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General Methods

Unless otherwise stated, reactions were performed under a nitrogen atmosphere using freshly dried
solvents. Thin-layer chromatography (TLC) was performed using silica gel 70 F2s4 TLC Plate-Wako
and were visualized by UV, p-anisaldehyde, Sonnenschein's reagent, or 1> (5% silica gel) staining.
Flash chromatography was performed using silica gel (40 - 50 um particle size, spherical, neutral).
Reverse-phase HPLC (RP-HPLC) was performed with a JASCO Gulliver system equipped with an
Intelligent HPLC Pump PU-980 and an Intelligent UV/VIS Detector UV-970, and the eluent was
detected by UV at 220 or 254 nm. For analytical RP-HPLC, a COSMOSIL 5C18-AR-II (4.6 x 250
mm) packed column was employed with linear gradients of acetonitrile and H>O containing 0.1% (v/v)
TFA with a flow rate of 1.0 mL min™" For preparative RP-HPLC, a PEGASIL ODS (30 x 250 mm)
packed column was employed with linear gradients of acetonitrile and H>O containing 0.1% (v/v) TFA
with a flow rate of 10 mL min~!. NMR spectra were recorded on a JEOL ECZ400S (at 400 MHz for
"H NMR and 101 MHz for '*C NMR), and are reported relative to internal TMS ('H, J = 0.00) or
DMSO-ds (H 6 = 2.54), and CDCI; (1*C, 6 = 77.0) or DMSO-ds (3C = 39.5). Data for '"H NMR
spectra are reported as follows: chemical shift (0 ppm) (multiplicity, coupling constant (Hz),
integration). Multiplicity and qualifier abbreviations are as follows: s = singlet, d = doublet, t = triplet,
q = quartet, quin = quintet, sext = sextet, sep = septet, oct = octet, m = multiplet, br = broad. IR spectra
were recorded on Jasco FT/IR-420 spectrometer (KBr tablet, NaCl plate), and Jasco FT/IR-4100
spectrometer (ATR). Absorbance abbreviations are as follows: vs = very strong, s = strong, m =
medium, w = weak, br = broad. High-resolution mass spectrometry (HRMS) spectra were obtained
with a JEOL AccuTOF LC-plus IMS-T100LP spectrometer (ESI), and JEOL JMS-700MS station (EI,
FAB). FAB matrix is a-thioglycerol.

Abbreviations used:

DBU - 1,8-Diazabicyclo[5.4.0]undec-7-ene 2-ME — 2-Mercaptoethanol
DCC — Dicyclohexylcarbodiimide PBS — Phosphate-buffered saline
DCM - Dichloromethane TFA — Trifluoroacetic acid

DIPA — Diisopropylamine THF — Tetrahydrofuran

DMAP — 4-Dimethylaminopyridine

DMF — N,N-Dimethylformamide

DMSO - Dimethylsulfoxide

HMDS — Hexamethyldisilazane

LDA - Lithium diisopropylamide

LHMDS - Lithium bis(trimethylsilyl)amide
Mel — lIodomethane
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General Procedure for the Syntheses of Substrates

General Procedure 1A

2-Chloroethanesulfonyl chloride (4.08 g, 2.63 mL, 25 mmol) in DCM (25 mL), a solution of amine
(27.5 mmol, 1.1 equiv.) and triethylamine (14.0 g, 10.5 mL, 75 mmol, 3.0 equiv.) in DCM (25 mL)
was added dropwise at 0 °C over a period of 30 minutes. After the reaction mixture was stirred for 3
hours at room temperature, the reaction mixture was washed sequentially with 1 M HCI aqueous
solution, distilled water, and then brine, and the organic layer was dried over Na;SOs. After
concentration, chromatography was performed on the residue on a silica gel column to give N-

substituted vinylsulfonamide (3).

General Procedure 1B

2-Chloroethanesulfonyl chloride (4.08 g, 2.63 mL, 25 mmol) and DMAP (28 mg, 0.25 mmol, 1.0
mol%) in DCM (25 mL), a solution of amine (27.5 mmol, 1.1 equiv.) and triethylamine (14.0 g, 10.5
mL, 75 mmol, 3.0 equiv.) in DCM (25 mL) was added dropwise at 0 °C over a period of 30 minutes.
After the reaction mixture was stirred for 3 hours at 0 °C, the reaction mixture was washed sequentially
with 1 M HCI aqueous solution, distilled water, and then brine, and the organic layer was dried over
NaxSOs.After concentration, chromatography was performed on the residue on a silica gel column to

give N-substituted vinylsulfonamide (3).

General Procedure 1C

The amine (27.5 mmol, 1.1 equiv.), triethylamine (14.0 g, 10.5 mL, 75 mmol, 3.0 equiv.) and DMAP
(28 mg, 0.25 mmol, 1.0 mol%) were dissolved in DCM (100 mL). 2-Chloroethanesulfonyl chloride
(4.08 g, 2.63 mL, 25 mmol) was added at 0 °C. After the reaction mixture was stirred for 3 hours at
0°C, the reaction mixture was washed sequentially with 1 M HCI aqueous solution, distilled water,
and then brine, and the organic layer was dried over Na>;SOj4. After concentration, chromatography

was performed on the residue on a silica gel column to give N-substituted vinylsulfonamide (3).

General Procedure 2

To a solution of the 3 (5 mmol) in DCM (10 mL) was added a solution of bromine (0.26 mL, 5.0 mmol,
1.0 equiv.) at 0 °C. The mixture was stirred at 0 °C for 5 minutes and warm to room temperature for
18 hours. the reaction mixture was quenched with saturated Na,S,0O3 aqueous solution (10 mL). After
the reaction mixture had been washed three times with saturated Na,S,03 aqueous solution. After
separation, the organic layer was dried over Na,SO4 and concentrated under reduced pressure. To a
solution of the residue in DCM (20 mL) was added a solution of triethylamine (5.2 g, 0.71 mL, 5.5

mmol) in DCM (20 mL) over 30 min, and the reaction mixture was stirred at room temperature for 15
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hours. The reaction mixture was washed three times with distilled water, once with brine, and the
organic layer was dried over Na;SO4. After concentration, chromatography was performed on the

residue on a silica gel column to give 1-bromo-N-substituted ethenylsulfonamide (1).

General Procedure 3A

To a stirred solution of the reactant (3 mmol) in dry THF (15 mL), LHMDS (10.5 mL, 1 M solution
in THF, 3.5 equiv.) and dry THF (4.5 mL) ware added at —78 °C over 10—15 minutes. After the reaction
mixture was stirred for 30 minutes at 0 °C, the mixture was quenched with 5 M HCI aqueous solution
(10 mL) at 0 °C. To the reaction mixture, EtOAc (30 mL) and distilled water (50 mL) were added. The
reaction mixture was extracted three times with EtOAc, washed once with brine, and the organic layer
was dried over Na,SOs. After concentration, chromatography was performed on the residue on a silica

gel column to give product N-substituted ethynylsulfonamide (2).

General Procedure 3B

To a stirred solution of the reactant (3 mmol) in dry THF (15 mL), LHMDS (7.5 mL, 1 M solution in
THF, 2.5 equiv.) and dry THF (2.5 mL) ware added at —78 °C over 10-15 minutes. After the reaction
mixture was stirred for 30 minutes at 0 °C, the mixture was quenched with 5 M HCl aqueous solution
(10 mL) at 0 °C. To the reaction mixture, EtOAc (30 mL) and distilled water (50 mL) were added. The
reaction mixture was extracted three times with EtOAc, washed once with brine, and the organic layer
was dried over Na;SOs. After concentration, chromatography was performed on the residue on a silica

gel column to give N-substituted ethynylsulfonamide (2).

General Procedure 3C

To a stirred solution of the reactant (3 mmol) in dry THF (15 mL), +-BuOK (10.5 mL, 1 M solution in
THF, 3.5 equiv.) and dry THF (4.5 mL) ware added at —78 °C over 10-15 minutes. After the reaction
mixture was stirred for 30 minutes at 0 °C, the mixture was quenched with 5 M HCl aqueous solution
(10 mL) at 0 °C. To the reaction mixture, EtOAc (30 mL) and distilled water (50 mL) were added. The
reaction mixture was extracted three times with EtOAc, washed once with brine, and the organic layer
was dried over Na,SOs. After concentration, chromatography was performed on the residue on a silica

gel column to give N-substituted ethynylsulfonamide (2).

General Procedure 4

To a stirred solution of the reactant (3 mmol) in dry THF (15 mL), LHMDS (10.5 mL, 1 M solution
in THF, 3.5 equiv.) and dry THF (4.5 mL) were added at =78 °C over 10—15 minutes. The reaction
mixture was then stirred for 30 minutes at 0 °C. Mel (69 pL, 1.1 equiv.) was added to the reaction

mixture and stirred for 1 hour at room temperature. The mixture was quenched with 1 M HCI aqueous
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solution (10 mL) at 0 °C. EtOAc (30 mL) and distilled water (50 mL) were added to the reaction
mixture. The organic layer was extracted three times with EtOAc, washed once with brine, and dried
over Na,SO4. After concentration, chromatography was performed on the residue on a silica gel

column to give product.

General Procedure 5

To a solution of the reactant (0.50 mmol) in dry MeOH (3.0 mL) was added AcCl (11 pL) and stirred
at room temperature for 30 min. The reaction mixture was diluted with 1,4-dioxane and concentrated
in vacuo. After concentration, chromatography was performed on the residue on a silica gel column to

give product.

General Procedure 6A

The amine (10 mmol), propiolic acid (11, 680 pL, 11 mmol) and DMAP (12.2 mg, 1.0 mol%) were
added to DCM (20 mL) and the solution was cooled to 0 °C. To the reaction solution was then added
dropwise a solution of DCC (2.27 g, 11 mmol, 1.1 equiv) in DCM (20 mL) and the reaction was
allowed to warm to room temperature and stirred for 3 hours. After the reaction was completed, the
reaction mixture was filtered through Celite pad and the solvent was removed in vacuo. After
concentration, chromatography was performed on the residue on a silica gel column to give N-

substituted ethynylamide (13).

General Procedure 7

A solution of reactant (0.50 mmol) in H>O (2.5 mL) was added protected amino acid (Ac-AA-OMe)
(0.50 mmol, 1.0 equiv.) at room temperature. The reaction mixture was diluted with EtOH and
concentrated in vacuo. After concentration, chromatography was performed on the residue on a a silica

gel column or preparative RP-HPLC to give product.

Water Solubility

A sufficient amount of the compound and 5.0% (v/v) MeCN in water was added, followed by
vigorous stirring for 30 seconds. The mixture was then allowed to stand for 2 hours at 19°C to
produce a saturated solution. The saturated solution was then diluted and its concentration was
determined by UV absorption with reference to a previously prepared calibration curve.
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NMR Experiments

CDsCN solution

The reactant (300 pL, 40 mM solution in CD3CN) and protected amino acid (Ac-AA-OMe) (300 puL,
60 mM solution in CD3CN) were added to the NMR tube and mixed by shaking up and down, then

the foam was removed by ultrasound. The reaction was then followed over time by 'H-NMR.

H,O or PBS solution

The reactant (300 uL, 40 mM solution in H,O) and protected amino acid (Ac-AA-OMe) (300 pL, 60
mM solution in DMSO-ds:H,O = 19:1) were added to the NMR tube and mixed by shaking up and
down, then the foam was removed by ultrasound. The reaction was then followed over time by NoD-

NMR. (PBS solution instead of H,O)
The following (1) and (2) was used for a single integrable peak on the NMR spectrum.

S, +5,=1 (1)

1 1 1 @
C 20x103xS, 20x10-3

C: Reactants concentration
S, Integral value for reactants

Sp: Integral value for products

Prot a % —t of graph. Calculate reaction rate constant (k) from the gradient of the Approximate line

of least squares method. To substitute & in (3).

1
b2 = 30x 103 x k ®
ti/2: Half — life of products
Conversion rate is calculated for (4).
. Sp
Conversion rate = x 100 (4)
S+ S,
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Table S1. Results of reaction monitoring by NMR
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Concentration: Amide or sulfonamide (20 mM) and protected amino acid (Ac-AA-OMe) (30 mM) were used. The analytical method
involved CD;CN for 'H-NMR, and H,O and PBS for NoD NMR (2.5 v/v% DMSO-ds added to H,O and PBS). n.r.: no reaction. a:
Half-life of amide or sulfonamide (#,,), c: The conversion rate (%) of the amide or sulfonamide was recorded as NMR yields for

reactions with a half-life of more than 24 hours or those that stopped halfway., c: Solvent is CD;CN:H,O0 = 19:1.
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10-Cys (H,0, 24 h)
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| Irr_pwidth = 0.147 [ms]
Tri_Mode =
] Composite_Pulse =
= Dante_Loop =
Dante_Presat -
| Decimition Rate =
z It L d | Initial Wait =
= b ey el M rrasitunsne| Lock_HoTd =
= Prosat_Time =
-} Presat Time Flag =
Za Relaxation Delay calc =
2 Relaxation Delay Temp =
= Repetition_Time -
= Seft_180_rnput =
A A R I R T e R aama e ARARAR I Soft_Atn calc -
12.0 11.0 10.0 9.0 8.0 7.0 6.0 5.0 4.0 3.0 20 1.0 Soft_Atn Default =
Soft_Bandwidth_Hz = 106.3[Kz]

X : parts per Million : Proton
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2¢-Lys-HCI (CDs;CN, 48 h)

abundance

1.6 1.7 1.8 1.9 2.0 2.1

12 1.3 14 L5

0.6 0.7 0.8 0.9 1.0 1.1

0 01 02 03 04 05

10.17

X : parts per Million : Proton

150.00

4.296

:JEDLO

Filename

Field strength
X_Acq_Duration
X_Domain
X_Freq

X ofeset
X_Points

X Prescans
X_Resolution

Tri_offset
Blanking
Clipped
scans
Total_scans

Relaxation_Delay
Recvr_Gain

1Tr_pwidth

Tri Mode
Compesite_Pulse
Dante_Leob
Dante_presat
Decimition Rate

Relaxation_Delay calc
Relaxation Delay Temp
Repetition_Time
Soft_180_Input
soft_Atn_calc
Seft_Rtn Default
Soft_Bandwidth_Hz

20240511 _TK-03117_TR-0.
aelta
single_pulse_wet_slp.j:
20240511_TK-03117_TR-0:
ACETONITRILE-D3
11-MAY-2028 16:03:50
5-0CT-2024 13:43:38

single Pulse Experimeni
coMPLEX

13107
Proten
Proton
[ppm)

JMM-ECE4005/L1

9.389766(T] (400 [MHZ])
2.18620096(5]

399. 78219838 [MHz]

0.45739775 [Hz]
7.4940048 [XHz]
5.99520384 [kHz)
carbon13
100.52530333 [MHz]
70 [ppm]

Proton
399.78219838 [MHz]

s[s]

46

21.8(dc]
2.1862B096[s]
2.4[dB)
6.4[us)

0.147 [ms]
off

FALSE

500

7.18628096(s]
sE

AL
64.586 [dB]
64.586[dB]
106.3 [Hz]

2t-Lys-HCI (CDsCN, 48 h)

abundance

]
~
o
o~
-
e~
=
i
it}
]
=~
-
-

0 01 02 03 04 05 0.6 0.7 0.8 09 1.0 1.1 1.2 1.3 14 L5

X : parts per Million : Proton

5931

0.78

0.22

2278 -

:JEDLO

Filename

Field strength
X_Acq_Duration
X_Domain

X Freq
X ofeset
X_Points

X Prescans
X_Resolution

Total_scans

Relaxation_Delay
Recvr_Gain

1Tr_pwidth

Tri_Mode
Composite_Pulse
Dante_Leob
Dante_Presat
Decimition Rate
Initial_Wait
Zock_Hold
Presat_Time

Presat Time Flag
Relaxation_Delay calc
Relaxation Delay Temp
Repetition_Time
Soft_180_Input
soft_Atn_calc
Seft_Rtn Default
Soft_Bandwidth Kz

20240511 _TK-03117_TR-0
aelta
single_pulse_wet_slp.J:
20240511_TK-03117_TR-0.
ACETONITRILE-D3
11-MAY-2028 17:02:37
5-0CT-2024 13:24:14

single Pulse Experimeni
coMPLEX

13107
Proten
Proton
[ppm)

JMM-ECE4005/L1

9.389766(T] (400 [MHZ])
2.18620096(5]

399. 78219838 [MHz]

0.45739775 [Hz]
7.4940048 [XHz]
5.99520384 [kHz)
carbon13
100.52530333 [MHz]
70 [ppm]

Proton
399.78219838 [MHz]

s[s]

46

22.3(dc)
2.1862B096[s]
2.4[dB)
6.4[us)

0.147 [ms]
off

FALSE

500

7.18628096(s]
sE

AL
64.586 [dB]
64.586[dB]
106.3 [Hz]




“HCI (CDsCN, 48 h)

abundance

30

2.0

Lo

0

on : Proton

X : parts per Mi

:JEDLO

Filename

Field strength
X_Acq_Duration
X_Domain
X_Freq

X ofeset
X_Points

X Prescans
X_Resolution

Tri_offset
Blanking
Clipped
scans
Total_scans

Relaxation_Delay
Recvr_Gain

1Tr_pwidth

Tri Mode
Compesite_Pulse
Dante_Leob
Dante_presat
Decimition Rate

Relaxation_Delay calc
Relaxation Delay Temp
Repetition_Time
Soft_180_Input
soft_Atn_calc
Seft_Rtn Default
Soft_Bandwidth_Hz

20240511 _TK-03117_TR-0
aelta
single_pulse_wet_slp.j:
20240511_TK-03117_TR-0!
ACETONITRILE-D3
11-MAY-2028 16:28:06
5-0CT-2024 13:21:41

single Pulse Experimeni
coMPLEX

13107
Proten
Proton
[ppm)

JMM-ECE4005/L1

9.389766(T] (400 [MHZ])
2.18620096(5]

399. 78219838 [MHz]

0.45739775 [Hz]
7.4940048 [XHz]
5.99520384 [kHz)
carbon13
100.52530333 [MHz]
70 [ppm]

Proton
399.78219838 [MHz]

s[s]

56

22.2(dc)
2.1862B096[s]
2.4[dB)
6.4[us)

0.147 [ms]
off

FALSE

500

7.18628096(s]
sE

AL
64.586 [dB]
64.586[dB]
106.3 [Hz]

7-Lys-HCI (H,0, 48 h)

abundance

-
s
£
<
=
<
3
s
4
s
N
=
=

0.08 0.09 0.1

0.01 0.02 0.03 0.04 0.05 0.06 0.07
I

0
1

-0.02 -0.01

12.0 1.0 10.0
X : parts per Million : Proton

:JEDLO

Spectrometer

Field strengtn
X_Acq_buration
X_Domain
X_Freq

X ofeset

Total_scans

Relaxation_Delay
Recvr_Gain
Temp_Get

X_Aeq_Time

X_Ata

X Pulse

1zTr_pwidth

Tri Mode

Composi te_Pulse
Dante_Loob
Dante_Presat
Decimation Rate
Initial_wait
Lock_Hold

Presat_Time

Presat Time Flag
Relaxation_Delay Calc
Relaxation Delay Temp
Repetition_Time
Soft_180_Tnput
soft_Atn_Calc
Soft_Rtn Default
Soft_Banawidth_Hz

NN NN NN
w

20240120_TK-03047_TK-0.
aelta
single_pulse_wet_slp.j
20240120_TK-03047_TR-0:
DMSC-D§

20-JAN-2028 17:53:18
5-0CT-2024 13:05:18

single Pulse Experimen{
1D comeLEX
13107

Proten

Proton

[ppa]

JHM-ECZ4005/L1

9.389766[T]
2.18620096[s]
H

00 [MHz] )

399. 78219838 [MHz]

0.45739775 [z]
7.4940048 [XHz]
5.99520384 [kHz)

100.52530333 (MHz]
70[ppm]

Proton
399.78219838 [Mz]
s [ppm)

2[us]

FALSE

6

64

5[s]

26

22.3(dc)
2.18628096[s]
2.4[dB)

6.4[us]

0.147 [ms]
off

500

7.18628096[s]

FALSE
64.586 [dB]
64.586 [dB]
106.3 [Hz]
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“HCI (PBS, 48 h)

(thousandths)

40,0
1

30.0

20.0

10.0

m
<

10.0
on : Proton

T
11.0

12.0
X : parts per Mi

U | TN |

e’

4.50

:JEDLO

Comment
Data_Format
Dim_size
X_Damain
Dim_Title
Dim units
Dimensions
Spectrometer

Fiela strengtn
X_Acq_buraticn
X_Domain

X_Freq

X ogeset
X_Paints

X _Prescans
x_Resolution
X_sweep
X_sweep_Clipped
1Fr_Domain
1rr_rreq
Irr_offset
Tri_Domain

Tri Freg
Tri_offs
Blanking
Clipped
Scans
Total_scans

Relaxation_Delay
Recvr_Gain

Dante_Loop
Dante_Presat
Decimation Rate
Initial wait
Lock_Hold
Presat_Time
Presat_Time Flag
Relaxation_Delay_calc
Relaxation Delay Temp
Repetition_Time
Soft_180_Input
Soft_Atn_calc
Seft_Atn Default
ndwidth_Hz

WOWR e
e

20240124 _TK-03047_TK-0:
aelta
single_pulse_wet_slp.j
20240124_TK-03047_TK-0.
DMSC-D6

24-JAN-2024 10:49:51
5-0CT-2024 11:44:22

single Fulse
1D COMPLEX
13107
Proton

raton

[ppm]

THM-ECZ4005/L1

9.389766(T] (400[MHz])
2.16628096[s]

399.78219838 [MHz]

0.45739775 [Hz]
7.4940048 [XHz]
5.99520384 [kHz]
carboni!

100. 52530333 (MHz]
70 [ppem]

raton
399.78219838 [MHz]
5[ppm]

2[us]

FALSE

64

64

5[s]

26

22.6[dc)
2.18628096[s]
2.4[dB]

6.4[us]

0.147 [ms]

off

FALSE

500

FALSE

7.18628096[s]
PALSE

64.586 [dB]
64.586 [dB]
106.3 [Hz]

5-Lys-HCI (PBS, 48 h)

abundance
-0.01

0.09 0.1

0.08

0.05

0.04

1

0.0

0

X : parts per Million : Proton

&

6.731

&

SV | B S

5312

b
o~

4.50

:JEDLO

Filename

Field strength
X_Acq_Duration
X_Domain

X Freq
X ofeset
X_Points

X Prescans
X_Resolution

Total_scans

Relaxation_Delay
Recvr_Gain

1Tr_pwidth

Tri_Mode
Composite_Pulse
Dante_Leob
Dante_Presat
Decimition Rate
Initial_Wait
Zock_Hold
Presat_Time

Presat Time Flag
Relaxation_Delay calc
Relaxation Delay Temp
Repetition_Time
Soft_180_Input
soft_Atn_calc
Seft_Rtn Default
Soft_Bandwidth Kz

20240210_TK-03047_TR-0.
aelta
single_pulse_wet_slp.j:
20240210_TK-03047_TR-0:
DMSC-D§

1-FEB-2024 12:31:15
5-0CT-2024 13:02:00

single Pulse Experimeni
coMPLEX

13107
Proten
Proton
[ppm)

JMM-ECE4005/L1

9.389766(T] (400 [MHZ])
2.18620096(5]

399. 78219838 [MHz]

0.45739775 [Hz]
7.4940048 [XHz]
5.99520384 [kHz)
carbon13
100.52530333 [MHz]
70 [ppm]

Proton
399.78219838 [MHz]

s[s]

26

22.1(dc)
2.1862B096[s]
2.4[dB)
6.4[us)

0.147 [ms]
off

FALSE

500

7.18628096(s]
sE

AL
64.586 [dB]
64.586[dB]
106.3 [Hz]




The reversibility of the conjugate addition

0
SH
AcHN. L Ho” " HO
Q0 i H OMe (1.0 equiv.)
\\S// oH Cys (1.0 equiv.) B .0 equiv. .
SN ~ - 00
= N > S 00 )
H 30 min, rt N &s\ ~_-OH
' x-S OH 24 h N
5-Cys 5-2ME

The 5 (300 puL, 40 mM solution in PBS) and Cys (300 pL, 40 mM solution in PBS) were added to the
NMR tube and mixed by shaking up and down, then the foam was removed by ultrasound. The reaction
mixture was allowed to stand at room temperature for 30 minutes. After, 2-mercaptoethanol (0.854 uL,
1.0 equiv.) was added, and the mixture was shaken up and down again. Foam was removed by
ultrasound. The reaction mixture was subsequently allowed to stand at room temperature or 37 °C for

24 hours. DMSO-ds (15 pL) was added to the reaction mixture, and it was analyzed by NoD-NMR.

O
SH
AcHN\)LOMe HO™ > HO
O\\S//O oH Cys (1.0 equiv.) H (1.0 equiv.)
~ EEEE—— ~ —
Z N/\/ 24, it 7 QL T AP
T N Sey ~_OH 24 h N S\N/\/OH
N H
10 H
10-Cys 10-2ME

The 10 (300 pL, 40 mM solution in PBS) and Cys (300 puL, 40 mM solution in PBS) were added to
the NMR tube and mixed by shaking up and down, then the foam was removed by ultrasound. The
reaction mixture was allowed to stand at room temperature for 24 hours. After, 2-mercaptoethanol
(0.854 pL, 1.0 equiv.) was added, and the mixture was shaken up and down again. Foam was removed
by ultrasound. The reaction mixture was subsequently allowed to stand at room temperature or 37 °C

for 24 hours. DMSO-ds (15 pL) was added to the reaction mixture, and it was analyzed by NoD-NMR.

Table S2 The reversibility of the conjugate addition

Entry  Sulfonamide Temp. (°C) Cys adducts:2-ME adducts
1 5 rt No reaction
2 5 37 72:28
3 10 rt No reaction
4 10 37 83:17

Cys adducts:2-ME adducts ratio by NMR

SI21



Characterization Data

S'Ne

N
Br H
1-Bromo-N-phenethylethene-1-sulfonamide (1a): Prepared as shown in general procedure 2; yellow
oil; eluent (Hexane:EtOAc = 5:1, v/v); yield, 90%. FT-IR (ATR) v cm™': 3303 (m), 3019 (w), 3028 (w),
2927 (w), 1604 (w), 1497 (w), 1455 (w), 1417 (w, 1337 (s), 1167 (s), 1095 (m), 1031 (w). 'H-NMR
(400 MHz, CDCl3) 6 7.35-7.20 (m, 5H), 6.83 (d, J = 2.8 Hz, 1H), 6.19 (d, J = 2.8 Hz, 1H), 4.59 (br,
1H), 3.33 (q, J = 6.8 Hz, 2H), 2.90 (t, J = 6.8 Hz, 2H). 3*C-NMR (101 MHz, CDCls) § 137.3, 128.9,
128.8, 128.4, 127.1, 127.0, 44.6, 35.8. LRMS (EI): m/z (%) 91 (81) [M — C3HsNO,SBr], 198 (base
peak) [M — C7H7], 289 (3) [M]. HRMS (EI): m/z calculated for Ci1oH12NO2SBr 288.97721; found
288.9782 [M]" (error +3.4 ppm).

)

P

N

Br H

1-Bromo-N-ethylethene-1-sulfonamide (1b): Prepared as shown in general procedure 2; colorless
oil; eluent (Hexane:EtOAc = 2:1, v/v); yield, 84%. FT-IR (NaCl) v cm’! : 3296 (s), 3113 (w), 2982
(m), 2939 (w), 2879 (w), 1604 (m), 1425 (s), 1333 (vs), 1165 (vs), 1093 (s), 949 (s), 860 (m), 783 (s),
600(s). '"H-NMR (400 MHz, CDCl3) 6 6.86 (d, J=2.9 Hz, 1H), 6.22 (d, /= 2.9 Hz, 1H), 4.58 (br, 1H),
3.13 (qd, J=7.2, 5.6 Hz, 2H), 1.25 (t, J = 7.2 Hz, 3H). *C-NMR (101 MHz, CDCl3) § 128.4, 127.3,
38.7, 15.1. LRMS (EI): m/z (%) 105 (21), [M — CoHgNO»S], 134 (5), [M — Br], 198 (95) [M — CH3],
213 (5) [M]. HRMS (EI): m/z calculated for CsHsNO2SBr 212.94529; found 212.9460 [M]" (error
+0.5 ppm).

0]

Vi
S

Br H

1-Bromo-N-propylethene-1-sulfonamide (1¢): Prepared as shown in general procedure 2; colorless
oil; eluent (Hexane:EtOAc = 4:1, v/v); yield, 89%. FT-IR (NaCl) v em™: 3300 (s), 3112 (w), 2968 (s),
2937 (m), 2877 (m), 1602 (m), 1423 (m), 1334 (s), 1245 (w), 1166 (s), 1092 (s), 1008 (m), 936 (m),
844 (w), 765 (m), 603 (m), 571 (w). 'H-NMR (400 MHz, CDCl;) 6 6.85 (d, J = 2.9 Hz, 1H), 6.21 (d,
J=209 Hz, 1H), 4.71 (br, 1H), 3.03 (td, J= 7.2, 6.0 Hz, 2H), 1.62 (sext, J = 7.2 Hz, 2H), 0.97 (t, J =
7.2 Hz, 3H). 3C-NMR (101 MHz, CDCl3) § 128.3, 127.3, 45.3, 22.9, 11.1. LRMS (EI): m/z (%) 105
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(12) [M — CsHsNO.S], 198 (98) [M — CyHs], 227 (2) [M]. HRMS (EI): m/z calculated for
CsHoNO2SBr 226.96156; found 226.9611 [M]" (error —2.1 ppm).

Q0 J\

SN
Br H
1-Bromo-N-isopropylethene-1-sulfonamide (1d): Prepared as shown in general procedure 2; off-
white crystals; eluent (Hexane:EtOAc = 4:1, v/v); yield, 93%. FT-IR (KBr) v cm': 3312 (s), 3294 (s),
3107 (w), 3013 (w), 2980 (m), 2933 (w), 1600 (w), 1464 (w), 1431 (m), 1392 (w), 1362 (w), 1339
(m), 1311 (m), 1162 (m), 1127 (s), 1090 (m), 1019 (m), 953 (m), 902(m), 832 (w), 757 (w), 719 (W),
607 (s), 569 (m). 'H-NMR (400 MHz, CDCls) 6 6.86 (d, J = 2.9 Hz, 1H), 6.18 (d, J = 2.9 Hz, 1H),
4.59 (d, J = 6.0 Hz, 1H), 3.54 (oct, J = 6.4 Hz, 1H), 1.25 (d, J = 6.4 Hz, 6H). *C-NMR (101 MHz,
CDCl3) ¢ 128.3, 127.9, 47.0, 23.6. LRMS (EI): m/z (%) 105 (11) [M — C3HsNO:S], 212 (99) [M —
CHs]. HRMS (EI): m/z calculated for C4H7NO2SBr 211.93809; found 211.9379 [M — CHs]* (error
—0.7 ppm).

)

22

S\N/\/\
Br H
1-Bromo-N-butylethene-1-sulfonamide (1e): Prepared as shown in general procedure 2; yellow oil;
eluent (Hexane:EtOAc = 4:1, v/v); yield, 90%. FT-IR (NaCl) v cm™': 3298 (s), 3112 (w), 2960 (s),
2935 (s), 2873 (m), 1603 (m), 1465 (m), 1427 (m), 1334 (s), 1165 (s), 1093 (m), 1034 (w), 937 (w),
760 (w), 603 (m), 574 (w). '"H-NMR (400 MHz, CDCl3) ¢ 6.85 (d, J = 2.9 Hz, 1H), 6.21 (d, J=2.9
Hz, 1H), 4.69 (br, 1H), 3.05 (td, J= 6.7, 6.0 Hz, 2H), 1.57 (quin, J = 7.6 Hz, 2H), 1.39 (sext, /= 7.6
Hz, 2H), 0.94 (t,J = 7.3 Hz, 3H). 3*C-NMR (101 MHz, CDCl3) § 128.4, 127.2,43.3,31.5, 19.7, 13.5.
LRMS (FAB): m/z (%) 242 (base peak) [M + H]. HRMS (FAB): m/z calculated for CsHi3NO2SBr
241.98449; found 241.9851 [M + H]* (error +0.2 ppm).

QL0 J<
S\

N
Br H
1-Bromo-N-(tert-butyl)ethene-1-sulfonamide (1f): Prepared as shown in general procedure 2; off-
white crystals (cubic); eluent (Hexane:EtOAc = 4:1, v/v); yield, 92%. FT-IR (KBr) v cm™: 3273 (s),
3116 (w), 3030 (w), 2974 (m), 2875 (w), 1879 (w), 1604 (m), 1473 (w), 1435 (m), 1395 (m), 1369
(m), 1354 (w), 1323 (s), 1234 (m), 1211 (w), 1154 (s), 1090 (m), 1045 (w), 1014 (s), 939 (s), 867 (m),
769 (m), 701 (w), 611 (s), 583 (s). '"H-NMR (400 MHz, CDCls) 6 6.85 (d, J=2.9 Hz, 1H), 6.12 (d, J
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=2.9 Hz, 1H), 4.67 (br, 1H), 1.37 (s, 9H). 3C-NMR (101 MHz, CDCls) ¢ 131.2, 126.9, 55.4, 29.7.
LRMS (EI): m/z (%) 226 (96) [M — CH3]. HRMS (EI): m/z calculated for CsHoNO,SBr 225.95374;
found 225.9542 [M — CH3]" (error +2.0 ppm).

Br
1-Bromo-N-cyclohexylethene-1-sulfonamide (1g): Prepared as shown in general procedure 2; off-

white crystals; eluent (Hexane:EtOAc = 4:1, v/v); yield, 90%. FT-IR (KBr) v cm': 3245 (s), 3109 (m),
3012 (w), 2935 (s), 2853 (m), 1603 (w), 1442 (m), 1353 (w), 1334 (s), 1166 (s), 1145 (m), 1100 (m),
1080 (s), 999 (W), 941 (m), 191 (w), 890 (m), 844 (w), 768 (m), 728 (w), 612 (s), 558 (s). 'H-NMR
(400 MHz, CDCl3) 6 6.85 (d, J=2.9 Hz, 1H), 6.17 (d, J=2.9 Hz, 1H), 4.62 (d, /= 7.2 Hz, 1H), 3.25—
3.16 (m, 1H), 2.03-1.96 (m, 2H), 1.74-1.68 (m, 2H), 1.62—1.54 (m, 1H), 1.38-1.13 (m, 5H). 13C-
NMR (101 MHz, CDCl3) ¢ 128.6, 127.7, 53.4, 33.8, 25.1, 24.6. LRMS (EI): m/z (%) 98 [M —
C,H,NO,SBr], 224 (96) [M — C3H7], 267 (21) [M]. HRMS (EI): m/z calculated for CsH14sNO,SBr
266.99286; found 266.9936 [M]* (error +2.6 ppm).

Note. McClafferty rearrangement.
O

Q8 0, 0
S+t \ /7
» ﬁ/ \N/\_g,ﬁ > ys\ﬁé\/ . (
Br L H
CH;

miz 224

N

(6] O\\/p
S\+. YS\K‘/ D
R e
Br &(}Hz

QP
e
Br

N-((3s,5s,7s)-Adamantan-1-yl)-1-bromoethene-1-sulfonamide (1h): Prepared as shown in general
procedure 2; off-white crystals; recrystallization (1,4-dioxane); yield, 82%. FT-IR (NaCl) v cm!: 3239
(s), 2955 (w), 2936 (m), 2903 (s), 2849 (w), 1604 (w), 1459 (m), 1450 (m), 1362 (m), 1346 (w), 1326
(s), 1254 (w), 1164 (s), 1120 (w), 1085 (m), 998 (m), 970 (w), 932 (m), 876 (w), 763 (m), 704 (w),
652 (w), 623 (m), 591 (m), 561 (m). '"H-NMR (400 MHz, CDCI3) J 6.85 (d, J = 2.9 Hz, 1H), 6.10 (d,
J=2.9 Hz, 1H), 4.54 (br, 1H), 2.09 (br, 3H), 1.95 (d, J = 3.0 Hz, 6H), 1.65 (m, 6H). *C-NMR (101
MHz, CDCls) ¢ 131.8, 126.6, 55.8, 42.6, 35.8, 29.5. LRMS (ESI): m/z (%) 342 (28) [M + Na], 374
(96) [M + MeOH + Na] HRMS (ESI): m/z calculated for Ci2HisNO,NaSBr 342.01393; found
342.01544 [M + Na]" (error +4.41 ppm).
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S.
TOC

N-Benzyl-1-bromoethene-1-sulfonamide (1i): Prepared as shown in general procedure 2; white
crystals; eluent (Hexane:EtOAc = 4:1, v/v); yield, 84%. FT-IR (KBr) v cm™!: 3275 (s), 3119 (w), 3031
(w), 2872 (w), 1605 (m), 1496 (m), 1456 (m), 1415 (s), 1355 (m), 1333 (s), 1180 (m), 1089 (m), 1042
(m), 940 (m), 901 (m), 823 (w), 812 (w), 764 (s), 702 (s), 609 (s). 'H-NMR (400 MHz, CDCl3) 6 7.39—
7.30 (m, 5SH), 6.86 (d, J = 3.0 Hz, 1H), 6.21 (d, J = 3.0 Hz, 1H), 4.88 (br, 1H), 4.22 (d, J = 6.1 Hz,
2H). *C-NMR (101 MHz, CDCl3) § 135.6, 128.8, 128.7, 128.3, 128.1, 127.1, 47.7. LRMS (EI): m/z
(%) 91 (22) [M — C,H3NO:SBr], 106 (base peak) [M — C2H,0,SBr], 275 (1) [M]. HRMS (EI): m/z
calculated for CoHoNO2SBr 274.96156; found 274.9611 [M]* (error —1.7 ppm).

1-Bromo-N-(2-methoxyethyl)ethene-1-sulfonamide (1j): Prepared as shown in general procedure 2;
colorless oil; eluent (Hexane:EtOAc =2:1, v/v); yield, 81%. FT-IR (NaCl) v cm™': 3605 (br), 3293 (br),
3112 (w), 2985 (w), 2932 (m), 2896 (m), 1603 (m), 1427 (m), 1390 (w), 1334 (s), 1197 (w), 1163 (s),
1124 (m), 1083 (s), 1025 (w), 945 (m), 867 (w), 801 (m), 759 (w), 600 (m). 'H-NMR (400 MHz,
CDCl) 0 6.85 (d, J= 2.9 Hz, 1H), 6.21 (d, J=2.9 Hz, 1H), 5.09 (br, 1H), 3.53 (dd, J=11.0, 6.1 Hz,
2H), 3.38 (s, 3H), 3.23 (td, J = 5.6, 4.4 Hz, 2H). 3C-NMR (101 MHz, CDCl3) § 128.3, 127.3, 70.5,
58.9,43.3. LRMS (FAB): m/z (%) 212 (93) [M — CH30], 224 (base peak) [M + H]. HRMS (FAB): m/z
calculated for C1oH11NO3SBr 243.96375; found 243.9642 [M + H]* (error —0.5 ppm).
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1-Bromo-N-(2-((tert-butyldimethylsilyl)oxy)ethyl)ethene-1-sulfonamide (1k): Prepared as shown
in general procedure 2; colorless oil; eluent (Hexane:EtOAc = 9:1, v/v); yield, 77%. FT-IR (NaCl) v
cm': 3304 (br), 3112 (w), 2953 (s), 2930 (s), 2884 (m), 2857 ( s), 1604 (w), 1471 (m), 1407 (m), 1337
(s), 1256 (m), 1169 (s), 1093 (s), 1006 (w), 971 (m), 938 (m), 838 (s), 809 (m), 779 (m), 663 (w), 601
(m). "H-NMR (400 MHz, CDCI3) 6 6.85 (d, J= 2.9 Hz, 1H), 6.22 (d, J = 2.9 Hz, 1H), 5.00 (br, 1H),
3.76 (t, J = 5.3 Hz, 2H), 3.15 (q, J = 5.3 Hz, 2H), 0.90 (s, 9H), 0.08 (s, 6H). *C-NMR (101 MHz,
CDCl3) 6 128.4,127.1,61.2,45.7,25.8, 18.2, -5.4. LRMS (ESI): m/z (%) 366 (95) [M + Na], 398 (34)
[M + MeOH + Na], 709 (46) [2M + Na]. HRMS (ESI): m/z calculated for CioH22NO3NaSSiBr
366.01707; found 366.01732 [M + Na]* (error+0.67 ppm).
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tert-Butyl (2-((1-bromovinyl)sulfonamido)ethyl)carbamate (11): Prepared as shown in general
procedure 2; pale yellow oil; eluent (Hexane:EtOAc = 2:1, v/v); yield, 73%. FT-IR (NaCl) v cm™:
3395 (m), 3310 (br), 3113 (w), 2979 (m), 2933 (w), 1691 (s), 1604 (w), 1519 (s), 1456 (w), 1394 (w),
1367 (m), 1336 (m), 1274 (w), 1254 (m), 1164 (s), 1099 (m), 939 (w), 915 (w), 733 (w). 'H-NMR
(400 MHz, CDCl3) ¢ 6.84 (d, J=2.9 Hz, 1H), 6.21 (d, J= 2.9 Hz, 1H), 5.57 (br, 1H), 4.92 (br, 1H),
3.32 (ddd, J = 11.2, 5.7 Hz, 2H), 3.20-3.16 (m, 2H), 1.45 (s, 9H). *C-NMR (101 MHz, CDCls) §
156.8, 128.5, 127.1, 80.2, 44.4, 40.2, 28.4. LRMS (ESI): m/z (%) 295 (96) [M — C4Ho + H], 327 (33)
[M +H], 351 (46) [M + Na], 679 (16) [2M + Na]. HRMS (ESI): m/z calculated for CoH17NO4NaSBr
350.99901; found 350.99946 [M + NaJ* (error +1.28 ppm).

O
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Methyl ((1-bromovinyl)sulfonyl)glycinate (1m): Prepared as shown in general procedure 2;
colorless oil; eluent (Hexane:EtOAc = 3:1, v/v); yield, 21%. FT-IR (NaCl) v cm™': 3624 (br), 3295 (br),
3114 (w), 3025 (w), 2956 (w), 1745 (s), 1603 (w), 1438 (m), 1339 (s), 1292 (w), 1221 (m), 1125 (m),
943 (w), 861 (m), 764 (w), 606 (m), 548 (w). '"H-NMR (400 MHz, CDCls) J 6.86 (d, J= 3.0 Hz, 1H),
6.22 (d, J=3.0 Hz, 1H), 5.29 (br, 1H), 3.91 (d, J = 5.2 Hz, 2H), 3.81 (s, 3H). *C-NMR (101 MHz,
CDCl) 0 168.9, 128.7, 126.8, 52.9, 44.5. LRMS (EI): m/z (%) 59 (10) [M — C3HsNO,SBr], 105 (64)
[M — C3HeNO4S], 169 (8) [M — C3HgNO>], 178 (86) [M — Br], 198 (base peak) [M — CoH30:], 228
(28) [M — CH,O + H], 257 (1) [M], 258 (2) [M + H]. HRMS (EI): m/z calculated for CsHoyNO4SBr
257.94302; found 257.9438 [M + H]* (error +0.7 ppm).
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Ethyl 3-((1-bromovinyl)sulfonamido)propanoate (1n): Prepared as shown in general procedure 2;
colorless oil; eluent (Hexane:EtOAc = 3:1, v/v); yield, 55%. FT-IR (NaCl) v cm™': 3624 (br), 3292 (br),
3113 (w), 2984 (1604 (w), 1416 (m), 1378 (s), 1264 (m), 1193 (s), 1163 (s), 1096 (s), 1051 (m), 1026
(m), 943 (m), 819 (w), 787 (m), 600 (s), 569 (m). 'H-NMR (400 MHz, CDCls) J 6.86 (d, J=2.9 Hz,
1H), 6.21 (d, J=2.9 Hz, 1H), 5.41 (br, 1H), 4.19 (q, /= 7.1 Hz, 2H), 3.34 (q, /= 6.1 Hz, 2H), 2.63 (4,
J=15.9Hz, 2H), 1.29 (t, J = 7.1 Hz, 3H). 3*C-NMR (101 MHz, CDCl;) § 172.0, 128.3, 127.5, 61.2,
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39.2,34.0, 14.2. LRMS (FAB): m/z (%) 198 (52) [M — C4H;0>], 242 (60) [M + H - C,Hs0], 286 [M
+ H]. HRMS (FAB): m/z calculated for C;H13NO4SBr 285.97432; found 285.9736 [M + H]" (error
—4.4 ppm).
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Methyl 4-((1-bromovinyl)sulfonamido)butanoate (10): Prepared as shown in general procedure 2;
colorless oil; eluent (Hexane:EtOAc = 2:1, v/v); yield, 79%. FT-IR (ATR) v cm': 3300 (br), 3114 (w),
2954 (m), 1734 (s), 1603 (w), 1439 (m), 1337 (s), 1261 (w), 1206 (w), 1166 (s), 1096 (m). 'H-NMR
(400 MHz, CDCl3) ¢ 6.85 (d, J=2.9 Hz, 1H), 6.21 (d, J = 2.9 Hz, 1H), 4.97 (t, /= 5.0 Hz, 1H), 3.70
(s, 3H), 3.13 (q, J = 6.5 Hz, 2H), 2.45 (t, J = 7.0 Hz, 2H), 1.92 (quin, J = 6.8 Hz, 2H). 3C-NMR (101
MHz, CDCl3) 6 173.6, 128.5, 127.2, 51.9, 43.0, 30.9, 24.6. LRMS (ESI): m/z (%) 309 (95) [M + Na].
HRMS (ESI): m/z calculated for C7H2NOsNaSBr 307.95681; found 307.95530 [M + Na]" (error
—4.92 ppm).
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1-Bromo-N,N-diethylethene-1-sulfonamide (1p): Prepared as shown in general procedure 2;
colorless oil; eluent (Hexane:EtOAc = 4:1, v/v); yield, 96%. FT-IR (NaCl) v cm': 3111 (w), 2979 (m),
2938 (m), 2873 (w), 1601 (m), 1468 (m), 1385 (m), 1337 (s), 1298 (w), 1205 (s), 1181 (m), 1156 (s),
1090 (m), 1019 (s), 943 (m), 789 (m), 768 (m), 710 (w), 678 (m). 'H-NMR (400 MHz, CDCl;) 6 6.80
(d, J=2.7Hz, 1H), 6.14 (d, J = 2.7 Hz, 1H), 3.37 (q, J = 7.2 Hz, 4H), 1.23 (t, J = 7.2 Hz, 6H). *C-
NMR (101 MHz, CDCl3) ¢ 128.0, 127.6,42.9, 14.3. LRMS (EI): m/z (%) 105 (11) [M — C4H10NO2S],
198 (8) [M — CH3 — C,H4], 226 (98) [M — CHs], 241 (8) [M]. HRMS (EI): m/z calculated for
CsH12NO2SBr 240.97721; found 240.9779 [M]* (error +3.0 ppm).

0.0
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1-Bromo-N,N-diisopropylethene-1-sulfonamide (1q): Prepared as shown in general procedure 2;
off-white crystals; eluent (Hexane:EtOAc = 5:1, v/v); yield, 97%. FT-IR (KBr) v em™: 3106 (w), 2977
(m), 2937 (m), 2878 (w), 1598 (m), 1464 (m), 1409 (m), 1371 (m), 1331 (s), 1201 (s), 1169 (s), 1141
(s), 1122 (w), 983 (s), 942 (m), 887 (m), 760 (s), 708 (m), 657 (s), 587 (s), 568 (s), 529 (m). 'H-NMR
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(400 MHz, CDCl3) 6 6.83 (d, J = 2.6 Hz, 1H), 6.13 (d, J = 2.6 Hz, 1H), 3.79 (sep, J = 6.8 Hz, 2H),
1.35 (d, J= 6.8 Hz, 12H). *C-NMR (101 MHz, CDCls) § 129.7, 127.7, 49.6, 22.2.

LRMS (EID): m/z (%) 105 (7) [M — CsH14NO:S], 212 (base peak) [M — C4Ho], 254 (46) [M — CH3], 269
(2) [M]. HRMS (EI): m/z calculated for CsH;3NO2SBr 253.98504; found 253.9860 [M - CH3]" (error
+3.6 ppm).
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1-((1-Bromovinyl)sulfonyl)pyrrolidine (1r): Prepared as shown in general procedure 2; pale yellow
crystals; eluent (Hexane:EtOAc = 4:1, v/v); yield, 92%. FT-IR (NaCl) v cm™: 3110 (w), 2979 (m),
2888 (m), 1600 (m), 1459 (w), 1343 (s), 1241 (m), 1203 (s), 1160 (s), 1098 (s), 1065 (s), 1014 (s), 938
(m), 777 (s), 698 (W), 615 (s), 573 (s), 504 (m). 'H-NMR (400 MHz, CDCl3) ¢ 6.80 (d, J = 2.7 Hz,
1H), 6.21 (d, J = 2.7 Hz, 1H), 3.49-3.43 (m, 4H), 2.02-1.94 (m, 4H). 3C-NMR (101 MHz, CDCl3) ¢
128.6, 125.5, 48.9, 25.9. LRMS (EI): m/z (%) 70 (base peak) [M — C2H,0,SBr], 105 (23) [M —
C4H3NO»S], 328 (40) [M — H], 329 (33) [M]. HRMS (EI): m/z calculated for CsHioNO,S7’Br
238.96156; found 238.9591 [M]" (error —10.1 ppm). HRMS (EI): m/z calculated for CeHoNO>S8!Br
240.95952; found 240.9591 [M]" (error —1.6 ppm).
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1-((1-Bromovinyl)sulfonyl)piperidine (1s): Prepared as shown in general procedure 2; pale yellow
crystals; eluent (Hexane:EtOAc = 4:1, v/v); yield, 92%. FT-IR (NaCl) v em™: 3110 (w), 2941 (s), 2857
(s), 1600 (m), 1453 (m), 1362 (vs), 1340 (vs), 1279 (m), 1219 (m), 1170 (vs), 1092 (s), 1051 (s), 945
(vs), 855 (w), 836 (w), 770 (s), 712 (s), 596 (vs). 'H-NMR (400 MHz, CDCl3) 6 6.77 (dd, J=2.8, 0.4
Hz, 1H), 6.20 (d, J = 2.8 Hz, 1H), 3.31 (t, J= 5.3 Hz, 4H), 1.70-1.56 (m, 6H). 3C-NMR (101 MHz,
CDClz) 0 131.7,127.8, 47.8, 25.6. LRMS (EI): m/z (%) 83 (base peak) [M — C,H30,SBr], 84 (35) [M
— C2H20,SBr], 105 (12) [M — CsHioNO»S], 212 (13) [M — C3Hs], 252 (54) [M — H], 253 (59) [M].
HRMS (EI): m/z calculated for C;H12NO>S7Br 252.97721; found 252.9735 [M]*(error -14.8 ppm).
HRMS (EI): m/z calculated for C7H2NO,S®'Br 254.97517; found 254.9761 [M]" (error +3.7 ppm).
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4-((1-Bromovinyl)sulfonyl)morpholine (1t): Prepared as shown in general procedure 2; colorless
crystals; eluent (Hexane:EtOAc = 4:1, v/v); yield, 90%. FT-IR (NaCl) v cm™: 3110 (w), 2971 (w),
2920 (w), 2861 (w), 1600 (w), 1451 (m), 1348 (s), 1300 (w), 1262 (m), 1168 (s), 1114 (s), 1169 (m),
1014 (w), 954 (s), 848 (w), 774 (m), 714 (m), 613 (s), 530 (s). 'H-NMR (400 MHz, CDCl;) J 6.82 (d,
J=2.9Hz, 1H), 6.27 (d, J=2.9 Hz, 1H), 3.78-3.75 (m, 4H), 3.38-3.35 (m, 4H). *C-NMR (101 MHz,
CDCls) 6 129.2, 125.2, 66.6, 46.5. LRMS (EI): m/z (%) 85 (base peak) [M — C,H,0,SBr], 105 (12)
[M — C4HsNOsS], 212 (21) [M — CHsO + H], 255 (27) [M]. HRMS (EI): m/z calculated for
CeH1oNO3SBr 254.95648; found 254.9572 [M]* (error +2.7 ppm).
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1-Bromo-N,N-bis(2-((tert-butyldimethylsilyl)oxy)ethyl)ethene-1-sulfonamide (1u): Prepared as
shown in general procedure 2; colorless oil; eluent (Hexane:EtOAc = 19:1, v/v); yield, 77%. FT-IR
(ATR) v cm': 3114 (m), 2958 (s), 2887 (s), 2860 (s), 1603 (w), 1472 (m), 1362 (m), 1258 (m), 1167
(m), 1111 (m), 1006 (m), 937 (m), 840 (m), 810 m), 780 (m). 'H-NMR (400 MHz, CDCl;) J 6.82 (d,
J=2.8 Hz, 1H), 6.15 (d, /= 2.8 Hz, 1H), 3.79 (t, J = 6.3 Hz, 4H), 3.47 (t, J = 6.2 Hz, 4H), 0.89 (s,
18H), 0.07 (s, 12H). 3C-NMR (101 MHz, CDCl3) ¢ 127.8, 127.5, 77.3, 7.2, 77.0, 76.7, 62.1, 52.1,
25.9, 18.5, 18.2, 17.9, -5.4. LRMS (EI): m/z (%) 444 (base peak) [M — C4Ho], 486 (13) [M — CHs].
HRMS (EI): m/z calculated for C17H37NO4SiSBr 486.11652; found 486.1178 [M — CH3]* (error +2.6

ppm).
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1-Bromo-N-(tert-butyldimethylsilyl)-/V-(2-((fer-butyldimethylsilyl)oxy)ethyl)ethene-1-
sulfonamide (1v): Prepared as shown in general procedure 2; colorless oil; eluent (Hexane:EtOAc =
19:1, v/v); yield, 47%. FT-IR (NaCl) v em™': 3112 (w), 2955 (s), 2931 (s), 2886 (), 2859 (), 2710 (W),
1602 (m), 1472 (s), 1407 (w), 1392 (m), 1338 (s), 1257 (s), 1162 (s), 1092 (s), 1038 (m), 1006 (m),
904 (s), 840 (s), 825 (s), 778 (s), 707 (w), 687 (m), 609 (s). "H-NMR (400 MHz, CDCl;3) 6 6.90 (d, J
=2.7Hz, 1H), 6.20 (d, J=2.7 Hz, 1H), 3.72 (t, /= 7.6 Hz, 2H), 3.27 (t, J= 7.6 Hz, 2H), 1.01 (s, 9H),
0.88 (s, 9H), 0.39 (s, 6H), 0.05 (s, 6H). 3C-NMR (101 MHz, CDCl3) § 129.2, 128.9, 61.5, 49.0, 27.3,
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25.9, 19.7, 18.3, 2.9, —5.3. LRMS (EI): m/z (%) 400 (32) [M — C4Hy], 442 (2) [M — CH3]. HRMS
(EI): m/z calculated for CisH33NO3Si,SBr 442.09031; found 442.0913 [M — CH3]" (error +2.3 ppm).

N-Phenethylethynesulfonamide (2a): Prepared as shown in general procedure 3A; yellow oil; eluent
(Hexane:EtOAc =2:1, v/v); yield, 82%. UV (abs) Amax: 206 nm (5%v/v MeCN in Water). FT-IR (ATR)
vem: 3636 (m), 3269 (br), 3030 (w), 2933 (w), 2072 (s), 1604 (w), 1497 (w), 1445 (m), 1423 (m),
1353 (s), 1172 (s), 1075 (m). '"H-NMR (400 MHz, CDCl3) 6 7.36-7.20 (m, 5H), 4.74 (br, 1H), 3.49 (q,
J=6.8 Hz, 2H), 3.25 (s, 1H), 2.95 (t, J = 6.8 Hz, 2H). 3C-NMR (101 MHz, CDCl;3) 6 137.2, 128.9,
128.8, 127.1, 78.3, 76.8, 44.6, 35.3. LRMS (EI): m/z (%) 91 (66) [M — C3sH4NO-S], 118 (base peak)
[M —C7H7], 209 (6) [M]. HRMS (EI): m/z calculated for CioHi1NO2S 209.05105; found 209.0512 [M]
* (error +0.6 ppm).
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N-Ethylethynesulfonamide (2b): Prepared as shown in general procedure 3A; yellow oil; eluent
(Hexane:EtOAc = 2:1, v/v); yield, 91%. FT-IR (NaCl) v cm': 3627 (w), 3265 (br), 2986 (m), 2942
(w), 2882 (w), 2071 (s), 1427 (s), 1340 (s), 1169 (s), 1062 (m), 958 (m), 868 (m), 777 (m), 695 (s),
573 (s). '"H-NMR (400 MHz, CDCl3) § 4.71 (br, 1H), 3.30 (qd, /= 7.2, 6.0 Hz, 2H), 3.27 (s, 1H), 1.30
(t,J=7.2 Hz, 3H). *C-NMR (101 MHz, CDCl;) 6 78.4, 76.6, 38.8, 14.7. LRMS (EI): m/z (%) 44 (2)
[M — CoHO:S], 89 (13)[M — CoHgN], 118 (base peak) [M — CHzs], 133 (4) [M]. HRMS (EI): m/z
calculated for C4H7NO,S 133.01975; found 133.0198 [M]* (error +0.4 ppm).

N-Propylethynesulfonamide (2c¢): Prepared as shown in general procedure 3A; yellow oil; eluent
(Hexane:EtOAc = 2:1, v/v); yield, 82%. FT-IR (NaCl) v cm™': 3269 (br), 2972 (m), 2939 (m), 2880
(m), 2071 (s), 1426 (m), 1342 (s), 1169 (s), 1074 (m), 1008 (w), 913 (m), 843 (w), 696 (s). 'H-NMR
(400 MHz, CDCls) ¢ 4.82 (br, 1H), 3.27 (s, 1H), 3.19 (ddd, J = 7.2, 6.4 Hz, 2H), 1.67 (sext, J=7.2
Hz, 2H), 0.99 (t, J = 7.2 Hz, 3H). 1H-NMR (400 MHz, DMSO-d;) ¢ 8.34 (t, J = 5.5 Hz, 1H), 5.74,
4.98 (s, 1H), 2.93 (td, J = 7.0, 5.7 Hz, 2H), 1.51 (sext, J = 7.3 Hz, 2H), 0.88 (t, J = 7.4 Hz, 3H). 1*C-
NMR (101 MHz, CDCl3) 0 78.4, 76.6, 45.4,22.5, 11.1. LRMS (EI): m/z (%) 89 (6) [M — C3HgN], 118
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(base peak) [M — CoHs], 147 (1) [M]. HRMS (EI): m/z calculated for CsHoNO>S 147.03540; found
147.0355 [M]* (error +0.7 ppm).

N-Isopropylethynesulfonamide (2d): Prepared as shown in general procedure 3A; yellow oil; eluent
(Hexane:EtOAc = 2:1, v/v); yield, 82%. UV (abs) Amax: < 220 nm (5%v/v MeCN in Water). FT-IR
(NaCl) v em™: 3260 (br), 3978 (m), 2936 (w), 2879 (w), 2071 (s), 1428 (m), 1396 (s), 1372 (m), 1335
(m), 1232 (w), 1206 (w), 1158 (s), 1043 (w), 1007 (m), 931 (w), 865 (W), 758 (w), 698 (s). 'H-NMR
(400 MHz, CDCls) 0 4.71 (s, 1H), 3.76 (oct, J= 7.2, 6.8 Hz, 1H), 3.26 (s, 1H), 1.31 (d, J = 6.4 Hz,
6H). 3C-NMR (101 MHz, CDCl3) 6 79.5, 76.1, 47.3, 23.3. LRMS (EI): m/z (%) 89 (6) [M — C,HO-S],
132 (base peak) [M — CHzs], 146 (0.6) [M — H], 147(0.4) [M]. HRMS (EI): m/z calculated for
CsHoNO,S 147.03540; found 147.0354 [M]* (error +0.3 ppm).
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N-Butylethynesulfonamide (2e): Prepared as shown in general procedure 3A; yellow oil; eluent
(Hexane:EtOAc = 3:1, v/v); yield, 87%. FT-IR (ATR) v cm™': 3260 (br), 2962 (w), 2936 (w), 2875 (w),
2070 (m), 1465 (w), 1425 (m), 1341 (s), 1165 (s), 1119 (w), 1078 (m). 'H-NMR (400 MHz, CDCls) §
4.81 (br, 1H), 3.27 (s, 1H), 3.22 (ddd, J=6.0, 7.2 Hz, 2H), 1.62 (quin, J = 7.6 Hz, 2H), 1.41 (sext, J =
7.2 Hz, 2H), 0.95 (t, J=7.2 Hz, 3H). 3C-NMR (101 MHz, CDCl3) § 78.3,76.7,43.4,31.1,19.7, 13.5.
LRMS (FAB): m/z (%) 74 (49) [M + H — C;HO,S], 162 (40) [M + H], 194 (36) [M + C3Hs0.S —
C3H702], 270 (base peak) [M + C3HgO.S + H]. HRMS (FAB): m/z calculated for C¢H12NO2S
162.05833; found 162.0590 [M + H]* (error +0.7 ppm).

Note:

O\\//O HO/Y\S O\/O
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N-(tert-Butyl)ethynesulfonamide (2f): Prepared as shown in general procedure 3A; off-white
crystals; eluent (Hexane:EtOAc = 3:1, v/v); yield, 92%. FT-IR (NaCl) v cm': 3279 (br), 2979 (m),
2936 (w), 2874 (w), 2071 (s), 1428 (m), 1395 (s), 1372 (m), 1342 (s), 1232 (w), 1206 (w), 1158 (s),
1043 (w), 1007 (m), 931 (w), 865 (w), 758 (w), 698 (s), 595 (m). 'H-NMR (400 MHz, CDCl;) 6 4.87
(br, 1H), 3.24 (s, 1H), 1.45 (s, 9H). 3C-NMR (101 MHz, CDCl3) ¢ 81.3, 75.4, 56.1, 29.8. LRMS (EI):
m/z (%) 146 (base peak) [M — CH3]. HRMS (EI): m/z calculated for CsHgNO,S 146.02757; found
146.0275 [M — CH3]" (error —0.9 ppm).

N-Cyclohexylethynesulfonamide (2g): Prepared as shown in general procedure 3A; off-white
crystals; eluent (Hexane:EtOAc = 3:1, v/v); yield, 93%. UV (abs) Amax: < 220 nm (5%v/v MeCN in
Water). "H-NMR (400 MHz, CDCl3) 6 4.76 (d, J= 6.2 Hz, 1H), 3.50-3.41 (m, 1H), 3.25 (s, 1H), 2.11—
2.05 (m, 2H), 1.78-1.73 (m, 2H), 1.63-1.57 (m, 1H), 1.43—1.15 (m, 5H). 3*C-NMR (101 MHz, CDCl3)
079.7,75.9, 53.7, 33.5, 25.1, 24.5. LRMS (EI): m/z (%) 98 (19) [M — C.HO,S], 144 (base peak) [M
— CsHy], 187 (14) [M]. HRMS (EI): m/z calculated for CsH3NO>S 187.06670; found 187.0669 [M]"
(error +1.0 ppm).

Note:
C)\\S/E?— q ()\\S//o o o\\S// +/ ()\\ //()
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% ”/(i; \ > // H > —> // H/\D,ﬁ — // H/\/ + (

N-((3s,5s,7s)-Adamantan-1-yl)ethynesulfonamide (2h): Prepared as shown in general procedure
3A; white crystals; eluent (Hexane:EtOAc = 4:1, v/v); yield, 65%. FT-IR (KBr) v cm™': 3325 (s), 3229
(s), 2908 (s), 2888 (m), 2849 (m), 2067 (s), 1455 (W), 1424 (s), 1369 (s), 1353 (m), 1334 (s), 1321 (m),
1266 (w), 1155 (s), 1114 (w), 1006 (s), 972 (m), 886 (m), 746 (m), 723 (m), 694 (s), 561 (s). 'H-NMR
(400 MHz, CDCl3) 0 4.77 (br, 1H), 3.24 (s, 1H), 2.13 (br, 3H), 2.04 (d, J=3.0 Hz, 6H), 1.71-1.64 (m,
6H). P*C-NMR (101 MHz, CDCls) & 81.8, 75.3, 56.6, 42.7, 35.8, 29.5. LRMS (EI): m/z (%) 135 (83)
[M — CoHaNOsS], 239 (37) [M]. HRMS (EI): m/z calculated for Ci2H17NO2S 239.09800; found
239.0976 [M] (error —1.8 ppm).
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N-Benzylethynesulfonamide (2i): Prepared as shown in general procedure 3A; colorless crystals;
eluent (Hexane:EtOAc = 4:1, v/v); yield, 88%. FT-IR (NaCl) v cm™: 3246 (w), 2946 (w), 2856 (w),
2063 (m), 1455 (w), 1366 (s), 1348 (s), 1318 (w), 1280 (w), 1214 (w), 1172 (s), 1149 (m), 1099 (w),
1055 (m), 1029 (w), 736 (s), 661 (s). '"H-NMR (400 MHz, CDCl3) 6 7.41-7.32 (m, 5H), 5.01 (br, 1H),
4.38 (d,J=6.1 Hz, 2H), 3.29 (s, IH). 3C-NMR (101 MHz, CDCl3) ¢ 135.1, 128.9, 128.4, 128.1, 78.2,
77.1,47.8. LRMS (EI): m/z (%) 77 (55) [M — C3HsNO2S], 91 (50) [M — C;HoNO»S], 104 (base peak)
[M — C7H7], 195 (40) [M]. HRMS (EI): m/z calculated for CoHoNO,S 195.03540; found 195.0349
[M]* (error —2.7 ppm).

\ 7/

S, ~_OMe
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N-(2-Methoxyethyl)ethynesulfonamide (2j): Prepared as shown in general procedure 3A (The
solvent used is EtO instead of THF); colorless oil; eluent (Hexane:EtOAc = 3:2, v/v); yield, 77%. FT-
IR (NaCl) v em™': 3615 (br), 3255 (s), 2988 (w), 2935 (m), 2898 (m), 2839 (w), 2069 (s), 1628 (w),
1428 (s), 1391 (m), 1349 (s), 1241 (w), 1197 (m), 1169 (s), 1124 (s), 1081 (s), 1027 (m), 964 (m), 870
(w), 798 (w), 700 (s). '"H-NMR (400 MHz, CDCls) J 5.30 (s, 1H), 3.59 (dd, J= 5.3, 4.7 Hz, 2H), 3.39
(s, 3H), 3.38 (td, J = 5.8, 4.9 Hz, 2H), 3.29 (s, 1H). 3*C-NMR (101 MHz, CDCls) 6 78.2, 76.9, 69.8,
58.9, 43.4. LRMS (FAB): m/z (%) 164 (50) [M + H], 196 (22) [M + C3HsO,S — C3H703], 272 (base
peak) [M + C3HgO2S + H]. HRMS (FAB): m/z calculated for CsH;1NO3S 164.03759; found 164.0376
[M + H]* (error —3.6 ppm).

Note.
0 0
\ /7 HO S O O
\ /,
é/S\N/\/OMe + HO/Y\SH S— . OH & \S/\N/\/OMG
H OH
H
m/z 163 FAB matrix mlz 271
R oTBS
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N-(2-((tert-Butyldimethylsilyl)oxy)ethyl)ethynesulfonamide (2k): Prepared as shown in general

procedure 3A (The solvent used is Et2O instead of THF, and saturated citric acid aqueous solution
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instead of 5 M HCI aqueous solution.); colorless oil; eluent (Hexane:EtOAc = 5:1, v/v); yield, 71%.
FT-IR (NaCl) v cm™': 3157 (s), 2954 (s), 2930 (s), 2884 (m), 2858 (s), 2070 (s), 1471 (m), 1411 (m),
1355 (s), 1257 (s), 1173 (s), 1117 (s), 1087 (s), 978 (m), 939 (w), 838 (s), 810 (m), 780 (s), 700 (m),
582 (w). 'H-NMR (400 MHz, CDCI3) 6 5.12 (br, 1H), 3.82-3.80 (m, 2H), 3.34-3.30 (m, 2H), 3.28 (s,
1H), 0.90 (s, 9H), 0.09 (s, 6H). 3C-NMR (101 MHz, CDCl3) 6 78.3, 76.8, 60.8, 45.7,25.8, 18.3, -5 4.
LRMS (ESI): m/z (%) 286 (67) [M + Na], 318(44) [M + MeOH + Na], 336 (base peak) [M + H>O +
MeOH + Na], 549 (24) [2M + Na]. HRMS (ESI): m/z calculated for CioH21NO3SSi 286.09091; found
286.08977 [M + Na]" (error —1.14 ppm).

/\S//\H/\/NHBOC

tert-Butyl (2-(ethynylsulfonamido)ethyl)carbamate (21): Prepared as shown in general procedure
3A; yellow gam; eluent (Hexane:EtOAc = 1:1, v/v); yield, 72%. FT-IR (NaCl) v cm™': 3410 (m), 3253
(br), 2980 (m) 2935 (m), 2255 (w), 1091 (s), 1691 (s), 1521 (s), 1454 (m), 1394 (w), 1367 (s), 1351
(s), 1169 (s), 1091 (m), 947 (w), 913 (w), 859 (w), 782 (w), 701 (s), 574 (m). 'H-NMR (400 MHz,
CDCI3) 6 5.97 (br, 1H), 4.94 (br, 1H), 3.38-3.31 (m, 4H), 3.27 (s, 1H), 1.45 (s, 9H). 3C-NMR (101
MHz, CDCl3) 0 157.0, 80.4, 78.4, 76.6, 44.6, 39.9, 28.3. LRMS (ESI): m/z (%) 215 (base peak) [M +
H,O — C4H 10O + Na], 271 (19) [M + Na], 519 (12) [2M + Na]. HRMS (ESI): m/z calculated for
CoH16N204NaS 271.07285; found 271.07281 [M + Na]* (error —0.13 ppm).

Methyl 4-(ethynylsulfonamido)butanoate (20): Prepared as shown in general procedure 3C;
colorless oil; eluent (Hexane:EtOAc = 2:1, v/v); yield, 20%. FT-IR (NaCl) v cm': 3255 (br), 2956 (w),
2069 (m), 1720 (m), 1439 (m), 1348 (s), 1261 (w), 1209 (w), 1164 (s), 1079 (m), 976 (w), 692 (s). 'H-
NMR (400 MHz, CDCls) J 5.26 (br, 1H), 3.70 (s, 3H), 3.29 (td, J = 6.7, 6.2 Hz, 2H), 3.28 (s, 1H),
2.47 (t,J= 6.9 Hz, 2H), 1.97 (quin, J = 6.8 Hz, 2H). *C-NMR (101 MHz, CDCls) d 173.7, 78.3, 76.8,
52.0, 43.1, 31.0, 24.2. LRMS (ESI): m/z (%) 228 (40) [M + Na]. HRMS (ESI): m/z calculated for
C7H11NO4NaS 228.03065; found 228.03073 [M + Na]* (error +0.37 ppm).
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N,N-Diethylethynesulfonamide (2p): Prepared as shown in general procedure 3B; pale yellow oil;
eluent (Hexane:EtOAc = 4:1, v/v); yield, 91%. FT-IR (NaCl) v cm™: 3251 (s), 2981 (s), 2941 (m),
2881 (m), 2066 (s), 1469 (m), 1363 (s), 1299 (m), 1205 (s), 1160 (s), 1098 (w), 1069 (w), 1019 (s),
945 (s), 787 (m), 727 (8), 659 (s), 529 (w). 'H-NMR (400 MHz, CDCls) 6 3.34 (q, J = 7.2 Hz, 4H),
3.21 (s, 1H), 1.27 (t, J = 7.2 Hz, 6H). 3C-NMR (101 MHz, CDCl3) § 78.7, 76.3, 42.9, 13.3. LRMS
(ED): m/z (%) 89 (3) [M — C4H10oN], 118 (48) [M — CoHs — CHs + HJ, 146 (base peak) [M — CH3], 161
(12) [M]. HRMS (EI): m/z calculated for C¢H11NO2S 161.05105; found 161.0510 [M]" (error —0.3
ppm).

\\S// J\
z

N,N-Diisopropylethynesulfonamide (2q): Prepared as shown in general procedure 3B; colorless
crystals; eluent (Hexane:EtOAc = 5:1, v/v); yield, 79%. UV (abs) Amax: < 220 nm (5%v/v MeCN in
Water). FT-IR (KBr) v cm™': 3244 (s), 2981 (m), 2934 (w), 2880 (w), 2063 (s), 1469 (w), 1408 (m),
1373 (m), 1344 (s), 1203 (s), 1173 (s), 1139 (s), 1118 (s), 1018 (m), 989 (s), 887 (W), 714 (s), 641 (m),
565 (s), 535 (m), 480 (w), 455 (m). 'H-NMR (400 MHz, CDCl3) J 3.91 (sep, J = 6.8 Hz, 2H), 3.18 (s,
1H), 1.37 (d, J= 6.8 Hz, 12H). 3C-NMR (101 MHz, CDCl3) 6 81.7, 74.9, 49.8, 21.3. LRMS (EI): m/z
(%) 132 (base peak) [M — CsH7 — CH3], 174 (31) [M — CH3], 189 (4) [M]. HRMS (EI): m/z calculated
for CsHisNO:S 189.08235; found 189.0826 [M]" (error +1.5 ppm).
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1-(Ethynylsulfonyl)pyrrolidine (2r): Prepared as shown in general procedure 3B; colorless oil;
eluent (Hexane:EtOAc = 4:1, v/v); yield, 81%. UV (abs) Amax: <220 nm (5%v/v MeCN in Water). FT-
IR (ATR) v cm': 3227 (br), 3107 (w), 3057 (w), 2978 (m), 2888 (m), 2063 (m), 1455 (w), 1337 (s),
1204 (m), 1150 (s), 1075 (s). 1010 (s), 735 (s), 668 (s). 'H-NMR (400 MHz, CDCl3) ¢ 3.42-3.38 (m,
4H), 3.21 (s, 1H), 2.01-1.94 (m, 4H). *C-NMR (101 MHz, CDCls) J 76.9, 75.9, 48.7, 25.3. LRMS
(ED): m/z (%) 42 (58) [M — C3H3NO:S], 89 (12) [M — C4HsN], 118 (4) [M — C3Hg + H], 158 (base
peak) [M — H], 159 (76) [M]. HRMS (EI): m/z calculated for CsHoNO-S 159.03540; found 159.0350
[M]* (error —2.7 ppm).
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1-(Ethynylsulfonyl)piperidine (2s): Prepared as shown in general procedure 3B; colorless oil; eluent
(Hexane:EtOAc = 4:1, v/v); yield, 89%. FT-IR (ATR) v cm': 3259 (br), 3065 (w), 2874 (w), 2069 (m),
1602 (m), 1425 (m), 1347 (s), 1164 (s), 1057 (m), 856 (w), 810 (m), 692 (s). '"H-NMR (400 MHz,
CDCl3) 6 3.27 (s, 1H), 3.18 (t, J= 5.6 Hz, 4H), 1.74 (quin, J = 5.6 Hz, 4H), 1.60—1.54 (m, 2H). *C-
NMR (101 MHz, CDCl3) 6 78.1, 75.3, 47.1, 24.6, 23.3. LRMS (EI): m/z (%) 132 (40) [M — C3He +
H], 172 (base peak) [M — H], 173 (60) [M]. HRMS (EI): m/z calculated for C;H;1NO>S 173.05105;
found 173.0507 [M]* (error —1.8 ppm).
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4-(Ethynylsulfonyl)morpholine (2t): Prepared as shown in general procedure 3B (The solvent used
is Et2O instead of THF); off-white crystals; eluent (Hexane:EtOAc = 2:1, v/v); yield, 75%. UV (abs)
Amax: < 220 nm (5%v/v MeCN in Water). FT-IR (NaCl) v em™: 3249 (m), 2973 (w), 2923 (m), 2862
(m), 2064 (s), 1455 (m), 1368 (s), 1300 (m), 1263 (s), 1218 (w), 1175 (s), 1114 (s), 1076 (s),1017 (W),
953 (s), 927 (w), 852 (w), 747 (s), 670 (m), 617 (m). 'H-NMR (400 MHz, CDCls) ¢ 3.85-3.82 (m,
4H), 3.35 (s, 1H), 3.21-3.19 (m, 4H). *C-NMR (101 MHz, CDCls3) 6 79.1, 74.4, 65.6, 46.1. LRMS
(ED): m/z (%) 56 (91) [M — C2HO2S — CH,0], 86 (base peak) [M — C2HO,S], 89 (21) [M — C4HsNO],
175 (52) [M]. HRMS (EI): m/z calculated for CéHoNO3S 175.03031; found 175.0300 [M]* (error —1.9
ppm).

N,N-Bis(2-((tert-butyldimethylsilyl)oxy)ethyl)ethynesulfonamide (2u): Prepared as shown in
general procedure 3B (The solvent used is Et2O instead of THF, and saturated citric acid aqueous
solution instead of 5 M HCI aqueous solution.); colorless oil; eluent (Hexane:EtOAc =9:1, v/v); yield,
96%. FT-IR (ATR) v em™: 3252 (w), 2953 (m), 2930 (m), 2885 (m), 2858 (m), 2066 (m), 1472 (w),
1464 (w), 1364 (m), 1254 (m), 1169 (m), 1104 (s), 1003 (m), 936 (w), 916 (W), 835 (s), 775 (s), 723
(s). 'TH-NMR (400 MHz, CDCl3) 6 3.83 (t,J = 6.1 Hz, 4H), 3.46 (t, J= 6.0 Hz, 4H), 3.20 (s, 1H), 0.90
(s, 18H), 0.07 (s, 12H). *C-NMR (101 MHz, CDCls) 6 78.5,76.2, 61.7, 52.1,25.8, 18.2, =5.4. LRMS
(ED): m/z (%) 364 (base peak) [M — CsHo], 406 (5) [M — CHz]. HRMS (EI): m/z calculated for
Ci14H30NO4S1:S 364.14341; found 364.1427 [M — C4Ho[" (error — 1.9 ppm).
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N-(tert-Butyldimethylsilyl)-/V-(2-((tert-butyldimethylsilyl)oxy)ethyl)ethynesulfonamide (2v):
Prepared as shown in general procedure 3B (The solvent used is Et-O instead of THF, and saturated
citric acid aqueous solution instead of 5 M HCI aqueous solution .); colorless oil; eluent
(Hexane:EtOAc = 19:1, v/v); yield, 53%. FT-IR (ATR) v cm!: 3546 (br), 3261 (br), 2956 (s), 2933 (s),
2887 (m), 2860 (m), 2072 (m), 1472 (m), 1414 (m), 1360 (m), 1258 (m), 1175 (s), 1087 (m). 'H-NMR
(400 MHz, CDCl3) 0 3.83 (t,J=7.2 Hz, 2H), 3.35 (t, /= 7.2 Hz, 2H), 3.19 (s, 1H), 0.99 (s, 9H), 0.90
(s, 9H), 0.39 (s, 6H), 0.07 (s, 6H). *C-NMR (101 MHz, CDCls) 6 80.3, 75.3, 61.8, 49.1, 26.9, 25.9,
19.7, 18.3, -3.2, -5.3. LRMS (EI): m/z (%) 320 [M — C4Ho] (base peak), 362 [M — CHz] (7). HRMS
(EI): m/z calculated for CisH3:NO3Si2S 3362.16414; found 362.1628 [M — CH3]* (error —3.9 ppm).

N-Phenethylvinylsulfonamide (3a): Prepared as shown in general procedure 1C; pale yellow oil;
eluent (Hexane:EtOAc = 2:1, v/v); yield, 91%. FT-IR (NaCl) v cm': 3290 (s), 3060 (m), 3028 (m),
2935 (m), 2871 (w), 1604 (w), 1496 (m), 1455 (m), 1327 (s), 1255 (w), 1149 (s), 1075 (m), 1030 (w),
970 (m), 901 (w), 818 (w), 751 (m), 701 (m), 660 (m), 546 (m). 'H-NMR (400 MHz, CDCl;3) § 7.34—
7.18 (m, 5H), 6.39 (dd, J=16.6, 9.8 Hz, 1H), 6.21 (d, /= 16.6 Hz, 1H), 5.89 (d, /= 9.8 Hz, 1H), 4.35
(br, 1H), 3.29 (q, J = 6.8 Hz, 2H), 2.86 (t, J = 6.8 Hz, 2H). '*C-NMR (101 MHz, CDCls) § 137.6,
135.7,128.8, 126.9, 126.6, 44.1, 36.1. LRMS (EI): m/z (%) 91 (31) [M — C3HeNO,S], 120 (base peak)
[M — CsH7], 211 (4) [M]. HRMS (EI): m/z calculated for C1oH13NO>S 211.06670; found 211.0669
[M]* (error +1.1 ppm).

PN
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N-Ethylvinylsulfonamide (3b): Prepared as shown in general procedure 1A; yellow oil; eluent
(Hexane:EtOAc = 2:1, v/v); yield, 51%. FT-IR (NaCl) v cm™: 3608 (w), 3266 (br), 3058 (w), 2982
(m), 2939 (w), 2880 (w), 1941 (w), 1426 (m), 1322 (s), 1151 (s), 1062 (m), 970 (s), 864 (w), 779 (m),
736 (m), 661 (w). 'TH-NMR (400 MHz, CDCl3) ¢ 6.52 (dd, J = 16.8, 10.0 Hz, 1H), 6.26 (d, /= 16.8
Hz, 1H), 5.95 (d, /= 10.0 Hz, 1H), 4.26 (br, 1H), 3.10 (qd, /= 7.2, 6.0 Hz, 2H), 1.21 (t, J = 7.2 Hz,
3H). BC-NMR (101 MHz, CDCl3) § 135.9, 126.6, 38.0, 15.5. LRMS (EI): m/z (%) 27 (7) [M —
C,H6NO,S], 44 (6) [M — C,H30,8], 91 (32) [M — CyHs], 108 (1) [M — C,H3], 120 (base peak) [M —
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CHs], 135 (5) [M]. HRMS (EI): m/z calculated for CsHoNO-S 135.03540; found 135.0352 [M]* (error
—1.4 ppm).

Y
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N-Propylvinylsulfonamide (3c¢): Prepared as shown in general procedure 1C; pale yellow oil; eluent
(Hexane:EtOAc = 3:1, v/v); yield, 84%. FT-IR (NaCl) v cm™': 3595 (br), 3292 (s), 3108 (w), 3059 (w),
2969 (s), 2938 (s), 2878 (m), 1458 (m), 1426 (s), 1387 (s), 1325 (vs), 1255 (m), 1152 (vs), 1076 (s),
1004 (m), 970 (s), 842 (m), 737 (s), 661 (m). 'H-NMR (400 MHz, CDCl3) d 6.52 (dd, J= 16.6, 10.0
Hz, 1H), 6.24 (d, /= 16.6 Hz, 1H), 5.94 (d, J=10.0 Hz, 1H), 4.49 (br, 1H), 2.99 (q, /= 7.6 Hz, 2H),
1.58 (sext,J=7.6 Hz, 2H), 0.95 (t,J= 7.6 Hz, 3H). *C-NMR (101 MHz, CDCls3) 6 135.9, 126.5, 44.7,
23.2, 11.1. LRMS (EI): m/z (%) 91 (23) [M — C3HgN], 120 (base peak) [M — C,Hs], 149 (3) [M].
HRMS (EI): m/z calculated for CsH;i1NO»S 149.05105; found 149.0506 [M]" (error —3.3 ppm).
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N-Isopropylvinylsulfonamide (3d): Prepared as shown in general procedure 1A; yellow oil; eluent
(Hexane:EtOAc = 3:2, v/v); yield, 65%. FT-IR (NaCl) v cm': 3286 (vs), 3059 (w), 2976 (s), 2937 (m),
2878 (m), 1468 (m), 1427 (s), 1388 (m), 1329 (s), 1257 (m), 1136 (s), 1007 (s), 970 (s), 896 (s), 833
(W), 735 (), 664 (s), 553 (m). 'H-NMR (400 MHz, CDCI3) ¢ 6.54 (dd, J=16.6, 9.9 Hz, 1H), 6.25 (d,
J=16.5Hz, 1H), 591 (d, J=9.9 Hz, 1H), 4.40 (d, J= 5.5 Hz, 1H), 3.52 (oct, J= 6.4 Hz, 1H), 1.22
(d, J= 6.6 Hz, 6H). 3C-NMR (101 MHz, CDCIl3) ¢ 137.0, 125.8, 46.1, 24.0. LRMS (EI): m/z (%) 90
(14) [M — C3HsN], 134 (base peak) [M — CH3]. HRMS (EI): m/z calculated for C4HsNO»S 134.02757;
found 134.0276 [M — CH3]" (error —0.1 ppm).
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N-Butylvinylsulfonamide (3e): Prepared as shown in general procedure 1A; pale yellow oil; eluent
(Hexane:EtOAc = 3:1, v/v); yield, 79%. FT-IR (NaCl) v cm™: 3291 (s), 3107 (m), 3059 (w), 2961 (s),
2935 (s), 2874 (s), 1465 (m), 1426 (s), 1386 (s), 1327 (vs), 1256 (m), 1152 (vs), 1082 (s), 971 (s), 906
(m), 865 (m), 800 (m), 740 (s), 660 (s). 'H-NMR (400 MHz, CDCl3) 6 6.51 (dd, J= 16.6, 9.9 Hz, 1H),
6.23 (d, J=16.6 Hz, 1H), 5.93 (d, /= 9.9 Hz, 1H), 4.51 (br, 1H), 2.99 (td, /= 7.2, 6.0 Hz, 2H), 1.54
(quin, J = 7.2 Hz, 2H), 1.37 (sext, J = 7.2 Hz, 2H), 0.91 (t, J = 7.2 Hz, 3H). 3C-NMR (101 MHz,
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CDCls) 6 135.8, 126.5, 42.7, 31.8, 19.7, 13.5. LRMS (FAB): m/z (%) 135 (10) [M + H — C,Hs], 164
(base peak) [M + HJ, 327 (27) [2M + H]. HRMS (FAB): m/z calculated for C¢H14NO2S 164.07398;
found 164.0742 [M + H]" (error —2.1 ppm).

N-(tert-Butyl)vinylsulfonamide (3f): Prepared as shown in general procedure 1C; off-white crystals;
eluent (Hexane:EtOAc = 3:1, v/v); yield, 79%. FT-IR (NaCl) v cm™': 3297 (s), 3101 (m), 3054 (m),
2986 (s), 2938 (m), 2878 (m), 1965 (w), 1469 (m), 1423 (m), 1372 (s), 1310 (s), 1259 (s), 1231 (s),
1204 (m), 1127 (s), 1047 (m), 1007 (s), 985 (s), 873 (s), 762 (s), 732 (s), 676 (s). 'H-NMR (400 MHz,
CDCl3) 0 6.61 (dd, J=16.5,9.9 Hz, 1H), 6.23 (d,J=16.5 Hz, 1H), 5.84 (d, /J=9.9 Hz, 1H), 4.47 (br,
1H), 1.35 (s, 9H). *C-NMR (101 MHz, CDCls) d 139.5, 129.0, 128.2, 124.5, 54.6, 30.3. LRMS (EI):
m/z (%) 91 (6) [M — C4H1oN], 148 (base peak) [M — CH3]. HRMS (EI): m/z calculated for CsH1oNO2S
148.04322; found 148.0433 [M — CH3]" (error +0.4 ppm).

N-Cyclohexylvinylsulfonamide (3g): Prepared as shown in general procedure 1A; off-white crystals;
eluent (Hexane:EtOAc = 3:1, v/v); yield, 84%. FT-IR (KBr) v cm™: 3269 (s), 3099 (w), 3049 (w),
2940 (s), 2857 (s), 2670 (w), 1610 (w), 1449 (s), 1391 (s), 1317 (s), 1256 (s), 1132 (m), 1085 (s), 986
(s), 927 (m), 890 (s), 842 (W), 733 (s), 673 (s), 588 (m). 'H-NMR (400 MHz, CDCl3) 6 6.54 (dd, J =
16.5,9.9 Hz, 1H), 6.25 (d, /= 16.5 Hz, 1H), 5.89 (d, /= 9.9 Hz, 1H), 4.44 (d, /J=7.1 Hz, 1H), 3.22—
3.13 (m, 1H), 1.96-1.93 (m, 2H), 1.75-1.67 (m, 2H), 1.60-1.54 (m, 1H), 1.37-1.11 (m, 5H). 3C-NMR
(101 MHz, CDCl3) 6 137.2, 125.6, 52.6, 34.3, 25.1, 24.7. LRMS (EI): m/z (%) 91 (8) [M — CsH12N],
98 (13) [M — CoH30,8], 146 (base peak) [M — C3H7], 160 (4) [M — C;Hs], 189 (14) [M]. HRMS (EI):
m/z calculated for CsH;sNO,S 189.08235; found 189.0822 [M]" (error —1.0 ppm).

Note: McClafferty rearrangement.
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N-((3s,5s,7s)-Adamantan-1-yl)ethenesulfonamide (3h): Prepared as shown in general procedure
1C; off-white crystals; eluent (Hexane:EtOAc = 3:1, v/v); yield, 81%. FT-IR (KBr) v cm': 3280 (s),
3099 (w), 3056 (w), 3982 (w), 3914 (s), 2869 (m), 2851 (m), 1455 (m), 1435 (s), 1387 (w), 1360 (m),
1344 (m), 1323 (s), 1288 (m), 1258 (m), 1152 (s), 1117 (m), 1088 (s), 993 (m), 976 (m), 964 (m), 872
(m), 815 (w), 776 (w), 740 (m), , 721 (w), 660 (m), 641 (w), 556 (m). 'H-NMR (400 MHz, CDCls) J
6.62 (dd, J=16.5,9.9 Hz, 1H), 6.23 (d, /= 16.5 Hz, 1H), 5.82 (d, /= 9.8 Hz, 1H), 4.25 (br, 1H), 2.09
(br, 3H), 1.92 (d, J = 2.9 Hz, 6H), 1.68-1.60 (m, 6H). *C-NMR (101 MHz, CDCl;) ¢ 140.0, 124.3,
77.3,717.0,76.7, 55.1, 43.3, 35.9, 29.6. LRMS (ESI): m/z (%) 106 (base peak) [M — CioH15]136 (53)
[M — C2H4NO2S + H], 264 (50) [M + Na]. HRMS (ESI): m/z calculated for C1,H23NO2NaS 264.10342;
found 264.10442 [M + Na]* (error +3.79 ppm).
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N-Benzylvinylsulfonamide (3i): Prepared as shown in general procedure 1A; yellow crystals; eluent
(Hexane:EtOAc = 2:1, v/v); yield, 70%. FT-IR (KBr) v cm': 3315 (br), 3101 (w), 3059 (w), 3033 (W),
1067 (w), 1497 (w), 1456 (m), 1426 (m), 1386 (m), 1323 (s), 1253 (w), 1147 (s), 1055 (m), 979 (m),
879 (w), 743 (m), 698 (m), 662 (m), 553 (m). 'H-NMR (400 MHz, CDCl3) § 7.37-7.27 (m, 5H), 6.47
(dd, J=16.6,9.9 Hz, 1H), 6.24 (d, /= 16.5 Hz, 1H), 5.91 (d, J=9.9 Hz, 1H), 4.76 (br, 1H), 4.20 (d,
J=6.2 Hz, 2H). *C-NMR (101 MHz, CDCl3) d 136.5, 136.0, 128.8, 128.1, 127.9, 126.8, 47.0. LRMS
(ED): m/z (%) 77 (10) [M — C3sH¢NO,S], 91 (19) [M — C2H4NO>S], 106 (base peak) [M — C;H5], 197
(1) [M]. HRMS (EI): m/z calculated for CoH;1NO,S 197.05105; found 197.0509 [M]" (error —0.7 ppm).

S8l OMe
H

N-(2-Methoxyethyl)ethenesulfonamide (3j): Prepared as shown in general procedure 1A; colorless
oil; eluent (Hexane:EtOAc = 1:1, v/v); yield, 51%. FT-IR (NaCl) v cm™': 3587 (br), 3284 (br), 3059
(W), 2934 (m), 2895 (m), 2934 (w), 1635 (w), 1426 (m), 1388 (m), 1327 (s), 1257 (w), 1197 (w), 1149
(s), 1126 (s), 1084 (s), 1027 (w), 967 (m), 869 (w), 797 (w), 735 (w), 660 (w). 'H-NMR (400 MHz,
CDCl3) 6 6.54 (dd, J=16.6, 9.9 Hz, 1H), 6.26 (d, J=16.6 Hz, 1H), 5.96 (d, J=9.9 Hz, 1H), 4.78 (br,
1H), 3.51 (t, J = 5.2 Hz, 2H), 3.36 (s, 3H), 3.20 (ddd, 2H). *C-NMR (101 MHz, CDCls) § 135.9,
126.7,70.8, 58.9,42.7. LRMS (EI): m/z (%) 45 (base peak) [M — C3HsNO>S], 74 (18) [M — C2H30,S],
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91 (45) [M — CsHgN], 120 (17) [M — C,H50], 134 (45) [M — CH30]. HRMS (EI): m/z calculated for
C3HsNO,S 120.01192; found 120.0117 [M — C,HsO]* (error —1.5 ppm).

\ 7/
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N-(2-((tert-Butyldimethylsilyl)oxy)ethyl)ethenesulfonamide (3k): 2-Aminoethanol (1.66 mL, 1.1
equiv.), DMAP (28 mg, 1.0 mol%), EtsN (18.8 mL, 5.0 equiv.), and #butyldimethylsilyl (TBS)
chloride (4.52 g, 1.2 equiv.) were added to DCM (100 mL) at 0 °C under N, and stirred for 1 hour.
After 4 (2.62 mL, 1.0 equiv.) was added at 0 °C, and the reaction was stirred at 0 °C for 24 hours. After
added PBS (100 mL, 1 M solution, pH 7.4), the reaction mixture was washed three times with distilled
water, once with brine, and the organic layer was dried over Na»SO4. After concentration,
chromatography was performed on the residue on a silica gel column (Hexane:EtOAc = 3:1, v/v) to
give colorless oil 3k (3.84g, 58%). FT-IR (NaCl) v cm™': 3295 (br), 2954 (s), 2930 (s), 2884 (m), 2858
(s), 1472 (m), 1387 (m), 1331 (s), 1256 (s), 1155 (s), 1088 (s), 1006 (W), 970 (s), 837 (s),779 (s), 734
(m), 662 (m). '"H-NMR (400 MHz, CDCls) 6 6.54 (dd, J = 16.5, 9.9 Hz, 1H), 6.26 (d, J = 16.6 Hz,
1H), 5.95 (d, /=9.9 Hz, 1H), 4.63 (s, 1H), 3.74-3.72 (m, 2H), 3.15-3.11 (m, 2H), 0.89 (s, 9H), 0.07
(s, 6H). 13C-NMR (101 MHz, CDCl3) ¢ 135.9, 126.6, 61.7, 45.1, 25.9, 18.3, =5.4. LRMS (EI): m/z
(%) 208 (base peak) [M — C4Ho], 250 (12) [M — CH3s]. HRMS (EI): m/z calculated for CoH20NO3SiS
250.09332; found 250.0932 [M - CH3]" (error —0.6 ppm).
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tert-Butyl (2-(vinylsulfonamido)ethyl)carbamate (31): Prepared as shown in general procedure 1A;
colorless oil; eluent (Hexane:EtOAc = 1:1, v/v); yield, 61%. FT-IR (NaCl) v cm™': 3384 (br), 3298 (br),
3059 (w), 2979 (m), 2934 (w), 1693 (s), 1521 (s), 1455 (m), 1392 (m), 1367 (m), 1329 (s), 1275 (s),
1254 (s), 1151 (s), 1090 (m), 970 (m), 916 (m), 861 (w), 734 (s), 660 (m). 'H-NMR (400 MHz, CDCl5)
0 6.53 (dd, J=16.5, 9.9 Hz, 1H), 6.25 (d, /= 16.5 Hz, 1H), 5.95 (d, /= 9.9 Hz, 1H), 5.09 (br, 1H),
4.94 (br, 1H), 3.29 (q, J = 5.8 Hz, 2H), 3.15 (q, J = 5.8 Hz, 2H), 1.45 (s, 9H). *C-NMR (101 MHz,
CDCl3) 6 156.6,135.7,126.7, 80.0,43.5, 40.5, 28.3. LRMS (EI): m/z (%) 172 (15) [M + Na—CsH1002],
216 (base peak) [M + H — C4Ho], 273 (47) [M + Na]. HRMS (ESI): m/z calculated for CoHisN>O4NaS
273.08850; found 273.08960 [M + Na]* (error +4.05 ppm).
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Methyl (vinylsulfonyl)glycinate (3m): Prepared as shown in general procedure 1C (EtzN (4.0
equiv.)); colorless oil; eluent (Hexane:EtOAc = 1:1, v/v); yield, 71%. FT-IR (NaCl) v em™: 3617 (br),
3294 (br), 3062 (w), 2958 (w), 1748 (s), 1438 (m), 1388 (w), 1331 (s), 1220 (m), 1149 (s), 1063 (W),
976 (m), 855 (m), 740 (m), 652 (w). 'H-NMR (400 MHz, CDCls) 6 6.56 (dd, J = 16.5, 9.9 Hz, 1H),
6.27 (d, J=16.5 Hz, 1H), 5.96 (d, J = 9.9 Hz, 1H), 5.05 (br, 1H), 3.86 (d, J = 5.7 Hz, 2H), 3.78 (s,
3H). BC-NMR (101 MHz, CDCl3) 6 169.9, 135.6, 127.2, 52.7, 43.9. LRMS (EI): m/z (%) 91 (22) [M
— C3HgNOz], 120 (base peak) [M — C2H30:], 179 (2) [M]. HRMS (EI): m/z calculated for CsHoNO4S
179.02523; found 179.0249 [M]* (error —1.8 ppm).

Ethyl 3-(vinylsulfonamido)propanoate (3n): Prepared as shown in general procedure 1C (Et;N (4.0
equiv.)); colorless oil; eluent (Hexane:EtOAc = 1:1, v/v); yield, 99%. FT-IR (NaCl) v em™': 3603 (br),
3292 (br), 3059 (w), 1728 (s), 1422 (m), 1381 (m), 1329 (s), 1259 (m), 1191 (m), 1150 (s), 1092 (m),
1052 (m), 971 (m), 817 (w), 734 (m), 661 (w). 'H-NMR (400 MHz, CDCls) 6 6.54 (dd, J = 16.6, 9.9
Hz, 1H), 6.27 (d, /= 16.6 Hz, 1H), 5.96 (d, /= 9.9 Hz, 1H), 5.01 (br, 1H), 4.17 (q, /= 7.1 Hz, 2H),
3.28 (q,J=6.1Hz, 2H), 2.62 (t,J= 5.9 Hz, 2H), 1.28 (t,J= 7.1 Hz, 3H). *C-NMR (101 MHz, CDCl3)
0172.1,136.0, 126.8, 61.1, 38.6, 34.4, 14.2. LRMS (FAB): m/z (%) 91 (9) [M — CsHoNO:], 120 (38)
[M - C4Hs303], 162 (45) [M — C2Hs0], 208 (base peak) [M + H]. HRMS (FAB): m/z calculated for
C7H3NO4S 208.06381; found 208.0644 [M + H]" (error +2.8 ppm).

\ 7/

S. oM
X ”/\/\H/ e

]

Methyl 4-(vinylsulfonamido)butanoate (30): Prepared as shown in general procedure 1C (EtsN (4.0
equiv.)); colorless oil; eluent (Hexane:EtOAc = 1:1, v/v); yield, 90%. FT-IR (NaCl) v em™': 3291 (br),
2953 (w), 1731 (s), 1437 (m), 1386 (m), 1324 (s), 1257 (m), 1203 (m), 1145 (s), 1079 (m), 968 (m),
896 (w), 836 (w), 734 (m), 659 (m). 'H-NMR (400 MHz, CDCl;) § 6.52 (dd, J = 16.5, 9.9 Hz, 1H),
6.25 (d, J=16.6 Hz, 1H), 5.96 (d, J = 9.9 Hz, 1H), 4.67 (br, 1H), 3.69 (s, 3H), 3.09 (q, J = 6.6 Hz,
2H), 2.43 (t,J=7.1 Hz, 2H), 1.89 (quin, J= 6.9 Hz, 2H). *C-NMR (101 MHz, CDCl3) § 173.6, 135.8,
126.8, 51.8, 42.3, 30.9, 25.0. LRMS (ESI): m/z (%) 230 (41) [M + Na]. HRMS (ESI): m/z calculated
for C;H13NO4NaS 230.04630; found 230.04676 [M + Na]* (error +2.0 ppm).
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N,N-Diethylvinylsulfonamide (3p): Prepared as shown in general procedure 1A; yellow oil; eluent
(Hexane:EtOAc = 2:1, v/v); yield, 82%. FT-IR (NaCl) v cm': 3057 (br), 2978 (s), 2939 (s), 2879 (m),
1468 (m), 1385 (s), 1334 (vs), 1201 (vs), 1145 (vs), 1093 (w), 1018 (s), 970 (m), 935 (s), 786 (s), 750
(vs), 689 (s), 632 (w). 'H-NMR (400 MHz, CDCl3) 6 6.42 (dd, J=16.5,9.9 Hz, 1H), 6.20 (d, J=16.5
Hz, 1H), 5.89 (d, J= 9.9 Hz, 1H), 3.23 (q, J= 7.1 Hz, 4H), 1.20 (t, J = 7.1 Hz, 6H). *C-NMR (101
MHz, CDCl3) 6 135.5, 125.8, 41.7, 14.3. LRMS (EI): m/z (%) 91 [M — CsHoN] (13), 120 [M — C,Hy
— CHj3] (6), 148 [M — CH3] (base peak), 163 [M] (14). HRMS (EI): m/z calculated for CsHi3NO»S
163.06670; found 163.0667 [M]* (error —0.1 ppm).
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N,N-Diisopropylvinylsulfonamide (3q): Prepared as shown in general procedure 1A; yellow oil;
eluent (Hexane:EtOAc = 5:1, v/v); yield, 70%. FT-IR (KBr) v cm™: 3099 (w), 3060 (w), 3005 (w),
2949 (s), 2934 (m), 2878 (w), 1931 (w), 1462 (m), 1409 (m), 1384 (m), 1369 (m), 1323 (s), 1263 (w),
1202 (s), 1185 (s), 1165 (s), 1128 (s), 1027 (m), 1185 (m), 980 (s), 885 (m), 862 (w), 740 (s), 683 (s),
620 (w), 570 (s), 530 (s). "H-NMR (400 MHz, CDCls) 6 6.45 (dd, J = 16.5, 9.8 Hz, 1H), 6.18 (d, J =
16.5 Hz, 1H), 5.79 (d, J = 9.8 Hz, 1H), 3.71 (sept, J = 6.8 Hz, 2H), 1.30 (d, J = 6.8 Hz, 12H). *C-
NMR (101 MHz, CDCl3) 6 138.4, 124.1, 48.4, 22.1. LRMS (EI): m/z (%) 134 (base peak) [M — C3Hs
— CH3], 176 (45) [M — CHs], 191 (6) [M]. HRMS (EI): m/z calculated for CsH17NO2S 191.09800;
found 191.0981 [M]" (error +0.8 ppm).
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1-(Vinylsulfonyl)pyrrolidine (3r): Prepared as shown in general procedure 1A; yellow oil; eluent
(Hexane:EtOAc = 2:1, v/v); yield, 70%. FT-IR (NaCl) v cm™: 3056 (w), 2978 (m), 2882 (m), 1461
(w), 1386 (m), 1341 (s), 1256 (m), 1200 (m), 1150 (s), 1065 (m), 1008 (m), 973 (m), 769 (s), 718 (m),
661 (s). '"H-NMR (400 MHz, CDCl3) 6 6.48 (dd, J=16.6, 9.9 Hz, 1H), 6.26 (d, J= 16.6 Hz, 1H), 6.01
(d, J=9.9 Hz, 1H), 3.30-3.27 (m, 4H), 1.94-1.87 (m, 4H). *C-NMR (101 MHz, CDCls) § 132.7,
128.0,46.5,25.3, 23.6. LRMS (EI): m/z (%) 42 (40) [M — C3HsNO,S], 70 (base peak) [M — C2H30,S],
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90 (8) [M — C4HsN], 160 (87) [M — H], 161 (70) [M]. HRMS (EI): m/z calculated for CsH11NO,S
161.05105; found 161.0516 [M]"* (error +3.3 ppm).
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1-(Vinylsulfonyl)piperidine (3s): Prepared as shown in general procedure 1A; off-white crystals;
eluent (Hexane:EtOAc = 4:1, v/v); yield, 63%. FT-IR (KBr) v cm': 2985 (w), 2942 (m), 2856 (m),
1469 (w), 1454 (w), 1385 (w), 1360 (m), 1339 (s), 1279 (w), 1261 (w), 1216 (w), 1163 (s), 1144 (m),
1106 (w), 1054 (m), 1028 (w), 971 (w), 931 (m), 859 (w), 839 (w), 757 (s), 693 (w), 657 (w). 'H-
NMR (400 MHz, CDCls) 6 6.42 (dd, J=16.6,9.9 Hz, 1H), 6.21 (d, /= 16.6 Hz, 1H), 6.01 (d,/=9.9
Hz, 1H), 3.13 (t,J= 5.5 Hz, 4H), 1.66 (quin, J = 5.6 Hz, 4H), 1.57-1.51 (m, 2H). *C-NMR (101 MHz,
CDCls) ¢ 131.7, 127.8, 47.8, 25.6. LRMS (EI): m/z (%) 83 (61) [M — C;H30,S — H], 84 (32) [M —
C2H30,S], 91 (12) [M — CsHioN], 134(19) [M — C3H¢ + H], 174 (base peak) [M — H], 175 (71) [M].
HRMS (EI): m/z calculated for C;H13NO,S 175.06670; found 175.0669 [M]" (error +1.1 ppm).
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4-(Vinylsulfonyl)morpholine (3t): Prepared as shown in general procedure 1A; off-white crystals;
eluent (Hexane:EtOAc = 1:1, v/v); yield, 58%. FT-IR (NaCl) v cm™: 3103 (w). 3060 (w), 2977 (w),
2923 (w), 2909 (w), 2871 (m), 1455 (m), 1394 (m), 1344 (s), 1330 (s), 1297 (w), 1259 (s), 1216 (w),
1152 (s), 1112 (s), 1072 (s), 1029 (w), 896 (s), 939 (s), 851 (W), 768 (s), 700 (W), 666 (s), 573 (W), 549
(m), 487 (m), 472 (w). '"H-NMR (400 MHz, CDCl3) ¢ 6.44 (dd, J = 16.6, 9.9 Hz, 1H), 6.27 (d, J =
16.6 Hz, 1H), 6.11 (d, J = 9.9 Hz, 1H), 3.78-3.76 (m, 4H), 3.16-3.13 (m, 4H). *C-NMR (101 MHz,
CDCl3) 6 131.7, 129.6, 66.2, 45.6. LRMS (EI): m/z (%) 56 (74) [M — C;H30,S — CH20], 86 (base
peak) [M — CoH30,S], 91 (33) [M — C4HsNO], 120 (15) [M — C3H50], 134 (35) [M — C;H30], 177
(57) [M]. HRMS (EI): m/z calculated for CcH1i1NO3S 177.04596; found 177.0456 [M]" (error —2.2
ppm).

N,N-Bis(2-((tert-butyldimethylsilyl)oxy)ethyl)ethenesulfonamide (3u): Prepared as shown in
general procedure 1C (amine is S2); colorless oil; eluent (Hexane:EtOAc = 1:1, v/v); yield, 73%. FT-
IR (NaCl) v cm!: 2954 (m), 2929 (m), 2884 (m), 2858 (m), 1472 (w), 1464 (w), 1387 (w), 1343 (m),
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1254 (m), 1149 (m), 1100 (s), 1101 (m), 964 (m), 936 (m), 915 (m), 835 (s), 810 (m), 774 (s), 747(m).
"H-NMR (400 MHz, CDCls) d 6.53 (dd, J = 16.6, 9.9 Hz, 1H), 6.19 (d, J = 16.6 Hz, 1H), 5.86 (d, J=
9.9 Hz, 1H), 3.76 (t, J = 5.9 Hz, 4H), 3.35 (t, J = 5.9 Hz, 4H), 0.89 (s, 18H), 0.07 (s, 12H). 3*C-NMR
(101 MHz, CDCl3) 6 135.5, 125.5, 62.1, 50.6, 25.9, 18.2, -5.4. LRMS (EI): m/z (%) 366 (base peak)
[M — C4Ho], 408 (8) [M — CHs]. HRMS (EI): m/z calculated for Ci7H3sNO4Si2S 408.20601; found
408.2075 [M — CH3]" (error +3.5 ppm).

N-(tert-Butyldimethylsilyl)-V-(2-((zert-butyldimethylsilyl)oxy)ethyl)ethenesulfonamide (3v): 2-
Aminoethanol (1.66 mL, 1.1 equiv.), DMAP (28 mg, 1.0 mol%), EtsN (18.8 mL, 5.0 equiv.), and ¢-
butyldimethylsilyl (TBS) chloride (7.91 g, 2.1 equiv.) were added to DCM (100 mL) at 0 °C under N
and stirred for 1 hour. After 4 (2.62 mL, 1.0 equiv.) was added at 0 °C, and the reaction was stirred at
0 °C for 24 hours. After added PBS (100 mL, 1 M solution, pH 7.4), the reaction mixture was washed
three times with distilled water, once with brine, and the organic layer was dried over Na;SO4. After
concentration, chromatography was performed on the residue on a silica gel column (Hexane:EtOAc
=19:1, v/v) to give colorless oil 3v (4.73 g, 52%). FT-IR (NaCl) v cm™': 2955 (s), 2930 (s), 2886 (m),
2858 (s), 1472 (m), 1386 (w), 1362 (w), 1336 (s), 1257 (s), 1149 (s), 1085 (s), 1040 (w), 1006 (W),
965 (m), 903 (s), 840 (s), 825 (s), 813 (m), 778 (m), 741 (m), 666 (m). 'H-NMR (400 MHz, CDCls) J
6.49 (dd, J=16.5,9.9 Hz, 1H), 6.21 (d, J=16.5 Hz, 1H), 5.86 (d, /= 9.8 Hz, 1H), 3.72 (t, /="7.1 Hz,
2H), 3.20 (t, J = 7.2 Hz, 2H), 0.99 (s, 9H), 0.89 (s, 9H), 0.32 (s, 6H), 0.06 (s, 6H). *C-NMR (101
MHz, CDCl3) 6 137.7,125.2, 62.2,48.5,27.2,25.9,25.7,19.5, 18.3, -2.9, =5.3. LRMS (EI): m/z (%)
322 (base peak) [M — C4Ho], 364 (11) [M — CHs]. HRMS (EI): m/z calculated for Ci5sH34NO3Si2S
364.17979; found 364.1809 [M — CH3]" (error +3.0 ppm).

N-(2-Hydroxyethyl)ethynesulfonamide (5): Prepared as shown in general procedure 5; colorless oil;
eluent (EtOAc); yield, quant. FT-IR (NaCl) v em™: 3502 (m), 3234 (s), 3230 (br), 3151 (s), 3065 (w),
3029 (w), 2936 (m), 2886 (m), 2096 (s), 1604 (w), 1498 (m), 1455 (s), 1425 (m), 1331 (s), 1258 (w),
1221 (w), 1171 (s), 1112 (m), 1067 (m), 959 (m), 848 (w), 837 (w), 733 (m), 697 (s), 661 (w). 'H-
NMR (400 MHz, DMSO-dp) ¢ 8.40 (br, 1H), 4.99 (s, 1H), 4.83 (t,J=5.6 Hz, 1H), 3.50 (dd, /= 11.9,
6.1 Hz, 2H), 3.03 (t,J = 6.2 Hz, 2H). 3C-NMR (101 MHz, DMSO-ds) 6 79.8, 79.2, 59.4, 45.3. LRMS
(FAB): m/z (%) 91 (base peak) [M + H — C;HgNO], 181 (21) [M + C3Hs0,S — C3H70>], 258 (16) [M
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+ C3HgO2S + H]. HRMS (FAB): m/z calculated for C;HisNOsS, 258.04644; found 258.0461 [M +
C3H30,S]" (error —3.5 ppm).

Note: The exact mass of [M + H]* was measured at 5,000 resolution, including A+1 and A+2 peaks,
with m/z and intensity nearly identical to theoretical values. HRMS (FAB): m/z calculated for

C4HsNOsS 150.02194; found 150.0226 [M + H]" (error +0.7 ppm).
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4-(Ethynylsulfonamido)butanoic acid (6): 20 (410 mg, 2.0 mmol) were stirred for 24 h at room
temperature in a 3:1 mixture of TFA/H,O (10 mL). After evaporation of the volatile components, the
crude residue was purified by column chromatography (Hexane:Et;,O:HCOOH = 1:2:0.015) to give
colorless 0il 6 (196 mg, 51%). FT-IR (KBr) v cm™': 3280 (m), 3242 (s), 3048 (br), 2982 (w), 2945 (w),
2069 (m), 1693 (s), 1465 (w), 1441 (m), 1415 (w), 1383 (w), 1350 (m), 1280 (m), 1219 (m), 1162 (s),
1085 (m), 1035 (w), 917 (w), 889 (m), 831 (m). 'H-NMR (400 MHz, DMSO-ds) 6 12.09 (br, 1H),
8.36 (t,J=5.1 Hz, 1H),4.97 (s, 1H), 2.98 (td, /= 6.9, 5.5 Hz, 2H), 2.25 (t, /= 7.3 Hz, 2H), 1.69 (quin,
J=7.2Hz, 2H). *C-NMR (101 MHz, DMSO-ds) § 173.9, 79.9, 79.1, 42.1, 30.5, 24.0. LRMS (ESI):
miz (%) 190 (74) [M — H]. HRMS (ESI): m/z calculated for CcHgNO4S 190.01740; found 190.01671
[M —H] (error —3.66 ppm).

/\S//\N ~_OH
OH

N,N-Bis(2-((tert-butyldimethylsilyl)oxy)ethyl)ethynesulfonamide (7): Prepared as shown in
general procedure 5; colorless oil; eluent (EtOAc); yield, quant. FT-IR (ATR) v em™': 3300 (br), 3256
(m), 2951 (w), 2066 (m), 1606 (w), 1454 (s), 1364 (s), 1285 (w), 1254 (w), 1170 (s), 1077 (m). 'H-
NMR (400 MHz, DMSO-ds) 6 5.11 (s, 1H), 4.92 (t, J = 5.5 Hz, 2H), 3.62-3.57 (dd, J= 6.3, 5.7 Hz,
4H), 3.28 (t, J = 6.2 Hz, 4H). 3C-NMR (101 MHz, DMSO-d) 6 81.1, 77.6, 59.1, 51.5. LRMS (EI):
m/z (%) 131 [M — CH30 — CH30] (22), 162 [M — CH30] (base peak). HRMS (EI): m/z calculated for
CsHsNOsS 162.2249; found 162.0232 [M — CH30]* (error +4.3 ppm).
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Note: Intramolecular reaction proceeds to produce S1.

S8~ OH
H

N-(2-Hydroxyethyl)ethenesulfonamide (8): Prepared as shown in general procedure 5; colorless oil;
eluent (Hexane:EtOAc = 1:3, v/v); yield, 92%. FT-IR (ATR) v cm': 3514 (br), 3300 (br), 3063 (w),
2936 (w), 2886 (w), 1424 (m), 1389 (m), 1328 (s), 1258 (w), 1154 (s), 1099 (m), 1060 (m), 972 (m).
"H-NMR (400 MHz, DMSO-ds) 6 7.23 (t, J = 5.7 Hz, 1H), 6.70 (dd, J = 16.6, 10.0 Hz, 1H), 6.01 (d,
J=16.6 Hz, 1H), 5.95 (d, J=10.0 Hz, 1H), 4.73 (t, /= 5.6 Hz, 1H), 3.43 (td, J = 6.3, 5.7 Hz, 2H),
2.87 (q,J = 6.2 Hz, 2H). *C-NMR (101 MHz, DMSO-dy) § 137.0, 125.1, 60.1, 44.8. LRMS (EI): m/z
(%) 60 [M — C,H30,S] (4), 91 [M — C:HgNO] (13), 120 [M — CH30] (46). HRMS (EI): m/z calculated
for CsH¢NO,S 120.01192; found 120.0120 [M — CH30]" (error +0.9 ppm).

N-Phenethylprop-1-yne-1-sulfonamide (9a): Prepared as shown in general procedure 4; colorless
oil; eluent (Hexane:EtOAc = 2:1, v/v); yield, 51%. FT-IR (KBr) v cm™': 3249 (s), 3033 (w), 2974 (w),
2937 (w), 2919 (w), 2211 (m), 1497 (w), 1468 (w), 1456 (w), 1431 (m), 1326 (s), 1163 (s), 1052 (s),
1031 (m), 942 (m), 910 (w), 771 (m), 753 (m), 705 (s), 558 (m), 497 (m). 'H-NMR (400 MHz, CDCls)
0 7.36-7.21 (m, 5H), 4.59 (t, /= 5.7 Hz, 1H), 3.45 (td, /= 6.9, 6.3 Hz, 2H), 2.94 (t, J = 6.9 Hz, 2H),
2.04 (s, 3H). 'C-NMR (101 MHz, CDCls) 6 137.5, 128.9, 128.8, 127.0, 88.5, 75.3, 44.6, 35.4, 3.9.
LRMS (EI): m/z (%) 91 (78) [M — C4HsNO-S], 132 (base peak) [M — C7H7], 223 (2) [M]. HRMS (EI):
m/z calculated for C11Hi3NO,S 223.06670; found 223.0665 [M]" (error — 0.8 ppm).

N-Propylprop-1-yne-1-sulfonamide (9b): Prepared as shown in general procedure 4; colorless oil;
eluent (Hexane:EtOAc = 2:1, v/v); yield, 62%. FT-IR (ATR) v em™': 3290 (br), 2970 (s), 2880 (m),
2219 (s), 1635 (w), 1460 (m), 1430 (m), 1170 (s). 'H-NMR (400 MHz, CDCl3) J 4.64 (br, 1H), 3.15
(td, J=7.1, 6.2 Hz, 2H), 2.06 (s, 3H), 1.65 (sext, J= 7.3 Hz, 2H), 0.99 (t, J= 7.4 Hz, 3H). 3C-NMR
(101 MHz, CDCl3) ¢ 88.2,75.4,45.4,22.6,11.2,3.9. LRMS (EI): m/z (%) 103 (32) [M — C3HgN], 132
(base peak) [M — C,Hs], 146 (13) [M — CHz], 161 (11) [M]. HRMS (EI): m/z calculated for CcHi1NO,S
161.05105; found 161.0512 [M]* (error +0.8 ppm).
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N-(2-((tert-Butyldimethylsilyl)oxy)ethyl)prop-1-yne-1-sulfonamide (9¢): Prepared as shown in
general procedure 4; colorless oil; eluent (Hexane:EtOAc = 4:1, v/v); yield, 37%. FT-IR (NaCl) v cm
1:3627 (br), 3296 (br), 2954 (s), 2930 (s), 2884 (s), 2858 (s), 2217 (s), 1471 (m), 1464 (m), 1411 (m),
1344 (s), 1257 (s), 1169 (s), 1088 (s), 1048 (m), 1007 (w), 973 (m), 939 (m), 838 (s), 810 (m), 780 (s),
718 (w), 645 (s). 'H-NMR (400 MHz, CDCl3) ¢ 4.96 (t, J = 5.0 Hz, 1H), 3.82-3.79 (m, 2H), 3.30—
3.26 (m, 2H), 2.06 (s, 3H), 0.90 (s, 9H), 0.09 (s, 6H). 3C-NMR (101 MHz, CDCls) ¢ 88.4, 75.3, 60.9,
45.7,25.8, 18.3, 3.9, =5.4. LRMS (EI): m/z (%) 206 [M — C4Ho — CH3] (14), 220 [M — C4Ho] (base
peak), 262 [M — CHs] (6). HRMS (EI): m/z calculated for C10H20NO3SiS 262.09332; found 262.0940
[M — CHs]* (error —2.6 ppm).

N-(2-Hydroxyethyl)prop-1-yne-1-sulfonamide (10): Prepared as shown in general procedure 5;
colorless oil; eluent (Hexane:EtOAc = 1:3, v/v); yield, quant. FT-IR (ATR) v em™: 3532 (br), 3301
(br), 2219 (s), 1636 (w), 1434 (m), 1337 (s), 1165 (s), 1052 (m). '"H-NMR (400 MHz, CDCI3) J 5.45
(t,J=5.4Hz, 1H), 3.84 (dd, J=4.7,4.5 Hz, 2H), 3.36-3.32 (m, 2H), 2.32 (t, /= 4.4 Hz, 1H), 2.08 (s,
3H). BC-NMR (101 MHz, CDCl;) 6 89.0, 75.1, 60.9, 45.5, 3.9. LRMS (FAB): m/z (%) 146 [M + H —
H>0] (30), 164 [M + H] (base peak). HRMS (FAB): m/z calculated for CsH1oNO3S 164.03814; found
164.0377 [M + H]" (error —2.9 ppm).

N-Phenethylpropiolamide (13a): Prepared as shown in general procedure 6A; pale yellow crystals;
eluent (Hexane:EtOAc = 1:1, v/v); yield, 87%. FT-IR (NaCl) v cm': 3300 (m), 3274 (s), 3062 (w),
3029 (w), 2933 (w), 2109 (m), 1637 (vs), 1541 (s), 1497 (m), 1455 (m), 1362 (w), 1273 (m), 1199 (w),
747 (m), 699 (s). '"H-NMR (400 MHz, CDCl3) 6 7.35-7.31 (m, 2H), 7.27-7.19 (m, 3H), 5.93 (br, 1H),
3.57 (q,J= 6.9 Hz, 2H), 2.85 (t, J = 7.0 Hz, 2H), 2.75 (s, 1H). *C-NMR (101 MHz, CDCl3) 6 152.1,
138.2, 128.8, 128.7, 126.9, 126.7, 79.2, 73.1, 44.6, 40.9, 36.9, 35.2, 34.0, 24.9. LRMS (EI): m/z (%)
53 (13) [M — CsHioN], 82 (19) [M — C7H7], 91 (22) [M — C4H4NO], 104 (base peak) [M — C3H3NO —
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H], 173 (11) [M]. HRMS (EI): m/z calculated for C;1H11NO 173.08406; found 173.0841 [M]" (error
+0.2 ppm).

Note: By 'H NMR in CDCls, the compound is a 91:9 mixture of amide rotamers.

0]
A~
%H

N-Propylpropiolamide (13b): Prepared as shown in general procedure 6A; colorless oil; vacuum
distillation (105 — 107 °C/1.6 kPa); yield, 58%. FT-IR (NaCl) v cm™': 3250 (br), 3064 (w), 2966 (w),
2876 (w), 2108 (m), 1630 (vs), 1537 (s), 1452 (m), 1273 (s), 1150 (w), 942 (w). '"H-NMR (400 MHz,
CDCl3, major rotamer) ¢ 6.01 (br, 1H), 3.28 (td, J= 7.1, 6.1 Hz, 2H), 2.78 (s, 1H), 1.57 (sext, J= 7.3
Hz, 2H), 0.96 (t, J = 7.4 Hz, 3H). 3C-NMR (101 MHz, CDCls, major rotamer) § 152.2, 79.2, 72.9,
41.6,22.5, 11.3. LRMS (EI): m/z (%) 82 (14) [M — C;Hs], 96 (34) [M — CH3], 111 (17) [M]. HRMS
(EI): m/z calculated for CsHoNO 111.06841; found 111.0688 [M]" (error +3.6 ppm).

Note: By '"H NMR in CDCls, the compound is a 90:10 mixture of amide rotamers. By '"H NMR in

DMSO-ds, the compound is a 94:6 mixture of amide rotamers.

A

N-Isopropylpropiolamide (13c): Prepared as shown in general procedure 6A; off-white crystals;
eluent (Hexane:EtOAc = 2:1, v/v); yield, 43%. UV (abs) Amax: 220 nm (5%v/v MeCN in Water). FT-
IR (KBr) v em: 3205 (s), 3061 (m), 2980 (m), 2938 (w), 2826 (w), 2102 (s), 1643 (s), 1558 (s), 1468
(w), 1288 (m), 1156 (w), 979 (w), 921 (w), 762 (w), 719 (m), 608 (w). 'H-NMR (400 MHz, CDCls,
major rotamer) J 5.78 (br, 1H), 4.18-4.07 (m, 1H), 2.75 (s, 1H), 1.19 (d, J = 6.6 Hz, 6H). 3C-NMR
(101 MHz, CDCl3, major rotamer) ¢ 151.3, 77.5, 72.6, 42.1, 22.4. LRMS (EI): m/z (%) 82 (base peak)
[M — CoHs], 95 (2) [M — CHs]. HRMS (EI): m/z calculated for C4H4NO 82.0; found 82.0295 [M —
Cs3Hs]* (error +2.3 ppm).

Note: '"HNMR in CDCls, the compound is a 91:9 mixture of amide rotamers.
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N-Cyclohexylpropiolamide (13d): Prepared as shown in general procedure 6A; pale yellow crystals;
eluent (Hexane:EtOAc = 3:1, v/v); yield, 43%. UV (abs) Amax: 220 nm (5%v/v MeCN in Water). FT-
IR (NaCl) v em!: 3301 (m), 3225 (m), 2933 (s), 2855 (m), 2104 (m), 1698 (s), 1631 (s), 1526 (s),
1452 (m), 1347 (m), 1236 (m), 1081 (w), 893 (w), 724 (m). 'H-NMR (400 MHz, CDCls, major
rotamer) ¢ 5.83 (br, 1H), 3.87-3.67 (m, 1H), 2.76 (s, 1H), 1.99-1.92 (m, 2H), 1.78-1.70 (m, 2H),
1.66-1.59 (m, 1H), 1.42-1.28 (m, 2H), 1.26-1.12 (m, 3H). *C-NMR (101 MHz, CDCls, major
rotamer) 0 151.2, 77.6, 72.7, 48.9, 32.7, 25.4, 24.7. LRMS (EI): m/z (%) 53 (21) [M — C¢H2N], 70
(base peak) [M — C3HO — C;Hy], 108 (79) [M — C3H7], 151 (14) [M]. HRMS (EI): m/z calculated for
CoH13NO 151.09971; found 151.0997 [M]* (error +0.0 ppm).

Note: '"H NMR in CDCls, the compound is a 89:11 mixture of amide rotamers. McClafferty

rearrangement.
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N,N-Diisopropylpropiolamide (13e): Prepared as shown in general procedure 3B; colorless needles;
eluent (Hexane:EtOAc = 3:1, v/v); yield, 77%. UV (abs) Amax: 234 nm (5%v/v MeCN in Water). FT-
IR (KBr) vem™: 3186 (s), 3003 (m), 2979 (s), 2936 (m), 2873 (w), 2091 (s), 1616 (s), 1446 (m), 1379
(m), 1370 (s), 1330 (s), 1208 (s), 1155 (m), 946 (w), 886 (W), 8957 (w), 774 (m), 741 (m), 588 (m).
"H-NMR (400 MHz, CDCl3) J 4.60 (sep, J = 6.8 Hz, 1H), 3.60 (sep, J = 6.8 Hz, 1H), 3.03 (s, 1H),
1.39 (d, J = 6.8 Hz, 6H), 1.25 (d, J = 6.8 Hz, 6H). 3C-NMR (101 MHz, CDCl3) 6 152.3, 77.2, 77.1,
50.6, 45.8,20.8, 19.9. LRMS (EI): m/z (%) 53 (20) [M — C¢H14N], 96 (base peak) [M — CsH7; — CHs +
H], 110 (37) [M — C3H7], 138 (49) [M — CH3], 153 (36) [M]. HRMS (EI): m/z calculated for CoH;sNO
153.11536; found 153.1149 [M]* (error —3.0 ppm).
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1-(Pyrrolidin-1-yl)prop-2-yn-1-one (13f): Prepared as shown in general procedure 6A; white
crystals; eluent (Hexane:EtOAc = 1:1, v/v); yield, 85%. FT-IR (NaCl) v cm™: 3180 (s), 2978 (w), 2884
(W), 2099 (s), 1640 (s), 1618 (vs), 1460 (w), 1431 (s), 1338 (w), 1192 (w), 780 (m), 727 (m), 641 (w).
"H-NMR (400 MHz, CDCl;) d 3.68-3.65 (m, 2H), 3.51-3.47 (m, 2H), 3.05 (s, 1H), 2.00-1.89 (m, 4H).
BC-NMR (101 MHz, CDCl3) 6 151.4,77.1, 76.8, 48.1, 45.3, 25.3, 24.6. LRMS (EI): m/z (%) 53 (15)
[M — C4HgN] 70 (26) [M — C53HO], 95 (21) [M — CoH4], 108 (11) [M — CHs], 122 (71) [M - H], 123
(base peak) [M]. HRMS (EI): m/z calculated for C;HoNO 123.06841; found 123.0688 [M]" (error +3.0
ppm).

/@

1-Morpholinoprop-2-yn-1-one (13g): Prepared as shown in general procedure 6A; white crystals;
eluent (Hexane:EtOAc = 1:1, v/v); yield, 93%. UV (abs) Amax: 236 nm (5%v/v MeCN in Water). FT-
IR (KBr) v em!: 3181 (m), 2979 (w), 2926 (w), 2867 (w), 2103 (m), 1360 (s), 1442 (m), 1360 (w),
1331 (w), 1273 (m), 1240 (m), 1114 (m), 1039 (m), 959 (w), 844 (w), 774 (w), 745 (w), 557 (m). 'H-
NMR (400 MHz, CDCl;3) 6 3.80-3.77 (m, 2H), 3.74-3.64 (m, 6H), 3.17 (s, 1H). 3*C-NMR (101 MHz,
CDCl3) 6 151.9, 79.7, 75.0, 66.8, 66.3, 47.2, 41.9. LRMS (EI): m/z (%) 53 (80) [M — C4HgNO], 86
(76) [M — C3HO], 124 (26) [M — CH3], 139 (base peak) [M]. HRMS (EI): m/z calculated for CHoNO
139.06333; found 139.0633 [M]"* (error —0.4 ppm).

(0]
~_0OTBS
%N

N-(2-((tert-Butyldimethylsilyl)oxy)ethyl)propiolamide (13h): 2-Aminoethanol (605 pL, 10 mmol),
DMAP (12 mg, 1.0 mol%), EtsN (1.1 mL, 1.5 equiv.), and #-butyldimethylsilyl (TBS) chloride (1.8 g,
1.2 equiv.) were added to DCM (40 mL) at 0 °C under N; and stirred for 1 hour. After added saturated
NaHCOs3 aqueous solution (100 mL). The reaction mixture was washed three times with distilled water,
and the organic layer was dried over Na>SOa. After concentration. The reaction mixture, propiolic acid
(11, 680 pL, 11 mmol) and DMAP (12.2 mg, 1.0 mol%) were added to DCM (20 mL) followed by
and the solution was cooled to 0 °C. To this, a solution of DCC (2.27 g, 11 mmol, 1.1 equiv.) in DCM
(20 mL) was added dropwise and the reaction was then allowed to warm to room temperature and

stirred for 3 hour. Once complete, the reaction mixture was filtered through Celite, and the solvent
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was then removed in vacuo. After concentration, chromatography was performed on the residue on a
silica gel column eluent (Hexane:EtOAc = 3:1, v/v) to give yellow oil 13h (820 mg, 36%). 'H-NMR
(400 MHz, DMSO-dp) 0 8.35 (br, 1H), 3.89 (s, 1H), 3.60 (t, /= 6.2 Hz, 2H), 3.18 (q, /= 6.1 Hz, 2H),
0.87 (s, 9H), 0.04 (s, 5H). 1*C-NMR (101 MHz, DMSO-ds) § 151.4,78.0, 74.7, 60.5,41.1, 25.4, 17.5,
—5.8. LRMS (ESI): m/z (%) 250 (base peak) [M + Na], 282 (16) [M + MeOH + Na]. HRMS (ESI):
m/z calculated for C11H21NO>NaSi 250.12392; found 250.12356 [M + Na]* (error —1.47 ppm).

0
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N-(2-((tert-Butyldimethylsilyl)oxy)ethyl)but-2-ynamide (14): 12 instead of 11 in method 13h;
colorless oil; eluent (Hexane:EtOAc = 3:1, v/v); yield, 45%. FT-IR (NaCl) v cm': 3276 (br), 3066 (w),
2953 (m), 2929 (m), 2883 (m), 2857 (m), 2257 (w), 2233 (w), 1631 (s), 1541 (m), 1471 (w), 1292 (m),
1253 (m), 1098 (s), 1007 (w), 939 (w), 877 (W), 834 (s), 775 (s). '"H-NMR (400 MHz, DMSO-ds, 393
K) 6 7.78 (br, 1H), 3.60 (t, J = 6.2 Hz, 2H), 3.18 (br, 2H), 2.85 (m, 2H), 1.91 (s, 3H), 0.87 (s, 9H),
0.04 (s, 6H). '*C-NMR (101 MHz, DMSO-ds, 393 K) § 152.5, 82.1, 75.5, 60.9, 41.2, 25.7, 17.9, 2.9,
—5.4. LRMS (ED): m/z (%) 67 (29) [M — CsH20NOSIi], 184 (base peak) [M — CsHo], 226 (8) [M — CH3].
HRMS (EI): m/z calculated for C11H20NO,Si226.12633; found 226.1264 [M — CH3]" (error +0.3 ppm).

(0]
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N-(2-Hydroxyethyl)propiolamide (15): Prepared as shown in general procedure 5; white solids;
eluent (EtOAc); yield, quant. FT-IR (NaCl) v em™': 3255 (br), 3248 (s), 3059 (s), 2991 (w), 2963 (w),
2925 (w), 2878 (w), 2015 (m), 1634 (s), 1576 (m), 1463 (w), 1434 (m), 1353 (w), 1302 (m), 1260 (w),
1223 (w), 1107 (m), 1083 (w), 1055 (m), 913 (w), 848 (w), 810 (w), 726 (m), 694 (w). 'H-NMR (400
MHz, DMSO-ds, maJor rotamer) ¢ 8.67 (br, 1H), 4.70 (t, J = 5.5 Hz, 1H), 4.09 (s, 1H), 3.39 (q, J =
6.0 Hz, 2H), 3.13 (q, J = 6.0 Hz, 2H). '*C-NMR (101 MHz, DMSO-d;s, major rotamer) 6 151.4, 78.1,
74.7, 59.0, 41.5. LRMS (ESI): m/z (%) 136 (22) [M + Na], 249 (12) [2M + Na] HRMS (ESI): m/z
calculated for CsH7NO;Na 136.03745; found 136.03691 [M + Na]* (error —3.96 ppm).

Note: By 'TH NMR in DMSO-dj, the compound is a 95:5 mixture of amide rotamers.
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N-(2-Hydroxyethyl)but-2-ynamide (16): Prepared as shown in general procedure 5; white solids;
eluent (EtOAc); yield, quant. FT-IR (ATR) v cm™!: 3278 (br), 3070 (w), 2931 (w), 2879 (w), 2260 (m),
2233 (m), 1635 (s), 1556 (m), 1439 (w), 1300 (m), 1069 (m). '"H-NMR (400 MHz, DMSO-ds, 373 K)
0 7.89 (br, 1H), 4.27 (br, 1H), 3.42 (q, J= 5.8 Hz, 2H), 3.14 (q, /= 5.7 Hz, 2H), 2.96 (s, 2H), 1.92 (s,
3H). BC-NMR (101 MHz, DMSO-ds, 393 K) 6 152.2, 81.4,75.2,59.1,41.4,2.1. LRMS (EI): m/z (%)
67 (base peak) [M — C,HsNO], 96 (47) [M — CH;30], 109 (6) [M — H,O]. HRMS (EI): m/z calculated
for CsH7NO 109.05276; found 109.0532 [M — H,O]" (error +4.1 ppm).

C|/\)OJ\NJ\
N

(E)-3-Chloro-N,N-diisopropylacrylamide (17 (E)): To a stirred solution of 11 (5.0 mmol) and dry
DMF (0.97 mL, 1.5 equiv.) in dry DCM (15 mL), (COCI): (2.45 mL, 2 M solution in DCM, 0.98
equiv.) was added at 0 °C. The reaction mixture was then stirred for 3 hours at room temperature. To
a stirred solution of DIPA (2.1 mL, 3.0 equiv.) in DCM (5.0 mL), the reaction mixture was added
dropwise over 10 minuts at 0 °C, was then stirred for 3 hours. The mixture was quenched with distilled
water. The reaction mixture was washed with 5% NaOH aqueous solution, 1 M HCI aqueous solution,
and brine. The organic layer was dried over NaxSOs. After concentration, chromatography was
performed on the residue on a silica gel column (Hexane:EtOAc = 3:1, v/v) to give colorless oil 17
(E) (545 mg, 57%). FT-IR (NaCl) v cm™': 2970 (m), 2934 (w), 1637 (vs), 1584 (s), 1442 (s), 1372 (m),
1332 (s), 1206 (w), 1134 (w), 1045 (w), 930 (w), 859 (w), 740 (m), 607 (w). 'H-NMR (400 MHz,
CDCl3) 6 7.17 (d, J = 12.8 Hz, 1H), 6.65 (d, J = 12.8 Hz, 1H), 3.95 (br, 1H), 3.77 (br, 1H), 1.35 (br,
6H), 1.27 (br, 6H). *C-NMR (101 MHz, CDCl3) 6 163.4, 133.1, 126.7, 48.3, 45.9, 21.4, 20.5. LRMS
(ED): m/z (%) 61 (3) [M — C7H14NO], 86 (base peak) [M — CoH2Cl — CsH7 + H], 89 (32) [M — CsH14N],
132 (11) [M — C3H7 — CH3], 146 (14) [M — C3H7], 154 (51) [M - Cl], 174 (11) [M — CH3], 189 (3)
[M]. HRMS (EI): m/z calculated for CoH;sNOCI 189.09204; found 189.0927 [M]* (error +3.6 ppm).

[SIPN
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(£)-3-Chloro-N,N-diisopropylacrylamide (17 (Z)): Prepared as shown in 17 (£); colorless crystals;
eluent (Hexane:EtOAc = 1:1, v/v); yield, 20%. FT-IR (NaCl) v cm': 2972 (m), 2935 (w), 1634 (vs),
1473 (w), 1443 (s), 1371 (m), 1348 (s), 1297 (m), 1214 (w), 1156 (w), 1135 (m), 1045 (w), 830 (w),
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715 (w). '"H-NMR (400 MHz, CDCl3) 6 6.33 (d, J= 7.9 Hz, 1H), 6.28 (d, J= 7.9 Hz, 1H), 4.04 (sep,
J=6.8 Hz, 1H), 3.52 (sep, J = 6.8 Hz, 1H), 1.46 (d, J = 6.8 Hz, 6H), 1.21 (d, /= 6.8 Hz, 6H). 13C-
NMR (101 MHz, CDCl3) 6 164.0, 127.2, 121.5, 50.3, 45.8, 21.1, 20.4. LRMS (EI): m/z (%) 61 (3) [M
— C7H14NO], 86 (base peak) [M — C,H,Cl — C3H7 + H], 89 (31) [M — C¢H14N], 132 (14) [M — CsH7 —
CH3], 146 (18) [M — C3H7], 154 (53) [M — Cl], 174 (8) [M — CH3], 189 (3) [M]. HRMS (EI): m/z
calculated for CoH1sNOCI 189.09204; found 189.0927 [M]* (error +0.5 ppm).
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Methyl (Z)-N-acetyl-S-(2-(/V-propylsulfamoyl)vinyl)-L-cysteinate (2¢-Cys): Prepared as shown in
general procedure 7; colorless crystals; silica gel column eluent (Hexane:EtOAc = 1:3, v/v); yield,
20% (isolated). FT-IR (NaCl) v cm': 3567 (br), 3287 (br), 3147 (w), 2965 (m), 2936 (w), 2877 (w),
2253 (w), 1742 (s), 1662 (s), 1553 (s), 1437 (m), 1374 (m), 1317 (s), 1220 (m), 1136 (s), 1076 (W),
1005 (w), 916 (w), 840 (w), 732 (m), 697 (m), 631 (w). '"H-NMR (400 MHz, CDCl3) § 6.93 (d, J =
10.2 Hz, 1H), 6.43 (d, J= 6.8 Hz, 1H), 6.18 (d, J=10.2 Hz, 1H), 4.86 (dt, /= 7.0, 4.6 Hz, 1H), 4.60
(t,J=6.2 Hz, 1H), 3.80 (s, 3H), 3.32 (dd, J = 14.4, 4.8 Hz, 1H), 3.27 (dd, J= 14.4, 4.3 Hz, 1H), 3.03
(dt, J=17.1, 6.3 Hz, 2H), 2.06 (s, 3H), 1.60 (sext, J= 7.1 Hz, 2H), 0.96 (t, J= 7.4 Hz, 3H). 3'C-NMR
(101 MHz, CDCl3) ¢ 170.2, 170.1, 143.2, 122.4, 53.1, 52.7, 44.7, 37.9, 23.3, 23.1, 11.2. LRMS (EI):
m/z (%) 43 (54) [M — CsH13N205Sz], 58 (22) [M — CsH12NOsS2], 143 (55) [M — C2H30; — C3HsNO,S],
207 (base peak) [M — C2H30, — C3HgN], 236 (76) [M — C;H30, — C;Hs], 265 (44) [M — CoH304], 295
(3) [M—C:Hs], 324 (6) [M]. HRMS (EI): m/z calculated for C11H20N>05S> 324.08135; found 324.0810
[M]* (error —1.1 ppm).
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Methyl (Z2)-V-acetyl-S-(3-((2-hydroxyethyl)amino)-3-oxoprop-1-en-1-yl)-L-cysteinate (15-Cys):

Prepared as shown in general procedure 7; colorless crystals; silica gel column eluent (CHCls/Acetone
= 1:1, v/v); yield, 13% (isolated). FT-IR (ATR) v em': 3303 (br), 3075 (w), 3931 (w), 1744 (s), 1645
(), 1578 (s(m 1540 (s), 1437 (m), 1375 (m), 1263 (m), 1221 (m), 1064 (m). 'H-NMR (400 MHz,
CDCl3) 6 6.82 (d, J="7.5 Hz, 1H), 6.76 (d, /= 9.9 Hz, 1H), 6.45 (t, /= 5.6 Hz, 1H), 5.84 (d, /=9.9
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Hz, 1H), 4.87 (dt, J=17.5,4.8 Hz, 1H), 3.77 (s, 3H), 3.73 (d, J=4.1 Hz, 2H), 3.45 (td, /= 5.5, 4.7 Hz,
2H), 3.33 (br, 1H), 3.27-3.18 (m, 2H), 2.04 (s, 3H)."3C-NMR (101 MHz, CDCl3) § 170.8, 170.4, 167.1,
144.7,116.3,61.9,52.9,52.5,42.2, 38.3, 23.0. LRMS (EI): m/z (%) 313 (base peak) [M + Na]. HRMS
(ESI): m/z calculated for C11HsN2OsNaS 313.08341; found 313.08239 [M + Na]* (error — 3.26 ppm).
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Methyl (Z)-NV-acetyl-S-(4-((2-hydroxyethyl)amino)-4-oxobut-2-en-2-yl)-L-cysteinate (16-Cys
(Z)): Prepared as shown in general procedure 7; colorless crystals; silica gel column eluent
(CHCI3/MeOH = 100:5, v/v); yield, 72% (isolated). FT-IR (KBr) v cm™: 3523 (m), 1401 (m), 3285
(br), 3077 (m), 2956 (m), 2886 (w), 1761 (m), 1737 (s), 1646 (s), 1631 (s), 1581 (s), 1552 (s), 1454
(m), 1438 (m), 1416 (m), 1372 (m), 1359 (m), 1372 (m), 1358 (m), 1300 (m), 1238 (s), 1198 (m), 1182
(m). "H-NMR (400 MHz, DMSO-ds) 6 8.49 (d, J=7.7 Hz, 1H), 7.73 (t,J = 5.7 Hz, 1H), 5.85 (s, 1H),
4.65 (t,J=5.4 Hz, 1H), 4.38-4.33 (m, 1H), 3.65 (s, 3H), 3.37 (q, J=5.9 Hz, 2H), 3.21 (dd, J=13.3,
5.0 Hz, 1H), 3.10 (q, J= 6.0 Hz, 2H), 2.98 (dd, J= 13.3, 8.9 Hz, 1H), 2.12 (s, 3H), 1.86 (s, 3H). 13C-
NMR (101 MHz, DMSO-ds) 6 171.0, 169.5, 165.3, 148.3, 116.2, 60.0, 52.4, 52.2, 41.2, 30.5, 23.2,
22.3. LRMS (ESI): m/z (%) 160 (18) [M — CsH10NOs], 327 (base peak) [M + Na], 631 (6) [2M + Na].
HRMS (ESI): m/z calculated for C12H20N205sNaS 327.09906; found 327.09864 [M + Na]* (error —1.27

ppm).
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Methyl (E)-N-acetyl-S-(4-((2-hydroxyethyl)amino)-4-oxobut-2-en-2-yl)-L-cysteinate (16-Cys
(E)): Prepared as shown in general procedure 7; colorless crystals; silica gel column eluent
(CHCI3/MeOH = 95:5, v/v); yield, 5% (isolated). FT-IR (ATR) v cm™: 3291 (br), 3072 (w), 2930 (m),
1746 (s), 1645 (s), 1601 (s), 1540 (s), 1437 (m), 1377 (m), 1247 (m). 'H-NMR (400 MHz, CDCl;) §
6.63 (d, J=7.4 Hz, 1H), 6.57 (t, J= 5.4 Hz, 1H), 5.78 (s, 1H), 4.86—4.81 (m, 1H), 3.80 (s, 3H), 3.73
(t,J=4.9 Hz, 2H), 3.44 (td, J=5.7, 3.9 Hz, 2H), 3.21 (dd, /= 14.1, 6.5 Hz, 1H), 3.16 (dd, J = 14.2,
4.9 Hz, 1H), 2.40 (s, 3H), 2.17 (s, 1H), 2.04 (s, 3H). 3C-NMR (101 MHz, CDCl3) 6 170.9, 170.6,
166.4, 151.0, 112.9, 62.5, 53.0, 51.3, 42.3, 32.8, 23.1, 20.0. LRMS (ESI): m/z (%) 160 (16) [M —
CsHi1oNO3], 327 (bese peak) [M + Na], 631 (6) [2M + Na]. HRMS (ESI): m/z calculated for
Ci2H20N>0sNaS 327.09906; found 327.09772 [M + Na]* (error —4.10 ppm).
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Methyl N-acetyl-S-(2-(V-(2-hydroxyethyl)sulfamoyl)ethyl)-L-cysteinate (8-Cys): Prepared as
shown in general procedure 7; colorless crystals; silica gel column eluent (CHCI3/MeOH = 95:5, v/v);
yield, 61% (isolated). FT-IR (ATR) v cm': 3342 (br), 2955 (m), 1746 (s), 1660 (s), 1542 (m), 1438
(m), 1376 (m), 1325 (s), 1220 (m), 1147 (s). 'H-NMR (400 MHz, CDCls) § 6.46 (d, J= 7.5 Hz, 1H),
5.04 (t,J=5.9 Hz, 1H), 4.85-4.80 (m, 1H), 3.81 (s, 3H), 3.77 (dd, J=9.9, 5.1 Hz, 2H), 3.34-3.29 (m,
4H), 3.12 (t, J = 5.3 Hz, 1H), 3.09-2.89 (m, 4H), 2.08 (s, 3H). 3*C-NMR (101 MHz, DMSO-ds) §
171.2,169.5, 79.2, 60.5, 52.1, 51.9, 51.5, 44.9, 32.6, 25.0, 22.3. LRMS (EI): m/z (%) 144 (base peak)
[M — C4H10NO38S:], 204 (41) [M — CoH6NO6S], 238 (3) [M — C2H30, — CH301, 269 (8) [M — C2H30],
283 (3) [M — C2HeO], 297 (5) [M — CH30]. HRMS (EI): m/z calculated for CoH17N205S2 297.05789;
found 297.0576 [M — CH30]" (error —1.1 ppm).
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Methyl (Z)-N-acetyl-S-(2-(N-(2-hydroxyethyl)sulfamoyl)vinyl)-L-cysteinate (5-Cys): Prepared as
shown in general procedure 7; colorless crystals; silica gel column eluent (CHCI3/MeOH = 95:5, v/v);
yield, 39% (isolated). FT-IR (ATR) v cm': 3505 (br), 3298 (br), 2963 (m), 1742 (s), 1660 (s), 1556
(s), 1437 (m), 1375 (m), 1318 (s), 1263 (m), 1221 (m), 1143 (s), 1098 (m), 1054 (m). '"H-NMR (400
MHz, DMSO-ds) ¢ 8.47 (d,J= 7.9 Hz, 1H), 7.22 (d, J=10.3 Hz, 1H), 7.16 (t, J= 5.9 Hz, 1H), 6.22
(d,J=10.3 Hz, 1H), 4.71 (t,J = 5.5 Hz, 1H), 4.48 (td, J = 8.3, 5.1 Hz, 1H), 3.65 (s, 3H), 3.42 (dd, J
=11.6, 6.1 Hz, 2H), 3.20 (dd, J = 14.0, 5.1 Hz, 1H), 3.04 (dd, J = 14.0, 8.7 Hz, 1H), 2.88 (q, /= 6.2
Hz, 2H), 1.86 (s, 3H). *C-NMR (101 MHz, DMSO-ds) 6 170.8, 169.6, 142.6, 121.6, 79.2, 60.1, 52.5,
52.3, 44.6, 35.8, 22.3. LRMS (ESI): m/z (%) 349 (base peak) [M + Na], 675 (10) [2M + Na]. HRMS
(ESI): m/z calculated for CioH1sN>,O¢NaS 349.05040; found 349.04954 [M + Na]* (error —2.46 ppm).
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Methyl (Z)-N-acetyl-S-(1-(/V-(2-hydroxyethyl)sulfamoyl)prop-1-en-2-yl)-L-cysteinate (10-Cys):
Prepared as shown in general procedure 7; colorless crystals; preparative RP-HPLC eluent
(MeOH/H20 = 3:7, v/v); yield, 8% (isolated). FT-IR (KBr) v em™': 3360 (br), 3062 (w), 3955 (w),
2883 (w), 1741 (s), 1659 (s), 1558 (m), 1438 (m), 1375 (w), 1319 (s), 1282 (w), 1222 (w), 1142 (s),
1104 (w), 1058 (w), 1006 (w), 953 (w), 853 (w), 598 (m). 'H-NMR (400 MHz, DMSO-ds) J 8.50 (d,
J=7.8Hz, 1H), 7.00 (t, /= 6.0 Hz, 1H), 6.26 (d, J= 1.3 Hz, 1H), 4.70 (t, /= 5.6 Hz, 1H), 4.43-4.38
(td, J=8.6,5.0 Hz, 1H), 3.64 (s, 3H), 3.41 (dd, J=12.0, 6.3 Hz, 2H), 3.29 (dd, J=13.6, 5.1 Hz, 1H),
3.08 (dd, J = 13.6, 8.7 Hz, 1H), 2.89 (q, J = 6.3 Hz, 2H), 2.19 (d, J = 1.1 Hz, 3H), 1.86 (s, 3H). *C-
NMR (101 MHz, DMSO-ds) 6 170.7, 169.6, 148.8, 121.8, 60.1, 52.3, 52.1, 44.7, 30.9, 22.7, 22.3.
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LRMS (ESI): m/z (%) 341 (10) [M + H], 363 (base peak) [M + Na], 703 (14) [2M + Na]. HRMS (ESI):
m/z calculated for C11H20N206NaS, 363.06605; found 363.06578 [M + NaJ" (error —0.74 ppm).
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(R,Z)-4-((2-((2-Acetamido-3-methoxy-3-oxopropyl)thio)vinyl)sulfonamido)butanoic acid (6-
Cys): Prepared as shown in general procedure 7; colorless gam; preparative RP-HPLC eluent
(MeOH/H2O = 3.7, v/v); yield, 44% (isolated). FT-IR (ATR) v cm™': 3534 (br), 3298 (br), 2960 (m),
1739 (s), 1661 (m), 1555 (s), 1436 (m), 1376 (m), 1319 (s), 1221 (m), 1142 (s), 705 (m). 'H-NMR
(400 MHz, DMSO-dy) 6 12.06 (br, 1H), 8.45 (d, /= 7.9 Hz, 1H), 7.22 (d, /= 10.3 Hz, 1H), 7.24-7.22
(m, 1H), 6.18 (d, J=10.3 Hz, 1H), 4.46 (td, J= 8.5, 5.1 Hz, 1H), 3.63 (s, 3H), 3.19 (dd, /= 14.0, 5.1
Hz, 1H), 3.02 (dd, J = 14.0, 8.7 Hz, 1H), 2.83 (td, /= 6.9, 5.8 Hz, 2H), 2.24 (t, /= 7.4 Hz, 2H), 1.85
(s, 3H), 1.64 (quin, J = 7.1 Hz, 2H). *C-NMR (101 MHz, DMSO-ds) 6 174.1, 170.7, 169.5, 142.7,
121.4,52.5,52.2,41.4,35.8,30.7,24.7, 22.3. LRMS (ESI): m/z (%) 391 (base peak) [M + Na]. HRMS
(ESI): m/z calculated for Ci2H20N207NaS; 391.06096; found 391.06069 [M + Na]" (error — 0.68

ppm).
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Methyl  (Z)-N-acetyl-S-(2-(V,V-bis(2-hydroxyethyl)sulfamoyl)vinyl)-L-cysteinate  (7-Cys):
Prepared as shown in general procedure 7; colorless gam; silica gel column eluent (CHCl;/MeOH =
19:1, v/v); yield, 77% (isolated). FT-IR (ATR) v cm': 3615 (br), 3050 (w), 2952 (w), 2885 (w), 2258
(w), 2129 (w), 1741 (m), 1658 (m), 1550 (m), 1437 (m(, 1374 (w), 1321 (m), 1253 (w), 1219 (w),
1140 (s), 1074 (w), 1046 (m), 1024 (s), 992 (s), 915 (m), 826 (m). 'H-NMR (400 MHz, DMSO-ds) &
8.47 (d,J=17.9 Hz, 1H), 7.29 (d, /= 10.3 Hz, 1H), 6.36 (d, /= 10.3 Hz, 1H), 4.82 (t,J= 5.4 Hz, 2H),
4.49 (td, J= 8.3, 5.1 Hz, 1H), 3.65 (s, 3H), 3.51 (td, J= 6.2, 5.7 Hz, 4H), (dd,J=14.0, 5.1 Hz, 5H),
3.16 (t,J=6.3 Hz, 4H), 3.04 (dd, J=14.0, 8.8 Hz, 1H), 1.86 (s, 3H). 3*C-NMR (101 MHz, DMSO-
ds) 0 170.8, 169.5, 143.5, 120.0, 59.7, 52.4, 52.2, 50.3, 35.7, 22.3. LRMS (EI): m/z (%) 371 (5) [M +
H], 393 (base peak) [M + Na], 763 (15) [2M + Na]. HRMS (ESI): m/z calculated for Ci2H23N207S;
371.09467; found 371.09463 [M + H]" (error —0.09 ppm).
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Methyl (Z2)-N*-acetyl-V*-(2-(N-propylsulfamoyl)vinyl)-L-histidinate (2b-His™): Prepared as shown

-0
H

=z-N=

in general procedure 7; colorless oil; preparative RP-HPLC eluent (MeOH/H2O =2:3, v/v); yield, 21%
(isolated). FT-IR (KBr) v em™: 3367 (m), 3261 (br), 3061 (m), 2966 (m), 2877 (m), 1743 (s), 1661 (s),
1635 (s), 1540 (m), 1487 (m), 1439 (m), 1376 (m), 1324 (s), 1254 (m), 1221 (m), 1154 (m), 1103 (m),
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1077 (m), 1010 (m). '"H-NMR (400 MHz, CDCls) 6 8.14 (s, 1H), 7.02 (d, J = 7.5 Hz, 1H), 6.95 (d, J
=9.5Hz, 1H), 6.81 (d, J = 0.4 Hz, 1H), 6.80 (br, 1H), 6.36 (d, /=9.6 Hz, 1H), 4.78 (dt, J=17.5, 6.2
Hz, 1H), 3.76 (s, 3H), 3.22-3.12 (m, 2H), 3.04 (t,J= 6.2 Hz, 2H), 1.99 (s, 3H), 1.55 (sext, J= 7.3 Hz,
2H), 0.91 (t,J= 7.4 Hz, 3H). *C-NMR (101 MHz, CDCl3) § 171.2, 170.7, 139.5, 128.1, 126.9, 122.8,
52.8,51.8,44.8,26.1,23.2,22.8, 11.1. LRMS (ESI): m/z (%) 257 (5) [M — C,H30, — C3H7 + H], 300
(10) [M — C3H30; + H], 317 (8) [M -C3H7 + 2H], 359 (base peak) [M + H], 381 (59) [M + Na], 739
(4) [2M +Na]. HRMS (ESI): m/z calculated for C14H2N4OsNaS 381.12086; found 381.12157 [M +
Na]* (error 1.85 ppm).
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Methyl (Z)-N*-acetyl-N"-(2-(N-propylsulfamoyl)vinyl)-L-histidinate (2b-His"): Prepared as shown
in general procedure 7; colorless oil; preparative RP-HPLC eluent (MeOH/H20O = 2:3, v/v); yield, 45%
(isolated). FT-IR (ATR) v cm™!: 3295 (br), 2968 (m), 2877 (m), 1741 (s), 1636 (s), 1539(m), 1498(s),
1437 (m), 1312 (s), 1243 (m), 1215 (m), 1155 (s), 1078 (m), 1026 (m). 'H-NMR (400 MHz, CDCl;3)
07.75(d,J=14Hz, 1H), 7.56 (d, /= 0.9 Hz, 1H), 6.95 (d, /= 10.1 Hz, 1H), 6.87 (d, /= 8.1 Hz, 1H),
6.09 (d, J=10.1 Hz, 1H), 5.63 (t, J= 5.9 Hz, 1H), 4.90 (ddd, J= 8.1, 6.1, 4.8 Hz, 1H), 3.75 (s, 3H),
3.13-2.99 (m, 4H), 2.02 (s, 3H), 1.54 (sext, J= 7.3 Hz, 2H), 0.89 (t, J = 7.4 Hz, 3H). 3C-NMR (101
MHz, CDCl3) 0 172.2, 170.5,139.2, 138.7, 128.4, 118.2, 117.9, 52.6, 51.9,44.9, 30.2,23.2,23.1, 18 4,
11.1. LRMS (ESD): m/z (%) 257 (30) [M — CoH302 — C3H7 + H], 300 (13) [M — CoH302 + H], 317 (11)
[M -CsH7 + 2H], 359 (21) [M + H], 381 (base peak) [M + Na], 739 (4) [2M +Na]. HRMS (ESI): m/z
calculated for C14H23N40sS 359.13891; found 359.13860 [M + H]* (error —0.89 ppm).
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Methyl (Z)-N*-acetyl-N"-(2-(morpholinosulfonyl)vinyl)-L-histidinate (2t-His™): Prepared as

shown in general procedure 7; colorless gam; preparative RP-HPLC eluent (MeOH/H>O = 2:3, v/v);
yield, 45% (isolated). FT-IR (KBr) v cm!': 3420 (br), 3144 (w), 3051 (w), 2925 (w), 3869 (w), 2600
(w), 1736 (m), 1675 (s), 1542 (m), 1438 (w), 1351 (m), 1303 (w), 1264 (m), 1203 (s), 1166 (s), 1137
(s), 1112 (m), 1076 (w), 956 (m), 835 (w), 800 (w), 739, (W), 722 (w). 'H-NMR (400 MHz, DMSO-
dg) 0 8.96 (s, 1H), 8.50 (d, J=7.8 Hz, 1H), 7.61 (d, /= 9.0 Hz, 1H), 7.38 (s, 1H), 7.23 (d, /= 9.0 Hz,
1H), 4.56 (td, J= 8.3, 5.4 Hz, 1H), 3.67-3.64 (m, 4H), 3.64 (s, 3H), 3.16-3.11 (m, 5H), 3.01 (dd, J =
15.8, 8.9 Hz, 1H), 1.84 (s, 3H). 3C-NMR (101 MHz, DMSO-ds) 6 171.0, 169.6, 137.3, 130.1, 125.4,
120.3, 65.5, 52.3, 50.6, 45.2, 25.1, 22.3. LRMS (ESI): m/z (%) 328 (6) [M — C2H30; + H], 386 (base
peak) [M + H], 409 (64) [M + Na]. HRMS (ESI): m/z calculated for Ci1sH22N4O¢NaS 409.11577; found

409.11376 [M + Na]* (error —4.93 ppm).
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Methyl (£2)-N*-acetyl-V*-(2-(morpholinosulfonyl)vinyl)-L-histidinate (2t-His"): Prepared as shown
in general procedure 7; colorless gam; preparative RP-HPLC eluent (MeOH/H,0 = 5:95-20:80, v/v);
yield, 45% (isolated). FT-IR (KBr) v cm: 3333 (m), 3175 (w), 3139 (m), 3060 (w), 2982 (w), 2931
(W), 2898 (w), 2931 (w), 2898 (w), 1741 (s), 1650 (s), 1540 (s), 1376 (w), 1352 (m), 1333 (m), 1317
(m), 1264 (m), 1237 (m), 1186 (s), 1149 (s), 1131 (s), 1114 (s), 1176 (s), 1176 (m), 957 (m). 'H-NMR
(400 MHz, DMSO-ds) 0 8.63 (d, J=3.5 Hz, 1H), 8.34 (d, /= 7.8 Hz, 1H), 7.67 (s, 1H), 7.60 (d, J =
10.0 Hz, 1H), 6.71 (dd, J=10.0, 2.7 Hz, 1H), 4.55 (td, /= 8.3, 5.5 Hz, 1H), 3.68-3.65 (m, 4H), 3.63
(s, 3H), 3.14-3.12 (m, 4H), 3.03 (dd, J = 14.8, 5.5 Hz, 1H), 2.92 (dd, J = 15.0, 8.8 Hz, 1H), 1.82 (s,
3H). PC-NMR (101 MHz, DMSO-ds) § 171.6, 169.5, 138.8, 134.9, 131.4, 118.5, 115.4, 65.4, 52.0,
51.4,45.2,28.1,22.3. LRMS (ESI): m/z (%) 387 (13) [M + H], 409 (base peak) [M + Na], 795 (10)
[2M + Na]. HRMS (ESI): m/z calculated for CisH2oN4OgNaS 409.11577; found 409.11393 [M + Na]*
(error —4.51 ppm).
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Methyl (Z)-N*-acetyl-N"-(2-(N-(2-hydroxyethyl)sulfamoyl)vinyl)-L-histidinate (5-His"): Prepared
as shown in general procedure 7; colorless gam; preparative RP-HPLC eluent (MeOH/H,O = 5:95—
15:85, v/v); yield, 13% (isolated). FT-IR (KBr) v cm™: 3322 (s), 3196 (w), 3056 (w), 2959 (w), 2929
(W), 1753 (s), 1739 (s), 1655 (s), 1536 (s), 1435 (m), 1409 (w), 1371 (m), 1304 (m), 1269 (m), 1252
(m), 1233 (m), 1215 (m), ,1165 (m), 1130 w), 1044 (w), 1006 (m). '"H-NMR (400 MHz, DMSO-ds) ¢
8.91 (s, 1H), 8.48 (d, /= 7.8 Hz, 1H), 7.87 (t, J=15.7 Hz, 1H), 7.37-7.31 (m, 2H), 7.08 (d, /= 9.0 Hz,
1H), 4.55 (td, J = 8.3, 5.3 Hz, 1H), 3.62 (s, 3H), 3.44 (t, /= 5.9 Hz, 2H), 3.11 (dd, /= 15.8, 5.1 Hz,
1H), 3.04-2.96 (m, 3H), 1.82 (s, 3H)."*C-NMR (101 MHz, DMSO-ds) 6 171.1, 169.7, 137.3, 129.9,
129.8, 126.3, 120.1, 60.2, 52.3, 50.6, 45.0, 25.1, 22.3. LRMS (ESI): m/z (%) 361 (20) [M + H], 383
(base peak) [M + Na], 743 (13) [2M + Na]. HRMS (ESI): m/z calculated for Ci3H20N4O¢NaS
383.10012; found 383.09829 [M + Na]* (error —4.80 ppm).

S163



Methyl (2)-IV*-acetyl-N"-(2-(/V-(2-hydroxyethyl)sulfamoyl)vinyl)-L-histidinate (5-His"): Prepared
as shown in general procedure 7; colorless oil; preparative RP-HPLC eluent (MeOH/H,O = 5:95—
15:85, v/v); yield, 13% (isolated). FT-IR (KBr) v cm™': 3398 (br), 2960 (w), 2877 (w), 1740 (m), 1675
(s), 1544 (m), 1502 (w), 1438 (m), 1377 (w), 1331 (m), 1203 (m), 1158 (m), 1052 (w), 1026 (w), 1002
(W), 832 (w), 801 (w), 764 (w), 721 (w), 687 (W), 623 (w). 'H-NMR (400 MHz, DMSO-ds) J 8.55 (s,
1H), 8.33 (d,J=7.7 Hz, 1H), 7.79 (t, J= 5.8 Hz, 1H), 7.64 (s, 1H), 7.38 (d, /= 10.0 Hz, 1H), 6.58 (d,
J=9.9 Hz, 1H), 4.57-4.51 (m, 1H), 3.62 (s, 3H), 3.46 (t, J = 6.0 Hz, 2H), 3.04-2.98 (m, 3H), 2.91
(dd, J=14.8, 8.7 Hz, 1H), 1.83 (s, 3H). '*C-NMR (101 MHz, DMSO-ds) 6 171.7, 169.5, 138.6, 134.9,
128.1, 120.4, 118.7, 60.0, 52.0, 51.5, 45.0, 28.2, 22.3. LRMS (ESI): m/z (%) 361 (20) [M + H], 383
(base peak) [M + Na], 743 (13) [2M + Na]. HRMS (ESI): m/z calculated for Ci3H20N4O¢NaS
383.10012; found 383.09927 [M + NaJ* (error —2.23 ppm).
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(S,2)-4-((2-(5-(2-Acetamido-3-methoxy-3-oxopropyl)-1 H-imidazol-1-
ylvinyl)sulfonamido)butanoic acid (6-His™): Prepared as shown in general procedure 7; colorless
oil; preparative RP-HPLC eluent (MeCN:H>O:TFA =1:9:0.01, v/v); yield, 9% (isolated). FT-IR (ATR)
vem!: 3131 (br), 1727 (m), 1668 (s), 1544 (w), 1435 (w), 1333 (m), 1188 (s), 1149 (s), 1016 (s), 996
(s), 825 (m), 767 (m), 714 (m). 'H-NMR (400 MHz, DMSO-ds) 6 9.07 (s, 1H), 8.49 (d, J= 7.9 Hz,
1H), 7.91 (t, J= 5.7 Hz, 1H), 7.46 (s, 1H), 7.43 (d, J=8.9 Hz, 1H), 7.17 (d, /= 8.9 Hz, 1H), 4.58 (td,
J=28.4,5.2 Hz, 1H), 3.65 (s, 3H), 3.13 (dd, J = 15.8, 5.3 Hz, 1H), 3.04-2.95 (m, 3H), 2.27 (t,J=7.3
Hz, 2H), 1.84 (s, 3H), 1.68 (quin, J = 7.2 Hz, 2H). *C-NMR (101 MHz, DMSO-d;) 6 174.0, 171.0,
169.7,137.1,131.1,130.3, 126.7, 118.9, 52.3, 50.5, 41.7, 30.5, 25.1, 24.9, 22.3. LRMS (ESI): m/z (%)
403 (68) [M + H], 425 (base peak) [M + Na]. HRMS (ESI): m/z calculated for CisH22N4O7NaS
425.11069; found 425.10857 [M + Na]* (error —4.98 ppm).
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(S,2)-4-((2-(4-(2-Acetamido-3-methoxy-3-oxopropyl)-1 H-imidazol-1-
ylvinyl)sulfonamido)butanoic acid (6-His™): Prepared as shown in general procedure 7; colorless
oil; preparative RP-HPLC eluent (MeCN:H>O:TFA = 1:9:0.01, v/v); yield, 10% (isolated). FT-IR
(KBr) v em!: 3415 (br), 3273 (br), 3141 (w), 2874 (w), 2628 (w), 1734 (m), 1673 (s), 1544 (w), 1437
(w), 1376 (w), 1334 (m), 1202 (s), 1158 (s), 1084 (w), 1026 (w), 999 (w), 833 (m), 801 (m), 765 (m),
721 (m), 686 (m), 624 (m), 570 (m). '"H-NMR (400 MHz, DMSO-ds) & 8.74 (s, 1H), 8.35 (d, J = 7.7
Hz, 1H), 7.83 (t,J= 5.7 Hz, 1H), 7.66 (s, 1H), 7.42 (d, J=9.9 Hz, 1H), 6.65 (d, /= 9.8 Hz, 1H), 4.56
(td, J=8.2,5.7 Hz, 1H), 3.63 (s, 3H), 3.05 (dd, J= 14.9, 5.5 Hz, 1H), 3.00-2.89 (m, 3H), 2.26 (t, J =
7.3 Hz, 2H), 1.83 (s, 3H), 1.68 (quin, J= 7.1 Hz, 2H) 3C-NMR (101 MHz, DMSO-d;) 6 174.0, 171.5,
169.5,138.3,133.7,128.3, 121.9, 119.1, 52.1,51.4,41.7, 30.6, 27.7, 24.8, 22.3. LRMS (ESI): m/z (%)
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403 (16) [M + H], 425 (base peak) [M + Na], 827 (8) [2M + Na]. HRMS (ESI): m/z calculated for
Ci5H22N4O7NaS 425.11069; found 425.10910 [M + Na]* (error —3.74 ppm).
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Methyl (Z)-V*-acetyl-N""-(2-(V,N-bis(2-hydroxyethyl)sulfamoyl)vinyl)-L-histidinate (7-His™"):
Prepared as shown in general procedure 7; colorless oil; preparative RP-HPLC eluent
(MeCN/H,0O/TFA = 12.5:87.5:0.01, v/v); yield, 40% (m:t = 1:4). FT-IR (KBr) v cm™': 3388 (br), 3060
(W), 2958 (w), 2882 (w), 1740 (m), 1675 (s), 1544 (m), 1503 (w), 1438 (w), 1375 (w), 1336 (m), 1203
(s), 1157 (s), 1074 (w), 1047 (w), 1001 (w), 924 (w), 836 (w), 801 (w), 761 (w), 723 (m). 'H-NMR
(400 MHz, DMSO-dg, n-form) ¢ 8.53 (s, 1H), 8.25 (d, /= 7.8 Hz, 1H), 7.61 (s, 1H), 7.48 (d, J=10.0
Hz, 1H), 6.70 (d, /= 10.0 Hz, 1H), 4.58-4.52 (m, 1H), 3.62 (s, 3H), 3.57 (t, J = 6.3 Hz, 2H), 3.32 (t,
J=6.0 Hz, 2H), 3.01-2.88 (m, 2H), 1.82 (s, 3H). '"H-NMR (400 MHz, DMSO-ds, t-form) J 8.61 (s,
1H), 8.34 (d, /= 7.8 Hz, 1H), 7.63 (s, 1H), 7.45 (d, /= 10.0 Hz, 1H), 6.75 (d, /= 10.0 Hz, 1H), 4.58—
4.52 (m, 1H), 3.62 (s, 3H), 3.55 (t, J= 6.3 Hz, 2H), 3.28 (t, J = 6.0 Hz, 2H), 3.02 (dd, J = 14.9, 5.8
Hz, 1H), 2.93 (dd, J = 14.6, 8.7 Hz, 1H), 1.82 (s, 1H). 3C-NMR (101 MHz, DMSO-d;, n-form) ¢
171.6, 169.5, 138.4, 134.1, 128.8, 120.4, 118.8, 59.3, 52.1, 51.4, 50.2, 40.1, 39.9, 39.7, 39.5, 39.3,
39.1, 38.9, 27.9, 22.3. 3C-NMR (101 MHz, DMSO-ds, t-form) 6 171.6, 169.5, 138.4, 134.1, 128.8,
120.4, 118.8, 59.3, 52.1, 51.4, 50.2, 40.1, 39.9, 39.7, 39.5, 39.3, 39.1, 38.9, 27.9, 22.3. LRMS (ESI):
m/z (%) 405 (11) [M + H], 427 (base peak) [M + Na], 831 (6) [2M + Na]. HRMS (ESI): m/z calculated
for CisH24N4O7NaS 427.12634; found 427.12623 [M + Na]* (error —0.26 ppm).
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Methyl acetyl-L-cysteinate (Ac-Cys-OMe) (Cys): N-Acetyl-L-cysteine (10.0 mmol, 1.63 g) was
dissolved distilled methanol (20 mL) in sealed tube. Acetyl chloride (0.2 mL) was added, and reaction

was stirred 3 hours at 55°C. After evaporation of the solvent, and was added saturated NaHCO3
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aqueous solution (75 mL). The aqueous layer was extracted three times with EtOAc (150 mL), and
dried over Na,SQj4. After concentration, chromatography was performed on the residue on a silica gel
column (Hexane:EtOAc = 1:1) to give light white solids Cys (1.18 g, yield 66%). FT-IR (NaCl) v cm
1: 3285 (br), 3060 (W), 2954 (w), 2849 (w), 2563 (W), 1742 (s), 1656 (s), 1541 (s), 1438 (m), 1374 (m),
1345 (m), 1312 (m), 1218 (s), 1179 (m), 1134 (m), 1039 8w), 714 (w). 'H-NMR (400 MHz, CDCl;3)
06.43 (d, J=3.0 Hz, 1H), 4.90 (dt, J= 7.4, 4.1 Hz, 1H), 3.80 (s, 3H), 3.02 (ddd, /=9.0, 7.4, 3.0 Hz,
2H), 2.08 (s, 3H.), 1.35 (t, J = 9.0 Hz, 1H). 3C-NMR (101 MHz, CDCls) 6 170.6, 169.9, 53.5, 52.9,
26.9,23.2. LRMS (EI): m/z (%) 60 [M — C4HsNOS + H] (base peak), 118 [M — C,H302] (25), 177 [M]
(6). HRMS (EI): m/z calculated for CsH1i1NOs3S 177.04596; found 177.0459 [M]" (error +0.34 ppm).
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Methyl acetyl-L-histidinate (Ac-His-OMe) (His): A suspension of N-acetyl-L-histidine monohydride
(2.15 g, 10.0 mmol) in dry MeOH (20 mL) was treated with thionyl chloride (2.18 mL, 3.0 equiv.) at
0 °C under an N2 atmosphere. The reaction mixture was stirred at room temperature for 15 hours. After
evaporation of the solvent, the residue was taken up in 4% NH3 in MeOH (20 mL). After evaporating
the solvent, acetone was added, and the mixture was filtered. After evaporating the solvent from the
filtrate, the oily residue was purified via column chromatography on silica gel (CHCls/MeOH/NH; =
9:1:0.04) to give off-white solid His (1.88 g, 89%). FT-IR (KBr) v cm™: 3338 (m), 3229 (m), 3192
(m), 3033 (m), 2960 (m), 2940 (m), 2863 (w), 1728 (s), 1658 (s), 1557 (s), 1493 (m), 1441 (m), 1376
(m), 1314 (m), 1267 (m), 1246 (s), 1143 (m), 1086 (w), 1064 (w), 1002 (m), 978 (m), 930 (w), 875
(w), 841 (w), 822 (w), 796 (W), 779 (w), 732 (w), 673 (W), 612 (m). 'H-NMR (400 MHz, DMSO-ds)
0 11.82 (br, 1H), 8.23 (d, /= 6.0 Hz, 1H), 7.51 (s, 1H), 6.81 (br, 1H), 4.44 (dt, /= 7.9, 5.3 Hz, 1H),
3.57 (s, 3H), 2.83 (dd, J= 14.2, 5.3 Hz, 1H), 2.76 (dd, J = 14.2, 8.1 Hz, 1H), 1.80 (s, 3H). ’'C-NMR
(101 MHz, DMSO-dy) 6 172.3, 169.3, 136.0, 134.9, 113.2, 52.5, 51.7, 29.8, 22.3. HRMS (ESI): m/z
calculated for CoH3N303Na 234.08546; found 234.08561 [M + Na]* (error +0.64 ppm).
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Methyl acetyl-L-serinate (Ac-Ser-OMe) (Ser): L-Serine methyl ester hydrochloride (1.556 g, 10.0
mmol) was dissolved in anhydrous DCM (50 mL). EtsN (3.48 mL, 2.5 equiv.) was added at 0 °C for
30 minutes. Acetyl chloride (785 pL, 1.1 equiv.) was added at 0 °C, and the mixture was stirred at 0 °C
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under an N atmosphere for 2 h and filter the precipitated EtsN-HCI. Remove the solvent under reduce
pressure and purify the residue by column chromatography on silica gel (EtOAc) to give colorless gam
Ser (1.28 g, 79%). FT-IR (NaCl) v cm™: 3311 (br), 3086 (m), 2956 (m), 2888 (w), 2249 (w), 1741 (s),
1655 (s), 1542 (s), 1438 (s), 1377 (s), 1348 (m), 1288 (m), 1226 (s), 1148 (m), 1080 (m), 982 (w), 917
(w), 856 (W), 732 (m). '"H-NMR (400 MHz, CDCls) § 6.58 (d, J = 5.4 Hz, 1H), 4.68 (dt, J= 7.4, 3.6
Hz, 1H), 3.99 (ddd, J=11.2, 5.6, 4.0, 1H), 3.92 (ddd, /= 11.2, 5.6, 3.4 Hz, 1H), 3.80 (s, 3H), 2.91 (4,
J =59 Hz, 1H), 2.08 (s, 3H). 3*C-NMR (101 MHz, CDCl3) § 171.1, 170.8, 63.3, 54.7, 52.8, 23.1.
LRMS (ESI): m/z (%) 184 (95) [M + Na], 345 (19) [2M + Na]. HRMS (ESI): m/z calculated for
CsH11NO4Na 184.05858; found 184.05832 [M + Na]* (error —1.37 ppm).
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Methyl acetyl-L-tyrosinate (Ac-Tyr-OMe) (Tyr): N-Acetyl-L-tyrosine (1.12 g, 5.00 mmol) was dry
MeOH (10 mL) in sealed tube. Acetyl chloride (33 pL) was added, and reaction was stirred 2 hours at
55°C. Remove the solvent under reduce pressure and purify the residue by column chromatography
on silica gel (Hexane:EtOAc = 1:3) to give off-white solids Tyr (1.14 g, yield 96%). FT-IR (KBr) v
cm': 3549 (m), 3351 (m), 3323 (s), 3273 (m), 3157 (br), 2957 (m), 2822 (m), 2749 (w), 2963 (w),
2615 (w), 2504 (w), 1731 (s), 1661 (s), 1615 (m), 1595 (m), 1547 (s), 1517 (s), 1450 (m), 1301 (m),
1378 (m), 1282 (m), 1240 (s), 1182 (m), 1173 (m), 1134 (m), 1110 (w), 1149 (m(, 1013 (m). 'H-NMR
(400 MHz, CDCl3) d 6.99 (s, 1H), 6.95-6.92 (m, 2H), 6.75-6.72 (m, 2H), 6.10 (d, /= 8.1 Hz, 1H),
4.87 (td, J=7.0, 5.2 Hz, 1H), 3.74 (s, 3H), 3.08 (dd, J= 14.0, 5.6 Hz, 1H), 2.97 (dd, /= 14.1, 6.3 Hz,
1H), 1.99 (s, 3H). 3C-NMR (101 MHz, CDCls) § 172.3, 170.0, 155.2, 130.3, 127.4, 115.5, 53.3, 52.4,
37.2,23.1. LRMS (EI): m/z (%) 107 (62) [M — CsHsNOs], 178 (base peak) [M — C2H30:], 237 (6) [M].
HRMS (EI): m/z calculated for Ci2H1sNO4 237.10011; found 237.1012 [M]" (error +4.8 ppm).
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5-(2-Hydroxyethyl)-6,7-dihydro-5H-1,4,5-oxathiazepine 4,4-dioxide (S1): Prepared as shown in

') OH

general procedure 7; colorless oil; silica gel column eluent (CHCI3/MeOH = 9:1, v/v); yield, 5%. FT-
IR (ATR) v cm!: 3513 (br), 3069 (w), 2945 (w), 1605 (m), 1450 (w), 1317 (s), 1284 (m), 1255 (m),
1137 (s), 1082 (s), 963 (w), 913 (w), 823 (m), 708 (s). '"H-NMR (400 MHz, CDCls) § 6.69 (d, J= 6.9
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Hz, 1H), 5.74 (d, J = 6.9 Hz, 1H), 4.65-4.62 (m, 2H), 3.80 (q, /= 5.0 Hz, 2H), 3.66-3.63 (m, 2H),
3.42 (t,J = 5.3 Hz, 2H), 2.17 (t, J = 5.0 Hz, 1H). *C-NMR (101 MHz, CDCI3) § 153.2, 110.1, 72.5,
61.5, 53.8, 51.0. LRMS (ESI): m/z (%) 194 (58) [M + H], 216 (34) [M + Na]. HRMS (ESI): m/z
calculated for CsH12NO4S 194.04870; found 194.04876 [M + H]" (error +0.29 ppm).
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Bis(2-((tert-butyldimethylsilyl)oxy)ethyl)amine (S2): Diethanolamine (2.63 g, 25 mmol), Et;N (8.7
mL, 2.5 equiv.), and #-butyldimethylsilyl (TBS) chloride (8.65 g, 2.3 equiv.) were added to DCM (100
mL) at 0 °C under N, and stirred for 6 hours. The reaction mixture was washed three times with
saturated NaHCO3, and the organic layer was dried over Na>SOj. After concentration, chromatography
was performed on the residue on a silica gel column (Hexane:EtOAc = 2:1, v/v) to give colorless oil
S2 (7.55 g, 90%). FT-IR (NaCl) v cm': 2954 (m), 2929 (m), 1885 (m), 1859 (m), 1471 (m), 1463 (m),
1254 (m), 1100 (s), 832 (s), 774 (s). 'H-NMR (400 MHz, CDCl3)  3.73 (t, J= 5.3 Hz, 4H), 2.73 (t,J
= 5.3 Hz, 4H), 1.69 (br, 1H), 0.90 (s, 18H), 0.06 (s, 12H). *C-NMR (101 MHz, CDCl3) 6 62.6, 51.8,
26.0, 18.3, =5.3. LRMS (EI): m/z (%) 334 (base peak) [M + H], 356 (23) [M +Na]. HRMS (ESI): m/z
calculated for Ci13H4oNO,Si» 334.25976; found 334.26090 [M + H]" (error +3.41 ppm).
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X_Resolution = 0.45739775[Hz]
X_sweep = 7.4940048 [k¥z]
*_Sweep_Clipped = 5.98520384 [kHz]
IFr_Domain = Proten
Irr_rreq = 399.78219838 [Miz]
Trr_offset = 5ippm]
- = Proten
24 = = = 399.78219838 [MHz]
= - I~ = Sippm]
= = 2[us)
= = FALSE
=16
Total_scans =16
Relaxation_Delay = 5(s]
Recvr_Gain = 56
= 21(dc)
= 6.2[us]
= 2.18628096(s)
= 45[deg]
- = 2.4[dB]
= = 3.1fus]
- = Off
g | = ofe
s = 500
= | = FaLsE
: L X :e
= - J J | Initial Wait =1[=]
B Phase = {0, SO, 270, 180, 180,
T T T Presat_Time = 5[8]
8.0 7.0 5.0 4.0 2.0 Lo 0 Presat_Time_Flag = FALSE
o Bolaxation Polay Salc = olx]
A\ Relaxation T y_Temp = 5
/ ) Lo Repetition ! u-e = 7.18628096 (=]
e == == “ mEwSermT mrer s
ﬁ EE 88 n EXII22Z=g R =
Ex e - MM PR pap) s
X : parts per Million : Proton
=
aE JEOL ;
= Filename = 20220113 _TK-01113A ;
= Autnor = aelta
Experiment = carbon. jxp
Sample_Td = 20220113 _TR-01113A_;
Solvent = CHLOROFORM-D
Actual _start Time = 14-JAN-2022 02:56:3
- Revision_Time = 6-SEP-2024 09:44:1
= Comment = TR-01113a
Data_Format = 1D comrLEX
Dim_size = 26214
X n = Carben13
Dim_Title = Carbonl3
= Dim Units = [ppm]
A Dimensions -
Spectrometer = TNM-ECE4DOS/T1
Fiela strengtn = 9.383766(T) (400 [H:
X Acq puzation = 1.03809024 (5]
= = 130
kg x rn( = 100.52530333 [MHz]
X ofeset = 100([ppm]
X_Points = 32768
X Prescans -
X_mesolution = 0.96330738 [Hz]
= | X_swee, = 31.56565657 [kiz]
- X_sweep_Clipped = 25.25252525 [kHa]
1Tr_Domain = proton
1rr_rreq = 395.78219838 [Miz)
Irr_offset = S(ppm]
Blanking = 5[us]
= clippea = PALSE
- scans = 4096
Total_Scans = 4038
Relaxation Delay = 2(8]
Recvr_oai =50
= Temp_Get = 211d¢]
i X_80_Width = 9.57[us]
P = 1.03808024 (2]
x_angle = 30[deg]
X Atn = 8[dB]
X_Pulse = 3.32333333[us]
—_— ITr_Atn Dec = 27.766[aB]
= Irr_Atn_Dec_c = 27.766[dB]
= Irr_Atn Dec_Default_Cale = 27.766[dB]
Z Trr_Atn_Noe = 27.7166[dB]
= Ire Dee Bandwidth _Hz = 4.7826087 [KHz]
] ITrr Dec Bandwidth Ppm = 11.56303566 [ppm]
El | 1rr Dec Freq = 399.78219838 [MAz]
= Irr_Dec_Merit_Factor =2.2
~ N R R . ~ ~ R R ~ R R ~ ~ Irr_Decoupling = TRUE
e B I B e I rmes =
Z002(]001900I80017I]0160015001400”0I]lll]l]l“ll]ll]l]l) 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 100 [ Irr Noise = WALTZ
Irr_ c!!lot Default =50
. = L.
# 1N Irx, p-mcn Default = 0.115[ms]
qss - = Trr Pwidth Default cale = 0.115[me]
W3 = = Irr_pwidth_Templ = 0.115(ms]
EEs = s Trr Wurst = PALSE

o

SI71




2.81

300

:JEDLO

20220827_TK-02026A_pro

delta

proton. 3xp

20220827_TR-02026A
FORM-

6-sEP-2024 09:50:42

X : parts per Mi

on : Carbonl

= TK-D2026A
= 1D comrLEX
1c = 104858
- = Proton
= _ = Proton
2 = [ppm]
“ =x
Spectrometer = JWM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
X_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.99520384 [kHz]
= Proton
= 395.79219838 [MHz]
= 5(ppm]
! = Proton
- 2 B = 399.78219038 ]
= = 5 = 5(ppm]
= = 2(us]
= TALSE
=18
Total_scans =16
Relaxation_Delay = 5[s]
Recvr gain =56
Temp_get. = 22(dc]
X_50_Width = 6.4[us]
X_Aoq_Time = 2.18628096(s]
X Angle = s5[deq]
X_atn = 2.4[4B]
X_Pulse = 3.2[us]
o Trr_Mode = oef
< ] Tei_Mode = ogs
] Dante_Loop - 500
= Dante Presat = FALSE
g | | Decimation Rate =0
= A y Lt A Initial Wait =1(s]
B Fhase = {0, 50, 270, 180, 18O,
- . - e e r. R T T T T T T prasat Time = 3is]
8.0 7.0 6.0 5.0 4.0 2.0 Lo 0 Presat_Time_Fla - razse
| | Relaxation_Delay Cale = 0[s]
Relaxation Delay Temp = 5
| X : Repetition Time — | = 7.18628036(s]
g g5 =D g SEY  %5%3zR E0E H
8 ¥ &% 2 833 388335 355 2
=o2d e - - mememadd 222 =
X : parts per Million : Proton
g
= JEOL
= = 20240914_TK-02026A
b = delta
= carbon. jxp
= 20240813_TK-02026A
= CHLOROFGRM-D
= 16-3EP-2024 18:58:0
= 17-5EP-2024 10:15:2
- = TR-02026R
= 1D compLEX
= 26214
= Carbon13
= Carbonl3
= = [ppm]
2 =x
= JNM-ECEA008/L1
Field strength = 9.389766[T] (400 [MK:
X_Acq_puration = 1.03809024 5]
= = 13¢
L = 100.52530333 [MHz]
= 100(ppm)
*_Points = 32768
X Prescans =4
X_Resolution = 0.96330739 [Hz]
= X_sweep = 31.56565657 [xHz]
- *_Sweep_Clipped = 25.25252525 [kHz]
TEr_Domain = proten
Irr_Freq = 399.76219838 [Mz)
Trr_offset = Sippm]
Blanking = S[us]
= clippea = TRUE
- gScans = 8192
Total_scans = 8192
Relaxation Delay -
= =
a -
z = Irr_Atn_Dec_calc =
s Trr_htn Dec_Default_Cale =
Z Trr_Atn_Hoe -
H Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
g Irr Dec Bandwidth_Fpm = 1i. -
e Irr Dec Freg = 399.78219838 [MHz)
= 1 | Irr_Dec_Merit_Factor =2.2
~ N o ) R N ~ ~ R R ~ R R R Irr_Decoupling = TRUE
I L R B e B R B B R L ERRAN [y 40 e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
1 | | Irr_offset Default = 5[
Trr_Pwidth = 0.115[ns]
Trr_Pwidth_Default = 0.115[ms)
qss 2 = g = Irr Pwidth Default cale = 0.115[ms)
nsn - a = s Irr_pwidth_Templ = 0.115(ms)
e % o = = Trr_Wurst =
Decimation_Rate =0

SI172




0.9

0.8

0.7

b
=

0.4

0.3

0.2

0.1

Loo

0.88
0.99

:JEDLO

abundance

w
b

S
X : parts per Million : Fro

b
&

6.857

0.000

e
(AR ERK]

20230427_TK-01075_prot:
delta
proton. 3xp
20230427_TK-01075

FORM-

= TK-01075
= 1D coup:
= 104858
= Proton
= Proton
= [pp=)
=x
Spectremeter = JWM-ECZ4005/L1
Fiela strength = 9.383766(T) (400[MHz])
X_Acq_puration = 2.18628096 (5]
X_Domain =
X_Freq = 395.78219838 [MHz]
x orfset = s(ppa]
X_Points = 16384
x_Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.595520384 [kHz]
= Proten
= 399.78219838 [MHz]
= 5[ppm]
= Proton
= 39978219838 [MHz]
= 5(ppml
= 2[us]
= FALSE
=18
Total_scans =16
Relaxation_Delay = 5[s]
Recvr_gain = 56
Temp_get. = 21.21dc]
X_80_Width = 6.4[us]
X_Aoq_Time = 2.18628096[s]
x_Angle = 45[aeq]
x_Atn = 2.4[dB]
X_Pulse = 3.2[us]
Trr_Mode = oef
Tri Mede = ofs
Dante_loop = s00
Dante Presat = FALSE
Decimation_Rate =0
| rnitial waie = 1[s]
Fhase = {0, 50, 270, 180, 18O,
Presat_Time = 5(s)
Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
Relaxation_Delay Temp = 5
Repetition Time = 7.18628096 (5]

10,0

9.0

=
*

6.0

5.0

4.0

3.0

:JEDLO

(thousandths)

X : parts per Mi

210.0 200.0 190.0 180.0 170.0 160.0

on : Carbonl

50.0140.0130.0120.0 110.0 100.0 90.0 80.0

70.0 60.0 50.0 40.0 30.0 20.0 100 0

47.006

77.000
76.684
23.595

Fiela strengtn
%_Acq_puration
X_Demain

*_Freq

X ofeset
*_Foints

X Prescans
X_Resolution
X_sweep
*_Sweep_Clipped
ITr_Domain
Irr_Freq
Irr_offset
Blanking
Clippea

scans
Tatal_scans

Relaxation Delay
Recvr_gain

Irr_bec_Merit_Factor
Irr_bDecoupling
Irr_Noo

1rr Noise

Irr_offset Default
Trr_pwidth
Trr_Pwidth_Default
Irr Pwidtn Default Cale
Irr_pwidth_Templ
Irr_Wurst
Decimation_Rate

20211013_TK-01075_1.

delta

carbon. jxp.

20211013_TR-01075_1

CHLOROFGRM-D

14-0CT-2021 02:03:3
6-5EF-2024 10:45:2

TR-01075_13C
1D COMPLE

26214

Carben13

Carbon13
(ppa]

TNM-ECZ4005/L1

9.389766(T) (400 [MH:
1.03809024 (3]
ac

100.52530333 [MHz]

4
0.96330738 [Hz]
31.56565657 [kHz]
25252528525 [kHz]
Proten
399.78219838 [Miz]

51 [us]
.03808024 (2]
30 [deg]

8[4B]
3.30333333 [us]
27.837
27.937[dB)

27.

27.837[aB)
4.7826087 [kHz]
11.96303566 [ppm]
299.78219838 [MAz)
2.2

TRUE

TRUE

WALTZ

50

0.115[ms]

0.115 [ms]
0.115[ms]
0.115[ms]

FPALSE

o




X : parts per Mi

on : Carbonl

: JEOL o
-
O\\ // = 20211012_TR-01074_re_p:
= delta
S /\/\ = proton.jxp
N = 20211012, TR-01074_re
= CHLOROFORM-D
H = 12-0CT-2021 16:13:34
Br = 6-SEP-2024 10:41:52
" = TE-01074_re
= 1D comPLEX
= 1e = 104858
= Proton
= Froton
i = [ppm]
2 [l =x
2 Pl = JHM-ECZ4008/L1
Field strength = 9.389766[T] (400[MHz])
X_Acq_puration = 2.18628096 (5]
XD =
g = 395.78219838 [MHz]
X ofeset = 5(ppm]
*_Points = 16384
o ¥ Prescans =1
= X_Resolution = 0.45739775 [Kz]
X_sweep = 7.4940048 [k¥z]
*_Sweep_Clipped = 5.38520384 [kHz]
TEr_Domain = Proten
Irr_Freq = 399.78219838 [Miz]
Trr_offset = Sippm]
= Froton
- - = 399.78219838 [MHz]
<] ] = 5(ppm]
= B 2 = 2[us)
= = FALSE
=16
_ Total_scans =16
b Relaxation_Delay = 5(s]
= 46
= 21.3[4c]
= 6.15[us]
= 2.18628096(s)
= 45[deg]
= 2.4[aB]
= 3.075[us]
. = ofe
g = ofe
s = 500
= = FALsE
2 3 =0
22 f J o | Tnitial_wait =1(s]
B Phase = {0, SO, 270, 180, 180,
T Presat_Time = 5[8)
8.0 7.0 5.0 4.0 0 Fresat_rime_Flag - FALsE
| Relaxafion_Delay_Cale = 0[s]
Relaxation Delay Temp = §
\ - £IN Repetition Time = 7.18628096 (%)
s w% =2 2 £85a CErRE2E782 H
N %X 8A8 2 2232 EERETRRERS 2
=oed 2% - mme e R R = = =
X : parts per Million : Proton
=
= JEOL
= = 20211011_TE-01074_c:
Ll = delta
= carbon. jxp
= 20211011_TR-01074
= CHLOROFGRM-D
= 12-0CT-2021 03:18:4
= 6-5EP-2024 10:38:0.
= TK-01074
= 1D compLEX
= 26214
= Carben13
= Carbonl3
= [ppm]
=x
= JNM-ECEA008/L1
o Fieia stresgen J———
X_Acq_puration = 1.03809024 5]
= 13¢
= 100.52530333 [MHz]
= 100(ppm)
= *_Points = 32768
v X_Prescans =4
X_Resolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [xHz]
*_Sweep_Clipped = 25.25252525 [kHz]
= TEr_Domain = proten
=] Irr_Freq = 399.76219838 [Mz)
Trr_offset = Sippm]
Blanking = S[us]
clippea = TRUE
scans = 4096
= Total_Scans = 4096
-
Relaxation Delay = 2[8]
=50
= 21.414c]
= 5.51[u
B = 1.03809024[s]
= 30(deg]
= B[aB]
= 3.30333333[us]
—_ . Atn | = 27.837[aB)
Z= Irr_Atn Dec_calc = 27.837(ds)
== Irr_Rtn Dec_Default_Calc = 27.837[dB]
Z Trr_Atn_Hoe = 27.837[
H Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
g Irr Dec Bandwidth_Fpm = 1i. -
e | Irr Dec Freg = 399.78219838 [MHz)
£= A Irr_Dec_Merit_Factor =2.2
= I R S ; R B ; S S S Irr_Decoupling = TRUE
I R B R I I B B AR AR L [l i e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
| | ‘ ‘ Irr_offset Default = 5[
Trr_Pwidth = 0.115[ns]
4 Trr_Pwidth_Default = 0.115[ms]
<3 e-23 e = &z Irr Pwidth Default cale = 0.115[ms)
k] nHSE 3 & s R Irr_pwidth_Templ = 0.115(ms)
an FREEE b - o Trr_Wurst -

S174




X : parts per Million : Carbonl

Decimation_Rate

- o
-
Filename = 20211015_TK-01077_prot:
R o 0O Ratner Daan -
\ /7 Experiment = proton.3xp
- S ¥ - 20211013 _TK-01077
- ~ Solvent = CHLOROFORM-D
N Emeatactmim - oerorvsi is:sw:ss
-] H Revision_Time = 6-5EP-2024 10:49:25
- B r = TR-01077
- = 1D comrLEX
. = 104858
= 1f D
= Proton
o = [ppm]
- =x
Spectrometer = JWM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
. X_Points = 16384
=] X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
27 = 5.99520384 [kHz]
= Proton
= 395.79219838 [MHz]
] = 5(ppm]
i = Proton
= 39978219838 [MHz]
o = 5(ppml
= = 2[us]
= TALSE
w; =16
= Total_scans =18
- Relaxation_Delay = 5(s]
= Recvr gain s
= 21.4[dc)
= 6.15[us]
g’ = 2.1B628096(s]
DA
o = 3.075[us]
. < = ore
< = Off
g =1 = s00
== = FALSE
: | ¥ -0
= - - S I S B - - B S Initial Wait =1(s]
B Fhase = {0, 50, 270, 180, 18O,
- e = = ,. e ' o e S e SRR (o Ty = 3is]
8.0 7.0 6.0 5.0 4.0 3.0 2.0 Lo 0 Presat_Time_Fla = FALSE
1 | Relaxation_Delay Cale = 0[s]
|| e it o
! / Repetition Time = 7.18628096 =]
2 @ 3 52 2 55 E
8 =x =3 b e M 3
=8d &g - - - =
X : parts per Million : Proton
=
JEOL
=
a = 20211015_TK-01077_1.
= delta
= carbon. jxp.
= = 20211015_mR-01077_1
= = CHLOROTORM-D
= 15-ocT-2021 21:03:2
= 6-5EP-2024 10:50:3
=
== = TR-01077_13C
- = 1D COMPLE!
= 26214
= Carbonl3
< = Carbon13
= (ppm]
= JNM-ECEA4D0S/L1
g
® Field Strength = 9.389766(T] (400 [dN:
%_Acq_puration = 1.038090241s]
X_Domain = 13¢
X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
X Prescans =4
= %_Resolution = 0.9633073 [Kz]
3 X_sweep = 31.56565657 [xHz]
X_Sweep_Clipped = 25.25252525 [kHz]
IEr Domain = proten
- Irr_rreq = 399.78219838 [M0iz)
b Trr_offset = 5(ppm]
Blanking = 5[us]
Clippea = TRUE
scans = 4036
E Tota_scans = t0se
Relaxation Delay = 2(8)
Recv_Gain =50
= Temp_get = 21.314]
- X_80_3 = 5.91[us]
X Aeg Time = 1.03209024[s]
*_angle = 30(deg]
= X_Atn = 8[aB]
S X_Pulse = 3.30333333[us]
—_ IEr_Atn Dec = 27.837
z Irr_Atn Dec_C = 27.837(dB)
sS. Trr_htn Dec_Default_Cale = 27.837[dB]
2 =] Trr_Atn_Moe = 27.837[dB)
H Irr_Dec_Banawidth Hz = 4.7826087 [kHz]
Z IrrDec_Bandwidth_Fpm = 11.56303566(ppm]
e | Irr Dec Freq = 393.78219838 [MHz)
= Irr_Dec_Merit_Factor =2.2
~ o ~ o . ~ . ~ ~ ~ ~ o | Trr_pecoupling = TRUE
I R T S T I R S A B RRARARRRRE [y st = aue
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 $0.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0  |zrimosee Z wauzz
1 Irr_offset Default =50
A Trr_Pwidth = 0.115[ms]
~ N Trr_Pwidth_Default = 0.115[ms]
= ez = Irr Pwidth Default cale = 0.115[ms)
] mase = Irr_pwidth_Templ = 0.115(ms]
= cEEE 2 Trr Wurst = PALSE

o

SI175




abundance

0.09

0.08

0.04

0.02
I

0.01
|

:JEDLO

8.0

7.267
6. 850

=
i
x
<

X : parts per Million : Proton

6.0

6.172
6.165

4.611

0.000

20211018_TK-01079_re_p:
delta

proton.jxp
20211018_TK-01079_re
CHLOROFORM-D
18-0€7-2021 11:51:56
6-SEP-2024 10:55:04

TE-01079_re

x
THM-ECZ4005/L1

Fiela strength = 9.383766[T] (400 [MHzZ])
X_Acq_puration = 2.18628096 (5]
%D =
eg = 395.78219838 [MHz]
X orrmae = s[ppm]
nts = 16384
x Prescans =1
X_Resolution = 0.45739775[Hz]
X_sweep = 7.4540048[xHz]
X_sweep_Clipped = 5.89520384 [kHz]
IFr_Domain = Proten
Irr_rreq = 399.78219838 [MHz]
Trr_offset = 5ppm)
= Proten
= 399.78219838 [MHz]
= Sippm]
= 2[us)
= FALSE
=16
Total_scans =16
Relaxation_Delay 5(s)
Recvr_Gain 6

22.6(4c]

6.15[us]

2.18628096(s]
5 [deg)

2.4[dB]

3.075 [us]

ofe

ofg
500
FALSE
o

Initial Wait 1(s]
Phase {0, so, 270, 180, 180,
Presat_Time s8]
Presat_time_Flag TALSE

Relaxation _Pelay_cale
Relaxation_Delay Temp
Repetition - e

RN
o«

ors]

7.18628096(5]

(thousandths)

<
=

=2
-

2.0

1.0

:JEDLO

X : parts per Mi

21002(]0!]1900I800170016001<DUl4l]0lJ|]I]11l]0110l]ll]l]0 900 80!] 700 60.0 50.0 40.00 30.0 20.0 10.0 0
I

on : Carbonl

gs
LA
Ms
88

77.316
77.000
76.674

53.436

33.753

A0
24.611

Filename

Field strength
¥ Acq_puzation

by rnq
X ofeset
X_Foints

X Prescans
X_Resolution

Total_scans

Relaxation Delay
Recvr_oai
Temp_Get
X_s0_width

X1

x_angle

Irr_htn Dec_Default Cale

Irr_Atn_Noe
Ire Dee Bandwidth _Hz
Irr_Dec_Bandwidth_Fpm
1rr Dec Freq
Irr_pec_Merit_Factor
Irr_Decoupling

1rr_Noe

1rr Noise

1zr_c c!!lot Default
Trr_Pui
Zxx_?-dﬂth_n-!iult

Irr Pwidth Default Cale
Irr_pwidth_Templ
Irr_Wurst
Decimation_Rate

20211023_TR-01078_3.
delta

carbon. jxp
20211023_TR-01079_1!
CHLOROFGRM-D
24-0CT-2021 03:32:5
6-SEP-2024 10:56:3

TK-01078_13C_xe
1D COMPLEX

26214
Carbon13
Carbonl3
(ppa]

THM-ECZ4005/L1

9.383766(T] (400 [MH:
1.03809024 (5]
3¢

100.52530333 [MHz)
100 [ppm]
32768

0.96330735 [Hz]
31.56565657 [kHz]
2525252525 [kHz]
Proten
39976219838 [Miz)
5 [ppm]

5[us]

FALSE

2048

2048

28]

50

22.814c]
9.97[us]
1.03809024 (5]
30 [deg]

8[dB]
3.32333333 [us]
27.766[a8]
27.766[dB]
27.766[4B]
27.766[aB]
4.7826087 (kHz]
11.96303566 [ppm]
299.78219838 [Maz]
2

TRUE
TRUE
WALTZ

)
0.115[ms]
0.115[ms]
0.115 [me]
0.115[ms]
FALSE

o

SI176




X : parts per Mi

on : Carbonl

Decimation_Rate

-
=
B e JEOL
? g
= "3
=
s O O Filename = 20230905_TK-02166_prot:
- \ 7 Author = gelta
- Experiment = proton.jxp
3 S - o S
= N Solvent = CHLOROFORM-D
=] Actual Start Time = 5-sEP-2023 19:12:53
= H Revision_Time = 6-SEP-2023 19:14:54
s
pt Br = TR-02166
= 1D comrLEX
= 1 h = 104858
d = Proton
= = Proton
=4 = [ppm)
s =x
Spectrometer = JWM-ECZ4005/L1
~
= Fiela strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 5]
= X Domain -
= X_Freq = 395.78219838 [MHz]
| X ossset = 5(ppm]
- £ X_Points = 16384
= = X Prescans =1
. X_Resolution = 0.45739775 [Hz]
2 = 7.4940048 [kHz]
= = 5.58520384 [kKz]
ol = Proten
2 = 399.78219838 [MHz]
= = 5[ppm]
= = Proton
= = 39978219838 [MHz]
= = 5(ppm]
= = 2[us]
= = FALSE
e =16
w Total_scans =16
g .
= Relaxation_Delay = 5[s]
= 2 = —a Recvr gain '
=t 5 = 2 = 23.5(dc]
ol = - = = &.4[us]
2 = 2.1B628096(s]
= = 45[deg]
| = 2.4[4B]
o ‘ = 3.2[us]
" = = off
g3 | o
= = s00
=2 } = FaLse
2 ) 3 =0
22 B L I o e | Initial Wait = 1(s)
B Fhase = {0, 50, 270, 180, 18O,
- e ' = e e v T T T T T T T T T T T pragat Tima = 3is]
8.0 7.0 6.0 5.0 4.0 3.0 Lo 0 Prosat_Time_Fla = rALsE
| 1 Relaxation_Delay Cale = 0[s]
\ p Relaxation Delay_Temp = §
- / Repetition Time = 7.18628096 =]
e 25 £s b3 IeZEITE H N
s K3 == g £53383cq g
=23 g - P e o o =
X : parts per Million : Proton
= 20230905_TK-02166_1.
= delta
= carbon. jxp
= = 20230505_TK-02166_1
] = CHLOROTORM-D
= 6-3EP-2023 07:36:2
= €-5EP-2023 19:32:0
= TR-02166
= 1p comrrEX
= 26214
= = Carbonl3
i = Carbonl3
= (ppm]
= JNM-ECEA4D0S/L1
Field strength = 9.383766[T] (400 [M:
%_Acq_puration = 1.038090241s]
= X Damain - e
- X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
X Prescans =4
%_Resolution = 0.9633073 [Kz]
X_sweep = 31.56565657 [xHz]
- X_Sweep_Clipped = 25.25252525 [kHz]
= IEr Domain = proten
Irr_rreq = 399.78219838 [M0iz)
Trr_offset = 5(ppm]
Blanking = 5[us]
Clippea = FALSE
scans = 4036
Total_scans = 4038
=
P Relaxation Delay =
Recv_Gain =
Temp_get =
X_80_3 -
X Aeg Time -
*_angle =
X_Atn =
X_Fulse -
—_ IEr_Atn Dec -
z Irr_Atn Dec_C =
= Trr_htn Dec_Default_Cale =
2 Trr_Atn_Moe =27,
H Irr_Dec_Banawidth Hz = 4.7826087 [KHz]
] TrrDec Bandwidth Ppm = 11.56303566 [ppm]
e | | Irr Dec Freq = 393.78219838 [MHz)
e - ' Irr_Dec_Merit_Factor =22
~ N R o o o N ~ R o ~ R ~ o Irr_Decoupling = TRUE
I I B B B I B B B B AARA [t = aue
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10. [ Irr Noise = WALTZ
1 Irr_offset Default =5
| e oeean: .
Trr_Pwidth_Default = 0.115[ms]
] é 9 g 32 5 Irr Pwidth Default Calc = 0.115[ms]
] ase L s Irr_pwidth_Templ = 0.115(ms]
-] EEs g w3 s Trr Wurst = PALSE

o

SI177




(thousandths)

2.0

1.0

i,

X : parts per Mi

210.0 200.0 190.0 180.0 170.0 160.0

on : Carbonl

50.0140.0130.0120.0 110.0 100.0 90.0 80.0

|

77.000
76.684

70.0 60.0 50.0 40.0 30.0 20.0 100 0

s

4.1

Relaxation Delay
Recvr_gain

Irr_bec_Merit_Factor
Irr_bDecoupling
Irr_Noo

1rr Noise

Irr_offset Default
Trr_pwidth
Trr_Pwidth_Default
Irr Pwidtn Default Cale
Irr_pwidth_Templ
Irr_Wurst
Decimation_Rate

2 5 JEOL
- \\ 7/
~
Filename = 20211021_TK-01081_prot
Auther = gelta
Experiment = proton.3xp
B s . 1. = 20211021_TK-01081
r Solvent = CHLOROFORM-D
Actual Start Time = 21-0cT-2021 13:16:30
. Revision_Time = 6-5EP-2024 11:03:21
1 I = TK-01081
= 1D comrrEX
= 104858
= Proton
= Proton
o | - Lo
L Spectrometer = JHM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
X_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
- = 5.99520384 [kHz]
3 = Proton
= 395.79219838 [MHz]
= 5(ppm]
= Proton
= 39978219838 [MHz]
- = 5 (ppm]
= = 2[us]
= TALSE
=18
Total_scans =16
4 Relaxation_Delay = 5[s]
- = Recvr gain '
Temp_get. = 22.81dc]
X_50_Width = 6.2[us]
X_Aoq_Time = 2.18628096(s]
X Angle = s5[deq]
| X_atn = 2.4[dB]
X_Pulse = 3.1[us]
o , Irr_Mode = Off
< Tei_Mode = ogs
£ ' Dante_tacp - 500
= Dante Presat = FALSE
g Decimation Rate =0
2.1 I Initial Wait = 1[s]
B Fhase = {0, 50, 270, 180, 18O,
— e T T T T T T T T T T T pragat Tima = 3is]
5.0 4.0 3.0 2.0 Lo 0 Prosat_Time_Fla = FALsE
| Relaxation_Delay Cale = 0[s]
Relaxation Delay Temp = 5
\ £ A Repetition Time = 7.18628096[=]
o - e [ = =
S5 2 EE] & s
e e - - - =
= o
-
= 20211021_TK-01081_1.
= delta
= carbon. jxp
= = 20211021_TR-01081_1
=] = CHLOROFGRM-D
= 21-0cT-2021 20:23:1
= 6-5EP-2024 11:04:2
= TK-01081_13C
= = 1D comPLE
~ = 26214
= Carbonl3
= Carbonl3
= (ppm]
= = JNM-ECEA4D0S/L1
=
Field strength = 9.383766[T] (400 [M:
%_Acq_puration = 1.038090241s]
X_Domain = 13¢
X_Freq = 100.52530333 [MHz]
= Xotaet = Yoo(ppm)
w X_Foints = 32768
X Prescans =4
%_Resolution = 0.9633073 [Kz]
X_sweep = 31.56565657 [xHz]
X_Sweep_Clipped = 25.25252525 [kHz]
IEr Domain = proten
Irr_rreq = 399.78219838 [M0iz)
Trr_offset = 5(ppm]
Blanking = 5[us]
Clippea = FALSE
scans = 2048
Total_scans = 2048

57 [us]
.03808024 (2]
30 [deg]

8[4B]
3.32333333 [us]
27.766[a8]
27.766[dB)

27.

27.766[aB)
4.7826087 [kHz]
11.96303566 [ppm]
299.78219838 [MAz)
2.2

TRUE

TRUE

WALTZ

50

0.115[ms]

0.115 [ms]
0.115[ms]
0.115[ms]

FPALSE

o
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20220803_TK-02015_prot:
delta

proton.3xp
20220803_TK-02015
CHLOROFORM-D
3-AUG-2022 14:27:27
20-AUG-2022 15:42:03

X : parts per Million : Carbonl

1 H = TK-02015
j g
= 104858
= Proton
g 2 = Proton
33 - Lo
Spectrometer = JWM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
. X otsat = Sippm
= X_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.99520384 [kHz]
= Proton
= 395.79219838 [MHz]
= 5(ppm]
= Proton
] = = 2 39578219838 sz
= - -5 z = 5(ppml
2 = 2(us]
= TALSE
=18
Total_scans =16
Relaxation_Delay = 5[s]
Recvr gain s
Temp_get. = 21.8(dc)
- X_50_Width = &.4[us]
= X_Acq_Time = 2.18628096[s]
X Angle = s5[deq]
X_atn = 2.4[4B]
X_Pulse = 3.2[us]
o Trr_Mode = oef
< Tei_Mode = ogs
] Dante_Loop - 500
= Dante Presat = FALSE
g Decimation Rate =0
2= _ I . | Initial Wait =1(s]
B Fhase = {0, 50, 270, 180, 18O,
- e = = R T T T T T T T T T T T pragat Tima = 3is]
8.0 7.0 5.0 2.0 Lo 0 Presat_Time_Fla = FALSE
| Relaxation_Delay Cale = 0[s]
) | Bajtetin Bular o0 - oo
A Repetition Time = 7.18628096 =]
§ 73 =% g L EEEELED § % H
4 3% &% 2 RNEAAATNS g 5 2
=o2E R w M = - =
X : parts per Million : Proton
= o
=
= 20220815_TK-02015_c:
= delta
= carbon. jxp
= 20220813_TR-02015
= = CHLOROFORM-D
L = 19-AUG-2022 11:15:4
= 20-AUG-2022 15:28:0;
= TK-02015
= 1D compLEX
= = 26214
= Carben13
= Carbonl3
= [ppm]
=x
= = JNM-ECEA008/L1
=
Field strength = 9.389766[T] (400 [MK:
X_Acq_puration = 1.03809024 5]
= 13¢
= 100.52530333 [MHz]
= = 100 [ppm]
wi *_Points = 32768
X Prescans =4
X_Resolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [xHz]
*_Sweep_Clipped = 25.25252525 [kHz]
=2 Irr Domain = Proton
-+ Irr_Freq = 399.79219838 [MHz]
Trr_offset = Sippm]
Blanking = S[us]
clippea = TRUE
- scans = 4096
5 Total_scans = 4036
Relaxation Delay -
= -
- -
z= Irr_Atn Dec_calc =
- Irr_htn Dec Default Cale =
Z Trr_Atn_Hoe = [48]
H Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
g Irr Dec Bandwidth_Fpm = 1i. -
£= - Irr_Dec_Merit_Factor =2.2
~ ~ o ) R N N N R ~ o I o Irr_Decoupling = TRUE
I I R B e A B B B I ARG LA (-l 4 e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
| l\ Irr_offset Default = 5[
Trr_Pwidth = 0.115[ns]
) Trr_Pwidth_Default = 0.115[ms]
e 2 ) = Irr Pwidth Default cale = 0.115[ms)
an = ] 2 Irr_pwidth_Templ = 0.115(ms)
85 ® 2 Trr_Wurst =
- Decimation_Rate =0
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abundance

0.6

0.4

0.3

0.2

\//

N/S\N/\/OTBS
H
Br

1.00

1k

1.01

“w
-]

213

.12

S
&
X : parts per Million : Proton

v =
q %3
32

e
o
Ny
R

935

6.00

:JEDLO

Relaxation Delay_cCale
Relaxation

20220713_TK-01191_13C_j
delta

proton. jxp
20220713_TR-01191_13¢
CHLOROFORM-D
14-JUL-2022 0B:04:43
15-0UL-2022 17:24:38

ors]

= TR-01181

= 1D comPLEX

= 104858

= Proten

= Proten

= [ppm]

=x

= DMe-ECZ4005/L1
Fiela strength = 9.383766[T] (400 [MHzZ])
X_Acq_puration = 2.18628096 (5]
%D =

g = 395.78219838 [MHz]

X ofsset = s[ppm]
*_Points = 16384
X Prescans =1
X_Resolution = 0.45739775[Hz]
X_sweep = 7.4540048[xHz]
*_Sweep_Clipped = 5.98520384 [kHz]
IFr_Domain = Proten
Irr_rreq = 399.78219838 [MHz]
Trr_offset = 5ippm]

= Proten

= 399.78219838 [MHz]

= 5(ppm]

= 2[us)

= FALSE

=16
Total_scans =16
Relaxation_Delay = 5(s]
Recvr_Gain = 46
Temp_get = 21.7(4c]
X_80_Width = 6.2[us]
*_hog_Time = 2.18628096(s]
x_Angle = 45[deq]
x_atn = 2.4[dB]
X_Pulse = 3.1[us]
Trr_Mode = ofe
Tri Mede = ofe
Dante_Loop = 500
Dante Presat = FaLsE
Decimation_Rate =0
Initial Wait =1[=]
Phase = {0, SO, 270, 180, 180,
Presat_Time = 5[s]
Presat_time_rlag = FALSE

=5

lay_Temp

Repetition Time

7.18628096(5]

(thousandths)

:JEDLO

210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 1
Il  §

X : parts per Mi

on : Carbonl

128.389
127.096

s
SFas
aes
=
[y

61.215

45.681

25.835

18.226

0.

Fiela strengtn
%_Acq_puration
X_Demain
*_Freq

X ofeset
*_Foints

X Prescans
X_Resolution
X_sweep
*_Sweep_Clipped
ITr_Domain
Irr_Freq
Irr_offset
Blanking
Clippea

scans
Tatal_scans

Relaxation Delay
Recvr_gain

Irr_bec_Merit_Factor
Irr_bDecoupling
Irr_Noo

1rr Noise

Irr_offset Default
Trr_pwidth
Trr_Pwidth_Default
Irr Pwidtn Default Cale
Irr_pwidth_Templ
Irr_Wurst
Decimation_Rate

20220713_TK-01181_1.

delta

carbon. jxp.

20220713_TR-01191_1

CHLOROFGRM-D

14-JUL-2022 08:08:2)
6-5EF-2024 11:11:0

TR-01191
1D coMPLEX
26214
Carben13
Carbon13
(ppa]

TNM-ECZ4005/L1

9.389766(T) (400 [MH:
1.03809024 (3]
ac

100.52530333 [MHz]

4
0.96330738 [Hz]
31.56565657 [kHz]
25252528525 [kHz]
Proten
399.78219838 [Miz]

57 [us]
.03808024 (2]
30 [deg]

8[4B]
3.32333333 [us]
27.766[a8]
27.766[dB)

27.

27.766[aB)
4.7826087 [kHz]
11.96303566 [ppm]
299.78219838 [MAz)
2.2

TRUE

TRUE

WALTZ

50

0.115[ms]

0.115 [ms]
0.115[ms]
0.115[ms]

FPALSE

o
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a
g n JEOL
E =
s o 0
= \ /7 Filename = 20220715_TK-02003_prot
S NHBoc Autnor - aeita
- ~ N /\/ Experiment = proton.jxp
a s . 1. = 20220715_TK-02003
= H Solvent = CHLOROFORM-D
Actual Start Time = 15-JUL-2022 17:15:19
. Br Revision_Time = 16-JUL-2022 21:20:40
o
= 1 I = TK-02003
= 1D comrrEX
= 104858
p = Proton
= = Proton
E = [ppm]
= =x
= Spectrometer = JWM-ECZ4005/L1
=
E Fiela strength = 9.383766[T] (400[MHz])
- X_Acq_puration = 2.18628096 5]
= X _Domain =
= X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
- X_Points = 16384
= X Prescans =1
s X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
-~ = 5.595520384 [kHz]
= = Proten
= = 395.78219386 [Miz]
E = 5(ppm]
= Proton
= 39978219838 [MHz]
= 5 (ppm]
E = 2[us]
= TALSE
g =16
= Total_scans =16
=
- fiiped Relaxation_Delay = 5(s)
= Recvr gain '
= = 23.9[dc)
= 6.2[us]
- = 2.1B628096(s]
= s w = s5[deq]
= - =] g = 2.4[dB]
= = 3.1[us]
- = Off
g2 = ofs
g = = 500
= | \ = FALSE
2 . f 3 =0
21 _ A U - | Initial Wait = 1[s]
B Fhase = {0, 50, 270, 180, 18O,
- e = = e e T T T T T T T T T T T T T T ppagat Tima = 3is]
8.0 6.0 5.0 4.0 2.0 Lo 0 Presat_time_Flag = FALSE
1 Relaxation_Delay Cale = 0[s]
\ Relaxation Delay Temp = 5[s]
A N Repetition Time = 7.18628096 =]
L e =m - i MW ST oA 2= = -
8 ZR R/§ i ) AHRRREISS 23 g
sodd e e w - e == =
X : parts per Million : Proton
< JEOL
]
= 20220716_TK-02003 1.
- = delta
= = carbon. jxp
= 20220715_TK-02003_1
= CHLOROTORM-D
= 19-JuL-2022 07:30:3
= 6-5EP-2024 11:14:0
]
= = TR-02003
= 1p comrrEx
= 26214
= Carbonl3
e ] = Carbonl13
~ = (ppm]
= JNM-ECEA4D0S/L1
= Field strength = 9.383766[T] (400 [M:
3 %_Acq_puration = 1.038090241s]
X_Domain = 13¢
X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
=] X Prescans -
w %_Resolution = 0.9633073 [Kz]
X_sweep = 31.56565657 [xHz]
X_Sweep_Clipped = 25.25252525 [kHz]
IEr Domain = proten
= ] Irr_rreq = 399.78219838 [M0iz)
-+ Trr_offset = 5(ppm]
Blanking = 5[us]
Clippea = FALSE
scans = 4036
= Total_scans = 4038
hd Relaxation Delay = 2[2]
Recv_Gain =50
= 21.8[4c]
- 87 [us]
= = 1.03803024(s]
= = 30[deq]
= 8[aB]
= 3.32333333[us]
—_ = 27.766[aB]
Z= = 27.766[dB)
= = 27.766[4B]
2 = 27.766[dB]
H = 4.7826087 [KHz]
2 l J = 11.56303566 [ppm]
e “Dec = 393.78219838 [MHz)
) - - Irr_Dec_Merit_Factor =2.2
= S § — § ; , S R . B B Irr_Decoupling = TRUE
I R B e R B B B B AR L [t = aue
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
1 | ‘ Irr_offset Default =50
Trr_Pwidth = 0.115[ms]
- Trr_Pwidth_Default = 0.115[ms]
= GE ss wx w = Irr Pwidth Default cale = 0.115[ms)
5 = =5 Ega] L] = Irr_pwidth_Templ = 0.115(ms]
g E1S =8 Is = = Trr Wurst = PALSE
£ == Decimation_Rate =0
X : parts per Million : Carbonl -

SI81




:JEDLO

X : parts per Mi

=
Filename = 20220803_TK-02017_prot:
n 0. 0 T - oo o>
\\ 7/ Expariment = proton.3jxp
1 = 20220803_TR-02017
. s’ OMe e T
al N ACLUAL Start Time = 3-AUG-2022 14:34:21
Revision_Time = 20-AUG-2022 15:49:59
— B H O = TR-02017
s r = 10 comprEX
= 104858
1m = Proton
= Proton
2 = [ppm)
& =x
Spectrometer = JMM-ECZA008/11
EN
2 riela strengen = 2.588Te6te] (400 Dom1)
X_Acq_puration = 2.18628096 5]
X _Domain =
= X_Freq = 395.78219838 [MHz]
= X ossset = 5(ppm]
X_Points = 16384
X Prescans =1
= X_Resolution = 0.45739775 [Hz]
= = 7.4940048 [kHz]
= 5.99520384 [kHz]
= Proton
g, = 399.78219838 [MHz]
= 5(ppm]
- . = Proton
- 2 g = 39978219838 [MHz]
=‘ - - = 5(ppm]
= 2(us]
= TALSE
=18
Total_scans =16
Relaxation_Delay = 5[s]
- Recvr gain =56
= = 21.8(dc]
= 6.4[us]
= 2.1B628096(s]
e = 45[deg]
= = 2.4[4B]
= 3.2[us]
. = off
8= = off
== - 500
= = FALSE
2 3 =0
2.1 B B S B B NV N N Initial Wait = 1[s]
B Fhase = {0, S0, 270, 180, 180,
- e = = e e e T T T T T T T T T T T pragat Tima = 3is]
8.0 7.0 6.0 5.0 4.0 3.0 2.0 Lo 0 Presat_Time_Fla = FALSE
| | Relaxation_belay Calc = 0(s]
\ Relaxation Delay Temp = 5[s]
/ SN Repetition Time = 7.18628096 =]
-y qe B = H
4 2% HA L] 3 2
IS ) EE = =
X : parts per Million : Proton
= o
=
= 20220820_TK-02017_c:
= delta
= carbon. jxp
= 20220820_TK-02017
= = CHLOROFORM-D
«® = 20-AUG-2022 08:03 ;3!
= 20-AUG-2022 18:52:0
= TK-02017
= 10 comerex
= 26214
= Carbon13
= Carbonl3
= [ppm]
=x
= = JNM-ECEA008/L1
@
Field strength = 9.389766[T] (400 [MK:
X_Acq_puration = 1.03809024 5]
= 100.52530333 [MHz]
= = 100 [ppm]
v X_Points = 32768
X Prescans =4
X_Resolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [XNz]
*_Sweep_Clipped = 25.25252525 [kHz]
3 ITr bomain = Proton
Irr_Freq = 359.78219836 (Miiz)
Trr_offset = Sippm]
Blanking = S[us]
clippea = TRUE
- scans = 4096
- Total_secans = 4036
Relaxation Delay -
= -
P -
z= Irr_Atn Dec_calc =
Al Irr_htn Dec Default Cale =
2 Trr_Atn_Mow = 27.45[aB]
H Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
g Irr Dec Bandwidth_Fpm = 1i. -
e Irr Dec Freg = 399.78219838 [MHz)
= . . Irr_Dec_Merit_Factor =2.2
= R § S § ; ; S I , S B Irr_Decoupling = TRUE
I L R B e B R B B R L ERRAN [y 40 e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
I 1 Irr_offset Default = 5[
[ Trr_Pwidth = 0.115[ms]
[ Trr_Pwidth_Default = 0.115[ms]
" EE qss z = = Irr Pwidth Default cale = 0.115[ms)
2 1 me = i = Irr_pwidth_Templ = 0.115(ms]
g A& RS @3 = Irz Wurst =
b - Decimation_Rate =0
on : Carbonl -

SI182




011 0.12 0.13 0.14 0.15 0.16 0.17

OEt

310

:JEDLO

e
(AR ERK]

20220907_TK-02036_prot:
delta

proton. 3xp
20220907_TX-02036
CHLOROFGRM-D
7-5EP-2022 20:40:17
1-0cT-2022 18:13:11

X : parts per Mi

on : Carbonl

Decimation_Rate

1 n = TR-02036
= 1p coup:
= 104858
= Proton
= Proton
w w = [ppm]
= s = =X
] e o Spectrometer = JWM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
- X_Acq_puration = 2.18628096 5]
= X _Domain =
X_Freq = 395.78219838 [MHz]
- X ossset = 5(ppm]
= X_Points = 16384
= X Prescans =1
X_Resolution = 0.45739775 [Hz]
= | = 704540048 [xHe]
= = 5.595520384 [kHz]
= Proten
= = 395.79219838 [MHz]
=1 = 5(ppm]
= Proton
o - = 39978219838 [MHz]
S -3 = 5[ppm]
= - = = 2[us)
v = = TALSE
S =16
s Total_scans =16
p<4 Relaxation_Delay = 5(s]
= Recvr gain =56
Temp_get. = 21.8(dc]
] X_50_Width = 6.4[us]
=7 X_Aoq_Time = 2.18628096(s]
X Angle = s5[deq]
~ X_atn = 2.4[dB]
= X Pulse = 3 2[us]
i Trr_Mode = oef
- I Tei_Mode = ogs
£= Dante_Loop = 500
=< Dante Presat = FALSE
g | _' Decimation Rate =0
2o A J J J y VAR A Initial Wait =1(s]
B Fhase = {0, 50, 270, 180, 18O,
- e ' = e v T T T T T T T T T T T pragat Tima = 3is]
8.0 7.0 5.0 3.0 2.0 0 Presat_Time_Fla = FALSE
| I Relaxation_Delay Cale = 0[s]
J A AN / Relaxation Delay_Temp = §
/ / \ /o Repetition Time = 7.18628096 =]
2 g2 s = CEES 2TEAD ZmE 3252 H
& 2% 53 3 HISE HA4R ICg GRAS g
= e " FEAETF mmme e i p i =
X : parts per Million : Proton
=
oE JEOL
= = 20220907_TK-02036_1.
z = delta
= carbon. jxp
= 20220507_TK-02036_1
= CHLOROTCRM-D
= 8-sEP-2022 01:50:0
= 1-0cT-2022 18:25:1
=
= = TR-02038
= 1p comrrEX
= 26214
= Carbonl3
= = Carbonl3
el = tepm)
= JNM-ECEA4D0S/L1
Field strength = 9.383766[T] (400 [M:
%_Acq_puration = 1.038090241s]
= X_Domain = 13¢
w. X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
X Prescans =4
%_Resolution = 0.9633073 [Kz]
= X_sweep = 31.56565657 [xHz]
-+ X_Sweep_Clipped = 25.25252525 [kHz]
IEr Domain = proten
Irr_rreq = 399.78219838 [M0iz)
Trr_offset = 5(ppm]
Blanking = 5[us]
= Clippea = TRUE
£ scans = 4096
Total_scans = 4038
Relaxation Delay -
Recv_Gain =
- =
o -
= -
2 Trr Atn Dec_befault_Cale =
Z Trr_Atn_Noe =21,
H Irr_Dec_Banawidth Hz = 4.7826087 [KHz]
] TrrDec Bandwidth Ppm = 11.56303566 [ppm]
: | S  manahe,
£o . 4 Irr_Dec_Merit_Factor =22
~ N o ) R N ~ N R R ~ R — o Irr_Decoupling = TRUE
I R B e R B B B B AR L [t = aue
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10. [ Irr Noise = WALTZ
‘ 1 ‘ | Irr_offset Default =50
Trr_Pwidth = 0.115[ms]
Trr_Pwidth_Default = 0.115[ms]
= qss v == 2 = Irr Pwidth Default cale = 0.115[ms)
= e - L] ] L] Irr_pwidth_Templ = 0.115[ms]
I EEs 3z sz = s Trr Wurst = PALSE

SI183
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X : parts per Mi

on : Carbonl

Decimation_Rate

2
-
3 0 0
s \ /7
= 20221020_TR-02059_re_pi
s’ OMe =
N = proton.jxp
= 20221020_TR-02059_re
H = CHLOROFORM-D
= 20-0cT-2022 16:56:24
Br O = 22-0CT-2022 14:29:23
1 o = TE-02089
= 1p comprEx
= 104858
. = zooten
= w w = Froton
= K < Loem
= TWM-ECE4008/L1
Field strength = 9.389766[T] (400[MHz])
X_Acq_puration = 2.18628096 (5]
XD =
g = 395.78219838 [MHz]
X ofeset = 5(ppm]
*_Points = 16384
X Prescans =1
- X_Resolution = 0.45739775 [Kz]
1 X_sweep = 7.4940048 [k¥z]
< X_sweep_Clipped = 5.99520384 [kHz]
TEr_Domain = Proten
Irr_Freq = 399.78219838 [Miz]
Trr_offset = Sippm]
= Froton
-] - = 39978219838 ]
- a2 = S(ppm]
= = 2[us)
= FALSE
=18
Total_scans =16
- Relaxation_Delay = 5(s)
= Recvr_Gain = 45
Temp_get = 21.7(4c]
X_90_Width = 6.4[us]
*_hog_Time = 2.18628096 (5]
X Angle = 45[deq]
X_atn = 2.4(aB]
X_Pulse = 3.2[us]
o Trr_Mode = ofe
< el Mode = ofe
] Dante_Loop - sa0
= Dante Presat = FALsE
£ A l Decimation_Rrate =0
= S L L L Initial Wait =1[s]
B Phase = {0, SO, 270, 180, 180,
- v = = e T T T T T T T T T T T T T T T T ppasat sima -
8.0 7.0 5.0 4.0 Lo 0 Fresat_rime_Flag = Fasse
| | Relaxafion_Delay_Cale = 0[s]
/ | . Relaxation Delay Temp = §
\ \ 4 Repetition Time = 7.18628096 (%)
c E3 =2 ] Z ©30E HIRESZsZZs H
4 % 57 S g ZZ52 5R38355%0 2
= 2% - P R R i =
X : parts per Million : Proton
= o
-
= 20221018_TK-02055_1.
= delta
= carbon. jxp
= 20221013_TK-02055_1
b = CHLOROTORM-D
= 20-0cT-2022 04:42:5
= 22-0CT-2022 14:37:4
= TK-0205%
- = 1p comrrEX
i = 26214
= Carbonl3
= Carbonl3
= (ppm]
= = JNM-ECEA4D0S/L1
=
Field strength = 9.383766[T] (400 [M:
%_Acq_puration = 1.038090241s]
X_Domain = 13¢
X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
X Prescans =4
%_Resolution = 0.9633073 [Kz]
X_sweep = 31.56565657 [xHz]
= X_Sweep_Clipped = 25.25252525 [kHz]
3 IEr Domain = proten
Irr_rreq = 399.78219838 [M0iz)
Trr_offset = 5(ppm]
Blanking = 5[us]
Clippea = TRUE
= scans = 4036
P Total_Scans = 4096
Relaxation Delay -
Recv_Gain =
Temp_get =
= X_90_ -
e X_Acq_Time =
*_angle =
X_Atn =
X_Fulse -
—_ IEr_Atn Dec -
z <4 Irr_Atn_pec_ =
== Irr_htn_Dec Default Cale =
Z Trr_Atn_Noe =21,
H Irr_Dec_Banawidth Hz = 4.7826087 [KHz]
Z IrrDec_Bandwidth_Fpm = 11.56303566(ppm]
E | | | Irr Dec Freq = 393.78219838 [MHz)
= et Irr_Dec_Merit_Factor =2.2
= S § S , , R B , S S B Irr_Decoupling = TRUE
I R B e R B B B B AR L [t = aue
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10. [ Irr Noise = WALTZ
1 Irr_offset Default =50
| e T,
Trr_Pwidth_Default = 0.115[ms]
z ag gas s = 2 o= £ I pwidtn Default cale - 0.115(ms)
2 it s a2 = LIS s Irr_pwidth_Templ = 0.115(ms]
3 a5 a3 7 0% 2 X Trr_Wurst = PALSE
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abundance

~
s g JEOL
=
\ 7/ Filename = 20211021_TR-01083_prot
Author = delta
eriment = proton.3
< SN vy - St Teecaoms
= Sclvent = CHLOROFORM-D
Actual Start Time = 21-0CT-2021 13:22:57
Br Revision_Time = 6-SEP-2024 12:05:32
= TK-01083
= 1p comprEx
1 p = 104858
w; | = Proton
= = Proton
s = [ppm)
= =x
- Spectrometer = JNM-ECZ4008/L1
Field strength = 5.389766(T] (400[MHz])
%_Aeq_uration = 2.18626096 (5]
- ] X_Domain =
= X_Freq = 395.78219838 [MHz]
X offset = s(ppa]
X_FPoints = 16384
X Prescans -1
%_Resolution = 0.45739775 [1z]
= 7.4940048 [kHz]
= 5.595520384 [kHz]
- | = Proton
= = 295.76219836 (Miz]
= Sippm]
= Proton
= 399.78219838 [MHz]
= 5(ppm]
= 2(us]
= FALSE
=18
Total_scans =16
Relaxation_Delay = 5(s]
Recv: Gain = a6
ES ES Temp_Get = 22.71dc]
& ] %_30_Width = 6.2[us]
X_Acq_Time = 2.18628096(s]
= X Angle = 45[deg]
= X_Atn = 2.4[4B]
X_Pulse = 31fus]
Irr_Mode = ot
Tri_Mode = off
Dante_Loop = 500
Dante Presat = raLsE
} Decimation Rate =0
- Initial Wait =1(s]
Fhase = {0, S0, 270, 180, 180,
T T Presat Time = 5[e)
8.0 7.0 6.0 5.0 4.0 2.0 0 Presat_Time_Fla = FALSE
| | Relaxation_belay Calc = 0(s]
‘ / Relaxation_Delay Temp = 5
\ / g Repetition Time = 7.18628096 (2]
®x wx o smwee e mn e =
5 =8 ] SER3 FERA =
E2e e e - =
X : parts per Million : Proton

(thousandths)

=
s JEOL
= = 20211021_TK-01083_1.
= = delta
= carbon. jxp
= 20211021_TK-01083_1
= CHLOROTORM-D
= 22-0CT-2021 00:24:3
= = 6-5EP-2024 12:07:1
%
= TK-01083_13C
= 1p comeiE
= 26214
= 1 = Carbonl3
~ ] Dim_Title = Carbon13
Dim Units = (ppm]
Dimensions =
spectrometer = JNM-ECEA4D0S/L1
=1 Field strength = 9.389766([T] (400 [MH:
= %_Acq_puration = 1.038090241s]
X_Domain = 13¢
X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
= *_Points = 32768
i X Prescans -
%_Resolution = 0.9633073 [Kz]
X_sweep = 31.56565657 [xHz]
X_Sweep_Clipped = 25.25252525 [kHz]
IEr Domain = proten
2 Irr_Freq = 399.78219838 [MHz]
Trr_offset = S(ppm]
Blanking = 5[us]
Clippea = FALSE
scans = 2048
= 1 Total_scans = 2048
”
Relaxation Delay = 2(8)
Recv_Gain =50
Temp_get = 22.8[4c]
- X_90_ = 8.97[us]
=+ X Aeg Time = 1.03209024[s]
*_angle = 30(deg]
X_Atn = a(ae]
X_Fulse = 3.32333333[us]
IEr_Atn Dec = 27.766[aB]
= | | Irr_Atn Dec_C = 27.766[dB)
= Trr_htn Dec_Default_Cale = 27.766[dB]
Trs_Atn_Noe = 27.766[aB)
| v
Trr_Dec_Bandwidth_Fpm = 11.36303566 [ppm]
Irs Dec F: = 393.78219838 [MHz)
= A Irr_Dec_Merit_Factor =22
B [ ; S I IR I Irr_Decoupling = TRUE
I I B B B I B B B B AARA [t = aue
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
1 1 Irr_offset Default =50
Trr_Pwidth = 0.115[ms]
Trr_Pwidth_Default = 0.115[ms]
zE sz B = Irr Pwidth Default cale = 0.115[ms)
S 2% @ m Irr_pwidth_Templ = 0.115[ms]
55 cE = = Trr Wurst = PALSE
- Decimation_Rate =0
X : parts per Million : Carbonl -

SI85
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e
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20230427_TK-01085_prot:
delta

proton. 3xp
20230427_TX-01085
CHLOROFGRM-D
27-APR-2023 15:50:14
6-SEP-2024 13:58:50

= TK-01085
= 1D comrrEX
= 104858
1 q = Proton
= Proton
- = [ppm]
- =x
Spectrometer = JWM-ECZ4005/L1
= Field strength = 9.389766(T] (400[MHz])
- X_Acq_Duration = 2.18628096(5)
X _Domain =
= X_Freq = 395.78219838 [MHz]
b X otsat = Sippm
X_Points = 16384
» X Prescans =1
= X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.595520384 [kHz]
= = Proten
= = 395.79219838 [MHz]
= 5(ppm]
- = Proton
= = 39978219838 [MHz]
= 5 (ppm]
= 2[us]
v = FALSE
= =16
Total_scans =16
i
= Relaxation_Delay = 5[s]
Recvr gain =56
= = 21.3(dc)
- H = 6.4[us]
= = 2.18628096(s]
= s5[deq]
~ 2 2 = 2.4[4B]
= ) = 3.2[us]
o = = = ot
)~ - = Off
s = = 500
= = FALSE
2 3 =0
22 B . N I N S - P Initial Wait = 1[s]
B Fhase = {0, 50, 270, 180, 18O,
— = e e R T T T T T T T pragat Tima = 3is]
8.0 6.0 5.0 3.0 2.0 Lo 0 Presat_Time_Fla = FALSE
I | Relaxation_Delay Cale = 0[s]
| \ Relaxation_Delay Temp = 5
/A A Repetition Time = 7.18628096 =]
v os == zemeanw ssm s
5 23 2= EREESED GR 3 g
soEd & B - =
X : parts per Million : Proton
=
<
= JEOL
= = 20211021_TK-01085_1.
< = delta
- = carbon. jxp
= 20211021_TK-01085_1
= = CHLOROTORM-D
jac} = 22-0CT-2021 04:24:1
= 6-5EP-2024 13:55:3
s
i = TK-01085_13¢
- = 1D COMPLE!
= 26214
= ] = Cazboni3
= = Carbonl3
= (ppm]
- -
= = JNM-ECEA4D0S/L1
=2
Field strength = 9.383766[T] (400 [M:
= %_Acq_puration = 1.038090241s]
= X_Demain = 13¢
X_Freq = 100.52530333 [MHz]
= X ofeset = 100(ppm]
= X_Points = 32768
X Prescans =4
%_Resolution = 0.9633073 [Kz]
= X_sweep = 31.56565657 [xHz]
r~ X_Sweep_Clipped = 25.25252825 [kHz]
IEr Domain = proten
- Irr_rreq = 399.78219838 [M0iz)
s Trr_offset = S(ppm]
Blanking = 5[us]
Clippea = FALSE
scans = 2048
Total_scans = 2048
Relaxation Delay = 2(8)
3 Recvr_oain =50
Temp_get = 22.8[4c]
X_90_ = 8.97[us]
= X Aeg Time = 1.03209024[s]
- *_angle = 30(deg]
X_Atn = a(ae]
= X_Fulse = 3.32333333[us]
-5 IEr_Atn Dec = 27.766[aB]
z Irr_Atn Dec_C = 27.766[dB)
= Trr_htn Dec_Default_Cale = 27.766[dB]
e Trr_Atn_Moe = 27.766[dB]
E | Irr_Dec_Banawidth Hz = 4.7826087 [KHz]
Z IrrDec_Bandwidth_Fpm = 11.56303566(ppm]
g | ey e~
= Irr_Dec_Merit_Factor =2.2
~ N R o o o ~ N R o ~ o R Irr_Decoupling = TRUE
I I B B B I B B B B AARA [t = aue
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
I 1 | Irr_offset Default =50
A Trr_Pwidth = 0.115[ms]
[ A Trr_Pwidth_Default = 0.115[ms]
23 - - s I pwidtn Default cale - 0.115(ms)
d mn3e = o= Irr_pwidth_Templ = 0.115(ms]
a5 cEE B B Trr Wurst = PALSE

X : parts per Mi

on : Carbonl

Decimation_Rate

o
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z . JEOL ;
- S
-
\ 7/ Filename = 20211023_TK-01087_prots
Auther = gelta
~ Experiment = proton.3xp
N n o S S
Solvent = CHLOROFORM-D
Actual Start Time = 23-0cT-2021 14:02:59
Br Revision_Time = 6-5EP-2024 14:03:25
= TK-01087
1 r = 1D COMPLEX
= 104858
= Proton
2 = Proton
= [ppm]
=x
Spectrometer = JWM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
X_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.99520384 [kHz]
= Proton
= 395.79219838 [MHz]
= 5(ppm]
= Proton
- = 39978219838 [MHz]
= = 5 (ppm]
= 2[us]
= TALSE
= =16
= Total_scans =16
Relaxation_Delay = 5[s]
Recvr gain '
Temp_get. = 22.7(dc)
X_50_Width = 6.2[us]
X_Aoq_Time = 2.18628096(s]
X Angle = s5[deq]
X_atn = 2.4[4B]
X_Pulse = 3.1[us]
o Trr_Mode = oef
< Tei_Mode = ogs
] Dante_Loop - 500
= Dante Presat = FALSE
g IL Decimation Rate =0
= L. " f | Initial Wait = 11s]
B Fhase = {0, 50, 270, 180, 18O,
T T Presat Time = 5[e)
8.0 6.0 5.0 1.0 0 Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
Relaxation Delay_Temp = §
- Repetition Time = 7.18628096 =]
x vz = ErEe eomemTer oo s
& ®®8 135 3395333 SREE5553F =
=oodd e e Addddddd4 =
X : parts per Million : Proton
. o
Z
Filename = 20211023 TK-01087_1.
Autner = delta
Experiment = carbon. jxp
Sample_Td = 20211023_TK-01087_1
Solvent = CHLOROTORM-D
Actual start Time = 23-0cT-2021 21:03:3
= Revision_Time = 6-5EP-2024 14:04:2
Camment = TK-01087_13C
Data_Format = 1p comPLE
Dim_size = 26214
_Domain = Carbonl3
Dim_Title = Carbon13
Dim Units = (ppm]
Dimensions =x
= spectrometer = JNM-ECEA4D0S/L1
-
Field strength = 9.383766[T] (400 [M:
%_Acq_puration = 1.038090241s]
X_Domain = 13¢
X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
X Prescans =4
<] %_Resolution = 0.9633073 [Kz]
” X_sweep = 31 56585657 [kHz]
X_Sweep_Clipped = 25.25252525 [kHz]
IEr Domain = proten
Irr_rreq = 399.78219838 [M0iz)
Trr_offset = 5(ppm]
Blanking = 5[us]
Clippea = FALSE
= scan: = 4036
- Total_Scans = 4096
Relaxation Delay = 2(8)
Recv_Gain =50
Temp_t = 22.8[4c]
X_90_ = 8.97[us]
X Aeg Time = 1.03209024[s]
*_angle = 30(deg]
= X_Atn = 8[aB]
- X_Fulse = 3.32333333[us]
—_ IEr_Atn Dec = 27.766[aB]
z Irr_Atn_pec_C = 27.766[dB)
s Trr_htn Dec_Default_Cale = 27.766[dB]
Z Trr_Atn_Noe = 27.766[d8)
H Irr_Dec_Banawidth Hz = 4.7826087 [KHz]
Z IrrDec_Bandwidth_Fpm = 11.56303566(ppm]
e Irs Dec F: = 393.78219838 [MHz)
£= v Irr_Dec_Merit_Factor =2.2
~ R R ~ — — N ~ R R N R N o Irr_Decoupling = TRUE
T B T Rt I T I S S S naans [y 44 = aue
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
1 Irr_offset Default =50
[ N Trr_Pwidth = 0.115[ms]
L p Trr_Pwidth_Default = 0.115[ms]
& =23z w = Irr Pwidth Default cale = 0.115[ms)
b ass 3 = Irr_pwidth_Templ = 0.115(ms]
~n ~—r-e - kg TIrr_Wurst = FALSE
- Decimation_Rate =0
X : parts per Million : Carbon13 -

SI187
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0.01

abundance

0.96
0.96

6.27

:JEDLO

4.00

=
X : parts per Million : Proto

7.0

J
- o= o
e EF 28
) o] = -
EE R

n

0.000

e
(AR ERK]

20211224_TK-01049_prot:
delta

proton. 3xp
20211224_TK-01049
CHLOROFGRM-D
24-DEC-2021 13:16:03
6-SEP-2024 14:17:53

= TK-01049

= 1D comrLEX

= 104858

= Proton

= Proton

= [pp=)

=x
Spectremeter = JWM-ECZ4005/L1
Fiela strength = 9.383766(T) (400[MHz])
X_Acq_puration = 2.18628096 (5]
X_Domain =
X_Freq = 395.78219838 [MHz]
x orfset = s(ppa]
X_Points = 16384
x_Prescans =1
x_Resolution = 0.45739775 [Hz]

= 7.4940048 [kHz]

= 5.595520384 [kHz]

= Proten

= 399.78219838 [MHz]

= 5[ppm]

= Proton

= 39978219838 [MHz]

= 5(ppm]

= 2[us]

= FALSE

=18
Total_scans =16
Relaxation_Delay = 5[s]
Recvr_gain = 46
Temp_get. = 21.21dc]
X_80_Width = 6.2[us]
X_Aoq_Time = 2.18628096[s]
x_Angle = 45[aeq]
x_Atn = 2.4[dB]
X_Pulse = 3.1[us]
Trr_Mode = oef
Tri Mede = ofs
Dante_Loop = s00
Dante Presat = FALSE
Decimation_Rate =0
Initial Wait = 1[s]
Fhase = {0, 50, 270, 180, 18O,
Presat_Time = 5(s)
Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
Relaxation_Delay Temp = 5
Repetition Time = 7.18628096 (5]

9.0

8.0

7.0

6.0

4.0

3.0

:JEDLO

(thousandths)

210.0 200.0 190.0 180.0 170.0 160.0

on : Carbonl

50.0140.0130.0120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0

128.124
126.150
47.341
25.617 -
23.615

Dim_Title
Dim units
Dimensions
sSpectrometer

Fiela strengtn
%_Acq_puration
X_Demain

X_Froq

X ofeset
*_Foints

X Prescans
X_Resolution
X_sweep
*_Sweep_Clipped
ITr_Domain
Irr_Freq
Irr_offset
Blanking
Clippea

scans
Tatal_scans

Relaxation Delay
Recvr_gain

T Atn_bec_befault_cale

Trr_Atn_Moe
Irr Dee Bandwidth Hz
Irr_Dec_Bandwidth_Ppm
1rr Dec Freq
Irr_bec_Merit_Factor
Irr_bDecoupling

Irr_Noo

1rr Noise

Irr_offset Default
Trr_pwidth

Irr_Pwidth Default

Irr Pwidtn Default Cale
Irr_pwidth_Templ
Irr_Wurst
Decimation_Rate

20211224 _TK-01048_1.
delta

carbon. jxp.
20211224_TE-01045_1
CHLOROFGRM-D
24-DEC-2021 21:03:1.
6-5EP-2024 14:18:2

TK-01049
1D coMPLEX
26214
Carbon1l
Carbonl3
(ppa)

TNM-ECZ4005/L1

9.389766(T) (400 [MH:
1.03809024 (3]
ac

100.52530333 [MHz]

4
0.96330738 [Hz]
31.56565657 [kHz]
25252528525 [kHz]
Proten
399.78219838 [Miz]

57 [us]
.03808024 (2]
30 [deg]

8[4B]
3.32333333 [us]
27.766[a8]
27.766[dB)

27.

27.766[aB)
4.7826087 [kHz]
11.96303566 [ppm]
299.78219838 [MAz)
2.2

TRUE

TRUE

WALTZ

50

0.115[ms]

0.115 [ms]
0.115[ms]
0.115[ms]

FPALSE

o




(thousandths)

=
~

1.0

210.0 200.0 190.0 180.0 170.0 160.0

X : parts per Mi

129178

on : Carbonl

50.0140.0130.0120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0

125.200 —

46.450

Field strength
X_Aeq_buration

X_Points
X Prescans
X_Resolution
X_sweep
X_sweep_Clipped
IFr_Domain
Irr_rreq
Trr_offset
Blanking
clippea

scans
Total_scans

Relaxation Delay

L JEOL ;
= =
5 3
Filename = 20211202_TK-01044_prot
Author = delta
Experiment = proton.jxp
1 = 20211202_TR-010
Solvent - FORM-
Actual Start Time -
Revision_Time =
= TR-01044
Z = 1n coun
= 104858
= Proton
= Proton
= [ppm)
=x
Spectrometer = JMM-ECZA008/11
Field strength = 5.389766(T] (400[MHz])
%_Aeq_uration = 2.18628096 5]
X_Domain =
X_Freq = 395.78219838 [MHz]
X offset = s(ppa]
X_Points = 16384
o X Prescans =1
= %_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.99520384 [kHz]
= Proton
= 395.79219838 [MHz]
= Sippm]
= Proton
= 399.78219838 [MHz]
= 5(ppm]
= 2(us]
= FALSE
= = - 16
_ = 3 Total_scans =16
b Relaxation_Delay = 5[s]
Recv: Gain = s6
Temp_get = 21.6(dc)
%_30_Width = 6.2[us]
X_Aoq_Time = 2.18628096(s]
X Angle = 45[deg]
X_Atn = 2.4[4B]
X_Pulse = 31fus]
o Trr_Mode = oef
< Tei_Mode = ogs
] Dante_Loop - 500
= Dante Presat = raLsE
g Decimation Rate =0
22 Initial Wait = 11s]
B Fhase = {0, S0, 270, 180, 180,
Presat Time = s[s)
8.0 5.0 Presat_Time_Fla = FALSE
Relaxation_belay Calc = 0(s]
Relaxation Delay Temp = 5[s]
Repetition Time = 7.18628096 (2]
g 3= T8 2 H
q& ®¥x RS i g
EoSE e = =
X : parts per Million : Proton
=
") JEOL | 5
=]
= = 20211206_TK-01044_c:
= delta
= carbon.ixp
= 20211206_TK-01044
= CHLOROFGRM-D
= 7-DEC-2021 01:03:3
= 6-5EP-2024 14:30:5;

TR-01044
1D CoMPLEX
26214
Carben13
Carbon13
[ppm]

X
INM-ECZ4005/L1

9.389766(T] (400 [MH:
1.03809024 (3]

100.52530333 [MHz)
100 [ppm)

32768

1

0.96330739 [Hz]
31.56565657 [kHz]
2525252525 [KHz]
Proton
399.78219838 [Miz]

1.03809024 (8]
30 [deg]

B[dB]
3.32333333 [us]
27.766[a8)

Irr_atn_Dec_calc 27.766(dB)
Trr_Atn_Dec_Default_Cale = 27.766[dB]
Irc_Atn_Moe 27.766[dB

Ire Dee_Bandwian_Hz 4.7826087 [kHz]
Irr_Dec_] i Fpm

Irr Dec rreg

Irr_Dec_Merit_Factor
Irr_becoupling

Trr_Noe

Irr Neise

Irr_offset Default
Trr_Pwideh
Trr_Pwidth_Default

Irr pwidamn Default cale
Irr_pwidth_Templ
Trr_Wurst

]
39978219838 [Maz]
.2

TRUE
TRUE
WALTZ

s
0.115[ms]
0.115[ms]
©.115[ms]
©.115[ms)




=]
3 g JEOL
~ -
=
o
Filename = 20230926_TK-02180A_pro
= N/ Autnor < aein
= S OTBS Experiment = proton.jxp
- ~ N /\/ . T = 20230926_TK-02180A
= Selvent = CHLOROFORM-D
Actual Start Time = 26-5EP-2023 17:11:33
w Revision_Time = 2-0cT-2023 10:15:15
Br oTBS S~
w = 1D comrLEX
- = 104858
= Proton
- 1u = Proton
- - = [ppm)
*® =-x
'2 - Spectrometer = JHM-ECZ4005/L1
o Fiela strength = 9.383766[T] (400[MHz])
= X_Acq_puration = 2.18628096 5]
X _Domain =
=i X_Freq = 395.78219838 [MHz]
= X ossset = 5(ppm]
x nts = 16384
= X Prasoans ey
- X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
] = 5.85520384 [kHz]
= = Proton
= = 395.79219838 [MHz]
= = 5(ppm]
= Proton
- = 39978219838 [MHz]
s = 5 (ppm]
= 2[us]
2 = TALSE
el =18
Total_scans =16
vy
= Relaxation_Delay = 5(s)
Recvr gain = s6
- = 22.8(dc)
= = 6.4[us]
. = 2.1B628096(s]
o = s5[deq]
= 2.4[4B]
~ - - = 3.2[us]
o =7 s = = ore
g - ] = ofs
- = s00
= | - rase
£ ‘ I | % =0
£ = J J Initial Wait = 1[=]
= Fhase = {0, 50, 270, 180, 18O,
— —— — — — T T T T T T prasat mime = Ste
8.0 5.0 2.0 1.0 0 Presat_Time_Fla = FALSE
1 1 Relaxation_Delay Cale = 0[s]
. i Relaxation Delay_Temp = §
\ [ Repetition Time = 7.18628096(2]
g 2o e p =g~ @S N
5 == 53 7 B 52£8
. =8 & - sss s
X : parts per Million : Proton
=
g JEOL
&
=
E
I
3 Filename = 20230926_TK-02180A
o Auther = delta
] Experiment = carbon.3xp
s sample_1d = 20230526_TK-02180A_:
= Solvent = CHLOROFORM-D
= Aetual start Time = 26-3EP-2023 20:22:0
= Revision_Tims = 30-3EP-2023 17:54:3
El Comment = TK-02180A
= Data_Format = 10 comrLEX
[ Dim_size = 26214
= X1 n = Carben13
vy Dim_Title = Carbonl3
= Dim Units = (ppm]
= Dimensions -
w spectrometer = TNM-ECE4DOS/T1
=
-+ Field strength = 9.389766(T] (400 [u:
= ¥ Acq_puzation = 103005024 18]
jact X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
o X_Points = 32768
= X Prescans =4
= X_Resolution = 0.86330738[Hz]
- X_swee, = 31.56565657 [kiz]
g E| X_sweep_Clipped = 25.25252525 [kHz]
s IFr Demain = Proten
= Irr_rreq = 395.78219838 [Miz)
= Irr_offset = 5[ppm]
Blanking = 5[us]
= Clippea -
* scans = 12600
= ] Total_Scans = 12800
=
= Relaxation Delay =209
] Recvr_ai =50
Temp_Get = 22.714¢]
S X_90_width = 10.021
IS = 1.03808024[s]
= X_angle = 30(deg]
3 = 8[dB]
= 3.34[us]
= Za
z =27
£ o] Irr_htn Dec_Default_Calc = 27
ERal Trr_Atn_Hoe =27
E Irr Dec_Banawidth Hz = 4.7826087 [KHz]
i= IrrDec_Bandwidth_Fpm = 11.56303566 (ppm]
e Irs Dec Freq = 399.78219838 [MHz]
£ Irr_Dec_Merit_Factor =22
= B } — X ; ; — R ; I R Irr_Decoupling = TRUE
T T T T B T T ST I T R R i [t =
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 60.0 50.0 40.0 30.0 20.0 10.0 Irr Noise = WALTZ
I 1 Irr_offset_Default = s5¢
. | Tz Pwiaen = 0.115[ms]
A \ | Tzx_pwidtn_pefault = 0.115[ms]
23 w = 22 7 ol rrr pwiath Default cale = 0,115 [me]
t - = s H Irr_pwidth_Templ = 0.115(ms]
55 g g s Wl Trr Wurst = PALSE
" - Decimation Rate =0
X : parts per Million : Carbonl -

SI190




abundance

0.9

<]
s

0.6

v

0.4

0.3

0.2

101

101

2.00
1.98

899

:JEDLO

814

6.02

8.0

-~
=
a
-

X : parts per Million : Proton

e
=<
a=
xS

2.0

1.558

= 20230517_TR-02135A_re_j
= aelra

= proton. jxp

= 20230517_TR-02135A_re
= CHLOROFORM-D

= 17-MAY-2023 18:11:06

= 6-SEP-2024 14:41:49

TE-02135A
1D comPLEX
104858
Proton
FProton
[

x
THM-ECZ4005/L1

Field strength
X_Aeq_buration
XD

9.383766[T] (400 [MHz])
2.18620096(5]

39978219838 [MHz]

eq
X ofsset
X_Points

X Prescans
X_Resolution
X_sweep
X_sweep_Clipped
IFr_Domain
Irr_rreq
Trr_offset

0.45739775 [Hz]
7.4940048 [kHz]
5.98520384 (kKz]
Proton
399762198386 [MHz]
Sipp=]

Froton
399.78219838 [MHZ]

Total_scans
Relaxation_Delay 58]
56

21.5[dc]
6.4[us]
2.18628096(s)
45 [deq]
2.4[dB]
3.2[ue]

off

ofg
500

FALSE

o

1(s]

10, so, 270, 180, 180,
5(s]

FALSE

ors]

Initial Wait

Phase

Presat_Time
Presat_time_rlag
Relaxation Delay Cale
Relaxation_Delay_Temp
Repetition Time

RN
o«

7.18628096(5]

abundance

0.9

0.8

0.7

0.6

v

0.4

0.3

0.2

011

011

0.23
0.2

L.00

:JEDLO

0.68
0.66

e
s
a=
e

2.0

1.558

20230517_TK-021354_re_j
delta

proton. jxp
20230517_TR-02135A_re
CHLOROFORM-D
17-MAY-2023 13:11:06
18-MAY-2023 10:25:08

TE-02135A
1D comPLEX
104858
Proton
FProton
[

x
THM-ECZ4005/L1

Field strength

9.383766(T] (400 [Mz))
X_Acq_Duration 1

2.18620096(5

39978219838 [MHz]

X_Points
X Prescans
X_Resolution
X_sweep
X_sweep_Clipped
IFr_Domain

0.45739775 (Hz]

7. 4540048 [kHz]
5.95520384 [kHz]
Proton
399.78219838 [MHz]
Sippm]

Froton
399.78219838 [Miz]

Total_scans

Relaxation_Delay 5(s)
Recvr_Gain 56

21.5[dc]
6.4[us]
2.18628096(s)
45 [deq]
2.4[dB]
3.2[ue]

ofe

ofg
500

FALSE

o

1(s]

10, so, 270, 180,
5(s]

FALSE

ors]

Initial Wait

Phas

Presat_Time
Presat_time_rlag
Relaxation Delay Cale
Relaxation_Delay_Temp
Repetition Time

RN
o«

(=)
7.18628096(5]

SI91



abundance

0.1 012 014 016 018 0.2 022 024 026

0.08

0.04

0.02

0.06
I

:JEDLO

= |2
A -
| .
2 =
| 2 5
<
|
| ]
T T
5.0 2.0 Lo 0
™
7|
cEmanmzss = =
d RIFILIED @ g
e e e - <
X : parts

20211028_TK-010898_re_j
delta

proton. jxp
20211028_TR-010898_re
CHLOROFORM-D
28-067-2021 20:12:12
6-SEP-2024 15:10:42

TE-010898_ra

x
THM-ECZ4005/L1

Fiela strength = 9.383766[T] (400 [MHzZ])
X_Acq_puration = 2.18628096 (5]
%D =
eg = 395.78219838 [MHz]
X orrmae = s[ppm]
nts = 16384
x Prescans =1
X_Resolution = 0.45739775[Hz]
X_sweep = 7.4540048[xHz]
X_sweep_Clipped = 5.89520384 [kHz]
IFr_Domain = Proten
Irr_rreq = 399.78219838 [MHz]
Trr_offset = 5ppm)
= Proten
= 399.78219838 [MHz]
= Sippm]
= 2[us)
= FALSE
=16
Total_scans =16
Relaxation_Delay 5(s)
Recvr_Gain 6

Initial Wait

Phase

Presat_Time
Presat_time_rlag
Relaxation nehy cale
Relaxation T y_Temp
Repetition - e

RN
o«

22.6(4c]
6.2[us]
2.18628096(s)
5 [deg)
2.4[dB]
3.1[us]

ofe

ofg
500

FALSE

o

1(s]

10, so, 270,
5(s]

FALSE

ors]

180, 180,

7.18628096(5]

(thousandths)

8.0

6.0

wi

4.0

30

2.0

1.0

:JEDLO

X : parts per Mi

21002(]0!]1900l80017'l]016001500l4|]0lJI]I]11l]0110l]1|]|]0 900 80.0 700 60.0 50.0 40.0 30.0 ZIJI] 100 0
] )

on : Carbonl

43374

34012

Filename

Field strength
¥ Acq_puzation

by rnq
X ofeset
X_Foints

X Prescans
X_Resolution

Total_scans

Relaxation Delay
Recvr_oai
Temp_Get
X_s0_width

X1

x_angle

Irr_htn Dec_Default Cale

Irr_Atn_Noe
Ire Dee Bandwidth _Hz
Irr_Dec_Bandwidth_Fpm
1rr Dec Freq
Irr_pec_Merit_Factor
Irr_Decoupling

1rr_Noe

1rr Noise

1zr_c c!!lot Default
Trr_Pui
Zxx_?-dﬂth_n-!iult

Irr Pwidth Default Cale
Irr_pwidth_Templ
Irr_Wurst
Decimation_Rate

20211027_TR-010858_
delta

carbon. 3xp
20211027_TK-010895_:
CHLOROFORM-D.
27-0cT-2021 21:03:3
6-5EP-2024 15:12:2

TR-010888_13C
1D COMPLEX

26214
Carbon13
Carbonl3
(ppa]

THM-ECZ4005/L1

9.383766(T] (400 [MH:
1.03809024 (5]
3¢

100.52530333 [MHz)
100 [ppm]
32768

0.96330735 [Hz]
31.56565657 [kHz]
2525252525 [kHz]
Proten
39976219838 [Miz)
5 [ppm]

5[us]

FALSE

2048

2048

28]

50

21.314¢]
9.97[us]
1.03809024 (5]
30 [deg]

8[dB]
3.32333333 [us]
27.766[a8]
27.766[dB]
27.766[4B]
27.766[aB]
4.7826087 (kHz]
11.96303566 [ppm]
299.78219838 [Maz]
2

TRUE
TRUE
WALTZ

)
0.115[ms]
0.115[ms]
0.115 [me]
0.115[ms]
FALSE

o

S192



0.7

3.00

:JEDLO

X : parts per Mi

on : Carbonl

Decimation_Rate

2
\/, o Filename = 20220117_TK-01115_prot:
o) S Auther = aelta
= ~ /\ Experiment = proton.jxp
/ N 1 = 20220117_TR-p1115
/ Solvent = CHLOROFORM-D
H ACtusl Start Time - 17-2AN-2022 17:34:54
Revision_Time = 6-5EP-2024 15:19:33
2b = TR-01115
w = 1D comrLEX
b = 104858
= Proton
= Proton
= [ppm]
=x
Spectrometer = JWM-ECZ4005/L1
| Fiela strength = 9.383766[T] (400[MHz])
z X_Acq_puration = 2.18628096 (5]
X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
X_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
Ll = 5.99520384 [kHz]
= = oton
= 395.79219838 [MHz]
= 5(ppm]
= Proton
= 39978219838 [MHz]
] = 5 [ppm]
a = 2[us]
~ = TALSE
=] =16
Total_scans =16
Relaxation_Delay = 5[s]
Recvr gain =56
Temp_get. = 21.1(dc)
X_50_Width = 6.2[us]
- X_Aoq_Time = 2.18628096(s]
pt X Angle = s5[deq]
X_atn = 2.4[4B]
X_Pulse = 3.1[us]
o Trr_Mode = oef
< Tei_Mode = ogs
] Dante_Loop - 500
= Dante Presat = FALSE
g Decimation Rate =0
Z = L f ] Initial Wait = 1[=]
B Fhase = {0, 50, 270, 180, 18O,
T T Presat Time = 5[e)
8.0 7.0 6.0 5.0 2.0 0 Presat_Time_Fla = FALSE
| Relaxation_Delay Cale = 0[s]
Relaxation Delay Temp = 5
/ / \ Repetition Time = 7.18628096[=]
o = mEmETra e = Py s
8 = BERARNNRS ERAN =
Lo - R R TR - =
X : parts per Million : Proton
2 JEOL ;
-
= 20220117_TK-01115_1.
= delta
= = carbon. jxp
% = 20220117_TR-01117_1
= CHLOROTORM-D
= 17-7AN-2022 21:04:4
= 6-5EP-2024 15:20:2
= = TR-01117
~] = 1D coMPLEX
= 26214
X = Carbonl3
Dim_Title = Carbon13
Dim Units = (ppm]
= Dimensions =
2 spectrometer = JNM-ECEA4D0S/L1
Field strength = 9.383766[T] (400 [M:
%_Acq_puration = 1.038090241s]
X_Domain = 13¢
X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
X Prescans =4
%_Resolution = 0.9633073 [Kz]
X_sweep = 31.56565657 [xHz]
e X_Sweep_Clipped = 25.25252525 [kHz]
-+ IEr Domain = proten
Irr_rreq = 399.78219838 [M0iz)
Trr_offset = 5(ppm]
Blanking = 5[us]
Clippea = TRUE
= scans = 8192
- Total_scans = 8132
Relaxation Delay = 2(8)
Recv_Gain =50
Temp_get = 21.214c]
e X_90_ = 8.97[us]
-l X_Acq_Time = 1.03809024[2]
*_angle = 30(deg]
X_Atn = 8[aB]
X_Fulse = 3.32333333[us]
IEr_Atn Dec = 27.766[aB]
= Irr_Atn Dec_C = 27.766[dB)
£= Trr_htn Dec_Default_Cale = 27.766[dB]
= Trr_Atn_Moe = 27.766[dB]
= Irr_Dec_Banawidth Hz = 4.7826087 [KHz]
g Trr_Dec_Bandwidth_Fpm = 11.36303566 [ppm]
2 Irrpec Freq = 395.78219838 [MHz]
£ o i . | Irr_Dec_Merit_Factor =22
= Irr_Decoupling = TRUE
T T T T T T T T T T T T T Trr_Noe = TRUE
210.0200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irs _Noise = Whorz
Irr_offset Default =50
Trr_Pwidth = 0.115[ms]
Trr_Pwidth_Default = 0.115[ms]
® & = Irs Pwidth Default Cale = 0.115[ms]
- = = Irr_pwidth_Templ = 0.115[ms]
& - = Trr Wurst = PALSE
£ = -

SI193




306

:JEDLO

228

=
-

20211117_TK-01096_re_p:
delta

proton. jxp
20211117_TK-01096_re
CHLOROFORM-D
17-NOV-2021 17:00:26
6-SEP-2024 15:25:53

TE-01096_re

x
THM-ECZ4005/L1

X : parts per Mi

Decimation_Rate

Field strength = 9.389766[T] (400[MHz])
X_Acq_puration = 2.18628096 (5]
XD =
b2 g = 399.78219838 [MHz]
= X_offset = 5(ppm]
*_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Kz]
X_sweep = 7.4940048 [k¥z]
*_Sweep_Clipped = 5.98520384 [kHz]
TEr_Domain = Proten
Irr_Freq = 399.78219838 [Miz]
Trr_offset = 5ippm]
= Froton
= 399.78219838 [MHz]
= = Sippm]
= = 2[us)
= FALSE
- =16
= Total_scans =16
Relaxation_Delay = 5(s]
= 46
= 22.7(4c]
= 6.2[us]
= 2.18628096(s)
= 45[deq]
= 2.4(aB]
= 3.1fus]
. = ofe
g = ofe
g = 500
= = FALsE
2 3 =0
22 Tnitial Wait =1(s]
B Phase = {0, SO, 270, 180, 180,
Presat_Time = 5[8)
8.0 Presat_time_Flag = FALSE
Relaxafion_Delay_Cale = 0[s]
Relaxation Delay Temp = §
\ Repetition Time = 7.18628096 (%)
£ 3 SR H
3 E 285 g
I - =s2 =
X : parts per Million : Proton
- JEOL
=8
= 20211116 _TK-01096_1.
= delta
= = carbon. jxp
= = 20211115 _TK-01096_1
= CHLOROTORM-D
= 16-Wov-2021 21:08:1
= 21-AUG-2023 18:33:1
S = TR-01096_13¢C
= = 1D COMPLE:
= 26214
x = Carbonl3
Dim_Title = Carbon13
Dim Units = (ppm]
= ] Dimensions =
e spectrometer = JNM-ECEA4D0S/L1
Field strength = 9.383766[T] (400 [M:
%_Acq_puration = 1.038090241s]
X_Domain = 13¢
= X_Freq = 100.52530333 [MHz]
v X ofeset = 100(ppm]
X_Points = 32768
X Prescans =4
%_Resolution = 0.9633073 [Kz]
X_sweep = 31.56565657 [xHz]
= X_Sweep_Clipped = 25.25252525 [kHz]
-+ IEr Domain = proten
Irr_rreq = 399.78219838 [M0iz)
Trr_offset = 5(ppm]
Blanking = 5[us]
Clippea = FALSE
= scans = 2048
- Total_scans = 2048
Relaxation Delay = 2(8)
Recv_Gain =50
Temp_get = 22.8[4c]
=1 X_90_ = 8.97[us]
I X Aeg Time = 1.03209024[s]
*_angle = 30[deg]
X_Atn = 8[aB]
X_Fulse = 3.32333333[us]
IEr_Atn Dec = 27.766[aB]
== Irr_Atn Dec_C = 27.766[dB)
£ = Trr_htn Dec_Default_Cale = 27.766[dB]
= Trr_Atn_Moe = 27.766[dB]
= Irr_Dec_Banawidth Hz = 4.7826087 [KHz]
g Trr_Dec_Bandwidth_Fpm = 11.36303566 [ppm]
2 Irrpec Freq = 395.78219838 [MHz]
- Irr_Dec_Merit_Factor =2.2
= Irr_Decoupling = TRUE
T T T T T T T T T T T T T Trr_Noe = TRUE
210.0200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irs _Noise = Whorz
Irr_offset Default =50
Trr_Pwidth = 0.115[ms]
| | Trr_Pwidth_Default = 0.115[ms]
e = Irs Pwidth Default Cale = 0.115[ms]
% = Irr_pwidth_Templ = 0.115[ms]
- = Irr_Wurst = FALSE




=]
=

0.4

0.3

0.2

:JEDLO

Loo
0.88

abundance

8.0

=
X : parts per Million : Proton

266
S:Zﬁll‘

7

0.000

4.7

e
(AR ERK]

20220119_TK-01116_prot:
delta

proton. 3xp
20220115_TX-01116
CHLOROFGRM-D
19-JAN-2022 10:46:11
6-5EP-2024 15:35:52

= TK-01116

= 1D comp:

= 104858

= Proton

= Proton

= [pp=)

=x
Spectremeter = JWM-ECZ4005/L1
Fiela strength = 9.383766(T) (400[MHz])
X_Acq_puration = 2.18628096 (5]
X_Domain =
X_Freq = 395.78219838 [MHz]
x orfset = s(ppa]
X_Points = 16384
x_Prescans =1
x_Resolution = 0.45739775 [Hz]

= 7.4940048 [kHz]

= 5.595520384 [kHz]

= Proten

= 399.78219838 [MHz]

= 5[ppm]

= Proton

= 399.78219838 [Mz]

= 5(ppm]

= 2[us]

= FALSE

=18
Total_scans =16
Relaxation_Delay = 5[s]
Recvr_gain = 46
Temp_get = 21.11dc]
X_80_Width = 6.2[us]
X_Aoq_Time = 2.18628096[s]
x_Angle = 45[aeq]
x_Atn = 2.4[dB]
X_Pulse = 3.1[us]
Trr_Mode = oef
Tri Mede = ofs
Dante_Loop = s00
Dante Presat = FALSE
Decimation_Rate =0
Initial Wait = 1[s]
Fhase = {0, 50, 270, 180, 18O,
Presat_Time = 5(s)
Presat_Time_Fla = FALSE
Relaxation Delay Cale = 0[s)
Relaxation_Delay Temp = 5
Repetition Time = 7.18628096 (5]

4.0

3.0

2.0

[}

:JEDLO

(thousandths)

T T T T T T T T T T T T
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0

X : parts per Mi

0.000

23334

79.498
76.106

Dim_Title
Dim units
Dimensions
sSpectrometer

Fiela strengtn
%_Acq_puration
X_Demain

X_Froq

X ofeset
*_Foints

X Prescans
X_Resolution
X_sweep
*_Sweep_Clipped
ITr_Domain
Irr_Freq
Irr_offset
Blanking
Clippea

scans
Tatal_scans

Relaxation Delay
Recvr_gain

Irr_bec_Merit_Factor
Irr_bDecoupling
Irr_Noo

1rr Noise

Irr_offset Default
Trr_pwidth
Trr_Pwidth_Default
Irr Pwidtn Default Cale
Irr_pwidth_Templ
Irr_Wurst
Decimation_Rate

20220118 _TK-01116_1.

delta

carbon. jxp.

20220113_TE-01116_1

CHLOROFGRM-D

18-JAN-2022 20:55:3
6-5EP-2024 15:33:3

TK-01116
1D coMPLEX
26214
Carbon1l
Carbonl3
(ppa)

TNM-ECZ4005/L1

9.389766(T) (400 [MH:
1.03809024 (3]
ac

100.52530333 [MHz]

4
0.96330738 [Hz]
31.56565657 [kHz]
25252528525 [kHz]
Proten
399.78219838 [Miz]

57 [us]
.03808024 (2]
30 [deg]

8[4B]
3.32333333 [us]
27.766[a8]
27.766[dB)

27.

27.766[aB)
4.7826087 [kHz]
11.96303566 [ppm]
299.78219838 [MAz)
2.2

TRUE

TRUE

WALTZ

50

0.115[ms]

0.115 [ms]
0.115[ms]
0.115[ms]

FPALSE

o




abundance

3.00

:JEDLO

20211104_TK-01092_re_p:
delta

proton. jxp
20211103_TK-01092_re
CHLOROFORM-D
4-NOV-2021 10:13:45
6-SEP-2024 15:43:33

03
I

TE-01092_re

N
(]
229

2.04
2.00

EEEERRE]
5
8
g
5

x
THM-ECZ4005/L1

Field strength
X_Aeq_buration
XD

9.383766[T] (400 [MHz])
2.18620096(5]

39978219838 [MHz]

eq
X ofsset
X_Points

X Prescans
X_Resolution
X_sweep
X_sweep_Clipped
IFr_Domain
Irr_rreq
Trr_offset

0.2

0.45739775 [Hz]
7.4940048 [kHz]
5.98520384 (kKz]
Proton
399762198386 [MHz]
Sipp=]

Froton
399.78219838 [MHZ]

i Total_scans

0.1

Relaxation_Delay 5[s]
45

23.1[4c)
6.2[us]
2.18628096(s)
45 [deg]
2.4([dB]
3.1(us]

Off

ofg
500

FALSE

o

1(s]

10, so, 270, 180, 180,
5(s]

FALSE

ors]

| Initial Wait

Phase

Presat_Time

0 Presat_time_Flag
Relaxation_Delay_Cale
Relaxation_Delay_Temp
Repetition Time

8.0 7.0 6.0 5.0 4.0

RN
o«

7.18628096(5]

266
4815
3274
3230
3.2
32
3197
1.640
1.623
1616
1.604
1.441
1.422
1403
1.38
0971
0.953
0934
0.000

=
X : parts per Million : Proton

(thousandths)

=
= JEOL | 5
=1
= = 20211102_TK-01092_1:
= delta
= carbon. jxp
= 20211102_TK-01082_1
= CHLOROTORM-D
=1 = 2-NOV-2021 21:03:3
* = 6-SEP-2024 15:41:2
= TK-01092_13C
= 1p comPLE
= 26214
x = Carbonl3
Dim_Title = Carbon13
Dim Units = (ppm]
Dimensions =
spectrometer = JNM-ECEA4D0S/L1
=
2] Field Strength = 9.389766([T] (400 [MH:
%_Acq_puration = 1.038090241s]
X_Domain = 13¢
X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
X Prescans =4
%_Resolution = 0.9633073 [Kz]
X_sweep = 31.56565657 [xHz]
X_Sweep_Clipped = 25.25252525 [kHz]
= IEr Domain = proten
= Irr_rreq = 399.78219838 [M0iz)
Trr_offset = 5(ppm]
Blanking = 5[us]
Clippea = FRLSE
scans = 8192
= Total_scans = 8132
Z |
Relaxation Delay = 2(8)
Recv_Gain =50
Temp_get = 22.5[4c]
X_90_ = 8.87[us]
=1 X_Acq_Time = 1.03809024[2]
Ll Xx_angle = 30([deg]
X_Atn = 8[aB]
X_Fulse = 3.32333333[us]
IEr_Atn Dec = 27.766[aB]
- Irr_Atn Dec_C = 27.766[dB)
= Trr_htn Dec_Default_Cale = 27.766[dB]
| Trs_Atn_Noe = 27.766[aB)
Irr_Dec_Banawidth Hz = 4.7826087 [KHz]
Trr_Dec_Bandwidth_Fpm = 11.36303566 [ppm]
Irs Dec F: = 393.78219838 [MHz)
= | | " Irr_Dec_Merit_Factor =2.2
Irr_Decoupling = TRUE
T T T T T T T T T T T T T Trr_Noe = TRUE
210.0200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irs _Noise = Whorz
Irr_offset Default =50
) Trr_Pwidth = 0.115[ms]
7% ‘ | Trr_Pwidth Default = 0.115[ms]
e = w P = Irs Pwidth Default Cale = 0.115[ms]
2 9‘ =] [ = Irr_pwidth_Templ = 0.115[ms]
P - = P = Trr Wurst = PALSE
o L - - == Decimation_Rate =0
X : parts per Million : Carbonl -

SI196




1.9 2.0

1.8

L7

\\

L6

\ /7

9.00

:JEDLO

e
(AR ERK]

20211213_TK-01106_prot:
delta

proton. 3xp
20211213_TK-01106
CHLOROFORM-D
14-DEC-2021 08:03:32
6-SEP-2024 15:47:42

(thousandths)

X : parts per Mi

on : Carbonl

56.090

20.824

Irr_atn_Dec_calc
Trr_Atn_Dec_Default_Cale
Irc_Atn_Moe

Ire Dee_Bandwian_Hz

Irr_Dec

— 2f = TR-01106
= 1D comrLEX
- = 104858
- = Proton
= Proton
| = [ppm]
= =x
Spectrometer = JWM-ECZ4005/L1
~
- Fiela strengtn = 9.383766[7] (400[(MHz])
X_Acq_puration = 2.18628096 5]
= X _Domain =
- X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
S X_Points = 16384
- X_Prescans =1
X_Resolution = 0.45739775 [Hz]
1 = 7.4940048 [kH2]
s = 5.88520384 [kKz]
= Proten
g = 395.78219386 [Miz]
= 5(ppm]
= Proton
hicl = 399.78219838 [MHz]
s
= 5 (ppm]
s Shn
= =16
Total_scans =16
=
Relaxation_Delay = 5[s]
- Recvr gain s
= Temp_get. = 21.3(dc]
X_50_Width = 6.2[us]
" X_Aoq_Time = 2.18628096[s]
= . = X Angle = s5[deq]
2 = X_atn = 2.4[dB]
~ = = X_Pulse = 3.1[us]
o S Trr_Mode = ore
< Tei_Mode = ogs
£ - Dante_taop - s00
=< Dante Presat = FALSE
g J | Decimation Rate =0
2= . A Initial Wait = 1[s]
B Fhase = {0, 50, 270, 180, 18O,
- e ' = v e T T T T T T T T T T T pragat Tima = 3is]
8.0 7.0 6.0 5.0 4.0 3.0 2.0 Lo 0 Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
| | i S - i
Repetition Time = 7.18628096 =]
= = .-. swe s
& g B R H £
s - - e =
X : parts per Million : Proton
=
s JEOL
=
= 20211213 TK-01106_c:
= = delta
o = carbon.jxp
= 20211213_TR-01106
= CHLOROFGRM-D
= 14-DEC-2021 08:07:0:
= = 6-5EP-2024 15:48:5:
2
= TK-01106
= 1D comprEX
= 26214
= Carben13
=9 = Carboni3
= = (ppm]
=x
= JNM-ECEA008/L1
= Field strength = 9.389766[T] (400 [MK:
B %_Acq_Duration = 1.03809024 (5]
= 13¢
= 100.52530333 [MHz]
= 100(ppm)
*_Points = 32768
3 X Prescans =4
‘ X_Resolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [xHz]
*_Sweep_Clipped = 25.25252525 [kHz]
TEr_Domain = proten
Irr_Freq = 399.76219838 [Mz)
Trr_offset = 5[ppm]
Blanking = 5[us]
clippea -
scans = 2048
=] Total_scans = 2048
b Relaxation Delay 212]
50
21.2[dc]
5.97 [us
< 1.03809024 (8]
- 30 [deg]

B[dB]
3.32333333 [us]
27.766[a8)
27.766(dB)
27.766[dB]
27.766[dB
4.7826087 [RK2]

Ppm

TrrDec Freq
Irr_Dec_Merit_Factor
Irr_Decoupling

Trr_Noe

Irr Neise

Irr_offset Default
Trr_Pwideh
Trr_Pwidth_Default

Irr pwidamn Default cale
Irr_pwidth_Templ
Trr_Wurst
Decimation_Rate

. )
39978219838 [Maz]
.2

TRUE
TRUE
WALTZ

s
0.115[ms]
0.115[ms]
©.115[ms]
©.115[ms)

SI197




-+
&
= 3 JEOL ;
v
g 0 0
~
= \ // = 20220128_TR-01119_re2_j
= delta
S. TR e
= 20220128_TR-01119_re2
o // N - curororom-o
= / H = 28-0AN-2022 15:50:11
E = 6-SEP-2024 15:53:48
*® = TR-0111%
= 29 = 1p comprEx
= = 104858
E = Proton
= Froton
= = [ppm]
s =x
= TWM-ECE4008/L1
Field strength = 9.389766[T] (400[MHz])
X_Acq_puration = 2.18628096 (5]
XD =
g = 395.78219838 [MHz]
X ofeset = 5(ppm]
- *_Points = 16384
- X Prescans =1
= X_Resolution = 0.45739775 [Kz]
E X_sweep = 7.4940048 [k¥z]
*_Sweep_Clipped = 5.98520384 [kHz]
- TEr_Domain = Proten
= £ (2 Irr_Freq = 399.78219838 [MHz]
B Trr_offset = 5ippm]
= Froton
= 399.78219838 [MHz]
ES = Sippm)
= = 2[us)
= FALSE
E =16
@ " Total_scans =16
= |
= " o Relaxation_Delay = 58]
S ) | Recvr_gain = 46
| < 12 Temp_set = 21.1(dc]
- X_90_Width = 6.2[us]
= *_heq_Time = 2.18628096(s]
s X AngTe - a5(deq)
X_atn = 2.4(aB]
X_Pulse = 3.1fus]
o 2 Trr_Mode = Off
g3 i Moae = oee
£ Dante_taop - s00
= i Dante Presat = FALsE
g \ Decimation Rate =0
Z= J Mo | Initial Wait =1[s]
B Phase = {0, SO, 270, 180, 180,
L O L o B IR AL i o R [ AT -
8.0 7.0 6.0 5.0 3.0 0 Presat_time_Flag = FALSE
I Relaxafion_Delay_Cale = 0[s]
Relaxation Delay Temp = 5
/ ~7 ~ Repetition Time = 7.18628096 (%)
< 2 EEEST S FELIFARSgREE H
S = 53%333 ZCZITEEREESR =
I - e e B R g =
X : parts per Million : Proton
=
] o
) JEOL
=
= = 20220124_TK-01118_c:
= delta
= carbon. jxp
= 20220124_TR-01118
= = CHLOROFGRM-D
2 = 25-JAN-2022 11:00:06
= 6-5EP-2024 15:53:0:
= TK-01118%
= 1D compLEX
= = 26214
~ = Carben13
= Carbonl3
= [ppm]
=x
= JNM-ECEA008/L1
S
= Field strength = 9.389766[T] (400 [MK:
X_Acq_puration = 1.03809024 5]
= 13¢
= 100.52530333 [MHz]
= 100(ppm)
*_Points = 32768
X Prescans =4
X_Resolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [xHz]
*_Sweep_Clipped = 25.25252525 [kHz]
= TEr_Domain = proten
= Irr_Freq = 399.76219838 [Mz)
Trr_offset = 5[ppm]
Blanking = S[us]
clippea -
scans = 2048
Total_scans = 2048
Relaxation Delay = 2[8]
=50
= 21.114c]
= 5.57[u
= 1.03809024[s]
= 30(deg]
= B[aB]
= 3.32333333[us]
. Atn | = 27.766[aB)
== Irr_Atn Dec_calc = 27.766(ds)
= - Irr_Atn_Dec_Default Cale = 27.766[dB]
= Irc_Atn_Moe = 27.768[dB
= Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
g Trr_Dec_t idth_Ppm = 11. )
2 Irrpee Freq = 39578219838 [MHz)
== s Irr_Dec_Merit Factor =2.2
= Irr_Decoupling = TRUE
T T T T T T T T T T T T T Trr_Noe = TRUE
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr _Noise = Whnrz
Irr_offset Default = 5[
) Trr_Pwidth = 0.115[ns]
Trr_Pwidth_Default = 0.115[ms)
v @ Irr Pwidth Default Cale = 0.115[ms]
- t] Irr_pwidth_Templ = 0.115[ms)
- - Irr Wurst =
w el Decimation_Rate =0
X : parts per Million : Carbonl -

SI198



X : parts per Mi

on : Carbonl

-+
ha]
s g /3 JEOL
s =
E N
3 0 0
2 = 20231024_TR-02198B_re_j
=
N/ Zasin T -
S e,
~ = 20231024_TK-02198B_re
2 yZ N  Crionoromucs
7 - 24-ccT-2023 20:28:02
H = 25-0CT-2023 15:49:10
=® = TR-021988
= 2h = 1o conszex
= = 104858
E = Proton
= Froton
= 1 = [ppm]
= =x
= TWM-ECE4008/L1
- Field strength = 9.389766[T] (400[MHz])
= X_Acq_puration = 2.18628096 (5]
= XD =
g = 395.78219838 [MHz]
X ofeset = 5(ppm]
e~ = X_FPoints = 16384
- t X_Prescans =1
= X_Resolution = 0.45739775 [Kz]
E X_sweep = 7.4940048 [k¥z]
*_Sweep_Clipped = 5.38520384 [kHz]
- TEr_Domain = Proten
= Irr_Freq = 399.78219838 [Miz]
Trr_offset = Sippm]
E = Froton
= 399.78219838 [MHz]
S = Sippm)
= = 2[us)
= FALSE
=18
@ Total_scans =16
: |
= Relaxation_Delay = 5(s]
Recvr_gain = 46
E| = - Temp_get = 22.7([4c)
- 2 H X_90_Width = 6.4[us]
= = = X_Acq_Time = 2.18628096 (5]
= X_Angle = 45[deg]
‘ | X_atn = 2.4(aB]
| ‘ X_Pulse = 3.2[us]
o 2 Trr_Mode = Off
g3 i Moae = oee
] Dante_Loop - sa0
= Dante Presat = FALsE
g Decimation Rate =0
Z= L A | Tnitial wait =1[s]
B Phase = {0, SO, 270, 180, 180,
- e = = v e R o o o o S R Ay oA -
8.0 7.0 6.0 5.0 4.0 3.0 Lo 0 Presat_time_Flag = FALSE
Relaxafion_Delay_Cale = 0[s]
P Relaxation Delay Temp = 5
- / ~ Repetition Time = 7.18628096 (%)
< i 3 HEREEREER H
A = a ZIZRGEITT H
I - - P R s s el =
X : parts per Million : Proton
s JEOL
=
= 20231024_TK-02198B_;
= delta
= carbon. jxp
= 20231024_TK-02198B
= CHLOROTORM-D
= 24-ocT-2023 20:38:0
= 25-0CT-2023 15:55:1
=
-~ = TK-02198B
= 1p comrrE
= 26214
= Carbonl3
= Carbonl3
= = (ppm]
3 -
= JNM-ECEA4D0S/L1
Field strength = 9.383766[T] (400 [M:
%_Acq_puration = 1.038090241s]
X_Domain = 13¢
f.: X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
X Prescans =4
%_Resolution = 0.9633073 [Kz]
X_sweep = 31.56565657 [xHz]
= X_Sweep_Clipped = 25.25252825 [kHz]
~ Irr Domain = Proton
Irr_rreq = 399.78219838 [M0iz)
Trr_offset = 5(ppm]
Blanking = 5[us]
Clippea = FALsE
= scans = 10000
m Total_Scans = 10000
Relaxation Delay -
Recv_Gain =
Temp_get =
= X_80_3 -
o X Aeg Time -
*_angle =
X_Atn =
X_Fulse -
IEr_Atn Dec -
=] Irr_Atn Dec_C =
£ - Trr_htn Dec_Default_Cale =
= Trr_Atn_Moe =27,
= Irr_Dec_Banawidth Hz = 4.7826087 [KHz]
g Trr_Dec_Bandwidth_Fpm = 11.36303566 [ppm]
2 Irrpec Freq = 395.78219838 [MHz]
£ | | Irr_Dec_Merit Factor =2.2
= Irr_Decoupling = TRUE
T T T T T T T T T T T T T Trr_Noe = TRUE
210.0200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irs _Noise = Whorz
Irr_offset Default =50
1AL s | Trr_Pwidth = 0.115[ms]
(RS | Trr_Pwidth_Default = 0.115[ms]
. - = Irs Pwidth Default Cale = 0.115[ms]
2F5 2 = Irr_pwidth_Templ = 0.115[ms]
=8 - = Trr Wurst = PALSE
mEE 7 -

Decimation_Rate

S199



:JEDLO

X : parts per Mi

210.0 200.0 190.0 180.0 170.0 160.0

on : Carbonl

135.081 ~
128929 -
128.440
128.143

50.0140.0130.0120.0 110.0 100.0 90.0 80.0 70.0
)

.

60.0 50.0 40.0 30.0 200 10.0 0

3

o

47.7

Irr_bDecoupling
Irr_Noo

1rr Noise
Irr_offset Default
Trr_pwidth
Trr_Pwidth_Default

Irr Pwidth Default Cale

Irr_pwidth_Templ
Trr_Wurst
Decimation_Rate

TRUE
TRUE
WALTZ

sl
0.115[ms]
0.115[ms]
0.115[me]
0.115[ms)
PALSE

o

P w
: ) Q.0
\\ // Filename = 20211129_TK-01102_prot
S fiveves T
= / ~ N Expariment = proton.Jxp
= / . Ta = 20211123_TK-01102
/ Solwent = CHLOROFORM-D
H Actual start Time - 29-WOVo2071 31119137
Revision_Time = 7-3EP-2024 11:43:04
2i = TR-01102
- = 1D comrrEX
= = 104858
= Proton
= Proton
= [ppm]
=x
Spectrometer = JWM-ECZ4005/L1
w;
b Fiela strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
X_Points = 16384
- X Prescans =1
= X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
g = 5.595520384 [kHz]
b = Proten
= 395.79219838 [MHz]
= 5(ppm]
" = Proton
=] = 399.78219838 [MHz]
= 5 (ppm]
= 2[us]
= TALSE
=18
Total_scans =16
o
= b e Relaxation_Delay = 5[s]
& Recvr gain =56
= Temp_get. = 21.4(dc)
X_50_Width = 6.2[us]
X_Aoq_Time = 2.18628096(s]
X Angle = s5[deq]
- X_atn = 2.4[4B]
= X_Pulse = 3.1[us]
o Trr_Mode = oef
< Tei_Mode = ogs
] Dante_Loop - 500
E [ Dante Fresat 2 raase
g I Decimation Rate =0
= Iall JU . - - Initial Wait =1(s]
B Fhase = {0, 50, 270, 180, 18O,
- e ' = e e r. T T T T T T T T T T T pragat Tima = 3is]
8.0 7.0 6.0 5.0 4.0 3.0 2.0 Lo 0 Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
Relaxation Delay Temp = 5[s]
Repetition Time = 7.18628096 =]
= e = s
H a 3 g
w - - =
X : parts
s JEOL
=8
= 20211129_TK-01102_1.
= delta
] = carbon.ixp
L = 20211123_TK-01102_1.
= CHLOROTORM-D
= 29-Wov-2021 21:28:3
= 7-5EP-2024 11:45:2
=4 = TK-01102_13C
L = 1D COMPLE!
= 26214
= Carbonl3
= Carbonl3
=] = tepm)
= = TNM-ECZ4005/L1
Field strength = 9.383766[T] (400 [M:
%_Acq_puration = 1.038090241s]
X_Domain = 13¢
ﬁ *_Freq = 100.52530333 [MHz]
‘ X_CEEset = 100 [ppm]
X_Points = 32768
X Prescans =4
%_Resolution = 0.9633073 [Kz]
X_sweep = 31.56565657 [xHz]
=2 X_Sweep_Clipped = 25.25252825 [kHz]
~ Irr Domain = Proton
Irr_rreq = 399.78219838 [M0iz)
Trr_offset = 5(ppm]
Blanking = 5[us]
Clippea = FALSE
== scans = 4096
Total_scans = 4038
Relaxation Delay = 2(8)
Recv_Gain =50
Temp_get = 21.414c]
= X_80_1 = 9.57[us]
X Aeg Time = 1.03209024[s]
*_angle = 30(deg]
X_Atn = 8[aB]
X_Fulse = 3.32333333[us]
_ IEr_Atn Dec = 27.766[aB]
= Irr_Atn Dec_C = 27.766[dB)
s Trr_htn Dec_Default_Cale = 27.766[dB]
Z Trr_Atn_Noe = 27.766[dB]
H Irr_Dec_Banawidth Hz = 4.7826087 [KHz]
Z IrrDec_Bandwidth_Fpm = 11.56303566(ppm]
e | l Irr Dec Freq = 393.78219838 [MHz)
e Irr_Dec_Merit_Factor =22

SI1100




5.06

0.7

:JEDLO

0.6

0.4

2.00

0.3

0.2

0.91
0.83

abundance

5.296
1.646

0.000

=
X : parts per Million : Proton

e
(AR ERK]

20221208_TK-02078_prot:
delta

proton.3xp
20221208_TX-02078
CHLOROFORM-D
8-DEC-2022 16:15:56
6-DEC-2022 21:03:24

= TR-02078
= 1D comPLEX
= 104858
= Proton
= Proton
= [pp=)
=x
Spectremeter = TNM-ECZ4005/L1
Fiela strength = 9.383766(T) (400[MHz])
X_Acq_puration = 2.18628096 (5]
X_Domain =
X_Frogq = 395.78219838 [MHz]
x orfset = s(ppa]
X_Points = 16384
x_Prescans =1
x_Resolution = 0.45739775 [Hz]
= 7.4840048 [kHz]
= 5.95520384 [kKz]
= Proten
= 399.78219838 [MHz]
= 5[ppm]
= Proton
= 399.78219838 [Mz]
= 5(ppml
= 2[us)
= FALSE
=18
Total_scans =16
Relaxation_Delay 5(s]
Recvr_gain 6
Temp_get 21.41dc]
X_80_Width 6.4[us]
X_Rcq_Time 2.18628096(s]
x_Angle 45 [aeq]
x_Atn 2.4[dB]
X_Pulse 3.2[us]
Trr_Mode cee
Tri Mede res
Dante_Loop 500

Initial Wait
Fhase

Presat_Time
Presat_Time_Fla
Relaxation Delay Cale
Relaxation_Delay_Temp
Repetition Time

FALSE
o

1(s]
o, so, 270, 180, 180,
5(s]
FALSE
o[=]

7.18628096 (=]

:JEDLO

8.0

7.0

6.0

5.0

4.0

30

20

(thousandths)

T T T T T T T T T T T T
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0
|

0.000

43.362

Fiela strengtn
%_Acq_puration
X_Demain

*_Freq

X ofeset
*_Foints

X Prescans
X_Resolution
X_sweep
*_Sweep_Clipped
ITr_Domain
Irr_Freq
Irr_offset
Blanking
Clippea

scans
Tatal_scans

Relaxation Delay
Recvr_gain

Irr_bec_Merit_Factor
Irr_bDecoupling
Irr_Noo

1rr Noise

Irr_offset Default
Trr_pwidth
Trr_Pwidth_Default
Irr Pwidtn Default Cale
Irr_pwidth_Templ
Irr_Wurst
Decimation_Rate

20221208_TK-02078_1.

delta

carbon. jxp.

20221208_TK-02078_1

CHLOROFGRM-D
5-DEC-2022 02:46:5
5-DEC-2022 14:01:2

TR-02078
1D CcoMPLEX
26214
Carben13
Carbon13
(ppa]

TNM-ECZ4005/L1

9.389766(T) (400 [MH:
1.03809024 (3]

100.52530333 [MHz]

4
0.96330738 [Hz]
31.56565657 [kHz]
25252528525 [kHz]
Proten
399.78219838 [Miz]

21.

4.7826087 [kHz]
11.96303566 [ppm]
299.78219838 [MAz)
2.2

TRUE

TRUE

WALTZ

50

0.115[ms]

0.115 [ms]
0.115[ms]
0.115[ms]

FPALSE

o




5 JEOL
0 0O °
\ 7/
Filename = 20231211_TK-03020_prot:
S., ~_OTBS i T
// N Expariment = proton.Jxp
. 1. = 20231211_TK-03020
/ H Solvent = CHLOROFORM-D
Actual Start Time = 11-DEC-2023 14:13:21
Revision_Time = 7-3EP-2024 12:01:08
b 2k Comment = TR-03020
hd = 1D COMPLEX
= 104858
= Proton
= Proton
" - Lo
b Spectrometer = JWM-ECZ4005/L1
z I S —
X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
X_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Hz]
- = 7.4940048 [kHz]
= = 5.99520384 [kHz]
= Proten
= 395.79219838 [MHz]
= 5(ppm]
= Proton
= 39978219838 [MHz]
= 5(ppm]
= 2[us]
o = FALSE
< =16
Total_scans =16
g s
= ~ Relaxation_Delay = 5[s]
Recvr gain =56
Temp_get. = 22.3(dc]
X_50_Width = 6.4[us]
- | X_Aoq_Time = 2.18628096[s]
= - | X Angle = s5[deq]
) X_atn = 2.4[4B]
= X_Pulse = 3.2[us]
o | Trr_Mode = oef
< Tei_Mode = ogs
£ Dante_tacp - su0
= | Dante Presat = FALSE
g | Dacimation_Rate =0
= ~ h A M Initial Wait =1(s]
B Fhase = {0, 50, 270, 180, 18O,
T T Presat Time = 5[s]
8.0 7.0 6.0 5.0 2.0 Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
| y . Relaxation Delay_Temp = §
- /1N Repetition Time = 7.18628096 =]
2 s LonSoancsl @H SZS SEEE
3 2 EEREammAan e SER ZEZEZS
= v memm e mmm -= S22 =
X : parts per Million : Proton
=1
= JEOL
= 20220818_TK-02012_c:
< = aelta
bl = carbon. jxp
= 20220813_TR-02012
= CHLOROFGRM-D
= 19-AUG-2022 01:46:4
= 20-AUG-2022 15:18:5:
= = TK-02012
= 1D compLEX
= 26214
= Carben13
= Carbonl3
= = [ppm]
g =x
= JNM-ECEA008/L1
Field strength = 9.389766[T] (400 [MK:
X_Acq_puration = 1.03809024 5]
= = 13¢
wl = 100.52530333 [MHz]
= 100(ppm)
*_Points = 32768
X Prescans =4
X_Resolution = 0.96330739 [Hz]
= X_sweep = 31.56565657 [xHz]
<] *_Sweep_Clipped = 25.25252525 [kHz]
TEr_Domain = proten
Irr_Freq = 399.76219838 [Mz)
Trr_offset = 5[ppm]
Blanking = S[us]
= clippea = TRUE
- scans = 4096
Total_scans = 4036
Relaxation Delay -
= :
= -
== Irr_Atn_pec_calc =
== Irr_Atn_Dec_Default Cale =
= Irc_Atn_Moe = [d8]
= Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
g Trr_Dec_t idth_Ppm = 11. )
2 l Irrpee Freq = 39578219838 [MHz)
£ e | 1 Irr_bec_Merit_Factor =2.2
= Irr_Decoupling = TRUE
T T T T T T T T T T T T T Trr_Noe = TRUE
210.0200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr _Noise = Whnrz
Irr_offset Default = 5[
Trr_Pwidth = 0.115[ns]
| Trr_Pwidth_Default = 0.115[ms)
= w w = Irr Pwidth Default Cale = 0.115[ms]
14 ] = Irr_pwidth_Templ = 0.115[ms)
v e o = Irr Wurst =
- "= Decimation_Rate =0
X : parts per Million : Carbonl

S1102




X : parts per Million : Carbonl

Decimation_Rate

e
EE
: g JEOL o
=
-
o
= \ 7/ Filename = 20220827_TR-02028_prot
Author = delta
- ~ /\/ N H BOC Experiment = proton.jxp
o // N . Td = 20220827_TR-02028
= / Solvent = CHLOROFORM-D
H Actual Start Time = 27-AUG-2022 16:27:33
Revision_Time = 26-Nov-2022 17:27:42
~
= = TK-0D2028
< 2| o}y
E = 104858
. = Proton
= = Proton
= = [ppm)
E =x
- Spectrometer = JMM-ECZA008/11
=7 Field strength = 5.389766(T] (400[MHz])
%_Aeq_uration = 2.18628096 5]
E X_Demain =
-+ X_Freq = 395.78219838 [MHz]
= X offset = srepm)
b X_Points = 16384
E X Prescans -1
- - %_Resolution = 0.45739775 [1z]
k| E = 7.4940048 [kHz]
& - = 5.58520384 [kKz]
= Proton
= 395.79219838 [MHz]
- = Sippm]
< = Proton
= 399.78219838 [MHz]
= 5(ppm]
= = 2(us]
=} = FALSE
b =16
Total_scans =16
=
= | Relaxation_Delay = 5(s]
= Recv: Gain = a6
E = 21.8(dc)
= 6.4[us]
‘=’ - = 2.1B628096(s]
-§ 5 3 - e
g = 2.4[4B]
E | = 3.2[us]
e = off
8= LI\ = oes
£< = 500
= ] = raLsE
] . =0
2. - - 4 -~ J . S e | Initial _wait = 1[s]
B Fhase = {0, S0, 270, 180, 180,
e - - o e T T T T T T T presat e = Ste
8.0 7.0 5.0 2.0 Lo 0 Presat_Time_Fla = FALSE
Relaxation_belay Calc = 0(s]
P ] mter s
,- D Repetition Time = 7.18628096 (2]
£ £ 3 Egzgas 3 gz H
A B 3 RERARY 2 &€%% g
& w -+ e A4 =44 =
X : parts per Million : Proton
=
* JEOL
=] = 20220827_TK-02028_1.
* = delta
= cazbon.jxp
= 20220827_TK-02028_1
= CHLOROFGRM-D
= 28-AUG-2022 07:43:2
= 26-KoV-2022 17:30:1
= TR-02028
= 10 comeiEx
= 26214
= Carbon13
= = Carbonl3
2 = (ppm]
= TNM-ECE4005/L1
Field strength = 5.389766(T) (400 [M:
= X_Acq_puration = 1.038090241s]
7 ¥_Domain = 13¢
X_Freq = 100.52530333 [MHz]
¥ ofzset = 100(ppm]
X_Points = 32768
¥ Prescans =4
X_Rasolution = 0.96330738 [Kz]
= | Xsween = 3156565657 [xHz]
- X_Sweep_Clipped = 25.25252525 [kHz]
Itr Domain = Proton
Irr_Freq = 359.78219638 (Miz)
Trr_offset = S(ppm]
Blanking = 5[us]
=] Clippea = TRUE
i scans = 4096
Total_Scans = 4096
Relaxation Delay -
Recvr_Gain =
= Temp_get -
i %_903 -
¥ Acq_Time -
X_Angle -
X_atn -
X_Fulse -
= ITr Atn Dec -
=E Irr_Atn_Dac_C =
= Trr_Atn Dec_Default Calc =
2 Trr_Atn_Moe =27,
F Irr_Dec_Bandwidth iz = 4.7826087 [kHz]
Z ‘ T Dec Bandwidth Ppm = 11.96303566 (ppm]
] Irr Dec Freq = 399.78219838 [Miz]
£o Irr_Dec_Merit_Factor =22
~ o ~ ~ N o I ~ — R ) ~ ~ Irr_Decoupling = TRUE
A A S B A A e s B R S Fovin 404 it
210.0200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 © Irr Noise = WALTZ
] ‘ Irr_offset_Default =50
P Trr_pwidth = 0.115[ms]
- Trr_pwidth_Default = 0.115[ms]
§ = 52 S Irr Pwidth Default Calc = 0.115[ms]
3 = e = - Irr_pwidth_Templ = 0.115(ms)
& H Ig = Trrwurst = PaLsE

o
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:JEDLO

X : parts per Million : Carbonl3

= 2
= = (%
[ONN©) o
N\
OM Filename = 20230802_TK-02161_prot
= < e Author - aelta
< // N Experiment = proton.3xp
. 14 = 20230802_TK-02161
/ H Solvent = CHLOROFORM-
Actual Start Time = 2-AUB-2023 17:14:19
. O Revision_Time = 2-AUG-2023 18:10:58
= 20 = TR-02161
= 1D comrrEX
= 104858
= Proton
- = 2 = Froton
= o & = [ppm)
=x
Spectrometer = JWM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
i %_Acq_Duration = 2.18628096(5)
= X_Demain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
X_Points = 16384
w X Prescans =1
= X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.595520384 [kHz]
= Proten
= 395.79219838 [MHz]
= 5(ppm]
= Proton
= 39978219838 [MHz]
] = 5 (ppm]
s = 2[us)
= TALSE
Total_scans =16
| Relaxation_Delay = 5[s]
Recvr gain =56
o Temp_get. = 22.8(dc)
= X_50_Width = &.4[us]
‘ X Acq_Time = 2.18628096(s]
X Angle = s5[deq]
X_atn = 2.4[dB]
- X_Pulse = 3.2[us]
o = Trr_Mode = ot
< Tei_Mode = ogs
£ Dante_tacp - su0
= Dante Presat = FALSE
g . | Decimation Rate =0
= \ . _ Initial Wait =1(s]
B Fhase = {0, 50, 270, 180, 18O,
- e = = e e T T T T T T T T T T T T T T ppagat Tima = 3is]
8.0 7.0 6.0 5.0 4.0 Lo 0 Presat_Time_Fla = FALSE
I Relaxation_Delay Cale = 0[s]
/ \ Relaxation Delay Temp = 5
/ ! AN Repetition Time = 7.18628096 =]
£ z TE22ZE ZCIZZEERES H
] o ERA%8S 3555553853 2
. s v R RS RS RS SRS S N el el e =
X : parts per Million : Proton
=1
) o
= 20230803_TK-02161_c:
= delta
= carbon. jxp
= 20230803_TR-02161
= CHLOROFGRM-D
= = 4-AUG-2023 02:41:5:
= = 21-AUG-2023 11:22:3:
= TK-02161
= 1D compLEX
= 26214
= Carben13
=1 = Carbon13
= = [ppm]
=x
= JNM-ECEA008/L1
Field strength = 9.389766[T] (400 [MK:
X_Acq_puration = 1.03809024 5]
XD = 13¢
g = 100.52530333 [MAz]
X ofeset = 100[ppm]
*_Points = 32768
X Prescans =4
. X_Resolution = 0.96330739 [Hz]
-] X_sweep = 31.56565657 [xHz]
*_Sweep_Clipped = 25.25252525 [kHz]
TEr_Domain = proten
Irr_Freq = 399.76219838 [Mz)
Trr_offset = 5[ppm]
= 5[us]
=1 -
b = 4096
= 4036
= 218]
=50
= = 22.814c]
~ = 10.02[us]
= 1.03209024[s]
= 30(deg]
= B[aB]
= 3.34[us]
—_ . Atn | = 27.43[aB)
z Irr_Atn Dec_calc = 27.49[dB)
s Trr_Rtn Dec_Default_Calc = 27.43[dB]
Z Trr_Atn_Hoe = 27.43[a8]
H Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
Z TrrDec Bandwidth Ppm = 11. -
e | Irr Dec Freg = 399.78219838 [MHz)
£o o . Irr_Dec_Merit_Factor =2.2
~ N o } R N N ~ R I ~ R N o Irr_Decoupling = TRUE
e T T T T e R AR R S naand -y e e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
Irr_offset Default = 5[
| : N i T,
< - Trr_Pwidth_Default = 0.115[ms)
o E [ = o = Irr Pwidth Default cale = 0.115[ms)
- mmeaSn & = s = = Irr_pwidth_Templ = 0.115[ms]
i EERREE [P A = Tre_Wurst =
Decimation_Rate =0
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3 JEOL o
b=
«®
= 0 0
Filename = 20220201_TK-01121_prot:
N/ Authox = delta -
S Experiment = proton.3xp
~ /\ T = 20220201_mK-01121
~ / N Solwent = FOmM-
2 = ACLUAL Start Time =
Revision_Time =
= TR-01121
2 = 1D comp:
p = 104858
2 = Proton
= = Proton
2 = [ppm]
=] =x
- Spectrometer = JNM-ECZ4008/L1
“ Fiela strength = 9.383766[T] (400[MHz])
=4 X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
X_Points = 16384
X Prescans =1
- X_Resolution = 0.45739775 [Hz]
= = 7.4940048 [kHz]
= 5.99520384 [kHz]
= Proten
= 395.79219838 [MHz]
= 5(ppm]
= Proton
L] = 39978219838 [MHz]
s = 5 (ppm]
= 2[us]
= TALSE
=18
Total_scans =16
-
2 Relaxation_Delay = 5[s]
Recvr gain s
Temp_get. = 21.11dc]
[ X 90 Widen - 6.2
s X_Acq_Time = 2.18628096[s]
X Angle = s5[deq]
- X_atn = 2.4[dB]
= X_Pulse = 3.1[us]
o Trr_Mode = oef
< Tei_Mode = ogs
£ Dante_tacp - 500
= Dante Presat = FALSE
g ‘ Decimation Rate =0
= f Initial Wait = 1[=)
B Fhase = {0, 50, 270, 180, 18O,
T T Presat Time = 5[s]
8.0 7.0 6.0 5.0 4.0 2.0 0 Prosat_Time_Fla = rALsE
Relaxation_Delay Cale = 0[s]
‘ Relaxation Delay_Temp = §
/ Repetition Time = 7.18628096 =]
z A H
] e 2
s - =
X : parts per Million : Proton
=1
= JEOL
= 20220201_TK-01121_1.
< = aslta
bl = carbon.jxp
= 20220201_TR-01121_1
= CHLOROTORM-D
= 1-FEm-2022 21:03:4
= 7-5EP-2024 14:53:2
=
= = TR-01121
= 1p comrrEx
= 26214
x = Carbonl3
Dim_Title = Carbon13
= Dim Units = (ppm]
e Dimensions =
spectrometer = JNM-ECEA4D0S/L1
Field strength = 9.383766[T] (400 [M:
%_Acq_puration = 1.038090241s]
X_Domain = 13¢
X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
X Prescans =4
%_Resolution = 0.9633073 [Kz]
. X_sweep = 31.56565657 [xHz]
-] X_Sweep_Clipped = 25.25252525 [kHz]
IEr Domain = proten
Irr_rreq = 399.78219838 [M0iz)
Trr_offset = 5(ppm]
Blanking = 5[us]
= Clippea = FALSE
- scans = 2048
Total_scans = 2048
Relaxation Delay = 2(8)
Recv_Gain =50
Temp_get = 21.114c]
3 X_80_1 = 9.57[us]
X Aeg Time = 1.03209024[s]
*_angle = 30[deg]
X_Atn = 8[aB]
X_Fulse = 3.32333333[us]
IEr_Atn Dec = 27.766[aB]
== Irr_Atn_pec_ = 27.766[dB)
£ Trr_htn Dec_Default_Cale = 27.766[dB]
= Trr_Atn_Moe = 27.766[dB]
= Irr_Dec_Banawidth Hz = 4.7826087 [KHz]
g Trr_Dec_Bandwidth_Fpm = 11.36303566 [ppm]
2 | Irrpec F: = 395.78219838 [MHz]
£ = A A A Irr_pec_Merit_Factor =2.2
= Irr_Decoupling = TRUE
T T T T T T T T T T T T T Trr_Noe = TRUE
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0120.0 110.0 100.0 90.0 80.0 70.0 60.0 500 40.0 30.0 20.0 100 0  |IzEieise i
Irr_offset Default =50
Trr_Pwidth = 0.115[ms]
~ Trr_Pwidth_Default = 0.115[ms]
= o o = Irs Pwidth Default Cale = 0.115[ms]
- [~ ; = Irr_pwidth_Templ = 0.115[ms]
P o - = Trr Wurst = PALSE
= - - Decimation_Rate =0
X : parts per Million : Carbonl -
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JEOL o
E4
=
- 0 0
- \ / = 20211029 _TR-01091A_ re2
= delta
/ ~ N = proton.jxp
/ = 20211023_TR-01031A_re2
=5 7 - catonoromit-
= 29-0cT-2021 12:50:07
)\ = 7-SEP-2024 17:39:39
= TR-01091A_re2
= = 1p comPLEX
= 104858
2q = Proton
= Froton
= [ppm]
=4 =x
= = TWM-ECE4008/L1
Field strength = 9.389766[T] (400[MHz])
X_Acq_puration = 2.18628096 (5]
- XD =
= eg = 395.78219838 [MHz]
X ofeset = 5(ppm]
*_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Kz]
X_sweep = 7.4940048 [k¥z]
*_Sweep_Clipped = 5.38520384 [kHz]
TEr_Domain = Proten
Irr_Freq = 399.78219838 [Miz]
Trr_offset = 5ippm]
-+ = Froton
= = 399.78219838 [MHz]
= 5(ppm]
= 2[us)
= FALSE
- =16
=] Total_scans =16
Relaxation_Delay = 5(s]
Recvr_gain = 46
- = Temp_get = 22.7(4c]
pa] ] X_90_Width = 6.2[us]
*_hog_Time = 2.18628096(s]
X Angle = 45[deq]
X_atn = 2.4(aB]
X_Pulse = 3.1fus]
o ;.'_ Trr_Mode = ofe
< el Mode = ofe
] Dante_Loop - sa0
= Dante Presat = FALsE
g ‘ Decimation Rate =0
2.1 AN Initial Wait =1[s]
B Phase = {0, SO, 270, 180, 180,
L O L o B IR AL i o R [ AT -
8.0 7.0 6.0 5.0 4 2.0 Lo 0 Prosat_Time_rlag = FALsE
‘ | Relaxafion_Delay_Cale = 0[s]
/ Relaxation Delay Temp = 5
a N i Repetition Time = 7.18628096[2]
£ FF3LEREZ eER H
] £35ERREZ i tn =
s memmmmmm e PR =
X : parts per Million : Proton
=2
R o
<
o
Filename = 20211028_TK-01091A 3
Auther = delta
= Experiment = carbon.3xp
= sample_Td = 20211028_TR-01091A_
Solvent = CHLOROFORM-D
Aetual start Time = 28-0cT-2021 21:03:2
= Revision_Tims = 7-3EP-2024 17:42:3
=1
- Comment. = TR-D1091A_13C
Data_Format = 10 compLEX
Dim_size = 26214
=4 EE n = Carbon13
Ll Dim_Title = Carbonl3
Dim Units = (ppm]
Dimensions =
= spectrometer = TNM-ECE4DOS/T1
%
Field strength = 9.383766[T] (400 [M:
X_Acq_Duration = 1.03809024[s]
= X_Domain = 130
=1 X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
X Prescans =4
= X_Resolution = 0.86330738[Hz]
e X_swee, = 31.56565657 [kiz]
X_sweep_Clipped = 25.25252525 [kHz]
IFr Demain = Proten
= Irr_rreq = 395.78219838 [Miz)
v Irr_offset = S(ppm]
Blanking = 5[us]
clippea = PALSE
= scans = 8182
2 Total_Scans = 8132
b .t
Relaxation Delay =209
Recvr_ai =50
Temp_Get = 22.514c]
X_80_Width = 9.57[us]
IS = 1.03808024[s]
X_angle = 30(deg]
= = 8[dB]
~ = 3.32333333 [us]
= 27.766[aB]
- “Atn_Dec_C = 27.766[dB)
£ Irr_htn Dec_Default_Cale = 27.766[dB]
== Trr_Atn_Noe = 27.766[dB]
g~ Irr Dec_Banawidth Hz = 4.7826087 [KHz]
g Trr_Dec_Bandwidth_Fpm = 11.56303566 [ppm]
2 Irr pec Freq = 395.78219838 [Matz]
s I_ | Irr_Dec_Merit_Factor =22
= Irr_Decoupling = TRUE
T T T T T T T T T T T T T Irx_Noe = TRUE
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WaTz
Irr_offset_Default = s5¢
Irr_pwidth = 0.115[ms]
Trr_Pwidth_Default = 0.115[ms]
- = Irs Pwidth Default cale = 0.115[ms]
2 E Irx_Pwidth_Templ = 0.115[ms]
P = Trr_Wurst = PALSE
- - Decimation_Rate =0
X : parts per Million : Carbonl -

SI1106




0.4

0.3

0.2

0.1

27.88

abundance

27.46

:JEDLO

8.0 7.0

270

j
X : parts per Million : Proton

0.000

e
(AR ERK]

20211027_TK-01090_prot:
delta

proton. 3xp
20211027_TX-01030
CHLOROFGRM-D
27-0CT-2021 16:46:28
7-SEP-2024 17:51:28

= TK-010%0

= 1D coup:

= 104858

= Proton

= Proton

= [pp=)

=x
Spectremeter = JWM-ECZ4005/L1
Fiela strength = 9.383766(T) (400[MHz])
X_Acq_puration = 2.18628096 (5]
X_Domain =
X_Freq = 395.78219838 [MHz]
x orfset = s(ppa]
X_Points = 16384
x_Prescans =1
x_Resolution = 0.45739775 [Hz]

= 7.4940048 [kHz]

= 5.595520384 [kHz]

= Proten

= 399.78219838 [MHz]

= 5[ppm]

= Proton

= 39978219838 [MHz]

= 5(ppm]

= 2[us]

= FALSE

=18
Total_scans =16
Relaxation_Delay = 5[s]
Recvr_gain = 46
Temp_get. = 21.3(dc]
X_80_Width = 6.2[us]
X_Aoq_Time = 2.18628096[s]
x_Angle = 45[aeq]
x_Atn = 2.4[dB]
X_Pulse = 3.1[us]
Trr_Mode = oef
Tri Mede = ofs
Dante_Loop = s00
Dante Presat = FALSE
Decimation_Rate =0
Initial Wait = 1[s]
Fhase = {0, 50, 270, 180, 18O,
Presat_Time = 5(s)
Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
Relaxation_Delay Temp = 5
Repetition Time = 7.18628096 (5]

9.0

8.0

7.0

6.0

=
-+

30

2.0

1.0

:JEDLO

(thousandths)

T T T T T T T T T T T T T
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 100 0

X : parts per Mi

on : Carbonl

4B.673

N

Dim_Title
Dim units
Dimensions
sSpectrometer

Fiela strengtn
%_Acq_puration
X_Demain

X_Froq

X ofeset
*_Foints

X Prescans
X_Resolution
X_sweep
*_Sweep_Clipped
ITr_Domain
Irr_Freq
Irr_offset
Blanking
Clippea

scans
Tatal_scans

Relaxation Delay
Recvr_gain

Irr_bec_Merit_Factor
Irr_bDecoupling
Irr_Noo

1rr Noise

Irr_offset Default
Trr_pwidth
Trr_Pwidth_Default
Irr Pwidtn Default Cale
Irr_pwidth_Templ
Irr_Wurst
Decimation_Rate

20211027_TK-01090_1.

delta

carbon. jxp.

20211027_TR-01090_1

CHLOROFGRM-D

28-0CT-2021 01:33:3,
7-3EF-2024 17:53:4

TR-01080_13C
1D COMPLE

26214

Carben13

Carbon13
(ppa]

TNM-ECZ4005/L1

9.389766(T) (400 [MH:
1.03809024 (3]
ac

100.52530333 [MHz]

4
0.96330738 [Hz]
31.56565657 [kHz]
25252528525 [kHz]
Proten
399.78219838 [Miz]

57 [us]
.03808024 (2]
30 [deg]

8[4B]
3.32333333 [us]
27.766[a8]
27.766[dB)

27.

27.766[aB)
4.7826087 [kHz]
11.96303566 [ppm]
299.78219838 [MAz)
2.2

TRUE

TRUE

WALTZ

50

0.115[ms]

0.115 [ms]
0.115[ms]
0.115[ms]

FPALSE

o
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abundance

2 g JEOL
=
B 3
O 0O N
\ /7 Filename = 20211210_TK-01105_prot:
Auther = gelta
~ Experiment = proton.3xp
// N ¥ - Boma1210 TR-01108
Solvent = CHLOROFORM-D
/ Actual Start Time = 10-DEC-2021 16:32:46
Revision_Time = 7-3EP-2024 18:01:25
= TK-01105
= 1D comrLEX
28 = 104858
= Proton
= Proton
~ = [ppm]
< =x
Spectrometer = JWM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 5]
X _Domain =
Ed X_Freq = 395.78219838 [MHz]
br X ossset = 5(ppm]
X_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.99520384 [kHz]
= Proton
= 395.79219838 [MHz]
= 5(ppm]
= Proton
= 39978219838 [MHz]
- = 5 (ppm]
= = 2[us]
= TALSE
=18
E Total_scans =16
9
Relaxation_Delay = 5[s]
Recvr gain '
Temp_get. = 20.1(dc]
X_50_Width = 6.2[us]
X_Aoq_Time = 2.18628096(s]
X Angle = s5[deq]
X_atn = 2.4[4B]
X_Pulse = 3.1[us]
| Trr_Mode = oef
1 Tri Mode = ofs
Dante_loop = s00
Dante Presat = FALSE
| Decimation_Rate =0
P b Ju Initial Wait = 1[=]
Fhase = {0, 50, 270, 180, 18O,
T Presat Time = 5[e)
8.0 7.0 6.0 5.0 4.0 3.0 0 Presat_Time_Fla = FALSE
1 Relaxation_Delay Cale = 0[s]
i Relaxation Delay_Temp = §
AN Repetition Time = 7.18628096 =]
= Mo m s
A et =
IS e =
X : parts per Million : Proton

(thousandths)

=
= JEOL
=2 = 20211210_TK-01105_1.
a = delta
= carbon. jxp
= 20211210_TR-01105_1
= CHLOROTORM-D
= = 11-DEC-2021 03:12:5
= = 7-5EP-2024 18:05:4
= TK-01105_13C
= 1p comrLE
= 26214
= x = Carbonl3
= Dim_Title = Carbonl3
Dim Units = (ppm]
Dimensions =
spectrometer = JNM-ECEA4D0S/L1
2 riaid_stomgrs S —
%_Acq_puration = 1.03809024 (5]
X_Domain = 13¢
X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
X Prescans =4
%_Resolution = 0.96330738 [Hz]
X_sweep = 31.56565657 [xHz]
X_Sweep_Clipped = 25.25252525 [kHz]
IEr Domain = proten
=4 Irr_Freq = 399.78219838 [MHz]
s Irr_offset = 5[ppm]
Blanking = 5[us]
Clippea = FALSE
scans = 4036
= Total_scans = 4038
-
Relaxation Delay = 2(8)
Recv_Gain =50
Temp_get = 21.314]
X_90_ = 8.97[us]
= X_Acq_Time = 1.03809024(s]
~ *_angle = 30[deq]
X_Atn = 8[aB]
X_Fulse = 3.32333333[us]
IEr_Atn Dec = 27.766[aB]
- Irr_Atn Dec_C = 27.766[dB)
= Trr_htn Dec_Default_Cale = 27.766[dB]
Trs_Atn_Noe = 27.766[aB)
Irr_Dec_Banawidth Hz = 4.7826087 [KHz]
Trr_Dec_Bandwidth_Fpm = 11.36303566 [ppm]
Irs Dec F: = 393.78219838 [MHz)
- N Irr_Dec_Merit_Factor =2.2
Irr_Decoupling = TRUE
T T T T T T T T T T T T T Trr_Noe = TRUE
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.00 0 Irs _Noise = Whorz
Irr_offset Default =5
Trr_Pwidth = 0.115[ms]
\ Trr_Pwidth_Default = 0.115[ms]
- Irr Pwidth Default Cale = 0.115[ms]
own Irr_pwidth_Templ = 0.115[ms]
- Trr Wurst = PALSE
" e Decimation Rate =0
X : parts per Million : Carbonl -

SI1108




-
a
< s JEOL ;
= s
E - =
-
o
3 0.0
= = 20211207_TR-01103A_re
N/ asin ” -
S S reten.
@ ~ N = 20211207_TR-01103A_re
= / = CHLOROFORM-D
/ = 7-pEc-2021 13:42:13
E = 7-sEP-2024 19:23:30
E O = TE-01103A
= = 1p comprEx
2t = 104858
E = Proton
= Froton
2] = (ppm)
= =x
= TWM-ECE4008/L1
-+ Field strength = 9.389766[T] (400[MHz])
~ X_Acq_puration = 2.18628096 (5]
= X_D =
E g = 395.78219838 [MHz]
X ofeset = 5(ppm]
~ *_Points = 16384
- ¥ Prescans -1
o X_Resolution = 0.45739775 [Kz]
X_sweep = 7.4940048 [k¥z]
*_Sweep_Clipped = 5.38520384 [kHz]
TEr_Domain = Proten
Irr_Freq = 399.78219838 [Miz]
Trr_offset = Sippm]
= Froton
= 399.78219838 [MHz]
E = Sippm)
= = 2[us)
4 = FALSE
B = =16
- 9 Total_scans =16
s
= Relaxation_Delay = 5(s]
= a8
= 21.5[dc]
z = 6.2[us]
= = 2.18628096(s)
s = 45[deg]
E f = 2.4(aB]
= 3.1fus]
Lo = ofe
i3 o
s = 500
= = FALsE
2 3 =0
22 J A | A A Tnitial Wait =1(s]
B Phase = {0, SO, 270, 180, 180,
T T T Presat_Time = 5[]
8.0 7.0 6.0 5.0 2.0 Lo 0 Presat_time_Flag = FALSE
Relaxafion_Delay_Cale = 0[s]
Relaxation Delay Temp = 5
Repetition Time = 7.18628096 (%)
= = = s
1 & 7 =
I - = =
X : parts per Million : Proton
=
i o
=
= = 20211206_TK-01103A ¢
= delta
= carbon. jxp
= 20211208_TR-01103A
= = CHLOROFGRM-D
% = 6-DEC-2021 21:03:4
= 7-5EP-2024 18:16:4
= TK-01103A
= 1D comprEX
= = 26214
= = Carben13
= Carbonl3
= [ppm]
=x
<] = JNM-ECEA008/L1
= Field strength = 9.389766[T] (400 [MH:
X_Acq_puration = 1.03809024 5]
= 13¢
= 100.52530333 [MHz]
= = 100(ppm)
v *_Points = 32768
X Prescans =4
X_Resolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [xHz]
*_Sweep_Clipped = 25.25252525 [kHz]
< ] TEr_Domain = proten
-+ Irr_Freq = 399.76219838 [Mz)
Trr_offset = Sippm]
Blanking = 5[us]
clippea -
scans = 2048
= Total_scans = 2048
- .t
Relaxation Delay = 2[8]
=50
= 21.3140]
= 5.57[u
= 30(deg]
= B[aB]
= 3.32333333[us]
. Atn | = 27.766[aB)
2 Irr_Atn Dec_calc = 27.766(ds)
2= Trr_htn Dec_Default_Calc = 27.766[dB]
= Irc_Atn_Moe = 27.768[dB
= Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
g Trr_Dec_t idth_Ppm = 11. )
2 Irrpee Freq = 39578219838 [MHz)
== Irr_Dec_Merit Factor =2.2
= Irr_Decoupling = TRUE
T T T T T T T T T T T T T Trr_Noe = TRUE
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.00 0 Irr _Noise = Whnrz
Irr_offset Default = 5[
T Trr_Pwidth = 0.115[ns]
Trr_Pwidth_Default = 0.115[ms)
@ Irr Pwidth Default Cale = 0.115[ms]
2 Irr_pwidth_Templ = 0.115[ms)
& Irr_Wurst =
- Decimation_Rate =0
X : parts per Million : Carbonl

SI1109



abundance

i
= 3 JEOL
0 0 :
= \\ // File 20231006_TK-02183 =
= ilename - - o
S\ /\/OTBS Auther = delta -~
// N Experiment = proton.jxp
. 1. = 20231005_TK-02183
= Solvent = CHLOROFORM-D
= Actual Start Time = §-ocT-2023 19:33:35
OTBS Revision_Time = 7-0cT-2023 12:24:54
= TK-02183
S = 1D COMPLEX
= 2 = 104858
u = Proton
= Proton
= - = [ppm]
< g =
A Spectrometer = JWM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
~ X_Acq_puration = 2.18628096 5]
< X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
X_Points = 16384
2 X Prescans o1
o X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.99520384 [kHz]
v = Proten
=l = 399.78219838 [MHz]
= 5(ppm]
= Proton
= 39978219838 [MHz]
= 5 (ppm]
2 s aom
= TALSE
=18
Total_scans =16
2 EE
= 3= Relaxation_Delay = s(s]
Recvr gain =56
Temp_get. = 22.7(dc)
- X_50_Width = 6.4[us]
= X_Aoq_Time = 2.18628096[s]
X Angle = s5[deq]
X_atn = 2.4[4B]
X_Pulse = 3.2[us]
- 2 Irr_Mode = ot
= z Tri Mode = ofs
{ \ Dante_loop = s00
Dante Presat = FALSE
i Decimation Rate =0
- e . J | rnitial wmait =1(s]
Fhase = {0, 50, 270, 180, 18O,
L o O o I o o BRI S [T = 3is]
8.0 7.0 6.0 5.0 4.0 3.0 2.0 Lo Presat_Time_Fla = FALSE
1 Relaxation_Delay Cale = 0[s]
/ Relaxation Delay Temp = 5
£ A\ Repetition Time = 7.18628096(5)
= saxaswas = Tes rsas
S ZHEFIIZ 7 222 5553
= mmmm e - ss< sess
X : parts per Million : Proton

(thousandths)

] JEOL o

20231006_TK-02183_xd
delta

carbon. jxp.
20231008_TK-02183_rd
CHLOROFGRM-D
7-0CT-2023 00:04:3
7-3EF-2024 18:32:0

10.0 11.0 12.0 13.0 14.0 150 16.0 17.0 18.0 19.0

Irr_bDecoupling

Irr_Noo

1rr Noise

Irr_offset Default
Trr_pwidth
Trr_Pwidth_Default

Irr Pwidtn Default Cale
Irr_pwidth_Templ
Irr_Wurst
Decimation_Rate

TRUE
TRUE
WALTZ

sl
0.115[ms]
0.115[ms]
0.115[me]
0.115[ms)
PALSE

o

T T T T T T T T T T T T
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0
L

= Tx-02183
= 1D comPLEX
= 26214
= Carben1
= Carbon13d
= [ppm)
B = TNM-ECE4005/L1
Fiela strengtn = 9.383766([T) (400 [;
%_Acq_puration = 1.03809024 (5]
X_Demain = 13c
*_Freq = 100.52530333 [MHz]
B X ofeset = 100[ppm)
*_Foints = 32768
= X Prescans =4
= X_Resolution = 0.96330738 [Hz]
X_sweep = 31.56565657 [xHz]
= *_Sweep_Clipped = 25.25252825 [kHz]
= ITr_Domain = proten
Irr_Freq = 399.78219838 [Mz)
= Irr_offset = S(ppm]
= Blanking = 5[us]
Clippea = TRUE
= scans = 8192
< Tatal_scans = 8192
= Relaxation Delay =
Recvr_oain =
Temp_Get =
= X_90_ -
= X Acq_Time -
x_angle =
= X Atn =
- *_Fulse =
IFr_Atn Dec =
= Irr_Atn_Dec_C =
“ Irr_Atn Dec_Default_Cale =
Trr_Atn_Moe =27,
= | Irr Dee Bandwidth Hz = 4.7826087 [kHz]
- Trr_Dec_Bandwidth_Ppm = 11.56303566 [ppm]
1rr Dec T = 399.78219838 [MAz]
- X Irr_bec_Merit_Factor =2.2

25845
18178 —

X : parts per Million : Carbonl

SI110



=
s JEOL ;
R \ 7/ E
Filename = 20231107_TK-03001A_pro
S ~_OTBS W - s
// N Experiment = proton.jxp
. 1. = 20231107_TK-03001A
" I i T iorerein
= TBS Actual Start Time = 7-NOV-2023 12:32:35
Revision_Time = 8-NOV-2023 12:55:39
= TK-0D3001A
2v - 1o cowsux
r = 104858
s = Proton
= Proton
= |e = [ppm]
HE] =x
e [ Spectrometer = JWM-ECZ4005/L1
2
= Field strength = 9.389766[T] (400[MHZ])
X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
w X_Points = 16384
o X_Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.99520384 [kHz]
= Proten
= 395.79219838 [MHz]
= 5(ppm]
= Proton
= 39978219838 [MHz]
= 5(ppm]
- = 2[us]
= = TALSE
=18
- = Total_scans =16
= <
o - Relaxation_Delay = 5(s]
~ Recvr gain =56
= Temp_get. = 22.7(dc)
X_50_Width = 6.4[us]
X_Aoq_Time = 2.18628096(s]
X Angle = s5[deq]
X_atn = 2.4[4B]
-1 X_Pulse = 3.2[us]
o S Trr_Mode = oef
< Tei_Mode = ogs
£ Dante_tacp - 500
= Dante Presat = FALSE
g u Decimation Rate =0
= A Initial Wait =1(s]
B Fhase = {0, 50, 270, 180, 18O,
T T Presat Time = 5[s]
8.0 7.0 6.0 5.0 2.0 Presat_Time_Fla = FALSE
| Relaxation_Delay Cale = 0[s]
Relaxation Delay Temp = 5
/ / Repetition Time = 7.18628096[=]
- zsmzaam
S ZRESAA
= meE
X : parts per Million : Proton
=
] o
=24
= Filename = 20231107_TK-03001A
Auther = delta
Experiment = carbon.3xp
Sample_Td = 20231107_TK-03001A
& Solvent = CHLOROFGRM-D
=] Aetual start Time = 7-Nov-2023 20:15:4
Revision_Tims = 8-Nov-2023 13:02:5
Comment = TK-03001A
Data_Format = 1p comrLEX
= 1 Dim_size = 26214
[ X1 n = Carben13
Dim_Title = Carbonl3
Dim Units = (ppm]
Dimensions =
- spectrometer = TNM-ECE4DOS/T1
= Field Strength = 9.389766([T] (400 [M:
X_Acq_Duration = 1.03809024[s]
X_Domain = 130
X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
X Prescans =4
X_Resolution = 0.86330738[Hz]
X_swee, = 31.56565657 [kiz]
X_sweep_Clipped = 25.25252525 [kHz]
= IFr Demain = Proten
= Irr_rreq = 395.78219838 [Miz)
Irr_offset = S(ppm]
Blanking = 5[us]
clippea -
scans = 13000
= Total_scans = 13000
-
Relaxation Delay =209
Recvr_ai =50
Temp_Get = 22.714¢]
X_80_Width = 10.02[s
= by = 1.03808024(8]
- x_angle = 30([deg]
= 8[dB]
= 3.34[us]
=27
Tz _Atn_Dec_( =2
£ = Irr_htn Dec_Default_Calc = 27
= Trr_Atn_Hoe =27
= Irr Dec_Banawidth Hz = 4.7826087 [KHz]
g Trr_Dec_Bandwidth_Fpm = 11.56303566 [ppm]
2 [ Irr pec Freq = 395.78219838 [Matz]
£ 2 i | || 1xxpec_mexrit_ractor =22
= Irr_Decoupling = TRUE
T T T T T T T T T T T T T Irx_Noe = TRUE
210.0200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 Irr Noise = WaTz
Irr_offset_Default = s5¢
\ | I || | zeepwiaen - 0.315(ma)
/ | | | 1xx_pwidth_pefault = 0.115[ms]
= 3z - e o | IEE Pwidth Default cale = 0.115[ms]
= Z 25 ‘_’_ &} | 1xz_pwidth_Templ = 0.115[ms]
= & & = | Trwurse = PALSE
= - == " ' | pecimation_mate =0
X : parts per Million : Carbonl -

SI111




=
=
s 5 JEOL
. 0. 0
= N7/
= 20210930_TR-01066_re
2] \/ ~ - deita i
= N = proton.5xp
. H = 20210930_TR-D1066_re
= = CHLOROFORM-D
< = 30-5EP-2021 20:12:02
= 23-MAR-2022 13:02:14
R 3a
= = TE-01066_re
= 1p comPLEX
fac] = 104858
= = Proton
= Froton
o = [ppm)
s o
= TWM-ECE4008/L1
= riela_strengtn = 5.388766[T] (400[MHZ])
b ¥_heq_Duration = 2.18628036 (5]
XD =
= aq = 399.78219838 [MHz]
3 oftaer = 5(ppm]
& nts = 16384
= x Prescans =1
= X_Resolution = 0.45739775 [Kz]
- X_sweep = 7.4940048 [k¥z]
= *_Sweep_Clipped = 5.38520384 [kHz]
= TEr_Domain = Proten
e Irr_Freq = 399.78219838 [Miz]
= = Trr_offset = Sippm]
= = Froton
= 399.78219838 [MHz]
= = Sippm)
= - iem
= FALSE
w =16
== Total_scans =16
- o = Relaxation_Delay = 5(s]
= =s = m Recve_Gain = 45
< 3= |- 2 = 21.5[4c]
- s = 6.15[us]
= = 2.18628096(s]
< = 45[deg]
o~ = 2.4[aB]
=] = 3.075[us]
. = = Off
8- | = ofe
g2 = 500
s s = FALsE
2 3 =0
2= ! L, i Ll | Tnitial Wait =1(s]
B Phase = {0, SO, 270, 180, 180,
T T Presat_Time = 5[]
5.0 4.0 2.0 Lo 0 Presat_time_Flag = FALSE
Bolaxation Polay Salc = olx]
/ Relaxation T y_Temp = 5
AIN SN Repetition ! u-e = 7.18628096[2]
w ZogEzgy = H
- REAREET ] =
- oo - =
. JEOL
o
- = 20210930_TK-01066_1.
a = delta
- = carbon. jxp
= 20210930_TK-01066_1
. = CHLOROTORM-D
= = 30-sEP-2021 21:03:2
= = 23-MAR-2022 13:02:5
= = TK-01066_13C
= = 1p comPLE
= = 26214
X = Carbonl3
Dim_Title = Carbon13
= | Dim Units = (ppm]
= Dimensions =
spectrometer = JNM-ECEA4D0S/L1
< 1 Field strength = 9.383766[T] (400 [M:
= %_Acq_puration = 1.038090241s]
X_Domain = 13¢
X_Freq = 100.52530333 [MHz]
= X ofeset = 100(ppm]
= X_Points = 32768
X Prescans -
%_Resolution = 0.9633073 [Kz]
= X_sweep = 31.56565657 [xHz]
e X_Sweep_Clipped = 25.25252525 [kHz]
IEr Domain = proten
Irr_rreq = 399.78219838 [M0iz)
= Trr_offset = 5(ppm]
w Blanking = 5[us]
Clippea = TRUE
scans = 4036
= Total_scans = 4038
i Relaxation Delay = 2[2]
i =50
= 21.314]
= = 5.91[us]
= 1.03209024[s]
= 30(deg]
- = 8[aB]
.‘: = 3.30333333[us]
—_ = 27.837
z = 27.837(dB)
= = 27.837[4B]
Z=
= = = 27.837[dB)
F = 4.7826087 [kHz]
z = 11.96303566 [ppm]
-] { - Dec_) = 399.78219838 [MHZ]
= L Irr_Dec_Merit_Factor =2.2
~ I ~ R ~ ~ ~ — R ~ R R I Irr_Decoupling = TRUE
T T T T T T e R R HII e oy = aue
21002(]0!]1900l800170016001§00l4|]0|J|]I]11l]0110l]l|]|]0 20.0 8!]!] 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
| | Irr_ ozzs-t Default =50
/ Trr_puwids = 0.115[ms]
/ Trr_} P\udth Default = 0.115[ms]
3 sz z 2 Irr Pwidth Default cale = 0.115[ms)
3 2% s = Irr_pwidth_Templ = 0.115(ms]
S e I Trr Wurst = PALSE
- Decimation_Rate =0
X : parts per Million : Carbonl -

SI112




abundance

]
=

1.99

o

:JEDLO

i l
=
B
|2 =
2] b 3
i s
= S AN o
1 T
8.0 7.0 6.0 5.0 4.0 2.0 0
I, |
p NN ». |
- VNN el [
g EFADNEESES Z REESo2EE 2mo% H
& HRE3AAZXE o EEEEEE FERZ 2
ddddédunia = ARmEA A 2232 S

]
X : parts per Million : Proton

Field strength
X_Aeq_buration
XD

eq
X ofsset
X_Points

X Prescans
X_Resolution
X_sweep
X_sweep_Clipped
IFr_Domain
Irr_rreq
Trr_offset

Total_scans

Relaxation_Delay

RN
o«

20220112_TK-01112_re2_j
delta

proton. jxp
20220112_TR-01112_re2
CHLOROFORM-D
12-JAN-2022 14:02:05
5-SEP-2024 17:04:14

TE-01112
1D compLEX
104858
Proton
FProton
[

x
THM-ECZ4005/L1

9.383766[T] (400 [MHz])
2.18620096(5]

39978219838 [MHz]

0.45739775 [Hz]
7.4940048 [kHz]
5.98520384 (kKz]
Proton
399762198386 [MHz]
Sipp=]

Prot:

on
399.78219838 [MHZ]

5(s]

56
21.114c)
6.2[us]
2.18628096(s)
45 [deg]
2.4([dB]
3.1(us]
Off

ofe

500

FALSE
o

Initial Wait 1(s]

Phase {0, so, 270, 180, 180,
Presat_Time s8]

Presat_time_rlag FALSE
Relaxation Delay Cale = 0[s]
Relaxation_Delay_Temp

Repetition Time 7.18628096()

(thousandths)

7.0

6.0

w

4.0

2.0

Lo

:JEDLO

X : parts per Million : Carbonl

210.0 200.0 190.0 180.0 170.0 160.0

50.0140.0130.0120.0 110.0 100.0 90.0

126.639

80.0 70.0 60.0 50.0 40.0 30.0 20.0 100 0

76.674

38.027

15.460

Dim_Title
Dim units
Dimensions
sSpectrometer

Fiela strengtn
%_Acq_puration
X_Demain

X_Froq

X ofeset
*_Foints

X Prescans
X_Resolution
X_sweep
*_Sweep_Clipped
ITr_Domain
Irr_Freq
Irr_offset
Blanking
Clippea

scans
Tatal_scans

Relaxation Delay
Recvr_gain

Irr_bec_Merit_Factor
Irr_bDecoupling
Irr_Noo

1rr Noise

Irr_offset Default
Trr_pwidth
Trr_Pwidth_Default
Irr Pwidtn Default Cale
Irr_pwidth_Templ
Irr_Wurst
Decimation_Rate

20220111 _TK-01112 1.

delta

carbon. 3xp

20220111_TR-01112_1

CHLOROFGRM-D

11-JAN-2022 23:03:0
5-5EF-2024 17:06:5

TK-01112
1D coMPLEX
26214
Carbon1l
Carbonl3
(ppa)

TNM-ECZ4005/L1

9.389766(T) (400 [MH:
1.03809024 (3]
ac

100.52530333 [MHz]

4
0.96330738 [Hz]
31.56565657 [kHz]
25252528525 [kHz]
Proten
399.78219838 [Miz]

us]
.03808024 (2]
30 [deg]

8[4B]
3.32333333 [us]
27.766[a8]
27.766[dB)

27.

27.766[aB)
4.7826087 [kHz]
11.96303566 [ppm]
299.78219838 [MAz)
2.2

TRUE

TRUE

WALTZ

50

0.115[ms]

0.115 [ms]
0.115[ms]
0.115[ms]

FPALSE

o

SI113



abundance

]
=
o - JEOL 5
\//
\/S /\/ Filename = 20210907_TR-01054_prot
N Auther = gelta
Experiment = proton.jxp
H s 1 = 20210907_TK-01054
Solvent = CHLOROFORM-D
Actual Start Time = 7-sEP-2021 18:32:59
3c Revision_Time = 23-MAR-2022 12:05:39
= TK-01054
= 1p comprEx
= 104858
= Proton
- | = Proton
= w = [ppm)
= = =x
~ = Spectrometer = JNM-ECZ4008/L1
Fiela strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
X_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.595520384 [kHz]
= Proton
= 395.79219838 [MHz]
= 5(ppm]
= Proton
_ s [z - = 39978219838 [MHz]
= == ) = 5 [ppm]
= = 2[us]
= TALSE
=18
[ Total_scans =16
Relaxation_Delay = 5[s]
f Recvr_Gain = 48
Temp_get. = 21.4[dc)
X_50_Width = 6.15[us]
X_Aoq_Time = 2.18628096(s]
X Angle = s5[deq]
X_atn = 2.4[4B]
X_Pulse = 3.075[us]
Trr_Mode = oef
J Tri_Mode = ofs
| Dante_Loop = 500
Dante Presat = FALSE
Decimation_Rate =0
. —— | Initial Wait =1(s]
Fhase = {0, S0, 270, 180, 180,
Presat Time = s[2)
8.0 5.0 4.0 0 Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
Relaxation_Delay Temp = 5
Repetition Time = 7.18628096 =]
5 $pzssEsns g g -
o HERIaSaaARE T 2
Foddddddsemn - =
X : parts per Million : Proton

(thousandths)

A dEDL:)

= 20210908_TK-01054_c:
= delta
= carbon. jxp
= 20210803_TR-01054
= CHLOROFGRM-D
= 10-3EP-2021 02:48:0
= 23-MAR-2022 12:07:4
= TK-01054
= 1D compLEX
= = 26214
] = Carben13
= Carbonl3
= [ppm]
=x
= JWM-ECZA005/L1
Field strength = 9.389766[T] (400 [MK:
X_Acq_puration = 1.03809024 (5]
= 13¢
= 100.52530333 [MHz]
= 100(ppm)
X_Points = 32768
= X Prescans =4
<+ X_Resolution = 0.96330739[Hz]
X_sweep = 31.56565657 [xHz]
X_sweep_Clipped = 25.25252525 [kHz]
TEr_Domain = proten
Irr_Freq = 399.76219838 [Mz)
Trr_offset = 5[ppm]
= Blanking = 5[us]
L clipped = TRUE
scans = 2048
Total_scans = 2048
Relaxation Delay = 2[8]
- =50
o = 21.514c]
= 5.91[u
= 1.03809024[s]
= 30(deg]
= B[aB]
= 3.30333333[us]
. Atn | = 27.837[aB)
Irr_Atn Dec_calc = 27.837(dB)
Irr_Rtn Dec_Default_Calc = 27.837[dB]
Irr_Atn_Woe = 27.837[dB,
Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
Trr_Dec_t idth_Ppm = 11. )
I | | Irr Dec Freg = 399.78219838 [MHz)
= b - Irr_bec_Merit_Factor = 2.2
B R ; B I I Irr_becoupling = TRUE
I R B R I I B B AR AR L [l i e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
I Irr_offset Default = 5[
| e i,
Trr_Pwidth_Default = 0.115[ms)
E-4 - w 2 z Ir: Pwidth Default cale = 0.115[ms)
S 4 ase 5 = s Irr_pwidth_Templ = 0.115[ms)
L& EEE = A = Tre_Wurst =
- - Decimation_Rate =0

X : parts per Million : Carbonl

SI114




:JEDLO

X : parts per Million : Carbonl

Decimation_Rate

o
]
=5 0 0 °
\ 7/
\ S = 20210814_TR-01057_re_pi
~ = delta
- \/ N = proton.jxp
2 = 20210513_TK-01057_re
H = CHLOROFORM-D
= 14-5EP-2021 20:03:34
3d = 23-MAR-2022 12:35:51
% = TR-01057_re
= = 1D COMPLEX
= 104858
= Proton
= Froton
~ = [ppm]
= =x
= TWM-ECE4008/L1
Field strength = 9.389766[T] (400[MHz])
X_Acq_puration = 2.18628096 (5]
XD =
g = 395.78219838 [MHz]
X ofeset = 5(ppm]
*_Points = 16384
X Prescans =1
w; | X_Resolution = 0.45739775 [Kz]
= X_sweep = 7.4540048 [kHz]
*_Sweep_Clipped = 5.38520384 [kHz]
TEr_Domain = Proten
Irr_Freq = 399.76219836 (Miz]
- Trr_offset = Sippm]
= = Froton
= 399.76219838 [MHz]
= S(ppm]
= 2(us)
= FALSE
L] =18
= Total_scans =16
Relaxation_Delay = 5[s)
= 46
p = 21.4[4c]
al o z bl
= = = 2.18628B096(s)
= 45[deg]
= 2.4[aB]
_ = 3.075[us]
Y = = ofe
ﬁ = = Off
g = 500
= = FALsE
= | a
22 F L Tnitial Wait =1(s]
B Phase = {0, 50, 270, 180, 180,
T T Presat Time = 5[]
8.0 7.0 5.0 2.0 Lo 0 Presat_time_Flag = FALSE
| Relaxation_Delay_Calc = 0[s]
‘ \ Relaxation Delay Temp = §
AN / - \ Repetition Time = 7.18628096(s]
= SEISERSS 22 FEoALDE=ES ¥ &S H
q  RMEENG5S 5% IRCEERIRE 2 a8 2
= e Fw memmmem e - e =
X : parts per Million : Proton
< o
E
= 20210915_TK-01057_1.
= delta
= = carbon. jxp
= = 20210915_TK-01057_1
- = CHLOROTORM-D
= 15-3EP-2021 21:04:4;
= 23-MAR-2022 12:38:5
=
= = TR-01057
= 10 comeiEx
= 26214
X = Carbon13
=1 Dim_Title = Carbon13
= Dim Units = (ppm]
Dimensions =
spectrometer = TNM-ECE4005/L1
= Field Strength = 9.389766([T] (400 [MH:
® %_Acq_puration = 1.038090241s]
X_Domain = 13¢
X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
= X_Foints = 32768
X Prescans =4
%_Resolution = 0.9633073 [Kz]
¥_gweep = 31.56565657 [kHz]
- X_Sweep_Clipped = 25.25252525 [kHz]
3 IEr Domain = proten
Irr_rreq = 359.78219638 (Miz)
Trr_offset = S(ppm]
Blanking = 5[us]
- Clippea = TRUE
scans = 2048
Total_scans = 2048
Relaxation Delay = 2(8)
= Recv_Gain =50
= memp_Get = 21.4140]
X_80_3 = 5.91[us]
X Aeg Time = 1.03209024[s]
*_angle = 30(deg]
X_Atn = a(ae]
X_Fulse = 3.30333333[us]
IEr_Atn Dec = 27.837
Irr_Atn Dec_C = 27.837(dB)
Trr_Atn Dec_Default_Calc = 27.837[dB]
= Trr_Atn_Moe = 27.837[dB]
e Irr_Dec_Banawidth Hz = 4.7826087 [kHz]
Trr_Dec_Bandwidth_Fpm = 11.36303566 [ppm]
Irr Dec Freq = 393.78219838 [MHz)
= Irr_pec_Merit_Factor =2.2
£= Irr_Decoupling = TRUE
= Trr_Noe = TRUE
-} Irs Woise = WALTZ
H Irr_offset Default =50
2 Trr_Pwidth = 0.115[ms]
s o Trr_Pwidth_Default = 0.115[ms]
= Irr Pwidth Default Cale = 0.115[ms]
R R AR AR AR AR R R AR R AR R R R AR AR AR R AR R AR AR R AR RAR AR RS AR RERE Trr pwidth_Templ = 0,115 [ms]
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0: 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 100 0 Trr_Wurst = FALSE

SI115




011 012 013 0.14 015 0.16 0.17

320

:JEDLO

e
(AR ERK]

20210%07_TK-01053_prot:
delta

proton. 3xp
20210907_TX-01053
CHLOROFGRM-D
7-5EP-2021 18:26:38
23-MAR-2022 12:00:10

X : parts per Million : Carbonl

Decimation_Rate

= TK-01053
= 1D comrLEX
= 104858
B = Proton
= Proton
= [ppm]
I 2 =X
= =
£ o Spectrometer = JWM-ECZ4005/L1
&
- Fiela strength = 9.383766[T] (400[MHz])
= X_Acqg_puration = 2.18628096[5]
X _Domain =
- X_Freq = 395.78219838 [MHz]
= X ossset = 5(ppm]
= %_Points = 16384
X Prescans =1
g X_Resolution = 0.45739775 [Hz]
= = 7.4940048 [kHz]
= 5.95520384 [kHz]
= = Proten
g = 399.76219838 [MHz]
= 5(ppm]
“ = Proton
S = 39978219838 [MHz]
= ez = 5 (ppm
M E “ 2t
w = %
kg 2 2 = TALSE
= =16
Total_scans =16
=3
2 Relaxation_Delay - sta)
o i Recvr_@ain = 36
- Temp_get. = 21.4[dc]
2 X_50_Width = 6.15[us]
< X_Rcq_Time = 2.18628096(s]
X Angle = s5[deq]
g X_Atn = 2.4[dB]
b=} X_Pulse = 3.075[us]
o Irr_Mode = ore
S o= | Tri_Mode = ogs
£S5 ‘ Dante_tacp - su0
== ! Dante Presat = FALSE
g | Decimation Rate =0
= V-, | Taitial waie = 1[=)
B Fhase = {0, 50, 270, 180, 18O,
T Presat Time = 5[s]
8.0 7.0 6.0 5.0 4.0 0 Presat_Time_Fla = FALSE
| Relaxation_Delay Cale = 0[s]
W Relaxation Delay Temp = 5
A0 LN k | Repetition_Time = 7.18628096[=]
w TomEen o - e e Foszxesxsnz s
N HERZISHER o 258:=8 AERRRARIESR s
. = e - M Rt gt il e s
X : parts per Million : Proton
g
£
= 20210913 TK-01053 1.
= delta
= carbon. jxp
= 20210913_TK-01053_1
= CHLOROTORM-D
= = 13-sEP-2021 21:03:2
= = 23-MAR-2022 12:08:0
= TK-01053_13C
= 1D comPLE
= 26214
g 1 = Carbonl3
= Dim_Title = Carbon13
Dim Units = (ppm]
Dimensions =
spectrometer = JNM-ECEA4D0S/L1
= Field strength = 9.383766[T] (400 [M:
b %_Acq_puration = 1.03809024 (5]
X_Domain =
X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
X Prescans =4
= | X_Resolution = 0.9633073 [Kz]
- X_sweep = 31.56565657 [xHz]
X_sweep_Clipped = 25.252525325 [kHz]
IEr Domain = proten
Irr_rreq = 399.78219838 [M0iz)
Trr_offset = 5(ppm]
= Blanking = 5[us]
- Clippea = TRUE
scans = 2048
Total_scans = 2048
Relaxation Delay = 2(8)
Recv_Gain =50
= Temp_cet = 21.414c]
- X_90_% = 9.91[us]
X Aeg Time = 1.03209024[s]
*_angle = 30[deg]
X_Atn = 8[aB]
X_Fulse = 3.30333333[us]
—_ IEr_Atn Dec = 27.837
z-= Irr_Atn Dec_C = 27.837[dB)
s Trr_htn Dec_Default_Cale = 27.837[dB]
Z Trr_Atn_Noe = 27.837[dB)
H Irr_Dec_Banawidth Hz = 4.7826087 [kHz]
] TrrDec Bandwidth Ppm = 11.56303566 [ppm]
e | | Irr Dec Freq = 393.78219838 [MHz)
£= o i Irr_Dec_Merit_Factor =2.2
~ B N . R N . B . . ~ - Irr_Decoupling = TRUE
B T T T T T T T R e T B Tt S R B oy = aue
220.0210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 -10.0-20.0| 1xx noise = WALTZ
Irr_offset Default =5
A | \ e i,
A Trr_Pwidth_Default = 0.115[ms]
I 23 I~ Irr Pwiatn Default Cale = 0.115[ms]
. mae L] = L] Irr_Pwidth_Templ = 0.115[ms]
w8 EEE g = s = Trr Wurst = PALSE

SI116




X : parts per Million : Carbonl

N
o JEOL
=
<k 0 0 B
N
=
i \/ < Filename = 20240130_TK-03057_prot:
N Auther = gelta
a Experiment = proton.jxp
- H . 14 = 20240130_TK-03057
= Solvent = CHLOROFORM-D
= Actual Start Time = 30-JAN-2024 20:00:37
3f Revision_Time = 12-3EP-2024 16:51:05
o
- = TR-03057
= 1D comrrEX
= = 104858
= Proton
w; = Proton
- = [ppm]
=x
3 Spectrometer = JHM-ECZ4005/L1
- Fiela strength = 9.383766[T] (400[MHz])
- X_Acq_puration = 2.18628096 5]
X _Domain =
- X_Freq = 395.78219838 [MHz]
— X_offset = 5[ppm]
X_Points = 16384
= X Prescans =1
X_Resolution = 0.45739775 [Hz]
= = 7.4940048 [kHz]
- = 5.95520384 [kKz]
= Proten
g = 399.76219838 [MHz]
= 5(ppm]
P = Proton
= = 39978219838 [MHz]
= 5 (ppm]
o e
= = FALSE
=18
=2 Total_scans =16
w; Relaxation_Delay = 5[s]
= Recvr gain =56
= 22.1(dc)
3 = Satuel
- = 2.1B628096(s]
LB 2 g - = s5(deq)
= = - # = 2.4[4B]
s = 3.2[us]
o o = off
g = ofs
s - J 1 4 = 500
=2 = FALSE
: \ |1 y i
22 - B | B S - D L |rnitial wait = 1[s]
B Fhase = {0, 50, 270, 180, 18O,
- e e —r o e S e SRR (o Ty = 3is]
8.0 7.0 4.0 3.0 2.0 Lo 0 Prosat_Time_Fla - razse
Relaxation_Delay Cale = 0[s]
E Relaxation Delay_Temp = §
S| Repetition Time = 7.18628096 =]
= wmTxswmTan = ° = s
& GERhgSas 3 h 5 g
I Eddds v - - - =
X : parts per Million : Proton
=
&F JEOL
S
fac]
- = 20240926_TK-04024A
= delta
= = carbon. jxp
= = 20240528_TK-04024A
- = CHLOROFORM-D
= 26-3EP-2024 20:05:1
= = 30-5EP-2024 13:06:5!
- = TK-04024R
= 1D compLEX
= = 26214
= = Carben13
- = Carbon13
= [ppm]
= =x
= = JNM-ECEA008/L1
Field strength = 9.389766[T] (400 [MK:
= ] X_Acq_puration = 1.03809024 5]
= = 13¢
= 100.52530333 [MHz]
= 100(ppm)
= *_Points = 32768
= X Prescans s
X_Resolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [xHz]
= *_Sweep_Clipped = 25.25252525 [kHz]
@ TEr_Domain = proten
Irr_Freq = 399.76219838 [Mz)
Trr_offset = 5[ppm]
Blanking = S[us]
clippea = TRUE
scans = 4096
Total_scans = 4036
=
-+ Relaxation Delay -
= -
- -
= =
i -
z Irr_Atn_Dec_calc =
= Trr_htn Dec_Default_Cale =
= Irc_Atn_Moe =27,
H Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
g Irr Dec Bandwidth_Fpm = 1i. -
2 { | Irr Dec Freq = 19978219838 [Muz]
= ! Irr_Dec_Merit_Factor =2.2
~ ~ o ; o ) ~ ~ R o ~ o I Irr_Decoupling = TRUE
I L R B e B R B B R L ERRAN [y 40 e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10. [ Irr Noise = WALTZ
1 Irr_offset Default = 5[
| ot Zim
Trr_Pwidth_Default = 0.115[ms)
o [ zee = S = Irr Pwidth Default cale = 0.115[ms)
b b nen L b} = Irr_pwidth_Templ = 0.115[ms]
e 3 RS s = = Irz Wurst =
- - Decimation_Rate =0

SI1117




=
=
=
5 JEOL ;
0 0 “
\ 7/
\ S = 20210818_TR-01058_re_p:
- \/ ~ = qelta
= N = proton.jxp
- = 20210913 _TR-01059_re
H = CHLOROFORM-D
= 18-5EP-2021 14:09:05
= 23-MAR-2022 12:49:22
3g = TE-01059_re
- = 1D comPLEX
= = 104858
S = Proton
= Froton
= [ppm]
=x
= TWM-ECE4008/L1
Field strength = 9.389766[T] (400[MHz])
X_Acq_puration = 2.18628096 (5]
XD =
g = 395.78219838 [MHz]
X ofeset = 5(ppm]
*_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Kz]
- X_sweep = 7.4940048 [k¥z]
= - *_Sweep_Clipped = 5.38520384 [kHz]
ER ~ TEr_Domain = Proten
w Irr_Freq = 399.78219838 [Miz]
s Trr offset = 5(ppm)
= Froton
= 399.78219838 [MHz]
= S(ppm]
= 2[us)
= = FALSE
2 =16
- Total_scans =16
- ~ . . Relaxation_Delay = 58]
S = = = 38
- - - - = 21.5[dc]
= 6.15[us]
= I = 2.18628096(s)
= = 45[deg]
_ = 2.4[aB]
z i = 3.075[us]
E ‘ = Off
= ofe
& J = 500
2 = FALSE
E s =0
= L - L |1nitial_waie =113
~ Phase = {0, 50, 270, 180, 180,
T Presat_Time = 5[8)
8.0 7.0 6.0 5.0 0 Presat_time_Flag = FALSE
I I | Relaxafion_Delay_Cale = 0[s]
y \ Relaxation Delay Temp = 5
-/ Vo \ Repetition Time = 7.18628096[2]
hd Pl - a8 H
N fEESNEZR %3 2
= Edd S v - =
X : parts per Million : Proton
< o
E
= 20210918_TK-01055_1.
= delta
= carbon. jxp
= = 20210918_TK-01055_1
% = CHLOROTORM-D
= 18-3EP-2021 21:03:3
= 23-MAR-2022 12:51:2
= TK-01058_13C
d = 1D COMPLE:
~ = 26214
X = Carbonl3
Dim_Title = Carbon13
Dim Units = (ppm]
Dimensions =
3 sSpectrometer = TNM-ECE4005/L1
Field strength = 9.383766[T] (400 [M:
%_Acq_puration = 1.038090241s]
X_Domain = 13¢
= X_Freq = 100.52530333 [MHz]
b X ofeset = 100(ppm]
X_Points = 32768
X Prescans =4
%_Resolution = 0.9633073 [Kz]
X_sweep = 31.56565657 [xHz]
= X_Sweep_Clipped = 25.25252525 [kHz]
-] IEr Domain = proten
Irr_rreq = 399.78219838 [M0iz)
Trr_offset = S(ppm]
Blanking = 5[us]
Clippea = TRUE
scans = 8192
Total_scans = 8132
Relaxation Delay = 2(8)
Recv_Gain =50
Temp_get = 21.314]
< 1 X_80_3 = 5.51[us]
I X Aeg Time = 1.03209024[s]
*_angle = 30(deg]
X_Atn = a(ae]
X_Fulse = 3.30333333[us]
—_ IEr_Atn Dec = 27.837
z <4 Irr_Atn_Dec_ = 27.837(dB)
== Irr_Atn_Dec_Default Cale = 27.837[4B]
Z Trr_Atn_Noe = 27.837[dB]
H Irr_Dec_Banawidth Hz = 4.7826087 [kHz]
Z IrrDec_Bandwidth_Fpm = 11.56303566(ppm]
e Irs Dec F: = 393.78219838 [MHz)
= A Irr_Dec_Merit_Factor =2.2
~ I ~ R R ~ ~ R R ~ o R o Irr_Decoupling = TRUE
I I B B B I B B B B AARA [t = aue
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
1 Irr_offset Default =50
|| e oeean: .
Trr_Pwidth_Default = 0.115[ms]
g é -1 2 Q=B Irr Pwidth Default Calc = 0.115[ms]
i 3 < " 8 Se Irr_pwidth_Templ = 0.115(ms]
5 " < b - &3 Trr_Wurst = PALSE
- - Decimation_Rate =0
X : parts per Million : Carbonl -
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6.68

:JEDLO

X : parts per Mi

on : Carbonl

Decimation_Rate

=
<
=]
<
©
= \ S =] Filename = 20230823 _TK-02163_CDC1
= \/ ~ e} Author = aelta
. N Experiment = proton.jxp
= Sample_Td = 20230823_TK-02163_CDCL
= H Solvent = CHLOROFORM-D
Actual start Time = 23-AUS-2023 19:52:05
2 Revision_Time = 26-AUG-2023 16:17:43
2 3h
Camment = TK-02163
" Data_Format = 1D coMPLEX
= Dim_size = 104858
X_Domain = Proton
) Dim_Title = Proten
= Dim Units = [ppm]
= Dimensions =x
- spectrometer = JWM-ECE4005/L1
=
s Field strength = 9.389766[T] (400([MHZ])
%_Acq_puration = 2.18628096(5)
= ¥_Domain =
= X _Freq = 39978219838 [MHz]
X ofeset = 5[ppm)
2 ¥_Foints = 18384
= X Prescans =1
E %_Resolution = 0.45739775[nz)
® 3 X oweep = 7_4s4004axnz]
= X_Sweep_Clipped = 5.98520384 [kHz]
= Proten
S = 39978219938 [MHz]
2 = sippml
- -
=1 -
= =
- -
ES -
= Total_scans =
2 Relaxation_Delay = 5[s]
= L - Gain =46
NERE = = 22.9(4c]
= a |2 |3 2 = 6.4[us]
=-7 - = 2.18628096(s)
i = 45[deg)
I~ = 2.4[dB]
= = 3.2[us]
i = ofe
- = off
£= = 500
=< = FALsE
5 | ne
= I A J A =1[s)
B = {0, SO, 270, 180, 180,
- e e = e ' R B A B A O S 1 = S8l
8.0 7.0 5.0 4.0 3.0 Lo 0 Presat_Time_Flag = FALSE
Relaxation Delay_Cale = 0[s]
Relaxation_Delay Temp = 5[s
=< Repetition Time = 7.18828096(s]
£ 2 shEzzes s
A a 25585358 2
s - e i e =
X : parts per Million : Proton
= JEOL
=8
Filename = 20230823_TK-02163_C1
Auther = delta
= 1 Experiment = carbon.3xp
* sample_1d = 20230823_TR-02163_c1
Solvent = CHLOROFORM-D
Aetual start Time = 24-AUG-2023 07:27:0
Revision_Tims = 26-AUG-2023 16:14:1
Comment = TR-02163
Data_Format =1
Dim_size = 26214
X1 n = Carben13
Dim_Title = Carbonl3
Dim Units = (ppm]
<1 Dimensions =
A spectrometer = JNM-ECZ4008/L1
Field strength = 9.383766[T] (400 [M:
X_Acq_Duration = 1.03809024 (5]
X_Domain = 130
= X_Freq = 100.52530333 [MHz]
w X_CEEset = 100 [ppm]
X_Points = 32768
X Prescans =4
X_Resolution = 0.96330738 [Hz]
X_swee, = 31.56565657 [kiz]
= X_sweep_Clipped = 25.25252525 [kHz]
- Irr Demain = Proton
Irr_rreq = 395.78219838 [Miz)
Irr_offset = S(ppm]
Blanking = 5[us]
clippea -
= scans = 4036
- Total_scans = 4096
Relaxation Delay =209
Recvr_ai =50
Temp_Get = 22.814c]
= X_90_Width = 10.0211
IS = 1.03808024[s]
X_angle = 30[deg]
= 8[dB]
= 3.34[us]
=27
7= s Dac._ - n
- Irr_htn Dec_Default_Calc = 27
Z Trr_Atn_Noe =21
H Irr Dec_Banawidth Hz = 4.7826087 [KHz]
] ITrr Dec Bandwidth Ppm = 11.56303566 [ppm]
e | l Irr Dec Freq = 399.78219838 [MHz]
£= . Irr_Dec_Merit_Factor =22
~ ~ o ) . ~ - N R R ~ R R o Irr_Decoupling = TRUE
I A R I R A B B B AR s (et =
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.00 20.0 10. [ Irr Noise = WALTZ
| Irr_offset_Default =50
) ] e geeen: L.
Trr_Pwidth_Default = 0.115[ms]
- 2 o s T oo = Trr Pwidth Default cale = 0.115[me]
= ] ” =] moow = Irr_Pwidth_Templ = 0.115[ms]
] b1 = w Z %8 s Trr Wurst = PALSE

o
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0.24
4.77

0.22

0.2

x
=

0.08 0.1 0.12 0.14

0.06

Loo

0.91

0.04

0.02

203

0.89

W

:JEDLO

abundance

(=]
==
a2
-+

4.759

1.641
0.000

20210824_TK-01063_re_p:
delta

proton. jxp
20210923_TK-01063_re
CHLOROFORM-D
24-5EP-2021 15:58:17
23-MAR-2022 12:55:15

TE-01063_re

x
THM-ECZ4005/L1

Fiela strength = 9.383766[T] (400 [MHzZ])
X_Acq_puration = 2.18628096 (5]
%D =
g = 395.78219838 [MHz]
X orrmae = s[ppm]
nts = 16384
x Prescans =1
X_Resolution = 0.45739775[Hz]
X_sweep = 7.4540048[xHz]
*_Sweep_Clipped = 5.98520384 [kHz]
IFr_Domain = Proten
Irr_rreq = 399.78219838 [Miz]
Trr_offset = 5ippm]
= Proten
= 399.78219838 [MHz]
= 5(ppm]
= 2[us)
= FALSE
=16
Total_scans =16
Relaxation_Delay = 5(s]
Recvr_Gain = 46
Temp_get = 21.5[dc]
X_80_Width = 6.15[us]
*_hog_Time = 2.18628096(s]
x_Angle = 45[deq]
x_atn = 2.4[dB]
X_Pulse = 3.075[us]
Trr_Mode = ofe
Tri Mede = ofe
Dante_La = 500
Dante Presat = FaLsE
Decimation_Rate =0
Initial Wait =1[=]
Phas = {0, SO, 270, 180, 180,
Presat_Time = 5[s]
Presat_time_rlag = FALSE
Belaxation elay Calc = Olel
Relaxation T y_Temp = 5
Repetition - e = 7.18628096(s]

=
*

6.0

4.0

3.0

:JEDLO

(thousandths)

\

136.432
135.915
128.766
128.018

X : parts per Million : Carbonl

21002(]0!]1900]80017!]0160015001400”0I]lll]l]l“ll]ll]l]o 900 80!] 700 60.0 50.0 40.0 30.0 20.0 10.0 0

127.903 o~
126,782

46977

e
S22
mee
I
e

Filename
Author
Experiment
Sample_1d

Solvent

Revision_Time

Commant
Data_Format
Dim_size
_Domain
Dim_Title
Dim units
Dimensions
sSpectrometer

Fiela strengtn
%_Acq_puration
X_Demain

X_Froq

X ofeset
*_Foints

X Prescans
X_Resolution
X_sweep
*_Sweep_Clipped
ITr_Domain
Irr_Freq
Irr_offset
Blanking
Clippea

scans
Total_Scans

Relaxation Delay

Irr_Dec_Merit_Factor
Trr_becoupling
Trrmoe

Ire Wois

Irr_ o:zut Default
Trr_puwids

Trr_l p-mm Default
Irr Pwidtn Default Cale
Irr_pwidth_Templ
Irr_Wurst
Decimation_Rate

20210922 TK-01063_1.
delta

carbon. jxp.
20210522_TR-01063_1
CHLOROFGRM-D
23-5EP-2021 21:03:4
23-MAR-2022 12:57:3

TR-01063_13C
1D COMPLE

26214

Carben13

Carbon13
(ppa]

TNM-ECZ4005/L1

9.389766(T) (400 [MH:
1.03809024 (3]
ac

100.52530333 [MHz]

0.96330738 [Hz]
31.56565657 [kHz]
25252528525 [kHz]
Proten
399.78219838 [Miz]

51 [us]
.03808024 (2]
30 [deg]

8[4B]
3.30333333 [us]
27.837
27.937[dB)

27.

27.837[aB)
4.7826087 [kHz]
11.96303566 [ppm]
299.78219838 [MAz)
2.2

TRUE

TRUE

WALTZ

50

0.115[ms]

0.115 [ms]
0.115[ms]
0.115[ms]

FPALSE

o




:JEDLO

X : parts per Million : Carbonl

Decimation_Rate

H
= =
s
N
Filename = 20220721_TK-02006_prot:
\/S\ /\/OMe i e o
N Experiment = proton.3xp
- . 14 = 20220721_TR-020
= H Solvent = CHLOROFORM-D
Actual Start Time = 21-JUL-2022 15:26:40
Revision_Time = 26-JUL-2022 20:59:04
3j R —
= 1D coup:
= = 104858
= = Proton
= Proton
a |2 = [ppm)
A | =x
- Spectrometer = JWM-ECZ4005/L1
w; Fiela strength = 9.383766[T] (400[MHz])
= X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
X_Points = 16384
X Prescans =1
< X_Resolution = 0.45739775 [Hz]
b = 7.4940048 [kH2]
= 5.595520384 [kHz]
= Proton
= 395.79219838 [MHz]
= 5(ppm]
- = Proton
(] - (2 = 39978219838 [MHz]
= g8 | = 5(ppm]
w |2 |2 ppm
%= = 2[us]
= - = FALSE
= =16
= Total_scans =16
Relaxation_Delay = 5(s]
Recvr gain s
Temp_get. = 21.6(dc)
X_50_Width = 6.2[us]
X_Aoq_Time = 2.18628096(s]
X Angle = s5[deq]
-1 X_atn = 2.4[4B]
= X_Pulse = 3.1[us]
o Trr_Mode = oef
< Tei_Mode = ogs
£ Dante_tacp - 500
= Dante Presat = FALSE
g Decimation Rate =0
2= S S L | - | Initial Wait = 1[s]
B Fhase = {0, 50, 270, 180, 18O,
- e = = e T T T T T T T T T T T pragat Tima = 3is]
8.0 7.0 5.0 4.0 3.0 2.0 Lo 0 Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
B - Relaxation Delay_Temp = §
7 N Repetition Time = 7.18628096 =]
£ £ EERFETEE H :
& ] [ HRIASSIS g 2
Iy - M mmen e = =
X : parts per Million : Proton
] dEDLss
=
= 20220725_TK-02006_1.
= delta
= = carbon. jxp
2 = 20220725_TR-02006_1
* = CHLOROTORM-D
= 25-UL-2022 08:04:0
= 26-JUL-2022 21:18:5
- = TK-02006
=2 = 1p comrrEX
= 26214
= Carbonl3
= Carbonl3
= (ppm]
= -
< = JNM-ECEA4D0S/L1
Field strength = 9.383766[T] (400 [M:
%_Acq_puration = 1.038090241s]
X_Domain = 13¢
X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
X Prescans =4
%_Resolution = 0.9633073 [Kz]
X_sweep = 31.56565657 [xHz]
= X_Sweep_Clipped = 25.25252525 [kHz]
-+ IEr Domain = proten
Irr_rreq = 399.78219838 [M0iz)
Trr_offset = 5(ppm]
Blanking = 5[us]
Clippea = FALSE
= scans = 4036
- Total_scans = 4038
Relaxation Delay = 2(8)
Recv_Gain =50
Temp_get = 21.8[4c]
= X_90_ = 8.97[us]
Ll X_Acq_Time = 1.03809024(s]
*_angle = 30(deg]
X_Atn = 8[aB]
X_Fulse = 3.32333333[us]
—_ IEr_Atn Dec = 27.766[aB]
z= Irr_Atn_Dec_C = 27.766[dB)
=" Irr_Atn_Dec_Default Cale = 27.766[dB]
Z Trr_Atn_Noe = 27.766[dB]
H Irr_Dec_Banawidth Hz = 4.7826087 [KHz]
] TrrDec Bandwidth Ppm = 11.56303566 [ppm]
e Irr Dec Freq = 393.78219838 [MHz)
£o - Irr_Dec_Merit_Factor =22
~ ~ o ; R N ~ ~ R R ~ R R o Irr_Decoupling = TRUE
I R B e R B B B B AR L [t = aue
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.00 20.0 10. [ Irr Noise = WALTZ
1| Irr_offset Default =50
| N e oeean: .
Trr_Pwidth_Default = 0.115[ms]
-] mess o E = Irr Pwidth Default cale = 0.115[ms)
= g menX ] L] = Irr_pwidth_Templ = 0.115[ms]
w8 [SESE- =4 s Trr Wurst = PALSE

SI121




:JEDLO

X : parts per Mi

on : Carbonl

a
~ 2
\ 7/
= 20220701_TR-011878_re
1 X Se, ~_OTBS - e
N = proton.jxp
= 20220701_TR-D11878_re
- H = CHLOROFORM-D
= = 2-quL-2022 17:26:18
= 5-JUL-2022 13:36:59
3k = TR-01187B
<] = 1D coMPLEX
- = 104858
= Proton
= Froton
EN = [ppm]
s z =x
Z = TWM-ECE4008/L1
x Field strength = 9.389766[T] (400[MHz])
=7 %_Acq_Duration = 2.18628096 (5]
XD =
g = 395.78219838 [MHz]
~ X ofeset = 5(ppm]
= *_Points = 16384
X Prescans =1
X_Resolution = 0.45739775[Hz]
X_sweep = 7.4940048 [k¥z]
g 3 X_sweep_Clipped = 5.99520384 [kHz]
TEr_Domain = Proten
Irr_Freq = 399.78219838 [Miz]
Trr_offset = 5ippm]
i = Proton
. = 399.78219838 [MHz]
= 5(ppm]
= 2[us)
= FALSE
=16
Total_scans =16
2 £
P b= be] Relaxation_Delay = 5(s]
= Recvr_gain = 46
Temp_get = 21.8(dc]
X_90_Width = 6.2[us]
- *_hog_Time = 2.18628096(s]
= = e X_Angle = 45[deg]
2|2 2 i X_htn = 2.4[dB]
=3 = = = X_Pulse = 3.1[us]
o Trr_Mode = ofe
g = rri_Moae - ofe
£= I Dante_taop - s00
= Dante Presat = FALsE
] ‘.” | Decimation_Rate =0
= | A | Initial Wait =1[=]
B Phase = {0, SO, 270, 180, 180,
LR ' e ey - = T e v - rrasat_Time -
8.0 7.0 5.0 2.0 1.0 Presat_Time_Flag = FALSE
1L Relaxafion_Delay_Cale = 0[s]
A ) ) Belanation peiay caie = 0
[ ®me e e T mmeiE e T w == G |Repetition Time 718628038 (=]
8 EEET g EREEZZToES g SEE 3538
~ Eddd - e e e e = s e
X : parts per Million : Proton
2 JEOL
2
= 20220701_TK-01187B _«
= delta
= = carbon. jxp
~ = 20220701_TR-011878
= CHLOROFGRM-D
= 2-JUL-2022 08:04:3
= 5-5EP-2024 20:13:0
= TK-01187B
=1 = 1D comMPLEX
hd = 26214
= Carben13
= Carbonl3
= [ppm]
=x
= = JNM-ECEA008/L1
w Field strength = 9.389766[T] (400 [MH:
X_Acq_puration = 1.03809024 (5]
= 13¢
= 100.52530333 [MHz]
= 100(ppm)
*_Points = 32768
X Prescans =4
X_Resolution = 0.96330739[Hz]
X_sweep = 31.56565657 [xHz]
*_Sweep_Clipped = 25.25252525 [kHz]
TEr_Domain = proten
Irr_Freq = 399.76219838 [Mz)
= Trr_offset = 5[ppm]
= Blanking = S[us]
clippea -
scans = 4096
Total_scans = 4036
Relaxation Delay = 2[8]
= | =50
~ = 21.714c]
= 5.97[u
= 1.03809024[s]
= 30(deg]
= B[aB]
= 3.32333333[us]
_= - Atn 2 27.766(a8)
z = Irr_Atn_pec_calc = 27.766(dB)
s Trr_htn Dec_Default_Calc = 27.766[dB]
Z Trr_Atn_Hoe = 27.766[
H Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
: | s i "
e | Irr Dec Freg = 399.78219838 [MHz)
= e Irr_Dec_Merit_Factor =2.2
~ N o ) — . N N R R ~ R ~ ~ ~ Irr_Decoupling = TRUE
B I T T et I A T T e \Raa annny -5y 64 e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 [ Irr Noise = WALTZ
1 Irr_offset Default = 5[
| | | || | i,
Trr_Pwidth_Default = 0.115[ms)
2 g ass 4 = T oe = Irr Pwidth Default cale = 0.115[ms)
] ASR 2 = ® 8 = Irr_pwidth_Templ = 0.115(ms)
5 & EEE z = a4 = = Tre =
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-
|
3 JEOL
]
=
\\ /7 = 20220715_TK-02001_re_p:
= delta
\/S\ /\/NHBOC = proton.yxp
N = 20220715_TR-02001_re
= CHLOROFORM-D
H = 15-JUL-2022 17:09:01
= 16-JUL-2022 17:12:25
) = TR-02001
2 3l 2 i
= 104858
= Proton
= Froton
= [ppm]
=x
= TWM-ECE4008/L1
Field strength = 9.389766[T] (400[MHz])
X_Acq_puration = 2.18628096 (5]
XD =
g = 395.78219838 [MHz]
X ofeset = 5(ppm]
~ *_Points = 16384
2 X Prescans -1
X_Resolution = 0.45739775 [Kz]
X_sweep = 7.4940048 [k¥z]
*_Sweep_Clipped = 5.38520384 [kHz]
TEr_Domain = Proten
Irr_Freq = 399.78219838 [Miz]
Trr_offset = Sippm]
= Froton
= 399.78219838 [MHz]
= S(ppm]
= 2[us)
= FALSE
=18
- _ Total_scans =16
= E - Relaxation_Delay = s8]
Recvr_gain = 46
| Temp_set = 24.5[4c]
X_90_Width = 6.2[us]
| *_hog_Time = 2.18628096(s]
MEYE X Angle = 45[deq]
allaf= o X_atn = 2.4(aB]
= z 2 X_Pulse = 3.1fus]
o = Trr_Mode = ofe
< el Mode = ofe
] Dante_Loop - sa0
= Dante Presat = FALsE
g Decimation Rate =0
= L J . 1 Initial Wait =1[s]
B Phase = {0, SO, 270, 180, 180,
- e = = e = e T T T T T T T T T T T T T T prasat sima -
8.0 7.0 6.0 2.0 Lo 0 Presat_time_Flag = FALSE
I Relaxafion_Delay_Cale = 0[s]
\ N ]
FEARTR RS 4 - Repetition Time = 7.18628096 (5]
= swezesmn ssermazse + e s
4 BERISNER S EEEEEE G 3 g
s Edd e ERRE R gy = = =
X : parts per Million : Proton
= o
%
= 20220715_TK-02001_1.
= delta
= carbon. jxp
= 20220715_TR-02001_1
= CHLOROTORM-D
= 16-JUL-2022 08:34:5
= 16-JUL-2022 17:16:2
= TK-02001
= 1p comrrEX
= 26214
= = Carbonl3
e = Carbon13
= (ppm]
= JNM-ECEA4D0S/L1
= Field strength = 9.383766[T] (400 [M:
w %_Acq_puration = 1.038090241s]
X_Domain = 13¢
X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
X Prescans =4
= %_Resolution = 0.9633073 [Kz]
- X_sweep = 31 56585657 [kHz]
X_Sweep_Clipped = 25.25252525 [kHz]
IEr Domain = proten
Irr_rreq = 399.78219838 [M0iz)
Trr_offset = 5(ppm]
= Blanking = 5[us]
= clippea = FALSE
scans = 4036
Total_scans = 4038
Relaxation Delay = 2(8)
= Recv_Gain =50
= Temp_get = 21.8[4c]
X_90_ = 8.97[us]
X Aeg Time = 1.03209024[s]
*_angle = 30(deg]
X_Atn = 8[aB]
X_Fulse = 3.32333333[us]
- IEr_Atn Dec = 27.766[aB]
z-= Irr_Atn Dec_C = 27.766[dB)
s Trr_htn Dec_Default_Cale = 27.766[dB]
Z Trr_Atn_Noe = 27.766[dB]
H Irr_Dec_Banawidth Hz = 4.7826087 [KHz]
H ‘ TN mmen hEnnle,
E | | Irr Dec Freq = 393.78219838 [MHz)
== Shate - Irr_Dec_Merit_Factor =2.2
~ N o ) R ~ N . R R ~ R . o Irr_Decoupling = TRUE
I R B e R B B B B AR L [t = aue
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10. [ Irr Noise = WALTZ
Irr_offset Default =50
| | e oeean: .
> Trr_Pwidth_Default = 0.115[ms]
= k3 = - = Irr Pwidth Default cale = 0.115[ms)
= ks 3 ” = Irr_pwidth_Templ = 0.115[ms]
-3 £ 2 = = Irr Wurst = PRLSE
- - Decimation_Rate =0
X : parts per Million : Carbonl -

SI123




s JEOL
- =
: o) ’
\ /7 Filename = 20220803_TR-02007_prot
\ S OMe Author = delta
\/ ~ Experiment = proton.ixp
N 1 = 20220803_TK-02007
- Selvent = CHLOROFORM-D
= H Actual start Time = 4-AUG-2022 15:39:01
O Revision_Time = 4-AUG-2022 15:48:49
= TR-02007
3m = 1D COMPLEX
= 104858
= Proton
w = Proton
= = [ppm)
=x
Spectrometer = JWM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 5]
X _Domain =
=] X_Freq = 395.78219838 [MHz]
= X_offset = 5[ppm]
X_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.595520384 [kHz]
= Proton
] = 399.78219838 [MHz]
= 5(ppm]
. = Proton
2 g . = 39978219838 [MHz]
z == 5 = 5(ppm]
S = | = 2(us]
= TALSE
- =16
s Total_scans =16
Relaxation_Delay = 5[s]
Recvr gain s
= 21.8(dc)
= 6.4[us]
= 2.1B628096(s]
- = s5[deq]
= = 2.4[4B]
= 3.2[us]
. = off
g = off
H I = 500
= = FALSE
2 3 =0
22 | M - B o - . 18 | Initial_wait = 1[s]
B Fhase = {0, 50, 270, 180, 18O,
- e ' = e r. I B T T pragat mime = 3is]
8.0 7.0 6.0 3.0 2.0 Lo 0 Presat_Time_Fla = FALSE
Lo Relaxation_Delay Cale = 0[s]
AT W Relaxation Delay_Temp = §
AN / Repetition Time = 7.18628096(8]
= ZeEnREER 5 Bz 3 H
N OBEREINERER 2 EEE g g
= ddddssuin v ] = =
X : parts per Million : Proton
= o
=8
= 20220803_TK-02007_c:
= delta
= carbon. jxp
= 20220803_TR-02007
= CHLOROFGRM-D
= 4-AUG-2022 08:04:4
= 7-AUG-2022 00:24:1
= TK-02007
= 1D comprEX
= 26214
= Carben13
= Carbonl3
= [ppm]
=x
= = JNM-ECEA008/L1
Z
Field strength = 9.389766[T] (400 [MK:
X_Acq_puration = 1.03809024 5]
= 13¢
= 100.52530333 [MHz]
= = 100 [ppm]
v X_Points = 32768
X Prescans =4
X_Resolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [xHz]
*_Sweep_Clipped = 25.25252525 [kHz]
3 ITr bomain = Proton
Irr_Freq = 399.76219838 [Mz)
Trr_offset = Sippm]
Blanking = S[us]
clippea = TRUE
- scans = 4096
- Total_secans = 4036
Relaxation Delay -
= -
P -
z= Irr_Atn Dec_calc =
Al Irr_htn Dec Default Cale =
2 Irc_Atn_Moe = 27.43[a8]
H Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
g I IrDec Bandwidth Ppm = 11. -
e Irr Dec Freg = 399.78219838 [MHz)
£= - Irr_Dec_Merit_Factor =2.2
= R § — § ; ; S I . S B Irr_Decoupling = TRUE
I L R B e B R B B R L ERRAN [y 40 e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10. [ Irr Noise = WALTZ
Irr_offset Default = 5[
|| s i,
Trr_Pwidth_Default = 0.115[ms)
2 3 =z * 2 S | Irr ewiden Default cale - 0.115[ms]
§ ‘ﬁ o L | =] Irr_Pwidth Templ = 0.115[ms)
2 2 s 2 = Irr Wurst =
- - o= Decimation_Rate =0

X : parts per Mi

on : Carbonl

S1124




=
=
: z JEOL
= -
: 00 O
= \\ // Filename = 20220907_TR-02034_prot.
= \ S Auther = gelta
| eriment = proton.
2 XSO OEt prre = S350y Tecozans
= Solvent = CHLOROFORM-D
H Actual Start Time - 7-SEF-2022 20:33:05
Revision_Time = 1-0cT-2022 18:30:03
=
- 3n = TR-02034
= = 1D comprEX
= = 104858
= Proton
24 = Proton
s = [ppm)
~ (g 2 -
= = a Spectrometer = JWM-ECZ4005/L1
=
- Fiela strength = 9.383766[T] (400[MHz])
= X_Acq_puration = 2.18628096 5]
= X _Domain =
X_Freq = 395.78219838 [MHz]
- X ossset = 5(ppm]
= %_Points = 16384
X Prescans =1
B X_Resolution = 0.45739775 [Hz]
= = 7.4940048 [kHz]
- = 5.595520384 [kHz]
S = Proten
= = 395.79219838 [MHz]
= 5(ppm]
| = Proton
= . = 39978219838 [MHz]
- w82 = = 5(ppm
£ sl= |- & = 2[us]
= = = TALSE
=18
£ Total_scans =16
=
- Relaxation_Delay = 5[s]
= Recvr gain =56
= Temp_Get = 22(dc)
- | X_50_Width = 6.4[us]
=2 X_Aoq_Time = 2.18628096(s]
= X Angle = s5[deq]
| X_atn = 2.4[dB]
2 X_Pulse = 3.2[us]
o S [ l Trr_Mode = off
< Tei_Mode = ogs
= | . Dante_loop = s00
== Dante Presat = FALSE
g | | Decimation_Rate =0
= JL J LU Initial Wait =1(s]
B Fhase = {0, 50, 270, 180, 18O,
Presat Time = 5[e)
8.0 7.0 5.0 0 Presat_Time_Fla = FALSE
I Relaxation_Delay Cale = 0[s]
AT | Relaxation Delay_Temp = §
AN Repetition Time = 7.18628096[=]
z £%az = H N
& RILE s 2
s R v =
X : parts per Million : Proton
=
=
: z JEOL
= -
&
r_- Filename = 20220907_TK-02034_prot:
= Auther = gelta
- Experiment = proton.jxp
= Sample_Td = 20220907_TK-02034
= Solvent = CHLOROFORM-D
Actual Start Time = 7-sEP-2022 20:33:05
g Revision_Time = 1-0cT-2022 18:30:03
=
- Comment = TK-02034
= Data Format = 1D comprEX
= Dim_Size = 104858
X_Demain = Proton
a4 Dim_Title = Proton
= Dim Units = [ppm)
- re 2 'z Dimensions =x
= = a b= Spectrometer = JWM-ECZ4005/L1
=
- Fiela strength = 9.383766[T] (400[MHz])
= X_Acq_puration = 2.18628096 5]
= X _Domain =
X_Freq = 395.78219838 [MHz]
- X ossset = 5(ppm]
= %_Points = 16384
X Prescans =1
B X_Resolution = 0.45739775 [Hz]
= = 7.4940048 [kHz]
- = 5.595520384 [kHz]
S = Proten
= = 395.79219838 [MHz]
= 5(ppm]
| = Proton
= . = 39978219838 [MHz]
@ w| 2= E = 5[ppal
£ sl= |- & = 2[us]
= = = TALSE
=18
£ Total_scans =16
=
- Relaxation_Delay = 5[s]
= Recvr gain =56
= Temp_Get = 22(dc)
- | X_50_Width = 6.4[us]
=2 X_Aoq_Time = 2.18628096(s]
= X Angle = s5[deq]
- | X_atn = 2.4[dB]
2 X_Pulse = 3.2[us]
o S [ l Trr_Mode = off
< Tei_Mode = ogs
= | . Dante_loop = s00
== Dante Presat = FALSE
g | | Decimation_Rate =0
= JL J LU Initial Wait =1(s]
B Fhas = {0, 50, 270, 180, 18O,
T T Presat Time = 5[8)
8.0 5.0 X} 2.0 0 Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
| / Relaxation Delay_Temp = §
AN Repetition Time = 7.18628096(5)
g g 58z 3 :
] s b B B} ] 2
s v SR - =
X : parts per Million : Protol

SI125




:JEDLO

X : parts per Mi

on : Carbonl

=
0 0 ’
N/ = 20221020_TR-02057_re2_j
xS- OMe T
N = proten.jxp
= 20221020_TR-02057_re2
= CHLOROFORM-D
= O = 22-0cT-2022 12:46:03
30 = TR-02087
= 1p comprEx
= 104858
= Proton
e = Froton
2 2 3 = [pEpm)
~ i =X
= TWM-ECE4008/L1
2 rieestengtn = s.assrest (soommeD)
X_Acq_puration = 2.18628096 (5]
XD =
g = 395.78219838 [MHz]
X ofeset = 5(ppm]
*_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Kz]
X_sweep = 7.4940048 [k¥z]
*_Sweep_Clipped = 5.38520384 [kHz]
TEr_Domain = Proten
~ Irr_Freq = 399.78219838 [MHz]
= Tre offset = 5(ppm)
= Froton
= (2 = 399.78219838 [MHz]
s |2 5 = S(ppm]
s | = = = 2[us]
= FALSE
=18
Total_scans =16
Relaxation_Delay = 5(s]
- Recvr_gain = 46
= [ ,_Get = 21.6[4c]
X_90_Width = 6.4[us]
*_hog_Time = 2.18628096 (5]
‘ XAngis = iSideq)
| X_Atn = 2.4(dB]
X_Pulse = 3.2[us]
o Trr_Mode = ofe
< el Mode = ofe
g | Dante_Loop = 500
= Dante Presat = FALsE
£ 1 ‘ Decimation_Rrate =0
= _J - . | Initial wait =112
B Phase = {0, SO, 270, 180, 180,
- e = = e T L B o L B B R rrasat_Time -
8.0 7.0 5.0 4.0 0 Prosat_Time_rlag - FALsE
Relaxafion_Delay_Cale = 0[s]
Relaxation Delay Temp = §
Repetition Time = 7.18628096 (%)
= £ E H
N g g g
= - - =
X : parts per Million : Proton
= o
-
= 20221018_TK-02057_1.
= delta
= carbon. jxp
= = 20221013_TK-02057_1
= = CHLOROTORM-D
= 19-ocT-2022 21:03:2
= 22-0CT-2022 14:21:1
= TR-02057
= = 1p comrrEX
= = 26214
= Carbonl3
= Carbonl3
= (ppm]
= = JNM-ECEA4D0S/L1
=
Field strength = 9.383766[T] (400 [M:
%_Acq_puration = 1.038090241s]
X_Domain = 13¢
X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
X Prescans =4
%_Resolution = 0.9633073 [Kz]
X_sweep = 31.56565657 [xHz]
= X_Sweep_Clipped = 25.25252525 [kHz]
3 IEr Domain = proten
Irr_rreq = 399.78219838 [M0iz)
Trr_offset = 5(ppm]
Blanking = 5[us]
Clippea = TRUE
= scans = 4036
P Total_Scans = 4096
Relaxation Delay -
Recv_Gain =
Temp_get =
= X_90_ -
e X_Acq_Time =
*_angle =
X_Atn =
X_Fulse -
—_ IEr_Atn Dec -
2 < Irr_Atn_pec_ =
Al Irr_htn_Dec Default Cale =
Z Trr_Atn_Noe =21,
H Irr_Dec_Banawidth Hz = 4.7826087 [KHz]
Z IrrDec_Bandwidth_Fpm = 11.56303566(ppm]
e | Irr Dec Freq = 393.78219838 [MHz)
£o Irr_Dec_Merit_Factor =22
= S § S . . R B ; S S B Irr_Decoupling = TRUE
I R B e R B B B B AR L [t = aue
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10. [ Irr Noise = WALTZ
‘ | 1 ‘ | ‘ ‘ Irr_offset Default =50
Trr_Pwidth = 0.115[ms]
Trr_Pwidth_Default = 0.115[ms]
= S zes m o5 =p = Irr Pwidth Default cale = 0.115[ms)
= = men = i @ a = Irr_pwidth_Templ = 0.115[ms]
E 5 E e o -] -1 = Trr_Wurst = PALSE

Decimation_Rate

SI126



:JEDLO

5
0 0 )
\ 7/
Filename = 20230427_TR-01055_prot
\/ N /\ Author - aeita
N Experiment = proton.3xp
. 1. = 20230427_TK-01055
Solvent = CHLOROFORM-D
Actual Start Time = 27-APR-2023 15:21:40
- Revision_Time = 27-APR-2023 17:26:53
= = TR-01085
3 = 1D COMPLEX
p = 104858
= Proton
= Proton
= = [ppm]
= =x
- Spectrometer = JWM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
- X ossset = 5(ppm]
& X_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.99520384 [kHz]
= Proten
= 395.79219838 [MHz]
= 5(ppm]
= Proton
= 39978219838 [MHz]
= 5(ppm]
= 2[us]
= TALSE
=18
- Total_scans =16
=
Relaxation_Delay = 5[s]
Recvr gain s
Temp_get. = 21.2(dc)
X_50_Width = 6.4[us]
X_Aoq_Time = 2.18628096(s]
| X Angle = s5[deq]
X_atn = 2.4[4B]
X_Pulse = 3.2[us]
o Trr_Mode = oef
< Tei_Mode = ogs
£ Dante_tacp - su0
= Dante Presat = FALSE
g Decimation Rate =0
Z = 1] N Initial Wait = 1[=]
B Fhase = {0, 50, 270, 180, 18O,
T T Presat Time = 5[8)
8.0 7.0 5.0 4.0 2.0 Lo 0 Presat_Time_Fla = FALSE
| I Relaxation_Delay Cale = 0[s]
. [ Relaxation Delay_Temp = §
~ A Repetition Time = 7.18628096(s)
S Rogszgr fTasL 228% H
A 33385358 AAnS EEEE 2
s EREe et gy memmm i prpe =
X : parts per Million : Proton
=
I
<
Filename = 20210913 _TK-01055A
Auther = delta
= Experiment = carbon.jxp
= Sample_Td = 20210913_TK-01055A
- Solvent = CHLOROFORM-D
Aetual start Time = 14-5EP-2021 01:03:3
Revision_Tims = 23-MAR-2022 12:16:4
=
EE Comment = TK-D1055A_13C
Data_Format = 10 compLEX
Dim_size = 26214
X1 n = Carben13
Dim_Title = Carbonl3
Dim Units = (ppm]
Dimensions =
spectrometer = TNM-ECE4DOS/T1
= Field strength = 9.383766[T] (400 [M:
X_Acq_Duration = 1.03809024[s]
X_Domain = 130
X_Freq = 100.52530333 [MHz]
= X ofeset = 100(ppm]
= X_Points = 32768
X Prescans =4
X_Resolution = 0.86330738[Hz]
X_swee, = 31.56565657 [kiz]
= X_sweep_Clipped = 25.25252525 [kHz]
w IFr Demain = Proten
Irr_rreq = 395.78219838 [Miz)
Irr_offset = S(ppm]
Blanking = 5[us]
= Clippea -
- scans = 2048
Total_Scans = 2048
= Relaxation Delay =209
- Recvr_ai =50
Temp_Get = 21.514¢]
X_80_Width = 9.91 [us
IS = 1.03808024[s]
= X_angle = 30(deg]
i = 8[4B]
= 3.30333333 [us]
—_ = 27.837[;
z “Atn_Dec_C = 27.837[dB)
= Irr Atn Dec Default_Cale = 27.837[dB]
™ Trr_Atn_Noe = 27.837[dB]
H Irr Dec_Banawidth Hz = 4.7826087 [KHz]
] ITrr Dec Bandwidth Ppm = 11.56303566 [ppm]
e Irs Dec Freq = 399.78219838 [MHz]
e Irr_Dec_Merit_Factor =2.2
~ - |1rr_pecoupling = TRUE
R A R M A i A B L B B B S RARAR L [yt =
220.0210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0| 1z noise = WALTZ
Irr_offset_Default = s5¢
A g 1,
- - Trr_Pwidth_Default = 0.115[ms]
z ez 2 s Trr Pwidth Default cale = 0.115[me]
< 3 me = e} Irr_Pwidth_Templ = 0.115[ms]
wow EEE = = Trr Wurst = PALSE

X : parts per Mi

on : Carbonl

Decimation_Rate

o

SI1127




138.444
124.090
48.396
22,1

X : parts per Million : Carbonl

Izr_e a:zsu Default
Trr_puwid

Trr_} P\rldth Default
Irr Pwidtn Default Cale
Irr_i wum: _Templ
Irr_Wurs

De: mnan_mt-

sl
0.115[ms]
0.115[ms]
0.115[me]
0.115[ms)
PALSE

o

: JEOL o
i
\ 7/
Filename = 20230427_TR-01056_prot
= NN S Author = delta
- \/ ~ N Experiment = proton.jxp
. 1. = 20230427_TK-01056
" Solvent = CHLOROFORM-1
- Actual Start Time = 27-APR-2023 15:30:39
Revision_Time = 27-APR-2023 17:19:05
| = TR-01056
- = 1D COMPLEX
3 = 104858
- q = Proton
= = Proton
= [ppm]
=x
= Spectrometer = JWM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
¥ dcq puzation = 2.18628096 5]
) X -
< X n-q = 395.78219838 [MHz]
zoeeser = 5(ppm]
P nts = 16384
=] x Prescans -
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
=1 = 5.95520384 [kKz]
= = Proten
= 395.79219838 [MHz]
< = 5(ppm]
= = Proton
= 39978219838 [MHz]
= 5 (ppm]
w = 2[us]
s = TALSE
=18
-] Total_scans =16
= Relaxation_Delay = 5(s)
Recvr gain =56
H = 21.2(dc)
24 g = Samuel
= 2.1B628096(s]
= 45[deg]
o w2 (= = 2.4[dB]
. R = | = 3.2[us]
. s/ = |- = Off
8- = ofs
g = = 500
= = FALSE
g I I 1] =0
= L Initial Wait = 1[=)
B Fhase = {0, 50, 270, 180, 18O,
- e = = e T T T T T T T T T T T pragat Tima = 3is]
8.0 7.0 5.0 2.0 Lo 0 Presat_Time_Fla = FALSE
L | Relaxation_Delay Cale = 0[s]
‘ \ | ‘ Relaxation_Delay_Temp = §
\ 1/ Repetition Time = 7.18628096 =]
o x= zea s
I wi - =
X : parts per Million : Proton
=
vi
- JEOL
2
= = 20210913_TK-01056_1.
v = delta
= carbon. jxp
= = 20210913_TR-01056_1
-+ = CHLOROFGRM-D
- = 14-SEP-2021 05:03:3
- = 23-MAR-2022 12:27:4
2 = TK-01056_13C
= 1p comPLE
= = 26214
= = Carbenld
= Carbonl3
= = (ppm]
- = JNM-ECZ4005/L1
=
= Field strength = 9.383766[T] (400 [M:
- %_Acq_puration = 1.038090241s]
X_Domain = 13¢
= X _Freq = 100.52530333 [MHz]
= X ofeset = 100(ppm]
X_Points = 32768
= X Prescans -
= %_Resolution = 0.9633073 [Kz]
X_sweep = 31.56565657 [xHz]
- X_Sweep_Clipped = 25.25252525 [kHz]
= IEr Domain = proten
Irr_rreq = 399.78219838 [M0iz)
Trr_offset = 5(ppm]
2 Blanking = 5[us]
Clippea = TRUE
scans = 2048
Total_scans = 2048
Relaxation Delay = 2(8)
- i =50
=5 = 21.5[4c]
= 5.51[us]
= 1.03209024[s]
= = 30(deg]
Ll = 8[dB]
= 3.30333333[us]
—_ = 27.837
ZA = 27.837(dB)
= = 27.837[4B]
) = 27.837[aB]
52 = 4.7826087 [kHz]
z = 11.96303566 [ppm]
e | “Dec = 393.78219838 [MHz)
= s Irr_Dec_Merit_Factor =2.2
~ 1< Irr_Decoupling = TRUE
R R R R R -- T R I oy = aue
1900 130.0 170.0 1600 150.0 1400 1300 1200 1100 1000 90.0 800 700 600 500 400 300 200 100 0 222 woise Z wnzzz

S1128




210.0 200.0 190.0 180.0 170.0 160.0

X : parts per Million : Carbonl

50.0140.0130.0120.0 110.0 100.0 90.0 80.0

131.650
127.827

|

77.316
77.000
76.684

70.0 60.0 50.0 40.0 30.0 20.0 100 0

47.773

25.646

Irr_bDecoupling

Irr_Noo

1rr Noise

Irr_offset Default
Trr_pwidth
Trr_Pwidth_Default

Irr Pwidtn Default Cale
Irr_pwidth_Templ
Irr_Wurst
Decimation_Rate

TRUE
TRUE
WALTZ

sl
0.115[ms]
0.115[ms]
0.115[me]
0.115[ms)
PALSE

o

-
JEOL
o) :
\ /7 =
\/ S ~ Filename = 20210903_TK-01051_prot
N Author = delta
Experiment = proton.3xp
. 1. = 20210903_TK-01051
Solvent = CHLOROFORM-D
Actual Start Time = 3-sEP-2021 15:42:17
3r Revision_Time = 5-5EP-2024 20:27:21
" = TR-01051
= = 1D coup:
= 104858
= Proton
= Proton
= [ppm]
=x
Spectrometer = JWM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
- X_Points = 16384
2 X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.99520384 [kHz]
= Proton
= 395.79219838 [MHz]
= 5(ppm]
= Proton
= 39978219838 [MHz]
= 5(ppm]
= 2[us]
= TALSE
=18
_ Total_scans =16
= Relaxation_Delay = 5(s]
Recvr gain s
| Temp_Get = 21.5(dc]
X_50_Width = 6.15[us]
X_Aoq_Time = 2.18628096(s]
X Angle = s5[deq]
X_atn = 2.4[4B]
X_Pulse = 3.075[us]
o Trr_Mode = oef
< Tei_Mode = ogs
: | mEE
= Dante Presat = FALSE
g | I\ Decimation Rate =0
= hos M L AW Initial Wait =1(s]
B Fhase = {0, 50, 270, 180, 18O,
T Presat Time = 5[e)
8.0 5.0 1.0 0 Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
| % Relaxation Delay Temp = 5
4 / - Repetition Time = 7.18628096(5]
£ EEgE38E SRZEEEE ECZgER H -
" "F53IR0EE SR80 SREREL =
I dess s dw mmemem e mm R =
X : parts per Million : Proton
s JEOL
%
= 20211216 _TK-01051_1.
= delta
= carbon. jxp
= - 20211216 TK-01051_1
-~ = CHLOROTORM-D
= 16-DEC-2021 21:03:2
= 5-5EP-2024 20:28:2
= TK-01051
- = 1p comrrEX
2 = 26214
X = Carbonl3
Dim_Title = Carbon13
Dim Units = (ppm]
Dimensions =
spectrometer = JNM-ECEA4D0S/L1
Field strength = 9.383766[T] (400 [M:
%_Acq_puration = 1.038090241s]
X_Domain = 13¢
X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
= | X“Prescans -
-+ %_Resolution = 0.9633073 [Kz]
X_sweep = 31.56565657 [xHz]
X_Sweep_Clipped = 25.25252525 [kHz]
IEr Domain = proten
Irr_rreq = 399.78219838 [M0iz)
- Trr_offset = 5(ppm]
o] Blanking = 5[us]
Clippea = FALSE
scans = 4036
Total_scans = 4038
Relaxation Delay = 2(8)
Recv_Gain =50
Temp_get = 21.214c]
X_90_ = 8.97[us]
X Aeg Time = 1.03209024[s]
*_angle = 30(deg]
X_Atn = 8[aB]
X_Fulse = 3.32333333[us]
= IEx_Atn pec = 27.768am)
z- Irr_Atn Dec_C = 27.766[dB)
s Trr_htn Dec_Default_Cale = 27.766[dB]
Z ‘ Trr_Atn_Noe = 27.766[dB]
H Irr_Dec_Banawidth Hz = 4.7826087 [KHz]
] TrrDec Bandwidth Ppm = 11.56303566 [ppm]
e | Irr Dec Freq = 393.78219838 [MHz)
= . o s Irr_Dec_Merit_Factor =22

S1129




:JEDLO

X : parts per Mi

on : Carbonl

Decimation_Rate

-
o
-
\ 7/ H
\/S < - Filename = 20210831_TK-01047_prots
N Author = aelta
g 1 Expariment = proton.Jxp
H . 1. = 20210831_TR-01047
Solvent = CHLOROFORM-D
Actual start Time = 31-AUG-2021 15:17:21
Revision_Time = 5-SEP-2024 20:34:40
= 3s = TR-01047
e = 1D COMPLEX
= 104858
= Proton
= Proton
= [pp=)
= =x
= Spectremeter = JWM-ECZ4005/L1
Fiela strength = 9.383766(T) (400[MHz])
X_Acq_puration = 2.18628096 (5]
X_Domain =
= X_Freq = 395.78219838 [MHz]
= x orfset = s(ppa]
w X_Points = 16384
x_Prescans =1
& x_Resolution = 0.45739775 [Hz]
= = 7.4940048 [kHz]
= - = 5.98520384 [kHz]
= = Proton
- = 399.78219838 [MHz]
= 5[ppm]
= Proton
= 399.78219838 [Mz]
= = 5(ppm]
= | = 2[us]
- = FALSE
=18
R Total_scans =16
22
= 9 Relaxation_Delay = 5(s]
= I Recvr_gain = 38
a Temp_get = 21.5[dc]
X_80_Width = 6.15[us]
X_Aoq_Time = 2.18628096[s]
x_Angle = 45[aeq]
—= x_Atn = 2.4[dB]
== X_Pulse = 3.075[us]
== Trr_Mode = oee
z i Tri_Mode = off
5 Dante_Loop = s00
= Dante Presat = FALSE
2 I Decimation_Rate =0
Se ) N b Initial Wait = 1[=]
~ Fhase = {0, 50, 270, 180, 18O,
T Presat Time = 5[s]
8.0 7.0 6.0 5.0 4.0 0 Presat_Time_Fla = FALSE
L Relaxation Delay Cale = 0[s)
| L& e el
LA \ ~ Repetition Time = 7.18628096 (5]
I e2ZZ2832% 252 SEZLEEEREE H
" 3355382 === SEECEEREAR 2
. I R IR Ry ) R P e L L s
X : parts per Million : Proton
=
~ JEOL
=
P
- = 20211216_TK-01047_1.
= delta
= = carbon. jxp
=] = 20211215_TK-01047_1
= CHLOROFGRM-D
= 17-DEC-2021 02:46:4
] = 5-SEP-2024 20:35:1
=1
- = TR-01047
= 1p comrrEX
S = 26214
= ¢ 1 = Carbonl3
Dim_Title = Carbon13
Dim units = [ppm]
= Dimensions =
= spectrometer = JNM-ECEA4D0S/L1
Fiela strengtn = 9.383766([T) (400 [;
= %_Acq_puration = 1.03809024 (5]
*® X_Demain = 13¢
X_Freq = 100.52530333 [MHz]
X ofeset = 100[ppm)
= X_Foints = 32768
= X Prescans =4
X_Resolution = 0.96330738 [Hz]
X_sweep = 31.56565657 [xHz]
= | X_Sweep_Clipped = 25.25252525 [kHz]
& Irr Demain = Proton
Irr_Freq = 399.78219838 [M0iz)
Irr_offset = 5(ppm]
= Blanking = 5[us]
g clippea = FALSE
scans = 4096
Tatal_scans = 4038
=
-+ Belaxation Delay - 20e)
Recvr_oain =50
Temp_Get = 21.114c]
] X_90_ = 8.97[us]
” X_Acq_Time = 1.03809024(s]
x_angle = 30[deg]
K Atn = 8[aB]
=1 X_Fulse = 3.32333333[us]
- Irr Atn Dec = 27.766[as)]
z Irr_Atn_Dec_C = 27.766[dB)
= Irr_Atn_Dec_Default_Cale = 27.766[dB)
= Trr_Atn_Noe = 27.766[d8)
= Irr Dee Bandwidth Hz = 4.7826087 [kHz]
] TrrDec Bandwidth Ppm = 11.56303566 [ppm]
El 1rr Dec Freq = 399.78219838 [MAz]
=) Irr_Dec_Merit_Factor =2.2
= R R S ; R I ; S S B Irr_Decoupling = TRUE
A R I I e R R R R S R L e sy s s A Z e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
1 m Irr_offset Default =5
Trr_pwidth = 0.115[ms]
Trr_Pwidth_Default = 0.115[ms]
£5 sz 2 Irr Pwidth Default cale = 0.115[ms)
? = 2% M Irr_pwidth_Templ = 0.115[ms]
o % e kS Trr Wurst = PALSE

SI1130




0.24 0.26:
422
421

:JEDLO

0.22

a
=

014 0.16

0.12

®
=]
=

0.06

0.04

0.02

abundance

1.650

0.000

o 1
X : parts per Million : Proton

e
(AR ERK]

20210930_TK-01067_prot:
delta

proton. 3xp
20210930_TK-01067
CHLOROFORM-D
30-5EP-2021 20:18:22
23-MAR-2022 13:05:27

= TR-D1067

= 1D comPLEX

= 104858

= Proton

= Proton

= [pp=)

=x
Spectremeter = TNM-ECZ4005/L1
Fiela strength = 9.383766(T) (400[MHz])
X_Acq_puration = 2.18628096 (5]
X_Domain =
X_Freq = 395.78219838 [MHz]
x orfset = s(ppa]
X_Points = 16384
x_Prescans =1
x_Resolution = 0.45739775 [Hz]

= 7.4840048 [kHz]

= 5.595520384 [kHz]

= Proten

= 399.78219838 [MHz]

= 5[ppm]

= Proton

= 399.78219838 [Mz]

= 5(ppm]

= 2[us)

= FALSE

=18
Total_scans =16
Relaxation_Delay 5(s)
Recvr_gain 6
Temp_get 21.31dc]
X_50_Width .15[us]
X_Aoq_Time 2.18628096[s]
x_Angle 5 [deg]
x_Atn 2.4[aB]
X_Pulse 3.075[us]
Trr_Mode off
Tri Mede res
Dante_Loop 500

Initial Wait
Fhase

Presat_Time
Presat_Time_Fla
Relaxation Delay Cale
Relaxation_Delay_Temp
Repetition Time

FALSE
o

1(s]
o, so, 270, 180, 180,
5(s]
FALSE
o[=]

7.18628096 (=]

:JEDLO

10.0

9.0

=
*

6.0

4.0

30

2.0

(thousandths)

210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 100 0

131.660 —
129.561
45.569

Dim_Title
Dim units
Dimensions
sSpectrometer

Fiela strengtn
%_Acq_puration
X_Demain

X_Froq

X ofeset
*_Foints

X Prescans
X_Resolution
X_sweep
*_Sweep_Clipped
ITr_Domain
Irr_Freq
Irr_offset
Blanking
Clippea

scans
Tatal_scans

Relaxation Delay
Recvr_gain

Irr_bec_Merit_Factor
Irr_bDecoupling
Irr_Noo

1rr Noise

Irr_offset Default
Trr_pwidth
Trr_Pwidth_Default
Irr Pwidtn Default Cale
Irr_pwidth_Templ
Irr_Wurst
Decimation_Rate

20210930_TK-01067_1.

delta

carbon. jxp.

20210930_TK-01067_1

CHLOROFGRM-D
1-0CT-2021 03:23:2

23-MAR-2022 13:06:5:

TR-01067_13C
1D COMPLE

26214

Carben13

Carbon13
(ppa]

TNM-ECZ4005/L1

9.389766(T) (400 [MH:
1.03809024 (3]
ac

100.52530333 [MHz]

4
0.96330738 [Hz]
31.56565657 [kHz]
25252528525 [kHz]
Proten
399.78219838 [Miz]

51 [us]
.03808024 (2]
30 [deg]

8[4B]
3.30333333 [us]
27.837
27.937[dB)

27.

27.837[aB)
4.7826087 [kHz]
11.96303566 [ppm]
299.78219838 [MAz)
2.2

TRUE

TRUE

WALTZ

50

0.115[ms]

0.115 [ms]
0.115[ms]
0.115[ms]

FPALSE

o




:JEDLO

X : parts per Mi

on : Carbonl

2
Ed
<
] \ 7/
\ S OTBS Filename = 20230704_TK-02152A1_pr:
XN Authox - aeita
N Experiment = proton.3xp
. 14 = 20230703_TR-0215281
Solvent = CHLOROFORM-|
OTBS Actual Start Time = 4-JUL-2023 14:49:06
- Revision_Time = 4-JUL-2023 15:39:04
= = TR-02152A1
3u = 1p comprEx
= 104858
= Proton
= Proton
= = [ppm)
| =x
- = Spectrometer = TWM-ECZ4005/T1
= Field strength = 9.389766([T] (400([MHz])
%_Aeq_uration = 2.18628096 5]
X_Domain =
X_Freq = 395.78219838 [MHz]
X offset = s(ppa]
X_Points = 16384
X Prescans -1
. %_Resolution = 0.45739775 [Hz]
24 = 7.4940048 [kHz]
| = 5.595520384 [kHz]
= Proton
= 395.79219838 [MHz]
= Sippm]
= Proton
= 399.78219838 [MHz]
= 5 (ppm]
o = 2(us]
= = FALSE
=18
2 (e Total_scans =16
= S
- - Relaxation_Delay = 5(s]
Recv: Gain = a6
= 22.8(dc)
= 6.4[us]
- = 2.1B628096(s]
< = 45[deg]
= 2.4[4B]
- = 3.2[us]
. ) = off
g = = off
s = 500
= | = raLsE
2 JJ | 3 =0
2. | S I - _ N I RN SN | Initial Wait = 1[s]
B Fhase = {0, S0, 270, 180, 180,
- e - - o S S S - T T Zresat rims = Ste
8.0 7.0 6. 5.0 2.0 0 Presat_Time_Fla = FALSE
I Il Relaxation_belay Calc = 0(s]
N Il |eemetion Petey cme = 0
£ AN/ AN I Repetition Time = 7.18628096(2]
- TomEam—e swseme = sme wEss =
& BELIRSRI EEESEE & §8% 5333
= Eddeedwn e - S22 s
X : parts per Million : Proton
= 20230731_TK-02152A1
= delta
= carbon.ixp
) = 20230731_TK-02152A1
=3 = CHLOROFORM-D
b = 31-JUL-2023 04:43:4
= 1-AUG-2023 10:43:1
= TK-02152A1
= 1p comerex
= 26214
= Carbon13
= Carbonl3
= (ppm]
=x
= JNM-ECEA008/L1
Field strength = 9.389766[T] (400 [Ms:
- X_Aeq_buration = 1.03809024 5]
-] = 13¢
-~ = 100.52530333 [MHz]
= 100(ppm)
*_Points = 32768
X Prescans -4
X_Rasolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [XNz]
*_Sweep_Clipped = 25.25252525 [kHz]
Tir Domain = Proton
Irr_Freq = 359.78219836 (Miiz)
Trr_offset = Sippm]
Blanking = S[us]
clipped -
scans = 4096
Total_Scans = 4096
=
s Relaxation Delay -
z Irr_Atn_Dec_calc =
= Trr_Atn_Dec_Default_Calc =
2 Irc_Atn_Moe = 27.43[a8]
F Irr_Dec_Bandwidth_Hz = 4.7826087 [kHz]
g | Irr Dec Bandwidth_Fpm = 1i. -
] I | Irr Dec Freq = 339.78219838 [Miz]
£ Irr_Dec_Merit_Factor =2.2
= I i o § ; ; . ; } I I Irr_Decoupling = TRUE
R A T A R s e e S Fsiin 404 vt
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 60.0 50.0 40.0 30.0 20.0 100 0 Irr Noise = WALTZ
| o I A Irr_offset_Default = 5[
/oA 1A | T pwiden = 0.115[ms]
/ || Trr_pwidth_Default = 0.115[ms]
- s = noen £ 2 Tl e pwiamDesaule cale - 0.115(ns]
e ? S ] LR S = 75 1rr_pwidth_Templ = 0.115(ms)
£ < T S Ty wurst -
- - Decimation_Rate -

SI132




X : parts per Mi

on : Carbonl

\ 7/
\ S OTBS = 20230413_TK-02118A_re_j
\/ ~ /\/ = delta
N e,
= 20230413_TK-02118A_re
- | = CHLoROFORM-D
N = 13-APR-2023 15:56:38
= TBS = 17-APR-2023 17:47:26
= TR-02118A
3V = 1D COMPLEX
= 104858
= Proton
= Proton
= [pEm)
=x
= TWM-ECE4008/L1
Field strength = 5.389766[T] (400[MHz]}
X_Aeq_buration = 2.18628096 (5]
XD -
e~ g = 395.78219838 [MHz]
=7 X_offset = 5(ppm]
*_Points = 16384
X Prescans =1
X_Rasolution = 0.45739775 [Kz]
X_sweep = 7.4540048 [kHz]
*_Sweep_Clipped = 5.38520384 [kHz]
Tir Domain = Proton
= 399.78219838 [Miz]
= Sippm]
= Proton
= 399.76219838 [MHz]
= S(ppm]
= 2(us)
= FALSE
- =18
= =z 2 Total_scans =16
N "
Relaxation_Delay = 5(s]
Recv Gain i
Tamp_det = 23.3[4c]
X_30_width = 6.4[us]
e |2 X_Acq_Time = 2.18628096 (5]
2= X_Angle = 45[deq]
X_atn = 2.4(aB]
X_Pulse = 3.2(us]
o Trr_Mode = ofe
< el Mode = ofe
] Dante_Loop - sa0
= Dante Presat = FaLsE
g d | Decimation Rate =0
2. - B o I - | 1nitsa1_wait =1(s]
B Phase = {0, 50, 270, 180, 180,
- e : - - B e e e A o O O o o SRR s Gy = stel
8.0 7.0 5.0 2.0 . Presat_time_Flag = FALSE
) Relaxation_Delay_Calc = 0[s]
F ~ Relaxation lay Temp = 5
SN e | Repetition Time = 7.18628096[2]
2 Fra =g 7 E5Zz2Z2Z83%S
] CRE aAa= W RREEMRRS233
I we - =2ScesdddSSS4
X : parts per Million : Proton
=
=
= JEOL
2 = 20230407_TK-02118A ¢
= delta
= carbon.jxp
= 20230407_TK-02118A
= CHLOROFGRM-D
= = 17-APR-2023 08:30:0
% = 17-APR-2023 17:28:31
= TK-02118A
= 1p comeex
= 26214
= = Carbon13
= Carbonl3
= (ppm]
=x
= JNM-ECEA008/L1
=
& Field strength = 9.389766[T] (400 [Ms:
X_Aeq_buration = 1.03809024 5]
= 13¢
= 100.52530333 [MHz]
- = 100(ppm)
2 *_Points = 32768
vi X_Prescans =a
X_Rasolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [XNz]
*_Sweep_Clipped = 25.25252525 [kHz]
Tir Domain = Proton
Irr_Freq = 359.78219836 (Miiz)
Trr_offset = Sippm]
Blanking = 5[us]
clipped -
scans = 4096
= Total_seans = 4096
-
Relaxation Delay -
= =
3 -
z= Irr_Atn_Dec_calc =
== Trr_Atn_Dec_Default_Calc =
2 Trr_Atn Moo = 27.45[aB]
F Irr_Dec_Bandwidth_Hz = 4.7826087 [kHz]
g Irr Dec Bandwidth_Fpm = 1i. -
] ‘ ‘ Ji Irr bec Freq = 399.78219838 [MHZ]
= - - - Irr_Dec_Merit_Factor =2.2
~ N . |TIrr_pecoupling = TRUE
R R A A A A A o [=siin 404 vt
220.0210.0200.0190.0180.0170.0160.0150.0140.0130.0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0-20.0) 1rr Noise = WALTZ
| 1 Irr_offset_Default = 5[
| N TR == i,
N d 4 i Trr_Pwidth_Default = 0.115[ms]
2 & nweg = S P s Trr Pwidth Default cale - 0.115[ms]
5 = mes 2] ] ] S Irr_pwidth_Templ = 0.115[ms]
e v e = soree e Torwuret = -
5 & EEE g b RG22 x
- - Decimation_Rate =0

SI1133



abundance

0 0.01 0.02 0.03 0.04 0.05 0.06 0.07 0.08 0.09 0.1 0.11 0.12 0.13 0.14 0.15 0.16 0.17 0.18

(ONO)

\ 7/

S\N/A\V/OH

\

0.99

077

0.99

404

202
2.00

:JEDLO

0.000

20220820_TK-02023_re_p:
delta

proton. jxp
20220820_TK-02023_re
DMSO-D§

20-AUS-2022 18:36:07
9-SEP-2024 14:02:57

= TR-02023

= 1D comPLEX

= 104858

= Proton

= Proten

= [ppm]

=x

= DMe-ECZ4005/L1
Fiela strength = 9.383766[T] (400 [MHzZ])
X_Acq_puration = 2.18628096 (5]
%D =

g = 395.78219838 [MHz]

X ofsset = s[ppm]
*_Points = 16384
X Prescans =1
X_Resolution = 0.45739775[Hz]
X_sweep = 7.4540048[xHz]
*_Sweep_Clipped = 5.98520384 [kHz]
IFr_Domain = Proten
Irr_rreq = 399.78219838 [MHz]
Trr_offset = 5ippm]

= Proten

= 399.78219838 [MHz]

= 5(ppm]

= 2[us)

= FALSE

=16
Total_scans =16
Relaxation_Delay = 5(s]
Recvr_Gain = 46
Temp_get = 21.9(dc]
X_80_Width = 6.4[us]
*_hog_Time = 2.18628096(s]
x_Angle = 45[deq]
x_atn = 2.4[dB]
X_Pulse = 3.2[us]
Trr_Mode = ofe
Tri Mede = ofe
Dante_Loop = 500
Dante Presat = FaLsE
Decimation_Rate =0
Initial Wait =1[=]
Phase = {0, SO, 270, 180, 180,
Presat_Time = 5[s]
Presat_time_rlag = FALSE
Relaxation Delay_Cale = 0[s]
Relaxation Delay Temp = 5
Repetition Time = 7.18628096(s]

(thousandths)

1.0 2.0 3.0 40

0

50 60 7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.0 20.0 21.0
1

:JEDLO

T T T T T T T T T T T T T
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 200 100 0
N\ )

X : parts per Million : Carbonl

79.767
79,163

20220820 _TK-02023_1.
delta

carbon. jxp.
20220820_TK-02023_1
DMSO-DE
21-AUG-2022 20:04:3
1-0CT-2022 18:56:1

= TK-02023
= 1D comPLEX
= 26214
= Carben1
= Carbon13d
= [ppa]
= TNM-ECE4005/L1
Fiela strengtn = 9.383766([T) (400 [;
%_Acq_puration = 1.03809024 (5]
X_Demain = 13c
*_Freq = 100.52530333 [MHz]
X ofeset = 100[ppm)
*_Foints = 32768
X Prescans =4
X_Resolution = 0.96330738 [Hz]
X_sweep = 31.56565657 [xHz]
*_Sweep_Clipped = 25.25252825 [kHz]
ITr_Domain = proten
Irr_Freq = 399.78219838 [Mz)
Irr_offset = S(ppm]
Blanking = 5[us]
Clippea = TRUE
scans = 4096
Tatal_scans = 4096
Relaxation Delay =
Recvr_oain =
Temp_Get =
X_90_ -
X_Acg_Time =
x_angle =
X Atn =
*_Fulse =
IFr_Atn Dec =
Irr_Atn_Dec_C =
Irr_Atn Dec_Default_Cale =
Trr_Atn_Moe =27,
Irr Dee Bandwidth Hz = 4.7826087 [kHz]
Irr_Dec_Bandwidth_Ppm = 11.96303566 [ppm]
1rr Dec T = 399.78219838 [MAz]
Irr_bec_Merit_Factor =2.2
Irr_Decoupling = TRUE
Irr_Noo = TRUE
1rr Noise = WALTZ
Irr_offset Default =5
Trr_pwidth = 0.115[ms]
Irr_Pwidth Default = 0.115[ms]
Irr Pwidth Default Cale = 0.115[ms]
Irr_pwidth_Templ = 0.115(ms]
Irr_Wurst = PALSE
Decimation_Rate =0

SI1134




s [3 2 JEOL
0 0 A I
\ 7/
S OH Filename = 20230821_TK-021618_pro
~ Auther = gelta
- // N Experiment = proton.jxp
(il . 1. = 20230821_TK-021818
= / H Solvent = DMSO-DE
Actual Start Time = 21-AUB-2023 13:08:56
O Revision_Time = 9-3EP-2024 18:53:18
6 = TK-0D2161B
= 1D comrLEX
= 104858
= Proton
= Proton
= [ppm]
=x
Spectrometer = JWM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
- X_Acq_puration = 2.18628096 5]
2 X _Domain =
X_Freq = 395.78219838 [MHz]
= X ossset = 5(ppm]
(s =2 X_Points = 16384
= X Prescans =1
X_Resolution = 0.45739775 [Hz]
- = 7.4940048 [kHz]
] = 5.99520384 [kHz]
s = Proten
= 395.79219838 [MHz]
= 5(ppm]
= Proton
= 39978219838 [MHz]
= 5 (ppm]
= 2[us]
_ = TALSE
= =16
Total_scans =16
Relaxation_Delay = 5[s]
Recvr gain =56
Temp_get. = 22.8(dc)
X_50_Width = 6.4[us]
X_Aoq_Time = 2.18628096(s]
X Angle = s5[deq]
X_atn = 2.4[4B]
X_Pulse = 3.2[us]
g Trr_Mode = oef
2 Tri Mode = ofs
= Dante_loop = s00
= Dante Presat = FALSE
3 Decimation_Rate =0
L= — e + Initial Wait = 1(s]
. . . . Fhase = {0, 90, 270, 180, 180,
Presat Time = 5(s)
120 10 100 9.0 8.0 6.0 5.0 L g Dim
Relaxation_Delay Cale = 0[s]
Relaxation Delay_Temp = §
e ~ma ~ = | Repetition Time = 7.18628096 =]
2 355 z H
o o o o v S
X : parts per Million : Proton
=
~
s JEOL
=
a
<
=
- = 20230822 TK-02161B ¢
= = delta
% = carbon. jxp
- = 20230822_TK-02161B
d = DMS0-DE
= 2 22-AuG-2023 20:10:3:
- = 9-5EP-2024 18:56:3:
E = TK-02161B
= = 1D compLEX
5 = 26214
- = Carbonll
= = Carbon13
= = [ppm]
= =x
=] ter = JNM-ECEA008/L1
=
= Field strength = 9.389766[T] (400 [MK:
e %_Acq_Duration = 1.03809024 (5]
- = 13C
= = 100.52530333 [MHz]
= = 100(ppm]
= *_Points = 32768
= X Prescans =4
= X_Resolution = 0.96330739 [Hz]
= X_sweep = 31.56565657 [xHz]
& *_Sweep_Clipped = 25.25252525 [kHz]
TEr_Domain = proten
= Irr_Freq = 399.76219838 [Mz)
= | Trr_offset = Sippm]
Blanking = S[us]
= clipped -
= scans = 4096
- Total_scans = 4036
= Relaxation Delay -
= =
= -
-+ -
] -
~” -
Z= Irr_Atn_Dec_calc =
=a Irr_htn Dec Default Cale =
2 Irc_Atn_Moe = [d8]
3= Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
Z= | Trr Doc_Bandwidth Fpm = 11. -
e Irr Dec Freg = 399.78219838 [MHz)
= I L Irr_Dec_Merit_Factor =2.2
= S § S ; ; R e } o S e Irr_Decoupling = TRUE
I L R B e A B B e B I AR LA (=i 4 e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
| ] L Irr_offset Default = 5[
Trr_Pwidth = 0.115[ns]
Trr_Pwidth_Default = 0.115[ms)
[ v Irr Pwidth Default cale = 0.115[ms)
= Qo= Irr_Pwidth Templ = 0.115[ms)
k4 B Tre Wurst =
- Decimation_Rate =0
X : parts per Million : Carbonl -

SI135




abundance

0.6

0.3

0.1

0.19

0.18

1.89

0.78

4.74

358

0.42

:JEDLO

6845
6.828
5911

X : parts per Million : Proto

5.894

2.485 7

2.495 -
2.490

oe
25
52

Lo

1.162

Spectrometer

Fiela strength
X_Acq_puration
X_Demain
X_Frogq

x orfset
X_Points
x_Prescans
x_Resolution

Total_scans

Relaxation_Delay
Recvr_gain

Initial Wait
Fhase

Presat_Time
Presat_Time_Fla
Relaxation Delay Cale
Relaxation_Delay_Temp
Repetition Time

20240905_TK-02191_prot:
delta

proton. 3xp
20240905_TX-02191
DMSO-D§&

6-5EP-2024 02:59:03
$-SEP-2024 19:26:12

TR-02191
1D coMPLEX
104858
Proten
Proton
(ppm)

x
THM-ECZ4005/L1

9.383766(T] (400 [MHz])
2.18628096(s]

395.78219838 [MHz]
5 (ppm]

16384

1

0.45739775 [Hz]
7.4540048 [kHz]
5.985520384 [kHz]

oton
399.78219838 [MHz]
5 [ppm]
Froton
399. 78219838 [Mz]

5(s]

46

22.8(4c)

6.5 [us]
2.18628096(s)
45[deq]
2.4[dB]
3.25us]

off

ofE
500
FALSE
o

1[=]
o, so, 270, 180, 180,
5(s]
FALSE
o[=]

7.18628096 (=]

(thousandths)

[

0 60 7.0 8.0 9.0 10.0 11.0 12.0 13.0 14.0 15.0 16.0 17.0 18.0 19.0 20.0 21.0
I

=
-
=
~
<
o
=

J

:JEDLO

210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 100 0

153.458

X : parts per Million : Carbonl

110.364

ter

Field strength
X_Aeq_buration

X_Points
X Prescans
X_Resolution
X_sweep
X_sweep_Clipped
IFr_Domain
Irr_rreq
Trr_offset
Blanking
clippea

scans
Total_scans

Relaxation Delay

Irr_atn_Dec_calc
Trr_Atn_Dec_Default_Cale
Irc_Atn_Moe

Ire Dee_Bandwian_Hz

Irr_Dec

20240905_TK-02181_c:
aelta
carbon. 3xp
20240905_TK-02191
DMSO-DE
6-5EP-2024 03:01:0
9-5EP-2024 19:02:0

TR-02191
1D CoMPLEX
26214
Carben13
Carbon13
[ppm]

X
INM-ECZ4005/L1

9.389766(T] (400 [MH:
1.03809024 (3]
3c

100.52530333 [MHz)
100 [ppm)

32768

1

0.96330739 [Hz]
31.56565657 [kHz]
2525252525 [KHz]
Proton
399.78219838 [Miz]

21,
4.7826087 [RK2]

_Dec _Fpm
Irr Dec rreg
Irr_Dec_Merit_Factor
Irr_Decoupling
Trr_Noe

Irr Neise

Irr_offset Default
Trr_Pwideh
Trr_Pwidth_Default

Irr Pwidth Default cale

Irr_pwidth_Templ
Trr_Wurst
Decimation_Rate

. )
39978219838 [Maz]
.2

TRUE
TRUE
WALTZ

s
0.115[ms]
0.115[ms]
©.115[ms]
©.115[ms)

SI1136




5 JEOL ;
q
2 ~
0 0 F
\\ // i = 20231012_TK-02190_DMSO
N OH - aeita
\/ \N/\/ = proton.Jxp
= 20231012_TR-02150_DMSo
= DMSC-D§
H 2 Matoerozozs aviao:se
= 16-0cT-2023 11:51:58
8 = TR-02130_DMSO
= 1D comPLEX
= 104858
= Proton
o = Proton
< = [ppm)
=x
= TWM-ECE4008/L1
Field strength = 9.389766[T] (400[MHz])
X_Acq_puration = 2.18628096 (5]
XD =
g = 395.78219838 [MHz]
X ofeset = 5(ppm]
f® e - *_Points = 16384
= = s X_Prescans =1
s r~ = X_Resolution = 0.45739775 [Kz]
= X_sweep = 7.4940048 [k¥z]
*_Sweep_Clipped = 5.38520384 [kHz]
TEr_Domain = Proten
Irr_Freq = 399.78219838 [Miz]
Trr_offset = Sippm]
= Froton
- = 399.78219838 [MHz]
= = 5(ppm]
= 2[us)
= FALSE
=18
Total_scans =16
Relaxation_Delay = 5(s]
Recvr_gain = 56
Temp_get = 22.6[dc]
X_90_Width = 6.4[us]
*_hog_Time = 2.18628096 (5]
X Angle = 45[deq]
X_atn = 2.4(aB]
X_Pulse = 3.2[us]
o | Trr_Mode = ofe
< el Mode = ofe
H 1 Dante_Loop = s00
= Dante Presat = FALsE
g I} Decimation Rate =0
2= A S T | Initial Wait =1[s]
B Phase = {0, SO, 270, 180, 180,
- e = TR o o o e R [Ty -
8.0 5.0 4.0 2.0 Lo 0 Prosat_Time_rlag = FALsE
Relaxafion_Delay_Cale = 0[s]
Relaxation Delay Temp = §
/ ~ Repetition Time = 7.18628096 (%)
3 FEZ gzz H
a SeR 55 =
I B i =
X : parts per Million : Proton
<
3 JEOL
=
=
A
=
= Filename = 20231012 _TK-02190_1.
- Author = delta
i Expariment = carbon.jxp
= Sample_1d = 20231012_TK-02150_1
= Solvent = DMEO-DE
= Actual start Time = 12-0cT-2023 20:33:0
- Revision_Time = 25-0cT-2023 16:16:4
=
= Comment = TR-021%0_DMSO
Data_Format =1
] Dim_size = 26214
w X_Domain = Carbonl3
= Dim_Title = Carbonl3
- Dim Units = [ppm)
- pimensions =x
= spectrometer = JWM-ECZ4005/L1
o
; Field strength = 9.3B9766[T] (400 [MH:
] X_acq_Duration = 1.03809024 (5]
= X_Domain =1
= X_Freq = 100.52530333 [MHz]
= X ofeset = 100(ppm]
- X_Points = 32768
= X Prescans =1
= X_Resolution = 0.86330739 [Hz]
X_sweep = 31.56565657 [kiz]
= X_sweep_Clipped = 25.25252525 [kHz]
5 15x_pemain = Proten
= 1rr_freq = 395.78219838 [MHz]
= Irr_offset = 5(ppa]
Blanking = 5[us]
= Clippea = TRUE
~ scans = 4096
Total_scans = 4088
=4
e Relaxation Delay = 2[2]
= Recvr_Gain =50
= = 22.7140]
= 10.02 [us]
= = 1.03808024 (2]
- = 30[deg]
= a[dB)
] = 3.34[us]
- = 27.48[dm]
Z< = 27.43(dn]
=3 = 27.45[aB]
2 . = 27.49[d8]
= Irr_Dec_Bandwidth_Hz = 47826087 [kHz]
£z Irs Dec_Bandwidth_Fpm = 11.36303566 [ppm]
E | 1z Dec rreq - 399.78219838 (10iz)
= Irr_Dec_Merit_Factor =22
~ ~ o ; R ~ ~ - R o ~ o o o Irr_Decoupling = TRUE
I B R A I B R B AR L [-uiy:a =
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
‘ | J Irz_offset_Default = 5(ppm]
Irr_Pwidth = 0.115[ms]
/ Irr_Pwidth_Default = 0.115[ms]
E = a Irr_Pwidth Default Cale = 0.115[ms]
] = = Irr_pwidth_Templ = 0.115(ms]
] E s warat - raee
- - Decimation_Rate =0

X : parts per Million : Carbonl

SI1137




525

:JEDLO

20240227_TK-030828_pro
delta

proton. 3xp
20240227_TX-030828
CHLOROFGRM-D
27-FEB-2024 18:30:14
27-FEB-2024 21:09:46

X : parts per Mi

on : Carbonl

Decimation_Rate

) = TR-030828
= ga = 10 comrrEx
= 104858
= Proton
= Proton
b = [ppm]
=x
Spectrometer = JWM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
s X_Acq_puration = 2.18628096 (5]
= X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
& *_Points = 16384
= X Prescans o1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.595520384 [kHz]
v | = Proten
= 2 -] = 399.78219838 [MHz]
B " = 5(ppm]
= Proton
= 39978219838 [MHz]
- = 5 (ppm]
b = 2[us)
= TALSE
=18
- Total_scans 16
= Relaxation_Delay = 5[s]
Recvr gain =56
Temp_get. = 22.21dc]
~ X_50_Width = 6.4[us]
= X_Acq_Time = 2.18628096[s]
X Angle = s5[deq]
X_atn = 2.4[dB]
X_Pulse = 3.2[us]
o= Trr_Mode = oet
&= Il Tri_Mode = ogs
£ Dante_tacp - su0
= Dante Presat = FALSE
g 1 Decimation Rate =0
= J L Initial Wait = 1[s]
B Fhase = {0, 50, 270, 180, 18O,
s T T T T pragat mime = 3is]
5.0 2.0 1.0 0 Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
Relaxation Delay_Temp = §
/ Repetition Time = 7.18628096 =]
B s = H
aEn 2 & g
LR R i - =
=
] o
=
s Filename = 20240227_TK-030828
Auther = delta
Experiment = carbon. jxp
Sample_Td = 20240227_TK-03082B_:
= Solvent = CHLOROFORM-D
= Aetual start Time = 27-FEB-2024 20:11:0
Revision_Tims = 26-FEB-2024 10:18:0
Comment = TK-03082B
Data_Format = 1p comrLEX
= Dim_size = 26214
[ X1 n = Carben13
Dim_Title = Carbonl3
Dim Units = (ppm]
Dimensions =
- spectrometer = TNM-ECE4DOS/T1
hd Field strength = 9.383766[T] (400 [M:
X_Acq_Duration = 1.03809024 (5]
X_Domain =
X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
X Prescans =4
X_Resolution = 0.96330738 [Hz]
X_swee, = 31.56565657 [kiz]
X_sweep_Clipped = 25.25252525 [kHz]
= IFr Demain = Proten
-+ Irr_rreq = 395.78219838 [Miz)
Irr_offset = S(ppm]
Blanking = 5[us]
clippea -
- scans = 8182
= Total_Scans = 8132
Relaxation Delay =209
Recvr_ai =50
Temp_Get = 2214¢]
= X_90_Width = 10.02[us]
~ IS = 1.03808024[s]
X_angle = 30[deg]
= 8[dB]
= 3.34[us]
=27
T e _Atn_Dec_ =27
== Irr_htn Dec_Default_Calc = 27
Z Trr_Atn_Noe =21
H Irr Dec_Banawidth Hz = 4.7826087 [KHz]
] ITrr Dec Bandwidth Ppm = 11.56303566 [ppm]
e Irs Dec Freq = 399.78219838 [MHz]
= L Irr_Dec_Merit_Factor =22
~ ~ o ) R N ~ ~ I R ~ R . o Irr_Decoupling = TRUE
I A R I R A B B B AR s (et =
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
[l Irr_offset_Default =50
Wyl ) T T,
< F S<dA Trr_Pwidth_Default = 0.115[ms]
I5c-a roh2sg 2 == Irr Pwiath Default Cale = 0.115[ms]
= ; : : gJon=nn z ] Irx_Pwidth_Templ = 0.115[ms]
aacsg EEERET 3 Irs_Wurst = PALSE

o

SI1138




X : parts per Million : Carbonl3

= JEOL
-
=] 0 0
\ 7/ = 20230412_TK-021208_re_j
S = delta
~ /\/ = proton.jxp
- P N = B0230412 TR-021208_re
2 / = CHLOROFORM-D
4 = 12-APR-2023 21:46:45
gb = TR-021208
*® = 1D COMPLEX
= = 104858
= Proton
= Froton
= [ppm]
L] £ =x
= = = TWM-ECE4008/L1
Field strength = 9.389766[T] (400[MHz])
X_Acq_puration = 2.18628096 (5]
- XD =
=" eg = 395.78219838 [MHz]
X ofeset = 5(ppm]
*_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Kz]
X_sweep = 7.4940048 [k¥z]
*_Sweep_Clipped = 5.98520384 [kHz]
TEr_Domain = Proten
Irr_Freq = 399.78219838 [Miz]
Trr_offset = 5ippm]
= = Proton
= = 399.78219838 [MHz]
= 5(ppm]
= 2[us)
= FALSE
=18
2 e Total_scans =16
Relaxation_Delay = 5(s]
Recvr_gain = 56
- ,_Get = 22(dc)
= X_90_Width = 6.4[us]
*_hog_Time = 2.18628096(s]
X Angle = 45[deq]
X_atn = 2.4(aB]
_ X_Pulse = 3.2[us]
. =2 Trr_Mode = off
g= Tri_Mode = ofe
£ Dante_taop - s00
= Dante Presat = FALsE
g " Decimation Rate =0
= L WO | Initial Wait =1[s]
B Phase = {0, SO, 270, 180, 180,
- e = = e R o I R o o SO o S [T -
8.0 7.0 6.0 5.0 4.0 Prosat_Time_rlag = FaLsE
Relaxafion_Delay_Cale = 0[s]
Relaxation Delay Temp = §
Repetition Time = 7.18628096 (%)
= = s
& g g
IS - =
X : parts per Million : Proton
=
=1
= = 20230412_TK-02120B_c
= delta
= carbon. jxp
= 20230412_TK-021208.
= = CHLOROFGRM-D
2 = 13-APR-2023 08:41:0:
= 13-APR-2023 21:21:3:
= TK-021208
= 1D comPLEX
= = 26214
~ = Carben13
= Carbon13
= [ppm]
=x
= JNM-ECEA008/L1
=21
= Field strength = 9.389766[T] (400 [MK:
X_Acq_puration = 1.03809024 5]
XD = 13¢
g = 100.52530333 [MHz]
= X ofeset = 100[ppm]
b *_Points = 32768
X Prescans =4
X_Resolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [xHz]
*_Sweep_Clipped = 25.25252525 [kHz]
= TEr_Domain = proten
< Irr_Freq = 399.76219838 [Mz)
Trr_offset = 5[ppm]
= 5[us]
= TRUE
= 4096
=] = 4036
"
= 218]
=50
= 21.414c]
= 10.02[us)
< = 1.03809024(s]
o = 30[deg]
= B[aB]
= 3.34[us]
. Atn | = 27.43[aB)
e Irr_Atn Dec_calc = 27.49[dB)
=y Irr_Rtn Dec_Default Cale = 27.43[dB]
= Irc_Atn_Moe = 27.49[dB]
= Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
g Trr_Dec_t idth_Ppm = 11. )
2 Irrpee Freq = 39578219838 [MHz)
£ = | | 1 Irr_bec_Merit_Factor =2.2
= Irr_Decoupling = TRUE
T T T T T T T T T T T T Trr_Noe = TRUE
210.0200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr _Noise = Whnrz
Irr_offset Default = 5[
Trr_Pwidth = 0.115[ns]
] et e D oiED
w - Irr Pwidth Default Cale = 0.115[ms]
= 2= Irr_pwidth_Templ = 0.115[ms)
- - Irr_Wurst =
~ Decimation_Rate =0

SI1139



abundance

~
el
z JEOL
0 0 )
\ /7 Filename = 20230515_TK-02134C_prof
- S OTBS Auther = gelta
= ~ /\/ Experiment = proton.jxp
/ N 1 = 20230515_TR-D2134C
/ Solvent = CHLOROFORM-D
H T e ORI s
Revision_Time = 16-MAY-2023 19:33:43
gc = TR-02134C
= 1D comrLEX
hi] = 104858
= = Proton
= Proton
= [ppm]
=x
Spectrometer = JWM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
T X_Acq_puration = 2.18628096 5]
s X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
X_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
™ = 5.99520384 [kHz]
= = Proten
= 395.79219838 [MHz]
= 5(ppm]
= Proton
= 39978219838 [MHz]
(2 = 5(ppm]
o = 2(us]
a - Tase
= Total_scans =16
- wy =
= Z
P o Relaxation_Delay = 5[s]
Recvr gain s
Temp_get. = 21.4(dc)
X_50_Width = 6.4[us]
X_Aoq_Time = 2.18628096(s]
= - X 1e = 45[deg]
= 2 X_atn = 2.4[dB]
X_Pulse = 3.2[us]
Trr_Mode = oef
Tri Mode = off
Dante_loop = 500
Dante Presat = FALSE
I ‘ | Decimation_Rate =0
- L L Initial Wait =1(s]
Fhase = {0, 50, 270, 180, 18O,
' e ' ' ,. T T T T T T T T T T T T T T T pragat Tima = 3is]
8.0 7.0 6.0 4.0 2.0 Lo 0 Presat_time_Flag = FALSE
1 Relaxation_Delay Cale = 0[s]
Relaxation Delay Temp = 5[s]
- N/ Repetition Time = 7.18628096 =]
- [l N Y - = G E ) -
5 ErELERaand £ " 5% ZEZE
I e a = S =
X : parts per Million : Proton

(thousandths)

= O
=8
= 20230515_TK-02134C ¢
= delta
= carbon. jxp
= = 20230515_TR-02134C
= = CHLOROFGRM-D
= 15-MAY-2023 22:44:4
= 16-MAY-2023 19:17:3.
= TK-02134C
= = 1D compLEX
= = 26214
= Carben13
= Carbonl3
= [ppm]
=x
= = JNM-ECEA008/L1
"}
Field strength = 9.389766[T] (400 [MK:
X_Acq_puration = 1.03809024 5]
= 100.52530333 [MHz]
= 100(ppm)
*_Points = 32768
X Prescans =4
X_Resolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [xHz]
*_Sweep_Clipped = 25.25252525 [kHz]
=4 Irr Domain = Proton
- Irr_Freq = 399.78219838 [MHz]
Trr_offset = 5[ppm]
Blanking = S[us]
clippea = TRUE
- scans = 4096
2 1 Total_scans = 4036
- .t
Relaxation Delay -
= -
] -
= Irr_Atn Dec_calc =
= Trr_Atn_Dec_Default_cale =
Trr_Atn_Mow = (48]
Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
Trr_Dec_t idth_Ppm = 11. )
I Irr Dec Freg = 399.78219838 [MHz)
- | | | Irr_Dec_Merit_Factor =2.2
Trr_becoupling = TRUE
T T T T T T T T T T T T T Trr_Noe = TRUE
210.0200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr _Noise = Whnrz
Irr_offset Default = 5[
Trr_Pwidth = 0.115[ns]
| ]| [P s 200D
= - w w sz Irr Pwidth Default Cale = 0.115[ms]
=] 15 ] FE Irr_pwidth_Templ = 0.115[ms)
: .g ﬁ e - :xr_ ts! pate = .
ecimation -
X : parts per Million : Carbonl

S1140




v
. s JEOL
N
S OH = 20230606_TR-02141_re3_j
~ /\/ = delta
/ N = proton.ixp
= 20230608_TR-02141_re3
= H - curororom-o
- = 6-JuN-2023 20:12:42
s = 6-JUN-2023 20:34:50
1 0 = TR-02141
= 1p comprEx
= 104858
= Proton
fo = Froton
] H = [ppm]
~ =x
= TWM-ECE4008/L1
Z Field strength = 9.389766[T] (400[MHz])
X_Acq_puration = 2.18628096 (5]
XD =
g = 395.78219838 [MHz]
X ofeset = 5(ppm]
*_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Kz]
X_sweep = 7.4940048 [k¥z]
*_Sweep_Clipped = 5.38520384 [kHz]
TEr_Domain = Proten
- Irr_Freq = 399.78219838 [Miz]
= Irr_offset = 5[ppm]
= Froton
! = 399.78219838 [MHz]
= a = S(ppm]
g s = 2[us)
e = FALSE
=18
Total_scans =16
Relaxation_Delay = 5(s]
- = 46
: = 22.1(dc]
= = 6.4[us]
= 2.18628096(s)
= 45[deq]
= 2.4(aB]
= 3.2[us]
- = Off
g = ofe
s = 500
= = FALsE
2 3 =0
22 Tnitial Wait =1(s]
B Phase = {0, SO, 270, 180, 180,
T T Presat_Time = 5[8)
8.0 7.0 6.0 5.0 Lo 0 Presat_time_Flag = FALSE
Relaxafion_Delay_Cale = 0[s]
/ Relaxation Delay Temp = 5
a4k / \ Repetition Time = 7.18628096[2]
= o —sEnCm e sezao s
3 333 EEAEATES ARESE =
I wi i i EEE e e e =
X : parts per Million : Proton
= o
=
= 20230612_TK-02141_c:
= delta
= carbon. jxp
= 20230612_TR-02141
b = CHLOROFORM-D
= = 12-JUN-2023 20:15:2
= 13-JUN-2023 10:17:0:
= TK-02141
= 1D compLEX
= 26214
= Carben13
= Carbonl3
= [ppm]
=x
- = JNM-ECEA008/L1
Z
Field strength = 9.389766[T] (400 [MK:
X_Acq_puration = 1.03809024 5]
= 13¢
= 100.52530333 [MHz]
= = 100(ppm)
v X nts = 32768
X Prescans =4
X_Resolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [xHz]
*_Sweep_Clipped = 25.25252525 [kHz]
= | TEr_Domain = proten
-+ Irr_Freq = 399.708219638 [Miz)
Trr_offset = Sippm]
Blanking = 5[us]
clippea -
scans = 4096
<] Total_Scans = 4096
- .t
Relaxation Delay -
- -
o -
= Irr_Atn Dec_calc =
= - Irr_Atn_Dec_Default Cale =
= Irc_Atn_Moe = [d8]
= Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
g Trr_Dec_t idth_Ppm = 11. )
2 Irrpee Freq = 39578219838 [MHz)
£ | Irr_Dec_Merit Factor =2.2
= Irr_Decoupling = TRUE
T T T T T T T T T T T T Trr_Noe = TRUE
210.0200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr _Noise = Whnrz
Irr_offset Default = 5[
| Trr_Pwidth = 0.115[ns]
Trr_Pwidth_Default = 0.115[ms)
- o P Irr Pwidth Default Cale = 0.115[ms]
= L] Xz Irr_pwidth_Templ = 0.115[ms)
& s - Irr_Wurst =
= - Decimation_Rate =0
X : parts per Million : Carbonl

SI141



:JEDLO

X : parts per Million : Carbonl

Decimation_Rate

o =
o B
g 0
= 20220411_TR-01145_re_pi
- = delta
=] = proton.jxp
P N = B022041 ¥K-01145 re
E 7 H SEE
= 11-APR-2022 13:04:46
*® = 28-NOV-2022 16:49:46
= 1 3a = TR-01145
E = 1p comprEx
= 104858
= L = Proton
= g = Froton
I3 = [ppm]
E L =x
= - = TWM-ECE4008/L1
3
- Field strength = 9.389766[T] (400[MHz])
X_Acq_puration = 2.18628096 (5]
XD =
g = 395.78219838 [MHz]
a Korsser = s(ppm)
=1 nts = 16384
x Prescans =1
X_Resolution = 0.45739775 [Kz]
X_sweep = 7.4940048 [k¥z]
= *_Sweep_Clipped = 5.98520384 [kHz]
= TEr_Domain = Proten
Irr_Freq = 399.78219838 [Miz]
Trr_offset = 5ippm]
= Froton
= _ = 39978219838 (Mutz]
= ] = 5(ppm]
= = 2[us)
1 = = FaLsE
= =16
g Total_scans =16
= Relaxation_Delay = 5(s]
B Recvr_gain = 46
| = 21.84c]
z = &.2[ue]
= = 2.18628096(s)
= 45[deg]
E g = 2.4[dB]
- H = 3.1fus]
o = & = ore
2= = = Off
g = 500
= = FALsE
2 3 =0
221 [P VR Tnitial Wait =1(s]
B Phase = {0, SO, 270, 180, 180,
T T T Presat_Time = 5[8]
6.0 5.0 2.0 1.0 0 Presat_time_Flag = FALSE
Bolaxation Polay Salc = olx]
Relaxation T y_Temp = 5
/ \ Repetition | e = 7.18628096 (%)
" vEsmEsmemC LSS = s
= FEEERLEizoEzaRT & =
w e e e e e e e e = =
=
‘ o
= 20220408_TK-01145_1.
= delta
= = carbon. jxp
w = 20220408_TK-01145_1
= CHLOROTORM-D
= 9-APR-2022 03:14:2
= 26-WoV-2022 16:56:4
= TK-01145
= 1p comrrEX
= 26214
¢ 1 = Carbonl3
= Dim_Title = Carbon13
- Dim Units = (ppm)
Dimensions =
spectrometer = JNM-ECEA4D0S/L1
Field strength = 9.383766[T] (400 [M:
%_Acq_puration = 1.038090241s]
X_Domain = 13¢
X_Freq = 100.52530333 [MHz]
= X ofeset = 100(ppm]
" X_Points = 32768
X Prescans -
%_Resolution = 0.9633073 [Kz]
X_sweep = 31.56565657 [xHz]
X_Sweep_Clipped = 25.25252525 [kHz]
IEr Domain = proten
Irr_rreq = 399.78219838 [M0iz)
Trr_offset = 5(ppm]
- Blanking = 5[us]
o Clippea = FALSE
scans = 4036
Total_scans = 4038
Relaxation Delay = 2(8)
i =50
= 21.5[4c]
- 87 [us]
= 1.03209024[s]
= 30[deg]
= 8[aB]
= 3.32333333[us]
—_ = 27.766[aB]
E = 27.766[dB)
s | = 27.766[4B]
Z = 27.766[aB)
z 1 = 11.96303566 [ppm]
E | | | “Dec = 393.78219838 [MHz)
£= o Irr_Dec_Merit_Factor =2.2
= I S , ; I B ; S S , Irr_Decoupling = TRUE
e R R R R R L A S B R R L RARRY L R sy sy = aue
Zl]02(]0!]lBI]leIHJ]'II]016001500l4|]0IJ|]I]11l]IJIHIl]1000900 80.0 70.0 60.0 50.0 40.0 30.0 20.0 100 [ Irr Noise = WALTZ
Irr_ ozzs-t Default =5
/ N ‘ Trr_pwid = 0.115[ms]
N Trr | P\rldth Default = 0.115[ms]
= =1+ H g3 H Irr Pwidth Default Cale = 0.115[ms]
s 855 = da s 2 Irr_pwidth_Templ = 0.115(ms]
@ &E g EE--1 Trr Wurst = PALSE

S1142




(thousandths)

=

=

210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.00 70.0 60.0 50.0
|

45.058

41.579

23.851
0.000

® s
FE
LS

152.164

Relaxation Delay
Recvr_oain

Temp_Get

X_s0_width

X3

x_angle

X_Atn

X_Pulse

IFr_Atn Dec
1rr_atn_pec_calc

Irr_Atn Dec_Default_Cale
Irr_Atn_Noe

Irr_Des Bandwidth_Hz
Irr_Dec_Bandwidth_Fpm

1rr Dec Freq
1rr_pec_merit_Factor
Irr_Decoupling

Trr_w

1rr Noise

1rr_offset Default
Irr_Puidth
Irr_Pwidth_Default
Irr_Pwidth Default Calc

Decimation_Rate

]
=
-
z JEOL
-
Filename = 20230811 _TK-02172_CDCL
Auther = delta
Experiment = proton.jxp
Sample_Td = 20230911_TK-02172_CDCL
Solvent = CHLOROFORM-D
Aetual start Time = 11-3EP-2023 20:30:56
Revision_Tims = 17-JUL-2024 18:53:07
Comment = TK-02172
Data_Format -
Dim_size = 104858
X1 n = Proton
Dim_Title = Proten
o - Dim Units = [ppm]
= H Dimansions -
] spectrometer = JNM-ECE4005/L1
® Field strength = 9.388766[T] (400[MHzZ])
s X_Acq_Duration = 2.18628096(3)
- X_Domain =
X_Freq = 399.78219838 [MHz]
X ofeset = s[ppm)
X_Points = 16384
X Prescans =1
X_Resolution = 0.45739775[#z)
X_swee, = 7.4940048 [kHz]
X_sweep_Clipped = 5.99520384 [kHz]
IFr Demain = proten
Irr_rreq = 399792199838 19z]
Irr_offset = S[ppm)
Tri_Demain = Proten
Tei Freq = 399.78219838 [MHz]
= Tri_offset = 5[ppm)
2 Blanking = 2[us)
= Clipped = FALSE
e seans =18
= Total_scans =16
Relaxation_Delay = 5[s]
Recvr_Gain = 46
Temp_det = 22.8(4c)
X_90_Width = 6.47us]
X_Acq_Time = 2.18628096[s]
X Angle = 45[deq]
X_atn = 2.4(dB]
g X_Pulse = 3.2[us]
o = Irr_Mode = ofe
g = Tri Mode = ofe
£ 1% pante_toop = s00
= Dante Presat = FALsE
g Decimation_Rate =0
= Initial Wait =1[s]
B = {0, 80, 270, 180, 180,
Presat Time = s[e]
Presat_time_Flag = FALSE
Relaxation Delay_Cale = 0[s]
Relaxation Delay_Temp = S[s
Repetition Time = 7.18628096[s]
= = s
1 H I g
= = . =
X : parts per Million : Proton
=
=5 :
=
*® Filename = 20230911_TK-02172_CI
Auther = gelta
Experiment = carbon.3xp
Sample_1d = 20230911_TK-02172_C
Solvent = CHLOROFORM-D
= Actual start Time = 11-sEP-2023 20:37:1
[ Revision_Time = 17-JUL-2024 19:15:1!
Comment = TR-02172
Data_Format =1
pim_Size = 26214
= X_Domain = Carbonl3
b3 Dim_Title = Carbonl3
Dim Units = [ppm)
pimensions =x
spectrometer = JWM-ECZ4005/L1
Field strength = 9.383766[T] (400 [M:
= X_Acq_Duration = 1.03809024 (5]
. X Domain -
X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Foints = 32768
X Prescans =1
= X_Resolution = 0.86330739 [Hz]
-+ X_sweep = 31.56565657 [kiz]
X_sweep_Clipped = 25.25252525 [kHz]
IFr Demain = Proten
1rr_freq = 395.78219838 [MHz]
Irr_offset = Sippm]
Blanking = 5[us]
Clippea = FALSE
scans = 4036
Total_scans = 4088

2(s]

50

22.814c]

10.02 [us]
1.03808024 (5]
30 (deg]

a[de)

3.34us]
27.49[a8]

27,43 [dB]
27.49[aB]
27.48[a8]
7826087 [kH2]
11.56303566 [ppm]
399.78219838 [Muz]

i

WALTZ
5 (ppm]
115 [ms]
.115[ms]
115 [ms]
.115[ms]
ALSE

emooao




X : parts per Million : Carbonl

= £ JEOL
- O -
Filename = 20220614_TK-01173_prot
< Author = delta
- / N Experiment = proton.jxp
. 14 = 20220613_TK-01173
/ H Solwent = CHLOROFORM-D
Actual Start Time = 15-JUN-2022 00:03:20
2_ 13 Revision_Time = 10-SEP-2024 10:19:57
c = TK-01173
= 1D comrrEX
= 104858
) = Proton
= = Proton
= [ppm]
=x
Spectrometer = JWM-ECZ4005/L1
~
< riela strengtn = s.389766[T] (400[MHz])
X_Acq_puration = 2.18628096 (5]
X _Domain =
X_Freq = 395.78219838 [MHz]
2 X ossset = 5(ppm]
= %_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
e = 5.85520384 [kHz]
= = Proten
= 399.78219838 [MHz]
= 5(ppm]
= Proton
T = 39978219838 [MHz]
= = 5(ppm]
= 2[us]
= TALSE
=18
" Total_scans =16
=
Relaxation_Delay = 5[s]
Recvr gain =56
Temp_get. = 21.61dc]
e | X_50_Width = 6.2[us]
= X_Acq_Time = 2.18628096[s]
e x_Angle = s5[deq]
i x_atn = 2.4[dB]
= X_Pulse = 3.1[us]
g™ I Trr_Mode = ot
gs hed Tri Mode = ofs
£ b Dante_tacp - su0
= | Dante Presat = FALSE
g | Decimation Rate =0
2o | o~ - Initial Wait = 1[s]
B Fhase = {0, 50, 270, 180, 18O,
- e = = e e e = T T T T T T T pragat Tima = 3is]
8.0 7.0 6.0 5.0 3.0 2.0 0 Presat_Time_Fla = FALSE
| Relaxation_Delay Cale = 0[s]
Relaxation _Delay Temp = 5[s]
- | £ A Repetition Time = 7.18628096[=]
= = T535222% z =z Iz fASE H
o & ZIZZZZZE = 5 2% 458=2 2
= i R A e R 2 B g =
X : parts per Million : Proton
s JEOL
=
= 20220614_TK-01173_c:
= = delta
% = carbon.jxp
= 20220611_TR-01173
= CHLOROFGRM-D
= 15-JuN-2022 00:07:4
= 10-5EP-2024 10:21:5:
= TK-01173
= 1D compLEX
= 26214
= Carben13
= Carbonl3
= = [ppm]
@ =x
= JNM-ECEA008/L1
Field strength = 9.389766[T] (400 [MK:
X_Acq_puration = 1.03809024 5]
= 13¢
= 100.52530333 [MHz]
= 100(ppm)
*_Points = 32768
X Prescans =4
X_Resolution = 0.96330739 [Hz]
= X_sweep = 31.56565657 [xHz]
<] *_Sweep_Clipped = 25.25252525 [kHz]
TEr_Domain = proten
Irr_Freq = 399.76219838 [Mz)
Trr_offset = 5[ppm]
Blanking = S[us]
= clippea -
- scans = 4096
Total_scans = 4036
Relaxation Delay = 2[8]
=50
= 21.514c]
= = 5.97[u
= 1.03809024[s]
= 30(deg]
= B[aB]
= 3.32333333[us]
_—e . Atn | = 27.766[aB)
zZZ Irr_Atn Dec_calc = 27.766(dB)
s Trr_htn Dec_Default_Calc = 27.766[dB]
Z Trr_Atn_Hoe = 27.766[
H Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
Z TrrDec Bandwidth Ppm = 11. -
e I | I Irr Dec Freg = 399.78219838 [MHz)
£o [ Irr_Dec_Merit_Factor =2.2
~ N — ~ ~ I . R R o | Irr_pecoupling = TRUE
R I R B B R L s BRAARARR An s ey sk 464 e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 20.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
1 | Irr_offset Default = 5[
) Trr_Pwidth = 0.115[ns]
< Trr_Pwidth_Default = 0.115[ms)
5 ] z2 S2 Irr Pwidth Default cale = 0.115[ms)
L] 5 e = ] Irr_pwidth_Templ = 0.115(ms)
] z wel o Tre Wurst =
- Decimation_Rate =0

S1144




X : parts per Mi

on : Carbonl

8 z JEOL
a =
= 0} K
Filename = 20220413_TK-01138_prot
~ Auther = gelta
= / N Experiment = proton.3xp
. 1. = 20220413_Tk-01138
/ H Solvent = CHLOROFOTN-
Actual Start Time = 14-APR-2022 05:02:47
Revision_Time = 20-NOV-2022 16:37:05
1 3d @ = TK-01138
] = 1D comrLEX
I = 104858
= = Proton
= H = Proton
I = [ppm]
1 =x
- Spectrometer = JWM-ECZ4005/L1
Z Fieia strengen - s.3ssr66s) (0apuns))
X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
E X ofzaet = Stppm
& X_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
- = 5.99520384 [kHz]
= = Proten
= 395.79219838 [MHz]
B = 5(ppm]
= Proton
= = = = 39978219838 [MHz]
s ES =} = = 5(ppml
2 = 2[us]
B = TALSE
- 2 i
= & Total_scans =16
=
Relaxation_Delay = 5[s]
Recvr gain s
Temp_get. = 21.8(dc]
2] | X_50_Width = 6.2[us]
= X_Aoq_Time = 2.18628096(s]
X Angle = s5[deq]
B X_atn = 2.4[dB]
X_Pulse = 3.1[us]
o o Irr_Mode = oe
= Tri_Mode = off
£ Dante_tacp - su0
= Dante Presat = FALSE
] | , Decimation_Rate =0
= B . AN | Initial Wait =1(s]
B Fhase = {0, 50, 270, 180, 18O,
- e = = e e r. T T T T T T T T T T T pragat Tima = 3is]
8.0 7.0 6.0 5.0 3.0 0 Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
Relaxation _Delay Temp = 5[s]
IRATEARS Repetition Time ~ | = 7.18628096(s]
hd 2 SEER=2232 2 2 ZEmSLRIzEcs H
q # ZZRHEEREE T £ FEREEHAZEIZZ g
= i P e e e R g pERE R pal g | =
X : parts per Million : Proton
=
B o
<
= = 20220413_TK-01138_c:
= delta
= carbon. jxp
= 20220413_TR-01138
= = CHLOROFGRM-D
v = 14-APR-2022 05:06:1
= 28-NOV-2022 16:32:1
= TK-01138
= 1D compLEX
= 1 = 26214
[ = Carben13
= Carbonl3
= [ppm]
=x
<] = JNM-ECEA008/L1
= Field strength = 9.389766[T] (400 [MH:
X_Acq_puration = 1.03809024 5]
= 13¢
= 100.52530333 [MHz]
= = 100(ppm)
w *_Points = 32768
X Prescans =4
X_Resolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [xHz]
*_Sweep_Clipped = 25.25252525 [kHz]
= TEr_Domain = proten
-+ Irr_Freq = 399.708219638 [Miz)
Trr_offset = 5[ppm]
Blanking = S[us]
clippea -
= scans = 2048
3 Total_scans = 2048
- .t
Relaxation Delay = 2[8]
=50
= 21.814c]
= = 5.57[u
N = 1lo3sosozars]
= 30(deg]
= B[aB]
= 3.32333333[us]
—_ . Atn | = 27.766[aB)
z =4 Irr_Atn_Dec_Calc = 27.766(dB)
== Irr_Rtn Dec Default Cale = 27.766[dB]
Z Trr_Atn_Hoe = 27.766[
H Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
Z TrrDec Bandwidth Ppm = 11. -
e | Irr Dec Freg = 399.78219838 [MHz)
£= Irr_Dec_Merit_Factor =2.2
= S § S ; , R B ; S S B Irr_Decoupling = TRUE
I L R B e B R B B R L ERRAN [y 40 e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
I | | Irr_offset Default = 5[
Trr_Pwidth = 0.115[ns]
- Trr_Pwidth_Default = 0.115[ms)
w = o = Irr Pwidth Default cale = 0.115[ms)
N 2 % s Irr_pwidth_Templ = 0.115(ms)
& E ] s Tre Wurst -
- Decimation_Rate =0

S1145




13 JEOL
O 2
"
= J\ Filename = 20220525_TK-01165_prot:
Auther = gelta
/ N Experiment = proton.jxp
/ :_T. = 20220525_TK-01165
Solvent = CHLOROFORM-D
Actual Start Time = 25-MAY-2022 18:12:21
Revision_Time = 10-3EP-2024 10:38:57
=
s = TR-01165
= 1D comrLEX
1 3e = 104858
= Proton
= Proton
= [ppm]
w; =x
= Spectrometer = JHM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
- X_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.99520384 [kHz]
= Proton
= 395.79219838 [MHz]
m = 5(ppm]
= = Proton
= 39978219838 [MHz]
= 5(ppm]
= 2[us]
= TALSE
=18
o Total_scans =16
Relaxation_Delay = 5[s]
Recvr gain s
= ] Temp_Get = 21.4[dc]
A 2 |g %_80_wWidtn = &.2[us]
= X_Aoq_Time = 2.18628096(s]
X Angle = s5[deq]
=1 x_atn = 2.4[dB]
X_Pulse = 3.1[us]
o Trr_Mode = oef
< Tei_Mode = ogs
] Dante_Loop - 500
= Dante Presat = FALSE
g | N Decimation Rate =0
2.1 Initial Wait = 1[=)
B Fhase = {0, 50, 270, 180, 18O,
T T T Presat Time = 5[8)
8.0 7.0 6.0 3.0 0 Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
| Relaxation Delay_Temp = §
I | Repetition_Time = 7.18628096[=]
H ACEEZ Zzg A I3Eg% H
a SERN 7 TEE £ XRmaa =
I R memm . B P k] =
X : parts per Million : Proton
13 JEOL
33
"
= Filename = 20220525_TK-01165_prot:
Auther = gelta
Experiment = proton.jxp
. 1. = 20220525_TK-01185
Solvent = CHLOROFORM-D
Actual Start Time = 25-MAY-2022 18:12:21
Revision_Time = 10-3EP-2024 10:38:57
=
s Commen = TR-01165
Data Format = 1D comrLEX
Dim_size = 104858
X_Demain = Proton
Dim_Title = Proton
Dim Units = [ppm)
Dimensions =x
Spectrometer = JWM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
- X_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.99520384 [kHz]
= Proton
= 395.79219838 [MHz]
m = 5(ppm]
= = Proton
= 39978219838 [MHz]
= 5(ppm]
= 2[us]
= TALSE
=18
o Total_scans =16
Relaxation_Delay = 5[s]
Recvr gain s
= ] Temp_Get = 21.4[dc]
A 2 |g %_80_wWidtn = &.2[us]
= X_Aoq_Time = 2.18628096(s]
X Angle = s5[deq]
=1 x_atn = 2.4[dB]
X_Pulse = 3.1[us]
o Trr_Mode = oef
< Tei_Mode = ogs
] Dante_Loop - 500
= Dante Presat = FALSE
g | Decimation Rate =0
2.1 Initial Wait = 1[=)
B Fhas = {0, 50, 270, 180, 18O,
T T T Presat Time = 5(s)
8.0 7.0 6.0 2.0 0 Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
| | Relaxati: elay Temp = 5
| A7/ Repetition Time — | = 7.18628036(s]
g gibne :
a XRmaa =
i B P k] =
X : parts per Million : Proton
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210.0 200.0 190.0 180.0 170.0 160.0

X : parts per Million : Carbonl

151429 —

50.0140.0130.0120.0 110.0 100.0 90.0 80.0 70.0

60.0 50.0 40.00 30.0 200 10.0 0
| |

48.089 —
45.262

~
g
"
w
kg

Irr_Decoupling

Trr_Noe

Irr Neise

Irr_offset Default
Trr_Pwideh
Trr_Pwidth_Default

Irr pwidamn Default cale
Irr_pwidth_Templ
Trr_Wurst
Decimation_Rate

TRUE
TRUE
WALTZ

s
0.115[ms]
0.115[ms]
©.115[ms]
©.115[ms)

2 JEOL ;
<
0 )
e Filename = 20220531_TK-01153_prot:
o Author = delta
Experiment = proton.3xp
N . 1. = 20220531_TK-01153
// Pt - ieorein
Actual Start Time = 31-MAY-2022 19:12:43
Revision_Time = 10-3EP-2024 10:44:27
= TK-01153
= 1D comrLEX
1 3f = 104858
= Proton
= Proton
= [ppm]
=x
Spectrometer = JWM-ECZ4005/L1
] riela strengtn - 5.389766[7] (400[MHz])
o X_Acq_Duration = 2.18628096(5)
X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
g8 X_Points = 16384
qe X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.99520384 [kHz]
= Proten
= 395.79219838 [MHz]
= 5(ppm]
= Proton
= 39978219838 [MHz]
= 5 (ppm]
= 2[us]
= = FALSE
= =16
fo Total_scans =16
%
- Relaxation_Delay = 5(s]
| Recvr gain s
Temp_get. = 21.6(dc)
X_50_Width = 6.2[us]
X_Aoq_Time = 2.18628096[s]
X Angle = s5[deq]
X_atn = 2.4[dB]
X_Pulse = 3.1[us]
o Trr_Mode = oef
< i Tri_Mode = ogs
£ Dante_tacp - su0
= Dante Presat = FALSE
g | Decimation Rate =0
= AJ Initial Wait =1(s]
B Fhase = {0, 50, 270, 180, 18O,
- e = = R T T T T T T T T T T T pragat Tima = 3is]
8.0 7.0 6.0 5.0 3.0 0 Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
Relaxation Delay Temp = 5[s]
7 - Repetition Time = 7.18628096 =]
2 2EE5ESEEE & SEFfESRRES H
] SEEIIFRERE 2 525583385 % =
= e e R B =
X : parts per Million : Proton
=
JEOL o
=1
= = 20220606_TK-01153_c:
= delta
= carbon. jxp
= 20220608_TR-01153
= CHLOROFGRM-D
=] = 6-JUN-2022 09:00:4
= = 10-5EP-2024 10:45:3:
= TK-01153
= 1D compLEX
- = 26214
= = Carben13
= Carbonl3
= [ppm]
=x
= JNM-ECEA008/L1
=
2 Field strength = 9.389766[T] (400 [MK:
X_Acq_puration = 1.03809024 5]
= 13¢
= 100.52530333 [MHz]
= = 100(ppm)
b *_Points = 32768
X Prescans =4
X_Resolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [xHz]
*_Sweep_Clipped = 25.25252525 [kHz]
TEr_Domain = proten
Irr_Freq = 399.76219838 [Mz)
Trr_offset = 5[ppm]
Blanking = 5[us]
clippea -
scans = 4096
=4 Total_seans = 4096
=] .t
Relaxation Delay = 2[8]
=50
= 21.514c]
= = 5.57[u
a3 = 1.03809024[s]
= 30(deg]
= B[aB]
= 3.32333333[us]
—_ . Atn | = 27.766[aB)
z=| Irr_Atn Dec_calc = 27.766(ds)
== Trr_htn Dec_Default_Calc = 27.766[dB]
Z Trr_Atn_Hoe = 27.766[
H Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
Z TrrDec Bandwidth Ppm = 11. -
= I Irr Dec Freq = 399.78219838 [MHz]
e Irr_Dec_Merit_Factor =2.2
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X : parts per Mi

on : Carbonl

=
=
w | =
= O
Filename = 20220322 _TR-01139_prot
Auther = gelta
Experiment = proton.3xp
N . 1. = 20220322_TK-01133
4 Pt - ieorsicn
Actual Start Time = 22-MAR-2022 21:39:55
O Revision_Time = 22-MAR-2022 21:42:49
-+ = TR-011389
= = 1D COMPLEX
1 39 = 104858
= Proton
= Proton
= [ppm]
=x
Spectrometer = JWM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
X_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.595520384 [kHz]
= Proten
= 395.79219838 [MHz]
. = 5(ppm]
=2 = Proton
= 39978219838 [MHz]
= 5 (ppm]
= 2[us]
= TALSE
=18
Total_scans =16
Relaxation_Delay = 5[s]
Recvr gain s
- Temp_get. = 21.3(dc)
= = X_50_Width = 6.2[us]
= X_Acq_Time = 2.18628096[s]
X Angle = s5[deq]
X_atn = 2.4[4B]
X_Pulse = 3.1[us]
o Trr_Mode = oef
< Tei_Mode = ogs
£ Dante_tacp - su0
= Dante Presat = FALSE
g Decimation Rate =0
= - (O o1 |Initial wWait =1(s]
B Fhase = {0, 50, 270, 180, 18O,
- e ' = R T T T T T T T T T T T pragat Tima = 3is]
8.0 7.0 6.0 5.0 3.0 2.0 Lo 0 Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
Relaxation Delay Temp = 5[s]
f > Repetition Time = 7.18628096 =]
H SEISREIRE 2 = H
g EEERERERE = 5 g
I R R e T = =
X : parts per Million : Proton
3 JEOL
=
= 20220315_TK-01138_c:
= 1 = delta
= = carbon. jxp
= 20220313_TR-01138
= CHLOROFGRM-D
= 20-MAR-2022 03:32:1
- = 22-MAR-2022 21:57:4
Z
= TK-0113%
= 1D compLEX
= 26214
= Carben13
=1 = Carbon13
= = [ppm]
=x
= JNM-ECEA008/L1
= Field strength = 9.389766[T] (400 [MK:
= %_Acq_Duration = 1.03809024 (5]
= 13¢
= 100.52530333 [MHz]
= 100(ppm)
*_Points = 32768
X Prescans =4
X_Resolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [xHz]
*_Sweep_Clipped = 25.25252525 [kHz]
TEr_Domain = proten
= Irr_Freq = 399.76219838 [Mz)
T Irr_offset = 5[ppm]
Blanking = 5[us]
clippea -
scans = 4096
= Total_scans = 4036
2
Relaxation Delay = 2[8]
=50
= 21.3140]
= 5.57[u
< = 1.03809024[s]
L) = 30(deg]
= B[aB]
= 3.32333333[us]
—_ . Atn | = 27.766[aB)
Z= Irr_Atn Dec_calc = 27.766(ds)
s = Trr_htn Dec_Default_Calc = 27.766[dB]
Z Trr_Atn_Hoe = 27.766[
H Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
Z TrrDec Bandwidth Ppm = 11. -
e Irr Dec Freg = 399.78219838 [MHz)
= ! Irr_Dec_Merit_Factor =2.2
~ o o R R N ~ R R ~ o R I Irr_Decoupling = TRUE
I R B R I I B B AR AR L [l i e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.00 0 Irr Noise = WALTZ
1 1 | Irr_offset Default = 5[
FZONSN Trr_Pwidth = 0.115[ns]
WA Trr_Pwidth_Default = 0.115[ms]
= seszzew e = Irr Pwidth Default cale = 0.115[ms)
= EmSgannm =% Irr_pwidth_Templ = 0.115(ms)
bl ErrRESS8E s Irz Wurst =
- Decimation_Rate =0
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:JEDLO

544

1.99

abundance

£
s
8.0 7.0
b3
%

=
X : parts per Million : Proton

6.0

0.867

“
=

=
=
=

Filename

Field strength
X_Acq_Duration
X_Domain

X Freq

X ofeset
X_Points

X Prescans
X_Resolution

Tri_offset
Blanking
Clipped
scans
Total_scans

Relaxation_Delay
Recvr_Gain

:_Time_Flag
Relaxation _Delay_Cale
Relaxation_Delay_Temp
Repetition Time

m
!
:
&

20230805_TK-02170_DMSO,
aelta
proton. jxp
20230905 _TK-02170_DM50
DMSC-D§
5-SEP-2023 18:19:17
7-5EP-2023 15:08:55

TK-02170_DMSO_BOC

104858
Proton
Proton
[ppm)]

JMM-ECE4005/L1

9.389766(T] (400 [MHZ])
2.18620096(5]

399. 78219838 [MHz]

0.45739775 [Hz]
7.4340048 [XHz]
5.99520384 [kHz)

xoton
399.78219838 [MHz]
5 [ppm)
Proton
399.78219838 [1Hz]

6.4[us]
2.18628096(s]
45[deg)
2.4[dB)
3.2[us]

off

ofE

500

FALSE

5]
{0, so, 270, 180, 180,

7.18628096(s]

7.0 8.0 9.0 100 110 120  13.0

6.0

=
-

2.0

1.0

:JEDLO

(thousandths)

X : parts per Mi

210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0
|

on : Carbonl

151.397

77.994
74.678

70.0 60.0 50.0 40.0 30.0 20.

s

41.091
40.132
38877
25.365
17460 °
-5.769

e
I
a
=
-

60.534

Fiela strengtn
%_Acq_puration
X_Demain
*_Freq

X ofeset
*_Foints

X Prescans
X_Resolution
X_sweep
*_Sweep_Clipped
ITr_Domain
Irr_Freq
Irr_offset
Blanking
Clippea

scans
Total_Scans

Relaxation Delay
Recvr_gain

Irr_bec_Merit_Factor
Irr_bDecoupling
Irr_Noo

1rr Noise

Irr_offset Default
Trr_pwidth
Trr_Pwidth_Default
Irr Pwidtn Default Cale
Irr_pwidth_Templ
Irr_Wurst
Decimation_Rate

20230905_TK-02170_8
delta
carbon. jxp.
20230505_TK-02170_8l
DMSO-DE
§-SEP-2023 01:51:1
7-3EP-2023 15:59:1

TR-02170
1D coMPLEX
26214
Carben13
Carbon13
(ppa]

TNM-ECZ4005/L1

9.389766(T) (400 [MH:
1.03809024 (3]
ac

100.52530333 [MHz)
100 [ppe]

32768

1

0.96330738 [Hz]
31.56565657 [kHz]
25252528525 [kHz]
Proten
399.78219838 [Miz]

21.
4.7826087 [kHz]
11.96303566 [ppm]
299.78219838 [MAz)
2.2

TRUE

TRUE

WALTZ

50

0.115[ms]

0.115 [ms]
0.115[ms]
0.115[ms]

FPALSE

o
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X : parts per Mi

on : Carbonl

Decimation_Rate

3 JEOL ;
]
=
O Filename = 20240322 _TK-030998_DMS
Author = aelta
OTBS Experiment = proton.jxp
/\/ Sample_td = 20240322_TK-010998_DMs
/ N Solvent = DMso-DE
/ Actual_Start Time = 22-MAR-2024 18:40:25
Revision_Time = 21-JUN-2024 18:38:41
Comment = TK-03095B_DM30-dé
Data Format = 1D comPLEX
Dim_Size = 104858
X_Domain = Proton
Dim_Title = Proton
Dim Units = [ppm]
Dimensions =
I = Spectrometer = JHNM-ECE4005/L1
= wl
Field strength = 5.339766[T] (400[MHz])
%_Acq_Duration = 2.18628096[s]
X_Domain =
X_Freq = 399.78215838 [MHz]
X ofEset = 5[ppm)
X_Points = 16384
X Prescans =1
%_Resolution = 0.45738775Hz]
X_gweep = 7.4940048 [kNz]
X_sweep_Clipped = 5.99520384 [kHz]
I} 15x pasain = pioton
b Irr_Freq = 39976219838 (MHz]
Irr_offset = 5(ppm]
Tri_Demain = Proten
Tri Freq = 399.78219838 Mnz]
Tri_otf, = 5(ppm)
Blanking = 2[us]
Clipped = FALSE
seans =16
Total_scans =16
z Relaxation_Delay = 5[s]
= . Recvz sain e
= = Temp_Gat = 120[dc]
X_50_Width = 6.4[us]
X_Acq_Time = 2.18628036[s]
X Angle = 45[deq]
2 X_Atn = 2.4[dB)]
= X_Pulze = 3.2[us)]
o } Irr_Mode = off
< l I i Mede = oss
5 1 Dante. Zoop - 500
= ! | Dante Presat = FALsE
g Decimation_Rate =0
£ = o AN b LN Initial Wait = 1[s]
B FPhase = {0, 80, 270, 180, 180,
- e = = I o MR  S ay ruiy = Siel
8.0 7.0 6.0 5.0 4.0 3.0 2.0 Lo Presat_Time_rlag = FALSE
| | Relaxation_Delay_Cale = 0[s]
| Relaxation_Delay_Temp = 5[s]
| ! AR Repetition Time = 7.18628096[=]
2 S2EZ g5z 2 “ ]
z EIEZ 23355 3 = 33
= e R R R T < ss
X : parts per Million : Proton
3 JEOL
R
<
= Filename = 20240322 _TR-03099B I
Author = delta
= Experiment = n.3xp
< Sample_1d = 20240322_TR-030598 I
- Solvent = DMSC-D&
Actual start Time = 22-MRR-2024 20:52:5;
3 Revision_Time = 21-JUK-2024 19:04:5
Comment = TK-03099B_DMSO
= Data Format = 1p comPLEX
o Dim_Size = 26214
X_Domain = carbon13
= Dim_Title = Carbonl3
= Dim Units = [ppm]
- Dimensions =x
- Spectrometer = JM-ECZ4008/L1
= rield strengtn = 5.3m8766[T] (400 P
%_Acq_Duration = 1.03809024 (5]
- X_Domain = 13c
- X_Freq = 100.52530333 [MHz]
X ofEset = 100 (ppm]
X_Points = 32768
=] X Frescans sa
= %_Resolution = 0.96330739 [Kz]
X_gweep = 31.56565657 [kKz]
= X_sweep_Clipped = 25.25282525 [kHz]
= IFx_Demain = Proton
Irr_Freq = 399.76219836 (Miz]
= Irr_offset = Sippm]
2 Blanking = 5[us]
clippea -
Scans = 6192
= Total_Scans = a192
wl
Relaxation Delay = 2[8)
= Recvr_Gain =50
= » Get = 22.2(4€]
X_90_wWidth = 10.02[us]
= X Req_Time = 1.03809024 (5]
=] x_Angle = 30(deg]
X_atn = ards)
X_Fulse = 3.34[us]
_ IFr_Atn pec = 27.45[aB]
Z Irr_Atn_Dec_calc = 27.43(dn]
= Irr_Atn_Dec_Default Calc = 27.49[dB]
i Irr_Atn_Noe = 27.45[as]
i Irr_Dec_Bandwidth Mz = 4.7826087 [kH2]
Z Irs Dec Bandwidth_Fpm = 11.36303566 [ppm]
e | | Irr Dec Fre = 399.78219838 [MHz]
== L il Irr_pac_Merit_Factor =2.2
= S § — § ; o I } I I Irr_Decoupling = TRUE
B B A e e B A B B e A [y 4 =
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr_Noise = WALTZ
| | Irr_offset_Default = Sippm]
N ) | (s T
- ! Irr_Pwidth_Default = 0.115ms]
= o= s gexm = o 2E 3 |1rrewiatnperavit cale = 0.115(me)
b = w L] LR I % S 7 | Irr_pwidth_Templ = 0.115[ms]
¢ g © 2 assg % = R Fiig-ieny - rager
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: JEOL ;
=
. 0
- = 20230812 _TK-02173_DMSO
O H = delta
/\/ = proton.jxp
/ N = 20230512, TR-02173_DMSO
& = DMSO-D§
=5 H - 12-ser-2023 20:35:00
= 17-JUL-2024 19:45:08
1 5 = TE-02173_DMSO
® = 1D comPLEX
b = 104858
= Proton
= Froton
= [ppm]
=x
= TWM-ECE4008/L1
Field strength = 9.389766[T] (400[MHz])
X_Acq_puration = 2.18628096 (5]
XD =
] g = 395.78219838 [MHz]
= X_offset = 5(ppm]
*_Points = 16384
X Prescans =1
o = X_Resolution = 0.45739775 [Kz]
w | 2 2 X sweep = 7.4940048 [kHz]
= *_Sweep_Clipped = 5.38520384 [kHz]
TEr_Domain = Proten
Irr_Freq = 399.78219838 [Miz]
Trr_offset = Sippm]
- = Froton
= = 399.78219838 [MHz]
= 5(ppm]
= 2[us)
= FALSE
- =16
= Total_scans =16
Relaxation_Delay = 5(s]
Recvr_gain = 56
Temp_get = 22.8(4c]
ha | | X_90_Width = 6.4[us]
*_hog_Time = 2.18628096 (5]
X Angle = 45[deq]
X_atn = 2.4(aB]
= X_Pulse = 3.2[us]
. = - Irr_Mode = off
8= 2 el Mode = os
£ 3 Dante_Loop = s00
= Dante Presat = FALsE
g A Decimation Rate =0
2.1 — | 1nitial wait =1[s]
B Phase = {0, SO, 270, 180, 180,
- e = = e e e T prasat Time -
8.0 7.0 6.0 0 Presat_time_Flag = FALSE
Relaxafion_Delay_Cale = 0[s]
Relaxation Delay Temp = §
- Repetition Time = 7.18628096 (%)
g g
= =
X : parts per Million : Proton
s JEOL ;
I
- Filename = 20230912_TK-02173_DI
= Auther = delta
- Experiment = carbon.3xp
Sample_Td = 20230912_TK-02173_D
Solvent = DMSO-D§&
= Aetual start Time = 13-3EP-2023 03:19:1
= Revision_Tims = 25-0CT-2023 18:36:3
Comment = TK-02173_DMSO
Data_Format = 1D comPLEX
3 Dim_size = 26214
X1 n = Carben13
Dim_Title = Carbonl3
Dim Units = (ppm]
< 1 Dimensions =
= spectrometer = TNM-ECE4DOS/T1
Field strength = 9.383766[T] (400 [M:
- X_Acq_Duration = 1.03809024[s]
= X_Domain = 130
X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
= X Prescans =4
e X_Resolution = 0.86330738[Hz]
X_swee, = 31.56565657 [kiz]
X_sweep_Clipped = 25.25252525 [kHz]
= IFr Demain = Proten
] Irr_rreq = 395.78219838 [Miz)
Irr_offset = S(ppm]
Blanking = 5[us]
clippea -
=] scans = 4056
- Total_seans = 4088
Relaxation Delay =209
= Recvr_ai =50
] Temp_Get = 8ordc]
X_80_Width = 10.02[us]
IS = 1.03808024[s]
X_angle = 30(deg]
= = 8[dB]
il = 3.34[us]
—_ =27
z “Atn_Dec_C =27
== Irr_htn Dec_Default_Calc = 27
=k Trr_Atn_Noe =21
H Irr Dec_Banawidth Hz = 4.7826087 [KHz]
Z IrrDec_Bandwidth_Fpm = 11.56303566 (ppm]
e Irs Dec Freq = 399.78219838 [MHz]
=) L Irr_Dec_Merit_Factor =22
~ N o ) o ~ N ~ R R ~ . o o Irr_Decoupling = TRUE
I R R I S e L B B B e R [yt =
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
| | Irr_offset_Default = s5¢
Irr_pwidth = 0.115[ms]
| \ Trr_Pwidth_Default = 0.115[ms]
I 22 T oomn-saEn Trr Pwidth Default cale = 0.115[me]
B 28 5 R2arRASy Irr_pwidth_Templ = 0.115(ms]
b EZ TSRRERRR Ioz_Warst = PALER
- Decimation_Rate =0
X : parts per Million : Carbonl -

SI151




:JEDLO

X : parts per Mi

on : Carbonl

Decimation_Rate

- 2
o -
=
-~ O = 20240325_TK-03101_100C
o = delta
= O H = proten.jxp
E = 20240325_TR-03101_80¢
/ N /\/ = DM50-DS
- / = 25-MAR-2024 10:40:58
= H = 21-JUR-2024 19:19:37
= TE-03101_8S0C
= 1D comPLEX
= 16 = 104858
= - = Proton
- = Proten
s o = [pEm)
o b =x
=] o = TWM-ECE4008/L1
= P
E| 1 Field strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 (5]
= XD =
= g = 395.78219838 [MHz]
X ofeset = 5(ppm]
*_Points = 16384
..4 X Prescans =1
- X_Resolution = 0.45739775 [Kz]
= X sweep = 7.4940048 [kHz]
E *_Sweep_Clipped = 5.88520384 [kKz]
TEr_Domain = Proten
= 399.78219838 [Miz]
= 5[ppm]
= Froton
2 = 39978219838 ]
- = = 5(ppm]
= = 2[us)
s 3 = FALSE
= =16
Total_scans =16
9
; E Relaxation_Delay = 5(s]
Recvr_gain = 56
E Temp_get = 100(dc]
- X_90_Width = 6.4[us]
S *_hog_Time = 2.18628096 (5]
= X Angle = 45[deq]
X_atn = 2.4(aB]
X_Pulse = 3.2[us]
Lo Trr_Mode = off
g <= iy et Mode = ofe
< Dante_Loop - s00
= . Dante Presat = FALsE
g N\ Decimation Rate =0
2= I N AN U i 1 Initial Wait =1[s]
B Phase = {0, SO, 270, 180, 180,
- e ' = R B B A B e S S e T T T pragat nime -
8.0 7.0 6.0 5.0 4.0 3.0 2.0 Lo 0 Presat_Time_Flag = FALSE
'y 1 ‘ Relaxafion_Delay_Cale = 0[s]
A P Relaxation Delay Temp = §
ewd i Repetition Time = 7.18628096 (%)
2 2 AISZESEEEE =2 H
£ 5 3208533355 3 2
= - R R R B R R R . =
X : parts per Million : Proton
e
= JEOL
<
b
- Filename = 20240323_TK-03101_1.
Auther = delta
= Experiment = carbon.jxp
= Sample_Td = 20240323_TK-03101_1
- Solvent = DMSO-D§&
Aetual start Time = 24-MAR-2024 20:58:3
- Revision_Tims = 21-JUN-2024 19:27:2
= Camment: = TK-03101_120C
Data_Format = 1D comPLEX
Dim_size = 26214
= X1 n = Carben13
EE Dim_Title = Carbonl3
Dim Units = (ppm]
Dimensions =
- spectrometer = TNM-ECE4DOS/T1
= Field strength = 9.383766[T] (400 [M:
X_Acq_Duration = 1.03809024[s]
X_Domain =
= X_Freq = 100.52530333 [MHz]
L X_CEEset = 100 [ppm]
X_Points = 32768
X Prescans =4
= X_Resolution = 0.86330738[Hz]
g X_swee, = 31.56565657 [kiz]
X_sweep_Clipped = 25.25252525 [kHz]
IFr Demain = Proten
= Irr_rreq = 395.78219838 [Miz)
v Irr_offset = S(ppm]
Blanking = 5[us]
clippea -
- scans = 8182
: Total_Scans = 8132
- .t
Relaxation Delay =209
Recvr_ai =50
= Temp_Get = 120[ac]
- X_90_width = 10.02[us]
IS = 1.03808024[s]
X_angle = 30 [deg]
= | = 8[dB]
- = 3.34[us]
—_ =27
z “Atn_Dec_C =27
- Irr_htn Dec_Default_Calc = 27
2= Trr_Atn_Hoe =27
H Irr Dec_Banawidth Hz = 4.7826087 [KHz]
Z IrrDec_Bandwidth_Fpm = 11.56303566 (ppm]
e Irs Dec Freq = 399.78219838 [MHz]
= Irr_Dec_Merit_Factor =22
= S § — § ; S B ; B B Irr_Decoupling = TRUE
I R R I S e L B B B e R [yt =
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
Irr_offset_Default = s5¢
Irr_pwidth = 0.115[ms]
Trr_Pwidth_Default = 0.115[ms]
z 3 B E Trr Pwidth Default cale = 0.115[me]
be] ] = - Irr_pwidth_Templ = 0.115(ms]
] I g w Trr Wurst = PALSE

o
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2 JEOL ;
=
= =
=
E O
Filename = 20220514_TK-01161A_pro
Auther = gelta
/\)J\ Experiment = proton.3xp
a Sample_Td = 20220513_TR-01161A
= CI \ N Selvent = CHLOROFORM-D
s ACtual Start Time = L4-MAY-2022 15:06:35
Revision_Time = 14-MAY-2022 15:22:26
= TK-D1161A
- = 1D compLEX
s = 104858
= Proton
17 (E) C i
| = [ppm]
=x
= ‘ Spectrometer = JWM-ECZ4005/L1
< Field strength = 9.3B9766[T] (400([MHz])
X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
w X_offset = 5(ppm]
s X_Foints = 16384
X Prescans =1
X_Resolution = 0.45739775 [Hz]
| = 7.4940048 [kHz]
= 5.595520384 [kHz]
z = Proten
=] = 395.79219838 [MHz]
' = 5(ppm]
= Proton
= 39978219838 [MHz]
= 5 (ppm]
= e
=3 = TALSE
=18
Total_scans =16
Relaxation_Delay = 5(s]
= Recvr_@ain = 46
= Temp_get. = 21.5(dc)
X_50_Width = 6.2[us]
X_Aoq_Time = 2.18628096(s]
X Angle = s5[deq]
- - X_atn = 2.4[4B]
= e E X_Pulse = 3.1[us]
o S b=} s | Irr_Mode = ot
g J‘ I b | Tei_Mode = off
] Dante_Loop - 500
= Dante Presat = FALSE
g - Decimation Rate =0
Z= 4 ; - — P, | Initial Wait =1(s]
B Fhase = {0, 50, 270, 180, 18O,
L o O o I o o BRI S [T = 3is]
8.0 7.0 6.0 5.0 4.0 3.0 2.0 Lo 0 Presat_time_Flag = FALSE
| Il | Relaxation_Delay Cale = 0[s]
/ | ) A Relaxation Delay Temp = 5[s]
/ A \ Repetition Time = 7.18628096 =]
EEE I sz = 3z 2% H
A= 3 3 = = oma =
Ree dd - I - - =
X : parts per Million : Proton
- JEOL
=
Filename = 20220514 _TK-01161A
Auther = delta
- Experiment = carbon.jxp
%] Sample_Td = 20220513_TK-01181A :
Solvent = CHLOROFORM-D
Aetual start Time = 16-MAY-2022 08:04:0
Revision_Tims = 10-3EP-2024 11:18:5
= Comment = TK-D1161A
~ Data_Format = 1p comrLEX
Dim_size = 26214
X1 n = Carben13
Dim_Title = Carbonl3
Dim Units = (ppm]
= Dimensions =
= spect: ter = JNM-ECE4005/L1
Field strength = 9.383766[T] (400 [M:
X_Acq_Duration = 1.03809024[s]
X_Domain = 130
X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
X Prescans =4
X_Resolution = 0.86330738[Hz]
X_swee, = 31.56565657 [kiz]
= X_sweep_Clipped = 25.25252525 [kHz]
- IFr Demain = Proten
Irr_rreq = 395.78219838 [Miz)
Irr_offset = S(ppm]
Blanking = 5[us]
clippea = PALSE
= 1 scans = 4056
L Total_scans = 4096
Relaxation Delay =209
Recvr_ai =50
Temp_Get = 21.514¢]
= X_80_Width = 9.57[us]
Ll X3 = 1.03809024[=]
X_angle = 30(deg]
= 8[dB]
= 3.32333333 [us]
—_ = 27.766[aB]
z= _Atn_Dec_ = 27.766[dB)
s Irr_htn Dec_Default_Cale = 27.766[dB]
Z Trr_Atn_Noe = 27.766[dB]
H Irr Dec_Banawidth Hz = 4.7826087 [KHz]
Z ‘ IrrDec_Bandwidth_Fpm = 11.56303566 (ppm]
] | | Irr Dec Freq = 399.78219838 [MHz]
£o , Irr_Dec_Merit_Factor =2.2
~ o o R R ~ N R R ~ R —— o Irr_Decoupling = TRUE
I e R A S N LI B B L R B L (it =
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
‘ | 1 | | Irr_offset_Default = s5¢
I Irr_Pwidth = 0.115[ms]
I Trr_Pwidth_Default = 0.115[ms]
] 5 =] 9 am 2 Irr Pwidth Default Calc = 0.115[ms]
B = n3% a5 i Irr_pwidth_Templ = 0.115(ms]
@ I EEs E34 =S Trr Wurst = PALSE
X: : Carbonl3 Decimation_Rate o
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i
= K)J\ Filename = 20220513_TK-011618_pro
NN Author - gelta
N Experiment = proton.3xp
. 1. = 20220513_TK-011818
Solvent = CHLOROFORM-D
Actual Start Time = 13-MAY-2022 17:34:04
Revision_Time = 14-MAY-2022 15:17:54
= TK-0D1161B
= 1D comrLEX
17 (Z) = 104858
- = Proton
E = Proton
= = (pFm)
=x
Spectrometer = JWM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
X_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Hz]
Ll = 7. 4540048 [KHz]
o = 5.99520384 [kHz]
= Proten
= 395.79219838 [MHz]
= 5(ppm]
= Proton
= 39978219838 [MHz]
e = 5(ppm]
& = 2[us]
- = FALSE
=18
Total_scans =16
- Relaxation_Delay = 5[s]
< Recvr_Gain = 46
2 2 Temp_get. = 21.3(dc]
=1 b= X_50_Width = 6.2[us]
X_Aoq_Time = 2.18628096[s]
X Angle = s5[deq]
X_atn = 2.4[dB]
X_Pulse = 3.1[us]
o Trr_Mode = oef
< Tei_Mode = ogs
H J Dante_toop = s00
= Dante Presat = FALSE
g “‘ | Decimation Rate =0
= MW Y Initial Wait =1(s]
B Fhase = {0, 50, 270, 180, 18O,
T T Presat Time = 5[8)
8.0 7.0 2.0 0 Presat_Time_Fla = FALSE
| Relaxation_Delay Cale = 0[s]
[ Relaxation _Delay Temp = 5[s]
I A Repetition Time ~ | = 7.18628096(s]
hd 28 E- g o H
[} mmas = RTTAA 2
= RN RV R R P P D =
X : parts per Million : Proton
=
=8
Filename = 20220514 _TK-011618_)
Auther = delta
Experiment = carbon.jxp
Sample_Td = 20220513_TK-01161B_:
= Solvent = CHLOROFORM-D
= Actual_start Time  I7-wav-2022 08:03:2
Revision_Tims = 10-3EP-2024 11:20:3
Comment = TR-D1161
Data_Format =1
= Dim_Size = 26214
~ ¥_pomain = carboni3
Dim_Title = Carbonl3
Dim Units = (ppm]
Dimensions =
= spectrometer = TNM-ECE4DOS/T1
e Field strength = 9.383766[T] (400 [M:
X_Acq_Duration = 1.03809024[s]
X_Domain = 130
X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
X Prescans =4
X_Resolution = 0.86330738[Hz]
X_swee, = 31.56565657 [kiz]
X_sweep_Clipped = 25.25252525 [kHz]
= IFr Demain = Proten
-+ Irr_rreq = 3$9.78219838 [MHz]
Irr_offset = S(ppm]
Blanking = 5[us]
clippea = PALSE
= scans = 4036
= Total_Scans = 4038
Relaxation Delay =209
Recvr_ai =50
Temp_Get = 21.514¢]
= X_80_Width = 9.57[us]
P IS = 1.03808024[s]
X_angle = 30[deg]
= 8[dB]
= 3.32333333 [us]
—_ = 27.766[aB]
z= | “Atn_Dec_C = 27.766[dB)
= Irr_Atn_Dec_Default Cale = 27.766[dB]
Z Trr_Atn_Noe = 27.766[dB]
H Irr Dec_Banawidth Hz = 4.7826087 [KHz]
] ITrr Dec Bandwidth Ppm = 11.56303566 [ppm]
e | Irs Dec Freq = 399.78219838 [MHz]
£= g Irr_Dec_Merit_Factor =2.2
~ I ~ R R R R ~ R — o Irr_Decoupling = TRUE
! A R B R e B s B S iy e =
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
| 1 ‘ ‘ Il Irr_offset_Default =50
/ Irr_pwidth = 0.115[ms]
Trr_Pwidth_Default = 0.115[ms]
2’ 2 = 9 P-4 “e Irr Pwidth Default Calc = 0.115[ms]
2 o % mn3e ae =] Irr_pwidth_Templ = 0.115(ms]
E E. E g - c% Re Trr_Wurst = FALSE
X: : Carbonl3 Decimation_Rate o
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Decimation_Rate

o) .
=1 -
AcHN 3
OMe ~ Filename = 20221008_TK-020528_pro
- Author = delta
Experiment = proton.3xp
. 1. = 20221008_TK-020528
\ Solvent = CHLOROFORM-|
S ACtual Start Time = 8-0CT-2022 19:12:48
Revision_Time = 15-0CT-2022 15:53:47
\ \\S// = TK-D2052B
= 1D comrLEX
~ N /\/ = 104858
- = Proton
1 - = Proton
= H = = [ppm)
B =x
2c_Cys Spectrometer = JNM-ECZ4008/L1
Fiela strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
X_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.99520384 [kHz]
= Proton
= 395.79219838 [MHz]
= 5(ppm]
- - L s ase e
— = - = = = = -
: = &= a3 = = 5 (ppm]
= s S |e = ey
= TALSE
=18
Total_scans =16
Relaxation_Delay = 5[s]
Recvr gain =56
Temp_get. = 21.6(dc)
X_50_Width = 6.4[us]
X_Aoq_Time = 2.18628096(s]
X Angle = s5[deq]
X_atn = 2.4[4B]
X_Pulse = 3.2[us]
o Trr_Mode = oef
< Tei_Mode = ogs
] Dante_Loop - 500
= Dante Presat = FALSE
g l I Decimation Rate =0
= F P M e h | Initial Walt = 1[=]
B Fhase = {0, 50, 270, 180, 18O,
T T T T T T T T T | pragat mime = 3is]
4.0 2.0 0 Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
N Relaxation_Delay Temp = §
AN / Repetition Time = 7.18628096[=]
S S Z 22z £&% H
TE 2 £ ESE 5%3 2
- - A oSa= 222 =
s JEOL
=R
Filename = 20221008_TK-020528_)
= Author = delta
o Experiment = carbon.3xp
Sample_Td = 20221008_TK-02052B_:
Solvent = CHLOROFORM-D
Aetual start Time = 9-ocT-2022 05:09:4
= Revision_Tims = 15-0CT-2022 15:13:3
=
Comment = TK-02052B
Data_Format = 10 comrLEX
Dim_size = 26214
X1 n = Carben13
= Dim_Title = carbonl3
Dim Units = (ppm]
Dimensions =
spectrometer = TNM-ECE4DOS/T1
= Field strength = 9.383766[T] (400 [M:
g X_Acq_Duration = 1.03809024[s]
X_Domain = 130
X_Freq = 100.52530333 [MHz]
X ofeset = 100(ppm]
X_Points = 32768
X Prescans =4
X_Resolution = 0.86330738[Hz]
X_swee, = 31.56565657 [kiz]
X_sweep_Clipped = 25.25252525 [kHz]
IFr Demain = Proten
= Irr_rreq = 395.78219838 [Miz)
~ Irr_offset = S(ppm]
Blanking = 5[us]
clippea -
scans = 8182
= Total_Scans = 8132
~ Relaxation Delay = 2[2]
Recvr_ai =50
Temp_Get = 21.714¢]
X_80_Width = 10.02[s
e Py = 1.03805024 (2]
- %_angle = 30[deqg]
= 8[dB]
= 3.34[us]
—_ =27
z “Atn_Dec_C =27
s Irr_htn Dec_Default_Calc = 27
Z Trr_Atn_Noe =21
H Irr Dec_Banawidth Hz = 4.7826087 [KHz]
Z l I I J T D pandwiathoemn = 1136303568 (pym]
e Irs Dec Freq = 399.78219838 [MHz]
= I Irr_Dec_Merit_Factor =22
~ ~ o ) R - ~ ~ o R ~ R ~ . Irr_Decoupling = TRUE
T R e I I T R T R T AR R SRR [y =
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.00 20.0 10. [ Irr Noise = WALTZ
1 1 Irr_offset_Default = s5¢
| | ) | = L.
N / Trr_Pwidth_Default = 0.115[ms]
= @ 9Les -] ] o H Irr Pwidth Default Calc = 0.115[ms]
9 4 RHSE SR8 3 a4 8 2 Irr_pwidth_Templ = 0.115(ms]
2 o FREEE 28 3 = a8 = Irr_Wurst = PALSE

o
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Spectrometer

Fiela strength
X_Acq_puration
X_Demain
X_Frogq

x orfset
X_Points
x_Prescans
x_Resolution

Total_scans

Relaxation_Delay
Recvr_gain

20231120_TR-03006D1_px
aelta

20-NOV-2023 10:36:03
20-NOV-2023 11:45:53

TR-03006D1

x
THM-ECZ4005/L1

9.383766(T] (400 [MHz])
2.18628096(s]

395.78219838 [MHz]
5 (ppm]

16384

1

0.45739775 [Hz]
7.4540048 [kHz]
5.985520384 [kHz]

oton
399.78219838 [MHz]
5 [ppm]
Froton
399. 78219838 [Mz]

Decimation_Rate

= 22.5(dc]
= 6.4[us]
2 = 2.18628096(s]
s = 45[deg]
= 2.4[4B]
= 3.2[us]
o = ore
g2 { = ogs
i ~suo
= I | = raLsE
] . =0
2. st LUy N AU D S e Initial Wait = 1(s)
B Fhase = {0, S0, 270, 180, 180,
- e - - T T T T T T T presat e = Ste
8.0 2.0 1.0 0 Presat_Time_Fla = FALSE
| | Relaxation_belay Calc = 0(s]
N ~ | Relaxation_Delay Temp = 5
-~ ! - w A Repetition Time = 7.18628096 (2]
o 232: Za TEISTE FRAsgzsa Sz "7 H N
4 BER3I 2R EFExEE EREEISTNS 23 a9 2
Fgddd waw EE R we e &= - =
X : parts per Million : Proton
s o
]
Filename = 20231120_TK-03006D1
Author = delta
Experiment = carbon.3xp
= Sample_1d = 20231120_TK-03006D1 |
= Solvent = CHLOROFORM-D
| Actual Start Time = 20-woV-2023 20:07:1;
Revision_Time = 21-NOV-2023 19:55:3
Comment = TR-03006D1
5 Data_Format = 1p compLEx
I Dim_size = 26214
¥_Domain = Carbonl3
Dim_Title = Carbonl3
Dim Units = (ppm)
Dimensions =
= spectrometer = TNM-ECZ4005/11
g
Field strength = 5.389766(T] (400 [M:
%_Acq_puration = 1.03809024[s]
¥_Domain = 13¢
X_Freq = 100.52530333 [MHz]
= Xotaet = 100ippm)
w X_Points = 32768
¥ Prescans =4
¥_Resolution = 0.86330738[Hz]
¥_gwee = 31.56565657 [kHz]
- X_sweep_Clipped = 25.25252525 [kHz]
3 Itz Domain = Proton
1rr_Freq = 355.76219638 (Miz]
Trr_offset = S(ppm]
Blanking = 5[us]
clipped = FALSE
= scans = 12000
- Total_Scans = 12000
Relaxation Delay = 2121
Recvr_oai =50
Temp_Get = 22.5[4c]
= X_80_Width = 10.0211
= oy = 1.03805024 (2]
*_angle = 30(deg]
= BrdB]
= 3.34[us]
— =27
= _Atn_Dec_ =27
== Irr_htn_Dec_Default Cale = 27
= Irr_Atn_Noe =27
F Irr_Dec_Bandwidth iz = 4.7826087 [kHz]
Z J l J IrrDec_Bandwidth_Fpm = 11.56303566 (ppm]
] 1rr Dec Freq = 399.78219838 [MHz]
= L L | Irr_Dec_Merit_Factor =22
~ ~ o ) o } ~ ~ . ~ ~ o R Irr_Decoupling = TRUE
A R R e A B R L e S i =
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.00 20.0 10. [ Irr Noise = WALTZ
\ 1rr_offset_Default = s5¢
| | e s,
~ : Trr_Pwidth_Default = 0.115[ms]
H = PR S == o S |Irr Pwidth pesault cale - 0.115[ms]
3 o EREL a5 2 s Trr_pwidth_Templ = 0.115[ms)
3 = FEEE g @ S5 b4 = Irr_Wurst = PALSE

o
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Filename = 20240605_TK-03142E_CDC:
Autner = delta
Experiment = proton.jxp
Sample_Td = 20240605_TR-03142E_CDC:
- Solvent = CHLOROFORM-D
Actual start Time = 5-guN-2024 11:39:06
\S O Revision_Time = 5-JUN-2024 13:21:24
Camment = TK-03142E
Data_Format = 1p comerEx
N OH Dim_size = 104858
/\/ X_Domain = Proton
~ N Dim_Title = Proten
=7 Dim Units = [ppm)
H Dimansions ¥
spectrometer = JWM-ECE4005/L1
16-Cys (2) Fieid strengtn = s.3senesrT] (avonaE])
%_Acq_puration = 2.18628096(3)
X_Domain =
X_Freq = 399.78219838 [MHz]
X ofeset = 5[ppm)
X_Foints = 16384
X Prescans =1
%_Resolution = 0.45739775(#z)
X_sweep = 7.4940048 [kHz]
X_Sweep_Clipped = 5.98520384 [kHz]
- = Proten
= = 399.79219838 [Miz]
o = S[ppm]
i Total_scans =
o = = Relaxation_Dela; = 5[s]
B e 3 2 = o Pt = 56
S & = ] = 22.6(4c]
= 6.4[us]
= 2.18628096(s)
= 45(deg]
= 2.4(dB]
= 3.2[us]
- = Off
g = ofe
s = 500
= = FALsE
: - | .o
22 / =1[2]
B = {0, SO, 270, 180, 180,
e = e 1 = S8l
8.0 7.0 5.0 Presat_Time_Flag = FALSE
| pl Relaxation Delay_Cale = 0[s]
A AL \ Timimnne i
ZANS ~ Repetition Time = 7.18628096(=]
E Sz & 0g ZS2228 SIcICER S g3 2 H
i EE S %% 5EEEE: RES5T433 2 =22 =
=odd e v FEATETT e A ] =
X : parts per Million : Proton
) = 20240613_TK-03142E _
=N = delta
= carbon. jxp
= TR-03142E
= Chleroform-D
= 13-JUN-2024 20:18:5.
= 14-JUn-2024 17:36:0
- = TK-031428
] = 1D compLEX
= 26214
= Carben13
= Carbonl3
= [ppm]
=x
= JNM-ECEA008/L1
= Field strength = 9.389766[T] (400 [MK:
X_Acq_puration = 1.03809024 5]
= 13¢
= 100.52530333 [MHz]
= 100(ppm)
*_Points = 32768
X Prescans =4
X_Resolution = 0.96330739 [Hz]
= X sweep = 31.56565657 [XHz]
el X_Sweep_Clipped = 25.25252525 [kHz]
TEr_Domain = proten
Irr_Freq = 399.76219838 [Mz)
Trr_offset = 5[ppm]
Blanking = 5[us]
clippea = TRUE
scans = 4096
= Total_scans = 4036
I .t
Relaxation Delay -
= =
z Irr_Atn_Dec_calc =
= Trr_htn Dec_Default_Cale =
2 Irc_Atn_Moe = 27.49[dB]
H Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
Z Irr Dec Bandwidth_Fpm = 1i. -
e | Irr Dec Freg = 399.78219838 [MHz)
£ - Irr_Dec_Merit_Factor =2.2
~ ~ o o . o ~ N R o ~ R ~ o Irr_Decoupling = TRUE
T T L i R R T T I oy e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
1 1 Irr_offset Default = 5[
\ Trr_Pwidth = 0.115[ns]
I Trr_Pwidth_Default = 0.115[ms)
g £ 232 2 52 8 £ e Irr Pwidth Default Calc = 0.115[ms]
: = 2% & oM = & 23 Irr_pwidth_Templ = 0.115(ms)
% bl FEE ER ¥ 5 AR Irr_Wurst =
- - Decimation_Rate =0
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o . £ fs JEOL
AcHN ) I
Cc
Y OMe Filename = 20240604_TK-03142D_pro
Auther = gelta
= Experiment = proton.3xp
. 14 = 20240603_TK-03142D
~N Solvent = CHLOROFORM-D
Actual Start Time = 4-JUN-2024 18:17:25
Revision_Time = 5-JUN-2024 17:12:42
= TK-03142D
= 1D compLEX
\ = 104858
= Proton
- 2 = Proton
N “ - = [ppm]
= s fa/3 =x
HN O = & Spectrometer = JWM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
X_Points = 16384
X Prescans =1
O H X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.595520384 [kHz]
= Proton
16-Cys (E) = 399.79219838 [MHz]
= 5(ppm]
- = Proton
= E = 39978219838 [MHz]
= = ] = 5(ppm]
= e
= TALSE
=18
Total_scans =16
Relaxation_Delay = 5[s]
Recvr gain '
= 22.6(dc)
= 6.4[us]
= 2.1B628096(s]
= s5[deq]
= 2.4[4B]
= 3.2[us]
. = off
g = ofs
s = 500
= = FALSE
: | | Y ¥
22 J b | rnitial_wait = 1(s)
B Fhase = {0, 50, 270, 180, 18O,
- e = = e e s T T ppasat Time = 3is]
8.0 0 1.0 0 Presat_Time_Fla = FALSE
y Relaxation_Delay Cale = 0[s]
Relaxation Delay_Temp = §
! / ~ Repetition Time = 7.18628096 =]
i I 253352 H
o 5E HIIxEx 2
= el e} R =
X : parts per Million : Proto
] dEDLss
-
= 20240606_TK-03142D ¢
= delta
= carbon. jxp
= = 20240608 FK-03142D
*® = CHLOROFORM-D
= 6-JuN-2024 19:28:4
= 7-Jun-2024 11:13:0
= 20240606_TK-03142D
= 1D CoMPLEX
= 26214
= Carben13
= Carbonl3
= [ppm]
= =X
3 = JNM-ECEA008/L1
Field strength = 9.389766[T] (400 [MK:
X_Acq_puration = 1.03809024 5]
= 13¢
= = 100.52530333 [MHz]
W) = 100 [ppm]
*_Points = 32768
X Prescans =4
X_Resolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [xHz]
= *_Sweep_Clipped = 25.25252525 [kHz]
-+ Irr_Domain = Proten
Irr_Freq = 399.76219838 [Mz)
Trr_offset = Sippm]
Blanking = S[us]
clippea = TRUE
= scans = 4096
- Total_scans = 4036
Relaxation Delay -
= -
i -
=k Irr_Atn_Dec_calc =
s- Irr_htn Dec Default Cale =
2 Irc_Atn_Moe = 27.49[dB]
H | Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
: , | N
e | Irr Dec Freg = 399.78219838 [MHz)
£= - Irr_Dec_Merit_Factor =2.2
~ ~ o ) o ) ~ ~ — o ~ o R Irr_Decoupling = TRUE
I L R B e B R B B R L ERRAN [y 40 e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.00 20.0 10. [ Irr Noise = WALTZ
1 I | Irr_offset Default = 5[
1 Trr_Pwidth = 0.115[ns]
Trr_Pwidth_Default = 0.115[ms)
£ g 2 mEg % 37 =3 = I Pwidtn Default cale - 0.115[me)
3 g = =4 M 5 =3 s Irr_pwidth_Templ = 0.115(ms)
z s 2 T 9 > a2 = Irr_Wurst =
X - - Decimation_Rate =0

SI1158




5 JEOL o
O 3
ACHN \)J\ Filename = 20240409_TK-030088_pro
OMe Author = delta
- Experiment = proton.3xp
z . 1. = 20240403_TR-030088
- Solvent = DMSO-D§&
~ Actual Start Time = 9-APR-2024 19:29:53
S Revision_Time = 10-SEP-2024 18:16:22
| = TR-03008B
s N4 2 consann
S N /\/OH = 104858
= Proton
N 2 rroton
H = [ppm)
=x
Spectrometer = JMM-ECZA008/11
8-Cys siet oy = s.ovrreatel brmtmmety
%_Aeq_uration = 2.18628096 5]
X_Domain -
X_Freq = 395.78219838 [MHz]
X offset = s(ppa]
-~ X_Points = 16384
= X Prescans -1
%_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.99520384 [kHz]
= Proton
= 395.79219838 [MHz]
= Sippm]
_ - 4 = Proton
H H = 2 = 399.78219838 [MHz]
2 = = = = 5 (ppml
= 2(us]
= FALSE
=18
Total_scans =16
Relaxation_Delay = 5[s]
| Recv: Gain = a6
= 22.4(dc)
| T s
= 2.1B628096(s]
= 45[deg]
= 2.4[4B]
‘ = 3.2[us]
. = off
g | ) = off
s | = 500
= = raLsE
3 ‘ | g 5 i
2o L L A AJWILIW L -~ - | rniesal waie = 1[s]
B Fhase = {0, S0, 270, 180, 180,
- e U e B LRSS s = Ste
8.0 7.0 6.0 5.0 4.0 3.0 2.0 Lo 0 Presat_time_Flag = FALSE
T Relaxation_belay Calc = 0(s]
" IETANAY ‘ Relaxation Delay Temp = 5[s]
- N BEEAR Repetition Time = 7.18628096 (2]
== e o smwws -
iz EE fEAYIY gEy iEiEi %
== e R R PR R B P -
X : parts per Million : Proton
=
z JEOL
=2
==
&
=
& = 20240411_TK-030085_
- = delta
= = carbon.jxp
= = 20240411_TK-030088
= = DMso-DE
= = 11-APR-2024 20:18:0
= = 10-5EP-2024 18:17:3:
=
= = TK-03008B
- = 1D COMFLEX
= = 26214
v = Carbon13
- = Carbon13
< = (ppm]
= =x
s = TMM-ECZA00S/LL
fac]
= Field strength = 9.389766[T] (400 [MH:
: E ¥_heq_Duration = 1.03809024[5]
o = 13¢
= = 100.52530333 [MHz]
= = 100(ppm]
- x| nts = 32768
= X Prescans -4
=- X_Rasolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [XNz]
= *_Sweep_Clipped = 25.25252525 [kHz]
= Irr Domain = Proten
- Irr_Freq = 359.78219836 (Miiz)
Z Trr_offset = Sippm]
Blanking = S[us]
= clipped = TRUE
= scans = 8192
Total_Scans = 8192
=
"] Belakation pelay -
= =
v -
= -
- -
= | -
- -
Z= Irr_Atn_Dec_calc =
=3 Trr_Atn_Dec_Default_Calc =
2 Trr_Atn Moo = 27.45[aB]
5= Irr_Dec_Bandwidth_Hz = 4.7826087 [kHz]
= TrrDec Bandwidth Ppm = 11. -
] Irr Dec Freq = 339.78219838 [Miz]
== 1 Irr_Dec_Merit_Factor =2.2
= S § — § ; o I } R e Irr_Decoupling = TRUE
R A A R R S e B e S Fin 404 vt
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
| L LL Irr_offset_Default = 5[
Trr_pwidth = 0.115[ms]
Trr_Pwidth_Default = 0.115[ms]
Irr Pwidth Default cale = 0.115[ms]
Irr_pwidth_Templ = 0.115(ms)
Trr_Wurst -
X Decimation_Rate =0
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:JEDLO

X : parts per Mi

on : Carbonl3

a (0] H H
2 - -
ACH N OM Filename = 20240620_TK-0314782_px«
~ Y e Auther = gelta
s - Experiment = proton.3xp
= . 14 = 20240620_TK-0314782
4 ~ Selvent = DMSO-DE
Actual Start Time = 20-JUN-2024 11:42:13
= O Revision_Time = 20-JUN-2024 14:24:59
\ 7/ = TR-03147B2
N S OH = 1D comrLEX
~ /\/ = 104858
= N = Proton
= = Proton
- H 15 - = :ﬂﬂ]
1 3 B -
- = 5_Cys 2 spectrometer = DMM-ECZ4008/11
Fiela strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 5]
B X _Domain =
X_Freq = 395.78219838 [MHz]
o X ofzaet = Stppm
= X_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
- = 5.595520384 [kHz]
= = Proten
= 395.79219838 [MHz]
E = = 5(ppm]
= = Proton
= 2 H o8 = 39978219838 [MHz]
J & 2 o= o = 5ppml
= = = a = 2[us]
= TALSE
=18
£ Total_scans =16
=
Relaxation_Delay = 5[s]
Recvr gain '
Temp_get. = 22.7(dc)
2 X_50_Width = 6.4[us]
= X_Aoq_Time = 2.18628096(s]
X Angle = s5[deq]
E X_atn = 2.4[dB]
X_Pulse = 3.2[us]
.2 | Irr_Mode = ot
S = | Tri_Mode = off
g Dante_Loop = 500
= | ‘ Dante Presat = FALSE
2 | (] Decimation_Rate =0
2= N A A Initial Wait = 1[=]
B Fhase = {0, 50, 270, 180, 18O,
- e ' = —. e e T T T T T T prasat Time = 3is]
8.0 7.0 6.0 2.0 Lo 0 Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
) e Relaxation Delay_Temp = §
- - = Iy EEmOrEE GMeNbmOREmR ¥ Repecition Tine = ToasszsensiEl
i3 dR=23 48 ERSE5SY IRSAZ-RRERT 3
- LoEe = ) AT T T AT mmmmmEeinnN -
X : parts per Million : Proton
S
g JEOL
I
<
E
-
=
—_ = 20240618_TK-03147B _:
= = delta
g E| = carbon. jxp
S = 20240613_TK-03147B
= = DMS0-DE
= = 18-JUN-2024 20:15:1
= = 19-JUN-2024 11:57:3:
%
- = TK-03147B
= = 1D COMPLEX
= = 26214
= = Carben13
= = Carbon13
= = [ppm]
Z =%
o = JNM-ECEA008/L1
=]
= Field strength = 9.389766[T] (400 [MK:
= X_Acq_puration = 1.03809024 5]
Z = 13¢
= 100.52530333 [MHz]
= = 100(ppm)
o *_Points = 32768
= X Prescans =4
= X_Resolution = 0.96330739 [Hz]
= X sweep = 31.56565657 [XHz]
= *_Sweep_Clipped = 25.25252525 [kHz]
= TEr_Domain = proten
= Irr_Freq = 399.76219838 [Mz)
= Tre offset = 5(ppm]
= Blanking = S[us]
= clippea = TRUE
scans = 8192
= Total_Scans = 8182
- Relaxation Delay -
v =
= -
w =
= -
= =
= z
z b Irr_Atn_Dec_calc =
EEE Trr_htn Dec_Default_Cale =
il Irc_Atn_Moe = 27.49[dB]
S = Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
£ = Irr_Dec_] i Ppm = 11. ]
e I Irr Dec Freg = 399.78219838 [MHz)
= |- N Irr_pec Merit_ractor =2.2
=~ R i o i ) o o I I Irr_bDecoupling = TRUE
T S R B g B B B RaARS L L [y 4 e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
1 ) 3 Irr_offset Default = 5[
| N e T,
LN Trr_Pwidth_Default = 0.115[ms)
k3 z = 22z 2 Trr Pwidth Default cale - 0.115[ms]
L i = Sur A Irr_Pwidth Templ = 0.115[ms)
g8 g a 2E% A Irr_Wurst =
- - - - Decimation_Rate =0
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abundance

324

0]
AcHN
3 \:)J\OMe
~
)S\S\s”o OH
AN SN
a2 H
10-Cys
1 B
A I'slu' Cae T

1T

2.04

106
111

3.26

294

Lo 0

:JEDLO

Spectrometer

Fiela strength
X_Acq_puration
X_Demain
X_Frogq

x orfset
X_Points
x_Prescans
x_Resolution

Total_scans

Relaxation_Delay
Recvr_gain

Initial Wait

Fhase

Presat_Time
Presat_Time_Fla
Relaxation Delay Cale
Relaxation_Delay_Temp
Repetition Time

20240912_TK-04010I_pro
delta

proton.3xp
20240912_TK-040101
DMSO-D§&

12-5EP-2024 17:30:41
12-5EP-2024 18:40:29

TK-040101
1D COMPLEX
104858
Proton
Froton
[

x
THM-ECZ4005/L1

9.383766(T] (400 [MHz])
2.18628096(s]

395.78219838 [MHz]

0.45739775 [Hz]
7.4540048 [kHz]
5.985520384 [kHz]

oton
399.78219838 [MHz]
5 [ppm]
Froton
399. 78219838 [Mz]

6.5 [us]
2.18628096(s)
45[deq]
2.4[dB]
3.25us]

off

off

500

FALSE
o

1[=]
o, so, 270, 180, 180,
5(s]
FALSE
o[=]

7.18628096 (=]

(thousandths)

=
a
=2
=
s
2
=
=
=
=
s
2
"
=
2
3
=
fac]
=
=
=2
2
=
=
2
=
2
*®
2
=
=
=

5.0

1.0 2.0 3.0 4.0

I |

:JEDLO

0

210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0130.0 1
|

X : parts per Mi

170.726
169.643
148.829
121.825 —

on : Carbonl3

N
20.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 100 0
' N

22749 7
22.280

Field strength
X_Aeq_buration

X_Points
X Prescans
X_Resolution
X_sweep
X_sweep_Clipped
IFr_Domain
Irr_rreq
Trr_offset
Blanking
clippea

scans
Total_scans

Relaxation Delay

Irr_atn_Dec_calc
Trr_Atn_Dec_Default_Cale
Irc_Atn_Moe

Ire Dee_Bandwian_Hz

Irr_Dec

20240914_TK-04010T
aelta

carbon. 3xp
20240914_TK-080101
DMSO-DE

15-5EF-2024 18:31:3:
17-5EP-2024 10:40:0

TK-04010T
1D COMPLEX
26214
Carben13
Carbon13
[ppm]

X
INM-ECZ4005/L1

9.389766(T] (400 [MH:
1.03809024 (3]
3c

100.52530333 [MHz)
100 [ppm)

32768

1

0.96330739 [Hz]
31.56565657 [kHz]
2525252525 [KHz]
Proton
399.78219838 [Miz]

21,
4.7826087 [RK2]

Ppm

TrrDec Freq
Irr_Dec_Merit Factor
Irr_Decoupling
Trr_Woe

Irr Woise

Irr_offset Default
Trr_Pwidth
Trr_Pwidth_Default

Irr Pwidth Default cale

Irr_pwidth_Templ
Trr_Wurst
Decimation_Rate

. )
39978219838 [Maz]
.2

TRUE
TRUE
WALTZ

s
0.115[ms]
0.115[ms]
©.115[ms]
©.115[ms)

SI161




abundance

0 0.01 0.02 0.03 0.04 0.05 0.06 0.07 0.08 0.09 0.1 0.11 0.12 0.13 0.14 0.15 0.16 0.17 0.18 0.19 0.2

:JEDLO

X: ;ar(i per Million : Proton

(@] . A
= =
AcHN\)k "
OMe
s o 0
\ 7/
\ S\ OH
N
H
z0 ElE
6-Cys
5 g 3 2
- - =
-
s
g
|
H'
I
|
12.0 11.0 10.0 9.0 5.0 4.0 3.0 2.0 1.0 0
= )/
o == oo -z P A A N T Ty
2 £3 48 2% EESu32 gnOSfS2RR3083d3
b i 4% 2% 33333 EnEEEIhoansitE

Filename = 20240628_TK-03150C_pro
Auther = gelta
Experiment = proton.3xp

. 1. = 20240628_TK-03150C
Solvent = DMSO-D§&
Actual Start Time = 28-JUN-2024 19:48:12
Revision_Time = 1-JUL-2024 11:01:25

TR-03180C
1D coMPLEX
104858
Proten
Proton
(ppm)

x
Spectremeter TNM-ECZ400S/L1
Fiela strength
X_Acq_puration
X_Demain
X_Frogq

x orfset
X_Points
x_Prescans
x_Resolution

9.383766(T] (400 [MHz])
2.18628096(s]

395.78219838 [MHz]
5 (ppm]

16384

1

0.45739775 [Hz]
7.4540048 [kHz]
5.985520384 [kHz]

oton
399.78219838 [MHz]
5 [ppm]
Froton
399. 78219838 [Mz]

Total_scans

Relaxation_Delay

Recvr gain

6.95[us]

2.18628096(s]
5 (deg]

2.4[4B]

3.475[us]

off

ofe

500
FALSE

o
Initial Wait 11s]

Fhase 10, %0, 270, 180, 180,
Presat_Time 5(2]

Presat_Time_Fla FALSE
Relaxation Delay Cale = 0[s)
Relaxation_Delay_Temp

Repetition Time 7.18628096 2]

(thousandths)

L0 2.0 3.0 4.0 50 6.0 7.0 8.0 9.0 10.011.012.013.014.015.016.017.018.019.020.021.0 22.023.0
|

0

|

:JEDLO

210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 7
I

=w -
EAT
sEY
+Sa
EEZ

X : parts per Million : Carbon

142,725 —
121.423

T
0.0

T
60.0 50.0 40.0 30.0 20.0 10.0 0
J L LL

20240628_TK-03150C
aelta

carbon. 3xp
20240623_TK-03150¢
DMSO-DE

28-JUN-2024 20:05:2
10-5EP-2024 16:24:1

= TK-03150C

= 1D comPLEX

= 26214

= Carben13

= Carbon13

= [ppm]

=x

= JWM-ECZA005/L1
Fiela strength = 5.389766[T] (400 [MK;
X_Acq_puration = 1.03809024 (5]
%D = 13¢

eg = 100.52530333 [MHz]

X ofsset = 100[ppm)
X_Points = 32768
X Prescans =4
X_Resolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [XHz]
X_sweep_Clipped = 25.25252525 [kHz]
IFr_Domain = Pproten
Irr_rreq = 399.78219838 [Miz)
Trr_offset = S{ppm]
Blanking = 5[us]
clippea = TRUE
scans = 10000
Total_scans = 10000

Relaxation Delay

1.03809024 (8]
30 [deg]

8[aB]
3.34[us]
27.4[am]
27.4[dB]

Irr_Atn_pec_calc

Trr Atn Dec_befault_ale = 27.4[dB]
Irc_Atn_Moe = 27.4[aB]
Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
Trr_Dec_t idth_Ppm = 11. )
Irr Dec Freg = 399.78219838 [MHz)
Irr_Dec_Merit Factor =2.2
Irr_Decoupling = TRUE

Trr_Woe = TRUE

Irr Woise = WALTZ
Irr_offset Default = 5[

Trr_Pwidth = 0.115[ns]
Trr_Pwidth_Default = 0.115[ms)

Irr Pwidth Default cale = 0.115[ms]
Irr_pwidth_Templ = 0.115[ms)
Trr_Wurst =

Decimation_Rate =0
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:JEDLO

O o
=
w
Achn.
OMe Filename = 20240613 _TR-03143CD_pr
i} - Author = delta
= Experiment = proton.jxp
. 14 = 20240613_TR-D3143D
N Sclvent = DM50-D&
S Actual Start Time = 13-JUN-2024 16:11:55
O 3 Revision_Time = 14-JUR-2024 18:12:23
\ 7/ 3
= TK-03143CD
o S<, ~_OH g
N = 104858
= Proton
= Proton
o H = [ppm)
=x
Spectrometer = JMM-ECZA008/11
o 7_c S (2 Field strength = 9.389766[T] (400[MHz])
2 y - %_Aeq_uration = 2.18628096 5]
X_Domain =
X_Freq = 395.78219838 [MHz]
X offset = s(ppa]
X_Points = 16384
X Prescans -1
%_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.99520384 [kHz]
= = Proton
1 = 395.79219838 [MHz]
= Sippm]
= Proton
= 399.78219838 [MHz]
= 5 (ppm]
= 2(us]
= FALSE
=18
Total_scans =16
2 2 H 2 z Relaxation_Delay = 5(s)
2 ] = = 2 Recv: Gain = a6
= 22.3(dc)
= 6.4[us]
= 2.1B628096(s]
= 45[deg]
I = 2.4[4B]
= 3.2[us]
. = off
2 = off
= 500
E | T
] | . =0
2 o ) I I B N | . |rInitial Wait = 1[s]
B Fhase = {0, S0, 270, 180, 180,
- e - - o S S T T T presat mime = Ste
8.0 7.0 6.0 2.0 Presat_Time_Fla = FALSE
I I 1 Relaxation_belay Calc = 0(s]
. T | mter s
A \ AN Repetition Time = 7.18628096 =]
2 g =% 22= 2 223 H
5% 8 53 ey = =22 2
o o e P o ed e = S22 =
X : parts per Million : Proton
=
s JEOL
a
=
S
= = 20240613 TK-03143CD
= = delta
- = carbon.
= = TK-03143cD
- = DMSO-D&
- = 14-JUN-2024 01:37:0
<] = 14-JUN-2024 18:30:3!
=
- = TK-03143CD
] = 1p comerex
= = 26214
= = Carbon13
- = Carbon13
- = [ppm]
e -x
- = JNM-ECEA008/L1
Z Field strength = 9.389766[T] (400 [Ms:
= X_Acq_puration = 1.03809024 5]
= = 13¢
= 100.52530333 [MHz]
- = 100(ppm)
s *_Points = 32768
= X Prescans s
- X_Rasolution = 0.96330739 [Hz]
= X_sweep = 31.56565657 [XNz]
= *_Sweep_Clipped = 25.25252525 [kHz]
Tir Domain = Proton
= Irr_Freq = 399.78219838 [MHz]
= Trr_offset = 5(ppm]
= Blanking = S[us]
= clipped = TRUE
scans = 4096
= Total_Scans = 4096
&
Relaxation Delay -
=] =
L -
<] H
el -
= -
™ -
Z= Irr_Atn_Dec_calc =
= a Trr_Atn_Dec_Default_Calc =
2 Irc_Atn_Moe = 27.43[a8]
E Irr_Dec_Bandwidth_Hz = 4.7826087 [kHz]
g | IrDec Bandwidth Ppm = 11. -
] Irr Dec Freq = 339.78219838 [Miz]
= A Irr_Dec_Merit_Factor =2.2
= S § — § ; . e } R e Irr_Decoupling = TRUE
R A A R R S e B e S Fin 404 vt
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
| J Irr_offset_Default = 5[
| AL s i,
LN Trr_Pwidth_Default = 0.115[ms]
o z =zt 2 Trr Pwidth Default cale - 0.115[ms]
s d 1exe A Irr_Pwidth Templ = 0.115[ms)
3 2 %% A Trr_Wurst -
- - Decimation_Rate =0
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o) 2 JEOL ;
-
w;
=
ACHN \)J\ Filename = 20240826_TR-040111_pro
v OMe Author - aeita
Experiment = proton.jxp
. 1. = 20240825_TK-040111
Solvent = CHLOROFORM-D
Actual Start Time = 26-AUG-2024 13:04:46
- Revision_Time = 26-AUG-2024 13:50:11
- N \ = TR-04011T
= = 1D compLEX
N t/ = 2 = 104658
o = - = Proton
s ) e
= [ppm
N =x
0" WH P -,
Fiela strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 5]
el X _Domain =
= X_Freq = 395.78219838 [MHz]
zoeeser = 5(ppm]
nts = 16384
s Fbrescans -
i X_Resolution = 0.45739775 [Hz]
. = 7.4940048 [kHz]
2c_H|ST = 5.98520384 [kKz]
= Proton
= 395.79219838 [MHz]
= 5(ppm]
o = Proton
= 39978219838 [MHz]
= 5 (ppm]
= 2[us]
= TALSE
— - =16
Z= 2 = Total_scans =16
S| = -
Relaxation_Delay =
Recvr gain -
| = 6.5[us]
= 2.1B628096(s]
= 45[deg]
= 2.4[4B]
= 3.25[us]
. = ofe
g = ofs
2 = 500
3 ‘ = aax
2.1 o vl J ol b |raitial_wait = 1(s)
B Fhase = {0, 50, 270, 180, 18O,
- e ' T T T T T T prasat Tima = 3is]
2.0 0 Presat_Time_Fla = FALSE
| Relaxation_Delay Cale = 0[s]
I ‘ Relaxation Delay Temp = 5[s]
I Repetition Time = 7.18628096 =]
xm =ms 2D s
=2 &% 3 Ex% =
A dm = 222 s
= o
=
= 20240828_TK-040111 ¢
= delta
= carbon. jxp
= 20240828_TK-040111
= CHLOROFGRM-D
= 29-AUG-2024 04:00:0
= 29-AUG-2024 14:05:0
= TK-04011T
= 1D compLEX
= 26214
= Carben13
= Carbonl3
= [ppm]
= o
3 = JNM-ECEA008/L1
Field strength = 9.389766[T] (400 [MK:
X_Acq_puration = 1.03809024 5]
XD = 13¢
= X_Freq = 100.52530333 [MHz]
@] 3 oftaer = 100[ppm]
nts = 32768
x Prescans -
X_Resolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [xHz]
= *_Sweep_Clipped = 25.25252525 [kHz]
-] TEr_Domain = proten
Irr_Freq = 399.76219838 [Mz)
Trr_offset = 5[ppm]
Blanking = S[us]
clippea = TRUE
= scans = 4096
e Total_scans = 4036
Relaxation Delay -
Recvr_oain =
= -
P -
—_ IEr_Atn Dec -
zZ Irr_Atn_Dec_Calc =
£~ Trr_Rtn_Dec_bDefault_Cale =
2 Irc_Atn_Moe =27,
= | Ire_Des Bandwideh Hz = 4.7826087 [kHZ]
z | Irr_Dec_] i Fpm =11. ]
e Irr Dec Freg = 399.78219838 [MHz)
£= Irr_Dec_Merit_Factor =2.2
~ Irr_Decoupling = TRUE
R R R R RS R S B R R R R R R R R oy e
210.0200. Dl?l’ﬂlsﬂﬂl?l}ﬂlﬁﬂolﬁﬂﬂ“ﬂ013!] 0120.0110.0100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 -10.0 | 1rr Noise = WALTZ
| l | ‘ | | Irr_offset Default = 5[
/ ! Trr_Pwidth = 0.115[ns]
! / Trr_Pwidth_Default = 0.115[ms)
2 £x = un 2= R4 mpeE x0T Irr Pwidth Default cale = 0.115[ms)
eh: ar 3 = = San 8 =335 = Irr_pwidth_Templ = 0.115(ms)
gg 28 % =5 S8 83 sSdAR=: ¢ Tenuzat -
o bl - - - Decimation_Rate =0
X : parts per Million : Carbonl -
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0.16 0.17 0.18

298

n
307

:JEDLO

e
(AR ERK]

20240826_TK-04011G_pro
delta

proton. 3xp
20240826_TR-04011G
CHLOROFGRM-D
26-AUG-2024 12:57:37
26-AUG-2024 14:37:04

X : parts per Mi

171170

170.671
139.547
128.066
126.916
122.786

on : Carbonl

210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0

|

77.000
76.684

70.0 60.0 50.0 40.0 30.0
|

52.765
44.764
22.848
11.080

Irr_Decoupling

Trr_Noe

Irr Neise

Irr_offset Default
Trr_Pwideh
Trr_Pwidth_Default

Irr pwidamn Default cale
Irr_pwidth_Templ
Trr_Wurst
Decimation_Rate

TRUE
TRUE
WALTZ

s
0.115[ms]
0.115[ms]
©.115[ms]
©.115[ms)

w
-
=
3 /
= N \/ = TR-040116
= 1p comprEx
] = 104858
= = Proton
\ O e
~ - = [ppm)
= /1 3= =x
= g=0 a3 Srocrrsanter g O—
= o \ rield strengtn - 5.385766[7] (400(MHz])
o = X_Acq_Duration = 2.18628096(5)
NH X Domain :
;—' X_Freg = 395.78219838 [MHz]
X offset = 5(ppm]
. X_Points = 16384
£ X Prescans =1
s %_Resolution = 0.45739775 [Hz]
- = 7.4940048 [kHz]
= = 5.595520384 [kHz]
= = Proton
- = 395.79219838 [MHz]
= . = Sippm]
= 2c-His™ - rrcton
- g = 399.78219838 [MHz]
= El : d = 5(ppm]
2 B &= = i
= = = FALSE
v =18
g Total_scans =16
-+ Relaxation_Delay = sts)
S Recvr_@ain = 36
s = 22.9(dc)
0 = 6.5[us]
= = 2.1B628096(s]
s = 45[deg]
- = 2.4[4B]
s = 3.25[us]
. S = ot
8 _ | | = ofe
£= = 500
= i = FALSE
] =0
22 D S o | Initial wait =112
B Fhase = {0, S0, 270, 180, 180,
- - : - B R e Tresst_rine - ity
8.0 0 Presat_Time_Fla = FALSE
Relaxation_belay Calc = 0(s]
Relaxation Delay_Temp = §
\ Repetition Time = 7.18628096 (2]
5 zsop 33 z E Z : -
= J 2xx =53 & 3 b 2
® s oEdd Ed . = - =
X : parts per Million : Proton
=
) o
)
= = 20240828_TK-040116 ¢
= delta
= carbon.ixp
= 20240823_TK-040116
= = CHLOROFGRM-D
] = 28-AUG-2024 18:43:2
= 25-AUG-2024 14:00:2
= TK-04011G
= 1p comerex
= = 26214
= = Carbon13
= Carbon13
= (ppm]
=x
= JNM-ECEA008/L1
)
= Field strength = 9.389766[T] (400 [MH:
X_Aeq_buration = 1.03809024 5]
= 13¢
= 100.52530333 [MHz]
= = 100(ppm)
= *_Points = 32768
X Prescans =4
X_Rasolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [XNz]
*_Sweep_Clipped = 25.25252525 [kHz]
= Tir Domain = Proton
-+ Irr_Freq = 359.78219836 (Miiz)
Trr_offset = Sippm]
Blanking = S[us]
clipped = TRUE
scans = 4096
s Totad_scans = t0ss
Relaxation Delay -
= =
o -
"5 = Irr_Atn_Dec_calc =
Rl Irr_htn Dec Default Cale =
2 Irc_Atn_Moe =27,
F Irr_Dec_Bandwidth_Hz = 4.7826087 [kHz]
g Irr Dec Bandwidth_Fpm = 1i. -
] Irr Dec Freq = 339.78219838 [Miz]
e Irr_Dec_Merit_Factor =2.2
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0.12
o

:JEDLO

ACH N \)’k Filename = 20240703_TK-03138E2_pr:
OMe Author = delta
- Experiment = proton.3xp
z . 1. = 20240703_TK-03138E2
- Solvent = DMSO-D§&
Actual Start Time = 3-JUL-2024 11:23:53
= Revision_Time = 3-JUL-2024 12:02:31
N = TR-03138E2
s A -
= N i/ = 104858
hd O = Preton
~ = Proton
=S = [ppm)
= 7, =x
2 7N\
] 0] N Spectrometer - Tae-rozsoos/n1
Fiela strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 5]
= X _Domain =
- X_Freq = 395.78219838 [MHz]
(0] Torree 2 Steen
. X_Points = 16384
] 2t_H |s‘r X prescans =1
= X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
- = 5.595520384 [kHz]
w S = proton
= " = 395.79219838 [MHz]
< = 5[ppm]
= Proton
= 39978219838 [MHz]
2 = 5(ppm]
= = 2(us]
= TALSE
=18
“ Total_scans =16
2
= Relaxation_Delay = 5[s]
Recvr gain '
- = 22.6(dc)
o - - % H § =2 | = &.95us]
=~_ bl B - ' = 2.1B628096(s]
| = 45[deg]
= 2.4[4B]
= 3.475[us]
. = ofe
b ‘ - oee
g = 500
= = FALSE
2 3 =0
2 Initial Wait = 1(s)
B Fhase = {0, 50, 270, 180, 18O,
R R T R B o B - Presat_Time = s
9.0 8.0 7.0 6.0 5.0 Presat_Time_Fla = FALSE
| Relaxation_Delay Cale = 0[s]
Relaxation Delay Temp = 5
A ~ AN N/ _ Delay !
Repetition Time = 7.18628096 =]
523 5Es3 $  3b3n 2gInEac ZEp oz H
R EEEE - Fede SEEYIZC EEE O H
* o6 o Eddd i FE AT mmAmmAmE M = =
X : parts per Million : Prot
4 JEOL
s
= 20240703_TR-03138E2_px
= delta
= proton.3xp
= 20240703_TK-03138E2
= DMSO-D§&
= 3-JUL-2024 11:23:53
= 3-JUL-2024 12:02:31
= TK-03138E2
= = 1D comrLEX
= = 104858
hd = Preton
= Proton
= [ppm]
z =x
= Spectrometer = JHM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
= X_Acq_puration = 2.18628096 5]
=S4 fac X_Demain =
= - X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
X_Points = 16384
< | X Prasoans -
= X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
- = 5.595520384 [kHz]
w S = proton
= " = 395.79219838 [MHz]
b = 5[ppm]
= Proton
= 39978219838 [MHz]
2 = 5(ppm]
= = 2(us]
= TALSE
=18
“ Total_scans =16
2
= Relaxation_Delay = 5[s]
Recvr gain '
e = - - Temp_get. = 22.6(dc)
o Z = = = £ X_50_Width = 6.95[us]
=7 = B= X_Aoq_Time = 2.18628096(s]
| X Angle = s5[deq]
X_atn = 2.4[dB]
- X_Pulse = 3.475[us]
—E | | | Trr_Mode = oef
8= 1 Tei_Mode = ogs
] | Dante_Loop - 500
= | Dante Presat = FALSE
£ | » Decimation_Rate =0
Es— S Initial Wait = 11s]
B Fhas = {0, 50, 270, 180, 18O,
—————————————————————— R o A - Presat_Time = s
9.0 6.0 20 Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
/ Relaxation Delay Temp = 5
Repetition Time = 7.18628096 =]
e = —ea e =
g k] nEE % H
= wl P - =
X : parts per Mil

SI166




50.0

40.0

10.0

(thousandths)

S Igg
s &=

I

| U
T e
9.0 8.0 7.
I

m e asmmse
£ B3 GERaN
Feee e

= =
X : parts per Million : Proton

717

0.91

3.656
3.639

[

i

R e e

3.0

:JEDLO

304

-
-

1838

0.000

Filename = 20240702_TR-03138E1_px
Auther = gelta
Experiment = proton.3xp

. 1. = 20240702_TK-03138E1
Solvent = DMSO-D§&
Actual Start Time = 2-JUL-2024 11:18:15
Revision_Time = 2-JUL-2024 13:57:33

= TK-03138E1
= 1D comPLEX
= 209715
= Proton
= Proton
= [pp=)
=x
Spectremeter = JWM-ECZ4005/L1
Fiela strength = 9.383766(T) (400[MHz])
X_Acq_puration = 4.37286192(5)
X_Domain =
X_Freq = 395.78219838 [MHz]
x orfset = 5(ppa]
X_Points = 32768
x_Prescans =1
x_Resolution = 0.22069808 [Az]
= 7.4840048 [kHz]
= 5.595520384 [kHz]
= Proten
= 399.78219838 [MHz]
= 5[ppm]
= Proton
= 399.78219838 [Mz]
= 5(ppml
= 2[us]
= FALSE
=18
Total_scans =16
Relaxation_Delay 51s]
Recvr_gain 6

"85 [us]

4.37256192(s)
5 [deg]

2.4[dB]

3,475 [us]

off

ofE
500
FALSE

o
Initial Wait 11s]

Fhase 10, %0, 270, 180, 180,
Presat_Time 5(2]

Presat_Time_Fla FALSE
Relaxation Delay Cale = 0[s)
Relaxation_Delay_Temp

Repetition Time 9.37256192(]

4.0 6.0 8.0 100 12.0 140 160 180 200 22,0

2.0

:JEDLO

(thousandths)

210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0
A

g3
£8

on : Carbonl

614

X : parts per Mi

65.469

25.135
22.280

20240705_TK-03138E1
aelta
carbon. 3xp
20240705_TK-03138E1
DMSO-DE

5-0UL-2024 20:10:0
10-JUL-2024 15:22:2

= TK-03138E1
= 1D comPLEX
= 26214
= Carben13
= Carbon13
= [ppm]
=x
= JWM-ECZA005/L1
Fiela strength = 5.389766[T] (400 [MK;
X_Acq_puration = 1.03809024 (5]
= 13¢
= 100.52530333 [MHz]
= 100 [ppm)
X_Points = 32768
X Prescans =4
X_Resolution = 0.96330739[Hz]
X_sweep = 31.56565657 [XHz]
X_sweep_Clipped = 25.25252825 [kHz]
IFr_Domain = Pproten
Irr_rreq = 399.78219838 [Miz)
Trr_offset = S{ppm]
Blanking = 5[us]
clippea = TRUE
scans = 6500
Total_scans = 6500

Relaxation Delay

Irr_Atn_pec_calc
Trr_Rtn Dec_Default_Cale

Trr_Atn_Moe 27.4[dB]

Ire Dee_Bandwian_Hz 4.7826087 [kHz]
Irr_Dec_] i Fpm 11. ]
Irr Dec rreg 399.78219838 [MHz]
Irr_Dec_Merit_Factor .2

Irr_Decoupling TRUE
Trr_Noe TRUE

Irr Neise WALTZ
Irr_offset Default 5[
Trr_Pwideh 0.115[ms]
Trr_Pwidth_Default 0.115[ms]
Irr Pwidrn Default Cale = 0.115[ms)
Irr_pwidth_Templ 0.115[ms)
Trr_Wurst

Decimation_Rate o
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20240703_TK-03148C_pro
delta

proton. 3xp
20240703_TR-03148C
DMSO-D§&

3-JUL-2024 11:03:38
10-3UL-2024 16:07:23

X : parts per Mi

on : Carbonl3

ba)
=
=
=2
=
=
s
=
=
=
=
W
= N = TR-03148C
s \ = 10 comprEx
- N Q/ = 104858
e} = Proton
= Proton
o \\S = (ppm)
s O\ F -
O pectrometer = JWM-ECZ4005/L1
~
24 NH megsmach = st (oobu)
X_Acq_puration = 2.18628096 (5]
= X_Domain =
= X_Freq = 395.78219838 [MHz]
x orfset = s(ppa]
- X_Points = 16384
= X_Prescans =1
x_Resolution = 0.45739775 [Hz]
£ HO x = 7.4940048 [kHz]
= HP = 5.98520384 [kHz]
ot 5-His Zioten
=] = 399.78219838 [MHz]
= = 5[ppm]
= = Proton
= = 399.78219838 [Mz]
= : = 5 (ppm]
- o z (2 = 2us)
= = - - = FALSE
= =16
w Total_scans =16
=
b = Relaxation_Delay = 5(s]
= & Recvr gain = 46
= Temp_get. = 22.7[dc]
ol X_50_Width = 6.95[us]
o) X_Acq_Time = 2.1B628096(s]
§ o 1S - %3 = = 45[deq]
== 2 | 2 ‘ x_Atn = 2.4[dB]
o | X Pulse = 3.475[us]
o =1 | | i Trr_Mode = oef
< I Tri_Mode = ogs
g b= | ‘” Dante_Loop = 500
== | Dante Presat = FALSE
g I " Decimation Rate =0
Z= — AN P Initial Wait = 1[s]
B Fhase = {0, 50, 270, 180, 18O,
—r —r : A T — T R AR T | presat_mime - s0e
8.0 7.0 6.0 5.0 4.0 3.0 2.0 Lo 0 Presat_Time_Fla = FALSE
1 Lo 1 | i | Relaxation_Delay Cale = 0[s]
| / ; Relaxation Delay_Temp = §
SAANAA N Repetition Time = 7.18628096 (5]
= § aegzgaZz § 2 § z 5
7 n ET93ISS3 LEE %
e T TR PR I S =
=
3 JEOL
A
=2
3
-l = 20240701_TK-03148C
E = aelta
= carbon. jxp
= = 20240701, TK-03138C
a8 = DMsO-DE
= 1-JUL-2024 20:37:3:
E = 31-JUL-2024 13:39:3¢
=
'?. = TK-03138C
= 1D compLEX
E = 26214
= = Carben13
= = Carbon13
= = [ppm]
E =x
- = JWM-ECZA005/L1
= rield strength = 5.389766(T] (800 [
E X_Acq_puration = 1.03809024 (5]
= 13¢
3 E = 100.52530333 [MAz]
= = 100 [ppm)
*_Points = 32768
X Prescans =4
= X_Resolution = 0.96330739[Hz]
el X_sweep = 31.56565657 [XHz]
- *_Sweep_Clipped = 25.25252525 [kHz]
IFr_Domain = Pproten
= Irr_rreq = 399.76219838 [Mz)
= Trr_offset = 5[ppm]
- Blanking = S[us]
E clippea = TRUE
scans = 6000
s rotal_scans = 6000
E Relaxation Delay =
= =
= -
= | =
= =
z Irr_Atn_Dec_calc -
s o Trr_Atn_Dec_Default Cale =
z a7 Trr_Atn_Noe = 27.4[aB]
= Ire Dee_Bandwian_Hz = 4.7826087 [kHz]
z Irr_Dec_] i Ppm = 11. ]
] | J | I Irr bec Freq = 399.78219838 [MHZ]
= | 1 L I Irr_pec Merit_ractor =2.2
=~ B i I i ) o o I I Irr_bDecoupling = TRUE
I B I R I &1 T T T T T T T T T T Z e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
| | | | | \ Irr_offset Default = 5[
\ | P Trr_Pwideh = 0.115[ns]
I ! ~7 ) Trr_Pwidth_Default = 0.115[ms]
3z 3% 2 38 W m e s Irr Pwidth Default cale = 0.115[ms)
2 e = Mo sswaSan o Irr_Pwidth Templ = 0.115[ms)
g 23 & S% TEEIFERA A Trr_Wurst =
- - e Decimation_Rate =0
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o
4.03

:JEDLD

=
'_G_' ACH N \)J\ = 20240701_TK-03148D_pra
-~ “OMe S
= proton. jxp
= 20240701_TK-03138D
= DMSO-DE
= 1-JuL-2024 20:29:27
= = = 31-JUL-2024 13:37:37
z N : - m-osiam
N \// H = 1D comPLEX
- = 104858
= Proton
= Proton
= \ < [eeml
= /// Spectrometer = JNM-ECE4005/L1
=
S iy
| X_Acq_Duration = 2.18628096[s]
XD =
H N X_Freq = 399.78215838 [MHz]
= - X ofEset = 5[ppm)
= - 3 X_Points = 16384
= 2 - X Prescans =1
- %_Resolution = 0.45738775[Hz]
X_sweep = 7.4940048 [kHz]
X_sweep_Clipped = 5.99520384 [kHz]
OH o R
- Irr_rreq = 399.78219038 miz]
=1 5 H el Irr_offset = Sppm]
- =AIs Tri_Domain = Proton
Tri Freq = 399.78219838 Mnz]
Tri_offset = 5(ppm)
Blanking = 2[us]
Clipped = FALSE
- ® = seans =16
= 2 ) Total_scans =16
= 2
- Relaxation_Delay = 5[s]
Recvr_Gain =36
Temp_gst. = 22.6[dc)
X_50_Width = £.95[us]
X_Acq_Time = 2.18628036[s]
= X Angle = 45[deq]
- X_Atn = 2.4[dB)
5= | | e g
= | | Izz_Mode = off
'g f | Tri_Mode = OEf
= i | Dante_Loop = 500
g | | Dante Presat - rausx
2 ' A 1] Decimation_Rate =0
£ =4 A J _ - (S PN U Initial Wait = 1[s]
~ FPhase = {0, 80, 270, 180, 180,
R B L I R B o - A A A e Fresat_Time e
9.0 8.0 6.0 2.0 1.0 Presat_rime_flag = FALSE
Relaxation_Delay Calc = D[s]
‘ Relaxation_Delay Temp = 5
Repetition Time = 7.18628096[¢]
% o -
g 33 ER% 2
= % =
X : parts per Million : Proton
=
e E
; JEOL
<
gk
= = 20240701_TK-03148D_c
= delta
= = carbon. jxp
e = 20240701_TK-03138D
- = DMSO-D&
= 2-JuL-2024 03:57:1
= 2-JuL-2024 13:18:1
=]
=g = TR-03138D
= 1D compLEX
E = 26214
= = Carben13
E = Carbonl3
= [ppm]
E =X
= = JNM-ECEA008/L1
g
- Field strength = 9.389766[T] (400 [MH:
E X_Acq_puration = 1.03809024 5]
= = 13¢
- = 100.52530333 [MHz]
- = 100(ppm)
E *_Points = 32768
X Prescans =4
= X_Resolution = 0.96330739 [Hz]
= X sweep = 31.56565657 [XHz]
*_Sweep_Clipped = 25.25252525 [kHz]
E TEr_Domain = proten
= Irr_Freq = 399.76219838 [Mz)
= Trr_offset = 5[ppm]
- Blanking = 5[us]
E clippea = TRUE
scans = 6000
= Total_Scans = 6000
4 .t
Relaxation Delay -
= =
= -
= =
- -
z Irr_Atn_Dec_calc =
s. Trr_htn Dec_Default_Cale =
=k Trr_Atn_Mow = 27.4[a8)
H Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
z Irr_Dec_] i Ppm = 11. ]
El | Irr Dec Freg = 399.78219838 [MHz)
== LI | Irr_Dec_Merit_Factor =2.2
~ o ) o ) ~ ) o I o Irr_Decoupling = TRUE
e e T T T T T T et R T R R oy e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
1 | | Irr_offset Default = 5[
\ I Trr_Pwidth = 0.115[ns]
/ A ! Trr_Pwidth_Default = 0.115[ms)
gz o YnF% 23 I Pwidtn Default cale - 0.115[me)
S% ] § § 2z e Irr_pwidth_Templ = 0.115[ms)
=2 5 8855 L Tre_Wurst =
- o = - === Decimation_Rate =0
X : parts per Million : Carbon13 -

SI1169




abundance

o z JEOL ;
3 -
=
£
fac] ACH N \)J\ o Filename = 20240726_TR-04004G_pro
= - OMe Autnox - aeits
Experiment = proton.jxp
= . 1. = 20240725_TK-04004G
] < Solvent = DMEO-DE
s Actual_stact Time = 26-JUL-2024 20:18:50
= Revision_Time = 29-JUL-2024 15:01:24
= N = TE-04004G
= N Q/ = 1D COMPLEX
= 104858
O = Proton
= g = Proton
< > S N O H = = [ppm)
2 - = =x
= O N = - Spectrometer = JNM-ECZ4008/L1
2 ]
2 H rie1a_strengen = 5.300Te00T] (40O
O X_Acq_puration = 2.18628096 5]
. X _Domain =
=] . X_Freq = 395.78219838 [MHz]
= 6_H lsT X ossset = 5(ppm]
X_Points = 16384
~ X Prescans =1
= X_Resolution = 0.45739775 [Hz]
= = 7.4940048 [kHz]
= 5.595520384 [kHz]
© = Proten
=l = 395.78219386 [Miz]
= = 5[ppm]
- = Proton
w ] = 39978219838 [MHz]
g 2 = " = 5[ppal
= ] = 2[us]
- = = FALSE
- =16
= Total_scans =16
Relaxation_Delay = 5[s]
- Recvr gain '
b= Temp_get. = 22.8(dc)
X_50_Width = 6.95[us]
‘ X_Acq_Time = 2.18628096(s]
o | X AngTe - as(aeq)
= X_atn = 2.4[4B]
X_Pulse = 3.475[us]
Trr_Mode = oef
= Tl Mode = ogs
= Dante_Loop = 500
Dante Presat = FALSE
Decimation_Rate =0
= o Initial Wait =1(s]
Fhase = {0, 50, 270, 180, 18O,
T T T Presat Time = 5[=]
12.0 Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
Relaxation Delay_Temp = §
_ | mepecitionrine = 7.18628096 =]
g
. . =
X : parts per Million : Proton

(thousandths)

=
=
A JEOL
= 20240726_TK-04004G ¢
= delta
= carbon. jxp
= 20240728_TK-040046
= DMSO-D&
= 27-JUL-2024 04:08:
= 29-JUL-2024 14:45:4
= TK-04004G
= 1D compLEX
= 26214
= Carben13
- = Carbon13
= = [ppm]
a =x
= JNM-ECEA008/L1
Field strength = 9.389766[T] (400 [MK:
X_Acq_puration = 1.03809024 5]
= 13¢
= 100.52530333 [MHz]
= 100(ppm)
*_Points = 32768
X Prescans =4
X_Resolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [xHz]
*_Sweep_Clipped = 25.25252525 [kHz]
TEr_Domain = proten
Irr_Freq = 399.76219838 [Mz)
Trr_offset = 5[ppm]
Blanking = S[us]
= clippea = TRUE
= scans = 4096
Total_scans = 4036
Relaxation Delay -
Irr_Atn Dec_calc =
Trr_htn Dec_Default_Cale =
Trr_Atn_Mow = 27.4[a8)
Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
Irr_Dec_] i Fpm =11. ]
” | I Irr Dec Freg = 399.78219838 [MHz]
- il - | | 1 Irr_pec Merit_ractor =2.2
e I _ . . I I Irr_Decoupling = TRUE
I L R B e A B B e B I AR LA (=i 4 e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
Il M | Irr_offset Default = 5[
BBl i i,
' Trr_Pwidth_Default = 0.115[ms)
$7 828 2 Irr Pwidth Default cale = 0.115[ms)
o | - = o Irr_Pwidth Templ = 0.115[ms)
£2 % 59 o Tre wurst -
X: WE S Ee Decimation_Rate =0

SI1170




O g JEOL ;
= =
- - -
2 -
acHN_IL :
~ Filename = 20240726_TK-04004F_pro
= - OMe Author = delta hd
b Expariment = proton.jxp
= . 1. = 20240725_TK-04004F
— Solvent = DMSO-D§&
- = Actual Start Time = 26-JUL-2024 20:12:43
= N Revision_Time = 25-JUL-2024 14:57:13
/ = TR-04004F
= N—/ < 1 cowriex
= = 104858
- = Proton
] = Proton
2 \ s <18 = [ppm)
= 1/ a o =x
S: Spectrometer = JHM-ECZ4005/L1
= ] riela strengtn = s.389766[T] (400[MHz])
J X_Acq_puration = 2.18628096 5]
= NH ¥pomain -
X_Freq = 395.78219838 [MHz]
[ X ossset = 5(ppm]
=4 X_FPoints = 16384
= X_Prescans =1
X_Resolution = 0.45739775 [Hz]
" = 7.4940048 [kHz]
= = 5.595520384 [kHz]
= = oton
= 395.79219838 [MHz]
wv = 5(ppm]
w = Proton
= HO o s g2 = =) = 39978219838 [MHz]
= =] B = 5 [ppm]
- = 2[us]
= TALSE
s 6-His™ i
Total_scans =16
] Relaxation_Delay = 5(s)
= Recvr gain '
= 22.9(dc)
= 6.95[us]
(=) = 2.1B628096(s]
g = 45(deq]
= 2.4[4B]
| = 3.475[us]
o= = ore
8= = Off
Hd | = 500
3 | i
2 3 =0
22 (S | DU | S | 'S |V — Initial Wait = 1(s)
B Fhase = {0, 50, 270, 180, 18O,
e e AR aaantt R AR R e ] | prasat_vime = 3is]
12.0 10.0 6.0 3.0 Presat_Time_Fla = FALSE
M Relaxation_Delay Cale = 0[s]
M e el
= ~ ! I Repetition_Time = 7.18628096 (=]
Emwme= 8 ToRmsESaTS® s
EREREy T SRR EESARERE H
R = S P I =
X : parts per Million : Proton
= 20240726_TK-04004F
= delta
= carbon. jxp
= 20240728_TR-04004F
= DMSO-D&
= 26-JUL-2024 20:32:0
= 29-JUL-2024 14:38:0
= TK-04004F
= 1D compLEX
= 26214
= = Carben13
= = Carbonl3
o = [ppm]
=x
= JNM-ECEA008/L1
Field strength = 9.389766[T] (400 [MK:
X_Acq_puration = 1.03809024 5]
= 13¢
= 100.52530333 [MHz]
= 100(ppm)
*_Points = 32768
X Prescans =4
X_Resolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [xHz]
*_Sweep_Clipped = 25.25252525 [kHz]
TEr_Domain = proten
Irr_Freq = 399.76219838 [Mz)
Trr_offset = 5[ppm]
= Blanking = S[us]
= clippea = TRUE
- scans = 4096
Total_scans = 4036
Relaxation Delay -
z Irr_Atn_Dec_calc -
= Trr_htn Dec_Default_Cale =
= Irr_Atn_Noe = 27.4[4B]
H Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
Z TrrDec Bandwidth Ppm = 11. -
-] l Irr Dec_Freg = 399.78219838 [MHz)
=P Il A | | Irr_Dec_Merit Factor = 2.2
~ ~ o } o ) ~ o o ~ I o Irr_Decoupling = TRUE
I L R B e A B B e B I AR LA (=i 4 e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
1 | I Irr_offset Default = 5[
\ - Trr_Pwidth = 0.115[ns]
L Trr_Pwidth_Default = 0.115[ms)
ggsg 3 Irr Pwidth Default cale = 0.115[ms)
SSZs ; Irr_pwidth_Templ = 0.115[ms)
E5ES E Trr_Wurst =
X e Decimation_Rate =0
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:JEDLO

X : parts per Mi

=
I
(o}
g o Filename = 20240710_TK-03141D2_pr:
&1 AcHN Autnox - gelta
OMe AcHN Experiment = proton.jxp
Y OMe . Td = 20240710_TR-03141D2
z Solvent = DMSO-D§&
\(\ actusl mtast mims = 10-7oms6ad 1TisScds
- \//N + Y\ Revision_Time = 10-3EP-2024 19:00:48
3 N N=/ A\ = TR-03141D2
\ 2 =S OH Zioees
29~ =1
S”:O o’ N/\/ = Proton
i oH = Proton
N = [ppm]
= SN =x
3 Mo oH [ I} A,
) Fiela strength = 9.383766[T] (400[MHz])
7-His X_Acq_Duration = 2.18628096 (5]
X _Domain =
X_Freq = 395.78219838 [MHz]
- X ossset = 5(ppm]
= X_Points = 16384
)
= 2 X Prescans =1
- X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
g = 5.595520384 [kHz]
- = Proten
= = 395.79219838 [MHz]
b=} = 5(ppm]
2 = Proton
= 39978219838 [MHz]
= 5 (ppm]
= 2[us]
= = TALSE
s =16
= - Total_scans =16
bl
- 3 Relaxation_Delay = 5(s)
= Recvr gain '
= 22.7(dc)
= == - = 6.95[us]
<} 132 3 = 2.18628086 (5]
= 45[deg]
— = 2.4[4B]
z i = 3.475[us]
E I‘ = ot
| = ofs
& I = 500
] i/ \ \ = raLsE
2 I U ! 3 =0
= S p Initial Wait = 1(s]
~ Fhase = {0, 50, 270, 180, 18O,
= e e T T ppasat Time = 3is]
6.0 1.0 0 Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
‘ Relaxation Delay_Temp = §
N / Repetition Time = 7.18628096 =]
- 2zws FRsaZaGe T WMo S mC SE= m®
33 BEEE RRRARNEI S GUE N33 ZEE RR
ee dddd LR R R R R A SR B B S
: Proton
=2
E
- JEOL
=
-+
~
= 20240905_TK-03141D2
= delta
= = carbon. jxp
o = 20240305_TK-03141D2
= DMSO-D&
E = 5-SEP-2024 19:41:1
= = 10-5EP-2024 19:56:3
=1
- = TK-03141D2
= 1D compLEX
= 26214
b = Carben13
-_ = Carbonl3
= [ppm]
=x
= ter = JNM-ECEA008/L1
e
- Field strength = 9.389766([T] (400 [MH;
E X_Acq_puration = 1.03809024 5]
= = 13¢
- = 100.52530333 [MHz]
- = 100(ppm]
*_Points = 32768
- X Prescans =4
] X_Resolution = 0.96330739 [Hz]
= X_sweep = 31.56565657 [xHz]
*_Sweep_Clipped = 25.25252525 [kHz]
TEr_Domain = proten
= Irr_Freq = 399.78219838 [MHz]
= Trr_offset = 5(ppm]
Blanking = S[us]
E clippea = TRUE
= scans = 7000
- Total_scans = 7000
= .t
Relaxation Delay -
= =
hd -
= =
<] =
z Irr_Atn_Dec_calc =
sS. Trr_htn Dec_Default_Cale =
g Trr_Atn_Noe =21,
H Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
g Irr Dec Bandwidth_Fpm = 1i. -
-] I Irr Dec_Freg = 399.78219838 [MHz)
| = L L | Il | Irr_Dec_Merit_Facter =2.2
= S § i i ; o I ; I . Irr_Decoupling = TRUE
I L R B e A B B e B I AR LA (=i 4 e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
| N Irr_offset Default = 5[
; ) | | e T,
[ / Irr_Pwidth Default = 0.115[ms]
a= %3 5 gEED -z =2 Irr Pwidth Default cale = 0.115[ms)
b Mo o 3 E pch nna @ oo Irr_Pwidth Templ = 0.115[ms)
£g EZ 8 SECZ Z5% & H Trr_Wurst -
il HWHE S mEE- Decimation_Rate =0
on : Carbonl -
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abundance

2 g JEOL
O - "
ACH N \)J\ Filename = 20221108_TK-02070B_pro!
Auther = gelta
OMe Experiment = proton.xp
: . 1. = 20221108_TK-020708
- - Solvent = CHLOROFORM-D
= - Actual Start Time = B-NOV-2022 17:57:22
N Revision_Time = 9-NOV-2022 15:37:14
S H Comment = TK-D2070B
= 1D comrLEX
= 104858
Cys 2 Proton
“ = Proton
= = [ppm]
I~ =x
Spectrometer = JWM-ECZ4005/L1
2 Fieia strengtn - s.3ss7esrz) (oopusan)
X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
X_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.595520384 [kHz]
= Proten
Il = 395.79219838 [MHz]
= = 5(ppm]
= Proton
= 39978219838 [MHz]
= = 5 (ppm]
5 2
= TALSE
=18
Total_scans =16
Relaxation_Delay = 5[s]
- Recvr gain s
= Temp_get. = 21.5[dc]
X_50_Width = 6.4[us]
X_Aoq_Time = 2.18628096(s]
X Angle = s5[deq]
X_atn = 2.4[d8]
X_Pulse = 3.2[us]
Trr_Mode = oef
Tri Mode = ofs
1 Dante_Loop = 500
Dante Presat = FALSE
L Decimation_Rate =0
- . . - Initial Wait =1(s]
Fhase = {0, 50, 270, 180, 18O,
- e = = e e T T T T T T T T T T T pragat Tima = 3is]
8.0 7.0 6.0 5.0 4.0 2.0 0 Presat_Time_Fla = FALSE
Relaxation_Delay Cale = 0[s]
' ) e el
/ Repetition Time = 7.18628096 =]
£ H a-ze 2 DEgEg £ BE3S H
~ B SREXZ E 25588 =z 533N =
I e FETETT - R q S =
X : parts per Million : Proton

(thousandths)

= o
==
Filename = 20221008_TK-02052A 3
Autnor = aelta
Experiment = carbon. jxp
= Sample_Td = 20221008_TK-020528_;
% Solvent = CHLOROFGRM-D
Actual _start Time = s-ocT-2022 21:03:2
Revision_Time = 10-SEP-2024 11:33:2
Comment = TR-02052A
= Data_Format = 1D comPLEX
~ Dim_size = 26214
X1 n = Carbon13
Dim_Title = Carbonl3
Dim_units = (ppa]
Dimensions =
2 Spectrometer = TNM-ECZ4008/11
Fiela strengtn = 9.383766(T) (400 [H:
X_Acq_buration = 1.03809024 (5]
X_Domain = 130
X_Freq = 100.52530333 [MHz]
X ofeset = 100([ppm]
X_Points = 32768
X Prescans =4
X_mesolution = 0.96330738 [Hz]
X_swee, = 31.56565657 [kHz]
= X_sweep_Clipped = 25.25252525 [kHz]
= 1Tr_Domain = proton
1rr_rreq = 399.78219838 [Mz]
Irr_offset = S(ppm]
Blanking = 5[us]
clippea =
scans = 4096
Total_Scans = 4086
Relaxation Delay = 2(8]
Recvr_oai =50
= 21.6ac]
= = 10.02[1
] = 1.03808024 (2]
= 30[deg]
= 8[dB]
= 3.34[us]
=27
= _Atn_Dec_ =27
- Trr_Atn_Dec_Default Cale = 27
Trr_Atn_Woe =27
Ire Dee Bandwidth _Hz = 4.7826087 [kHz]
Irr_Dec_Bandwidth Fpm = 11.96303566 [ppm]
1rr Dec Fr: = 399.78219838 [MAz]
= . Irr_pec_Merit_Factor =22
; Irr_Decoupling = TRUE
I B B e B S S R R | AR Ranay Py 00 =
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
1 | 1rr_offset Default =50
I o i
Trr_Pwidth_Default = 0.115[ms]
-1 3=} ze Irr Pwiath Default Cale = 0.115[ms]
ase I% L he] Irr_pwidth_Templ = 0.115(ms]
EEs ag sq Trr Wurst = PALSE
X Decimation_Rate =0
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. ) :JEDL: 5
s O Z
B
Filename = 20221212 _TK-02080A_DMS
Autner = delta
Experiment = proton.jxp
Sample_Td = 20221212_TR-02080A_DMs
Solvent = DMSO-D§
Actual start Time = 12-DEC-2022 16:11:40
Revision_Time = 12-DEC-2022 16:57:24
-
= = Comment. = TK-02080A
NH g gt
Dim_size = 104858
N Q/ X_Domain = Proton
w Dim_Title = Proten
= Dim_Units = [ppm)
H Dimensions =x
H IS Spectrometer = JHM-ECE4005/L1
Field strength = 9.388766[T] (400[MHzZ])
Ll %_Acq_puration = 2.18628096(3)
= X_Domain =
X_Freq = 399.78219838 [MHz]
X ofeset = 5[ppm)
X_Foints = 16384
X Prescans =1
%_Resolution = 0.45739775(#z)
X_sweep = 7.4940048 [kHz]
X_Sweep_Clipped = 5.98520384 [kHz]
= Proten
- = 39978219938 [MHz]
2] e = sippml
=
e = -
5
s s 2 =
s =3 =
= -
Total_scans =
Relaxation_Delay = 5[s]
Gain =46
= 21.4[4c]
= 6.4[us]
= 2.18628096(s)
= 45(deg]
= 2.4(dB]
= 3.2[us]
& = Off
g o
= = 500
= = FALsE
3 =0
E L J (P Zite
T T T T = {0, 50, 270, 180, 180,
- = 5[8)
110 10.0 9.0 8.0 7.0 60 L0 L el Ui o
Relaxation Delay_Cale = 0[s]
o | mmtmnmr
- .o w = o Repetition Time = 7.18828096(s]
S 85 & § g
= o o w = =
X : parts per Million : Proton
=
=
A JEOL
<
=
a
=
= = 20221212 TK-02080A I
a2 = aelta
= = carbon. jxp
= = 20221212_TK-02080A
- = DMSG-DE
= = 13-DEC-2022 02:03:3.
= = 13-DEC-2022 18:50:4
=
2 = TK-02080A
- = 1D comPLEX
= = 26214
i = carbon13
= = Carbonl3
= = lppm
= Spectrometer = JWM-ECE4DOS/L1
”
- riela strength = 9.329766[T] (400 [MH;
= *_Acqg_Duration = 1.03805024[5]
ale X_Domain =
= X_Freq = 100.52530333 [MHz]
= X ofeset = 100[ppm)
= X_Points = 32768
= X Prescans =4
= X_Resolution = 0.96330739[Hz]
- X_sweep = 31.56565657 [kHz]
= X_Sweep_Clipped = 25.25252525 [kHz]
= Ifr Demain = proton
Irr_Freq = 399.78219038 (amiz]
= Irr offset - Sipem)
= Blanking = 5[us]
= clipped = TRUE
= scans = 4096
Total_scans = 4098
<
= Relaxation Delay = 2[s]
= Recvr_Gain = 50
s _Get = 21.4[d0]
X_50_Width = 10.02[us]
= Reg T = 1.03808024[2]
- = 30(deg]
= BldB]
= = 3.34[us)
™ - 27.48[a8)
Z< - _Atn_Dec_ = 27.49(dB]
=3 Irr_Atn Dec_Default Cale = 27.49[dB]
2 Irr_Atn ] = 27.45(dB]
E | T it iz = o Terceny (el
£ = TrrDec_ - 1.
e | | Irr Dec_Fre = 399.78219838 [MHz]
= A Irr_Dec_Marit_Factor =2.2
~ ~ o ) o ; ~ o o ~ R o Irr_Decoupling = TRUE
I e B I L B B B B L (o 04 =
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0 Irr Noise = WALTZ
I L Irr_offset_Default = Sppm
Y 5\ Irr_Pwid = 0.115[ms]
4 Irr_Pwidth_Default = ©0.115(ms]
E44 = e Irr Pwidth Default cale = 0.115(ms]
3 : o el Irr_pwidth_Templ = 0.115[ms]
e = aF Irr_Wurst =F
X - - - Decimation_Rate =0

SI1174




abundance

: s JEOL ;
H H
0 i ’
= 20221121 _TR-02072B_re3
AcHN = gestan.3
= proton.jxp
3 OMe = Z0221121 TR-020728_res
= CHLOROFORM-D
= z1-wov-2022 10:18:20
- = 21-NOv-2022 11:38:18
\O H = TR-02072B
= 10 comrEx
= 104858
= Proton
b
Ser 2 = Froton
= [pEm)
=x
= TWM-ECE4008/L1
Field strength = 5.389766[T] (400[MHz]}
X_Aeq_buration = 2.18628096 (5]
XD -
g = 395.78219838 [MHz]
X ofsset = stppm)
*_Points = 16384
X Prescans =1
X_Rasolution = 0.45739775 [Kz]
X_sweep = 7.4540048 [kHz]
*_Sweep_Clipped = 5.38520384 [kHz]
Tir Domain = Proton
= 399.78219838 [Miz]
= Sippm]
= Proton
- - = 399.76219838 [MHz]
= = S = 5(ppm]
= e = = 2[us)
= FALSE
=18
Total_scans =16
Relaxation_Delay = 5(s]
Recv Gain i
Tamp_det = 21.5[dc]
X_30_width = 6.4[us]
*_hog_Time = 2.18628096 (5]
X_Angle = 45[deq]
X_atn = 2.4(aB]
X_Pulse = 3.2(us]
Trr_Mode = ofe
Tri_Mode = ofe
| Dante_Loop = 500
Dante Presat = FaLsE
Dacimation_Rate =0
. S BN WY S - | Initial_wait =1(s]
Phase = {0, 50, 270, 180, 180,
B T T prasat zime = stel
8.0 7.0 6.0 2.0 Lo 0 Presat_time_Flag = FALSE
| Relaxation_Delay_Calc = 0[s]
/ ‘ Relaxation Delay Temp = §
Repetition Time = 7.18628096(x)
= cm w s
= s e g
) i ]
i = g A= =
X : parts per Million : Proton

(thousandths)

_ JEOoL o

= 20221115_TK-02072B ¢
= delta
= carbon. jxp
= = 20221115\TK-02072B
* = CHLOROFORM-D
= 16-HoV-2022 02:48:0
= 21-NOV-2022 12:16:4
= TK-02072B
= | = 1D compLEX
= = 26214
= Carben13
= Carbonl3
= [ppm]
= o
Z = JWM-ECZA005/L1
Field strength = 9.389766[T] (400 [MK:
X_Acq_puration = 1.03809024 (5]
= 13¢
- = 100.52530333 [MHz]
w = 100(ppm)
X_Points = 32768
X Prescans =4
X_Resolution = 0.96330739[Hz]
X_sweep = 31.56565657 [xHz]
= X_sweep_Clipped = 25.25252525 [kHz]
-] TEr_Domain = proten
Irr_Freq = 399.76219838 [Mz)
Trr_offset = 5[ppm]
Blanking = 5[us]
clippea = TRUE
scans = 4096
Total_scans = 4036
Relaxation Delay =
= -
o -
Irr_Atn Dec_calc =
Trr_htn Dec_Default_Cale =
Trr_Atn_Mow = 27.49[dB]
Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
Trr_Dec_t idth_Ppm = 11. )
Irr Dec Freg = 399.78219838 [MHz)
= - - Irr_Dec_Merit_Factor =2.2
R R ) ) o I e I Irr_Decoupling = TRUE
I L R B e B R B B R L ERRAN [y 40 e
210.0 200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10. [ Irr Noise = WALTZ
1 Irr_offset Default = 5[
A Trr_Pwidth = 0.115[ms]
I\ Trr_Pwidth_Default = 0.115[ms]
%2 5 L= = = Irr Pwiath Default Cale = 0.115[ms]
aern M oo® = s Irr_pwidth_Templ = 0.115[ms)
e z Z¥ o] Trr_Wurst =
. Decimation_Rate =0

SI175




: g JEOL
s -
acHN I :
: O Me Filename = 20240109_TK-03038_prot
z Auther = gelta
- Experiment = proton.3xp
. 14 = 20240103_TK-03038
Solvent = DMSO-D§&
Actual Start Time = 9-JAN-2024 21:00:43
Revision_Time = 10-JAN-2024 11:21:11
= TK-03038
OH = 1D COMPLEX
- = 104858
= Proton
= Tyr e Z roton
22 = [ppm]
a e =x
Spectrometer = JWM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
X_Acq_puration = 2.18628096 5]
X _Domain =
" X_Freq = 395.78219838 [MHz]
2 X ossset = 5(ppm]
X_Points = 16384
X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.99520384 [kHz]
= Proten
= 395.79219838 [MHz]
= 5(ppm]
— - = Proton
o H H s = 399.78219838 otz
= - - - = 5(ppm]
= 2[us]
= TALSE
=18
Total_scans =16
Relaxation_Delay = 5[s]
Recvr gain '
= 22.3(dc)
- = 6.4[us]
b = 2.18628096(s]
| = 45(deq]
= 2.4[4B]
‘ = 3.2[us]
. = off
: | _ S
s 1 = 500
= | = FALSE
: m | e 28
Z= S / - A A Initial Wait =1(s]
B Fhase = {0, 50, 270, 180, 18O,
R R T R B o B - i LA o Presat_Time = s
9.0 8.0 7.0 6.0 5.0 4.0 3.0 2.0 1.0 Presat_Time_Fla = FALSE
) Relaxation_Delay Cale = 0[s]
A e el
\ - v . a Repetition Time = 7.18628096(5]
- e s¥mEmEmac S swsrem®En m = woCo® - =
b a5 88355388533 ARAMARRE L H EREER  § g
= %% (e R e e e e e Py AT wm Ty mom e - =
X : parts per Million : Proton
=
E: JEOL
=
=
a
= = 20240108_TK-03038_c:
2 = Gelta
= = carbon. jxp
= = 20240103_TR-03038
- = DMSO-D&
= = 9-JAN-2024 21:10:0
[ = 10-JAN-2024 14:35:5
3 = TR-03038
= = 1D compLEX
= = 26214
w = Carben13
; = Carbonl3
3 < feeml
= ter = JNM-ECEA008/L1
] Field strength = 9.389766[T] (400 [MK:
= X_Acq_puration = 1.03809024 5]
i =
; = 100.52530333 [MHz]
= = 100(ppm)
- *_Points = 32768
= X Prescans =4
= X_Resolution = 0.96330739 [Hz]
- X_sweep = 31.56565657 [xHz]
= *_Sweep_Clipped = 25.25252525 [kHz]
=] Irr Domain = Proton
Irr_Freq = 399.76219838 [Mz)
=21 Trr_offset = 5[ppm]
* Blanking = 5[us]
= clippea -
= scans = 4096
Total_scans = 4036
= .t
= Relaxation Delay -
= :
i -
= -
<+ -
= =
_m -
z Irr_Atn Dec_calc =
=] Trr Atn Dec Default_cale =
2 Irc_Atn_Moe = 27.49[dB]
E Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
£ = Trr Doc_Bandwidth Fpm = 11. -
e | Irr Dec Freg = 399.78219838 [MHz)
= | 1 Irr_Dec_Merit_Factor =2.2
~ ~ o ; o ) ~ o o ~ R . Irr_Decoupling = TRUE
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X : parts per Mi

on : Carbonl
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] H e
SN OH 2 Gy Q
N/ /\/ Filename = 20240528_TK-03143A_pro
- S~ Autnor - aerta
2 Experiment = proton.3xp
= . 1. = 20240528_TR-03143A
Solvent = CHLOROFORM-D
Actual Start Time = 28-MAY-2024 16:35:36
Revision_Time = 20-MAY-2024 17:58:12
=
= = TR-03143A
= O = 1D comrLEX
= 104858
= Proton
- S1 = Proton
=] = [ppm]
= =x
Spectrometer = JWM-ECZ4005/L1
Fiela strength = 9.383766[T] (400[MHz])
s X_Acq_puration = 2.18628096 5]
=1 X_Demain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
X_Points = 16384
v - X Prescans =1
< - e = X_Resolution = 0.45739775 [Hz]
= = 2 = = 7.4940048 [kHz]
= = = 5.88520384 [kKz]
= Proten
= 395.79219838 [MHz]
2 = 5[ppm]
=3 = Proton
= 39978219838 [MHz]
= 5(ppm]
= 2[us]
= TALSE
2 Tl
= Total_scans =16
Relaxation_Delay = 5[s]
Recvr gain '
o Temp_Get = 22.5(dc]
= X_50_Width = 6.4[us]
X_Aoq_Time = 2.18628096(s]
X Angle = s5[deq]
‘ X_atn = 2.4[dB]
= X_Pulse = 3.2[us]
o = i Trr_Mode = oef
g= Tri Mede -y
£ Dante_tacp - 500
= Dante Presat = FALSE
g Decimation Rate =0
= J J | Initial Wait =1(s]
B Fhase = {0, 50, 270, 180, 18O,
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i o - - Repetition Time = 7.18628096 =]
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= =g v R L R e R R R b - =
X : parts per Million : Proton
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=
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= carbon. jxp
= = 20240530, TK-031438
e = CHLOROFORM-D
= 31-MAY-2024 01:36:4
= 2-0CT-2024 19:07:2
= TK-03143A
= 1D compLEX
= 26214
= Carben13
= Carbonl3
= [ppm]
= =x
] = JNM-ECEA008/L1
Field strength = 9.389766[T] (400 [MK:
X_Acq_puration = 1.03809024 5]
= 13¢
= = 100.52530333 [MHz]
wi | = 100 [ppm]
*_Points = 32768
X Prescans =4
X_Resolution = 0.96330739 [Hz]
X_sweep = 31.56565657 [xHz]
= *_Sweep_Clipped = 25.25252525 [kHz]
-] Irr Domain = Proton
Irr_Freq = 399.76219838 [Mz)
Trr_offset = 5[ppm]
Blanking = S[us]
clippea = TRUE
= scans = 4096
[ Total_Scans = 4096
Relaxation Delay -
= -
i -
= Irr_Atn_Dec_calc =
=~ Irr_htn Dec Default Cale =
Z Trr_Atn_Hoe = [48]
H Ire_Dec Bandwidth _Hz = 4.7826087 [kHz]
Z Irr Dec Bandwidth_Fpm = 1i. -
e Irr Dec Freg = 399.78219838 [MHz)
£o Irr_Dec_Merit_Factor =2.2
= R R S , R B . S S B Irr_Decoupling = TRUE
I R B R I I B B AR AR L [l i e
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' | Irr_offset Default = 5[
I Trr_Pwidth = 0.115[ns]
71 1 Trr_Pwidth_Default = 0.115[ms]
z [ ez g oo Irr Pwidth Default cale = 0.115[ms)
] = mSeT I e Irr_pwidth_Templ = 0.115(ms)
2 = EESER z B Trr_Wurst =
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20230913_TK-02175_prot:
delta

proton. 3xp
20230913_TK-02175
CHLOROFORM-D
13-5EP-2023 20:14:56
13-5EP-2023 21:32:01

X : parts per Mi

on : Carbonl

Decimation_Rate

= = TR-02175
=7 = 1D COMPLEX
= 104858
= Proton
= Proton
b = [ppm)
= - =x
" Spectrometer = JHM-ECZ4005/L1
. Fiela strength = 9.383766[T] (400[MHz])
= X_Acq_puration = 2.18628096 5]
X _Domain =
X_Freq = 395.78219838 [MHz]
X ossset = 5(ppm]
- X_Points = 16384
= X Prescans =1
X_Resolution = 0.45739775 [Hz]
= 7.4940048 [kHz]
= 5.99520384 [kHz]
= Proten
= 395.79219838 [MHz]
= 5(ppm]
= Proton
= 39978219838 [MHz]
- = 5 (ppm]
= = 2[us]
= TALSE
=18
-l z s Total_scans =16
= - - Relaxation_Delay = 5[s]
Recvr gain =56
= 22.9(dc)
- - = 6.4[us]
= ] = 2.18628096(s]
o = 45[deg]
= 2.4[4B]
= 3.2[us]
- = off
g= = ofs
s | = 500
= = FALSE
2 3 =0
2.1 _ B o o I S | Initial Wait = 1[s]
B Fhase = {0, 50, 270, 180, 18O,
- e ' = v e e B B L L B | T prasat_rTime = 3is]
8.0 7.0 6.0 5.0 2.0 Lo 0 Presat_Time_Fla = FALSE
1 Relaxation_Delay Cale = 0[s]
A PN ==
A Repetition Time = 7.18628096 =]
g S5a ITES 2 Lz gz
3 s TEE 2 588 £2z=2
= o el = sSe ssee
X : parts per Million : Proton
g
=
N JEOL
<
e E
A
= 20230913 TK-02175_1.
= = delta
b = carbon. jxp
= 20230813_TK-02175_1
E = CHLOROTORM-D
= = 14-3EP-2023 02:56:3
e = 2-0CT-2024 11:30:0
a
E = TR-02175
= = 1p comrrEX
= = 26214
= = Carbonl3
= = Carbonl3
= = (ppm]
v -
= = JNM-ECEA4D0S/L1
. Field strength = 9.383766[T] (400 [M:
2 %_Acq_puration = 1.038090241s]
= X_Domain = 13¢
4 X_Freq = 100.52530333 [MHz]
= X ofeset = 100(ppm]
- X_Points = 32768
= X Prescans =4
E %_Resolution = 0.9633073 [Kz]
= X_sweep = 31.56565657 [xHz]
P X_Sweep_Clipped = 25.25252525 [kHz]
= IEr Domain = proten
Irr_rreq = 399.78219838 [M0iz)
= Trr_offset = 5(ppm]
= Blanking = 5[us]
= Clippea = FALSE
scans = 4036
| Total_scans = 4058
g
£ Relaxation Delay -
Recv_Gain =
Temp_get =
= X_90_ -
@ | X Aeg Time =
E *_angle =
X_Atn =
= X_Fulse -
-+ IEr_Atn Dec =
= 3 Irr_Atn Dec_C =
£ Trr_htn Dec_Default_Cale =
s g Trr_Atn_Moe =27,
S Irr_Dec_Banawidth Hz = 4.7826087 [KHz]
g Trr_Dec_Bandwidth_Fpm = 11.36303566 [ppm]
E Irrpec Freq = 395.78219838 [MHz]
= | Irr_Dec_Merit_Factor =2.2
= e — Irr_Decoupling = TRUE
T T T T T T T T T T T T Trr_Noe = TRUE
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Irr_offset Default =50
| ‘ | Trr_Pwidth = 0.115[ms]
Trr_Pwidth_Default = 0.115[ms]
- w o = o |Irr Pwidtn Default Cale = 0.115[ms]
= = = = = = | 1zx_pwidth_Tempi = 0.115[ms]
~ - i *® = w, | Irr_Wurst = FALSE
2 = s = ¢ -
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