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1. Materials and Methods

1.1. Chemistry

Thin layer chromatography which was performed using Whatman® 250 um Silica Gel GF Uniplates and
visualized under UV light at 254 and 365 nm, was used to check the progress of reactions and preliminary
evaluation of compounds’ homogeneity. Melting points were measured using a Gallenkamp Melting Point
Apparatus (LabMerchant, London, United Kingdom) and are uncorrected. Purification of compounds was carried
out using crystallization methods and/or open silica gel column flash chromatography employing Merck silica gel
60 (240 to 400 mesh) as stationary phase. Nuclear magnetic resonance spectra (‘H NMR) were recorded on a
Bruker 500 MHz spectrometer with DMSO-ds as solvent unless otherwise indicated. Tetramethylsilane was used
as an internal standard. Chemical shifts are reported in parts per million (ppm), downfield from tetramethylsilane.
Mass spectra with different ionization modes including electron ionization (EI), Electrospray ionization (ESI),
were recorded using PE Biosystems API2000 (Perkin Elmer, Palo Alto, CA, USA) and Mariner® (Azco Biotech,
Inc. Oceanside, CA, USA) mass spectrometers, respectively. The elemental (C, H, N) analyses were performed on
a Perkin Elmer model 2400 elemental analyzer. All reagents and solvents were purchased from Aldrich or Fluka
Chemical Corp. (Milwaukee, WI, USA) or Merck unless noted otherwise. Solvents were used directly as
purchased unless otherwise indicated.

1.2. Synthesis of library compounds
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Scheme 1. Synthesis of 1H-benzo[d]imidazole-based hydroxamic acids via reductive amination
General procedures for the synthesis of compounds 6a-g, 9a-g
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To a solution of 5-nitro-1H-benzo[d]imidazole (1) (4.0 mmol) in dry DMF (10 mL) was added KoCO;3 (685 mg,
5.0 mmol). The resulting mixture was heated at 60 °C for 60 minutes, then KI (33.2 mg, 0.2 mmol) was added.
After stirring for further 15 minutes, methyl 4-bromomethylcinnamate (4.0 mmol) diluted with DMF (2 mL) was
dropwise added into the mixture. The reaction mixture was again stirred at 60 °C until the reaction finished
(checked by TLC). Subsequently, the mixture was cooled to room temperature, followed by being poured into ice-
cold water (30 mL). The obtained light-yellow precipitate was filtered off, washed with water, and dried at 40 °C
under a vacuum for 24 hours. The crude product was used directly for the next step without further purification.

Next, the raw material (3 mmol) from the previous step was dissolved in ethyl acetate (30 mL). Then, tin(II)
chloride dihydrate (3.38 g, 15 mmol) and 2 drops of glacial acetic acid were added to the mixture and stirring was
continued for 4 h. After completion of the reaction, the resulting mixture was cooled, poured into water (50 mL).
The aqueous phase was neutralized with sodium carbonate. Celite was used as the filtration medium to remove
fine solids such as metal salts and metal hydroxides from reaction mixture. The mixture after filtration was
extracted with ethyl acetate (3 x 30 mL). The combined organic layer was washed with brine, dried over sodium
sulfate anhydrous, and evaporated under reduced pressure to give the crude products. The residue was purified by
column chromatography (silica gel, DCM: MeOH = 98:2) to give two intermediate reductive product isomers 4
and 7.

In the next step, the aromatic amines 4 or 7 (1 mmol) was dissolved in methanol (10 mL), then 2 drops of
concentrated acetic acid, followed by aldehydes (1.0 mmol) was added. After stirring for further 15 minutes,
sodium cyanoborohydride (NaBH3CN) (50 mg) diluted with methanol (1 mL) was dropwise added into the
mixture. The mixture was stirred at room temperature until the starting materials were consumed completely (6-8
hours). The resulting mixtures were evaporated under reduced pressure to give the residues, then 10 mL water was
added. The aqueous phase was extracted with DCM, and the combined organic layer was evaporated under
reduced pressure to give the residue. The crude material was purified via open chromatography (silica gel, DCM:
MeOH = 96:4) to afford the yellowish oil (5a-g, 8a-g).

Finally, each of the intermediate esters (5a-g, 8a-g) was dissolved in methanol (10 mL). Then, hydroxylamine
hydrochloride (685 mg, 10 mmol) was added, followed by dropwise addition of a solution of NaOH (400 mg in 1
mL of water). The mixture was stirred at 0 °C until the reaction completed (1-2 h). At the end of this reaction, the
resulting reaction mixture was poured into ice-cold water, neutralised to pH~7, then acidified by dropwise
addition of a solution of HCI 5% to induce the maximum precipitation. The precipitates were filtered, dried and
re-crystalised in methanol to give the desired compounds 6a-g and 9a-g.

General procedures for the synthesis of compounds 14a-g, 17a-g

Compounds 14a-g and 17a-g were synthesized by a similar synthetic pathway described for 6a-g, 9a-g, except
that methyl 7-bromoheptanoate was used instead of methyl (£)-4-bromomethylcinnamate (Scheme 1).

General procedures for the synthesis of compounds 22a-g, 25a-g

Compounds 22a-g and 25a-g were prepared following a synthetic route analogous to that outlined for 6a-g and
9a-g, with the only difference being the substitution of methyl 4-bromomethylbenzoate for methyl (E)-4-
bromomethylcinnamate, as illustrated in Scheme 1.
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Scheme 2. Synthesis of 1H-benzo[d]imidazole-based hydroxamic acids via amide coupling reaction
General procedures for the synthesis of compounds 27a-c, 29a-c

Compounds 27a-c and 29a-c were synthesized via a four-step pathway as illustrated in Scheme 2. The first two
reactions in the synthetic pathway of these compounds were similar to those in the synthesis of 6a-g, 9a-g.

In the next step, the aromatic amines 4 or 7 (1 mmol) were dissolved in 30 mL DCM, and DMAP (122 mg, 1
mmol) was added. After stirring for 10 minutes, a respective benzoyl chloride (1.2 mmol) was added. The reaction
mixture was stirred at 40 °C for 12 hours. After the reaction was finished (monitored by TLC), the solvent was
removed in vacuo. A solution of NaHCOj3; 5% was gradually added to adjust pH to 7, which led to the formation of
white solids. The solids were filtered, washed with cold water and dried at 60 °C. The crude product was further
purified by column chromatography (DCM/methanol = 95:5) to give the corresponding derivatives 26a-c¢ and
28a-c, yields 72-81%.

In the final step, each of the intermediate esters 26 or 28 (0.5 mmol) was dissolved in methanol (10 mL). Then,
hydroxylamine hydrochloride (343 mg, 5 mmol) was added, followed by dropwise addition of a solution of NaOH
(200 mg in 1 mL of water). The mixture was stirred at 0 °C until the reaction completed (1-2 h, checked by TLC).
At the end of this reaction, the resulting reaction mixture was poured into ice-cold water, neutralised to pH~7 and
acidified by dropwise addition of a solution of HCI 5% to induce the maximum precipitation. The precipitates
were filtered, dried and re-crystalised in methanol to give the designed hydroxamic acids 27a-c, 29a-c.

General procedures for the synthesis of compounds 31a-c, 33a-c

Compounds 31a-c and 33a-c were produced following a synthetic route akin to the one delineated for 27a-c and
29a-¢, with the modification of employing methyl 4-bromoheptanoate instead of methyl (£)-4-
bromomethylcinnamate, as depicted in Scheme 2.
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1.3. Biology

Cytotoxicity assay

The cytotoxicity of the synthesized compounds was evaluated against three cell lines, including SW620 (colon
cancer), MDA-MB-231 (breast cancer), MRC-5 (human fetal lung fibroblast cells). The cell lines were purchased
from a Cancer Cell Bank at the Korea Research Institute of Bioscience and Biotechnology (KRIBB). The media,
sera and other reagents that were used for cell culture in this assay were obtained from GIBCO Co. Ltd. (Grand
Island, New York, USA). The cells were cultured in DMEM (Dulbecco’s Modified Eagle Medium) until
confluence. The cells were then trypsinized and suspended at 3 x 10* cells/mL of cell culture medium. On day 0,
each well of the 96-well plates was seeded with 180 pL of cell suspension. The plates were then incubated in a 5%
CO; incubator at 37 °C for 24 h. Compounds were initially dissolved in dimethyl sulfoxide (DMSO) and diluted
to appropriate concentrations by culture medium. Then 20 uL of each compounds’ samples, which were prepared
as described above, were added to each well of the 96-well plates, which had been seeded with cell suspension
and incubated for 24-h, at various concentrations. The plates were further incubated for 48 h. Cytotoxicity of the
compounds was measured by the colorimetric method, as described previously [26] with slight modifications [27-
29]. The ICso values were calculated using a Probits method [30] and were averages of three independent
determinations (SD < 10%)).

HDAC enzymes assay

The HDAC enzymes (Hela cell nuclear extract) were purchased from Enzo Life Sciences Inc. (Farmingdale, New
York, USA). The HDAC enzymatic assay was performed using a Fluorogenic HDAC Assay Kit (Enzo Life
Sciences Inc.) according to the manufacturer’s instructions. Briefly, HDAC enzymes were incubated with vehicle
or various concentrations of the assayed samples or SAHA for 30 min at 37°C in the presence of an HDAC
fluorometric substrate. The HDAC assay developer (which produces a fluorophore in reaction mixture) was added,
and the fluorescence was measured using VICTOR (PerkinElmer, Waltham, MA, USA) with excitation at 360 nm
and emission at 460 nm. The measured activities were subtracted by the vehicle-treated control enzyme activities
and ICso values were calculated using GraphPad Prism (GraphPad Software, San Diego, CA, USA).

Cell cycle analysis

SW620 human colon cancer cells (2 x 10°/ml per well) were seeded in 6-well culture plates and allowed to adhere
for either 2 hours or 24 hours. Subsequently, the cells were treated with various concentrations of compounds for
either 24 hours or 48 hours, respectively, followed by harvesting. The harvested cells underwent two washes with
ice-cold PBS, were fixed in 75% ice-cold ethanol, and then stained with propidium iodide (PI) along with RNase
at room temperature for 30 minutes. The stained cells were then subjected to DNA content analysis using a
FACScalibur flow cytometer (BD Biosciences, San Jose, CA, USA), and the resulting data were processed
utilizing Cell Quest Pro software (BD Biosciences).

Apoptosis assay

The Annexin V-FITC/PI dual staining assay was employed to assess the proportion of apoptotic cells.
SW620 human colon cancer cells (2 x 10°/ml per well) were seeded in 6-well culture plates and allowed to adhere
for either 2 hours or 24 hours. Subsequently, the cells were treated with varying concentrations of compounds for
either 24 hours or 48 hours, respectively, followed by harvesting. The harvested cells underwent two washes with
ice-cold PBS and were then incubated in the dark at room temperature in 100 pl of 1x binding buffer containing 1
pul Annexin V-FITC and 12.5 pl PI. After a 15-minute incubation period, the cells were analyzed for the
percentage undergoing apoptosis using a FACScalibur flow cytometer (BD Biosciences). The resulting data were
processed utilizing Cell Quest Pro software (BD Biosciences).

1.4. Molecular docking studies

Compound structures were generated by ChemDraw version 9.0 and subsequently subjected to minimize energy
within a rms gradient of 0.1 kcal'.mol".A"! by MOE 2015 package. The force field was set to the 94s variant of
the Merck Molecular force field (MMFF94s). The hydroxamic acid groups were deprotonated according to the
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previous reports [31-33]. The X-ray crystallographic structure of SAHA in complex with HDAC2 and HDAC6
were taken from Protein Data Bank with ID of 4LXZ and SEEI, respectively [34-35]. The structure was prepared
using the QuickPrep tool in MOE for adding hydrogen, protonating, deleting water, and editing atom types,
assigning AMBER FF99 charges according to the same procedures mentioned before [32-33]. For the docking
setting, simulations of flexible-ligand rigid-protein were performed using the method of MOE Triangle matcher
placement with retaining 30 poses for analysis. The results that showed appropriate binding geometry with Zn**
ion was considered. The finally selected conformations were scored using London dG (Scorel) and GBVI/WSA
dG functions (Score2) to estimate the free binding energy between the ligands and the enzyme. All the selected
poses were visualized using BIOVIA Discovery Studio v3.5 program.

-S5-



2. All 'H & *C NMR spectra of the compounds
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'H NMR of compound 6a
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'H NMR of compound 6b
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'H NMR of compound 6¢
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'H NMR of compound 6d
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'H NMR of compound 6e
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Date_ 20211222
Time 15.01
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
65536
SOLVENT DMSO
NS 2048
Ds 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
bW 16.000 usec
DE 6.50 usec
TE 297.8 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
125.7703637 MHz

13C

10.20
90.00000000 W

CHANNEL f£2 =

500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
ST 65536
SF 125.7577885 MHz
WDW EM
SSB 0

LB 1.00 Hz

Gl 0
1.40

180

160

100

ppm



'H NMR of compound 6f
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Current Data Parameters

NAME TAnh-120F
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20210709
Time 13.30
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT DMF
NS 16
DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38
bW 50.000 usec
DE 6.50 usec
TE 301.1 K
D1 1.00000000 sec
TDO 1
= CHANNEL f1
500.1330885 MHz
1H

9.80 usec
24.00000000 W

F2 - Processing parameters
SI 65536
| sF 500.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
I |
: | [ L .
R R = 3
o o N o~
T T T T T T T T T T T T
1 10 9 8 7 6 5 4 3 2 1 ppm

13C NMR of compound 6f

TAnh-120F
NDNATOVOLOO™OWWWOH NN O WL
CLOLOONMOVLINHANOMIT TS MO O W @0 ™M
SN NONORNNON TN OWOMO —~ IE' I:!EI.I I“;IEEIFI
L R R N e n o
DWEHOWWWL HFH=HOOWOWOWOOO — - o e
LT ONOONOONOONOOONNNNNAAA A ~ O
A A A A A A AAAAAAAAA A A A O A

Current Data Parameters

NAME TAnh-120F
EXPNO 11
PROCNO 1
F2 - Acquisition Parameters
Date_ 20210710
Time 19.24
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 3072
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 301.9 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
= CHANNEL f1l =
125.7703637 MHz
13c

9.50 usec
90.00000000 W

= CHANNEL f2 =
500.1320005 Mz
NUC2 1H
CPDPRG[2 waltzlé
| PCPD2 80.00 usec
| ! ! I PLW2 24.00000000 W
. | PLW12 0.36015001 W
J Il”‘l ] | i JI PLW13 0.23050000 W
F2 - Processing parameters
ST 65536
SF 125.7577885 Mz
T T T T T T T T T T 1 oW o
180 160 140 120 100 80 60 40 20 ppm ssB 0
1B 1.00 Hz
GB 0
BC 1.40
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'H NMR of compound 6g

TAnh-120G

10.765
9.049
8.027
7.469
7.453
7.431
7.400
7.304
7.287
7.211
7.196
7.064
7.048
6.580
6.563
6.455
6.439
6.407
6.144

|

6.132
6.121
5.297
4.179
4.167

2.239

<)
BRUKER
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Current Data Parameters

NAME TAnh-120G
EXPNO 70
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220105
Time 8.38
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 296.

D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885
1H

ec

9.80 us
24.00000000 W

F2 - Processing parameters
ST 65536

SF 500.1300052 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

11 10 8 7 6 5 4 3 2 1 ppm
< @ N| [@|eo~|NN= < © <
- =} | lole=Ilail=laill+~ o o <
13C NMR of compound 6g
TAnh-120G H A< OAL TN AO H0ONWOOWVN
NN AN OUONNNDOSSO O O © © )
HOSOANNMADNNODNM A0 M N g = ©
[ A A R
MO —A0OENOWITNODSOO0 - .. .
CIIFNMONNMOMNNNNN A o~ o~ — IE'IQllJI";'EIF!
A A AAAAAAAAAA A A A A O < |
NAME TAnh-120G
EXPNO 71
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220105
Time 22.25
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
65536
SOLVENT DMSO
NS 3072
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
bW 16.000 usec
DE 6.50 usec
TE 298.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
125.7703637 MHz
13C
10.20 usec
90.00000000 W
CHANNEL f2 =
500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
‘ PCPD2 80.00 usec
PLW2 24.00000000 W
| PLW12 0.36015001 W
‘ PLW13 0.23050000 W
“ F2 - Processing parameters
| sI 65536
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
‘ ‘ ) GB 0
C 1.40
T T T T T T T T T 1
180 160 140 120 100 80 60 40 20 ppm
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'H NMR of compound 9a
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8.121
7.502
7.486
7.383
7.368
7.351
7.312
7.297
7.184
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7.144
6.652
6.639
6.424
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6.006
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Current Data Parameters

NAME TAnh-122A
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20211210
Time 16.18
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 297.0 K
D1 1.00000000 sec
TDO 1

= CHANNEL f1l

500.1330885 MHz
1H
9.80 usec
24.00000000 W

F2 - Processing parameters
ST 65536

SF 500.1300045 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

<)
BRUKER
(<

Current Data Parameters

NAME TAnh-1222A
EXPNO 11
PROCNO 1
F2 - Acquisition Parameters
Date_ 20211211
Time 10.20
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 2048
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 297.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1l =

125.7703637 MHz
13c

10.20 usec

90.00000000 W

= CHANNEL f2 =:

500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI 65536
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



'H NMR of compound 9b
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13C NMR of compound 9b

TAnh-122B
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Current Data Parameters

NAME TAnh-122B
EXPNO 60
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220106
Time 9.16
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 296.8 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
SFOL 500.1330885 MHz
NUCL 1H
Pl 9.80 usec
PLWL 24.00000000 W
F2 - Processing parameters
ST 65536
SF 500.1300048 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-122B
EXPNO 61
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220107
Time 7.44
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
D 65536
SOLVENT DMSO
NS 882
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 297.7 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFO1 125.7703637 MHz
NUC1 13c
Pl 10.20 usec
PLWL 90.00000000 W

CHANNEL f2 =

SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



'H NMR of compound 9¢
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Current Data Parameters
NAME TAnh-122C
EXPNO 20
PROCNO 1
F2 - Acquisition Parameters
Date_ 20211218
Time 11.28
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2930
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38
DW 50.000 usec
DE 6.50 usec
TE 297.2 K
D1 1.00000000 sec
TDO 1
CHANNEL f1 = =
500.1330885 MHz
1H
Pl 9.80 usec
LWl 24.00000000 W
2 - Processing parameters
I 65536
F 500.1300044 MHz
DW EM
| sB 0
‘ B 0.30 Hz
| | =
\ | | [ | c 1.00
| | |
|
|
| | 11— | w
| \ il f i | 1
P SN DN U S| GO A AV ANV, W W A A \_,‘_./d‘ AL Y
T T T T T T T T T
10 9 8 7 6 5 4 3 ppm
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13C NMR of compound 9c
TAnh-122C NOONMOATOOINITNOTSWOILMM
OCWAMANANVONMNNMDITN—HOMM ©0 ®
HOAOVANLOVLIONOHANMOA M MA D mg
M MMOOTMOM®ON™OWWON O ..
CIIFLFONMNONONNNNNNA A O o~ o~ BRUKER
HeA A A A A A A A A A A A A A A <« <
'\\l\\\\W% \/ Current Data Parameters
NAME TAnh-122C
EXPNO 22
PROCNO 1
F2 - Acquisition Parameters
Date_ 20211218
Time 13.16
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
65536
SOLVENT DMSO
NS 2048
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
bW 16.000 usec
DE 6.50 usec
TE 297.7 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
125.7703637 MHz
13C
10.20 usec
90.00000000 W
CHANNEL f2 =
500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI 65536
I SF 125.7577885 MHz
WDW EM
: SSB 0
LB 1.00 Hz
B 0
. C 1.40
T T T T T T T
180 160 140 120 100 80 60 ppm
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'H NMR of compound 9d

TAnh-122D
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6.046
5.370
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X

13C NMR of compound 9d

TAnh-122D

N
© ©
™ oo

©
©
©
o
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163.053
143.667
140.182
138.971
138.190
134.682
131.408
129.466
128.632
128.314
128.223
126.551
112.253
100.651

<
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—
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Current Data Parameters

NAME TAnh-122D
EXPNO 20
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220106
Time 9.01
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 297.0 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885 MHz
1H

9.80 usec
24.00000000 W

F2 - Processing parameters
ST 65536

SF 500.1300048 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-122D
EXPNO 21
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220107
Time 8.52
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
D 65536
SOLVENT DMSO
NS 1295
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 297.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFO1 125.7703637 MHz
NUC1 13c
Pl 10.20 usec
PLWL 90.00000000 W

CHANNEL f2 =

SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



'H NMR of compound 9¢

Current Data Parameters
NAME TAnh-122E
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20211218
Time 9.37
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 297.

D1 1.00000000 sec
TDO 1

CHANNEL fl =
500.1330885 MHz
1H
9.80 usec

24.00000000 W

F2 - Processing parameters

| SI
SF
WDW
‘ SSB
LB
| GB
PC

©
o -

T

6 5

o| [ofv|w)® m'v( =) m(

el |2 (22 (@ <

- MmN oo - o

13
C NMR of compound 9e

TANh-12E—A O O N WOMWO ANM AT OMON
NULACTTOONNOOATO AN~ O
o LMmMOHNLVOHNOHONITFMNANAWNSTM
NN O MOWOWIN OO WO LD
COOVOIIITMNNMMONNNNN A
A A A A A A A A A A A A A A A A A A

~

| ‘”r‘ A " "

100.642

2.06

__-47.765
~~16.983

65536
500.1300051 MHz
EM
0
0.30 Hz
0
1.00

Current Data Parameters

NAME
EXPNO
PROCNO

Date_
Time
INSTRUM
PROBHD
PULPROG

SOLVENT
NS

NUC2
CPDPRG[2
PCPD2
PLW2
PLW12
PLW13

SI
SF
WDW
SSB
LB
GB
 \ " pC

T T
180 160

T T
140 120

T
100

60 40 20

ppm
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TAnh-122E
11
1

F2 - Acquisition Parameters

20211218

spect

5 mm PABBO BB/
zgpg30

65536

DMSO

2048

4

31250.000 Hz
0.476837 Hz
1.0485760 sec
191.38
16.000
6.50

usec
usec

297.3 K
sec
sec

2.00000000
0.03000000
1

CHANNEL f1
125.7703637
13C

10.20
90.00000000 W

CHANNEL f2 =
500.1320005
1H

waltzlé
80.00
24.00000000 W
0.36015001 W
0.23050000 W

F2 - Processing parameters

65536
125.7577885 MHz
EM
0
1.00 Hz
0
1.40



'H NMR of compound 9f
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Current Data Parameters

NAME TAnh-122F
EXPNO 20
PROCNO 1
F2 - Acquisition Parameters
Date_ 20210709
Time 13.34
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38
bW 50.000 usec
DE 6.50 usec
TE 301.1 K
D1 1.00000000 sec
TDO 1
= CHANNEL f1
500.1330885 MHz
1H
9.80 usec
24.00000000 W
F2 - Processing parameters
SI 65536
SF 500.1300048 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-122F
EXPNO 21
PROCNO 1
F2 - Acquisition Parameters
Date_ 20210710
Time 22.06
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 3072
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 302.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
= CHANNEL f1l =
125.7703637 MHz
13c

9.50 usec
90.00000000 W

= CHANNEL f2 =:

500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI 65536
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



'H NMR of compound 9g

TAnh-122G

10.769
9.068
8.121
7.510
7.494
7.415
7.383
7.275
7.261
7.246
7.152
7.134
7.105
7.090
6.638
6.625
6.438
6.406
5.954
5.943
5.932
5.367
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N e
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Current Data Parameters

NAME TAnh-122G
EXPNO 70
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220106
Time 9.19
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 296.8 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885
1H

ec

9.80 us
24.00000000 W

F2 - Processing parameters
E

SF 500.1300052 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

1 10 8 7 5 4 3 2 1 ppm
~ © el [(RIez 22 (@ ] < pr]
oS o v I-l-i<lallalal 1o - - %
13C NMR of compound 9g
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\\\\\/ ’%///// Current Data Parameters
NAME TAnh-122G
EXPNO 11
| PROCNO 1
| F2 - Acquisition Parameters
Date_ 20220108
Time 9.52
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
65536
SOLVENT DMSO
NS 3072
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
bW 16.000 usec
DE 6.50 usec
TE 297.6 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
125.7703637 MHz
13C
10.20 usec
90.00000000 W
CHANNEL f2 =
500.1320005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
‘ PLW13 0.23050000 W
F2 - Processing parameters
‘ s1 65536
| SF 125.7577885 MHz
| WDW EM
SSB 0
J LB 1.00 Hz
GB 0
T T T T T T T T T T T
180 160 140 120 100 80 60 40 20 ppm
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'H NMR of compound 14a

TAnh-126A
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13C NMR of compound 14a
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<)
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Current Data Parameters

NAME TAnh-126A
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters

Date_ 20220812

Time 14.30
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 297.1 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885 MHz
1H

ec

9.80 us
24.00000000 W

F2 - Processing parameters
ST 65536

SF 500.1300044 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-126A
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters

Date_ 20220812

Time 17.33
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30

D 65536
SOLVENT DMSO

NS 3072

DS 4

SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38

DW 16.000 usec
DE 6.50 usec
TE 298.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFO1 125.7703637 MHz

NUCL 13c

Pl 10.20 usec

PLWL 90.00000000 W
CHANNEL f2 =

SFO2 500.1320005 MHz

NUC2 1H

CPDPRG[2 waltz16

PCPD2 80.00 usec

PLW2 24.00000000 W

PLW12 0.36015001 W

PLW13 0.23050000 W

F2 - Processing parameters

ST

SF 125.7577885 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40



'"H NMR of compound 14b

TAnh-126B
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7.332
7.314
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6.595
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4.022
4.009
3.995
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Current Data Parameters

NAME TAnh-126B
EXPNO 31
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220819
Time 9.42
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 297.0 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885
1H

9.80 u
24.00000000 W

F2 - Processing parameters
£ 65536

SF 500.1300043 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-126B
EXPNO 32
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220819
Time 19.34
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
TD 65536
SOLVENT DMSO
NS 3072
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 298.7 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFO1 125.7703637 MHz
NUC1 13c
Pl 10.20 usec
PLWL 90.00000000 W

CHANNEL f2 =

SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
ST 65536
SF 125.7577885 MHz
WDwW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



'H NMR of compound 14c

TAnh-126C

7.842
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Current Data Parameters

usec
usec

K
sec

NAME TAnh-126C
EXPNO 20
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220922
Time 9.24
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 10000.000
FIDRES 0.152588
AQ 3.2767999
RG 191.38
DW 50.000
DE 6.50
TE 296.
D1 1.00000000
TDO 1

CHANNEL f1
500.1330885 MHz
1H
9.80 usec
24.00000000 W
F2 - Processing parameters
ST 65536
SF 500.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-126C
EXPNO 21
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220922
Time 10.27
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
D 65536
SOLVENT DMSO
NS 540
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 297.4 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFO1 125.7703637 MHz
NUC1 13c
Pl 10.20 usec
PLWL 90.00000000 W

CHANNEL f2 =

SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



'"H NMR of compound 14d

TAnh-126D
<
N COOMOMAWLMOVMMNL®M <N ~M
™ LONASNN ANO0OO0VXANHO —HONOON
. CEIITMHNNMHANLOLLITANN MOHOON
— OSSO OOOOOOO T T M

I
(N

L VO

=] =3 = @ =22 N N betbe b

- - -l |8 =l ol o ailleileil <
T T T T T T T T T T
10 9 8 7 6 5 4 3 2 1 ppm

13C NMR of compound 14d
TAnh-126D
— OMMmNOMLN —

N O W WwWoWwouw,m O — ™Mo W oo

wn SN le) BiTe JENe RN i e} o el — N N < 0N

. e e e e e e . . [V} O-H OMUO N

o N~ 0~ 0w O — . . . . . . . .

o TN NN N — — O T NOY W

— R B B B B B | — o T NN NNAN

| ‘

WA ERPA. ———- W/RPR[ WU —
T T T T T T T T T T 1
180 160 140 120 100 80 60 40 20 ppm

-824-

Current Data Parameters

NAME TAnh-126D
EXPNO 20
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220819
Time 9.38
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 297.1 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885 MHz
1H
9.80 usec
24.00000000 W
F2 - Processing parameters
ST 65536
SF 500.1300042 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-126D
EXPNO 21
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220819
Time 13.30
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
D 65536
SOLVENT DMSO
NS 2048
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 298.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFO1 125.7703637 MHz
NUC1 13C
Pl 10.20 usec
PLWL 90.00000000 W

CHANNEL f2 =

SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
ST 65536
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



'H NMR of compound 14e

TAnh-126E
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Current Data Parameters

Hz
sec

usec
usec

K
sec

NAME TAnh-126E
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20221201
Time 10.40
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 10000.000
FIDRES 0.152588
AQ 3.2767999
RG 191.38
DW 50.000
DE 6.50
TE 297.1
D1 1.00000000
TDO 1

CHANNEL f1
500.1330885 MHz
1H
9.80 usec
24.00000000 W
F2 - Processing parameters
ST 65536
SF 500.1300045 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-126E
EXPNO 11
PROCNO 1
F2 - Acquisition Parameters
Date_ 20221201
Time 16.17
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
TD 65536
SOLVENT DMSO
NS 1024
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 298.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFO1 125.7703637 MHz
NUC1 13c
Pl 10.20 usec
PLW1 90.00000000 W

CHANNEL f2 =

SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



'H NMR of compound 14f

TAnh-126F

10.318
8.650
7.827
7.503
7.486
7.369
7.352
7.309
7.292
6.599
6.595
6.582
6.578
6.485
6.482
6.232
6.219
6.207
4.295
4.283
4.019
4.006
3.992
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Current Data Parameters

NAME TAnh-126F
EXPNO 20
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220812
Time 14.35
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 297.2 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885
1H

9.80 u
24.00000000 W

F2 - Processing parameters
ST 65536

SF 500.1300043 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-126F
EXPNO 21
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220812
Time 20.15
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
TD 65536
SOLVENT DMSO
NS 3072
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 298.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFO1 125.7703637 MHz
NUC1 13c
Pl 10.20 usec
PLWL 90.00000000 W

CHANNEL f2 =

SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



'H NMR of compound 14g

TAnh-126G
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7.278
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6.584
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6.517
6.100
6.088
6.077

4.255
4.244
4.025
4.011
3.997
2.257
2.211
1.927
1.912
1.898
1.653
1.639
1.625
1.453
1.438
1.424
1.229
1.213
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Current Data Parameters

usec
usec

K
sec

NAME TAnh-126G
EXPNO 41
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220819
Time 9.46
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 10000.000
FIDRES 0.152588
AQ 3.2767999
RG 191.38
DW 50.000
DE 6.50
TE 297.
D1 1.00000000
TDO 1

CHANNEL f1
500.1330885 MHz
1H
9.80 usec
24.00000000 W
F2 - Processing parameters
ST 65536
SF 500.1300046 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-126G
EXPNO 42
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220819
Time 22.27
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
D 65536
SOLVENT DMSO
NS 3072
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 299.2 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFO1 125.7703637 MHz
NUC1 13c
Pl 10.20 usec
PLWL 90.00000000 W

CHANNEL f2 =

SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



'H NMR of compound 17a

TAnh-127A (")(7
wn
TTAMOLOLOLNOVWIAIADNTMONIITNAT NN ONOOATTNANTFOTTNOMOAOANOOANMS OO
NITOOWUMHMMHMAOALNOHONOONMAOTWOWMHOAAHOANANITLTONNNVOONONTAN—THIIMAHOOLMIL OO
TNV NN OANNNNNTETTOVOUOONNHOOOOO S T NNN A
P S Current Data Parameters
oo~~~V 0oV ONYI A A A A A A A A A A A A A NAME TAnh-127A

e Vs "

F2 - Acquisition Parameters
Date_ 20221012

Time 10.05
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 295.7 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885 MHz
1H

ec

9.80 us
24.00000000 W

} ‘ F2 - Processing parameters

ST 65536
| SF 500.1300000 MHz
| WDW EM
‘ | SSB 0
LB 0.30 Hz
‘ | B 0
i | ’\ | PC 1.00
Vil | |
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© TEINNNNN A o ~ < NOY O OB Current Data Parameters
— B B s e R — T MNNNN NAME TAnh-127A
EXPNO 11
PROCNO 1
F2 - Acquisition Parameters
Date_ 20221012
Time 16.28
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
D 65536
SOLVENT DMSO
NS 1433
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 296.6 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
= CHANNEL f1 =
SFO1 125.7703637 MHz
NUC1 13c
Pl 10.20 usec
PLWL 90.00000000 W
CHANNEL f2 =
SFO2 500.1320005 MHz
NUC2 1H
| CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
| ‘ . PLW13 0.23050000 W
(| | |
'l L Jl J A IJ\ Ju " J J J JJ h " F2 - Processing parameters
o ¥ ¢ ey sI 65536
SF 125.7577885 MHz
WDW EM
T T T T T T T T T T T T T T T T T T SSB 0
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ppm i . 1.00 5z
PC 1.40
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'H NMR of compound 17b

TAnh-127B

—10.389
8.673
8.063
7.469
7.464
7.459
7.457
7.450
7.441
7.432
7.341
7.323
7.278
7.273
7.268
7.259
6.746
6.743
6.729
6.725
6.557
6.554
6.179

—4.358
4.128
4.114
4.100
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| A J v
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1.931
1.917

1.902
1.742
1.728
1.714
1.459
1.445
1.431
1.230
1.198

V=

-S29-

(A S Y
g 5 |5 fﬁ: fgaj r:r ‘5 8} fs@mhaf
- =] =] ailed clol le | e ailailailw
T T T T T T T T T T T T
10 9 8 7 6 5 4 3 2 1 ppm
13C NMR of compound 17b
TAnh-127B
~ COOMME>EAN WO M
N OVOoOrTANHWOVUNON o NOoO TN~ AN
n wOoOr-r-wWwMmOown W NN — NN OWnoOm
. L ~ <O 0O TN
o) O~ N OO0~ O N . .. N
o T OMONNNNN A A o N <" NO W WL
— A A A A A A A A A A o T ONNANN
|
| |
MWMW”M“L—JM oo
T T T T T T T T T
180 160 140 120 100 80 60 40 20 ppm

<)
BRUKER
(>

Current Data Parameters

usec
usec

K
sec

NAME TAnh-127B
EXPNO 90
PROCNO 1
F2 - Acquisition Parameters
Date_ 20221201
Time 11.10
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 10000.000
FIDRES 0.152588
AQ 3.2767999
RG 191.38
DW 50.000
DE 6.50
TE 296.
D1 1.00000000
TDO 1

CHANNEL f1
500.1330885 MHz
1H
9.80 usec
24.00000000 W
F2 - Processing parameters
ST 65536
SF 500.1300027 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

<)
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(>

Current Data Parameters

NAME TAnh-127B
EXPNO 91
PROCNO 1
F2 - Acquisition Parameters
Date_ 20221203
Time 13.37
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
D 65536
SOLVENT DMSO
NS 2048
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 298.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFO1 125.7703637 MHz
NUC1 13c
Pl 10.20 usec
PLWL 90.00000000 W

CHANNEL f2 =

SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



'H NMR of compound 17¢

TAnh-127C
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Current Data Parameters

usec
usec

K
sec

NAME TAnh-127C
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220904
Time 14.48
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 10000.000
FIDRES 0.152588
AQ 3.2767999
RG 191.38
DW 50.000
DE 6.50
TE 297.
D1 1.00000000
TDO 1

CHANNEL f1
500.1330885 MHz
1H
9.80 usec
24.00000000 W
F2 - Processing parameters
ST 65536
SF 500.1299516 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-127C
EXPNO 11
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220904
Time 18.22
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
D 65536
SOLVENT DMSO
NS 4096
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 298.3 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFO1 125.7703637 MHz
NUC1 13c
Pl 10.20 usec
PLWL1 90.00000000 W

CHANNEL f2 =

SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB ()
PC 1.40



'H NMR of compound 17d

TAnh-127D
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Current Data Parameters

NAME TAnh-127D
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220817
Time 9.45
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 296.8 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885
1H

9.80 u
24.00000000 W

F2 - Processing parameters
E 65536

SF 500.1300042 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-127D
EXPNO 11
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220819
Time 3.40
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
TD 65536
SOLVENT DMSO
NS 4096
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 298.6 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFO1 125.7703637 MHz
NUC1 13c
Pl 10.20 usec
PLWL 90.00000000 W

CHANNEL f2 =

SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



'H NMR of compound 17e

TAnh-127E

10.373
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Current Data Parameters

NAME TAnh-127E
EXPNO 100
PROCNO 1

F2 - Acquisition Parameters
Date_ 20221201
Time 11.14
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 296.9 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885
1H

ec

9.80 us
24.00000000 W

F2 - Processing parameters
ST

SF 500.1300031 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-127E
EXPNO 101
PROCNO 1

F2 - Acquisition Parameters
Date_ 20221203
Time 15.26
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30

TD 65536
SOLVENT DMSO

NS 2048

DS 4

SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38

DW 16.000 usec
DE 6.50 usec
TE 298.3 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1

MHz

SFO1 125.7703637

NUCL 13c

Pl 10.20 usec

PLWL 90.00000000 W
CHANNEL f2 =

SFO2 500.1320005 MHz

NUC2 1H

CPDPRG[2 waltz16

PCPD2 80.00 usec

PLW2 24.00000000 W

PLW12 0.36015001 W

PLW13 0.23050000 W

F2 - Processing parameters

SI

SF 125.7577885 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40



'H NMR of compound 17f

TAnh-127F

10.314
—8.651

4.265
4.255
4.094
4.080
4.066

Current Data Parameters

NAME TAnh-127F
EXPNO 30
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220812
Time 14.38
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 297.0 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885
1H

ec

9.80 us
24.00000000 W

F2 - Processing parameters
ST 65536

SF 500.1300044 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

<)
BRUKER
(>

Current Data Parameters
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NAME TAnh-127F
EXPNO 31
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220812
Time 22.58
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
D 65536
SOLVENT DMSO
NS 3072
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 298.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFO1 125.7703637 MHz
NUC1 13c
Pl 10.20 usec
PLW1 90.00000000 W

CHANNEL f2 =

SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



'H NMR of compound 17g

TAnh-127G
2 o] OO MME~0OM < ~r~ W NO OOWWOUNMSENWOWNOWOWS O AN
[0} S N~V Ho0o0~dHM NOOVOOW NAAFTOONAHDANMNMANMNO
. o ONANN—H WO NOOO NANOOOME™WOW TN NN
2 ® NFEERERNO6On IR Y D g
| | |
| ‘ \ ‘“ \‘\
| 1 ] H‘ u
Y S | G S S TR VLV S| S\ NS SV
fg 8 8 S%FB\?—‘ 3 987 FSSS’#?\:
- o - ool =] =] oilai ol il
I T T T T T T T T T T
10 9 8 7 6 4 3 2 1 ppm
13C NMR of compound 17g
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Current Data Parameters

NAME TAnh-127G
EXPNO 20
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220817
Time 9.48
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 296.7 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885
1H

ec

9.80 us
24.00000000 W

F2 - Processing parameters
ST 65536

SF 500.1300045 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-127G
EXPNO 22
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220819
Time 7.15
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
D 65536
SOLVENT DMSO
NS 4096
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 298.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFO1 125.7703637 MHz
NUC1 13c
Pl 10.20 usec
PLWL1 90.00000000 W

CHANNEL f2 =

SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI
SF 125.7577885 MHz
WDwW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



'H NMR of compound 22a

TAnh-121A
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Current Data Parameters
NAME TAnh-121A
EXPNO 30
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220105
Time 8.07
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 297.1 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885 MHz
1H
9.80 usec
24.00000000 W
F2 - Processing parameters
ST 65536
SF 500.1300060 MHz
WDW EM
SSB 0
N ‘ LB 0.30 Hz
[ ‘ GB 0
| ‘ i “\ } | I | PC 1.00
i f P
— - ‘
T T T T T T T T T T T
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13C NMR of compound 22a
TAnh-121A A1 O OO~ ML MO
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\ l\\wlx\\\%// | v Current Data Parameters
NAME TAnh-121A
EXPNO 32
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220105
Time 17.01
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
65536
SOLVENT DMSO
NS 2048
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
bW 16.000 usec
DE 6.50 usec
TE 297.7 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
125.7703637 MHz
13C
10.20 usec
90.00000000 W
CHANNEL f2 =
500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI 65536
‘ SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
C 1.40
T T T T T T T T T
180 160 140 120 100 80 60 40 20 ppm
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'H NMR of compound 22b
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Current Data Parameters

NAME TANh-121B
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20211208
Time 20.54
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38
bW 50.000 usec
DE 6.50 usec
TE 297.5 K
D1 1.00000000 sec
TDO 1
= CHANNEL f1
500.1330885 MHz
1H

9.80 usec
24.00000000 W

F2 - Processing parameters
SI 65536
SF 500.1300048 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
| | PC 1.00
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13C NMR of compound 22b
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Current Data Parameters

NAME TANh-121B
EXPNO 20
PROCNO 1
F2 - Acquisition Parameters
Date_ 20211210
Time 10.06
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 1676
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 297.5 K
D1 2.00000000 sec
D11 0.03000000 sec
| TDO 1
= CHANNEL f1l =
125.7703637 MHz
13c

10.20 usec
90.00000000 W

= CHANNEL f2 =:
500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI 65536
SF 125.7577885 MHz
T T T T T T T T T 1 WDW EM
180 160 140 120 100 80 60 40 20 ppm SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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'H NMR of compound 22¢

TAnh-121C (")(7
~
© COVOMTONOXLONOIFTOMSIHOONTN BRUKER
— TLTONDOMHOONNWOWL TTNOO WM™~V MWLWn
‘_; COoOVLOUTMMMOANNNANNNOOEOTNNNONAN LN
— e e O o R R R R R R R R R R RO R R
Current Data Parameters
| l\l\w%(%// NAME TAnh-121C
EXPNO 40
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220105
Time 8.11
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38
DW 50.000 usec
DE 6.50 usec
TE 297.0 K
D1 1.00000000 sec
TDO 1
CHANNEL f1
500.1330885 MHz
1H
9.80 usec
24.00000000 W
‘ F2 - Processing parameters
ST
‘ SF 500.1300052 MHz
| WDW EM
| SSB 0
11 ‘ LB 0.30 Hz
[l ‘ | GB 0
Wl I | pC 1.00
|
, J
T T T T T T T T T T T T T
11 10 9 8 7 6 5 4 3 2 1 ppm
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NAME TAnh-121C
EXPNO 41
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220105
Time 10.30
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
65536
SOLVENT DMSO
NS 1024
Ds 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
bW 16.000 usec
DE 6.50 usec
TE 297.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
125.7703637 MHz
13C
10.20 usec
90.00000000 W
CHANNEL f2 =
500.1320005 MHz
NUC2 1H
CPDPRG([2 waltzlé
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI 65536
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
C 1.40
T T T T T T T T T T
180 160 140 120 100 80 60 40 20 ppm
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'H NMR of compound 22d
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TAnh-1215

9.043
8.140
7.868
7.690
7.674
7.401
7.384
7.359
7.342
7.322
7.310
7.294
7.162
7.145

| S Ny

6.633
6.616
6.065
5.437
5.402
5.389

Current Data Parameters

NAME TAnh-121D
EXPNO 30
PROCNO 1
F2 - Acquisition Parameters
Date_ 20211222
Time 8.40
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2g30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38
DW 50.000 usec
DE 6.50 usec
TE 296.7 K
D1 1.00000000 sec
TDO 1
CHANNEL f1 =
500.1330885 MHz
1H
9.80 usec
24.00000000 W
F2 - Processing parameters
SI 65536
| SF 500.1300045 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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Current Data Parameters
NAME TAnh-121D
EXPNO 31
PROCNO 1
F2 - Acquisition Parameters
Date_ 20211222
Time 12.57
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
65536
SOLVENT DMSO
NS 2048
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
| DW 16.000 usec
| DE 6.50 usec
TE 297.8 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
125.7703637 MHz
13C
10.20 usec
90.00000000 W
CHANNEL f2 =
500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
| F2 - Processing parameters
; SI 65536
| SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
i GB 0
| PC 1.40
T T T T T T T T T
180 160 140 120 100 80 60 40 20 ppm
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'H NMR of compound 22e

TAnh-121E

—11.167
9.027
8.041
7.694
7.678
7.662
7.377
7.366
7.360
7.349
7.319
7.302
7.259
7.243
7.111
7.093
7.076
6.587
6.584
6.570
6.566
6.487
6.483
6.183
6.171
6.159
5.336
4.213
4.201

|

'N

e

<)
BRUKER
(>

usec
usec

K
sec

Current Data Parameters
NAME TAnh-121E
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220106
Time 8.57
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 10000.000
FIDRES 0.152588
AQ 3.2767999
RG 191.38
DW 50.000
DE 6.50
TE 296.
D1 1.00000000
TDO 1

CHANNEL f1
500.1330885
1H

ec

9.80 us
24.00000000 W

F2 - Processing parameters
E 65536
‘ SF 500.1300050 MHz
| [ WDW EM
| ‘ ‘ SSB 0
| ‘ i 1B 0.30 Hz
“ | | i GB 0
| ) | | 1 | Il pC 1.00
I | f | /
[N VAP L N N RS Y U G L G ) W
T T T T T T T T T T T
11 10 9 8 7 6 5 4 3 2 1 ppm
< < el =2 (222 < @
- - ~| laillslail Iolcle o -
13C NMR of compound 22e
TAnh-121E AN MOS0 OVSONT OO
AN HAMNOAT OO AN 0 ©
TMVoV@ONNSOSVHTNN o o3
NOWNWHOWVONNNS~O W - ..
COIIITOMNONNNNN A A A o ~ © BRUKER
A A A A A A A A A A A A A A A A O <« <
\\‘\H\\\N\ V//n// | \/ Current Data Parameters
NAME TAnh-121E
EXPNO 11
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220107
Time 22.56
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
65536
SOLVENT DMSO
NS 4096
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 298.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
125.7703637 MHz
13c
10.20 usec
90.00000000 W
CHANNEL £2 =
500.1320005 MHz
NUC2 1H
CPDPRG [2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
s1 65536
SF 125.7577885 MHz
WDW EM
I SSB 0
| LB 1.00 Hz
GB 0
T T T T T T T T T 1
180 160 140 120 100 80 60 40 20 ppm
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'H NMR of compound 22f

TAnh-121F
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13C NMR of compound 22f
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Current Data Parameters

NAME TAnh-121F
EXPNO 51
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220105
Time 8.41
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 296.7 K
D1 1.00000000 sec
TDO 1

CHANNEL f1

500.1330885 MHz
1H

9.80 usec
24.00000000 W

F2 - Processing parameters
ST 65536

SF 500.1300052 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

TAnh-121F M FTNASDSODOONT AAM
© AOVNVWOO A= MANM o~ o m
- LONOMANOWVWI O g :g
T HDHOWOLMAO>S~0O0O . L
T 23S880A8NRESE 4 R BRUKER
oA A A A A A A A A A o - <
| l\"\‘\'\\l\\ //'/// | \/ Current Data Parameters
NAME TAnh-121F
EXPNO 52
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220105
Time 12.43
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
65536
SOLVENT DMSO
NS 1926
Ds 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
bW 16.000 usec
DE 6.50 usec
TE 297.8 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
125.7703637 MHz
13C
10.20 usec
90.00000000 W
CHANNEL f2 =
500.1320005 MHz
NUC2 1H
CPDPRG([2 waltzlé
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
| PLW13 0.23050000 W
F2 - Processing parameters
SI 65536
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T T 1
180 160 140 120 100 80 60 40 20 ppm
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'H NMR of compound 22g

T\ =

7.228
7.222
7.206
7.081
6.586
6.582
6.569
6.565
6.473
6.469
6.131
6.119
6.108
5.326
4.178
4.167
2.259

Current Data Parameters

NAME TAnh-121G
EXPNO 30
PROCNO 1
F2 - Acquisition Parameters
Date_ 20211218
Time 13.19
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38
bW 50.000 usec
DE 6.50 usec
TE 297.1 K
D1 1.00000000 sec
TDO 1
CHANNEL fl = o
500.1330885 MHz
1H
9.80 usec

24.00000000 W

F2 - Processing parameters

ST 65536
F 500.1300052 MHz
DW
SB 0
B 0.30 Hz
B 0
C 1.00

©
© M HNO Lo
— NMOT O
. covwoma N
TAnh-¥21G O @ P~~~ P~ P~
|
] |
T T T
1 10 9
o =)
o.( ("!
- =}

13C NMR of compound 22g

1.07

TAnh-121G 0 O W WO A Lo~ Mm<T +N
NWOoOWVWMOHONSENNSITMO © © ~ ©
LN HOS 0NN oor-r~r~od . L .
22ISRE8AN8355R8T 4 A k BRUKER
A A AAAAAAAAAAAA A O - N
NN V]
NAME TAnh-121G
EXPNO 32
PROCNO 1
F2 - Acquisition Parameters
Date_ 20211218
Time 15.07
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
65536
SOLVENT DMSO
NS 2048
Ds 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
bW 16.000 usec
DE 6.50 usec
TE 297.9 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
125.7703637 MHz
13C
10.20 usec
90.00000000 W
CHANNEL f2 =
500.1320005 MHz
NUC2 1H
CPDPRG([2 waltzlé
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
ST 65536
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
B 0
C 1.40
T T T
180 160 140 ppm



'H NMR of compound 25a

TAnh-123A
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13C NMR of compound 25a
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Current Data Parameters

NAME TAnh-123A
EXPNO 50
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220106
Time 9.12
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 296.8 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885 MHz
1H

9.80 usec
24.00000000 W

F2 - Processing parameters
ST 65536

SF 500.1300049 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-123A
EXPNO 52
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220107
Time 12.35
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
D 65536
SOLVENT DMSO
NS 1689
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 297.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFO1 125.7703637 MHz
NUC1 13c
Pl 10.20 usec
PLWL 90.00000000 W

CHANNEL f2 =

SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



'H NMR of compound 25b

%
§

7.441
7.433
7.425
7.417
7.414
7.406
7.320
7.304
7.272
7.264
7.257
7.252
7.245
7.238
7.192
7.174
6.656
6.638
6.636
6.562
6.079
6.069
5.408
4.340
4.330

Current Data Parameters
NAME TAnh-123B
EXPNO 20
PROCNO 1
F2 - Acquisition Parameters
Date_ 20211214
Time 15.23
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 8
DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38
DW 50.000 usec
DE 6.50 usec
TE 297.
D1 1.00000000 sec
TDO 1
CHANNEL fl =
500.1330885 MHz
1H
9.80 usec
24.00000000 W

F2 - Processing parameters

SI
SF
WDW
SSB

w -

65536
500.1300043 MHz
EM
0
0.30 Hz
0
1.00

1 10 8 7 5 4 2 1 ppm
o =2} | (@lo]r| (=|v N) - ~
< ] N @ @] N @ <
- =) | ol =l e o o
13C NMR of compound 25b
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NAME TAnh-123B
EXPNO 21
PROCNO 1
F2 - Acquisition Parameters
Date_ 20211215
Time 10.31
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
65536
SOLVENT DMSO
NS 1180
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
bW 16.000 usec
DE 6.50 usec
TE 297.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
125.7703637 MHz
13C
10.20 usec
90.00000000 W
CHANNEL f2 =
500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
ST 65536
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
C 1.40
T T T T T T T T T T T
180 160 140 120 100 80 60 40 20 ppm
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'H NMR of compound 25¢
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Current Data Parameters

NAME TAnh-121C
EXPNO 20
PROCNO 1
F2 - Acquisition Parameters
Date_ 20211210
Time 17.15
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38
bW 50.000 usec
DE 6.50 usec
TE 296.9 K
D1 1.00000000 sec
TDO 1
= CHANNEL f1
500.1330885 MHz
1H

9.80 usec
24.00000000 W

F2 - Processing parameters
SI 655
SF 500.1300044 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0

I PC 1.00

= <L [CI=XE] |12 < N bl
- | lail=lole] o =) o o

T T T T T T T T T T T T 1
11 10 9 8 7 6 5 4 3 2 1 ppm

13C NMR of compound 25¢

< o™ 0 = 0 0 N ML M n 0 [seltel
NEROTETenenan NG T 85 BRUKER
DLFOMOMANONSMWOWOWONHO .. (N
LT OONONNNNNAAO ~ o~
A A A A A A A A A A A A A A A A
TN V
NAME TAnh-121C
EXPNO 21
PROCNO 1
F2 - Acquisition Parameters
Date_ 20211211
Time 13.38
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
D 65536
SOLVENT DMSO
NS 2048
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
%) 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 298.0 K
D1 2.00000000 sec
D11l 0.03000000 sec
TDO 1
= CHANNEL f1 =
125.7703637 MHz
13C
10.20 usec
90.00000000 W
= CHANNEL f£2 =
I 500.1320005 MHz
NUC2 1H
| | | | CPDPRG[2 waltz16
PCPD2 80.00 usec
| [ PLW2 24.00000000 W
! PLW12 0.36015001 W
l I | PLWI3 0.23050000 W
" L
' ¥ y F2 - Processing parameters
SI 65536
SF 125.7577885 MHz
I T T T T T T T T T WOW BM
180 160 140 120 100 80 60 40 20 ppm SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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'H NMR of compound 25d

TAnh-123D

11.152
9.038
8.138
7.688
7.672
7.556
7.539
7.529
7.400
7.383
7.358
7.341
7.309
7.293
7.161
7.144
6.631
6.614
6.060
5.418
5.401
4.267
4.255
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13C NMR of compound 25d

TAnh-123D
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Current Data Parameters

NAME TAnh-123D
EXPNO 30
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220106
Time 9.05
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 296.8 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885 MHz
1H

9.80 u
24.00000000 W

F2 - Processing parameters
E 65536

SF 500.1300046 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-123D
EXPNO 31
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220106
Time 13.08
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30

D 65536
SOLVENT DMSO

NS 1024

DS 4

SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38

DW 16.000 usec
DE 6.50 usec
TE 297.8 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFOL 125.7703637 MHz
NUCL 13c
Pl 10.20 usec
PLWL 90.00000000 W
CHANNEL f2 =
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



'H NMR of compound 25e
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Current Data Parameters
NAME Tanh-123E
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20211222
Time 15.14
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT D20_salt
NS 16
DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38
DW 50.000 usec
DE 6.50 usec
TE 297.2
D1 1.00000000 sec
TDO 1
CHANNEL fl =
500.1330885 MHz
1H
9.80 usec
24.00000000 W
F2 - Processing parameters
SI 65536
SF 500.1311139 MHz
WDW EM
| SSB 0
LB 0.30 Hz
GB 0
‘ PC 1.00
L |
1 |
| M I | | | |
_ VA W AN LS W W ) GU LV | G VAV
T T T T T T T 1
11 10 9 7 6 5 4 3 ppm
jor 7mr M (OHMH H (o\ [”' H
= 2 el AT |2 ] bl bl
- o - Nl o~ - o~ N
3C NMR of compound 25e
HHONS AN AONOIT—AONITM
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Current Data Parameters
NAME Tanh-123E
EXPNO 11
PROCNO 1
F2 - Acquisition Parameters
Date_ 20211223
Time 12.51
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
65536
SOLVENT DMSO
NS 1024
Ds 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
bW 16.000 usec
DE 6.50 usec
TE 297.6 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
125.7703637 MHz
13C
10.20 usec
90.00000000 W
CHANNEL f2 =
500.1320005 MHz
NUC2 1H
CPDPRG([2 waltzlé
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI 65536
SF 125.7577885 MHz
WDW EM
‘ ‘ SSB 0
| ‘ ‘ J LB 1.00 Hz
A i 0
PC 1.40
T T T T T T T T
180 160 140 120 100 80 60 40 ppm
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'H NMR of compound 25f

TAnh-123F
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13C NMR of compound 25f
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Current Data Parameters

NAME TAnh-123F
EXPNO 40
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220106
Time 9.08
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 296.9 K
D1 1.00000000 sec
TDO 1

CHANNEL f1

500.1330885 MHz
1H

9.80 u
24.00000000 W

F2 - Processing parameters
ST 65536

SF 500.1300047 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-123F
EXPNO 42
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220107
Time 15.42
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30

D 65536
SOLVENT DMSO

NS 3072

DS 4

SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38

DW 16.000 usec
DE 6.50 usec
TE 297.7 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFO1 125.7703637 MHz

NUCL 13c

Pl 10.20 usec

PLWL 90.00000000 W
CHANNEL f2 =

SFO2 500.1320005 MHz

NUC2 1H

CPDPRG[2 waltz16

PCPD2 80.00 usec

PLW2 24.00000000 W

PLW12 0.36015001 W

PLW13 0.23050000 W

F2 - Processing parameters

ST

SF 125.7577885 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40



'H NMR of compound 25g
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TAnh-123G

2.250

Current Data Parameters

NAME TAnh-123G
EXPNO 40
PROCNO 1
F2 - Acquisition Parameters
Date_ 20211222
Time 8.44
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38
DW 50.000 usec
DE 6.50 usec
TE 296.8 K
D1 1.00000000 sec
TDO 1
CHANNEL fl = -
500.1330885 MHz
1H
9.80 usec

24.00000000 W

F2 - Processing parameters

13C NMR of compound 25g

TAnh-123G

2.08

145.359
145.202
143.614
140.817
137.872
135.935
—132.605

§
X

—164.351
129.268
127.661
127.630
126.388
112.302
110.994

——100.634
47.676
47.528
21.131

/
a

T
180

SI 65536
SF 500.1300058 MHz
WDW EM
SSB 0
L 0.30 Hz
G 0
P 1.00
|
1

ppm

Current Data Parameters

NAME TAnh-123G
EXPNO 41
PROCNO 1
F2 - Acquisition Parameters
Date_ 20211222
Time 9.56
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
65536
SOLVENT DMSO
NS 2048
Ds 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
bW 16.000 usec
DE 6.50 usec
TE 297.5 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1
125.7703637 MHz

13C

10.20
90.00000000 W

CHANNEL £2 =

500.1320005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI 65536
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



'H NMR of compound 27a
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<)
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Current Data Parameters

NAME TAnh-124A
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220117
Time 18.08
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 296.8 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885 MHz
1H

9.80 usec
24.00000000 W

F2 - Processing parameters
ST 65536

SF 500.1300038 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-124A
EXPNO 11
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220117
Time 20.49
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
D 65536
SOLVENT DMSO
NS 3072
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 297.6 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFO1 125.7703637 MHz
NUC1 13c
Pl 10.20 usec
PLWL1 90.00000000 W

CHANNEL f2 =

SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



'H NMR of compound 27b
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13C NMR of compound 27b

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-124B
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220114
Time 8.09
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 296.6 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885 MHz
1H

9.80 usec
24.00000000 W

F2 - Processing parameters
E 65536

SF 500.1300041 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

<)
BRUKER
(>

Current Data Parameters
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NAME TAnh-124B
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220114
Time 9.05
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30

D 65536
SOLVENT DMSO

NS 2048

DS 4

SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38

DW 16.000 usec
DE 6.50 usec
TE 297.3 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFOL 125.7703637 MHz
NUCL 13c
Pl 10.20 usec
PLWL 90.00000000 W
CHANNEL f2 =
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
ST
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



'H NMR of compound 27¢
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Current Data Parameters

NAME TAnh-124C
EXPNO 20
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220117
Time 20.53
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 297.

D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885
1H

ec

9.80 us
24.00000000 W

F2 - Processing parameters
E 65536

SF 500.1300043 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-124C
EXPNO 22
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220117
Time 23.33
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30

D 65536
SOLVENT DMSO

NS 3072

DS 4

SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38

DW 16.000 usec
DE 6.50 usec
TE 297.7 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1

MHz

SFO1 125.7703637

NUCL 13c

Pl 10.20 usec

PLWL 90.00000000 W
CHANNEL f2 =

SFO2 500.1320005 MHz

NUC2 1H

CPDPRG[2 waltz16

PCPD2 80.00 usec

PLW2 24.00000000 W

PLW12 0.36015001 W

PLW13 0.23050000 W

F2 - Processing parameters

ST

SF 125.7577885 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40



'H NMR of compound 29a
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Current Data Parameters

| \ ll\\‘l‘\l\NVn%/’/ NAME TAnh-125A
EXPNO 30
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220117
Time 23.37
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38
DW 50.000 usec
DE 6.50 usec
TE 297.2 K
D1 1.00000000 sec
TDO 1

‘ CHANNEL f1

500.1330885 MHz
1H

ec

9.80 us
24.00000000 W

F2 - Processing parameters
ST 65536

SF 500.1300045 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00
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Current Data Parameters
\\\nk\\\\/%/// NAME TAnh-125A
EXPNO 32
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220118
Time 2.18
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
D 65536
SOLVENT DMSO
NS 3072
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 297.6 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
= CHANNEL f1 =
SFO1 125.7703637 MHz
NUC1 13c
Pl 10.20 usec
PLWL 90.00000000 W
CHANNEL f2 =
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
! F2 - Processing parameters
SI
T T T T T T T T T 1 SF 125.7579255 MHz
180 160 140 120 100 80 60 40 20 ppm e o B
LB 1.00 Hz
GB 0
PC 1.40
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'H NMR of compound 29b
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Current Data Parameters

NAME TAnh-125B
EXPNO 40
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220118
Time 2.21
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 297.2 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885 MHz
1H

9.80 usec
24.00000000 W

F2 - Processing parameters
E 65536

SF 500.1300032 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-125B
EXPNO 42
PROCNO 1
F2 - Acquisition Parameters
Date_ 20220118
Time 5.02
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
D 65536
SOLVENT DMSO
NS 3072
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 297.7 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFO1 125.7703637 MHz
NUC1 13c
Pl 10.20 usec
PLWL 90.00000000 W

CHANNEL f2 =

SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI
SF 125.7579249 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



'H NMR of compound 29¢
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Current Data Parameters

NAME Tanh-125C
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220118
Time 9.27
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 296.5 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885 MHz
1H

ec

9.80 us
24.00000000 W

F2 - Processing parameters
ST 65536

SF 500.1300025 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME Tanh-125C
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220119
Time 9.01
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30

D 65536
SOLVENT DMSO

NS 3072

DS 4

SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38

DW 16.000 usec
DE 6.50 usec
TE 296.3 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFO1 125.7703637 MHz

NUCL 13c

Pl 10.20 usec

PLWL 90.00000000 W
CHANNEL f2 =

SFO2 500.1320005 MHz

NUC2 1H

CPDPRG[2 waltz16

PCPD2 80.00 usec

PLW2 24.00000000 W

PLW12 0.36015001 W

PLW13 0.23050000 W

F2 - Processing parameters

ST

SF 125.7577885 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40



'H NMR of compound 31a
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Current Data Parameters

NAME TAnh-128A
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230215
Time 10.45
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 297.9 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885
1H

ec

9.80 us
24.00000000 W

F2 - Processing parameters
ST 65536

SF 500.1300047 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-128A
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230216
Time 3.19
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30

TD 65536
SOLVENT DMSO

NS 3072

DS 4

SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38

DW 16.000 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1

MHz

SFO1 125.7703637

NUCL 13c

Pl 10.20 usec

PLWL 90.00000000 W
CHANNEL f2 =

SFO2 500.1320005 MHz

NUC2 1H

CPDPRG[2 waltz16

PCPD2 80.00 usec

PLW2 24.00000000 W

PLW12 0.36015001 W

PLW13 0.23050000 W

F2 - Processing parameters

ST

SF 125.7577885 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40



'H NMR of compound 31b

TAnh-128B
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Current Data Parameters

NAME TAnh-128B
EXPNO 20
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230215
Time 10.49
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 297.9 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885
1H

9.80 u
24.00000000 W

F2 - Processing parameters
ST 65536

SF 500.1300037 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-128B
EXPNO 21
PROCNO 1
F2 - Acquisition Parameters
Date_ 20230216
Time 6.01
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
D 65536
SOLVENT DMSO
NS 3072
DS 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 299.9 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFO1 125.7703637 MHz
NUC1 13c
Pl 10.20 usec
PLWL 90.00000000 W

CHANNEL f2 =

SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
ST 65536
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



'H NMR of compound 31c¢
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Current Data Parameters

NAME TAnh-128C
EXPNO 30
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230215
Time 10.52
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 297.7 K
D1 1.00000000 sec
TDO 1

CHANNEL f1

500.1330885
1H

9.80 u
24.00000000 W

F2 - Processing parameters
ST 65536

SF 500.1300045 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-128C
EXPNO 31
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230216
Time 7.26
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30

D 65536
SOLVENT DMSO

NS 3072

DS 4

SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38

DW 16.000 usec
DE 6.50 usec
TE 300.1 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1

MHz

SFO1 125.7703637

NUCL 13c

Pl 10.20 usec

PLWL 90.00000000 W
CHANNEL f2 =

SFO2 500.1320005 MHz

NUC2 1H

CPDPRG[2 waltz16

PCPD2 80.00 usec

PLW2 24.00000000 W

PLW12 0.36015001 W

PLW13 0.23050000 W

F2 - Processing parameters

ST

SF 125.7577885 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

PC 1.40



'H NMR of compound 33a
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NAME TAnh-129A
EXPNO 10
PROCNO 1
F2 - Acquisition Parameters
Date_ 20230301
Time 16.59
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2g30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
RQ 3.2767999 sec
| RG 191.38
DW 50.000 usec
DE 6.50 usec
TE 299.3 K
D1 1.00000000 sec
TDO 1
|
! CHANNEL f1
SFO1 500.1330885 MHz
NUC1 1H
[ Pl 9.80 usec
PLW1 24.00000000 W
|
F2 - Processing parameters
| ST 65536
SF 500.1300045 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
|
1
o -4 v—r n o «©
5] ~ - |e ~ =]
- S ol |6 - -
T T T T T T T T T T 1
10 9 8 7 6 5 4 3 2 1 ppm
13C NMR of compound 33a
TAnh-129A <)
O~ 0OWMMNVOVANTETMNMTOAHODOONOOMWOMA oOHWNn-~ WMo LM
LTTOAONOODAODLSINANNADNDADNDNOVO>NH A>T N CoOoON<T NS M
D © O™ ©WO
DV OMAWLL TANNNNO O 000 O WO WIr~r~Oo0 ¢ e e e e e e
VOVLOVWOWMNMMMMMMHMANNNNNNNNNNNN A T O N ®™©Wn Current Data Parameters
T A A A A A A A A A A A A A A AA A A A A A A A A TN NNANN NAME TAnh-129A
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters

Date_ 20230301

Time 19.40

INSTRUM spect

PROBHD 5 mm PABBO BB/

PULPROG 2gpg30

TD 65536

SOLVENT DMSO

NS 3072

Ds 4

SWH 31250.000 Hz

FIDRES 0.476837 Hz

AQ 1.0485760 sec

RG 191.38

DW 16.000 usec

DE 6.50 usec
| TE 300.7 K

D1 2.00000000 sec

D11 0.03000000 sec

TDO 1

= CHANNEL f1 =
125.7703637 MHz
13C
10.20 usec
90.00000000 W

CHANNEL f2
SFO2 500.1320005 MHz
NuCc2 1H
CPDPRG[2 waltzlé
| PCPD2 80.00 usec
! oy I ! PLW2 24.00000000 W
| PLW12 0.36015001 W
| PLW13 0.23050000 W
| | " " N F2 - Processing parameters
v " s i o ST 65536
SF 125.7577885 MHz
WDW EM
T T T T T T T T T T SSB 0
180 160 140 120 100 80 60 40 20 ppm & . 1.00 Hz
PC 1.40
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'H NMR of compound 33b

TAnh-129B

0 M
M o o
o N~
® © ©

__-10.310
=~10.290

8.022
8.005
7.621
7.605
7.577
4.231
4.217
4.203

%

X

1.932
1.917
1.902
1.802
1.788
1.774
1.487
1.473
1.459
1.445
1.430
1.247

ey ="

13C NMR of compound 33b

DO |
e 1\57
oilaileil<f
T T

2 1 ppm

TAnh-129B
L o~ T ON O M
R o ® Q8&I8< S AR oM
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— — D i B B B B | - ™M AN NNN
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| il
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180 160 60 40 20 ppm
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<)
BRUKER
(>

Current Data Parameters

NAME TAnh-129B
EXPNO 10
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230222
Time 9.39
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2
SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 299.8 K
D1 1.00000000 sec
TDO 1

CHANNEL f1
500.1330885 MHz
1H

9.80 usec
24.00000000 W

F2 - Processing parameters
ST 65536

SF 500.1300039 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-129B
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230222
Time 21.46
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30

TD 65536
SOLVENT DMSO

NS 6144

DS 4

SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38

DW 16.000 usec
DE 6.50 usec
TE 301.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1

= CHANNEL f1 =
SFOL 125.7703637 MHz
NUCL 13c
Pl 10.20 usec
PLWL 90.00000000 W
CHANNEL f2 =
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
SI
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



'H NMR of compound 33c¢
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60 40 20 ppm

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-129C
EXPNO 20
PROCNO 1

F2 - Acquisition Parameters
Date_ 20230301
Time 19.43
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 65536
SOLVENT DMSO

NS 16

DS 2

SWH 10000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767999 sec
RG 191.38

DW 50.000 usec
DE 6.50 usec
TE 299.9 K
D1l 1.00000000 sec
TDO 1

CHANNEL f1 = .
500.1330885 MHz
1H

NUC1

Pl 9.80 usec
PLW1 24.00000000 W
F2 - Processing parameters
ST 65536

SF 500.1300047 MHz
WDW EM
SSB 0

LB 0.30 Hz
GB 0

PC 1.00

<)
BRUKER
(>

Current Data Parameters

NAME TAnh-129C
EXPNO 22
PROCNO 1
F2 - Acquisition Parameters
Date_ 20230301
Time 22.24
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG 2gpg30
TD 65536
SOLVENT DMSO
NS 3072
Ds 4
SWH 31250.000 Hz
FIDRES 0.476837 Hz
AQ 1.0485760 sec
RG 191.38
DW 16.000 usec
DE 6.50 usec
TE 300.9 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
CHANNEL f1l = =
125.7703637 MHz
13C
10.20 usec

90.00000000 W

CHANNEL f£2 =
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PLW2 24.00000000 W
PLW12 0.36015001 W
PLW13 0.23050000 W
F2 - Processing parameters
ST 65536
SF 125.7577885 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



HRMS

of compound 6a

x10 5
1.14

14
0.9
0.81
0.71
0.6
0.5
0.4
0.3
0.2
0.11

+ Scan (rt: 1.567 min) DHD_120A.d

399.1813

384.1710

0

HRMS
x10 5
1.8
1.6

1.4
1.2

14

0.8
0.6+
0.4

0.2+

0-%=

HRMS

x10 5
o [

0.9
0.8+
0.7
0.6+
0.5+
0.4
0.3
0.2+
0.1

0-

b A = 2 H N L . o o . N 3 T 1 % 5, 2 . £ £ 2
376 378 380 382 384 386 383 390 392 394 396 398 400 402 404 406 408 410

Counts vs. Mass-to-Charge (m/z)

of compound 6b

+ Scan (rt: 2.460 min) DTA_120B_p.d

433.1434

262.1795 309'.3354 391.1565 “l

II sy L

477. I0904
1 L

566.8883

Counts vs. Mass-to-Charge (m/z)

of compound 6¢

220 240 260 280 300 320 340 360 330 400 420 440 460 480 500 520 540 560 580 600

+ Scan (rt: 2.523 min) DTA_120C_p.d

433.1433

373.1225 391.1551 417.1469

P | EP || s 1 L T NI Ly Ly

462.1407 479.0889

Lo, Lol

370 380 390 400 410 420 430 440
Counts vs. Mass-to-Charge (m/z)
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HRMS of compound 6d

%10 5 |+ Scan (rt: 1.058 min) DHD_120D.d

Ly 433.1427
0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2 399.1800  418.1317

S 373.1203 391.1312

‘ 445.1767 477.0934
¥

0 . . [y : L l|| l|. ||l.' ||..| |.|II ol

330 340 350 360 370 380 390 400 410 420 430 440 450 460 470
Counts vs. Mass-to-Charge (m/z)

HRMS of compound 6e

430 490

500

%10 3 |+ Scan (rt: 1.481 min) DHD_120E.d

5- 417.1720

413.2120 418.1727

407 408 409 410 411 412 413 414 415 416 417 418 419 420
Counts vs. Mass-to-Charge (m/z)

HRMS of compound 6f

421 422

423

%10 4 |+ Sean (rt: 3.092 min) DTA_120F.d

1.2+

. 477.0923

1. 479.0895
0.9+
0.8+
0.7
0.6
0.5 1
0.4+
0.3
0.2

0.1 475.0760
ol ! ! |1 |

466 468 470 472 474 476 478 480 482 484 486
Counts vs. Mass-to-Charge (m/z)
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HRMS

of compound 6g

x10 4
1.2+
1.7+

11
0.9
0.8
0.7
0.6+
0.51
0.4
0.3+
0.2
0.1

+ Scan (rt: 2.694 min) DTA_120G.d

413.1985

417.1474

0.

HRMS

x10 4
9-
8.5
8_
7.5
7_
6.5+
6_
5.5
5_
4.54
44
=iy
3_
2.5
2_
1.54
‘l_
0.5

0-=

HRMS

x10 4

1.6
1.5
1.4
1.3
1.2
1.1

‘I.
0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2
0.14

0_

402 403 404 405 406 407 408 409 410 411 412 413 414 415 416 417 418 419 420 421 422 423
Counts vs. Mass-to-Charge (m/z)

of compound 9a

+ Scan (rt: 1.667 min) DHD_122A.d

399.1820

384.1724

376 378 380 382 384 386 388 390 392 394 396 398 400 402 404 406 408 410 412
Counts vs. Mass-to-Charge (m/z)

of compound 9b

+ Scan (rt: 2.692 min) DTA_122B.d

433.1425

435.1411

430.9124

| | ' | | ' | | I | |
420 422 424 426 428 430 AP A
Counts vs. Mass-to-Charge (m/z)

436 438 440 442 444
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HRMS of compound 9¢

x10 4 |+ Scan (it: 2.515 min) DTA_122C.d

114 433.1427

1
0.9
0.8
0.71
0.61
0.51
0.4 435.1425

B3 430.9130

0.2
0.1

" N S S S SN — | N T T S
420 4271 422 423 424 425 426 427 428 429 430 431 432 433 434 435 436 437 438 439 440 441 442 443
Counts vs. Mass-to-Charge (m/z)

HRMS of compound 9d
%10 4 |* Scan (rt: 3.706 min) DTA_122D.d

1.84 433.1426

1.61

1.4+

1.21

‘I_

0.8+

435.1407

2 434.1448

0.4+

430.9133

0.2+ 436.1446

424 425 426 427 428 429 430 431 432 433 434 435 436 437 438 439 440 441 442
Counts vs. Mass-to-Charge (m/z)

HRMS of compound 9e

x10 4 |+ Scan (rt: 1.972 min) DHD_122E.d

2.4
2] 417.1720

2]
1.8
1.6
1.4
1.2

14
0.8
0.61 402.1622

0.4+ 399.1824
0.2 391.2852

0- . - | . .I || i ; —_— nll | L ’ .l — . ; | . | .| L | . . 21 ; -
384 386 388 390 392 394 396 398 400 402 404 406 408 410 412 414 416 418 420 422 424 426 428 430
Counts vs. Mass-to-Charge (m/z)
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HRMS of compound 9f

x10 3

2.4
221

24
1.81
1.6
1.4
1.2

14
0.8
0.6
0.4
0.2

0-

+ Scan (rt: 0.555 min) DTA_122F_p.d

477.0917

478.0940

479.0878

480.0948

468 469 470 471 472 473 474 475 476 477 473 479 480 481 482 483 484 485 486 487

Counts vs. Mass-to-Charge (m/z)

HRMS of compound 9g

x10 4
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3.2

34
2.84
2.6
2.44
2.2

24
1.8
1.6
1.44
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14
0.8
0.6
0.4
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O_

+ Scan (rt: 4.584 min) DHD_122G.d

391.2836 399 1815

413.1979

417.1730
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433.1427

370 375

380 385 390 395 400

HRMS of compound 14a

x10 6
13
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1.1

1.
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0.7
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0.3
0.2
0.1+

0

405 410 _ 415 420
Counts vs. Mass-to-Charge (m/z)

425 430 435 440 445

+ Scan (rt:

1.711 min) DHD_DTA_126A.d

2241163 262.1596

3i8i8i3;, 9522092 |

367.2135

396.2033

200

220 240 260 280 300

320 340

360

Counts vs. Mass-to-Charge (m/z)
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HRMS of compound 14b

x10 5 |+ Scan (rt: 4.693 min) DHD_DTA_126B.d

3.51
3.25
3_
2.751
2.5
2.25
2_
1.751
1.5
1.251
‘|-
0.75 402.1778

0.5
i 404.1747
0'23 400.1778

401.1755

403.1729

405.1773

396 397 398 399 400 401 402 403 404
Counts vs. Mass-to-Charge (m/z)
HRMS of compound 14¢

405 406

10 5 |+ Scan (t: 3.328 min) DHD_DTA_126C.d

3.751
3.5
3.251
34
2.751
254
2251
21
1.75
1.5
1.251
14
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051
] 386.1649
0.22 374:3271 [} | | ! LI Lol

401.1754

| 4083700 4151527

375 380 385 390 395 400 405 410 415
Counts vs. Mass-to-Charge (m/z)

HRMS of compound 14d

420

x10 6 |+ Scan (rt: 0.822 min) DHD_DTA_126D d

14
- 401.1752
0.81
0.71
0.64
0.5
041
0.31
0.2

0.11

0-

374.3282 - 383.1637 _ | 4151658

375 380 385 390 395 400
Counts vs. Mass-to-Charge (m/z)
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HRMS of compound 14e

x10 5
26

241
22

2_
18-
161
141
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14
0.8
06
04
0.2

0+

+ Scan (rt: 1.582 min) DHD_DTA_126E.d

385.2049

221.1183 277.1673 I D) L A 462.1442

180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 520
Counts vs. Mass-to-Charge (m/z)

HRMS of compound 14f

x10 4

54
451
4
354
3
251
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151
2]

0.51

+ Scan (rt: 5.201 min) DHD_DTA_126F d

4451245
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Iy [ . PERPRRTTRN NN o ) B ' L | o | .1

0
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Counts vs. Mass-to-Charge (m/z)

HRMS of compound 14g

x10 5
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451
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+Scan (rt: 5.814 min) DHD_DTA_126G.d
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Counts vs. Mass-to-Charge (m/z)
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HRMS

of compound 17a

x10 4
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[

1
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+Scan (rt: 2.214 min) DHD_DTA_127Ad
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| | | I|.| | | | |

0
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HRMS

|
362 364 366 368 370 372
Counts vs. Mass-to-Charge (m/z)

354 356 358 360

of compound 17b

374 376
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'|.
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+Scan (rt: 2.864 min) DHD_DTA_127B.d
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Counts vs. Mass-to-Charge (m/z)
of compound 17¢
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0-
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Counts vs. Mass-to-Charge (m/z)
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HRMS of compound 17d

x10 5

551
5.
45;
4.
351
3.
25
2.
15
1.
051

0

+Scan (it: 2.011 min) DHD_DTA_127D.d

401.1757

403.1730
402.1783

404.1751
400.1804 |
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Counts vs. Mass-to-Charge (m/z)

HRMS of compound 17¢

x10 4
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1.31
1.2
1.7

‘|_
0.9
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0.6
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0.4 1
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0.1+

0

+Scan (it 3.691 min) DHD_DTA_127E.d
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Counts vs. Mass-to-Charge (m/z)
of compound 17f
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+ Scan (t: 4.072 min) DHD_DTA_127F d
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| N |
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Counts vs. Mass-to-Charge (m/z)
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HRMS

x10 4
3.21

3.
2.8
26-
24-
2.2

2
1.8
161
141
124

‘I.
0.8
0.6-
041
021

0

of compound 17g

+ Scan (it: 3.660 min) DHD_DTA_127Gd

381.2293

382.2326

379.2768 380.2337 383.1658

HRMS

376 377 378

of compound 22a

379 380 381 382 383 384
Counts vs. Mass-to-Charge (m/z)
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0-

+ Scan (rt: 1.320 min) DHD_121A.d
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HRMS

of compound 22c¢

x10 4
2.
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0

+ Scan (rt: 0.888 min) DHD_121C.d
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of compound 22d
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+ Scan (rt: 0.889 min) DHD_121D.d

308.2790
329. I‘l 752

407.1271

391.1319
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Counts vs. Mass-to-Charge (m/z)
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+ Scan (rt: 1.400 min) DHD_121E.d
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Counts vs. Mass-to-Charge (m/z)
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HRMS

of compound 22f

x10 4

14
0.94
0.84
0.7
0.6
0.54
0.4+
0.34
0.24

0.11

+ Scan (rt: 4.691 min) DHD_121-F_2.d

O.

HRMS
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HRMS
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0.8+
0.7 1
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Counts vs. Mass-to-Charge (m/z)
of compound 22¢g
+ Scan (rt: 0.871 min) DHD_121G_3.d
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Counts vs. Mass-to-Charge (m/z)
of compound 25a
+ Scan (rt: 1.586 min) DHD_123a.d
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HRMS of compound 25b
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HRMS of compound 25e
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HRMS of compound 29a
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of compound 31a
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HRMS of compound 33a
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