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1. Supplementary Scheme
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Scheme. S1. Synthesis of vinylsilane substrates 1b,1d-1m. A) Synthesis of triethyl(vinyl)silane 1b using
Ethylmagnesium bromide. B) Synthesis of Methyldiphenyl(vinyl)silane 1d using vinylmagnesium bromide.
C) Synthesis of arylvinylsilane 1e-1m via lithiation of aryl halide.



Table S2. Calculation of transit state energy of 1a, c-e using B3LYP/6-31G* basis.

M-addition AM-addition
Me Me E [au] -513.901049 -513.902327
\/ 0 - .
Sl HO [au] 513.712465 513.713090
SO [J/mol] 433.14 426.80
1a
GO [au] -513.761652 -513.761556
Me Me E [au] -705.637937 -705.636334
I — HO [au] -705.395197 -705.393818
Ph” 0
SO [J/mol] 506.49 514.95
1c
GO [au] -705.452713 -705.452296
Ve Ph E [au] -897.373320 -897.371199
\Sf — HO [au] -897.076345 -897.074217
Ph” 5
SO [J/mol] 582.59 587.88
1d
GO [au] -897.142503 -897.140976
Ph Ph E [au] -1077.34866 -1077.34411
\s,f o HO [au] -1076.95618 -1076.95224
Ph” 0
SO [J/mol] 599.46 602.50
1e
GO [au] -1077.02425 -1077.02065




2. Experimental Procedure of Synthesis

2.1. General remarks

All reagents were purchased from TCI Chemicals, Fujifilm Wako Pure Chemical Industries, or Kanto Kagaku Co.
Inc., and used without further purification: Thin-layer chromatography (TLC) was performed using silica gel coated
with a fluorescent indicator F254 (Merck, #1.05715.0001). Silica gel column chromatography was performed using
neutral silica gel (60 A, 40-50 um) purchased from Kanto Kagaku Co. Inc. NMR spectra were recorded on Bruker
Avance 400 (*H: 400 MHz and *3C: 101 MHz), Bruker Avance 500 (*H: 500 MHz and 3C: 126 MHz), and JEOL
JNM-GX500 (*H: 500 MHz, 13C: 126 MHz) spectrometers. Chemical shift values for protons are referenced to the
signal of the residual signal chloroform-d (3 7.26) or acetone-de (6 2.05), and chemical shift values for carbons are
referenced to the carbon resonance of chloroform-d (6 77.16) or acetone-ds (6 29.84). High-resolution mass (HRMS)
spectra were taken on a Bruker Daltonics micrOTOF-2 using the electron spray ionization time-of-flight (ESI-TOF)
method.

Due to their very low polarity, measurement of mass spectrometry was not possible for several compounds (1h, 1j,
11, 1m).

2.2. Synthesis of vinylsilanes 1b, 1d, 1e-m
2.2.1. Preparation of triethyl(vinyl)silane (1b)

Cl\ /Cl EtMgBr Et\ /Et
Si.~» — = Si_~
cI” THF Bt
O°Ctort 1b
8%

To a mixture of trichlorovinylsilane (0.63 mL, 5.0 mmol) and dry THF (15 mL) was added ethylmagnesium bromide
(1.0 M THEF solution, 15 mL, 15 mmol) dropwise under Ar atmosphere at 0 °C. The mixture was stirred at rt for 4 h.
The reaction mixture was quenched with sat. NH4CI, and the whole was extracted with diethyl ether. The extract was
successively washed with water and brine, and then dried over MgSQOa. The solvent was evaporated, and the residue
was purified by means of silica gel column chromatography (Hexane) to give 1b (57 mg, 8% yield) as colorless oil.

The NMR spectra was identical to the reported data.t



2.2.2. Preparation of methyldiphenyl(vinyl)silane (1d)
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To a mixture of diphenylmethylchlorovinyl silane (1.1 mL, 5.0 mmol) and dry THF (15 mL) was added
vinylmagnesium bromide (1.0 M THF solution, 10 mL, 10 mmol) dropwise under Ar atmosphere at 0 °C. The mixture
was stirred at reflux condition for 5 h. The reaction mixture was quenched with sat. NH4Cl, and the whole was
extracted with ethyl acetate three times. The extract was successively washed with water and brine, and then dried
over Na;SO4. The solvent was evaporated, and the residue was purified by means of silica gel column
chromatography (Hex-EtOAc, EA = 0-5% gradient) to give 1d (789 mg, 70% yield) as colorless oil. The NMR spectra

was identical to the reported data.?

2.2.3. Synthesis of vinylsilanes via lithiation of aryl halides
2.2.3.1. General Procedure A

Arl, "BulLi
CIMezsl\/ THE ArMezsl\/
-78°Ctort 151k

To a mixture of aryl iodide (1.00 mmol) and dry THF (5.0 mL) was added n-BuL.i in n-Hexane (1.6 M hexane solution,
0.75 mL, 1.20 mmol) dropwise under Ar atmosphere at -78 °C. The mixture was stirred at -78 °C for 1 h.
dimethylchlorovinylsilane (0.28 mL, 2.0 mmol) was added and stirring at rt for 2 h. The reaction mixture was
qguenched with satulated NH4Cl.ag, and the whole was extracted with EtOAc three times. The extract was
successively washed with water and brine, and then dried over Na,SOas. The solvent was evaporated, and the residue
was purified by means of silica gel column chromatography (Hex-EtOAc, EA=0-16% gradient) to give the target

vinyl product.

2.2.3.2. (2-Methoxyphenyl)dimethyl(vinyl)silane (1f)
Following the general procedure A, 1f was obtained as colorless oil in 88% yield as colorless oil. The NMR spectra

was identical to the reported data.®

2.2.3.3. (4-Methoxyphenyl)dimethyl(vinyl)silane (1g)
Following the general procedure A, 1g was obtained as colorless oil in 36% yield as colorless oil. The NMR spectra

was identical to the reported data.*



2.2.3.4. Dimethyl(o-tolyl)(vinyl)silane (1h)

Following the general procedure A, 1h was obtained as colorless oil in 34% yield as colorless oil. *H-NMR (400
MHz, CDCl3) § 7.48 (d,J=7.2 Hz, 1H), 7.29 (t, J = 7.2 Hz, 1H), 7.19-7.15 (m, 2H), 6.35 (dd, J = 20.4 Hz, 14.4 Hz,
1H), 6.04 (dd, J = 14.4 Hz, 3.6 Hz, , 1H), 5.75 (dd, J = 20.4 Hz, 3.6 Hz, 1H), 2.44 (s, 3H), 0.40 (d, 6H, J = 0.8 Hz),
13C-NMR (126 MHz, CDCls) & 144.0, 138.8, 136.6, 135.0, 132.5, 129.9, 129.5, 125.1, 23.2, -1.9.

2.2.3.5. Dimethyl(p-tolyl)(vinyl)silane (1i)
Following the general procedure A, 1i was obtained as colorless oil in 26% yield as colorless oil. The NMR spectra

was identical to the reported data.*

2.2.3.6. Dimethyl(2-(trifluoromethyl)phenyl)(vinyl)silane (1j)

Following the general procedure A, 1j was obtained as colorless oil in 37% yield as colorless oil. tH-NMR (500 MHz,
CDCls) § 7.73-7.72 (m, 1H), 7.69-7.68 (m, 1H), 7.51-7.45 (m, 2H), 6.36 (dd, J = 20.3, 14.6 Hz, 1H), 6.06 (dd, J =
14.3, 3.4 Hz, 1H), 5.76 (dd, J = 20.3, 3.7 Hz, 1H), 0.42 (s, 6H), 3C-NMR (126 MHz, CDCls) & 138.4, 136.9, 136.7,
135.2 (4, J = 31 Hz) , 132.7, 130.8, 129.3, 128.4, 125.2 (q, J = 4.8 Hz) , 125.2 (q, J = 272 Hz), -1.5.

2.2.3.7. Dimethyl(4-(trifluoromethyl)phenyl)(vinyl)silane (1K)
Following the general procedure A, 1k was obtained as colorless oil in 38% yield as colorless oil. The NMR spectra

was identical to the reported data.*

2.2.4. Synthesis of (triphenyl)dimethyl(vinyl)silane (1e)
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To a mixture of bromobenzene (2.1 mL, 20 mmol) and dry THF (25 mL) was added n-BuL.i (1.6 M hexane solution,
13 mL, 20 mmol) dropwise under Ar atmosphere at -78 °C. The mixture was stirred at -78 °C for 1 h.
trichlorovinylsilane (0.6 mL, 5.0 mmol) was added and stirring at rt for 2 h. The reaction mixture was quenched with
sat. NH4Cl.aq, and the whole was extracted three times with EtOAc. The extract was successively washed with brine,
and then dried over NaSOa,. The solvent was evaporated, and the residue was purified by means of silica gel column
chromatography (Hex-EtOAc, EA = 4-9% gradient) to give le as white solid (1.2 g, 81% isolated yield). The NMR

spectra was identical to the reported data.>



2.2.5. Synthesis of methylbis(4-(trifluoromethyl)phenyl)(vinyl)silane (11)
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To a mixture of 1-iodo-4-(trifluoromethyl)benzene (0.44 mL, 3.0 mmol) and dry THF (15 mL) was added n-BuLi
(2.6 M hexane solution, 1.4 mL, 3.6 mmol) dropwise under Ar atmosphere at -78 °C. The mixture was Stirred at -
78 °C for 1 h. dichloromethylvinylsilane (0.2 mL, 1.8 mmol) was added and stirring at rt for 12 h. The reaction
mixture was quenched with water, and the whole was extracted three times with EtOAc. The extract was successively
washed with brine, and then dried over Na,SOa.. The solvent was evaporated, and the residue was purified by means
of silica gel column chromatography (Hex-EtOAc, EA = 4%) to give 11 as colorless oil (528 mg, 49% isolated yield).
IH-NMR (500 MHz, CDCl3) § 7.62 (s, 8H), 6.45 (dd, J = 20.0, 14.9 Hz, 1H), 6.27 (dd, J = 14.9, 3.4 Hz, 1H), 5.82
(dd, 3 =20.0, 3.4 Hz, 1H), 0.68 (s, 3H), 3C-NMR (126 MHz, CDCls) § 140.5, 136.7, 135.2, 134.0, 131.8 (q, J = 33
Hz), 124.6 (q, J = 12 Hz), 126.2 (q, J = 271 Hz), -4.3.

2.2.6. Synthesis of tris(4-(trifluoromethyl)phenyl)(vinyl)silane (1m)
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To a mixture of 4-trifluoromethyl iodobenzene (0.74 mL, 5.0 mmol) and dry THF (25 mL) was added n-BuLi (1.6 M
hexane solution, 3.8 mL, 6.0 mmol) dropwise under Ar atmosphere at -78 °C. The mixture was stirred at -78 °C for
1 h. trichlorovinylsilane (1.3 mL, 1.7 mmol) was added and stirring at rt for 12 h. The reaction mixture was quenched
with sat. NH4ClI, and the whole was extracted with EtOAc three times. The extract was successively washed with
brine, and then dried over Na,SO4. The solvent was evaporated, and the residue was purified by means of silica gel
column chromatography (Hex-EtOAc, EA = 9%) to give the mixture contained 1m as white needle-like crystal (273
mg, 28% NMR vyield). The mixture was further purified by recrystallization (EtOH). mp 88.9-92.5 °C; *H-NMR (400
MHz, CDCl3) & 7.65 (d, J = 8.4 Hz, 6H), 7.61 (d, J = 8.0 Hz, 6H), 6.67(dd, J = 20.4 Hz, 14.8 Hz, 1H), 6.44(dd, J =
14.8 Hz, 3.2 Hz, 1H), 5.84(dd, J = 20.4 Hz, 3.2 Hz, 1H), 3C-NMR (126 MHz, CDCl3) 5 139.3, 137.5, 136.3, 132.8,
132.4 (g, J = 32 Hz), 125.0, 124.1 (q, J = 272 Hz).



2.3. General procedures of hydroboration of vinylsilanes
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BHs (0.9 M THF solution, 2.0 eq.) was added to a mixture of 1 (1.0 eq) and THF (0.2 M) under 0 °C and stirred for
10 min at the same temperature, then stirred at rt for 1 h. NaOH.aq (2 mol/L ca. 10 mL), H.O,.aq (30%, ca.10 mL)
was dropped slowly under 0 °C and stirred for 10 min at the same temperature, then stirred at rt for 1 h. The reaction
mixture was quenched by sat. NaCl. aq.

Extraction method B: The resulted mixture was extracted with diethylether for three times. The organic layer was
successively washed with brine, and then dried over MgSO.. The solvent was evaporated to obtain the crude product.
The crude product was purified by means of silica gel column chromatography (Hex-EtOAc, EA=14%) to give 2 and
3 separately.

Extraction method C: The resulted mixture was extracted with ethyl acetate for three times. The extract was
successively washed with brine, and then dried over Na>SO4. The solvent was evaporated to obtain the crude product.
The crude product was purified by means of silica gel column chromatography (Hex-EtOAc, EA=14%) to give 2 and
3 separately.

1-Silylethanols 2a-m were generally less polar (Rf = ca. 0.4 in the condition of Hex-EtOAc, EA=14%) than the
corresponding 2-silylethanols 3a-m (Rf = ca. 0.2 in the condition of Hex-EtOAc, EA=14%), and therefore these

isomers can be easily separated by column chromatography.

2.3.1. 1-(Trimethylsilyl)ethan-1-ol (2a) and 2-(trimethylsilyl)ethan-1-ol (3a)
By using extraction method C, 2a, 3a were obtained in 30% NMR yield (2a), 30% NMR yield (3a), respectively. The

NMR spectra was identical to the reported data.®

2.3.2. 1-(Triethylsilyl)ethan-1-ol (2b) and 2-(triethylsilyl)ethan-1-ol (3b)

By using extraction method C, 2b, 3b were obtained in 18% NMR vyield (2b), 15% NMR vyield (3b), respectively.
1-(Triethylsilyl)ethan-1-ol (2b): colorless oil; *H-NMR (500 MHz, CDCl3) & 3.64 (q, J = 7.6 Hz, 1H), 1.31 (d, J =
8.0 Hz, 3H), 0.99 (t, J = 8.0 Hz, 9H), 0.60 (qd, J = 7.9, 2.7 Hz, 6H); *C-NMR (126 MHz, CDCls) § 60.3, 20.4, 7.6,
1.6; HRMS(ESI): Calculated for CgH20KOSi [M+K]* 199.0915, found 199.0913.

2-(Triethylsilyl)ethan-1-ol (3b): colorless oil; 1H-NMR (500 MHz, CDCls) 6 3.74-3.71 (m, 2H), 1.00-0.97 (m, 2H),
0.93 (t, J = 8.6 Hz, 9H), 0.52 (q, J = 7.8 Hz, 6H); 13C-NMR (126 MHz, CDCls) § 60.2, 17.6, 7.5, 3.6; HRMS(ESI):
Calculated for C16H40NaO2Si, [2M+Na]* 343.2459, found 343.2460.

2.3.3. 1-(Dimethyl(phenyl)silyl)ethan-1-ol (2c) and 2-(dimethyl(phenyl)silyl)ethan-1-ol (3c)
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By using extraction method D, 2c, 3c were obtained in 65% NMR vyield (2c), 33% NMR vyield (3c), respectively. The

NMR spectra was identical to the reported data.’

2.3.4. 1-(Methyldiphenylsilyl)ethan-1-ol (2d) and 2-(methyldiphenylsilyl)ethan-1-ol (3d)

By using extraction method D, 2d, 3d were obtained in 53% NMR vyield (2d), 27% NMR yield (3d), respectively.
The NMR spectra of 3d was identical to the reported data.?

1-(Methyldiphenylsilyl)ethan-1-ol (2d): colorless oil, *H-NMR (500 MHz, CDCls) & 7.64-7.62 (m, 2H), 7.60-7.58
(m, 2H), 7.44-7.36 (m, 6H), 4.08 (qd, J = 7.3, 2.9 Hz, 1H), 1.37 (d, J = 7.4 Hz, 3H), 1.11 (d, J = 3.4 Hz, 1H), 0.60 (s,
3H); 8C-NMR (126 MHz, CDCls) 6 136.3, 133.0, 130.0, 128.2, 60.4, 20.2; HRMS(ESI): Calculated for C15H1sNaOSi
[M+Na]* 265.1019, found 265.1012

2.3.5. 1-(Triphenylsilyl)ethan-1-ol (2e) nad 2-(triphenylsilyl)ethan-1-ol (3e)

By using extraction method D, 2e, 3e were obtained in 50% NMR vyield (2e), 18% NMR vyield (3e), respectively. The
NMR spectra of 3e was identical to the reported data.?

2-(Triphenylsilyl)ethan-1-ol (2e) : white solid; mp 99.7-102.5 °C; *H-NMR (500 MHz, CDCls) § 7.65-7.61 (m,
7H), 7.46-7.43 (m, 3H), 7.40-7.37 (m, 7H), 4.39 (qd, J = 7.5, 4.7 Hz, 1H), 1.50 (d, J = 7.4 Hz, 3H), 1.25(d, J = 5.2
Hz, 1H); 1*C-NMR (126 MHz, CDCls) 6 136.3, 133.0, 130.0, 128.2, 60.4, 20.2; HRMS(ESI): Calculated for
CaoH20NaOSi [M+Na]* 327.1176, found 327.1168

2.3.6. 1-((2-Methoxyphenyl)dimethylsilyl)ethan-1-ol (2f) and 2-((2-methoxyphenyl)dimethylsilyl)ethan-1-ol (3f)
By using extraction method D, 2f, 3f were obtained in 42% NMR yield (2f), 17% NMR yield (3f), respectively.
1-((2-Methoxyphenyl)dimethyllsilyl)ethan-1-ol (2f): colorless oil; *H-NMR (500 MHz, acetone-ds) & 7.42 (dd, J =
7.4,1.7 Hz, 1H), 7.35 (td, J = 7.7, 1.5 Hz, 1H), 6.95-6.92 (m, 2H), 3.82 (s, 3H), 3.81-3.74 (m, 1H), 3.03 (d, J=5.2
Hz, 1H), 1.18 (d, J = 7.4 Hz, 3H), 0.27 (s, 3H), 0.25 (s, 3H); 3C-NMR (126 MHz, acetone-ds) 5 165.2, 136.4, 131.8,
126.0, 121.3, 110.6, 60.1, 55.5, 20.1, -4.7, -5.4; HRMS(ESI): Calculated for C11H190,Si [M+H]* 211.1149, found
211.1154

2-((2-Methoxyphenyl)dimethylsilyl)ethan-1-ol (3f): colorless oil; *H-NMR (500 MHz, acetone-dg) & 7.36-7.33 (m,
2H), 6.94-6.91 (m, 2H), 3.82 (s, 3H), 3.64-3.60 (M, 2H), 3.37 (t, J = 4.9 Hz, 1H), 1.20-1.17 (m, 2H), 0.26 (s, 6H);
13C-NMR (126 MHz, acetone-ds) 6 164.5, 135.0, 131.0, 126.2, 120.5, 109.7, 58.8, 54.6, 20.8, -2.9; HRMS(ESI):
Calculated for C11H1sNaO,Si [M+Na]* 233.0968, found 233.0966

2.3.7. 1-((4-Methoxyphenyl)dimethylsilyl)ethan-1-ol (2g) and 2-((4-methoxyphenyl)dimethylsilyl)ethan-1-ol (3g)

By using extraction method D, 2g, 3g were obtained in 44% NMR vyield (2g), 23% NMR yield (3g), respectively.

1-((4-Mmethoxyphenyl)dimethylsilyl)ethan-1-ol (2g): colorless oil; *H-NMR (400 MHz, acetone-dg)  7.51 (d, J =

8.4 Hz, 2H), 6.92 (d, J = 8.8 Hz, 2H), 3.79 (s, 3H), 3.64-3.57 (m, 1H), 3.16 (d, J = 4.8 Hz, 1H), 1.20 (d, J = 7.6 Hz,
9



3H), 0.26 (s, 3H), 0.25 (s, 3H); *C-NMR (126 MHz, acetone-de) 3 161.5, 136.4, 128.9, 114.2, 60.4, 55.2, 20.0, -5.1,
-5.4; HRMS(ESI): Calculated for C1:H1gNaO>Si [M+Na]* 233.0968, found 233.0967
2-((4-methoxyphenyl)dimethylsilyl)ethan-1-ol (3g) The NMR spectra was identical to the reported data.’

2.3.8. 1-(Dimethyl(o-tolyl)silyl)ethan-1-ol (2h) and 2-(dimethyl(o-tolyl)silyl)ethan-1-ol (3h)

By using extraction method D, 2h, 3h were obtained in 60% NMR yield (2h), 23% NMR yield (3h), respectively.
1-(Dimethyl(o-tolyl)silyl)ethan-1-ol (2h): colorless oil; *H-NMR (400 MHz, CDCl3) § 7.52-7.49 (m, 1H), 7.31-7.27
(m, 1H), 7.20-7.16 (m, 2H), 3.86 (q, J = 7.6 Hz, 1H), 2.47 (s, 3H), 1.29 (d, J = 7.6 Hz, 3H), 0.40 (s, 3H), 0.36 (s, 3H);
13C-NMR (126 MHz, CDCls) 6 144.0, 135.4, 135.0, 130.1, 129.7, 125.2, 61.1, 23.6, 19.7, HRMS(ESI): Calculated
for C11H1gNaOSi [M+Na]* 217.1019, found 217.1022

2-(Dimethyl(o-tolyl)silyl)ethan-1-ol (3h): colorless oil; *H-NMR (400 MHz, CDCls) § 7.46-7.43 (m, 1H), 7.30-7.28
(m, 1H), 7.19-7.15(m, 2H), 3.75-3.71 (m, 2H), 2.46 (s, 3H), 1.30-1.26 (m, 2H), 0.36 (s, 6H); **C-NMR (126 MHz,
CDCls) 6 143.7, 136.7, 134.6, 130.1, 129.6, 125.2, 60.3, 23.2, 21.5, -1.4; HRMS(ESI): Calculated for C1:H1sNaOSi
[M+Na]* 217.1019, found 217.1016

2.3.9. 1-(Dimethyl(p-tolyl)silyl)ethan-1-ol (2i) and 2-(dimethyl(p-tolyl)silyl)ethan-1-ol (3i)

By using extraction method D, 2i, 3i were obtained in 46% NMR yield (2i), 22% NMR vyield (3i), respectively.
1-(Dimethyl(p-tolyl)silyl)ethan-1-ol (2i): colorless oil; *H-NMR (400 MHz, CDCls) § 7.46 (d, J = 8.0 Hz, 2H), 7.20
(d, J =7.6 Hz, 2H), 3.66 (g, J = 7.2 Hz, 1H), 2.36 (s, 3H), 1.28 (d, J = 7.6 Hz, 3H), 0.32 (s, 3H), 0.31 (s, 3H); *3C-
NMR (126 MHz, CDCls) & 139.4, 134.3, 132.8, 128.9, 61.3, 21.6, 19.5, -5.5, -5.9; HRMS(ESI): Calculated for
C11H1sNaOSi [M+Na]* 217.1019, found 217.1025

2-(Dimethyl(p-tolyl)silyl)ethan-1-ol (3i): The NMR spectra was identical to the reported data.”

2.3.10. 1-(Dimethyl(2-(trifluoromethyl)phenyl)silyl)ethan-1-ol (2j) and
2-(dimethyl(2-(trifluoromethyl)phenyl)silyl)ethan-1-ol (3j)
By using extraction method D, 2j, 3j were obtained in 50% NMR yield (2j), 24% NMR yield (3j), respectively.
1-(Dimethyl(2-(trifluoromethyl)phenyl)silyl)ethan-1-ol (2j): colorless oil; *H-NMR (400 MHz, CDCls) 6 7.81 (d, J
=7.2Hz, 1H), 7.71(d, J= 7.6 Hz, 1H), 7.55-7.47 (m, 2H), 3.89 (qd, J = 7.6 Hz, 0.8Hz, 1H), 1.27 (d, J = 7.6 Hz, 3H),
0.42 (d, J = 1.2 Hz, 3H), 0.38 (d, J = 1.2Hz, 3H); 13C-NMR (126 MHz, CDCls) & 136.8, 135.2 (g, J = 30 Hz), 130.9,
129.5,126.3 (g, J = 5.9 Hz), 125.0 (q, J = 274 Hz), 61.0, 19.8, -4.0, -4.2; HRMS(ESI): Calculated for C11H15CIFz0Si
[M+CI]- 283.0538, found 283.0532
2-(Dmethyl(2-(trifluoromethyl)phenyl)silyl)ethan-1-ol (3j): colorless oil; *H-NMR (400 MHz, CDCl3) § 7.70 (d, J =
7.6 Hz, 2H), 7.54-7.46 (m, 2H), 3.72-3.68 (m, 2H), 1.30-1.26 (m, 2H), 0.39 (d, J = 1.2 Hz, 6H); 3C-NMR (126 MHz,
CDCls) § 136.7, 136.2, 135.0 (q, J = 31 Hz), 130.9, 129.4,126.3 (q, J = 4.8 Hz), 125.1 (q, J = 274 Hz), 60.1, 21.8, -
0.9; HRMS(ESI): Calculated for C11H1sFsNaOSi [M+Na]* 271.0736, found 271.0727
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2.3.11. 1-(Dimethyl(4-(trifluoromethyl)phenylsilyl)ethan-1-ol (2k) and
2-(dimethyl(4-(trifluoromethyl)phenyl)silyl)ethan-1-ol (3K)
By using extraction method D, 2k, 3k were obtained in 52% NMR yield (2k), 19% NMR vyield (3k), respectively.
1-(Dimethyl(4-(trifluoromethyl)phenyl)silyl)ethan-1-ol (2k): colorless oil; *H-NMR (400 MHz, CDCls3) § 7.69 (d, J
= 7.6 Hz, 2H), 7.61 (d, J = 7.6 Hz, 2H), 3.71 (q, J = 7.2 Hz, 1H), 1.29 (d, J = 7.6 Hz, 3H), 0.36 (s, 3H), 0.35 (s, 3H);
BBC-NMR (126 MHz, CDCls) 5 141.8, 134.6, 131.4 (g, J = 32 Hz), 126.5 (q, J = 3.7 Hz), 124.3 (q, J = 271 Hz), 123.2,
121.1, 61.0, 19.7, -5.6; HRMS(ESI): Calculated for C1:H1sFsNaOSi [M+Na]* 271.0736, found 271.0739
2-(Dimethyl (4-(trifluoromethyl)phenyl)silyl)ethan-1-ol (3k): colorless oil; *H NMR (400 MHz, CDCls): 6  7.63 (d,
J=8.0 Hz, 2H), 7.60 (d, J = 8.4 Hz, 2H), 3.76-3.72 (m, 2H), 1.26-1.19 (m, 2H), 0.33 (s, 3H); 3C-NMR (126 MHz,
CDCls) 5 143.8, 133.9,131.2 (q, J = 31 Hz),124.5 (q, J = 3.5 Hz), 124.3 (q, J = 273 Hz), 59.9, 20.9, -2.7; HRMS(ESI):
Calculated for C11H15FsNaOSi [M+Na]* 271.0736, found 271.0737

2.3.12. 1-(Methylbis(4-(trifluoromethyl)phenyl)silyl)ethan-1-ol (2I) and
2-(methylbis(4-(trifluoromethyl)phenyl)silyl)ethan-1-ol (3I)
By using extraction method D, 2I, 3| were obtained in 55% NMR yield (21), 18% NMR vyield (3I), respectively.
1-(Methylbis(4-(trifluoromethyl)phenyl)silyl)ethan-1-ol (21): colorless oil; *H-NMR (400 MHz, CDCls3) 6 7.75 (d, J
= 7.6 Hz, 2H), 7.70 (d, J = 7.6 Hz, 2H),7.64-7.62(m, 4H), 4.12 (q, J = 7.6 Hz, 1H), 1.37 (d, J = 7.6 Hz, 3H), 0.65(s,
3H); 3C-NMR (126 MHz, CDCl3) & 139.4, 138.9, 135.6, 135.3, 132.5 (q, J = 32 Hz), 131.9 (q, J = 33 Hz), 124.8,
124.2 (g, J = 273 Hz), 60.2, 20.1, -6.9; HRMS(ESI): Calculated for C17H16FsNaOSi [M+Na]* 401.0767, found
401.0782
2-(Methylbis(4-(trifluoromethyl)phenyl)silyl)ethan-1-ol (31): brown oil; tH-NMR (500 MHz, CDCls) § 7.62 (s, 8H),
3.82-3.79 (m, 2H), 1.57-1.54 (m, 2H), 0.66 (s, 3H); 3C-NMR (126 MHz, CDCls) 5 140.9, 134.8, 131.8 (q, J = 33
Hz),124.8 (g, J = 3.6 Hz), 124.2 (g, J = 273 Hz), 59.5, 19.0, -4.0; HRMS(ESI): Calculated for C17H16FsNaOSi
[M+Na]* 401.0767, found 401.0774

2.3.13. 1-(Tris(4-(trifluoromethyl)phenyl)silyl)ethan-1-ol (2m) and
2-(tris(4-(trifluoromethyl)phenyl)silyl)ethan-1-ol (3m)

By using extraction method D, 2m, 3m were obtained in 43% NMR vyield (2m), 16% NMR vyield (3m), respectively.
1-(Tris(4-(trifluoromethyl)phenyl)silyl)ethan-1-ol (2m): white solid; mp 124.8-127.2 °C; H-NMR (400 MHz,
CDCl3) 8 7.73 (d, J = 8.0 Hz, 6H), 7.66 (d, J = 8.0 Hz, 1H), 4.47 (g, J = 7.6 Hz, 1H), 1.51 (d, J = 7.6 Hz, 3H); *C-
NMR (126 MHz, CDCl3) 8 136.6, 136.5, 132.5 (q, J = 33 Hz), 125.1 (q, J = 20 Hz), 124.1 (q, J = 273 Hz), 59.9, 20.6;
HRMS(ESI): Calculated for CasH17FeNaOSi [M+Na]* 531.0797, found 531.0797
2-(Tris(4-(trifluoromethyl)phenyl)silyl)ethan-1-ol (3m): white solid; mp 124.4-125.9 °C; H-NMR (500 MHz,
CDCls) 6 7.65 (d, J = 8.6 Hz, 6H), 7.63 (d, J = 8.0 Hz, 7H), 3.90-3.86 (m, 2H), 1.90-1.87 (m, 2H); **C-NMR (126
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MHz, CDCl3) & 138.1, 135.9, 132.7, 132.5, 132.2, 132.0, 127.3, 125.1, 125.0, 125.0, 123.0, 120.8, 59.1, 17.8;
HRMS(ESI): Calculated for CasH17FeNaOSi [M+Na]* 531.0797, found 531.0785

2.4. Synthesis of silylethoxy derivatives 4a-e, 5a-e

General procedure D

R2 R3 R\2 /R3
\/ /
2-Cl-4-F-CgH3CN CN
2a-c KHMDS 4a-c
R2 R3 THF R2 R3 CN
\SI/ 0°Ctort \S_/
—~ 1
3a-c 5a-c

To a mixture of 2-chloro-4-fluorobenzonitrile (0.6 mmol), silylethenol (0.2 mmol), and THF (2 mL) was added
KHMDS (0.5 M toluene solution, 0.8 mL, 0.40 mmol) under 0 °C. After stirred for 4 h under rt, the reaction mixture
was added 1M KHSO,. ag. The whole was extracted three times with ethyl acetate. The extract was successively
washed with water and brine, and then dried over Na;SQOa. The solvent was evaporated, and the residue was purified
by means of silica gel column chromatography (Hex-EtOAc, EA=5-40% gradient) to give the mixture contained
target product and substrate fluorobenzene. This mixture was purified by GPC (3-4 cycle) and get pure silylethoxy

product.

General procedure E

R2 R3 R\2 /R3
\/ !
2-Cl-4-F-C¢gHsCN CN
2d-e LiIHMDS 4d-e
_—

R2 R3 THF R2 R3 CN

\SI/ 0°Ctort \S_/
i
R1/ \/\OH R1/ \/\O cl

3d-e 5d-e

To a mixture of 2-chloro-4-fluorobenzonitrile (117 mg, 0.75 mmol), silylethenol (0.50 mmol), and THF (5 mL) was
added LIHMDS (1.3 M THF solution, 0.8 mL, 1.0 mmol) under 0 °C. After stirred for 17 h under rt, the reaction
mixture was added 1M KHSOa. ag. The whole was extracted three times with ethyl acetate. The extract was
successively washed with water and brine, and then dried over Na;SOa4. The solvent was evaporated, and the residue
was purified by means of silica gel column chromatography (Hex-EtOAc, EA=5-30% gradient) to give the mixture
contained target product and substrate fluorobenzene. This mixture was further purified by GPC (3-4 cycle) and get

pure silylethoxy product.
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2.4.1. 2-Cchloro-4-(1-(trimethylsilyl)ethoxy)benzonitrile (4a)

Following the general procedure D, 4a was obtained as colorless oil in 24% yield. *H-NMR (500 MHz, CDCls) §
7.53 (d, J = 8.6 Hz, 1H), 7.00 (d, J = 2.9 Hz, 1H), 6.84 (dd, J = 9.2, 2.3 Hz, 1H), 4.11 (q, J = 7.3 Hz, 1H), 1.33 (d, J
= 6.9 Hz, 3H), 0.09 (s, 9H); 3C-NMR (126 MHz, CDCl3) 5 163.8, 138.4, 135.1, 116.8, 116.7, 114.5, 104.2, 68.9,
14.9, -3.9; HRMS(ES]I) : Calculated for C1oH17CINOSi [M+H]* 254.0762, found 254.0756

2.4.2. 2-Chloro-4-(2-(trimethylsilyl)ethoxy)benzonitrile (5a)

Following the general procedure D, 5a was obtained as white solid in 36% yield. mp 53.7-54.4 °C; *H-NMR (500
MHz, CDCl3) 6 7.55 (d, J = 8.6 Hz, 1H), 6.97 (d, J = 2.6 Hz, 1H), 6.83 (dd, J = 8.6, 2.3 Hz, 1H), 4.13-4.09 (m, 2H),
1.16-1.13 (m, 2H), 0.09 (s, 9H); *.C-NMR (126 MHz, CDCl3) § 163.6, 138.4, 135.2,116.8, 116.6, 114.4, 104.2, 67.5,
15.4, 7.5, 1.7; HRMS(ESI) : Calculated for C1,H1sCINNaOSi [M+Na]* 276.0582, found 276.0577

2.4.3. 2-Chloro-4-(1-(triethylsilyl)ethoxy)benzonitrile (4b)

Following the general procedure D, 4b was obtained as colorless oil in 31% yield. *H-NMR (500 MHz, CDCls) §
7.54 (d, J = 8.6 Hz, 1H), 7.00 (d, J = 2.3 Hz, 1H), 6.85 (dd, J = 8.9, 2.6 Hz, 1H), 4.26 (q, J = 7.3 Hz, 1H), 1.37 (d, J
=7.4Hz, 3H),0.99 (t, J = 8.0 Hz, 9H), 0.72-0.62 (m, 6H); 1*C-NMR (126 MHz, CDCls) § 163.6, 138.4, 135.2, 116.8,
116.6, 114.4, 104.2, 67.5, 15.4, 7.5, 1.7; HRMS(ESI) : Calculated for C1sH2>CINNaOSi [M+Na]* 318.1051, found
318.1044

2.3.4. 2-Chloro-4-(2-(triethylsilyl)ethoxy)benzonitrile (5b)

Following the general procedure D, 5b was obtained as colorless oil in 17% yield. *H-NMR (500 MHz, CDCls) §
7.55 (d, J = 9.2 Hz, 1H), 6.96 (d, J = 2.3 Hz, 1H), 6.82 (dd, J = 8.6, 2.3 Hz, 1H), 4.12-4.08 (m, 2H), 1.18-1.15 (m,
2H), 0.97 (t, J = 7.7 Hz, 9H), 0.59 (g, J = 8.0 Hz, 6H); 3C-NMR (126 MHz, CDCls) 5 162.9, 138.4, 135.1, 116.7,
116.1, 114.1, 104.8, 66.8, 12.8, 7.5, 3.6; HRMS (ESI) : Calculated for C1sH22CINNaOSi [M+Na]* 318.1051, found
318.1048

2.3.5. 2-Chloro-4-(1-(dimethyl(phenyl)silyl)ethoxy)benzonitrile (4c)

Following the general procedure D, 4c was obtained as colorless oil in 22% yield. *H-NMR (500 MHz, CDCls) &
7.55-7.53 (m, 2H), 7.51 (d, J = 8.6 Hz, 1H), 7.42-7.35 (m, 3H), 6.98 (d, J = 2.3 Hz, 1H), 6.83 (dd, J = 8.9, 2.6 Hz,
1H), 4.30 (g, J = 7.3 Hz, 1H), 1.33 (d, J = 6.9 Hz, 3H), 0.40 (s, 3H), 0.39 (s, 3H); 13C-NMR (126 MHz, CDCl3) &
163.5, 138.3, 135.5, 135.1, 134.2, 129.9, 128.1, 116.8, 114.5, 104.4, 68.7, 15.2, -5.5, -5.6; HRMS(ESI) : Calculated
for C17H1sCINNaOSi [M+Na]* 338.0738, found 338.0734

2.3.6. 2-Chloro-4-(2-(dimethyl(phenyl)silyl)ethoxy)benzonitrile (5c)
Following the general procedure D, 5¢c was obtained as white solid in 20% yield. mp 40.2-41.1 °C; *H-NMR (500
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MHz, CDCl) § 7.53-7.51 (m, 3H), 7.40-7.36 (m, 3H), 6.89 (d, J = 2.3 Hz, 1H), 6.75 (dd, J = 8.6, 2.3 Hz, 1H), 4.09-
4.06 (M, 2H), 1.39-1.36 (m, 2H), 0.37 (s, 6H); 3C-NMR (126 MHz, CDCls) 5 162.8, 138.4, 137.8, 135.1, 133.6,
129.5, 128.2, 116.6, 116.1, 114.0, 104.8, 66.6, 16.9, -2.6; HRMS(ESI) : Calculated for C17H1sCINNaOSi [M+Na]*
338.0738, found 338.0729

2.3.7. 2-Chloro-4-(1-(methyldiphenylsilyl)ethoxy)benzonitrile (4d)

Following the general procedure E, 4d was obtained as colorless oil in 62% yield. *H-NMR (500 MHz, CDCl3) &
7.59-7.55 (m, 4H), 7.52 (d, J = 8.6 Hz, 1H), 7.44-7.35 (m, 6H), 7.01 (d, J = 2.3 Hz, 1H), 6.86 (dd, J = 8.6, 2.3 Hz,
1H), 4.65 (g, J = 7.3 Hz, 1H), 1.40 (d, J = 7.4 Hz, 3H), 0.68 (s, 3H); *C-NMR (126 MHz, CDCls) 5 163.2, 138.4,
135.1,135.0, 133.8, 133.7,130.1, 128.3, 128.2, 116.8, 116.7, 114.6, 104.6, 68.0, 15.4, -6.5; HRMS(ESI) : Calculated
for C22H20CINNaOSi [M+Na]* 400.0895, found 400.0892

2.3.8. 2-Chloro-4-(2-(methyldiphenylsilyl)ethoxy)benzonitrile (5d)

Following the general procedure E, 5d was obtained as white solid in 27% yield. mp 54.8-56.1 °C; *H-NMR (500
MHz, CDCls) § 7.54-7.49 (m, 5H), 7.43-7.36 (m, 6H), 6.84 (d, J = 2.3 Hz, 1H), 6.70 (dd, J = 8.6, 2.3 Hz, 1H), 4.14-
4.11 (m, 2H), 1.71-1.68 (m, 2H), 0.65 (s, 3H); *C-NMR (126 MHz, CDCls) 6 162.7, 138.3, 135.8, 135.1, 134.5,
129.8, 128.2, 116.6, 116.1, 114.0, 104.9, 66.4, 15.6, -3.7; HRMS(ESI) : Calculated for C2:H2:CINOSi [M+H]*
378.1075, found 378.1081

2.3.9. 2-Chloro-4-(1-(triphenylsilyl)ethoxy)benzonitrile (4€)

Following the general procedure E, 4e was obtained as white solid in 48% yield. mp 122.2-123.0 °C; *H-NMR (500
MHz, acetone-ds) & 7.76 (d, J = 8.6 Hz, 1H), 7.66 (dd, J = 8.0, 1.7 Hz, 6H), 7.50-7.47 (m, 3H), 7.43 (t, J = 7.4 Hz,
6H), 7.40 (d, J = 2.3 Hz, 1H), 7.21 (dd, J = 8.6, 2.3 Hz, 1H), 5.44 (q, J = 7.3 Hz, 1H), 1.54 (d, J = 7.4 Hz, 3H); *3C-
NMR (126 MHz, CDCls) & 163.1, 138.5, 136.2, 135.2, 132.1, 130.3, 128.3, 116.8, 116.7, 114.6, 104.8, 67.9, 15.7;
HRMS(ESI) : Calculated for Co7H22CINNaOSi [M+Na]* 462.1051, found 462.1057

2.3.10. 2-Chloro-4-(2-(triphenylsilyl)ethoxy)benzonitrile (5€)

Following the general procedure E, 5e was obtained as white solid in 14% yield. mp 135.0-136.4 °C; H-NMR (500
MHz, CDCls) & 7.55-7.53 (m, 6H), 7.48-7.43 (m, 4H), 7.40-7.37 (m, 6H), 6.78 (d, J = 2.3 Hz, 1H), 6.64 (dd, J = 8.9,
2.6 Hz, 1H), 4.21-4.18 (m, 2H), 2.01-1.98 (m, 2H); 1*C-NMR (126 MHz, CDCl3) 5 162.6, 138.3, 135.6, 135.0, 133.8,
130.1, 128.3, 116.6, 116.1, 114.0, 104.8, 66.2, 14.7; HRMS(ESI) : Calculated for C27H23CINOSi [M+H]* 440.1232,
found 440.1242
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X_Acq_Duration
X Domain =
X Freq

X_Sweep
X_Sweep_Clipped
in

Irr_Domai

11.7473579(1]
1.74587904(s]
1

(500 [Mz])

500.15991521 [MHz]
5.0[ppm]
16384

1
0.57277737[Hz]
9.38438438 [kHz]
7.50750751 [kHz]

oton
500.15991521 [MHz]
5.0[ppm]

X : parts per Million : Carbon13

Tri Domain Proton
o TriFreq 500.15991521 [MHz]
=3 Tri Offset 5.0(ppm]
B ! Clipped FALSE
Scan: 8
Total_Scans =8
Relaxation Delay = 5[s]
Recvr_Gain 58
B Temp_Ge = 22.6[dc]
X_90_Width 6.7[us]
X Acq_Time 1.74587904(s]
E X_angle 45[deg]
X_Atn 2.5[dB]
E X_Pulse 3.35[us]
2 Irr_Mode ofs
EHE 2 Tri_Mode off
E 3| s Dante_Presat FALSE
Initial Wait 1(s]
Repetition Time = 6.74587904[s]
9
S
2
g
: i
2
E
£
]
T T T T T T T T
8.0 7.0 6.0 5.0 4.0 3.0 20 1.0
= R T T a o
= 2RL22P2RsIcT g 2
g ITrIzAdddex D el <
- = PRI R R R R R R - =
X : parts per Million : Proton
z JEOL
S F3C
)
S
- Filename = 063-GPC111-116_Carbon-1-2
=3 Me huthor delt:
= :xperimen carbon.

/ Sample_Id = 063-GPC111-116
© i Solvent CHLOROFORM-D
== SIS Actual_Start_Time = 7-JUL-2022 11:51:58

Revision_Time = 20-FEB-2024 14:10:00
)
= Comment single pulse decoupled ga
° F3C Data_Fommat 1o coupLex
<« 3 Dim Size 26214
-9 X_Domain Carbon
= Din Title Carbon13
. Dim Units {ppm]
=] Dimensions
S site JNM-ECA500
o Spectrometer = DELTAZ_NMR
= Field Strength 11.7473579[T] (500 [MHz])
X_Acq_Duration 0.83361792(s]
=3 X_Dom: = 13c
= X Freq 125.76529768 [MHz]
X Offset 100 [ppm]
— X Points 32768
= X prescans N
X Resolution 1.19959034[Hz]
2 X _Sweep 39.3081761 [kHz]
2 X sweep_Clipped = 31.44654088 [kiiz]
< Irr_Domain oton
% Irr_Freq 500.15991521 [Mz]
S Irr Offset 5.0(ppm]
=3 Clipped FALSE
~ Scans 1024
=g Total_Scans = 1024
=]
© Relaxation Delay = 2[s]
&1 Recvr_Gain 50
=3 Temp_Get 22[4c]
X_90_Width 12.657us]
g XTAcq_Time 0.83361792(s]
= X_Angle = 30[deg!
X Atn
3z X Pulse 4.21666667[us]
2 Irr_Atn_Dec = 25.254[dB]
Irr_Atn _Noe 25.254[dB]
« Irr Noise
= Irr_Pwidth 92[us]
< Decoupling TRUE
o Initial Wait 1[s]
<=4 Noe TRUE
< Noe_Time
— Repatition Time 2.83361792(s]
824
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g o L ol
2
=4
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IBB-nmr Analysis

W wnn A dn coo
Wz AV
EXPNO 2
PROCNO 1
Date_ 20220606
ime 21.25
INSTRUM ava0o
PROBHD 5 mm PABBO BB-
PULPROG 2930
65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 203
DW 60.800 usec
DE 6.50 usec
TE 296.9 K
D1 1.00000000 sec
TDO 1

PL1 -1.80 dB
PL1W 14.82738590 W
SFO1 400.1324710 MHz
SI 32768

SF 400.1300096 MHz
WDW

5SB 0

LB 0.30 Hz
GB 0

PC 1.00

L I . W

8 7 6 5 4 3 2 1 ppm

=1 1[0 @ ol (@
=54 ol ] SN
(=) olle o <l |-

(thousandths)

:JEDLQ

= 048-col2-3-recry_Carbon-1

048-col2-3-recry

CHLOROFORM-D
3-JUN-2022 18:20:48

20-FEB-2024 14:29:07

Filename

Author

Experiment
sample_Td

Solvent
Actual_Start_Time

Revision_Time

/©/S'\7 Connant
SataFomac
FiC d it

1m
S emeter

Field Strength

single pulse decoupled ga
1D CoupLEx

26214

Carbon

Carbonl3

[ppm

x

TNM-ECA500
DELTA2_NMR

11.7473579(T] (500 [Miz])
0.83361792(s]
3c

* %
o'y
g8
B
Ely
g
&
2
a
i
9
3

X_Freq 125.76529768 [MHz]
X offset 100 [ppm]
X_Points 32768

X Prescans 1

X_Resolution 1.19959034 2]
X_Sweep 39.3081761 [kHz]
X_sweep_Clipped 31.44654088 [kHz]
Irr_Domain Proton

Irr_Freq 500.15991521 [Mz]
Irr Offset 5.0[ppm]
Clipped FALSE

Scans 2048
Total_Scans 2048

Relaxation Delay = 2[s]

Recvr_Gain 50

Temp_Ge 22.9[dc]
X_90_Width 12.65[us]
X_Acq_Time 0.83361792(s]

X Angle 30[deg]

X Atn 71dB]

X_Pulse 4.21666667 [us]
Irr_Atn_Dec 25.254[dB]
Irr_Atn Noe 25.254[dB]

Irr Noise

Irr_Pwidth 92[us]
Decoupling TRUE

Initial Wait 1(s]

o TRUE

Noe_Time 2[s]

Repetition Time 2.83361792(s]
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X : parts per Million : Carbon13
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2.90

9.08

6.08

dEDLD

Actual_Start_Time
Revision_Time

Comment

Spectrometer

Field Strength
X_Acq Duration
X_Domain

X Freq

X_Sweep
X_Sweep_Clipped
in

Irr_Domai

Total_Scans

Relaxation_Delay
Recvr_Gain

Repetition Time

= 270-042-3_coll1-16_dist P

:
N
3
:
8
by
.

58
g
-
&
o
s
5
H

11-SEP-2023 15:54:49
= 20-FEB-2024 16:51:13

single_pulse
1D COMPLEX

11.7473579(1]
1.74587904(s]
1

(500 [Mz])

500.15991521 [MHz]
5.0[ppm]
16384

1

0.57277737[Hz]

9.38438438 [kHz]

7.50750751 [kHz]
oton

500.15991521 [MHz]

5.0[ppm]

Proton

500.15991521 [MHz]

5.0 [ppm]

FALSE

16

=16

5[s]

a2
= 22.8[dC]
6.7[us]
1.74587904(s]
45[deg]

1(s]
= 6.74587904(s]

X : parts per Million : Carbon13

9
: I\
g o L R
2
E
£
G
T T T T T T T T T
8.0 7.0 6.0 5.0 4.0 3.0 20 1.0 0
S = SmEaC T2 ome ™
gaaa 22834288 ee e
AR maSsacegdnnng
. e e ~——-c3SSsscses
X : parts per Million : Proton
Si__OH Filenane 270-012-3_cort1-16_atst C
Author delta
Experiment carbon. jxp
sample_td 270-042-3_coll1-16_dist
Solvent CHLOROFORN-D
2b Actual Start Time = 11-SEP-2023 16:55:11
Revision_Time = 20-FEB-2024 16:56:01
single pulse decoupled ga
=1wc
26214
Carbon
Carbon13
1
ite INM-ECA500
o Spectrometer DELTA2_NMR
=)
Field_Strength 11.7473579[T] (500 [MHz])
X_Acq Duration 0.83361792 [s]
X Domain =13
X_Freq 125.76529768 [MHz]
X offset 100 [ppm]
X Points = 32768
X_Prescans 4
X_Resolution 1.19959034 [Hz]
X Sweep 39.3081761 [kHz]
X_Sweep_Clipped 31.44654088 [kHz]
Irr_Domain Proton
Irr Fre 500.15991521 [MHz]
Irr offset 5.0(ppm]
Clipped FALSE
scans
Total_Scans 512
Relaxation_Delay = 2[s]
= Recvr_Gain 50
= emp_Get = 22.6[dc]
X_90_Width 12.65[us
X_Acq_Time 0.83361792[s]
X Angle 30(deg]
X Atn 7[dB]
XPulse 4.21666667 [us]
Irr Atn Dec 25.254[dB]
Irr_Atn Noe 25.254[aB]
Irr Noise WALTZ
Irr Pwidth 92[us]
Decoupling TRUE
Initial Wait 1(s]
Noe TRUE
Noe_Time 2[s]
Repstition Time = 2.83361792(s]
g
g
g
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5.0

6.29

Me

/
SiL_OH
T

2d

2.99

3.10

dEDLD

m
£

H
5

x

.

Actual_Start_Time
Revision_Time =

Comment

Spectrometer =

Field Strength
X_Acq Duration
X_Domain =
X Freq

X_Sweep
X_Sweep_Clipped
in

Irr_Domai

270-017-8_col2_11_Proton-

23-MAR-2024 22:36:32
25-MAR-2024 16:55:06

single_pulse
1D COMPLEX

11.7473579(1]
1.74587904(s]
1

(500 [Mz])

500.15991521 [Miiz]
5.0(ppm]
16384

1
0.57277737[Hz]

9.38438438 [kHz]
7.50750751 [kHz]

oton
500.15991521 [Mz]
pm]

X : parts per Million : Carbon13

x 5.0(p;
Tri Domain Proton
TriFreq 500.15991521 [MHz]
Tri Offset 5.0(ppm]
Clipped FALSE
9 Scan: 16
3 Total_Scans =16
29 Relaxation Delay = 5[s]
Recvr_Gain 54
Temp_Ge = 19.4[dc]
X_90_Width 6.7[us]
X Acq_Time 1.74587904(s]
X_Angle 45[deg]
<7 =~ X_Atn 2.5[dB]
o g X_Pulse 3.35[us]
= Irr_Mode ofs
&£ TriMode ofs
S Dante_Presat FALSE
Initial Wait 1(s]
=] Repetition Time = 6.74587904[s]
9
S
2
g
z A LAJ\
2
E
£
=]
T T T T T T T T T
8.0 7.0 6.0 5.0 4.0 3.0 20 1.0 0
A= A [AA
QoemotY-——cxooom Sheo—mr e a noe =+
$23888a2za88828 E8Z28E8unn aeg 28 2
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X : parts per Million : Proton
)
3 JEOL
o
S Me Filename = 270-017-8_col3_14_Carbon-
/ Author delt
i Experiment carbon. jxp
— Si OH sample_td = 270-017-8_col3 14
=3 Solvent CHLOROFORHN-"
S Actual_Start Time = 25-MAR-2024 20:25:22
Revision_Time = 25-MAR-2024 23:14:39
— 2d Comment single pulse decoupled ga
== Data_Format 1p ComPLEX
Dim_Size 26214
X_Domain Carbon
. Dim Title Carbon13
213 Dim Units {ppm]
= Dimensions
site JNM-ECA500
Spectrometer = DELTAZ_NMR
%
S4 Field Strength 11.7473579[1] (500 [MHz])
e X_Acq_Duration 0.83361792(s]
X_Dom: = 13
X Freq 125.76529768 [MHz]
5 X otfset 100 [ppm]
=3 X_Points 32768
X_Prescans 4
X Resolution 1.19959034 [Hz]
- X Sweep 39.3081761 [kHz]
=& X_Sweep_Clipped 31.44654088 [kHz]
3 I7z. Donain oton
Irr_Freq 500.15991521 [Mz]
Irr Offset 5.0(ppn]
wn Clipped FALSE
= Scans 1024
< Total_Scans = 1024
Relaxation Delay = 2[s]
23 Recvr_Gain 50
= Temp_Get 20.3[dc]
X_90_Width 12.65[us]
X_Acq_Time 0.83361792(s]
X_Angle = 30[deg!
X Atn
X Pulse 4.21666667 [us]
Irr_Atn Dec = 25.254[dB]
Irr_Atn _Noe 25.254[dB]
) Irr Noise
<4 Irr_Pwidth 92[us]
< Decoupling TRUE
Initial Wait 11s]
Noe TRUE
=3 Noe_Time
= Repatition Time 2.83361792(s]
8
2
S
2 " " "
B " al v v "
=1
T T T T T T T T T T T T T T T T T T T T T T T T
220.0 210.0 2000 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 90.0 80.0  70.0 0.0 500 40.0 30.0 200 10.0 -10.0  -20.0
FE2a¢ g g 2
aS &~ = = o
S48 2 bl N




abundance

8.0

7.0

5.0

4.0

3.0

2.0

6.72

6.57

1.00

3.05

0.97

dEDLD

Actual_Start_Time
Revision_Time

Comment

Spectrometer

Field Strength
X_Acq Duration
X_Domain

X Freq

X_Sweep
X_Sweep_Clipped
in

Irr_Domai

Total_Scans

Relaxation_Delay
Recvr_Gain

Repetition Time

= 270-050-7_col2_14-15_Prot

proton. jxp
270-050-7

col2_14-15
-D

= 25-MAR-2024 16:49:33

single_pulse
1D COMPLEX

11.7473579(T] (500 [MHz])
1.74587904(s]
1

500.15991521 [MHz]
5.0[ppm]
16384

1

0.57277737[Hz]

9.38438438 [kHz]

7.50750751 [kHz]
oton

500.15991521 [MHz]

5.0[ppm]

Proton

500.15991521 [MHz]

5.0 [ppm]

FALSE

16

=16

5(s]

58
= 18.9[dC]
6.7[us]

1.74587904(s]
45[deg]

1(s]
= 6.74587904(s]

X : parts per Million : Carbon13

T
8.0 6.0 5.0 4.0 3.0 20
Tocrooroman o Chancwan
32212835238 SN Zogagreg
e8I IITLT @0 TIIaaaan
D AT N TETIT LT ST
X : parts per Million : Proton
z JEOL
S
=
< Filename = 270-050-7_col2_14-15_Carb
© Author delta
=] Si OH Experiment carbon. jxp
S sample_td 270-050-7_col2_14-15
Solvent CHLOROFORM-D
23 Actual_Start_Time = 23-MAR-2024 22:46:07
= Revision_Time = 25-MAR-2024 16:46:06
= 2e Comment single pulse decoupled ga
5 Data_Format 1D COMPLEX
< Dim_Size
o X_Domain
-] Dim Title
=4 Dim Units
Dimensions
24 site
S Spectrometer = DELTAZ_NMR
- Field Strength 11.7473579(1] (500 [MHz])
=7 X_Acq_Duration 0.83361792(s]
X_Dom: = 13c
X Freq 125.76529768 [MHz]
=] X otset 100 [ppm]
X_Points 32768
X_Prescans 4
27 X Resolution 1.19959034 [Hz]
=3 X Sweep 39.3081761 [kHz]
X_Sweep_Clipped 31.44654088 [kHz]
S Irr_Domain oton
== Irr_Freq 500.15991521 [Mz]
Irr Offset 5.0(ppn]
= Clipped FALSE
=] Scans 1024
< Total_Scans = 1024
=5 Relaxation Delay = 2[s]
=3 Recvr_Gain 50
Temp_Ge 18.6[dc]
a X_90_Width 12.65[us]
7 X_Acq_Time 0.83361792(s]
X_Angle = 30[deg!
« X Atn
3] Xpulse 4.21666667 [us]
< Irr_Atn_Dec = 25.254[dB]
- Irr_Atn _Noe 25.254[dB]
2] Irr Noise
= Irr_pwidth 92[us]
Decoupling TRUE
a Initial Wait 1[s]
S Noe TRUE
Noe_Time
— Repatition Time 2.83361792(s]
3 34
R
s
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abundance

OMe

0.4

Ial
=3

-

Revision_Time

Comment
Data_Format
Dim_Size
X_Domain
Dim_Title
Dim_Units
Dimensions
site

Spectrometer

Field Strength
X_Acq_Duration

X_Sweep
X_Sweep_Clipped
Irr_Domain

Total_Scans
Relaxation_Delay

Recvr_Gain
Temp,

Initial Wait
Noe
Noe_?

Time
Repetition Time

T T T T
210.0 2000 190.0 180.0

X : parts per Million : Carbon13

=

34

60.096 b

=)

126015 ——

110.582 ——
20.130 —
4717 >
-5.356

165.179 —
136.450

Actual_Start_Time

2 2 JEOL
2 !
- = “
Me_ Me 3
Si.__OH = Filename = 248-032_(o-OMe) Me2_1-OH_P
Author delta
Experiment proton. jxp
sample_Td = 248-032_ (0-OMe)Me2_1-OH
OMe Solvent ACETONE-D6
Actual_Start Time = 4-OCT-2023 18:26:56
Revision_Time = 20-FEB-2024 17:04:10
<
= 2f Coment stngic suise
“ 1D COMBLEX
10
Proton
Proton
[ppm]
JNM-ECA500
Spectrometer = DELTAZ_NMR
Field Strength 11.7473579(T] (500 [MHz])
X_Acq Duration 1.74587904(s]
X_Domain =18
X Freq 500.15991521 [MHz]
X offset 5.0[ppn]
- X_Points 16384
=4 X_Presca 1
Q X Resolution 0.57277737[Hz]
X Sweep 9.38438438 [kHz]
X_Sweep_Clipped 7.50750751 [kiz]
Irr_Domain oton
Irr_Freq 500.15991521 [MHz]
- Irr Offset 5.0(ppn]
& Tri Domain Proton
l TriFreq 500.15991521 [MHz]
Tri Offset 5.0(ppm]
Clipped FALSE
- Scan: 8
ES Total_Scans =8
< .
& Relaxation Delay = 5[s]
S Recvr_Ga: 54
< Temp_Ge = 22.3[dc]
= X_90_Width 6.7[us]
X Acq_Time 1.74587904(s]
X_Angle 45[deg]
X_Atn 2.5[dB]
X_Pulse 3.35[us]
Irr_Mode ofs
TriMode ofs
Dante_Presat FALSE
Initial Wait 1(s]
Repetition Time = 6.74587904[s]
9
S
2
g
-
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X : parts per Million : Proton
< Me  Me :
< Si OH Filename = 032-col13-16_Carbon-1-3.3
Author delt:
Experiment carbon.
sample_td 032-col13-16
Solvent ACETONE-D6

13-JUL-2022 16:23:23
= 20-FEB-2024 16:07:52

single pulse decoupled ga
1D COMPLEX

11.7473579(T] (500 [MHz])
0.83361792(s]
3c

125.76529768 [MHz]
100 [ppm]
32768

4

1.19959034 [Hz]
39.3081761[kHz]
31044654088 [khz]

oton
500.15991521 [Mz]
0 [ppm]

5
22[dc]
12.65[us]
0.83361792(s]
= 30[deg]

4.21666667 [us]
25.254(aB)
25.254[dB]

92[us]
TRUE
11s]
TRUE

2.83361792(s]




Me Me

Si._OH
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IBB-nmr Analysis

NAME
EXPNO
PROCNO
Date_

NN248-039
8

1
20220430

Time
INSTRUM
PROBHD
PULPROG

SOLVENT

Hz
0.125483 Hz
3.9846387 sec

203

usec
usec

sec

CHANNEL f1

1H
14.00 usec
-1.80 dB
14.82738590 W
400.1324710
32768
400.1300067

~ -

EM

0
0.30 Hz

0

1.00

X : parts per Million : Carbon13

8 6 5 4 3 2 1 ppm
10 o< ) ~ =)
o oo < o =]
- vl o o ©
o 7 D
S
Filename 039-col26-29_Carbon-1-3.j
Author
Experiment
Sample_Id
. Solvent
2] Actual_Start_Time
S Me, Me Revision Ting 20-FEB-2024 15:47:48
Si OH Comment single pulse decoupled ga
Data_Format 1D COMPLEX
Dim_Size 26214
Ccarbon
<] MeO Carbon13
< [ppm]
x
29 INM-ECA500
Spectrometer = DELTAZ_NMR
Field Strength = 11.7473579[T] (500 [MHz])
" X_Acq_Duration 0.83361792(s]
=7 X Domain i
X Freq 125.76529768 [Miiz]
X offset 100 [ppm]
XPoints 32768
CPrescans a
X_Resolution 1.19959034 [Hz]
< X Sweep 39.3081761 [kHz]
3 X Sweep_Clipped = 31.44654088 [kHz]
Trr_Domain ton
IrrF 500.15991521 [MHz]
Irr Offset 5.0[ppn]
Clipped FALSE
Scans 2048
Total_Scans 2048
] S
e Relaxation Delay = 2[s]
Recvr_Gai 50
Temp_Get 22.114c]
X_90_Width 12.65[us]
XAcq_Time 0.83361792(s]
X_Angle 30(deg]
o Xatn
B} XPulse 4.21666667[us]
Irr_Atn Dec 25.254(aB)
Irr_Atn Noe 25.254[dB]
Irr Noise
Trr_Pwidth 92[us]
Decsupling TRUE
Initial Wait 1(s]
Yo TRUE
Noe_Time
Repetition Time = 2.83361792[s]
8
g
5
ES L !
S
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Me  Me

Y

Me

2h

OH

3.867

4
.829

R

2.474

1.454
1.436
1.299
1.280

4
~

—20.398

T—0.363

IBB-nmr Analysis

NAME NN248-046
EXPNO 5
PROCNO 1
Date_ 20220517
Time 21.14
INSTRUM av400
PROBHD 5 mm PABBO BB-
PULPROG zg30
D 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
3.9846387 sec
RG 203
DW 60.800 usec
DE 6.50 usec
TE 297.0 K
D1 1.00000000 sec
TDO 1
CHANNEL £1
1H
14.00 usec
80 dB

14.82738590 W
400.1324710 MHz
32768
400.1300096 MHz
EM

[9)
0.30 Hz

0
1.00

X : parts per Million : Carbon13

7 6 4 3 2 1 pp
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< Me  Me
Si OH Filename 045-col11-13_Carbon-1-2.3
— Author delta
=3 Experiment carbon. jxp
< Sample_Id 045-col11-13
Me Solvent CHLOROFORM-D
Actual_Start_Time = 27-MAY-2022 17:37:06
— Revision_Time 20-FEB-2024 16:22:43
< 2 h Comment single pulse decoupled ga
Data_Format 1D COMPLEX
Dim_Size 26214
I~ Carbon
=3 Carbon13
S
[ppm]
X
JNM-ECA500
EE Spectrometer = DELTAZ_MMR
< Field Strength = 11.7473579[T] (500 [MHz])
i 0.83361792(s]
- 3c
53 125.76529768 [MHz]
=3 100 [ppm:
32768
4
- 1.19959034 [Hz]
I=E X Sweep 39.3081761 [kHz]
= X_Sweep_Clipped 31.44654088 [kHz]
Irr_Domain ton
IrrF: 500.15991521 [Mz]
“ Irr Offset 5.0(ppn]
ISE Clipped FALSE
S Scans 2048
Total_Scans 2048
< Relaxation Delay = 2[s]
== Recvr_Gai 50
s Temp_Get 22.4[dc]
X_90_Width 12.65[us]
X_Acq_Time 0.83361792(s]
« X_Angle 30[deg]
23 X Atn
< X_Pulse 4.21666667 [us]
Irr_Atn_Dec 25.254[dB]
Irr_Atn _Noe 25.254[dB]
o Irr Noise
= Irr_pwidth 92[us]
Decoupling TRUE
Initial Wait 11s]
Nox TRUE
=13 Noe_Time 2(s]
= Repatition Time 2.83361792(s
8
- I |
<
o oV J el
2 s
=1
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p-Me HB colll-13

Me

__—17.472
=,
_—17.213

T~17.194

1.34
1.29
1.271

0.324
310

0

<

IBB-nmr Analysis

NAME

EXPNO
PROCNO
Date_

Time
INSTRUM
PROBHD
PULPROG

SOLVENT

NN248-037
2

1
20220422

Hz
0.125483 Hz
3.9846387 sec

203

usec
usec
296.9 K
1.00000000 sec
1

CHANNEL f1

1H
14.00 usec
-1.80 dB
14.82738590 W
400.1324710
32768
400.1300096 MHz

0
0.30 Hz
0

1.00

X : parts per Million : Carbon13

8 7 6 4 3
<) (@ © =) < o
Qi @ = < ]
~llai =} @ © ©
e
e Me\ Me Filename 037-col11-13 Carbon-1-2.3
S.’ OH Author delta
i Experiment cazhon. 3
sample_td 037-col11-13
Solvent CHLOROFORM-D
Actual_Start Time = 28-APR-2022 16:25:08
Me Revision_Time 20-FEB-2024 16:01:49
. Comment single pulse decoupled ga
2i g 15 Somerx
Dim_Size 26214
Carbon
Carbon13
[ppm]
X
JNM-ECA500
Spectrometer = DELTAZ_NMR
9 Fiold Serengeh = 11, 7473579(1) (300 0Me])
X_Acq_Duration 0.83361792(s]
X_Domain 3c
X Freq 125.76529768 [MHz]
X Offset 100 [ppm]
X_Points 32768
Cprescans 4
X Resolution 1.19959034 [Hz]
X Sweep 39.3081761 [kHz]
X_Sweep_Clipped 31.44654088 [kHz]
Irr_Domain ton
IrrF: 500.15991521 [Mz]
Irr Offset 5.0(ppm]
Clipped TRUE
Scans 2048
Total_Scans 2048
Relaxation Delay = 2[s]
— Recvr_Gail 50
= Temp_Get 22.5[dc]
X_90_Width 12.65[us]
X_Acq_Time 0.83361792(s]
X_Angle 30[deg]
X Atn
X Pulse 4.21666667 [us]
Irr_Atn Dec 25.254[dB]
Irr_Atn _Noe 25.254[dB]
Irr Noise
Irr_pwidth 92[us]
Decoupling TRUE
Initial Wait 11s]
Nox TRUE
Noe_Time
Repatition Time 2.83361792(s
8
2
S
g - |
2
=1
T T T T T T T T T T T T T T T T T T T
190.0  180.0 1700 160.0 1500  140.0  130.0  120.0  110.0  100.0  90.0 80.0 70.0 60. 50.0 40.0 30.0 20.0 10.0
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Me_ Me

Si._OH
CLY
CFy

7.471

>~
 ©

——1.547

281

T~1.263

0.424

0.377

X

IBB-nmr Analysis

NAME NN248-049
EXPNO 7
PROCNO 1
Date_ 20220711
Time 21.31
INSTRUM av400
PROBHD 5 mm PABBO BB-
PULPROG zg30

D 65536
SOLVENT CDC13

NS 4

DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 203

DW 60.800 usec
DE 6.50 usec
TE 297.4 K
D1 1.00000000 sec
TDO 1

CHANNEL £1

1H
14.00

usec
-1.80 dB
14.82738590
400.1324710
32768
400.1300096 MHz
EM

=

MHZ

[9)
0.30 Hz

0
1.00

X : parts per Million : Carbon13

N
T T T T T
8 7 6 4 3 ppm
™ [©]© ~ 0 =)
|9 @ - <
olol~ =] © ©
= JEOL
=
"
4 Filename 0-CF3_Me2_10H_13C-2.jdf
Author delta
< Experiment carbon. jxp
=7 Me\ ,Me Sample_Id 049-col12-13-GPC
Si. _OH Solvent CHLOROFORM-"
Actual_Start Time = 11-JUL-2022 22:47:38
“1 \‘/ Revision_Time 20-FEB-2024 16:20:00
< Comment single pulse decoupled ga
o CF3 Data_ Format To CoMpLEX
=27 Dim_Size 26214
= . Carbon
2 Carbon13
—_ j [ppm]
—~] X
= JNM-ECA500
Spectrometer = DELTAZ_NMR
=1 Field Strength = 11.7473579[T] (500[MHz])
i 0.83361792(s]
3c
2 125.76529768 [MHz]
=3 100 [ppm:
32768
4
| 1.19959034 [Hz]
S X Sweep 39.3081761 [kHz]
X_Sweep_Clipped 31.44654088 [kHz]
= Irr_Domain ton
=] TreE 500.15991521 [Miiz]
=3 Irr Offset 5.0 (ppm]
Clipped TRUE
© Scans 1096
<4 Total_Scans 4096
S
Relaxation Delay = 2[s]
w Recvr_Gail 50
=2 Temp, Got 22.21ac]
< X_90_Width 12.65[us]
XAcq_Time 0.83361792(s]
g X_Angle 30[deg]
= X Atn
X Pulse 4.21666667[us]
- Irr_Atn_Dec 25.254[dB]
2] Irr_Atn _Noe 25.254[dB]
S TrrNoise
Irr_pwidth 92[us]
~ Decoupling TRUE
=] Initial Wait 1[s]
< Nos TRUE
Noe_Time
— Repatition Time 2.83361792(s]
PR=N
2
: | J
=
2o L L \
=1
T T T T T T T T T T T T T T T T T
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p-CF3 HB col25-28

7.601

3.741
3.723
3.704
3.685

8

1.29
1.279
1.255

0.364
0.354

IBB-nmr Analysis

X : parts per Million : Carbon13

o Ny \'4 VooV
H NAME NN248-030
Si__OH EXPNO 2
PROCNO 1
Date_ 20220329
F3C Time
INSTRUM
PROBHD
2 k PULPROG
SOLVENT
NS
DS
SWH Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 203
DW 60.800 usec
DE 6.50 usec
TE 296.2 K
D1 1.00000000 sec
TDO 1
CHANNEL f1
1H
14.00 usec
-1.80 dB
14.82738590 W
400.1324710 MHz
32768
400.1300096 MHz
0
0.30 Hz
0
1.00
N |
T T T T T T
8 7 6 4 3
| ~ o o
o b © S
ol o c': ©
o
=4
2 JEOL
S
%
S Me Me Filename 030-col2528_Carbon-1-2.3d
~ \ g Author delt:
=] Si OH Experiment carbon. 3
< Sample_Id 030-co12528
© Solvent CHLOROFORM-D
=3 Actual_Start Time = 30-MAR-2022 15:13:13
=] Revision_Time 20-FEB-2024 15:52:48
FsC -
2 Comment single pulse decoupled ga
S Data_Format 1D COMPLEX
=4 Carbon
= Carbon13
[ppm]
at) X
=1 JNM-ECA500
Spectrometer = DELTAZ_NMR
)
=7 Field Strength = 11.7473579(T] (500 [MHz])
X_Acq_Duration 0.83361792(s]
— X_Domain 3c
= X Freq 125.76529768 [MHz]
< X Offset 100 [ppm]
- X_Points 32768
=3 Cprescans 4
X Resolution 1.19959034 [Hz]
o X Sweep 39.3081761 [kHz]
29 X_Sweep_Clipped 31.44654088 [kHz]
< Irr_Domain ton
- IrrF: 500.15991521 [Mz]
&3 Irr Offset 5.0(ppn]
1= Clipped FALSE
Scans 1024
83 Total_Scans 1024
=3
Relaxation Delay = 2[s]
=3 Recvr_Gai 50
=3 Temp_Get 21.3[dc]
X_90_Width 12.65[us]
) X_Acq_Time 0.83361792(s]
g X_Angle 30(deg]
X Atn
x X Pulse 4.21666667[us]
=4 I7r_Atn_Dec 25.254(d8]
e Irr_Atn_Noe 25.254[dB]
o Irr Noise
<4 Irr_Pwidth 92[us]
< Decoupling TRUE
h Initial Wait 11s]
=9 Nox TRUE
=3 Noe_Time
Repatition Time 2.83361792(s]
o =
824
_é =)
g l n & \ " A
2
=1
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(p—CF3)2Me HB colll-14 6/24

IBB-nmr Analysis

coammow ao o ~ oo ©
R B RRARES & 539 =
SEIRE308 A053 = 389 3
N N < e ~ e s
\\ﬂ\V \\// ‘ \ \/ ‘ NAME NN248-066
EXPNO 4
F3C PROCNO 1
Date_ 20220624
Time 14.38
INSTRUM av400
PROBED 5 mm PABBO BB-
PULPROG 2930
D 65536
SOLVENT cpel3
NS 4
DS 2
F.C SWH 8223.685 Hz
3 FIDRES 0.125483 Hz
AQ 3.9846387 sec
2' RG 203
DW 60.800 usec
DE 6.50 usec
TE 297.2 K
D1 1.00000000 sec
TDO 1
CHANNEL f1
18
14.00 usec
-1.80 dB

14.82738590
400.1324710 MHz
32768
400.1300096 MHz
EM

=

[9)
0.30 Hz

0
1.00

8 7 6 5 4 3 2 1 ppm

()0 < ~ (=)
clee < ] ]
oilail < - © ©
(!
=
2 JEOL
S
o
< Filename 066-col11-14_Carbon-1-2.3
=~ Author delta
= Experiment carbon.
F.C sample_td 066-colll-14
© 3 Solvent CHLOROFORM-D
=1 Actual_Start Time = 7-JUL-2022 12:49:13
4 Revision_Time 20-FEB-2024 16:27:45
"
-] Comment single pulse decoupled ga
= Me Data_Format 1D CoMPLEX
« / Dim_Size 26214
23 . Carbon
s Si OH Carbon13
[ppm]
Y ;
= JNM-ECA500
Spectrometer = DELTAZ_NMR
«1F;C -
s Field Strength = 11.7473579[T] (500 [MHz])
i 0.83361792(s]
- 21 :
=1 125.76529768 [MHz]
100 [ppm:
— 32768
= 4
1.19959034 [Hz]
o X Sweep 39.3081761 [kHz]
== X_Sweep_Clipped 31.44654088 [kHz]
=1 Irr_Domain ton
o IrrF: 500.15991521 [Mz]
&7 Irr Offset 5.0(ppn]
=3 Clipped FALSE
Scans 1024
57 Total_Scans 1024
=3
Relaxation Delay = 2[s]
= Recvr_Gai 50
= Temp_Get 22.1[dc]
X_90_Width 12.65[us]
a X_Acq_Time 0.83361792(s]
<7 X_Angle 30(deg]
X Atn
= X Pulse 4.21666667[us]
2 TEr Atn_Dec 25.254[aB]
< Irr_Atn_Noe 25.254[dB]
o Irr Noise
== Irr_Pwidth 92[us]
= Decaupling TRUE
. Initial Wait 1[s]
1= Nox TRUE
=3 Noe_Time 2(s]
Repatition Time 2.83361792(s
o =
824
57 |
. ) O N J A \
2 "
=1
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X : parts per Million : Carbon13




F3C,

2m

Si OH

CFy

(p-CF3)3 HB co0ll6-30 recry

7.740
7.720

B

NV

-

4
4.478
4.459
4.440

£
~X

__—1.519
T~1.500

IBB-nmr Analysis

NAME NN248-054
EXPNO 3
PROCNO 1
Date_ 20220610
Time 19.00
INSTRUM av400
PROBHD 5 mm PABBO BB-
PULPROG zg30
D 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 203
DW 60.800 usec
DE 6.50 usec
TE 297.1 K
D1 1.00000000 sec
TDO 1
CHANNEL £1
1H
14.00 usec
-1.80 dB

14.82738590
400.1324710 MHz
32768
400.1300096 MHz
EM

=

[9)
0.30 Hz

0
1.00

ppm

X : parts per Million : Carbon13

136.603

20.588 =4

LI (=)
@ ]
©lo -
©
d JEOL
"
S
FsC CFs
- Filename 054-col6-10-recry_Carbon-
=1 Author delta
=] Experiment carbon. jxp
sample_td 054-col6-10-recry
- Solvent CHLOROFORM-D
-] Actual_Start Time = 13-JUL-2022 17:35:08
S Revision_Time 20-FEB-2024 16:29:50
a Si OH Comment single pulse decoupled ga
=3 Data_Format 1D COMPLEX
< Dim_Size 26214
Carbon
=1 FiC Cabont3
< X
JNM-ECA500
m Spectromater - DELTAZ MR
S
Field Strength = 11.7473579[T] (500[MHz]
i 0.83361792(s]
21 3c
=3 125.76529768 [MHz]
100 [ppm:
32768
%] 4
S 1.19959034 [Hz]
X Sweep 39.3081761 [kHz]
- X_Sweep_Clipped 31.44654088 [kHz]
8] Irr_Domain ton
= IrrF: 500.15991521 [Mz]
Irr Offset 5.0(ppm]
- Clipped TRUE
&] Scans 1024
=] Total_Scans 1024
“ Relaxation Delay = 2[s]
<] Recvr_Gail 50
= Temp_Get 22.1[dc]
X_90_Width 12.65[us]
« X_Acq_Time 0.83361792(s]
<4 X_Angle 30[deg]
S X Atn
X Pulse 4.21666667[us]
« Irr_Atn Dec 25.254[dB]
<4 Irr_Atn Noe 25.254[dB]
54 Irr_Noise
Irr_pwidth 92[us]
Q Decoupling TRUE
=1 Initial Wait 1[s]
Nox TRUE
Noe_Time
o3 Repatition Time 2.83361792(s]
2c
S
g " I |
2
=1
T T T T T T T T T T
190.0  180.0 1700 160.0 1500 1400  130.0  120.0 90.0 80.0 0 10.0




7.0

5.0

N/
rSI\/\OH

2.00

9.08

6.08

dEDLD

Actual_Start_Time
Revision_Time

Comment

Spectrometer

Field Strength
X_Acq_Duration
X Domain

X Freq

X_Sweey
X_Sweep_Clipped
in

Irr_Domai

Total_Scans

Relaxation_Delay
Recvr_Gain

Repetition Time

= 270-042-4_co120-22_dist P

:
N
3
:
8
I
A

5E
g
g
g
&
o
e
5
H

11-SEP-2023 16:06:02
= 20-FEB-2024 19:21:23

single_pulse
1D COMPLEX

11.7473579(1]
1.74587904(s]
1

(500 [Mz])

500.15991521 [MHz]
5.0[ppm]
16384

1

0.57277737[Hz]

9.38438438 [kHz]

7.50750751 [kHz]
oton

500.15991521 [MHz]

5.0[ppm]

Proton

500.15991521 [MHz]

5.0 [ppm]

FALSE

16

=16

5(s]

a8
= 22.8[dC]
6.7[us]
1.74587904(s]
45[deg]

1(s]
= 6.74587904(s]

X : parts per Million : Carbon13

9
S
2
g
<
] U
2o i
]
8.0 7.0 5.0 4.0 3.0 20 1.0 0
T S¥znomunote
342 E2E5325828
seE Sa3qaquinn
- e —cScssssesae
X : parts per Million : Proton
. JEOL ;
=) S{
|
B \/\OH Filename = 270-042-4_col20-23_dist_C
Author delt:
K Experiment carb
< sample_Td = 270-042-4_col20-23_dist
Solvent CHLOROFORM-D
b 3b Actual_Start Time = 11-SEP-2023 17:27:26
Revision_Time = 20-FEB-2024 19:18:55
)
g’ Comment single pulse decoupled ga
Data_Format 1D COMPLEX
E Dim Size 26214
X_Domain Carbon
Din Title Carbon13
Dim Units {ppm]
Dimensions
site JNM-ECA500
E Spectrometer = DELTAZ_NMR
=3 Field Strength 11.7473579(1] (500 [MHz])
= X_Acq_Duration 0.83361792(s]
X_Dom: = 13c
b X Freq 125.76529768 [MHz]
X Offset 100 [ppm]
] X_Points 32768
=7 X_prescans 4
X Resolution 1.19959034[Hz]
1 X _Sweep 39.3081761 [kHz]
X_Sweep_Clipped 31.44654088 [kHz]
_ Irr_Domain oton
=3 Irr_Freq 500.15991521 [Mz]
Irr Offset 5.0(ppm]
Clipped FALSE
Scans 512
o Total_Scans =512
EE
= Relaxation Delay = 2[s]
Recvr_Gain 50
B Temp_Get 22.8[dc]
X_90_Width 12.65[us]
X_Acq_Time 0.83361792(s]
X_Angle = 30[deg!
X Atn
X Pulse 4.21666667[us]
Irr_Atn_Dec = 25.254[dB]
< Irr_Atn _Noe 25.254[dB]
34 IrrNoise
S Irr_pwidth 92[us]
Decoupling TRUE
Initial Wait 11s]
“ Noe TRUE
= Noe_Time 2[s]
S Repatition Time 2.83361792(s]
o
g 4
: |
<
RS \ N )
2
]
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dEDLD

Me_ Me g
! °
Sii_~ OH
Filename = 248-032_(o0-OMe)Me2_2-OH_P
Author delta
OMe Experiment proton. jxp
sample_Td = 248-032_ (0-OMe) Me2_2-OH
Solvent ACETONE-D6
P Revision_Time = 20-FEB-2024 19:34:59
2 Comment single_pulse
1D COMPLEX
10
Proton
Proton
[ppm]
JNM-ECA500
Spectrometer = DELTAZ_NMR
Field Strength 11.7473579(T] (500 [MHz])
X_Acq_Duration 1.74587904(s]
X Domain =18
X Freq 500.15991521 [MHz]
X ofset 5.0(ppn]
< X_Points 16384
=5 X_Presca 1
A ® X_Resolution 0.57277737[#z]
a X Sweep 9.38438438 [kHz]
X_Sweep_Clipped 7.50750751 [kHz]
Irr_Domain oton
Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0(ppm]
Tri Domain Proton
TriFreq 500.15991521 [MHz]
Tri Offset 5.0(ppm]
o Clipped FALSE
a S o N Scan: 8
a 2 al - Total_Scans =8
Relaxation Delay = 5[s]
Recvr_Ga: 42
Temp_Ge = 22.4[dc]
X_90_Width 6.7[us]
X Acq_Time 1.74587904(s]
X_angle 45[deg]
X_Atn 2.5[dB]
o X_Pulse 3.35[us]
= Irr_Mode ofs
< TriMode ofs
Dante_Presat FALSE
Initial Wait 1(s]
Repetition Time = 6.74587904[s]
9
S
2
<
s L J
2o " A \ M
]
T T T T T T
8.0 6.0 5.0 4.0 3.0 20 1.0
ramenagaoer o 20w =
z9n8zg2aggn = 2L E 7
2ogeo¥nman o5 === sl
- B R R ] jEpE g s
X : parts per Million : Proto
Me, Me JEOL ;
Si_~ OH
=~
= Filename = 032-col18-20-recol20-22_C
Author delta
OMe Experiment carbon. jxp
sample_Td = 032-col18-20-recol20-22
Solvent ACETONE-D6
3f Actual_Start Time = 13-JUL-2022 15:26:55
Revision_Time = 20-FEB-2024 18:19:59
o
=1 Comment single pulse decoupled ga
Data_Format 1D COMPLEX
Dim Size 26214
X_Domain Carbon
Din Title Carbon13
Dim Units {ppm]
Dimensions
" site JNM-ECA500
= Spectrometer = DELTAZ_NMR
Field Strength 11.7473579(T] (500 [MHz])
X_Acq_Duration 0.83361792(s]
X_Dom: = 13c
X Freq 125.76529768 [MHz]
X Offset 100 [ppm]
< X_Points 32768
= X_Prescans 4
X Resolution 1.19959034[Hz]
X _Sweep 39.3081761 [kHz]
X_Sweep_Clipped 31.44654088 [kHz]
Irr_Domain oton
Irr_Freq 500.15991521 [Mz]
Irr Offset 5.0(ppm]
o Clipped FALSE
=1 Scans 1024
Total_Scans = 1024
Relaxation Delay = 2[s]
Recvr_Gain 50
Temp_Get 22[4c]
X_90_Width 12.657us]
o X_Acq_Time 0.83361792(s]
=7 X_Angle = 30[deg!
X Atn
X Pulse 4.21666667[us]
Irr_Atn_Dec = 25.254[dB]
Irr_Atn _Noe 25.254[dB]
Irr Noise
Irr_pwidth 92[us]
— Decoupling TRUE
== Initial Wait 1[s]
Noe TRUE
Noe_Time
Repatition Time 2.83361792(s]
8
2
S
g | L
2o
=4
T T T T T T T T T T T T T T T T T T T T T
210.0  200.0 190.0 180.0 170.0 160.0 150.0 140.0 130.0 120.0 110.0 100.0 900 800 70.0 60.0 500 400  30.0  20. 10.0
g 28 = 8 a X8 5 2
i s o 3 N 2 g % N
i i &8 2 77 & B

X : parts per Million : Carbon13




Me Me

Si\v//N\()F

Me

3h

3.747
3.705
1.486
.302
1.285
.260

1

IBB-nmr Analysis

N[O | -
c|R(v b
ol o

NAME NN248-046
EXPNO 4
PROCNO 1
Date_ 20220517
Time 21.08
INSTRUM av400
PROBHD 5 mm PABBO BB-
PULPROG 2930
D 65536
SOLVENT cDCl3
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 203
DW 60.800 usec
DE 6.50 usec
TE 296.9 K
D1 1.00000000 sec
TDO 1
CHANNEL £1
14.00 usec
-1.80 dB
14.82738590 W
400.1324710 MHz
32768
400.1300096 MHz
EM
0
0.30 Hz
0
1.00

1

Me Me
SI\V//N\()F

Me

3h

v . J

IJEDLD

(thousandths)

T T T T T T T T T T
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X : parts per Million : Carbon13

=J

-1.379

Filename 045-col15-GBC_Carbon-1-3.
Author delt

Experiment carbon. 3

Sample_td 045-col15-GBC

Solvent CHLOROFORM-D

27-MAY-2022 19:20:43
20-FEB-2024 18:31:30

Actual_Start_Time
Revision_Time

Comment
Data_Format
Dim_Size

single pulse decoupled ga
1D CoMPLEX

26214

Ccarbon

Carbon13

[ppm]

X

INM-ECA500
= DELTA2_NMR

= 11.7473579[T] (500 [MHz])
0.83361792(s]
3c

125.76529768 [MHz]
100 [ppm)

32768

4

1.19959034 [Hz]
39.3081761 [kHz]

XCsweep_Clipped = 31.44654088 [kiz]

Irr_Domain ton
Irr F: 500.15991521 [Mz]
Irr Offset 5.0(ppm]
Clipped TRUE
Scans 2048
Total_Scans 2048
Relaxation Delay = 2[s]
Recvr_Gail 50
Temp_Get 22.7[dc]
X_90_Width 12.65[us]
X_Acq_Time 0.83361792(s]
X_Angle 30[deg]
X Atn
X Pulse 4.21666667[us]
Irr_Atn_Dec 25.254[dB]
Irr_Atn _Noe 25.254[dB]
Irr Noise
Irr_pwidth 92[us]
Decoupling TRUE
Initial Wait 11s]

TRUE

No
Noe_Time
Repetition Time

2(s]
2.83361792(s]




o-CF3 HB collé6 .
IBB-nmr Analysis
& N0 o o o
R 2%
NRREE a8
memmmn co
\/ NAME NN248-049
EXPNO 4
PROCNO 1
Date_ 20220601
Time 22.25
INSTRUM av400
CF3 PROBHD 5 mm PABBO BB-
PULPROG 2930
H TD 65536
j SOLVENT cpec13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 203
DW 60.800 usec
DE 6.50 usec
TE 297.1 K
D1 1.00000000 sec
TDO 1
CHANNEL f1
14.00 usec
-1.80 dB
14.82738590 W
400.1324710 MHz
32768
400.1300096 MHz
EM
0
0.30 Hz
0
1.00
T T T T T T
8 7 6 4 3
() ) o =)
o ] N S
= - o )
=
=
= JEOL
S
©
g* Filename 049-coll16_Carbon-2-2.3jdf
Author delta
Experiment carbon.
23 Me\ Me Sample_Id 049-coll6
S Solvent CHLOROFORM-]
SI\/\0H Actual_Start_Time = 12-JUL-2022 02:10:24
- Revision_Time 20-FEB-2024 18:26:57
< CF. Comment single pulse decoupled ga
- 3 Data, Format 1o CompLex
el Dim Size 26214
S . Carbon
3 j Carbon13
a] [ppn)
= x
TNM-ECAS500
- Spectrometer = DELTAZ_MMR
= Field Stremgth = 11.7473579[T] (500[MHz])
i 0.83361792(s]
- 3c
== 125.76529768 [MHz]
100 [ppm)
- 32768
21 1
3 1.19959034 Hz]
X Sweep 39.3081761 [kiiz]
% X Sweep_Clipped = 31.44654088 [kiz]
&1 _Sweep
= Trr_Domain ton
s 500.15991521 [MHz]
- Irr Offset 5.0(ppn]
= Clipped FALSE
3 Scans 4096
Total_Scans 4096
©
27 Relaxation Delay = 2[s]
Recvr_Gai) 50
°c Temp_Get 22.2[dc]
&4 X_90 Width 12.65[us]
S XAcq_Time 0.83361792(s]
X AngTe 30[deg]
b4 X atn
== X Pulse 4.21666667 [us]
I7x_Atn_Dec 25.254(aB]
- Trr Atn Noe 25.254(aB]
= Irr Noise
= Irc Pwidth 92[us]
Decoupling TRUE
o Initial Wait 1s]
=l No TRUE
Noe_Time 2[s]
_ Repstition Time = 2.83361792[s]
8 34
5 S
E I L. I
2
]
T T T T T T T T T T T T T T T T T T T
190.0  180.0  170.0  160.0  150.0 ~ 140.0  130.0 1200  110.0  100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0
T " o
$R3083588a0258 a @
SES288gannaas® = ©
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X : parts per Million : Carbon13




p-CF3 HB c0l32-35

IBB-nmr Analysis

X : parts per Million : Carbon13

mmwon Lo TnEE o
oA I3em @
RN RN R RSN R
: Ahddddada o
Me\S:Me \V/ W | NAME NN248-030
i EXPNO 3
~"oH PROCNO 1
Date_ 20220329
Time 23.25
F3C INSTRUM av400
PROBHD 5 mm PABBO BB-
3 k PULPROG 2930
TD 65536
SOLVENT cpec13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 203
DW 60.800 usec
DE 6.50 usec
TE 296.0 K
D1 1.00000000 sec
TDO 1
CHANNEL f1
14.00 usec
-1.80 dB
14.82738590 W
400.1324710 MHz
32768
400.1300096 MHz
EM
0
0.30 Hz
0
1.00
[ T T T T T T T
8 7 6 4 3 1
o ) ™~ )
o @ e S
=l - o <
P
S
2 JEOL
=
)
] Filename 030-co13235_Carbon-1-2. jd
E Me, Me
= : Experiment carbon.
=1 S'\/\OH Sample_td 030-co13235
Solvent CHLOROFORM-D
© Actual_Start Time = 30-MAR-2022 16:09:19
g’ Revision_Time 20-FEB-2024 18:01:21
F3C
n Comment. single pulse decoupled ga
=1 Data_Format 1D CoMPLEX
S 3k Dister s
« Carbon
= Carbon13
=3 [ppm]
. x
= TNM-ECAS500
S = DELTAZ_MMR
E = 11.7473579[T] (500 [Miz])
S 0.83361792(s]
_ 3c
=4 125.76529768 [MHz]
S 100 {ppm!
32768
-3 1
s 1.19959034 Hz]
C 39.3081761 [kiiz]
2] X Sweep Clipped = 31.44654088 [kiiz]
=g Trr_Domain ton
s 500.15991521 [MHz]
s Irr_Offset 5.0 [ppm]
! Clipped FALSE
Scans 1024
5] Total_Scans 1024
< Relaxation Delay = 2[s]
© Recvr_Gai) 50
21 Tenp, Gat 21ac)
3 X_90 Width 12.65[us]
v XAcq_Time 0.83361792(s]
< X AngTe 30[deg]
S X atn
< X Pulse 4.21666667 [us]
24 I7x_Atn_Dec 25.254(aB]
s Trr Atn Noe 25.254(aB]
- Irr Noise
= Irc Pwidth 92[us]
3 Decoupling TRUE
< Initial Wait 1(s]
=5 No TRUE
S Noe_Time 2(s]
_ Repstition Time = 2.83361792[s]
831
3° |
S LUl
Eo
]
T T T T T T T T T T T T T T T T T T T
190.0  180.0  170.0  160.0  150.0 ~ 140.0  130.0 1200  110.0  100.0 90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0
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X : parts per Million : Carbon13

< FaC

oF g JEOL

< %

=4 /Me

2 Sl\/\OH Filename = 248-066_(p-CF3) 2Me_2-OH_P
S Author delta

J FsC sample_Td = 248-066_(p-CF3) 2Me_2-OH
2 3l s Bsn,

=) Actual_Start Time = 4-OCT-2023 15:14:04
] Revision_Time = 20-FEB-2024 18:34:35
< Comment single_pulse

=9 1D COMPLEX

- 10

= Proton

e Proton

< (ppm]

Z JNM-ECA500

< Spectrometer = DELTAZ_NMR

o Field Strength 11.7473579[T] (500 [MHz])
o X_Acq_Duration 1.74587904(s]

«q X Domain =18

= X Freq 500.15991521 [MHz]

=y X offset 5.0[ppm]

& X points 16384

- X_Presca 1

< X Resolution 0.57277737[Hz]

=1 X Sweep 9.38438438 [kHz]

- X_Sweep_Clipped 7.50750751 [kHz]

S I7r. Domain oton

EE| Irr_Freq 500.15991521 [MHz]

Irr Offset 5.0(ppm]
=3 Tri Domain Proton
o - TriFreq 500.15991521 [MHz]

g Tri Offset 5.0(ppm]
=3 “ Clipped FALSE
o Sca 8

Total_Scans =8
= S
= Relaxation Delay = 5[s]

- Recvr_Ga: 60
24 i Temp_Ge = 22.6[dc]
Z X_90_Width 6.7[us]
. X Acq_Time 1.74587904(s]
=1 X_angle 45[deg]
o X_Atn 2.5[dB]
=Y el X_Pulse 3.35[us]
<3 TEr Mode okt

TriMode ofs
=1 Dante_presat FaLsE
“ Initial Wait 1(s]

- Repetition Time = 6.74587904[s]
E
9
ERE
g =
<
: |
ie :
]
T T T T T T T T
8.0 7.0 6.0 5.0 4.0 3.0 20 1.0
= T oo avo °
8 384 82g 2
= 48R RR3 g
. = e enen —_—— S
X : parts per Million : Proton
FaC,
s JEOL
=
< /Me
S SI\/\OH Filename = 248-066_(p-CF3) 2Me_2-OH_C

Author delta
e Experiment carbon. jxp
g’ FaC Sample_Id = 248-066_(p-CF3) 2Me_2-OH

3l i Gorerets
+ Actual_Start Time = 5-0CT-2023 11:51:38
=3 Revision_Time = 20-FEB-2024 18:37:38
=4

Comment single pulse decoupled ga
pat) Data_Format 1D COMPLEX
=9 Dim Size 26214
e X_Domain Carbon
~ Din Title Carbon13
27 Dim Units {ppm]

S Dimensions

site JNM-ECA500
= Spectrometer = DELTAZ_NMR
< Field Strength 11.7473579[T] (500 [MHz])

X_Acq_Duration 0.83361792(s]
=1 X_Dom: = 13c
= X Freq 125.76529768 [Miz]

X Offset 100 [ppm]

o X_Points 32768
<=4 X_Prescans 4
< X_Resolution 1.19959034 [Hz]

X _Sweep 39.3081761 [kHz]
£ X_Sweep_Clipped 31.44654088 [kHz]
=3 Irr_Domain oton

Irr_Freq 500.15991521 [MHz]
= Irr Offset 5.0(ppm]
=3 Clifped FALSE
< Scans 2048

Total_Scans = 2048
- S
=1
= Relaxation Delay = 2[s]

Recvr_Gain 50
v Temp_Ge 22.3[dc]
<] X_90_Width 12.65[us]
< X_Acq_Time 0.83361792(s]

X_Angle = 30[deg!
=] X Atn
= X Pulse 4.21666667[us]

Irr_Atn_Dec = 25.254[dB]

o Irr_Atn _Noe 25.254[dB]
2] IrrNoise
< Irr_pwidth 92[us]

Decoupling TRUE
Q Initial Wait 1181
= Noe TRUE

Noe_Time
— Repatition Time 2.83361792(s]

8=

5 =]

g l A o Jo

2

=4
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FiC, CF3
<]
o
Sil_~,
OH Filename = 248-054_(pCF3)3_2-OH_3_Pr
Author delta
¢ ) Experiment proton. jxp
F 3 : Sample_Id 248-054_(pCF3)3_2-0H_3
- m Solvent CatororoRH-D
=1 Actual_Start Time = 5-0CT-2023 17:33:21
Revision_Time = 20-FEB-2024 19:39:29
Comment single_pulse
1D COMPLEX
10
Proton
<] Proton
° [ppm]
JNM-ECA500
Spectrometer = DELTAZ_NMR
Field Strength 11.7473579[T] (500 [MHz])
= X_Acq_Duration 1.74587904(s]
a7l X Domain =18
X Freq 500.15991521 [MHz]
X offset 5.0(ppn]
X_Points 16384
X_Presca 1
X Resolution 0.57277737[Hz]
X Sweep 9.38438438 [kHz]
=1 X sweep_Clipped = 7.50750751[kiz]
= Irr_Domain oton

Irr_Freq 500.15991521 [MHz]

Irr Offset 5.0(ppm]

Tri Domain Proton

TriFreq 500.15991521 [MHz]

Tri Offset 5.0(ppm]
< Clipped FALSE
] Scan: 64

s . Total_Scans =6
e N -
a = Relaxation Delay = 5[s]

Recvr_Ga: 64

Temp_Ge = 22.8[dc]

X_90_Width 6.7[us]

24 X_Acq_Time 1.74587904(s]

X_angle 45[deg]

X_Atn 2.5[dB]

X_Pulse 3.35[us]

Irr_Mode ofs

TriMode ofs

Dante_Presat FALSE
=1 Initial Wait 1(s]
= Repetition Time = 6.74587904[s]

3 J
2
g
: _J
=P . s PN
]
T T T T T T T T
8.0 7.0 6.0 5.0 4.0 3.0 20 1.0
S Qo —a 2mn o
3Iac 28EEEg 228 2
g29s S % %00 % g 2EX G
. RN @ e i R
X : parts per Million : Proton
FiC. CFs D
2 Si
2 " 0H Filenane = 054col18-24-recry_Carbon-
Author delta
FC Experiment carbon. jxp
3 3 Sample_Id 054col18-24-recry
m Solvent CitonoFoR#-D
- Actual_Start_Time = 15-JUL-2022 00:07:53
= Revision_Time = 20-FEB-2024 19:16:34
5

Comment single pulse decoupled ga

Data_Format 1D COMPLEX

Dim Size

X_Domain

Din Title
2] Dim_Units
=S Dimensions

site

Spectrometer = DELTAZ_NMR

Field Strength 11.7473579(1] (500 [MHz])

X_Acq_Duration 0.83361792(s]
=2 XDom Z e
=4 X Freq 125.76529768 [MHz]

X Offset 100 [ppm]

X_Points 32768

X_Prescans 4

X Resolution 1.19959034[Hz]

X _Sweep 39.3081761 [kHz]
=] X Sweep_Clipped = 31.44654088 [kHz]
=3 Irr_Domain oton

Irr_Freq 500.15991521 [MHz]

Irr Offset 0 [ppm]

Clipped FALSE

Scans 10000

Total_Scans = 10000
o S
27 Relaxation_Delay 2(s]

Recvr_Gain 50

Temp_Get 22.1[dc]

X_90_Width 12.65[us]

X_Acq_Time 0.83361792(s]

X_Angle = 30[deg!

S XTAta
s XPulse 4.21666667us]

Irr_Atn_Dec = 25.254[dB]

Irr_Atn _Noe 25.254[dB]

Irr Noise

Irr_pwidth 92[us]

Decoupling TRUE
< Initial Wait 1(s]
=R Noe TRUE

2 Noe_Time
| Repstition Time = 2.83361792[s]
=
|
: . I |
2
£o A A
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X : parts per Million : Carbon13




X : parts per Million : Carbon13

=] z JEOL
a Me_ Me B
N/
W cl
\r Filename = NAN3-2.3df
Author delta
CN Experiment pro
4a Sample_Td = 270-021-3_GPC225-234
1vent CHLOROFORMN-D
Actual_Start_Time = 13-JUL-2023 19:22:06
= 20-FEB-2024 11:57:37
2] single_pulse
3 1D COMPLEX
13107
Proton
Proton
[ppm]
x
JNM-ECA500
Spectrometer = DELTAZ_NMR
Field_Strength 11.7473579[T] (500 [MHz])
X_Acq_Duration 1.74587904(s]
= X Domain T
2 X Freq 500.15991521 [Miz]
X_Offset 5.0 [ppm]
X_Points 16384
X_Presca 1
X Resolution 0.57277737[Hz]
X_Sweep 9.38438438 [kHz]
X_sweep_Clipped 7.50750751 [kiiz]
Irr_Domain oton
Irr_Freq 500.15991521 [Mz]
Irr Offset 5.0(ppn]
Tri Domain Proton
< TriFreq 500.15991521 [MHz]
27 Tri_Offset 5.0 [ppm]
=z Clipped FALS
2 Scans 16
’ Total_Scans =16
Relaxation Delay = 5[s]
Recvr_Gain 58
Temp_Get = 22.7[dc]
X_90_Width 6.7[us]
XAcq_Time 1.74587904(s]
X_Angle 45[deg]
X Atn 2.5[dB]
X_Pulse 3.35[us]
Irr_Mode ofe
o Tri Mode ofe
& Dante_Presat FALSE
= - Initial Wait 1(s]
Repetition Time = 6.74587904[s]
: )
S
2
<
g L |
£
]
T T T T T T T T T
8.0 7.0 6.0 5.0 40 3.0 20 1.0 0
Cotmaoanm coaxo o w T
S22 ESENEG a228 aad =
Hind3S<gxxx “==2 aae 2
- PRV Rv- e IS —-—— S
X : parts per Million : Proton
~
s JEOL
Me Me
° \/
z N cl
\r Filename = NANO43_Carbon-1-4.jdf
" Author delta
i CN i N
= Experiment carbon. jxp
4a sample_Td NANO43
+ Solvent CHLOROFORM-D
=] Actual_Start Time = 1-AUG-2023 22:39:35
= Revision_Time = 20-FEB-2024 11:58:59
) Comment single pulse decoupled ga
=] Data_Format 1D COMPLEX
< Dim Size
X_Domain
B DIm Title
S Dim Units
Dimensions
- site
=9 Spectrometer = DELTAZ_NMR
=]
Field Strength 11.7473579(1] (500 [MHz])
— X_Acq_Duration 0.83361792(s]
== XDom Z e
X Freq 125.76529768 [MHz]
o X Offset 100 [ppm]
2] X_Points 32768
=3 X_prescans 4
X Resolution 1.19959034 [Hz]
% X _Sweep 39.3081761 [kHz]
27 X sweep_Clipped = 31.44654088 [kiiz]
< Irr_Domain oton
=~ Irr_Freq 500.15991521 [Mz]
8] Irr Offset 5.0(ppn]
=3 Clipped FALSE
Scans 1024
© Total_Scans = 1024
&]
< Relaxation_Delay 2[s]
Recvr_Gain 50
a Temp_Get 22.814c]
= X_90_Width 12.65[us]
X_Acq_Time 0.83361792(s]
« X_Angle = 30[deg!
=] X Atn
=3 X Pulse 4.21666667 [us]
Izr_Atn Dec = 25.254[dB]
<4 Irr_Atn _Noe 25.254[dB]
=3 Irr Noise
Irr_pwidth 92[us]
~ Decoupling TRUE
=] Initial Wait 1[s]
=3 Noe TRUE
Noe_Time
= Repatition Time 2.83361792(s]
o 3]
3" | J
s
<
2
ERS
2
=4
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190.0  180.0 170.0 160.0 1500  140.0  130.0  120.0  110.0  100.0  90.0 80.0 70.0 60.0 50.0 40.0 30.0 20.0 10.0 0
o S0 awa 2 = = ©
S $ 8 848 2 = = 2
= @ = ] o * S o
g £ EE. ‘ 3 @




11.0 12.0 13.0 14.0 15‘.0 16‘40 17‘.0 18‘.0 19.0

10.0

8.0 9.0

; 50 60 7.0

3.0 4.0

2.0

1.

R\SI/—_’O Cl
T,

4b

1.00
0.99
1.01

8.93

dEDLD

593

295

1.06

abundance

8.0 7.0

7544 ~_
750717
7.000
6.995 \
6.857
6851 >
6839 /
6834

X : parts per Million : Proton

1.544 —
1.008

Actual_Start_Time
Revision_Time

Comment

Spectrometer

Field Strength
X_Acq_Duration
X Domain

X Freq

X_Sweep
X_Sweep_Clipped
in

Irr_Domai

Total_Scans

Relaxation_Delay
Recvr_Gain

Repetition Time

= 270-014-4_col11-15_GBC_Pr

proton. jxp
270-014-4_col11-15_GeC
CHLOROFORM-D
27-JUN-2023 13:16:10

= 20-FEB-2024 12:07:51

single_pulse
1D COMPLEX

11.7473579(T] (500 [MHz])
1.74587904(s]
1

500.15991521 [MHz]
5.0[ppm]
16384

1

0.57277737[Hz]

9.38438438 [kHz]

7.50750751 [kHz]
oton

500.15991521 [MHz]

5.0[ppm]

Proton

500.15991521 [MHz]

5.0 [ppm]

FALSE

16

=16

5(s]
58

= 22[dc]
6.7[us]

1.74587904(s]
45[deg]

1(s]
= 6.74587904(s]

2
s
=
s
=
S
2
S
hut
s
=
S
b
s

0.11

0.02 0.03 0.04 0.05 0.06 0.07 0.08 0.09 0.1

0.01

“\SI/—‘O Cl
T,

4b

IJEDLD

abundance

T T T T T
1900  180.0 170.0  160.0  150.0

163.634

X : parts per Million : Carbon13

230 —
1750 = _ 3

138415
135153 —
116.792 ~_
67.498

3

Actual_Start_Time

Revision_Time

Comment
Data_Format
Dim_Size
X_Domain
Dim_Title
Dim_Units
Dimensions
site

Spectrometer

Field Strength
X_Acq_Duration

X_Sweep
X_Sweep_Clipped
Irr_Domain

Total_Scans

Relaxation_Delay
Recvr_Gain
Temp_Get

Initial Wait

Noe
Noe_?

Time
Repetition Time

= NANO45 (true)_Carbon-2-4.3
delta
carbon. jxp

NANO4S

CHLOROFORM-D

3-AUG-2023 17:25:55

= 20-FEB-2024 12:11:22

single pulse decoupled ga
1D COMPLEX

11.7473579(T] (500 [MHz])
0.83361792(s]
3c

125.76529768 [MHz]
100 [ppm]

32768

4

1.19959034 [Hz]
39.3081761[kHz]
31.44654088 [kHz]

oton
500.15991521 [MHz]
0 [ppm]

2(s]

50

22.7[dc]
12.65[us]
0.83361792(s]
= 30[deg]

4.21666667 [us]
25.254[aB)
25.254[dB]

92[us]
TRUE
11s]
TRUE

2(s]
2.83361792(s]
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dEDLD

X : parts per Million : Prof

oo
nanin
e e

=7.502

S
o
ol

6.985
6.981

=

.0 6.0 5.0

7

6.842
6.836
6.824
6.819
4319
4.305

03917

1.546
0.404 —_

Actual_Start_Time
Revision_Time

Comment

Spectrometer

Field Strength
X_Acq_Duration
X Domain

X Freq

X_Sweep
X_Sweep_Clipped
in

Irr_Domai

Total_Scans

Relaxation_Delay
Recvr_Gain

Repetition Time

= 190c0120-25_GBC_Proton-2-

"
-

g

8
B3
®
&>

o

1

8

26-APR-2023 21:02:29
= 20-FEB-2024 12:26:36

single_pulse
1D COMPLEX

11.7473579(T] (500 [MHz])
1.74587904(s]
1

500.15991521 [MHz]
5.0[ppm]
16384

1
0.57277737[Hz]
9.38438438 [kHz]
7.50750751 [kHz]
oton
500.15991521 [MHz]
5.0[ppm]
Proton
500.15991521 [MHz]
5.0 [ppm]
FALSE

6.70

us]
1.74587904(s]
[deg]

1(s]
= 6.74587904(s]
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Actual_Start_Time
Revision_Time

Comment
Data_Format
Dim_Size
X_Domain
Dim_Title
Dim_Units
Dimensions
site

Spectrometer

Field Strength
X_Acq_Duration

X_Sweep
X_Sweep_Clipped
Irr_Domain

Total_Scans

Relaxation_Delay
Recvr_Gain
Temp_Get

Initial Wait

Noe
Noe_?

Time
Repetition Time

NANO37_Carbon-1-3.3df
delta

carbon. jxp

NANO37

CHLOROFORM-D
3-AUG-2023 14:04:04
= 20-FEB-2024 12:28:17

single pulse decoupled ga
1D COMPLEX

11.7473579(T] (500 [MHz])
0.83361792(s]
3c

125.76529768 [MHz]
100 [ppm]

32768

4

1.19959034 [Hz]
39.3081761[kHz]
31.44654088 [kHz]

oton
500.15991521 [MHz]
0 [ppm]

2(s]

50

22.9[dc]
12.65[us]
0.83361792(s]
= 30[deg]

4.21666667 [us]
25.254[aB)
25.254[dB]

92[us]
TRUE
11s]
TRUE

2(s]
2.83361792(s]
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S /Me
Si___o. cl Filename = NAN39_240219_Proton-1-3.j
\r Author delt:
Experiment proton
CN Sample_Id = NAN39_240219
Solvent CHLOROFORM-D
4d Actual_Start Time = 19-FEB-2024 22:38:11
Revision_Time = 20-FEB-2024 12:30:54
< :
a4 Comment single_pulse
1D COMPLEX
10
Proton
Proton
[ppm]
2 JNM-ECA500
- Spectrometer = DELTA2_NMR
Field Strength 11.7473579[T] (500 [MHz])
X_Acq_Duration 1.74587904(s]
X Domain =18
X Freq 500.15991521 [MHz]
X offset 5.0[ppm]
X_Points 16384
X_Presca 1

o = X Resolution 0.57277737 [Hz]

E 8 XSweep 938438438 [kHz]
= “ X_Sweep_Clipped 7.50750751 [kHz]
] Irr_Domain oton

Irr_Fre 500.15991521 [MHz]
Irr Offset 5.0(ppm]
Tri Domain Proton
TriFreq 500.15991521 [MHz]
Tri Offset 5.0(ppm]
Clipped FALSE
Scans 16
Total_Scans =16
=] S
o Relaxation Delay = 5[s]
Recvr_Gain 58
Temp_Get = 21.1[dc]
X_90_Width 6.7[us]
X Acq_Time 1.74587904(s]
X_angle 45[deg]
l — [ = X_Atn 2.5[dB]
d 2|2 2 X_Pulse 3.35[us]
- - Irr_Mode ofs
=] TriMode ofs
- Dante_Presat FALSE
Initial Wait 1(s]
Repetition Time = 6.74587904[s]
9
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X : parts per Million : Proton
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© /
=] Si__O. cl Filename = NANO39_Carbon-1-3.jdf
s \r Author delta
Experiment carbon. jxp
) CN sample_Td NANO39
= Solvent CHLOROFORM-D
< 4d Actual_Start_Time = 3-AUG-2023 18:23:44
- Revision_Time = 20-FEB-2024 12:32:13
=3 Comment single pulse decoupled ga
Data_Format 1D COMPLEX
fac) Dim Size
: X_Domain
< Din_Title
~ Dim Units
-] Dimensions
=] site
— Spectrometer = DELTAZ_NMR
= Field Strength 11.7473579(1] (500 [MHz])
X_Acq_Duration 0.83361792(s]
— X_Dom: = 13c
=1 X Freq 125.76529768 [MHz]
X Offset 100 [ppm]
o X_Points 32768
27 X_prescans 4
= X Resolution 1.19959034 [Hz]
X _Sweep 39.3081761 [kHz]
% X_Sweep_Clipped 31.44654088 [kHz]
=] TE: Domain oton
< Irr_Freq 500.15991521 [Mz]
- Irr Offset 5.0(ppm]
S Clipped FALSE
=4 Scans 512
Total_Scans =512
g
P! Relaxation Delay = 2[s]
Recvr_Gain 50
“w Temp_Get 22.9[dc]
<] X_90_Width 12.65[us]
=3 X_Acq_Time 0.83361792(s]
X_Angle = 30[deg!
=] X Atn
= X Pulse 4.21666667 [us]
Izr_Atn Dec = 25.254[dB]
o Irr_Atn _Noe 25.254[dB]
= Irr_Noise
< Irr_pwidth 92[us]
“ Decoupling TRUE
g1 Initial Wait 1[s]
= Noe TRUE
Noe_Time 2(s]
= Repatition Time 2.83361792(s]
o 3]
2o
s
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ISk Q S |a
. Si._O. cl Filename = NAN43_240221 Proton-1-3.3
=9 \r Auth delt:
CN Sample_Id = NAN43_240221
Solvent ACETONE-D6
. 4e Actual_Start_Time = 21-FEB-2024 12:39:45
= Revision_Time = 21-FEB-2024 13:55:50
Comment single_pulse
1D COMPLEX
10
<4 Proton
) Proton
[ppm]
JNM-ECA500
Spectrometer = DELTAZ_NMR
Field Strength 11.7473579[T] (500 [MHz])
X_Acq_Duration 1.74587904(s]
X Domain =18
<] X Freq 500.15991521 [MHz]
[ X offset 5.0[ppm]
X_Points 16384
X_Presca 1
=4 [z X_Resolution 0.57277737 [Hz]
=3 ki o X Sweep 9.38438438 [kHz]
° X_Sweep_Clipped 7.50750751 [kiz]
Irr_Domain oton
Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0(ppm]
< Tri Domain Proton
3 TriFreq 500.15991521 [Miiz]
Tri Offset 5.0(ppm]
Clipped FALSE
Scans 16
< Total_Scans =16
24
Relaxation Delay = 5[s]
Recvr_Gain 60
Temp_Get = 19.7([dc]
o X_90_Width 6.7[us]
“d X Acq_Time 1.74587904(s]
X_angle 45[deg]
= (= s X_Atn 2.5[dB]
2= =t X_pulse 3.35[us]
. Irr_Mode ofs
| TriMode ofs
Dante_Presat FALSE
Initial Wait 1(s]
Repetition Time = 6.74587904[s]
=3
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=7 Si__o. cl Filename = NANO41_Carbon-1-3.3df
\r Author delta
] CN Sample_Id NANO41
= Solvent CHLOROFORM-D
4e Actual_Start_Time = 1-AUG-2023 20:53:47
o Revision_Time = 20-FEB-2024 12:46:44
< Comment single pulse decoupled ga
Data_Format 1D COMPLEX
o Dim Size
= X_Domain
< Din Title
Dim Units
=1 Dimensions
= site
Spectrometer = DELTAZ_NMR
=1 Field Strength 11.7473579(1] (500 [MHz])
< X_Acq_Duration 0.83361792(s]
X_Dom: = 13c
X Freq 125.76529768 [MHz]
X Offset 100 [ppm]
X_Points 32768

4
1.19959034 [Hz]

o
S
=]
®
2] CF
S X _Sweep 39.3081761 [kHz]
X_Sweep_Clipped 31.44654088 [kHz]
Irr_Domain oton
s TrFreq 500.15991521 Maz]
= Irr Offset 5.0(ppm]
Clipped FALSE
- Scans 2048
=8 Total_Scans = 2048
=3
Relaxation Delay = 2[s]
) Recvr_Gain 50
<] Temp_Get 22.91dc]
< X_90_Width 12.65[us]
X_Acq_Time 0.83361792(s]
=3 X_Angle = 30[deg]
23 X Atn
X Pulse 4.21666667[us]
- Irr_Atn_Dec = 25.254[dB]
2] Irr_Atn _Noe 25.254[dB]
S Irr_Noise
Irr_pwidth 92[us]
« Decoupling TRUE
= Initial Wait 1[s]
= Noe TRUE
Noe_Time
s Repatition Time 2.83361792(s]
S
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= ME\ /Me
a _Si~, ' Filename = 270-023-3_GPC287-292_Prot
Me o Cl Author delt:
Experiment pro
5a Sample_Td = 270-023-3_GPC287-292
Solvent CHLOROFORM-D
Actual_Start Time = 18-JUL-2023 20:56:21
Revision_Time = 20-FEB-2024 12:51:05
Comment single_pulse
1D COMPLEX
< 10
S Proton
A Proton
[ppm]
JNM-ECA500
Spectrometer = DELTAZ_NMR
Field Strength 11.7473579[T] (500 [MHz])
X_Acq_Duration 1.74587904(s]
X Domain =18
- X Freq 500.15991521 [MHz]
= X offset 5.0[ppm]
a X_Points 16384
X_Presca 1
X Resolution 0.57277737 [Hz]
X Sweep 9.38438438 [kHz]
X_Sweep_Clipped 7.50750751 [kHz]
Irr_Domain oton
Irr_Fre 500.15991521 [MHz]
Irr Offset 5.0(ppm]
Tri Domain Proton
TriFreq 500.15991521 [MHz]
Tri Offset 5.0(ppm]
S Clipped FALSE
Scan: 16
Total_Scans =16
Relaxation Delay = 5[s]
Recvr_Gain 58
Temp_Ge = 22.7(dc]
8 2 X_90_Width 6.7[us]
a N X Acq_Time 1.74587904(s]
X_Angle 45[deg]
X_Atn 2.5[dB]
] X_Pulse 3.35[us]
= Irr_Mode ofs
- oo TriMode ofs
g gls Dante_Presat FALSE
= == Initial Wait 1(s]
Repetition Time = 6.74587904[s]
9
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=] \/
g Filename = NANO45(true) Carbon-2-5.3
24 e "0 cl Author delta -
= Experiment carbon. jxp
5a Sample_Id NANO4S
) Solvent CHLOROFORM-D
g’ Actual_Start_Time 3-AUG-2023 17:25:55
Revision_Time = 20-FEB-2024 12:52:25
=3 Comment single pulse decoupled ga
< Data_Format 1D COMPLEX
Dim Size
=] X_Domain
s Din Title
Dim Units
o Dimensions
= site
< Spectrometer = DELTAZ_NMR
=] Field Strength 11.7473579(1] (500 [MHz])
S X_Acq_Duration 0.83361792(s]
X_Dom: = 13
— X Freq 125.76529768 [MHz]
=7 X otfset 100 [ppm]
X_Points 32768
o X_prescans 4
=4 X_Resolution 1.19959034 [Hz]
= X Sweep 39.3081761 [kHz]
X_Sweep_Clipped 31.44654088 [kHz]
© _Sweep
&3 Irr_Domain oton
= Irr_Freq 500.15991521 [MHz]
Irr Offset 5.0(ppm]
N Clipped FALSE
27 Scans 1024
Total_Scans = 1024
©
3] Relaxation Delay = 2[s]
= Recvr_Gain 50
Temp_Get 22.7[dc]
wd X_90 Width 12.65us]
S X_Acq_Time 0.83361792(s]
X_Angle = 30[deg!
< X Atn
< X_Pulse 4.21666667 [us]
< Izr_Atn Dec = 25.254[dB]
- Irr_Atn _Noe 25.254[dB]
=] Irr Noise
=] Irr_pwidth 92[us]
Decoupling TRUE
Q Initial Wait 1[s]
= Noe TRUE
Noe_Time
— Repatition Time 2.83361792(s]
3 =4
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X : parts per Million : Proton

= NAN46_coll3 Proton-2-2.3d

= 21-FEB-2024 11:48:35

single_pulse
1D COMPLEX

11.7473579(T] (500 [MHz])
1.74587904(s]
1

500.15991521 [MHz]
5.0[ppm]
16384

1
0.57277737[Hz]
9.38438438 [kHz]
7.50750751 [kHz]
oton
500.15991521 [MHz]
5.0[ppm]
Proton
500.15991521 [MHz]
5.0 [ppm]
FALSE
64
=64
50s]
60
= 20.9[dc]
6.7[us]
1.74587904(s]
45[deg]

1(s]
= 6.74587904(s]
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NANO46_Carbon-1-2.jdf
delta

carbon. jxp

NANO46

CHLOROFORM-D
11-SEP-2023 21:09:17
= 20-FEB-2024 13:02:42

single pulse decoupled ga
1D COMPLEX

11.7473579(T] (500 [MHz])
0.83361792(s]
3c

125.76529768 [MHz]
100 [ppm]

32768

4

1.19959034 [Hz]
39.3081761[kHz]
31.44654088 [kHz]

oton
500.15991521 [Miiz]
0 [ppm]

2(s]

50

22.8[dc]
12.65[us]
0.83361792(s]
= 30[deg]

4.21666667 [us]
25.254[aB)
25.254[dB]

92[us]
TRUE
11s]
TRUE

2.83361792(s]
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X : parts per Million : Carbon13

<
3 g
= <
s
o Me_ Me CN
I<E| \ Filename = 189c01215-18_GRC_Proton-1
a i Author delt:
A ~"o cl Experiment proton. j
=1 sample_Td = 189c01215-18_GEC
2 Solvent CHLOROFORM-D
29 5 Actual_Start Time = 26-APR-2023 15:01:59
& [+ Revision_Time = 20-FEB-2024 13:06:45
<
=4 Comment single_pulse
= 1D COMPLEX
=1 10
*® Proton
= Proton
<=3 {ppm]
< JNM-ECA500
=3 Spectrometer = DELTAZ_NMR
23 Field Strength 11.7473579[T] (500 [MHz])
o X_Acq_Duration 1.74587904(s]
o X Domain =18
<7 X Freq 500.15991521 [MHz]
= X otfset 5.0[ppm]
> 1 X_Points 16384
s} X_Presca 1
= S X Resolution 0.57277737[Hz]
e & Xswaep 9.38438438 (k2]
- X_Sweep_Clipped 7.50750751 [kHz]
= Irr_Domain oton
=3 Irr_Fre 500.15991521 [MHz]
= Irr Offset 5.0(ppm]
=3 Tri Domain Proton
= TriFreq 500.15991521 [MHz]
o Tri Offset 5.0(ppm]
P - Clipped FALSE
2 Scan: 256
S = Total_Scans = 256
o
- Relaxation Delay = 5[s]
=1 Recvr_Gain 64
Temp_Ge = 21.6[dc]
= X_90_Width 6.7[us]
° X Acq_Time 1.74587904(s]
- XAngTe 45[deg]
= (% X_Atn 2.5[dB]
L X_Pulse 3.35[us]
. Bl Irr_Mode ofs
< TriMode ofs
Dante_Presat FALSE
=7 Initial Wait 1[s]
« Repetition Time = 6.74587904[s]
<
o o
S
2o
S 2]
i |
2 W
]
T T T T T
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~eg avs 2
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S Me Me CN
\ Filename = NANO38_Carbon-1-7.jdf
© i Author delta
=1 ~"o ol Experinent cazbon. jxp
4 Sample_Id NAN038
- Solvent CHLOROFORM-D
23 Actual_Start Time = 3-AUG-2023 12:28:15
S 5¢ Revision_Time = 20-FEB-2024 13:08:14
4 Comment single pulse decoupled ga
= Data Format To Comprex
Dim Size
) X_Domain
= Din Title
4 Dim_Units
Dimensions
27 site
= Spectrometer = DELTAZ_NMR
= Field Strength 11.7473579[T] (500 [MHz])
=3 X_Acq_Duration 0.83361792(s]
X_Dom: = 13c
_ X Freq 125.76529768 [MHz]
=1 X Offset 100 [ppm]
X_Points 32768
o X_prescans 3
2] X Resolution 1.19959034[Hz]
= X _Sweep 39.3081761 [kHz]
X_Sweep_Clipped 31.44654088 [kHz]
ER Irr_Domain oton
2 Irr_Freq 500.15991521 [Mz]
Irr Offset 5.0(ppm]
= Clipped FALSE
=] Scans 1024
< Total_Scans = 1024
=5 Relaxation Delay = 2[s]
=3 Recvr_Gain 50
Temp_Get 22.9[dc]
0 X_90_Width 12.65[us]
= X_Acq_Time 0.83361792(s]
X_Angle = 30(deg!
< X Atn
<] X Pulse 4.21666667[us]
=3 Irr_Atn_Dec = 25.254[aB)
- Irr_Atn _Noe 25.254[dB]
27 Irr Noise
= Irr_pwidth 92[us]
Decoupling TRUE
o Initial Wait 1(s]
= Noe TRUE
Noe_Time
— Repatition Time 2.83361792(s]
837
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2
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X : parts per Million :I\Proton

1.679
0.645

Actual_Start_Time
Revision_Time

Comment

Spectrometer

Field Strength
X_Acq_Duration
X Domain

X Freq

X_Sweep
X_Sweep_Clipped
in

Irr_Domai

Total_Scans

Relaxation_Delay
Recvr_Gain

Repetition Time

NAN40_240219_Proton-1-3.3

]
2
g
558
8
A

19-FEB-2024 20:53:23

= 20-FEB-2024 13:10:56

single_pulse
1D COMPLEX

11.7473579(T] (500 [MHz])
1.74587904(s]
1

500.15991521 [MHz]
5.0[ppm]
16384

1

0.57277737[Hz]

9.38438438 [kHz]

7.50750751 [kHz]
oton

500.15991521 [MHz]

5.0[ppm]

Proton

500.15991521 [MHz]

5.0 [ppm]

FALSE

32

=32

5(s]

60
= 20.5[dc]
6.7[us]

1.74587904(s]
45[deg]

1(s]
= 6.74587904(s]
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I I
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X : parts per Million : Carbon13

138339 ~_ 27

116.611 ~—_

128.247
114.026

104.869

6.353
15.552
-3.744

Actual_Start_Time
Revision_Time

Comment
Data_Format
Dim_Size
X_Domain
Dim_Title
Dim_Units
Dimensions
site

Spectrometer

Field Strength
X_Acq_Duration

X_Sweep
X_Sweep_Clipped
Irr_Domain

Total_Scans

Relaxation_Delay
Recvr_Gain
Temp_Get

Initial Wait

Noe
Noe_?

Time
Repetition Time

NANO40_Carbon-1-3.3jdf
delta

carbon. jxp

NANO4O

CHLOROFORM-D
28-AUG-2023 19:35:22
= 20-FEB-2024 13:12:43

single pulse decoupled ga
1D COMPLEX

11.7473579(T] (500 [MHz])
0.83361792(s]
3c

125.76529768 [MHz]
100 [ppm]

32768

4

1.19959034 [Hz]
39.3081761[kHz]
31.44654088 [kHz]

oton
500.15991521 [MHz]
0 [ppm]

2(s]

50

22.9[dc]
12.65[us]
0.83361792(s]
= 30[deg]

4.21666667 [us]
25.254[aB)
25.254[dB]

92[us]
TRUE
11s]
TRUE

2(s]
2.83361792(s]
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Sii_~, /@ Filename = 270-051-5_GPC161-169_Prot.
=13 o cl Aut delt:
S Experiment pro
Sample_Id = 270-051-5_GPC161-169
5 Solvent CHLOROFO!
e Actual Start Time = 9-NOV-2023 17:32:31
o Revision_Time = 20-FEB-2024 13:14:19
o 5
Comment single_pulse
1D COMPLEX
10
Proton
Proton
[ppm]
JNM-ECAS500
Spectrometer = DELTA2_NMR
=3 Field_Strength 11.7473579(T] (500 [MHZ])
= X_Acq_Duration 1.74587904 [s]
X Domain =1
X Freq 500.15991521 [Miiz]
X otfset 5.0[ppn]
X_Points 16384
X_Prescai 1
X_Resolution 0.57277737[Hz]
X Sweep 9.38438438 [kiiz]
X_Sweep_Clipped = 7.50750751 [kHz]
Irr_Domain oton
=3 Irr_Fre 500.15991521 [MHz]
e Irr_Offset 5.0 [ppm]
Tri_Domain Proton
Tri Freq 500.15991521 [Miiz]
Tri_Offset 5.0[ppm]
o . Clipped FALSE
<7 b 3 Scans 16
2 = Total_Scans =16
Relaxation Delay = 5[s]
Recvr_Gain 60
=7 Ter = 21.9[dC]
“ X_90_Width 6.7[us]
XTAcq_Time 1.74587904(s]
XAngTe 45[deg]
N X aen 2.5[dB]
. b X_Pulse 3.35[us]
<3 Irr_Mode ofe
Tri Mode ofe
Dante_Presat FALSE
Initial Wait 1(s]
Repetition Time = 6.74587904[s]
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X : parts per Million : Proton

abundance

= JEOL
=
=% @ cN
=
Si_~, /@ Filename = NANO42_Carbon-1-2.jdf
© o cl Author delta
= Experiment carbon. 3
e sample_Td 270-051-6_GeC_retake
- 5 Solvent CHLOROFORM-D
o e Actual_Start_Time = 10-NOV-2023 22:51:24
S Revision_Time = 20-FEB-2024 13:16:15
k| Comment single pulse decoupled ga
= Data Format Io CoMpLEX
Dim Size
o X_Domain
=1 Din Title
< Dim_Units
Dimensions
24 site
< Spectrometer - DELTA2_NMR

1 Field Strength
X_Acq_Duration

11.7473579(T] (500 [MHz])
0.83361792(s]
3c

0.11
»
"

Dom:
X_Freq 125.76529768 [MHz]
H X Offset 100 [ppm]
X_Points 32768

4
1.19959034 [Hz]

S

oy

33 5,

= X Sweep 39.3081761 [kHz]
X_Sweep_Clipped = 31.44654088 [kHz]

ES Trr_Domain oton

=7 Irr_Freq 500.15991521 [Miiz]
Irr Offset 5.0[ppn]

= Clipped FALSE

=9 Scans 2048

< Total_Scans = 2048

o .

= Relaxation Delay = 2[s]

S Recvr_Gain 50
Temp_Get 21.91ac]

2 X_90Width 12.65[us]

&4 XAcq_Time 0.83361792(s]
X_Angle = 30(deg!

< X atn

<3 X Pulse 4.21666667 [us]

= Trr_Atn Dec = 25.254[aB)
Irr_Atn Noe 25.254[dB]

27 Irr_Noise

=4 Trr_Pwidth 92[us]
Decsupling TRUE

o Initial Wait 1(s]

<4 Noe TRUE

4 Noe,

Tine
Repstition Time = 2.83361792[s]
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X : parts per Million : Carbon13




