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General consideration: All air-sensitive compounds were handled under an
atmosphere of argon or in a nitrogen-filled glovebox. 'H NMR, *C NMR and '°F NMR
spectra were recorded on Bruker AV 400 and 500 at ambient temperature with CDCI3
and ds-DMSO as solvent and TMS as internal standard. Chemical shifts (&) were given
in ppm, referenced to the residual proton resonance of TMS (0), to the carbon resonance
of'the CDCl3 (77.23) and ds-DMSO (39.53). Coupling constants (J) were given in Hertz
(Hz). IR spectrums were recorded on Perkin-Elmer-983 spectrometer. Optical rotations
were measured with Rudolph-Autolpol-VI automatic polarimeter. High resolution mass
spectra (HRMS) were recorded on Thermo Fisher Exactive orbitrap mass instrument
(ESI). Column chromatography was performed on silica gel (200-300 mesh). All
solvents were purified by conventional methods, distilled before use. Commercially

available reagents were used without further purification.
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Representative procedure for the synthesis of 4-(p-tolyl)oxazol-2(3H)-one (1):

To a stirred solution of the corresponding p-methylacetophenone (3.4 g, 1.0 eq, 25.0
mmol) and powdered potassium hydroxide (7.7 g, 5.5 eq, 137.5 mmol) in 50.0 mL
methanol was added iodobenzene diacetate (9.1 g, 1.1 eq, 35.0 mmol) slowly at 0 °C.
The reaction mixture was kept at room temperature until TLC indicated the total
consumption of the p-methylacetophenone. Then the whole reaction mixture was

concentrated. The residue was shaken with water and ethyl acetate. The combined



organic layer was evaporated under reduced pressure. The residue was dissolved in a
mixture of 12.5 mL methanol and 12.5 mL aqueous hydrochloric acid (2.0 M) and then
stirred overnight at room temperature. Water (100 mL) was added and the mixture was
extracted with ethyl acetate (2 x 100 mL). The organic layers were washed with water
(3 x 150 mL) and brine (150 mL), dried over anhydrous Na>SOs. The solvent was
evaporated under reduced pressure. The crude product 2-hydroxy-1-p-tolyl-ethanone

was used directly for the next step without further purifications.

To a stirred solution of 2-hydroxy-1-p-tolyl-ethanone (25.0 mmol, 1.0 eq.) and KOCN
(4.1 g, 2.0 eq, 50.0 mmol) in 60 mL tetrahydrofuran was added AcOH (3.6 g, 2.4 eq,
60.0 mmol) slowly at 50 °C. The reaction was stirred at this temperature for 12 h until
TLC indicated the total consumption of the 2-hydroxy-1-p-tolyl-ethanone, and then
poured into ice cooled H>O and the resulting precipitate was collected by filtration to
obtain crude product, was passed through a silica gel column to give the desired

products 1d (1.5 g, 34% yield).

Q. Wang, X. Tan, Z. Zhu, X.-Q. Dong and X. Zhang, Tetrahedron Lett., 2016, 57,

658—662.
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(1) NaH (1.2 eq), DMF, 0 °C - rt_ O_
(2) Mel (1.1 eq), rt, overnight

To a solution of 1a (322.1 mg, 2.0 mmol) in 4.0 mL DMF was added sodium hydride
(96.0 mg, 2.4 mmol, 60% purity) portionwise at 0 °C under N,. The mixture was stirred
at 0 °C for 1 h before Mel (312.3 mg, 2.2 mmol) was added. The mixture was stirred at

room temperature until full consumption of the starting material indicated by TLC.



Then the reaction was quenched with water and was added EtOAc. The organic layers
were washed twice with 5 wt % aqueous LiCl solution to remove DMF, followed by
additional washing with brine. After drying over Na>SOs, the crude product was
purified by column chromatography (petroleum ether/EA = 3/1) on silica gel to provide
the desired products 1v as white solid (65.0 mg, 18% yield).

Y. Liu, Z. Y1, X. Yang, H. Wang, C. Yin, M. Wang, X.-Q. Dong and X. Zhang, ACS

Catal., 2020, 10, 11153—-11161.
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120 °C, 16 h, toluene
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Representative procedure for asymmetric hydrogenation of 4-phenyloxazol-
2(3H)-one 1 (Scheme 2): To a stainless-steel autoclave, were added 4-phenyloxazol-
2(3H)-one (1a) (80.6 mg, 0.50 mmol), B(CsFs)s (2a) (25.6 mg, 0.05 mmol) and dry
toluene (5.0 mL) in a nitrogen atmosphere glovebox. The resulting mixture was stirred
at 120 °C in an oil bath for 16 h. The solvent was removed under reduced pressure. The
crude residue was purified by flash chromatography on silica gel (200-300 mesh) to
give the desired product 3a as a white solid (79.2 mg, 97% yield). (1e, 1f, 1i, 1j, 1k was
carried out with DCM as solvent; 1s was carried out with oxazolidinone (1.0 mmol),

B(C¢F5)3 (0.1 mmol) in toluene (10.0 mL); 3u was carried out with 20 mol % B(C¢F5)3).

Characterization of substrates



4-phenyloxazol-2(3H)-one (1a). white solid; '"H NMR (500 MHz, CDCls, ppm): §
10.67 (s, 1H), 7.48-7.41 (m, 4H), 7.39-7.32 (m, 1H), 7.12 (s, 1H); *C NMR (125 MHz,
CDCIs, ppm): 6 158.4, 129.5, 129.2, 128.4, 126.5, 124.4, 124.1.

Q. Wang, X. Tan, Z. Zhu, X.-Q. Dong and X. Zhang, Tetrahedron Lett., 2016, 57,

658—-662.

4-(2-fluorophenyl)oxazol-2(3H)-one (1b). white solid; 'H NMR (500 MHz, CDCl;,
ppm): 8 10.61 (s, 1H), 7.52-7.45 (m, 1H), 7.37-7.31 (m, 1H), 7.31-7.24 (m, 2H), 7.20-
7.13 (m, 1H); 3C NMR (125 MHz, CDCls, ppm): § 159.6 (d, J = 255.0 Hz), 157.7,
130.2 (d, J = 8.8 Hz), 127.9 (d, J = 15.0 Hz), 126.0 (d, J = 2.5 Hz), 125.3 (d, J = 3.8
Hz), 122.7,116.4 (d, J = 21.3 Hz), 114.9 (d, J = 12.5 Hz); 'F NMR (377 MHz, CDCls,
ppm) 6 -111.0.

Z. Liu, W. Zhang, S. Guo and J. Zhu, J. Org. Chem., 2019, 84, 11945—-11957.



4-(o-tolylyoxazol-2(3H)-one (1¢). white solid; 'H NMR (500 MHz, CDCls, ppm): §
10.06 (s, 1H), 7.40-7.35 (m, 1H), 7.31-7.26 (m, 3H), 6.92 (s, 1H), 2.41 (s, 3H); 1*C
NMR (125 MHz, CDCl3, ppm): 6 157.6, 135.9, 131.5, 129.2, 127.5, 127.2, 126.9, 126.2,
125.9,21.4.

Q. Wang, X. Tan, Z. Zhu, X.-Q. Dong and X. Zhang, Tetrahedron Lett., 2016, 57,

658—-662.

— OMe

4-(0o-methoxyphenyl)-4-oxazoline-2-one (1d). white solid; m.p. 194-196 °C. IR (film):
3051, 1762, 1508 cm; *H NMR (500 MHz, ds-DMSO, ppm): & 11.13 (s, 1H), 7.55-
7.48 (m, 2H), 7.36-7.28 (m, 1H), 7.14-7.08 (m, 1H), 7.05-6.98 (m, 1H), 3.89 (s, 3H);
13C NMR (125 MHz, dg-DMSO, ppm): & 155.9, 155.4, 129.0, 127.4, 125.4,123.4, 120 .4,
115.2, 111.3, 55.4; HRMS (ESI) m/z: [M+H]" Calcd for C10H10NO3s 192.0655; Found

192.0660.

0]

4-(3-fluorophenyl)oxazol-2(3H)-one (1e). white solid; m.p. 158-161 °C. IR (film):
3162, 3093, 1782, 1760, 1467 cm™'; 'H NMR (500 MHz, d6-DMSO, ppm): § 11.38 (s,

1H), 7.77 (s, 1H), 7.51-7.39 (m, 3H), 7.21-7.14 (m, 1H); *C NMR (125 MHz, ds-


javascript:

DMSO, ppm): 8 162.4 (d, J=241.3 Hz), 155.7, 131.0 (d, J = 8.8 Hz), 129.1 (d, /= 8.8
Hz), 126.1 (d, J = 3.8 Hz), 125.7, 120.0 (d, J = 2.5 Hz), 114.9 (d, J = 20.0 Hz), 110.7
(d, J = 23.8 Hz); 'F NMR (377 MHz, d6-DMSO, ppm) & -112.3; HRMS (ESI) m/z:

[M-H] Calcd for CoHsNO2F 178.0310; Found 178.0296.

0]

Cl

4-(3-chlorophenyl)-4-oxazoline-2-one (1f). white solid; *H NMR (500 MHz, de-
DMSO, ppm): & 11.37 (s, 1H), 7.79 (m, 1H), 7.67 (s, 1H), 7.55-7.35 (m, 3H); 3C NMR
(125 MHz, ds-DMSO, ppm): & 155.9, 133.9, 130.7, 129.0, 128.0, 126.0, 125.9, 123.7,
122.4.

Y. Liu, Z. Y1, X. Yang, H. Wang, C. Yin, M. Wang, X.-Q. Dong and X. Zhang, ACS

Catal., 2020, 10, 11153—-11161.

4-(m-tolyl)oxazol-2(3H)-one (1g). white solid; '"H NMR (500 MHz, d6-DMSO, ppm):
§ 11.28 (s, 1H), 7.64 (s, 1H), 7.41 (s, 1H), 7.38-7.28 (m, 2H), 7.19-7.13 (m, 1H), 2.33
(s, 3H); *C NMR (125 MHz, ds-DMSO, ppm): & 155.9, 138.1, 128.9, 128.7, 127.2,
126.7,124.5, 124.4, 121.1, 20.9.

Z. Liu, W. Zhang, S. Guo and J. Zhu, J. Org. Chem., 2019, 84, 11945—-11957.



OMe

4-(3-methoxyphenyl)-4-oxazoline-2-one (1h). white solid; *H NMR (500 MHz, ds-
DMSO, ppm): § 11.31 (s, 1H), 7.69-7.65 (m, 1H), 7.35-7.28 (m, 1H), 7.15-7.10 (m,
2H), 6.92-6.86 (m, 1H), 3.77 (s, 3H); °C NMR (125 MHz, de-DMSO, ppm): & 159.7,
156.0, 130.0, 128.1, 127.1, 124.9, 116.3, 114.1, 109.6, 55.2.

Z. Liu, W. Zhang, S. Guo and J. Zhu, J. Org. Chem., 2019, 84, 11945—-11957.

4-(4-fluorophenyl)oxazol-2(3H)-one (1i). white solid; 'H NMR (500 MHz, d¢-DMSO,
ppm): § 11.39 (s, 1H), 7.78 (s, 1H), 7.51-7.39 (m, 3H), 7.21-7.14 (m, 1H); 3C NMR
(125 MHz, ds-DMSO, ppm): & 162.4 (d, J = 241.3 Hz), 155.7, 131.0 (d, J = 8.8 Hz),
129.1 (d,J=10.0 Hz), 126.1 (d, J=2.5 Hz), 125.7, 120.0 (d, J=2.5 Hz), 114.9 (d, J =
21.3 Hz), 110.7 (d, J = 23.8 Hz); °F NMR (377 MHz, de-DMSO, ppm) & -112.9.

Y. Liu, Z. Y1, X. Yang, H. Wang, C. Yin, M. Wang, X.-Q. Dong and X. Zhang, ACS

Catal., 2020, 10, 11153—-11161.
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Cl

4-(4-chlorophenyl)-4-oxazoline-2-one (1j). white solid; 'H NMR (500 MHz, de-
DMSO, ppm): & 11.37 (s, 1H), 7.74-7.70 (m, 1H), 7.57 (d, J = 8.5 Hz, 2H), 7.54-7.47
(m, 2H); 3C NMR (125 MHz, de-DMSO, ppm): & 155.8, 132.6, 128.9, 126.1, 125.7,
125.6, 125.1.

Y. Liu, Z. Y1, X. Yang, H. Wang, C. Yin, M. Wang, X.-Q. Dong and X. Zhang, ACS

Catal., 2020, 10, 11153—-11161.

=0

Br
4-(4-bromophenyl)oxazol-2(3H)-one (1k). white solid; '"H NMR (500 MHz, de-
DMSO, ppm): & 11.37 (s, 1H), 7.74 (s, 1H), 7.64 (d, J = 8.5 Hz, 2H), 7.51 (d, J= 8.5
Hz, 2H); *C NMR (125 MHz, ds-DMSO, ppm): § 155.8, 131.8, 126.2, 126.1, 125.9,
125.2, 121.1.

Z. Liu, W. Zhang, S. Guo and J. Zhu, J. Org. Chem., 2019, 84, 11945—-11957.



>=o

4-(p-tolyl)oxazol-2(3H)-one (11). yellow solid; *H NMR (500 MHz, CDCls, ppm): &
10.43 (s, 1H), 7.32 (d, J = 8.0 Hz, 2H), 7.23 (d, J = 8.0 Hz, 2H), 7.07 (s, 1H), 2.37 (s,
3H); °C NMR (125 MHz, CDCls, ppm): & 158.2, 139.3, 130.1, 128.4, 124.4, 123,7,
123.6, 21.5.

Q. Wang, X. Tan, Z. Zhu, X.-Q. Dong and X. Zhang, Tetrahedron Lett., 2016, 57,

658—-662.

=0

OMe

4-(4-methoxyphenyl)oxazol-2(3H)-one (1m). yellow solid; 'H NMR (500 MHz,
CDCls, ppm): & 10.61 (s, 1H), 7.37 (d, J = 8.5 Hz, 2H), 7.02 (s, 1H), 6.95 (d, J = 8.5
Hz, 2H), 3.83 (s, 3H); 3C NMR (125 MHz, CDCls, ppm): § 160.4, 158.3, 128.2, 126.0,
122.9, 119.0, 115.0, 55.6.

Q. Wang, X. Tan, Z. Zhu, X.-Q. Dong and X. Zhang, Tetrahedron Lett., 2016, 57,

658—662.



>=o

Et

4-(4-ethylphenyl)oxazol-2(3H)-one (1n). white solid; *H NMR (500 MHz, CDCls,
ppm): & 10.47 (s, 1H), 7.35 (d, J = 8.0 Hz, 2H), 7.25 (d, J = 8.0 Hz, 2H), 7.07 (s, 1H),
2.67 (g, I = 7.5 Hz, 2H), 1.24 (t, J = 7.5 Hz, 3H); 3C NMR (125 MHz, CDCls, ppm):
0 158.2,145.7, 129.0, 128.4, 124.5, 123.9, 123.6, 28.9, 15.5.

Q. Wang, X. Tan, Z. Zhu, X.-Q. Dong and X. Zhang, Tetrahedron Lett., 2016, 57,

658—662.

>=o

Ph

4-([1,1'-biphenyl]-4-yl)oxazol-2(3H)-one(10). white solid; 'H NMR (500 MHz, de-
DMSO, ppm): 6 11.40 (s, 1H), 7.82-7.60 (m, 7H), 7.55-7.44 (m, 2H), 7.43-7.30 (m,
1H); 1*C NMR (125 MHz, de-DMSO, ppm): § 156.0, 139.8, 139.2, 128.9, 127.7, 127.0,
126.5, 125.9, 124.8, 124.5.

Z. Liu, W. Zhang, S. Guo and J. Zhu, J. Org. Chem., 2019, 84, 11945—-11957.
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4-(3,5-dimethylphenyl)oxazol-2(3H)-one (1p). white solid; m.p. 140-142 °C. IR
(film): 3141, 1727, 1641, 1456 cm’'; "H NMR (500 MHz, ds-DMSO, ppm): & 11.19 (s,
1H), 7.59 (s, 1H), 7.18 (s, 2H), 6.96 (s, 1H), 2.27 (s, 6H); '3*C NMR (125 MHz, de-
DMSO, ppm): 6 156.0, 138.0, 129.8, 127.3, 126.7, 124.4, 124.3, 121.8, 20.8; HRMS

(ESI) m/z: [M-H] Calcd for C11H10NO; 188.0717; Found 188.0704.

O

O)J\NH

2-Nap

4-(naphthalen-2-yl)oxazol-2(3H)-one (1q). white solid; *H NMR (500 MHz, CDCls,
ppm): & 10.08 (s, 1H), 7.92-7.82 (m, 4H), 7.56-7.47 (m, 3H), 7.23 (s, 1H); 3C NMR
(125 MHz, CDCls, ppm): 6 156.0, 132.8, 132.5, 128.6, 127.8,127.7,127.3, 127.0, 126.5,
125.4,124.3, 122.5, 122.1.

Q. Wang, X. Tan, Z. Zhu, X.-Q. Dong and X. Zhang, Tetrahedron Lett., 2016, 57,

658—-662.

0]

O)J\NH

1-Nap

4-(1'-Naphthyl)-4-oxazolin-2-one (1r). white solid; m.p. 167-169 °C. IR (film): 3048,

1790, 1747, 1509 cmt; 'H NMR (500 MHz, CDCls, ppm): & 9.52 (s, 1H), 8.11 (d, J =


javascript:

8.0 Hz, 1H), 7.91 (d, J = 7.5 Hz, 2H), 7.61-7.51 (m, 4H), 7.06 (s, 1H); *C NMR (125
MHz, ds-DMSO, ppm): § 157.1, 134.1, 130.9, 130.3, 129.1, 127.6, 126.9, 126.8, 126.6,
126.2, 125.6, 124.4, 124.1; HRMS (ESI) m/z: [M+H]* Calcd for C13H1oNO, 212.0706;

Found 212.0707.

4-methyloxazol-2(3H)-one (1s). yellow solid; *H NMR (500 MHz, CDCls, ppm): &
9.65 (s, 1H), 6.54-6.51 (m, 1H), 2.02 (s, 3H); *C NMR (125 MHz, CDCls, ppm): &
158.1, 124.7, 123.2, 9.3.

Y. Liu, Z. Y1, X. Yang, H. Wang, C. Yin, M. Wang, X.-Q. Dong and X. Zhang, ACS

Catal., 2020, 10, 11153—-11161.

4-isopropyloxazol-2-one (1t). yellow solid; *H NMR (500 MHz, CDCls, ppm): § 10.14
(s, 1H), 6.49 (s, 1H), 2.69 (septet, J = 6.5 Hz, 1H), 1.19 (d, J = 7.0 Hz, 6H); °C NMR
(125 MHz, CDCls, ppm): 6 158.6, 133.9, 122.9, 24.6, 20.4.

Y. Liu, Z. Y1, X. Yang, H. Wang, C. Yin, M. Wang, X.-Q. Dong and X. Zhang, ACS

Catal., 2020, 10, 11153—-11161.



5-methyl-4-phenyl-1,3-oxazol-2(3H)-one (1u). white solid; *H NMR (500 MHz,
CDCls, ppm): & 10.42 (s, 1H), 7.47-7.38 (m, 4H), 7.36-7.30 (m, 1H), 2.33 (s, 3H); *C
NMR (125 MHz, CDCls, ppm): 6 157.4, 133.8, 129.3, 128.3, 127.8, 126.0, 121.9, 11.6.

Z. Liu, W. Zhang, S. Guo and J. Zhu, J. Org. Chem., 2019, 84, 11945—-11957.

3-methyl-4-phenyloxazol-2(3H)-one (1v). white solid; *H NMR (500 MHz, CDCls,
ppm): & 7.52-7.44 (m, 3H), 7.39-7.33 (m, 2H), 6.84 (s, 1H), 3.23 (s, 3H); *C NMR
(125 MHz, CDCls, ppm): 6 156.6, 130.2, 129.7, 129.3, 128.3, 126.8, 123.9, 29.5.

Y. Liu, Z. Y1, X. Yang, H. Wang, C. Yin, M. Wang, X.-Q. Dong and X. Zhang, ACS

Catal., 2020, 10, 11153—-11161.

Characterization of products:
O

O 'NH

Ph
4-phenyloxazolidin-2-one (3a). white solid; 79.2 mg, 97% yield. *H NMR (500 MHz,

CDCls, ppm):  7.43-7.38 (m, 2H), 7.38-7.31 (m, 3H), 6.11 (s, 1H), 4.98-4.92 (m, 1H),



4.75-4.69 (m, 1H), 4.18 (dd, J = 8.5, 7.5 Hz, 1H); 3C NMR (125 MHz, CDCls, ppm):
8 159.9, 139.7, 129.4, 129.0, 126.2, 72.7, 56.6.
Q. Wang, X. Tan, Z. Zhu, X.-Q. Dong and X. Zhang, Tetrahedron Lett., 2016, 57,

658—-662.

2-fluorophenyloxazolidin-2-one (3b). white solid; 85.3 mg, 93% yield. 'H NMR (500
MHz, CDCl3, ppm): §; 7.46-7.40 (m, 1H), 7.37-7.30 (m, 1H), 7.24-7.19 (m, 1H), 7.11-
7.05 (m, 1H), 6.24 (s, 1H), 5.30-5.25 (m, 1H), 4.84-4.78 (m, 1H), 4.22 (dd, J=8.5, 6.5
Hz, 1H); *C NMR (125 MHz, CDCls, ppm): & 160.4 (d, J = 245.0 Hz ), 159.9, 130.4
(d, J=7.9 Hz), 127.0 (d, J = 13.8 Hz), 126.9 (d, J = 3.8 Hz), 125.1 (d, J = 2.5 Hz),
116.0 (d, J=20.0 Hz), 71.6, 50.5 (d, J = 3.8 Hz); '°F NMR (377 MHz, CDCl3, ppm) &
-119.5.

H. Lebel, L. M. Laparra, M. Khalifa, C. Trudel, C. Audubert, M. Szponarski, C. D.

Leduc, E. Azek and M. Ernzerhof, Org. Biomol. Chem., 2017, 15, 4144-4158.

4-(3-methylphenyl)-oxazolidine-2-one (3¢). white solid; 83.1 mg, 94% vyield. 'H

NMR (500 MHz, CDCl3, ppm): & 7.44 (d, J = 7.5 Hz, 1H), 7.31-7.27 (m, 1H), 7.25-



7.22 (m, 1H), 7.19 (d, J = 7.5 Hz, 1H), 5.48 (s 1H), 5.25-5.19 (m,1H), 4.82-4.76 (m,
1H), 4.14-4.09 (m, 1H), 2.31 (s, 3H); 3C NMR (125 MHz, CDCls, ppm): & 159.7, 137.6,
134.9, 131.2, 128.6, 127.2, 125.0, 71.8, 53.3, 19.2.

Q. Wang, X. Tan, Z. Zhu, X.-Q. Dong and X. Zhang, Tetrahedron Lett., 2016, 57,

658—-662.

OMe

4-(2-methoxyphenyl)oxazolidin-2-one (3d). white solid, 93.6 mg, 97% vyield. 'H
NMR (500 MHz, CDCl3, ppm): 6 7.36-7.26 (m, 2H), 7.05-6.95 (m, 1H), 6.89 (d, J =
7.5 Hz, 1H), 5.95 (s, 1H), 5.28-5.19 (m, 1H), 4.83-4.74 (m, 1H), 4.24-4.08 (m, 1H),
3.84 (s, 3H); *C NMR (125 MHz, CDCl3, ppm): & 160.4, 156.7, 128.6, 128.1, 125.7,
121.1, 110.7,71.7, 55.6, 51.6.

H. Lebel, L. M. Laparra, M. Khalifa, C. Trudel, C. Audubert, M. Szponarski, C. D.

Leduc, E. Azek and M. Ernzerhof, Org. Biomol. Chem., 2017, 15, 4144-4158.

3-fluorophenyloxazolidin-2-one (3e). white solid; 81.1 mg, 89% yield. '"H NMR (400
MHz, CDCls, ppm): & 7.43-7.33 (m, 1H), 7.17-7.02 (m, 3H), 5.81 (s, 1H), 5.02-4.92

(m, 1H), 4.80-4.71 (m, 1H), 4.22-4.14 (m, 1H); 3C NMR (100 MHz, CDCls, ppm): &



163.4 (d, J=247.0 Hz), 160.0, 142.3 (d, /= 7.0 Hz), 131.1 (d, J= 8.0 Hz), 121.8 (d, J
= 3.0 Hz), 116.0 (d, J = 21.0 Hz), 113.2 (d, J = 22.0 Hz), 72.4, 56.1; "’F NMR (377
MHz, CDCIs, ppm) 6 -111.1.

N. Wan, J. Tian, X. Zhou, H. Wang, B. Cui, W. Han and Y. Chen, Adv. Synth. Catal.,

2019, 361, 4651-4655.

Cl

4-(3-chlorophenyl)oxazolidin-2-one (3f). white solid; 94.6 mg, 97% yield. *H NMR
(500 MHz, CDCls, ppm): & 7.35-7.31 (m, 3H), 7.25-7.20 (m, 1H), 6.35 (s, 1H), 4.96-
4.91 (m, 1H), 4.75-4.70 (m, 1H), 4.15 (dd, J = 8.5, 7.0 Hz, 1H); 3C NMR (125 MHz,
CDCls, ppm): 8 159.9, 141.9, 135.4, 130.8, 129.2, 126.5, 124.3, 72.4, 56.1.

H. Lebel, L. M. Laparra, M. Khalifa, C. Trudel, C. Audubert, M. Szponarski, C. D.

Leduc, E. Azek and M. Ernzerhof, Org. Biomol. Chem., 2017, 15, 4144-4158.

4-(3-methylphenyl)-oxazolidine-2-one (3g). white solid; 82.4 mg, 93% vyield. 'H
NMR (500 MHz, CDCls, ppm): & 7.32-7.25 (m, 1H), 7.20-7.10 (m, 3H), 5.65 (s, 1H),

4.94-4.86 (m, 1H), 4.75- 4.68 (m, 1H), 4.22-4.15 (m, 1H), 2.37 (s, 3H); 3C NMR (125



MHz, CDCls, ppm): 6 159.7, 139.7, 139.3, 129.8, 129.3, 126.8, 123.3, 72.8, 56.5, 21.6.
Q. Wang, X. Tan, Z. Zhu, X.-Q. Dong and X. Zhang, Tetrahedron Lett., 2016, 57,

658—-662.

OMe

4-(3-methoxyphenyl)oxazolidin-2-one (3h). white solid, 94.8 mg, 98% yield, m.p. 59-
61 °C. IR (film): 3279, 2919, 2839, 1750, 1604, 1459 cm™!; "H NMR (500 MHz, CDCl3,
ppm): & 7.33-7.28 (m, 1H), 6.99-6.85 (m, 3H), 5.98 (s, 1H), 4.94-4.89 (m, 1H), 4.73-
4.68 (m, 1H), 4.17 (dd, J = 8.5, 7.0 Hz, 1H), 3.81 (s, 3H); *C NMR (125 MHz, CDCl;,
ppm): 5 160.6, 159.9, 141.3, 130.5, 118.4, 114.4, 117.7, 72.6, 56.5, 55.5; HRMS (ESI)

m/z: [M+Na]" Calcd for Ci1oH11O3N Na 2126.0631; Found 216.0634.

0]

O 'NH

F

4-fluorophenyloxazolidin-2-one (3i). white solid; 84.0 mg, 92% yield. "H NMR (500
MHz, CDCls, ppm): 8; 7.35-7.29 (m, 2H), 7.13-7.05 (m, 2H), 6.48 (s, 0.7H), 6.04 (s,
0.2H), 4.98-4.92 (m, 1H), 4.75-4,68 (m, 1H), 4.18-4.11 (m, 1H); '*C NMR (125 MHz,
CDCls, ppm): 8 163.1 (d, J=246.3 Hz ), 160.0, 135.6 (d, J= 3.8 Hz), 128.0 (d, J=7.5
Hz), 116.3 (d, J=21.3 Hz), 72.7, 55.9; '°F NMR (377 MHz, CDCls, ppm) & -112.9.

Y. Liu, Z. Y1, X. Yang, H. Wang, C. Yin, M. Wang, X.-Q. Dong and X. Zhang, ACS



Catal., 2020, 10, 11153—11161.

)

oA

NH

Cl

4-(4-chlorophenyl)oxazolidin-2-one (3j). white solid; 95.9 mg, 98% yield. *H NMR
(500 MHz, CDCls, ppm): & 7.37 (d, J = 8.0 Hz, 2H), 7.27 (d, J = 8.0 Hz, 2H), 6.34 (s,
1H), 4.96-4.90 (m, 1H), 4.74-4.68 (m, 1H), 4.12 (dd, J = 8.5, 7.0 Hz, 1H); 3C NMR
(125 MHz, CDCls, ppm): & 159.9, 138.2, 135.0, 129.6, 127.6, 72.5, 56.0.

H. Lebel, L. M. Laparra, M. Khalifa, C. Trudel, C. Audubert, M. Szponarski, C. D.

Leduc, E. Azek and M. Ernzerhof, Org. Biomol. Chem., 2017, 15, 4144—4158.

>=o

Br

4-(4-bromophenyl)oxazolidin-2-one (3k). white solid; 112.0 mg, 92% yield. 'H NMR
(500 MHz, CDCl3, ppm): & 7.56-7.50 (m, 2H), 7.25-7.19 (m, 2H), 6.30-5.96 (m, 1H),
4.96-4.90 (m, 1H), 4.72 (dd, J = 17.0, 8.5 Hz, 1H), 4.14 (dd, J = 16.0, 9.0 Hz, 1H); 13C
NMR (125 MHz, CDCls, ppm): 6 159.7, 138.7, 132.6, 127.9, 123.1, 72.4, 56.1.

N. Wan, J. Tian, X. Zhou, H. Wang, B. Cui, W. Han and Y. Chen, Adv. Synth. Catal.,

2019, 361, 4651-4655.


javascript:

=0

4-(p-tolylyoxazolidin-2-one (3i). white solid; 89.8 mg, 98% yield. 'H NMR (500 MHz,
CDCls, ppm): 8 7.25-7.18 (m, 4H), 5.57 (s, 1H), 4.94-4.88 (m, 1H), 4.74-4.67 (m, 1H),
4.19-4.14 (m, 1H), 2.36 (s, 3H); 13C NMR (125 MHz, CDCls, ppm): § 159.7, 139.0,
136.7, 130.1, 126.2, 72.9, 56.4, 21.3.

Y. Liu, Z. Y1, X. Yang, H. Wang, C. Yin, M. Wang, X.-Q. Dong and X. Zhang, ACS

Catal., 2020, 10, 11153—-11161.

=0

OMe

4-(4-methoxyphenyl)oxazolidin-2-one (3m). white solid; 88.9 mg, 92% yield. 'H
NMR (500 MHz, CDCl3, ppm): & 7.26 (d, J = 8.5 Hz, 2H), 6.92 (d, J = 8.5 Hz, 2H),
5.46 (s, 1H), 4.92-4.87 (m, 1H), 4.72-4.67 (m, 1H), 4.19-4.14 (m, 1H), 3.81 (s, 3H);
BC NMR (125 MHz, CDCls, ppm): § 160.3, 159.5, 131.5, 127.6, 114.9, 72.9, 56.2, 55.6.
Q. Wang, X. Tan, Z. Zhu, X.-Q. Dong and X. Zhang, Tetrahedron Lett., 2016, 57,

658—662.



=0

Et
4-(4-ethylphenyl)oxazol-2(3H)-one (3n). white solid; 88.7 mg, 93% vyield. *H NMR
(400 MHz, CDCls, ppm): & 7.27-7.19 (m, 4H), 6.36 (br, 1H), 4.95-4.88 (m, 1H), 4.75-
4.65 (m, 1H), 4.20-4.12 (m, 1H), 2.64 (q, J = 7.6 Hz, 2H), 1.23 (t, J = 7.6 Hz, 3H); 13C
NMR (125 MHz, CDCls, ppm): ¢ 159.8, 145.3, 136.9, 128.9, 126.3, 72.8, 56.4, 28.7,
15.6.
Q. Wang, X. Tan, Z. Zhu, X.-Q. Dong and X. Zhang, Tetrahedron Lett., 2016, 57,

658—-662.

>=o

Ph

4-(biphenyl-4-yl)oxazolidin-2-one (30). white solid; 115.5 mg, 96% yield, m.p. 202-
204 °C. IR (film): 2919, 1736, 1701 cm™'; 'TH NMR (500 MHz, CDCls, ppm): § 7.63 (d,
J= 8.5 Hz, 2H), 7.57 (d, J = 8.0 Hz, 2H), 7.48-7.35 (m, 5H), 5.53 (s, 1H), 5.02-4.97
(m, 1H), 4.80- 4.74 (m, 1H), 4.27-4.21 (m, 1H); 3*C NMR (125 MHz, CDCls, ppm): §
159.5, 142.3, 140.5, 138.5, 129.1, 128.2, 127.9, 127.3, 126.7, 72.7, 56.4; HRMS (ESI)

m/z: [M-H] Calcd for C1sH12NO; 238.0863; Found 238.0863.


javascript:

4-(3,5-dimethylphenyl)-2-oxazolidinone (3p). white solid; 89.0 mg, 93% yield, m.p.
127-130 °C. IR (film): 3275, 2919, 1752 cm™; *H NMR (500 MHz, CDCls, ppm): &
6.98 (s, 1H), 6.93 (s, 2H), 5.48 (s, 1H), 4.90-4.82 (m, 1H), 4.75-4.65 (m, 1H), 4.21-4.14
(m, 1H), 2.32 (s, 6H); 3C NMR (125 MHz, CDCls, ppm): & 159.6, 139.7, 139.2, 130.7,
124.0, 72.8, 56.5, 21.4; HRMS (ESI) m/z: [M+H]* Calcd for C11H14NO, 192.1019;

Found 192.1024.

0]

X

O 'NH

2-Nap
4-(naphthalen-2-yl)oxazolidin-2-one (3q). white solid; 96.4 mg, 91% yield. '"H NMR
(500 MHz, CDCl3, ppm): 6 7.91 (d, J = 8.5 Hz, 1H), 7.87-7.81 (m, 2H), 7.78 (s, 1H),
7.56-7.50 (m, 2H), 7.48-7.43 (m, 1H), 5.48 (s, 1H), 5.14-5.09 (m, 1H), 4.83-4.78 (m,
1H), 4.29 (dd, J= 9.0, 7.0 Hz, 1H); '3C NMR (125 MHz, CDCls, ppm): § 159.6, 136.9,
133.7, 133.4, 129.7, 128.1, 128.0, 127.1, 126.9, 125.7, 123.4, 72.6, 56.7.
Q. Wang, X. Tan, Z. Zhu, X.-Q. Dong and X. Zhang, Tetrahedron Lett., 2016, 57,

658—662.



4-(1-Naphthyl)-2-oxazolidone (3r). white solid, 104.7 mg, 98% yield, m.p. 137-
139 °C. IR (film): 3275, 3060, 1751, 1406 cm™'; 'TH NMR (500 MHz, de-DMSO, ppm):
0 8.31 (s, 1H), 8.02-7.96 (m, 2H), 7.95-7.86 (m, 1H), 7.62-7.54 (m, 4H), 5.77-5.71 (m,
1H), 5.04-4.95 (m, 1H), 4.00-3.93 (m, 1H); 3*C NMR (125 MHz, ds-DMSO, ppm): §
158.9, 136.7, 133.4, 129.7, 128.7, 128.1, 126.5, 125.9, 125.4, 122.6, 121.9, 70.8, 52.0;

HRMS (ESI) m/z: [M+H]" Calcd for C13H12NO> 214.0863; Found 214.0866.

4-methyloxazolidin-2-one (3s). yellow oil; 94.0 mg, 93% yield. '"H NMR (500 MHz,
CDCls, ppm): 6 5.97 (s, 1H), 4.51-4.46 (m, 1H), 4.02-3.91 (m, 2H), 1.27 (d, /= 6.0 Hz,
3H); 3C NMR (125 MHz, CDCls, ppm): § 160.3, 72.0, 48.5, 20.8.

Y. Liu, Z. Y1, X. Yang, H. Wang, C. Yin, M. Wang, X.-Q. Dong and X. Zhang, ACS

Catal., 2020, 10, 11153—-11161.

4-isopropyl-1,3-oxazolidin-2-one (3t). yellow oil; 58.4 mg, 89% yield. 'H NMR (500
MHz, CDCIl3, ppm): 6 6.04 (s, 1H), 4.47-4.41 (m, 1H), 4.13-4.08 (m, 1H), 3.60 (dd, J
=14.5, 6.0 Hz, 1H), 1.76-1.69 (m, 1H), 0.96 (d, J = 6.5 Hz, 3H), 0.90 (d, /= 7.0 Hz,
3H); 13C NMR (125 MHz, CDCls, ppm): & 160.2, 68.8, 58.5, 32.8, 18.2, 17.8.

Y. Liu, Z. Y1, X. Yang, H. Wang, C. Yin, M. Wang, X.-Q. Dong and X. Zhang, ACS

Catal., 2020, 10, 11153-11161.
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syn-5-methyl-4-phenyloxazolidin-2-one (3u). white solid, 62.3 mg, 70% yield. 'H
NMR (500 MHz, CDCl3, ppm): 6 7.41-7.33 (m, 3H), 7.23-7.17 (m, 2H), 5.86 (s, 1H),
5.02-4.94 (m, 1H), 4.91- 4.88 (d, J = 8.0 Hz, 1H), 0.92-0.89 (d, J = 6.0 Hz, 3H); 1°C
NMR (125 MHz, CDCl3, ppm): 6 160.1, 136.6, 129.1, 129.0, 127.1, 77.7, 60.2, 16.7.

H. Lebel, L. M. Laparra, M. Khalifa, C. Trudel, C. Audubert, M. Szponarski, C. D.

Leduc, E. Azek and M. Ernzerhof, Org. Biomol. Chem., 2017, 15, 4144—4158.



[se)

— N )OO s o) O Wy

o M = 0D W W0 o Current Data Parameters
. ST e WO N I I NI NAME 500 cogy-7
o o e e e e

— e Lt el e EXPNOQ 4

%Jé\\_\_ PROCNO 1

F2Z - Acquisition Parameters

Date_ 20220801

Time 19.33 h

INSTRUM spect

PROBHD 5 mm PADUL 13C

PULPROG zg30

TD 65536

SOLVENT CDC13

N3 16

DS 2

SWH 10000.000 Hz
1a FIDRES 0.305176 Hz

AQ 3.2767999 sec

RG 192.89

DW 50.000 usec

DE 6.50 usec

TE 0 K

D1 1.00000000 sec

TDO 1

SFO1 500.1330885 MHz

NUCL 1H

Pl 11.30 usec

PLW1 20.00000000 w

F2 - Processing parameters

SI 65536

SF 500.1300137 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

> ; PC 1.00
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F2 - Acquisition Parameters

Date_ 20220801
Time 19.47 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT CDC13
1a NS 256
DS 4
SWH 29761.904 He
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
DO 1
SFO1 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLi1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PLi12 0.399503000 w
PLW13 0.25538000 w
F2 - Processing parameters
ST 32768
SF 125.7577603 MHz
WD EM
558 0
1B 1.00 Hz
T DTSR ST PP AP TVE GB 0
PC 1.40
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F2Z - Acquisition Parameters

Date_ 20220812
Time 6.04 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536

e SOLVENT CDC13

b N3 16
DS 2
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89
DW 50.000 usec
DE 6.50 usec
TE 0K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUCL 1H
Pl 11.30 usec
PLW1 20.00000000 w

F2 - Processing parameters
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500.1300132 MHz
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NAME 500 cgy-7
EXPNO 33
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220812
Time 6.59 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30

D 65536
SOLVENT CDC13

NS 1024

DS 4

SWH 29761.904 Hz
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89

DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFO1 125.7703637 MHz
NUC1 13C

Pl 10.00 usec
PLi1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PLi12 0.399503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768

SF 125.7577579 MHz
WD EM

558 0

1B 1.00 Hz
GB 0

PC 1.40
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NAME 500 cgy-7
EXPNO 34
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220812
Time 21.15 h
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgfhiggn.2

TD 131072
SOLVENT DMSO

NS 16

DS 4

SWH 89285.711 Hz
FIDRES 1.362392 Hz
AD 0.7340032 sec
RG 206,33

DW 5.600 usec
DE 6.50 usec
TE 298.3 K
D1 1.00000000 sec
dll 0.03000000 sec
dl2 0.00002000 sec
TDO 1
rdel 0.00000650 sec
SFOLl 376.5642094 MHz
NUC1 19F

Pl 14.50 usec
PLW1 17.98900032 W
SFO2 400,2416010 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 90.00 use
PLW2 12.00000000 W
PLW1Z2 0.30294999 W
F2 - Processing parameters
ST 65536

SF 376.6018696 MHz
WDW EM
55B 0

LB 0.30 Hz
GB 0

PC 1.00
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F2Z - Acquisition Parameters

Date_ 20220812
Time 18.57 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536
SOLVENT CDC13
N3 16
DS 2
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89
DW 50.000 usec
DE 6.50 usec
TE 0K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUCL 1H
Pl 11.30 usec
PLW1 20.00000000 w
FZ — Processing parameters
SI 65536
SF 500.1300139 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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NAME 500 cgy-7
EXPNO 29
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220815
Time 9.43 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30

D 65536
SOLVENT CDC13

NS 500

DS 4

SWH 29761.904 Hz
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89

DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFO1 125.7703637 MHz
NUC1 13C

Pl 10.00 usec
PLi1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PLi12 0.399503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768

SF 125.75775%94 MHz
WD EM

558 0

1B 1.00 Hz
GB 0

PC 1.40
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F2Z - Acquisition Parameters

Date_ 20220921
Time 19.50 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536
SOLVENT DMSO
N3 16
DS 2

1d SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89
DW 50.000 usec
DE 6.50 usec
TE 0 K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUCL 1H
Pl 11.30 usec
PLW1 20.00000000 w
F2 - Processing parameters
SI 65536
SF 500.1300047 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0

LL PC 1.00

T 1
3 2 1 0 ppm
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[IoNTel =M O W . NAME 500 cgy-7
29 9998Scod 3 81
V Y74 S H
F2 - Acquisition Parameters
Date_ 20220921
Time 20.17 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT DMSO
NS 512
D3 4
SWH 29761.904 Hz
1d FIDRES 0.908261 Hz
AQ 1.1010048 sec
RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFOL 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLW1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLH2 20.00000000 W
PL®12 0.39503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768
SF 125.757859%3 MHz
WD EM
558 0
Wiyt L5 1.00 He
GB 0
PC 1.40
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F2Z - Acquisition Parameters

Date_ 20220812
Time 16.56 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536
SOLVENT DMSO
N3 16
DS 2
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89

Te DW 50.000 usec
DE 6.50 usec
TE 0K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUCL 1H
Pl 11.30 usec
PLW1 20.00000000 w
FZ — Processing parameters
SI 65536
SF 500.1300039 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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NAME 500 cgy-7
EXPNO 38
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220812
Time 17.10 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30

D 65536
SOLVENT DMSO

NS 256

DS 4

SWH 29761.904 Hz
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89

DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFO1 125.7703637 MHz
NUC1 13C

Pl 10.00 usec
PLi1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PLi12 0.399503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768

SF 125.7578591 MHz
WD EM

558 0

1B 1.00 Hz
GB 0

PC 1.40
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NAME 500 cgy-7
EXPNO 39
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220919
Time 14.43 h
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgfhiggn.2

TD 131072
SOLVENT DMSO

NS 8

DS 4

SWH 89285.711 Hz
FIDRES 1.362392 Hz
AD 0.7340032 sec
RG 206,33

DW 5.600 usec
DE 6.50 usec
TE 298.1 K
D1 1.00000000 sec
dll 0.03000000 sec
dl2 0.00002000 sec
TDO 1
rdel 0.00000650 sec
SFOLl 376.5642094 MHz
NUC1 19F

Pl 14.50 usec
PLW1 17.98900032 W
SFO2 400,2416010 MHz
Nuca2 1H
CPDPRG[2 waltzlé
PCPD2 90.00 use
PLW2 12.00000000 W
PLW1Z2 0.30294999 W
F2 - Processing parameters
ST 65536

SF 376.6018696 MHz
WDW EM
55B 0

LB 0.30 Hz
GB 0

PC 1.00
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o R R NAME 500 cgy-7
— O~~~ [~~~ 0~~~ EXPNO 49
////\&_ PROCNO 1
F2Z - Acquisition Parameters
Date_ 20220812
Time 22,05 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536
SOLVENT DMSO
N3 16
DS 2
1 SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89
DW 50.000 usec
DE 6.50 usec
TE 0K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUC1 1H
Pl 11.30 usec
PLW1 20.00000000 w
F2 - Processing parameters
SI 65536
SF 500.1300052 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
% ﬁ PC 1.00
12 11 10 8 7 6 5 4 3 2 1 0 ppm
8 88|
c Slr—les



~ CONNoOCOoONO
R Current Data Parameters
L ™M O 00 0N WM N NAME 500 cgy-17
P MmN NN NN
S e o [ EXPNO 50

__//_// x\\__ PROCNC 1

F2 - Acquisition Parameters

Date_ 20221023

Time 15.58 h

INSTRUM spect

PROBHD 5 mm PABBC BB/

PULPROG zgpg30

D 65536

SOLVENT CDC13

NS 512

DS 4

SWH 24038.461 He

FIDRES 0.7335%6 Hz
1 20 1.3631488 sac

RG 206,33

DW 20.800 usec

DE 6.50 usec

TE 298.4 K

Dl 2.00000000 sec

dll 0.03000000 sec

DELTA 1.89999998 sec

DO 1

SFO1 100.6504916 MHz

NUC1 13C

Pl 10.00 usec

PLi1 54.00000000 w

SFO2 400.2416010 MH=z

NUC2 1H

CPDPRG[2 waltzlé

PCPD2 90.00 usec

PLWH2 12.00000000 w

PLi12 0.30294959 w

PLW13 0.24539000 W

F2 - Processing parameters

ST 32768

SF 100.6409481 MHz

WD EM

558 0

1B 1.00 Hz

GB 0

PC 1.40

T T T _ T
180 160 140 120 100 80 60 40 20 0 ppm



-
— O NE-WAHOWMOoO )

™ O s N = O WO D o~ Current Data Parameters
- ©E NN " NAME 500 egy 7
— e e e e o™ EXPNO 60

é\ PROCNO 1

F2Z - Acquisition Parameters
Date_ 20220920
Time 23.43 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536
SOLVENT DMSO
N3 16

19 DS 2
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 123.14
DW 50.000 usec
DE 6.50 usec
TE 0K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUC1 1H
Pl 11.30 usec
PLW1 20.00000000 w
F2 - Processing parameters
SI 65536
SF 500.1299973 MHz
WDW EM
SSB 0
LB 0.30 Hz

1 | ;. ,mm o0

10 9 8 7 6 5 4 3 2 1 0 ppm

12 11
)mA D.AWHM mw
- -lo o~

3|a
Qlo




™ [ e
&) O 0D % Current Data Parameters
P R A NP INEN, o s 200 cav T
EXPNO 61
._|_ 1/1%1/.\1.¥\11 N PROCNO 1
F2 - Acquisition Parameters
Date_ 20220921
Time 0.10 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT DMSO
NS 500
D3 4
g SWH 29761.904 Hz
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dill 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFOL 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLW1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PL®12 0.39503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768
SF 125.7578569 MHz
WD EM
558 0
LB 1.00 Hz
GB 0
PC 1.40

_ _ _ _ _
180 160 140 120 100 80 60 40 20 0 ppm



o
— DM O~ iXe)

™ S e B S = Current Data Parameters
- weaaaan = NAME 500 cgy=7
— e e e R ] ™ EXPNO 38

} //\_x PROCNO 1

F2Z - Acquisition Parameters
Date_ 20220816
Time 0.58 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536
SOLVENT DMSO
N3 16
DS 2

1h SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 113.75
DW 50.000 usec
DE 6.50 usec
TE 0K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUC1 1H
Pl 11.30 usec
PLW1 20.00000000 w
F2 - Processing parameters
SI 65536
SF 500.1300050 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0

Il Lh I BC 1.00
12 11 10 9 8 7 6 5 4 3 2 1 0 ppm



[eelpeel T I e I B BNl )
oo codamon 3 Current Data Parameters
o 0 O W~ O D . NAME 500 cgy-7
29 EESISRSRCRERS 5 BXPNO 89
X NN H
F2 - Acquisition Parameters
Date_ 20220816
Time 1.20 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT DMSO
NS 400
D3 4
SWH 29761.904 Hz
1h FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dill 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFOL 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLW1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PL®12 0.39503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768
SF 125.7578465 MHz
WD EM
558 0
LB 1.00 Hz
" » GB 0
PC 1.40

, , _ , , _ , _ T T
._mo ._mc ._ho ._No ._oo mo ao ho mo o_u_u_.:



o

= WO N O N T o

" OO MmN O O

. T R e e e NAME
- [

— e i EXPNO

/% PROCNO

Current Data Parameters

500 cgy-7
43
1

F2Z - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES

TE
D1
TCO
SFO1
NUCL
Pl
PLW1

SI
SF
WDW
SSB
LB

GB
L BC
L L

12

1 10 9 8 7 6 5 4 3 2 1 0 ppm

20220812
17.33 h
spect
5 mm PADUL 13C
zg30
65536
DMSO
16

2
10000.000 Hz
0.305176 Hz
3.2767999 sec
192.89
50.000 usec
6.50 usec
0 K
1.00000000 sec
1
500.1330885 MHz
1H
11.30 usec
20.00000000 w

F2 - Processing parameters

65536
500.1299991 MHz
EM
0
0.30 Hz
0
1.00



—161.41
—155.71

=
o
o
(X}
—

131.00
130.93
129.10
129.03

126.14

126.12

125.69

114.82
110.85

110.66

_
180

_
160

_
140

_
120

_
100

80

ppm

Current Data Parameters

NAME 500 cgy-7
EXPNO 44
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220812
Time 17.47 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30

D 65536
SOLVENT DMSO

NS 256

DS 4

SWH 29761.904 He
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89

DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFO1 125.7703637 MHz
NUC1 13C

Pl 10.00 usec
PLi1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PLi12 0.399503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768

SF 125.7578573 MHz
WD EM

558 0

1B 1.00 Hz
GB 0

PC 1.40



-112.85

_
-100

_
-120

T
-140

,
-160

_
-180

ppm

Current Data Paramsters
NAME 500 cgy-7
EXPNO 45
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220920
Time 15.11 h
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgfhiggn.2

TD 131072
SOLVENT DMSO

NS 16

DS 4

SWH 89285.711 Hz
FIDRES 1.362392 Hz
AD 0.7340032 sec
RG 206,33

DW 5.600 usec
DE 6.50 usec
TE 299.0 K
D1l 1.00000000 sec
dll 0.03000000 sec
dl2 0.00002000 sec
TDO 1
rdel 0.00000650 sec
SFOLl 376.5642094 MHz
NUC1 19F

Pl 14.50 usec
PLW1 17.98900032 W
SFO2 400,2416010 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 90.00 use
PLW2 12.00000000 W
PLW1Z2 0.30294999 W
F2 - Processing parameters
ST 65536

SF 376.6018696 MHz
WDW EM
55B 0

LB 0.30 Hz
GB 0

PC 1.00



N m > % %Mm Current Data Parameters
00 W0 W0 NAME 500 cgy-7
-~ EXPNO 53

/J Y PROCNO 1

F2Z - Acquisition Parameters

Date_ 20220812

Time 22,57 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30

TD 65536
SOLVENT DMSO

N3 16

DS 2

SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89

DW 50.000 usec
DE 6.50 usec
TE 0K

D1 1.00000000 sec
TDO 1

SFO1 500.1330885 MHz
NUCL 1H

Pl 11.30 usec
PLW1 20.00000000 w

FZ — Processing parameters
SI 65536

SF 500.1300030 MHz
WDW EM

SSB 0

LB 0.30 Hz

GB 0

7F BC 1.00

8 7 6 5 4 3 2 1 0 ppm



= N =M
- 6 - Current Data Parameters
[ NToRToNTel NAME 500 cgy-7
SRS RSN
— EXPNO 54

—155.79
132.63
128.88

//4\ PROCNC 1

F2 - Acquisition Parameters

Date_ 20220812
Time 23.19 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT DMSO
NS 400
DS 4
SWH 29761.904 He
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dill 0.03000000 sec
DELTA 1.89999998 sec
DO 1
SFO1 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLi1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PLi12 0.399503000 w
PLW13 0.25538000 w
F2 - Processing parameters
ST 32768
SF 125.7578582 MHz
WD EM
558 0
1B 1.00 Hz

N . . GB 0
PC 1.40

_ _ _ _ _
180 160 140 120 100 80 60 40 20 0 ppm



w0

0o — = 00

™ meUS — O Current Data Parameters
4 . el W NAME 500 cgy-7
— M~~~ EXPNO 57

é X PROCNO 1

F2Z - Acquisition Parameters

Date_ 20220921
Time 12,21 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536
SOLVENT DMSO
N3 16
DS 2

1k SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89
DW 50.000 usec
DE 6.50 usec
TE 0K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUCL 1H
Pl 11.30 usec
PLW1 20.00000000 w
FZ — Processing parameters
SI 65536
SF 500.1300015 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

12 11 10 9 8 7 6 5 4 3 2 1 0 ppm



[T] el Be I e o
= moeed Current Data Parameters
[ig] — D WO W NAME 500 cgy-17
wn SIS IS SIS N
— o o o o EXPNO 58
_ PROCNO 1

/
S
N\

F2 - Acquisition Parameters

Date_ 20220921
Time 12.49 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT DMSO
NS 520
DS 4
1k SWH 29761.904 Hz
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
DO 1
SFO1 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLi1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PLi12 0.399503000 w
PLW13 0.25538000 w
F2 - Processing parameters
ST 32768
SF 125.7578610 MHz
WD EM
558 0
1B 1.00 Hz
) — . N — . GB 0
. i AR " P BC 1.40

T T _ T ,
180 160 140 120 100 80 60 40 20 ppm



T}
Q % m % ﬂ M H Current Data Parameters
o omaas “ NAME 500 cgy—7
— [ e ™~ EXPNQ 24
//_i\ PROCNO 1
F2Z - Acquisition Parameters
Date_ 20220811
Time 1.36 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536
SOLVENT CcDC13
N3 16
DS 2
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89
DW 50.000 usec
DE 6.50 usec
TE 0K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUCL 1H
Pl 11.30 usec
PLW1 20.00000000 w
F2 - Processing parameters
SI 65536
SF 500.1300133 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
; PC 1.00
A A
12 11 10 7 0 ppm
& &ls|8 3
o ailail = ~



= = MO 0O

A M0 a Current Data Parameters

% w qﬁ..w % M % QZJ = NAME 500 cgy-7
EXPNO 25

_1 1/. 1/1/1/_v_|. D PROCNO 1
F2 - Acquisition Parameters
Date_ 20220921
Time 5.48 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 521
D3 4
SWH 29761.904 Hz
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFOL 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLW1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PL®12 0.39503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768
SF 125.7577582 MHz
WD EM
558 0
LB 1.00 Hz

_ 1 GB 0
PC 1.40

_ _ _ _ _
180 160 140 120 100 80 60 40 20 0 ppm



10.606

W= Mo o~

M~ O~ WO = oy

Mmoo o] NAME

_— e e ™ EXPNO
/ PROCINO

A
X

Current Data Parameters

500 cgy-7
12
1

F2Z - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES

TE
D1
TCO
SFO1
NUCL
Pl
PLW1

SI
SF
WDW
SSB
LB
GB
PC

—

12

1

10

7 6 5 4 3 2 1 0 ppm

2.01
092
207
3.08

20220809
16.04 h
spect
5 mm PADUL 13C
zg30
65536
CDC13
16

2
10000.000 Hz
0.305176 Hz
3.2767999 sec
192.89
50.000 usec
6.50 usec
0 K
1.00000000 sec
1
500.1330885 MHz
1H
11.30 usec
20.00000000 w

F2 - Processing parameters

65536
500.1300128 MHz
EM
0
0.30 Hz
0
1.00



— O O W N W
=t ™ N DD N (]
S o % 0 of o <
g SRS gags :
\/ NV
180 160 140 120 100 80 40 20 ppm

Current Data Parameters

NAME 500 cgy-7
EXPNO 13
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220809
Time 16.18 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30

D 65536
SOLVENT CDC13

NS 256

DS 4

SWH 29761.904 Hz
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89

DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFO1 125.7703637 MHz
NUC1 13C

Pl 10.00 usec
PLi1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PLi12 0.399503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768

SF 125.7577587 MHz
WD EM
558 0

1B 1.00 Hz
GB 0

PC 1.40



—

~ O oo~ o wnowm o M @

<t O =P 0 osr e~ oY~ O =1 I =t o Current Data Parameters
; moaaNe WO e NAME 500 ecgy-7
o Ve e e [ PR

| ~ o SESES RS — EXPNO 68

YA
X

é /_\ PROCNO 1

F2Z - Acquisition Parameters

Date_ 20220815

Time 11.39 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30

TD 65536
SOLVENT CcDC13

N3 16

DS 2

SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89

DW 50.000 usec
DE 6.50 usec
TE 0K

D1 1.00000000 sec
TDO 1

SFO1 500.1330885 MHz
NUCL 1H

Pl 11.30 usec
PLW1 20.00000000 w

FZ — Processing parameters
SI 65536

SF 500.1300139 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

.00
A A LFL( " !

12 11 10 9 8 7 6 5 4 3 2 1 0 ppm

@ o(~e
o il



fav] [ee] WO~ 00—

2 LooaEn e S by Current Data Parameters

m.mu % w % Mﬁa m Qn/_d o - NAME 500 cgy-7
EXPNO 69

LT Rw P
F2 - Acquisition Parameters
Date_ 20220815
Time 12.01 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 400
DS 4
SWH 29761.904 He
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dill 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFO1 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLi1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCED2 80.00 usec
PLH2 20.00000000 W
PLi12 0.399503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768
SF 125.7577589 MHz
WD EM
558 0
1B 1.00 Hz

" — N N e c):} 0

PC 1.40

T , , T _ T _ , T T
._mo ._mo ._ho ._mo ._oo mo mo ho mo o_u_u_.:
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% M M @ m & % Current Data Parameters

= mEes oo NAME 500 cgy-7

— [ L EXPNO 64
// \X PROCNO 1

F2Z - Acquisition Parameters

Date_ 20220922
Time 11.05 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536
SOLVENT DMSO
N3 16
DS 2
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 152.7
DW 50.000 usec
DE 6.50 usec
TE 0K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUCL 1H
Pl 11.30 usec
PLW1 20.00000000 w
FZ — Processing parameters
SI 65536
SF 500.1300022 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

12 11 10 9 8 7 6 5 4 3 2 1 0 ppm

0.97
)
1
9!



[ BT B AT e o N e L T B B
< 8296085885 Current Data Parameters
WO oY@ [ 0D NAME 500 cgy-7
MmN NN NN NN
o o o o~ EXPNO 65
_ PROCNO 1

/
{

F2 - Acquisition Parameters

Date_ 20220815

Time 11.01 h

INSTRUM spect

PROBHD 5 mm PADUL 13C

PULPROG zgpg30

D 65536

SOLVENT DMSO

NS 400

DS 4

SWH 29761.904 He

FIDRES 0.9082¢61 H=z

AQ 1.1010048 sec

RG 192,89

DW 16.800 usec

DE 6.50 usec

TE 0 K

Dl 2.00000000 sec

dll 0.03000000 sec

DELTA 1.89999998 sec

DO 1

SFO1 125.7703637 MHz

NUC1 13C

Pl 10.00 usec

PLi1 80.00000000 w

SFO2 500.1320005 MHz

NUC2 1H

CPDPRG[2 waltzlé

PCPD2 80.00 usec

PLWH2 20.00000000 W

PLi12 0.399503000 w

PLW13 0.25538000 w

F2 - Processing parameters

ST 32768

SF 125.7578515 MHz

WD EM

558 0
Il 1D 1.00 He

GB 0

PC 1.40

T T _ T ,
180 160 140 120 100 80 60 40 20 ppm



Sl
2 PANG o Current Data Parameters
= v oo ™ NAME 500 cgy-7
— M~ M~ \0 ™~ EXPNOQ 72
_ /\ PROCINO 1
F2Z - Acquisition Parameters
Date_ 20220922
Time 10.52 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536
SOLVENT DMSO
N3 16
DS 2
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 171.28
DW 50.000 usec
DE 6.50 usec
TE 0K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUC1 1H
Pl 11.30 usec
PLW1 20.00000000 w
F2 - Processing parameters
SI 65536
SF 500.1300071 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
A
12 11 10 9 8 7 6 5 4 3 2 1 0 ppm

1.00
0.93
1.9
1.0:
9.



— N W=~

= emmeT T - Current Data Parameters

rr.m % w/_J N % M M ﬂ o NAME 500 cgy-7
EXPNO 73

ﬂ 1/£ %1 h PROCNO 1
F2 - Acquisition Parameters
Date_ 20220815
Time 12,53 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT CDC13

1p NS 400

D3 4
SWH 29761.904 Hz
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dill 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFOL 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLW1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PL®12 0.39503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768
SF 125.7584452 MHz
WD EM
558 0
LB 1.00 Hz

_ o :
PC 1.40

T T _ T ,
180 160 140 120 100 80 60 40 20 ppm



1q

—10.075

7.915
7.897
7.892
7.875
7.857
7.849
7.834
7.553
7.542
7.539
7.533
7.529
7.523
7.518
7.501
7.483
7.230

%ﬁ%\\

Current Data Parameters

NAME
EXPNO
PROCNO

500 cgy-7
16
1

F2Z - Acquisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

D1
TCO
SFO1
NUCL
Pl
PLW1

SI
SF
WDW
SSB
LB
GB
PC

11

)

o

I

20220802

18.57

spect

5 mm PADUL 13C
zg30

65536

CDC13

16

2

10000.000
0.305176
3.2767999
192.89
50.000

6.50

0
1.00000000
1
500.1330885
1H

11.30
20.00000000

65536
500.1300140
EM

0

0.30

0

1.00

h

Hz
Hz
sec

usec
usec

sec

MHz

usec
W

F2 - Processing parameters

MHz

Hz



MAN NN W OO NG WO
CEOWINOEMO O LN T O Current Data Parameters
W N @00 W NAME 500 cay—7
MM NN NN NNNNN EXPNO 17
R B B B e B e e B B B B B
, PROCNO 1

/
|

F2 - Acquisition Parameters

Date_ 20220919

Time 19.21 h

INSTRUM spect

PROBHD 5 mm PADUL 13C

PULPROG zgpg30

D 65536

SOLVENT DMSO

NS 256

DS 4

SWH 29761.904 Hz

FIDRES 0.9082¢61 H=z

AQ 1.1010048 sec

RG 192,89

DW 16.800 usec

DE 6.50 usec

TE 0 K

Dl 2.00000000 sec

dll 0.03000000 sec

DELTA 1.89999998 sec

DO 1

SFO1 125.7703637 MHz

NUC1 13C

Pl 10.00 usec

PLi1 80.00000000 w

SFO2 500.1320005 MHz

NUC2 1H

CPDPRG[2 waltzlé

PCPD2 80.00 usec

PLWH2 20.00000000 W

PLi12 0.399503000 w

PLW13 0.25538000 W

F2 - Processing parameters

ST 32768

SF 125.7578464 MHz
IO — s

558 0

1B 1.00 Hz

GB 0

PC 1.40

_ T T ,
160 140 120 100 80 60 40 20 0 ppm



9.516
8.118
8.102
7.920
7.905
7.596
7.584
569
565
551
540
524
7.510
7.059

Current Data Parameters

O S e A NAME 500 cgy—7
-~ - EXPNO 76
//%.Z%\_ PROCNO 1
F2Z - Acquisition Parameters
Date_ 20220815
Time 13.24 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536
SOLVENT CcDC13
N3 16
DS 2
- SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89
DW 50.000 usec
DE 6.50 usec
TE 0K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUCL 1H
Pl 11.30 usec
PLW1 20.00000000 w
FZ — Processing parameters
SI 65536
SF 500.1300146 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
E; PC 1.00
. .
12 1 10 9 8 7 6 4 3 2 1 0 ppm

=
‘OL
o



W owm A dA-NO OO o dO
et 0 M 3 e MO S Current Data Parameters
[~ OO [~ WWWWLW P < NAME 500 cgy-17
DM M O NN NNNCNNN N EXENC 77
R B B B B B B e T e B e B
/ //.///% PROCNO 1
F2 - Acquisition Parameters
Date_ 20220815
Time 13.46 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
1 SOLVENT CDC13
NS 400
DS 4
SWH 29761.904 He
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFO1 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLi1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PLi12 0.399503000 w
PLW13 0.25538000 w
F2 - Processing parameters
ST 32768
SF 125.7577592 MHz
WD EM
558 0
N - o - Y v ww k.om Hz

PC 1.40

T T _ T ,
180 160 140 120 100 80 60 40 20 ppm



9.653

2.022

Current Data Parameters

NAME 500 cgy-7
EXPNO 3
PROCINO 1

F2Z - Acquisition Parameters
Date_ 20220815
Time 11.35 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30

TD 65536
SOLVENT CDC13

N3 16

DS 2

SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89

DW 50.000 usec
DE 6.50 usec
TE 0K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUC1 1H

Pl 11.30 usec
PLW1 20.00000000 w
F2 - Processing parameters
SI 65536

SF 500.1300089 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00

1

10

)

-

[

9

ppm



= = ™
i e " Current Data Parametsrs
mm M B ™ NAME 500 cgy-7
: EXPNO 9
I 1/.\1 T PROCNO 1
F2 - Acquisition Parameters
Date_ 20220812
1s Time 5.41 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 256
D3 4
SWH 29761.904 Hz
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
DO 1
SFOL 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLW1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLH2 20.00000000 W
PL®12 0.39503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768
SF 125.75775%5 MHz
WD EM
558 0
LB 1.00 Hz

WA :
PC 1.40

_ _ _ _ _
180 160 140 120 100 80 60 40 20 0 ppm



I

™ @ o @ D ™ o

— <] O - < w0

. < ~ 0w ™ NAME
o . P PN

— o] [SVEEaNIEGN] — EXPNO

/_\ /\ PROCNQO

Date_
Time

4 INSTRUM
1t PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES

TE
D1
TCO
SFO1
NUCL
Pl
PLW1

SI
SF
WDW
SSB
LB

n k_ FURNY. . _mm

12 11 10 9 8 7 6 5 4 3 2 1 0 ppm

Current Data Parameters

500 cgy-7
20
1

F2Z - Acquisition Parameters

20220802
19.34 h
spect
5 mm PADUL 13C
zg30
65536
CDC13
16

2
10000.000 Hz
0.305176 Hz
3.2767999 sec
192.89
50.000 usec
6.50 usec
0 K
1.00000000 sec
1
500.1330885 MHz
1H
11.30 usec
20.00000000 w

F2 - Processing parameters

65536
500.1300092 MHz
EM
0
0.30 Hz
0
1.00



Current Data Parameters

NAME 500 cgy-7
EXPNO 21
PROCNO 1

158.62
—133.93
—122.534
——24.63
—20.46

F2 - Acquisition Parameters

Date_ 20220802
Time 19.49 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
{ SOLVENT CDC13
! NS 256
— DS 4
’ SWH 29761.904 He
1t FIDRES 0.%08261 H=z
AQ 1.1010048 sec
RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
DO 1
SFO1 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLi1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PLi12 0.399503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768
SF 125.7577599 MHz
WD EM
558 0
1B 1.00 Hz
GB 0
e 1.40

_ _ _ _ _ T T T T ,
._mo ._mo ._ho ._mo ._oo mo 8 bo no o_u_u_.:



[aN]

™~ YW MO T O W) 00 I

< o o~ O s ) I Current Data Parameters
. T I i M ae Bas I oo ™ NAME 500 cogy-7
o P .

— [ e e e e N L o~ EXPNO 84

% PROCNO 1

F2Z - Acquisition Parameters

Date_ 20220816
Time 2.23 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536
SOLVENT CDC13
N3 16

Tu oS z
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 171.28
DW 50.000 usec
DE 6.50 usec
TE 0 K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUCL 1H
Pl 11.30 usec
PLW1 20.00000000 w
F2 - Processing parameters
SI 65536
SF 500.1300137 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0

u_ r; PC 1.00
; L 1

12 11 10 9 8 7 6 5 4 3 2 1 0 ppm



— O =D

< amanes > Current Data Parameters
I~ MO O . NAME 500 cgy-7
[Tl M NN N NN —

— o o o e - EXPNO 85
_ PROCNO 1

Z
%

F2 - Acquisition Parameters

Date_ 20220816
Time 2.45 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30

D 65536
SOLVENT CDC13

NS 400

DS 4

SWH 29761.904 He
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89

DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dill 0.03000000 sec
DELTA 1.89999998 sec
DO 1

SFO1 125.7703637 MHz
NUC1 13C

Pl 10.00 usec
PLi1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PLi12 0.399503000 w
PLW13 0.25538000 w
F2 - Processing parameters
ST 32768

SF 125.7577618 MHz
WD EM

558 0

1B 1.00 Hz
GB 0

PC 1.40

T T _ T ,
180 160 140 120 100 80 60 40 20 ppm



H o m % % % ﬂ Current Data Parameters
S oo ™ NAME, 500 cgy-7
[ e o] m EXPNQ 94
r/M/(\V\ \ PROCNO 1
F2Z - Acquisition Parameters
Date_ 20221018
Time 14.46 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536
SOLVENT CDC13
v NS 16
DS 2
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89
DW 50.000 usec
DE 6.50 usec
TE 0K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUCL 1H
Pl 11.30 usec
PLW1 20.00000000 w
F2 - Processing parameters
SI 65536
SF 500.1300100 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
h> PC 1.00
e L
8 7 6 5 4 3 2 1 0 ppm
o= © o
ala -] S



[en] o )~ ) 0O
o amToane a Current Data Parameters
o oMo mwom o NAME 500 cgy-7
i) N NN NN EXPNO 95
i é\l\.Vi o PROCNO 1
F2 - Acquisition Parameters
Date_ 20221018
Time 15.13 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 512
v D3 4
SWH 29761.904 Hz
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dill 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFOL 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLW1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PL®12 0.39503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768
SF 125.7577622 MHz
WD EM
558 0
LB 1.00 Hz
| GB 0
g PC 1.40

, T T _ T , _ T _ T _ T _ , T
._.\o._mo._mo._ho._wo._no._._o._oocomo.\omomOhc _u_u_.:



oL LiToNd O CRfNOIsRera Current Data Parameters

ST NN N S R N e e e e NAME 500 cgy-7

O L U S R o EXPNO &

rtM#WWWyVmNMW“W\L _ r/MUWy/&\\ (M“W\k PROCNO 1
F2Z - Acquisition Parameters
Date_ 20220801
Time 19.52 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536
SOLVENT CDC13
N3 16
DS 2
SWH 10000.000 Hz

- FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89
DW 50.000 usec
DE 6.50 usec
TE 0 K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUCL 1H
Pl 11.30 usec
PLW1 20.00000000 w
F2 - Processing parameters
SI 65536
SF 500.1300119 MH=z
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

. J L \_# 1
T T T T T T T T T 1
8 7 6 5 4 3 2 1 0 ppm

297/
0.89 —



o B A e B BN

a & ow - ® Current Data Parameters

o oY OV Y O . NAME 500 cgy-17

[fel ™M NN N [aN] e EXENQ 7

— — — L PROCNO 1

_ _ /\\ _ _ F2 - Acquisition Parameters
Date_ 20220801
Time 20.06 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 256
DS 4
SWH 29761.904 He
FIDRES 0.9082¢61 H=z

1a AQ 1.1010048 sec

RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dill 0.03000000 sec
DELTA 1.89999998 sec
DO 1
SFO1 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLi1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PLi12 0.399503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768
SF 125.7577633 MHz
WD EM
558 0
1B 1.00 Hz

_ GB 0
PC 1.40

T T T T T
180 160 140 120 100 80 60 40 20 0 ppm



HWO A O0OCNO®Y AOWNDWUMDS o> o0 N LW ©
CONLYODISODATNANODVLHA-WONTOHNNNO
4443333322110022228872222
O VPP v

S\ ) P
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Current Data Parameters

NAME 500 cgy-7

EXPNO 35

PROCINO 1

F2Z - Acquisition Parameters

Date_ 20220812

Time 7.04 h

INSTRUM spect

PROBHD 5 mm PADUL 13C

PULPROG zg30

TD 65536

SOLVENT CDC13

N3 16

DS 2

SWH 10000.000 Hz

FIDRES 0.305176 Hz

AQ 3.2767999 sec

RG 192.89

DW 50.000 usec

DE 6.50 usec

TE 0K

D1 1.00000000 sec

TDO 1

SFO1 500.1330885 MHz

NUCL 1H

Pl 11.30 usec

PLW1 20.00000000 w

F2 - Processing parameters

SI 65536

SE 500.1300114 MH=z

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00
ppm



161.37
159.94
159.41

<
<

130.46
130.40
127.06

126.95

126.92

126.89
125.12

125.10

116.08

115.82

e

—71.58

T
180

T
160

_
140

T
120

,
100

80

60

40

20

ppm

Current Data Parameters

NAME 500 cgy-7
EXPNO 36
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220812
Time 7.19 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30

D 65536
SOLVENT CDC13

NS 256

DS 4

SWH 29761.904 Hz
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89

DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFO1 125.7703637 MHz
NUC1 13C

Pl 10.00 usec
PLi1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PLi12 0.399503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768

SF 125.7577605 MHz
WD EM

558 0

1B 1.00 Hz
GB 0

PC 1.40



-119.48

_
-100

_
-120

T
-140

,
-160

_
-180

ppm

Current Data Paramsters
NAME 500 cgy-7
EXPNO 93
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220812
Time 21.26 h
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgfhiggn.2

TD 131072
SOLVENT cpcls

NS 16

DS 4

SWH 89285.711 Hz
FIDRES 1.362392 Hz
AD 0.7340032 sec
RG 206,33

DW 5.600 usec
DE 6.50 usec
TE 298.2 K
D1 1.00000000 sec
dll 0.03000000 sec
dl2 0.00002000 sec
TDO 1
rdel 0.00000650 sec
SFOLl 376.5642094 MHz
NUC1 19F

Pl 14.50 usec
PLW1 17.98900032 W
SFO2 400,2416010 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 90.00 use
PLW2 12.00000000 W
PLW1Z2 0.30294999 W
F2 - Processing parameters
ST 65536

SF 376.6018696 MHz
WDW EM
55B 0

LB 0.30 Hz
GB 0

PC 1.00



<o
=1
<t
—~

7.433
7.296
7.281
7.259
7.247
7.232
7.194
T.179

5.484
5.235
5.220
5.204

z

_—4.805

7
4,770

4.113
4.097

2.309

Current Data Parameters

NAME 500 cgy-7

EXPNO 30

PROCINO 1

F2Z - Acquisition Parameters

Date_ 20220812

Time 5.46 h

INSTRUM spect

PROBHD 5 mm PADUL 13C

PULPROG zg30

TD 65536

SOLVENT CDC13

N3 16

DS 2

SWH 10000.000 Hz

FIDRES 0.305176 Hz

AQ 3.2767999 sec

RG 192.89

DW 50.000 usec

DE 6.50 usec

TE 0K

D1 1.00000000 sec

TDO 1

SFO1 500.1330885 MHz

NUCL 1H

Pl 11.30 usec

PLW1 20.00000000 w

F2 - Processing parameters

SI 65536

SF 500.1300132 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00
ppm
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Current Data Parameters

NAME 500 cgy-7
EXPNO 31
PROCHNO 1

F2 - Acquisition Parameters

Date_ 20220812
Time 6.00 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30

D 65536
SOLVENT CDC13

NS 256

Ds 4

SWH 29761.904 Hz
FIDRES 0.908261 H=z
AQ 1.1010048 sec
RG 192.89

DW 16.800 usec
DE 6.50 usec
TE 0K
D1 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFO1 125,7703637 MHz
NUCl 13c

Pl 10.00 usec
PLI1 80.00000000 W
SFO2 500.1320005 MHz
NuC2 1H
CPDPRGI[2 waltzle
PLW2 20.00000000 W
PLil2 0.39903000 W
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768

SF 125.7577587 MHz
WD EM
SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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TN OO0 OoO® MmN O~
oMM oY Oy o NN oo~
| Bl j\ejpte} [ERINTS IR S - N o

—5.953
4.148
—-3.838

’d
<
<

b

Current Data Parameters

8 7 6 5 4
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NAME 500 cgy-7

EXPNO 82

PROCINO 1

F2Z - Acquisition Parameters

Date_ 20220921

Time 20.22 h
INSTRUM spect

PROBHD 5 mm PADUL 13C

PULPROG zg30

TD 65536

SOLVENT CDC13

N3 16

DS 2

SWH 10000.000 Hz

FIDRES 0.305176 Hz

AQ 3.2767999 sec

RG 192.89

DW 50.000 usec

DE 6.50 usec

TE 0K

D1 1.00000000 sec

TDO 1

SFO1 500.1330885 MHz

NUCL 1H

Pl 11.30 usec

PLW1 20.00000000 w

F2 - Processing parameters

SI 65536

SF 500.1300131 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00
ppm



— e~ —

e LS B < A Current Data Parameters

@ 0 Ao O . - NAME 500 cgy-7

ot SESECRSIS = 25 83

V] N I H
F2 - Acquisition Parameters
Date_ 20220922
Time 11.23 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 194
D3 4
SWH 29761.904 Hz

1d FIDRES 0.9082¢61 H=z
- AQ 1.1010048 sec

RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFOL 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLW1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PL®12 0.39503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768
SF 125.7577650 MHz
WD EM
558 0
LB 1.00 Hz
GB 0
PC 1.40

_ T T _ _
180 160 140 120 100 80 60 40 20 ppm



M- Moo S O M T T NN O O 0T W0
A~ ) = — 00O 0N O~ 0 Current Data Parameters
aonaddeee s aaoannnddan NAME 500 cgy-7
~ r~ 0~~~ T TR TR T T ) EXPNQ 40
Z/\X _ j Y /§ PROCNO 1
F2Z - Acquisition Parameters
Date_ 20221023
Time 16.57 h
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
TD 32768
SOLVENT CcDC13
NS 16
DS 0
SWH 8012.820 Hz
3e FIDRES 0.489064 Hz
AQ 2.0447233 sec
RG 206.33
DW 62.400 usec
DE 6.50 usec
TE 298.0 K
Dl 2.00000000 sec
TDO 1
SFOL 400.2424716 MHz
NUCL 1H
Pl 14.30 usec
PLWL 12.00000000 W
F2 - Processing parameters
SI 65536
SF 400.2400087 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
L PC 1.00
8 7 5 4 ppm
T
e (< ] el =
~l =1 == -




o] WO Oy WM~ oM~— O N

O NN AGE 0mA = x Current Data Parameters

oy Oy NN A A O mm . . NAME 500 cgy-17

0w FF NN N A A A ol ¥e) EXENC a1

— — e e B B B e i - [Te}

MOV NN VE ] H
F2 - Acquisition Parameters
Date_ 20221024
Time 12.01 h
INSTRUM spect
PROBHD 5 mm PABBC BB/
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 514
DS 4
SWH 24038.461 He
FIDRES 0.7335%6 Hz
AQ 1.3631488 sec
RG 206,33
DW 20.800 usec
DE 6.50 usec
TE 298.0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFO1 100.6504916 MHz
NUC1 13C
Pl 10.00 usec
PLi1 54.00000000 w
SFO2 400.2416010 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 90.00 usec
PLWH2 12.00000000 w
PLi12 0.30294959 w
PLW13 0.24539000 W
F2 - Processing parameters
ST 32768
SF 100.6404103 MHz
WD EM
558 0
1B 1.00 Hz
GB 0
PC 1.40

, , T , _
180 160 140 120 100 80 60 40 20 ppm
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Current Data Paramsters
NAME 500 cgy-7
EXPNO 42
PROCNO 1

F2 - Acquisition Parameters
Date_ 20221023
Time 16.51 h
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgfhiggn.2

TD 131072
SOLVENT cpcls

NS 16

DS 4

SWH 89285.711 Hz
FIDRES 1.362392 Hz
AD 0.7340032 sec
RG 206,33

DW 5.600 usec
DE 6.50 usec
TE 298.0 K
D1l 1.00000000 sec
dll 0.03000000 sec
dl2 0.00002000 sec
TDO 1
rdel 0.00000650 sec
SFOLl 376.5642094 MHz
NUC1 19F

Pl 14.50 usec
PLW1 17.98900032 W
SFO2 400,2416010 MHz
Nuca2 1H
CPDPRG[2 waltzlé
PCPD2 90.00 use
PLW2 12.00000000 W
PLW1Z2 0.30294999 W
F2 - Processing parameters
ST 65536

SF 376.6018696 MHz
WDW EM
55B 0

LB 0.30 Hz
GB 0

PC 1.00



O NN NN — U O =N O )OO

MM N N D M N SO WO WD M Current Data Parameters

MO ONNNNN® N b NAME 500 cgy=7

[ e A e i e oS oS SO oS s oS S EXPNO 51

%/K\ % ? /.y PROCNO 1
F2Z - Acquisition Parameters
Date_ 20220812
Time 22,31 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536
SOLVENT CDC13
N3 16
DS 2

3f SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89
DW 50.000 usec
DE 6.50 usec
TE 0K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUCL 1H
Pl 11.30 usec
PLW1 20.00000000 w
FZ — Processing parameters
SI 65536
SF 500.1300105 MHz
WDW EM
SSB 0
LB 0.30 Hz

% GB 0
PC 1.00
J _h Il
8 7 5 4 2 0 ppm



—~ Sy N~ — WO
= LEnasn % % Current Data Parameters
o AN oo . . NAME 500 cgy-7
5 ZoZogy S BXPNO 52
| NN I H
F2 - Acquisition Parameters
Date_ 20220812
Time 22,53 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 400
DS 4
4 SWH 29761.904 He
FIDRES 0.9082¢61 H=z
3 AQ 1.1010048 sec
RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dill 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFO1 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLi1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLH2 20.00000000 W
PLi12 0.399503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768
SF 125.7577621 MHz
WD EM
558 0
1B 1.00 Hz
) ) GB 0
PC 1.40

_ _ _ _ _
180 160 140 120 100 80 60 40 20 0 ppm



— D N oo o= DN =T OO T M- =W -
O T = o NCWmM o OO om0 Vel Current Data Parameters
SN Laennnsaan “ NAME 500 cgy=7
[ N O S oSt oS S SH SR oSS o~ EXPNO 62
_ é Y PROCHNQ 1
F2Z - Acquisition Parameters
Date_ 20220813
Time 23.29 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
) D 65536
3g SOLVENT CDC13
N3 16
DS 2
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89
DW 50.000 usec
DE 6.50 usec
TE 0 K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUCL 1H
Pl 11.30 usec
PLW1 20.,00000000 W
F2 - Processing parameters
SI 65536
SF 500.1300128 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
h LA L=
8 6 5 4 3 2 1 0 ppm



— WO mm=r
= wmenen = 5 n
" PmaaNQ o v o
— R e B B B —~ Ly ™~
NN/ ]
3
1 mo 1 ._wo 1 R_E 1 n_o 1 mo m_o m,o h_o m_o ppm

Current Data Parameters

NAME 500 cgy-7
EXPNO 63
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220813
Time 23.51 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30

D 65536
SOLVENT CDC13

NS 400

DS 4

SWH 29761.904 Hz
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89

DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFO1 125.7703637 MHz
NUC1 13C

Pl 10.00 usec
PLi1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PLi12 0.399503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768

SF 125.7577603 MHz
WD EM
558 0

1B 1.00 Hz
GB 0

PC 1.40



CMEOMOWY 1N NWASONMO 0N A

— O wo o mo ~ M= OO0 n o Current Data Parameters
naNaeRe 9 aaannadddna® NAME 500 cgy-7
A0 0 W0 R oY EXPNO 90

j/_ \ /§\ PROCNO 1

F2Z - Acquisition Parameters
Date_ 20220921
Time 20.54 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536
oMo SOLVENT cDCl3

N3 16

3h Ds Z
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89
DW 50.000 usec
DE 6.50 usec
TE 0K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUC1 1H
Pl 11.30 usec
PLW1 20.00000000 w
F2 - Processing parameters
SI 65536
SE 500.1300121 MH=z
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

8 7 6 5 4 3 2 1 0 ppm

s sy s
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170 160 150 120 130 120 110 100 9 80 70 60 50 40  ppm

Current Data Parameters

NAME 500 cgy-7
EXPNO S1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220921
Time 21.22 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30

D 65536
SOLVENT CDC13

NS 512

DS 4

SWH 29761.904 He
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89

DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dill 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFO1 125.7703637 MHz
NUC1 13C

Pl 10.00 usec
PLi1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PLi12 0.399503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768

SF 125.7577614 MHz
WD EM
558 0

1B 1.00 Hz
GB 0

PC 1.40



DN HNOWOTE-OND NMONNWES T O m
NN A OO W OO M N Current Data Parameters
manoaaTdeeesTe aaonnadad NAME 500 cgy-7
= [~ [~ [~ [~ [~~~ 0 sfosposf o=r s st st o=y o=sp o= EXPNQ 44

PROCNO 1

/
3

F2Z - Acquisition Parameters

Date_ 20220812
Time 17.52 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536
SOLVENT CcDC13
N3 16
DS 2

» SWH 10000.000 Hz

3 FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89
DW 50.000 usec
DE 6.50 usec
TE 0K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUCL 1H
Pl 11.30 usec
PLW1 20.00000000 w
FZ — Processing parameters
SI 65536
SF 500.1300105 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0

|||||I|||||1gr¥rrlL>r|Lf J&L . . PC 1.00

6 5 4 3 2 1 0 ppm




wr o O UL~ A O =
o oo 0w ooy s A S L Current Data Parameters
SR ) oW o~ O W WO . . NAME 500 cgy-7
OO N NN A A A ™~ L EXENC a7
— L B e B B B B | [l 9]
I/ NV N | | H
F2 - Acquisition Parameters
Date_ 20220812
Time 18.06 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 256
D3 4
SWH 29761.904 Hz
3 FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
DO 1
SFOL 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLW1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLH2 20.00000000 W
PL®12 0.39503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768
SF 125.7577655 MHz
WD EM
558 0
LB 1.00 Hz
AR Iy 0
PC 1.40

, _ _ T T
180 160 140 120 100 80 60 40 20 ppm



-112.89

_
-100

_
-120

T
-140

,
-160

_
-180

ppm

Current Data Paramsters
NAME 500 cgy-7
EXPNO 48
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220920
Time 19.24 h
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zgfhiggn.2

TD 131072
SOLVENT cpcls

NS 16

DS 4

SWH 89285.711 Hz
FIDRES 1.362392 Hz
AD 0.7340032 sec
RG 206,33

DW 5.600 usec
DE 6.50 usec
TE 298.8 K
D1l 1.00000000 sec
dll 0.03000000 sec
dl2 0.00002000 sec
TDO 1
rdel 0.00000650 sec
SFOLl 376.5642094 MHz
NUC1 19F

Pl 14.50 usec
PLW1 17.98900032 W
SFO2 400,2416010 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 90.00 use
PLW2 12.00000000 W
PLW1Z2 0.30294999 W
F2 - Processing parameters
ST 65536

SF 376.6018696 MHz
WDW EM
55B 0

LB 0.30 Hz
GB 0

PC 1.00



RS Rl ] T O M @O O

~ O~ O ™ N AN OO M N N O Current Data Parameters
o) NN oy [SARNCR TN T e e R e NAME mooO@%lu
~ o~ o SOSEOSOSH S S oS Sr S = EXPNO 55

/
AN

% ? /X_ PROCNO 1

F2Z - Acquisition Parameters

Date_ 20220812

Time 23.24 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30

TD 65536
SOLVENT CcDC13

N3 16

DS 2

SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89

DW 50.000 usec
DE 6.50 usec
TE 0K

D1 1.00000000 sec
TDO 1

SFO1 500.1330885 MHz
NUCL 1H

Pl 11.30 usec
PLW1 20.00000000 w

FZ — Processing parameters
SI 65536

SF 500.1300110 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

Eﬁ > PC 1.00

8 7 6 5 4 3 2 1 0 ppm



WO =~ Gy

a Naem - 2 Current Data Parameters

w % % N ﬂ o < NAME 500 cgy-7
EXPNO 56

ol T T
F2 - Acquisition Parameters
Date_ 20220812
Time 23.46 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 400
D3 4
SWH 29761.904 Hz
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dill 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFOL 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLW1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PL®12 0.39503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768
SF 125.7577623 MHz
WD EM
558 0
LB 1.00 Hz
GB 0
PC 1.40

T T _ T ,
180 160 140 120 100 80 60 40 20 ppm



N W O o Wm — w NOOoOMO O d4 MmN

DM MmN O o =r M N0 MW s N Current Data Parameters
W NN N O S ) I e e Sk B B | NAME MODO@<|J
e A O O SEOSMoSoSoSe oS oS o= s EXPNO 59

/
N

X PROCNO 1

F2Z - Acquisition Parameters

Date_ 20220815

Time 10.10 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30

TD 65536
SOLVENT CcDC13

N3 16

DS 2

SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89

DW 50.000 usec
DE 6.50 usec
TE 0K

D1 1.00000000 sec
TDO 1

SFO1 500.1330885 MHz
NUCL 1H

Pl 11.30 usec
PLW1 20.00000000 w

FZ — Processing parameters
SI 65536

SF 500.1300109 MHz
WDW EM

SSB 0

LB 0.30 Hz

GB 0
= PC 1.00
B ——

o
~
=]
L]
-
W
N
-
o

ppm




[agd O =t M O

“ TS o s Current Data Parameters

mJJ % w/_J ﬂ B o - NAME 500 cgy-7
EXPNO g2

- 71 ._1 ﬂ ﬂ % _._a PROCNO 1
F2 - Acquisition Parameters
Date_ 20220815
Time 10.22 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT CcDC13
NS 400
D3 4
SWH 29761.904 Hz
FIDRES 0.%08261 H=z
AQ 1.1010048 sec
RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFOL 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLW1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLH2 20.00000000 W
PL®12 0.39503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768
SF 125.7577613 MHz
WDH EM
558 0

[ ,_ B 1.00 Hz

- . o M s G D 0

PC 1.40

T T _ T ,
180 160 140 120 100 80 60 40 20 ppm



oy Oy N MENWONT 0N r~

=R ~ OO O LD [To) Current Data Parameters
NN ) Oy OV o~ [0 A 8] NAME mooO@%lu
[ ol R T R o~ EXPNO 26

§ PROCHNO 1

F2Z - Acquisition Parameters

Date_ 20220811
Time 1.41 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536
SOLVENT CcDC13
N3 16
DS 2
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89
DW 50.000 usec
DE 6.50 usec
TE 0K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUCL 1H
Pl 11.30 usec
PLW1 20.00000000 w
FZ — Processing parameters
SI 65536
SF 500.1300131 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
) .
7 6 5 4 3 2 1 0 ppm
8 - g
o« o |- ~- (]




™~ ™M~ oy

= eves o o 3 Current Data Parameters

o [ RN a Vel . < i NAME 500 cgy-7

L MMM o EXPNO 27

A IR e
F2 - Acquisition Parameters
Date_ 20220920
Time 19.22 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 946
D3 4
SWH 29761.904 Hz
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dill 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFOL 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLW1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PL®12 0.39503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768
SF 125.7577595 MHz
WD EM
558 0
LB 1.00 Hz

N GB 0

PC 1.40

_ _ _ _ _
180 160 140 120 100 80 60 40 20 0 ppm



6.928
6.911

T—7.250

<

4.896
4.880

_—4.712

<
\

4.694
4.877
4.179
4.165
4.148
3.814

Current Data Parameters

NAME 500 cgy-7

EXPNO 14

PROCINO 1

F2Z - Acquisition Parameters

Date_ 20220802

Time 18.39 h

INSTRUM spect

PROBHD 5 mm PADUL 13C

PULPROG zg30

TD 65536

SOLVENT CDC13

N3 16

DS 2

SWH 10000.000 Hz

FIDRES 0.305176 Hz

AQ 3.2767999 sec

RG 192.89

DW 50.000 usec

DE 6.50 usec

TE 0K

D1 1.00000000 sec

TDO 1

SFO1 500.1330885 MHz

NUCL 1H

Pl 11.30 usec

PLW1 20.00000000 w

F2 - Processing parameters

SI 65536

SF 500.1300129 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00
ppm



O = o™ — —~
o e * o S 6 Current Data Parameters
@ ﬂ ﬁ MM_ M o o NAME 500 cgy-7
EXPNO 15
vouad v T
F2 - Acquisition Parameters
Date_ 20220802
Time 18.53 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 256
D3 4
SWH 29761.904 Hz
e FIDRES 0.9082¢61 H=z
3m AQ 1.1010048 sec
RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFOL 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLW1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PL®12 0.39503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768
SF 125.7577586 MHz
WD EM
558 0
LB 1.00 Hz
GB 0
PC 1.40

_ _ _ _ _
180 160 140 120 100 80 60 40 20 0 ppm
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aaaY 9 aaRnee AT e aas NAME 500 cgy-7
[ el W LS R T R [S IO SN — EXPNO 70

/
X
<

/_\ PROCNO 1

F2Z - Acquisition Parameters

Date_ 20220922

Time 11.20 h
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30

TD 32768
SOLVENT CcDC13

N3 16

DS 0

SWH 8012.820 Hz
FIDRES 0.489064 Hz
AQ 2.0447233 sec
RG 92.09

DW 62.400 usec
DE 6.50 usec
TE 300.4 K

D1 2.00000000 sec
TDO 1

SFO1 400.2424716 MHz
NUCL 1H

Pl 14.30 usec
PLW1 12.00000000 W

F2 - Processing parameters
SI 65536

SF 400.2400095 MHz
WDW EM

SSB 0

LB 0.30 Hz

| o

8 7 6 5 4 3 2 1 0 ppm

8

197
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Current Data Parameters

NAME 500 cgy-7
EXPNO 71
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220815
Time 12.27 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30

D 65536
SOLVENT DMSO

NS 400

DS 4

SWH 29761.904 He
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89

DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFO1 125.7703637 MHz
NUC1 13C

Pl 10.00 usec
PLi1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PLi12 0.399503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768

SF 125.7571638 MHz
WD EM
558 0

1B 1.00 Hz
GB 0

PC 1.40



7.635
7.619

NN W00 NNO A Moo T oM

MW MmN O W M o Y00 A0 S o Current Data Parameters
W™ NOoODOM =~ NAME 500 cogy-7
M~ M~ M~~~ ™~~~ [T RT o BT T T T R T T EXPNQ 13}

% /Z, § Y PROCNQ 1

F2Z - Acquisition Parameters

Date_ 20220815
Time 11.09 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536
SOLVENT CDC13
N3 16
DS 2
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89
DW 50.000 usec
DE 6.50 usec
TE 0K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUCL 1H
Pl 11.30 usec
PLW1 20.00000000 w
FZ — Processing parameters
SI 65536
SF 500.1300132 MHz
WDW EM
SSB 0
LB 0.30 Hz

\% GB 0
PC 1.00

. .
8 7 6 5 4 3 2 1 0 ppm

01




oy YN O MO st N WD
oo enn = i Current Data Parameters
o N O om0 . . NAME 500 cgy-7
2 3Iooggan S 67
NN | H
F2 - Acquisition Parameters
Date_ 20220815
Time 11.30 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 400
D3 4
SWH 29761.904 Hz
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFOL 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLW1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLH2 20.00000000 W
PL®12 0.39503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768
SF 125.7577585 MHz
WD EM
558 0
" L. LB 1. Hz
rw— h : - sare————" wwns -5 o
PC 1.40

T T _ T ,
180 160 140 120 100 80 60 40 20 ppm
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o ™M [T R s e A e ™~ Current Data Parameters
[eaNe)] 0 0o 00 [~ A0 D o ™ NAME mooO@%lu
O o [Fo T e T ™~ EXPNO 74
/\ /% Y PROCNO 1

F2Z - Acquisition Parameters

Date_ 20220922
Time 11.00 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536
SOLVENT CcDC13
3p N3 16
DS 2
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89
DW 50.000 usec
DE 6.50 usec
TE 0K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUCL 1H
Pl 11.30 usec
PLW1 20.00000000 w
FZ — Processing parameters
SI 65536
SF 500.1300141 MH=z
WDW EM
SSB 0
LB 0.30 Hz
GB 0
> % BC 1.00
8 7 6 5 4 3 2 1 0 ppm
d Wed s
(R ] Qe < <
=10 o -l - w




L GO N o O

e R wu rw mﬂu Current Data Parameters

=] o o ™ - . NAME 500 cgy-7

9 o0 0o a8 = EXENO 75

| Vol | H
F2 - Acquisition Parameters
Date_ 20220815
Time 13.20 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 400
DS 4
SWH 29761.904 Hz
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec

Ip RG 192,89

DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFO1 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLi1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PLi12 0.399503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768
SF 125.7577602 MHz
WD EM
558 0
1B 1.00 Hz
GB 0
PC 1.40

T T _ T T
180 160 140 120 100 80 60 40 20 ppm



7.864
7.854
7.846
7.839
7.828

— WD O o= Oy =r 00— =" O [~ MO
W= MmN OO0 NN OO W
OO OOW S O~ MmN NN NAME

TR/ == SN Frome

F2Z - Acquisition Parameters

WDW

SSB

LB

GB

PC
_J .

Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
BQ

RG

DW

DE

TE

Dl

TDO
SFOL
NUCL

Pl

PLW1

SI
SF

8

QI
€5
™|

7 6 5 4 3 2 1 0 ppm

&5 EER:

Current Data Parameters

500 cgy-7
18
1

20220802

19.16

spect

5 mm PADUL 13C
zg30

65536

CDC13

16

2

10000.000
0.305176
3.2767999
192.89
50.000

6.50

0
1.00000000
1
500.1330885
1H

11.30
20.00000000

65536
500.1300142
EM

0

0.30

0

1.00

h

Hz
Hz
sec

usec
usec
K
sec

MHz

usec
W

F2 - Processing parameters

MHz

Hz



SN T i I T N Vel BN e e )Y

CommTnaaeaann % B Current Data Parameters
WO M MO DM WO WnMm . . NAME 500 cgy-7
0 MMM NN NN N [Xe]

e e i B B e EXPNO 19
7 _ PROCNO 1

=\

F2 - Acquisition Parameters

Date_ 20220919
Time 14.51 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30

D 65536
SOLVENT CDC13

NS 256

DS 4

SWH 29761.904 He
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89

DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
DO 1

SFO1 125.7703637 MHz
NUC1 13C

Pl 10.00 usec
PLi1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PLi12 0.399503000 w
PLW13 0.25538000 w
F2 - Processing parameters
ST 32768

SF 125.7577605 MHz
WD EM

558 0

1B 1.00 Hz
GB 0

PC 1.40

_ _ _ _ _
180 160 140 120 100 80 60 40 20 0 ppm
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noANennNY nen ea NN NAME 500 cgy—7
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e VW H

F2Z - Acquisition Parameters

Date_ 20220921
Time 8.44 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536
SOLVENT DMSO
N3 16
DS 2
SWH 10000.000 Hz

3r FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89
DW 50.000 usec
DE 6.50 usec
TE 0K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUCL 1H
Pl 11.30 usec
PLW1 20.00000000 w
FZ — Processing parameters
SI 65536
SF 500.1300036 MHz
WDW EM
SSB 0
LB 0.30 Hz

ﬁ GB 0
PC 1.00
L
T T T T T T T T T 1
8 7 6 5 4 3 2 1 0 Ppm
2felalz B B
== [=1 (=] o




—158.89

136.70
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Current Data Parameters

NAME 500 cgy-7
EXPNO 79
PROCNO 1

F2 - Acquisition Parameters
Date_ 20220921
Time 9.12 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30

D 65536
SOLVENT DMSO

NS 520

DS 4

SWH 29761.904 He
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89

DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dill 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFO1 125.7703637 MHz
NUC1 13C

Pl 10.00 usec
PLi1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWH2 20.00000000 W
PLi12 0.399503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768

SF 125.75785%6 MHz
WD EM

558 0

1B 1.00 Hz
GB 0

PC 1.40
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V00 W0 OO WD M O Current Data Parameters

TS oo oo N NAME 500 cgy-7

TS T MMM MMM — EXPNQ 10
PROCNO 1

s

N N

F2Z - Acquisition Parameters

Date_ 20220801
Time 20.29 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536

Is SOLVENT CcDC13
N3 16
DS 2
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89
DW 50.000 usec
DE 6.50 usec
TE 0 K
Dl 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUCL 1H
Pl 11.30 usec
PLW1 20.00000000 w
FZ — Processing parameters
SI 65536
SF 500.1300096 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0

> > ? PC 1.00
8 7 6 5 4 3 2 1 0 ppm
Lk 4
- ™ ©

-



-
™ pay 2 - Current Data Parameters
3 J 8. S 00 e
i n T o PROCNO 1
F2 - Acquisition Parameters
Date_ 20220801
Time 20.43 h
1 INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 256
D3 4
SWH 29761.904 Hz
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFOL 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLW1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLH2 20.00000000 W
PL®12 0.39503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768
SF 125.7577603 MHz
WD EM
558 0
LB 1.00 Hz
Wi GB 0
PC 1.40

_ _ _ _ _
180 160 140 120 100 80 60 40 20 0 ppm
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Current Data Parameters

NAME 500 cgy-7
EXPNO 22
PROCINO 1

F2Z - Acquisition Parameters
Date_ 20220809

Time 16.22 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30

TD 65536
SOLVENT CDC13

N3 16

DS 2

SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89

DW 50.000 usec
DE 6.50 usec
TE 0K

D1 1.00000000 sec
TDO 1

SFO1 500.1330885 MHz
NUCL 1H

Pl 11.30 usec
PLW1 20.00000000 w

F2 - Processing parameters

SI 65536
SF 500.1300114 MHz
EM
0
0.30 Hz
0
1.00
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NAME 500 cgy-7
EXPNO 23
PROCHNO 1
F2 - Acquisition Parameters
Date_ 20220809
Time 16.37
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 256
Ds 4
SWH 29761.904
FIDRES 0.908261
AQ 1.1010048
RG 182,89
DWW 16.800
DE 6.50
TE 0
D1 2.00000000
dll 0.03000000
DELTA 1.89999998
TDO 1
SFO1 125.7703637
NUCl 13c
Pl 10.00
PLI1 80.00000000
SFO2 500.1320005
NUC2 1H
CPDPRGI[2 waltzle
PLW2 20.00000000
PLEH12 0.39903000
PLW13 0.25538000
F2 - Processing parameters
ST 32768
SF 125.7577597
WD EM
SSB 0
LB 1.00
GB 0
PC 1.40
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0 O W O oy~ oy o~ Current Data Parameters
oM N o Oy OV O) 0O €0 o o NAME 500 cgy-7
™~~~ O == oo oo EXPNO 86

L
N

Z & < PROCNO 1

F2Z - Acquisition Parameters

Date_ 20220921
Time 21.27 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zg30
TD 65536
SOLVENT CcDC13

Ju ns 16
DS 2
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 192.89
DW 50.000 usec
DE 6.50 usec
TE 0K
D1 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUCL 1H
Pl 11.30 usec
PLW1 20.00000000 w
FZ — Processing parameters
SI 65536
SF 500.1300129 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0

0 ,>JL PC 1.00
8 7 6 5 4 3 2 1 0 -1 ppm

—
3.02 =
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- nees < S Current Data Parameters

w % M M N o < NAME 500 o@umq
EXPNO 7

71 A 1/\1\1 g I PROCNO 1
F2 - Acquisition Parameters
Date_ 20220921
Time 21.54 h
INSTRUM spect
PROBHD 5 mm PADUL 13C
PULPROG zgpg30
D 65536
SOLVENT CDC13

3u NS 512

D3 4
SWH 29761.904 Hz
FIDRES 0.9082¢61 H=z
AQ 1.1010048 sec
RG 192,89
DW 16.800 usec
DE 6.50 usec
TE 0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1
SFOL 125.7703637 MHz
NUC1 13C
Pl 10.00 usec
PLW1 80.00000000 w
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLH2 20.00000000 W
PL®12 0.39503000 w
PLW13 0.25538000 W
F2 - Processing parameters
ST 32768
SF 125.7577589 MHz
WD EM
558 0
LB 1.00 Hz
GB 0
PC 1.40

_ _ _ _ _
180 160 140 120 100 80 60 40 20 0 ppm



