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'H NMR (C¢Ds) for compound 3:

705868-42-5

PROTON C6D6 /opt/topspin sieserj 47
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NAME 03052013-sieser]j
EXPNO 3
PROCNO 1
Date_ 20130305
Time 13.00
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
D0 65536
SOLVENT CéD6
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 294.8 K
D1 1.00000000 sec
D0 1
e e CHANNEL f1 == eeaeo-
NUC1 1H
Pl 14.10 usec
PL1 -1.00 dB
PL1W 13.02858353 w
SFO1 400.1324710 MHz
SsI 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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C NMR (CgDg) data for compound 3:

N
3
| Acquisidon Time (sec)  1.3831 |
Comment NMR System BNMR_318-1 400 10208243 Pfizer Confidential compound 3 carbon C8D8 {C:\Bruker\TopSpin3.5pif) singerra 3 )
Damw 27 Mar 2018 08:45:52 l Date Samp 27 Mar 2018 08:45:52
File Name VAMRGROBCZC842 AMER PFIZER COM\BKDATA . DATA\SINGERRANMR\00705862-26\FID
| Frequency (MHz) 100.50 Nucleus 13C Numberof Transienss 512
| Origin spect Original Points Count ___ 32768 Owner FCNGRO-BRKOA
Poinzs Count 32768 Pulse Sequence 2gpg30 Receiver Gain 185.95
SWicyclical) (Hz) 24038 .48 Solvent BENZENE-d6 Specoum Offset (Hz) 10056.1631
| Specoum Type STANDARD Sweep Width (Hz) 24037.73 Temperature (degree C) 25.154
00705860-026.esp  VerticalScaleFactor = 1 -
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'H NMR (CD;OD) data for compound 7+ L-DBTA:

NMR System BNMR_319-1 400 10206243

Pfizer Confidential

compound 7 L-DBTA

proton MeOD {C:\Bruker\TopSpin3.5plé} singerra 42
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Current Data Paramatars
NAME 00705869-
EXPNO 20
PROCNO 1
F2 - Acquisition Paramatars
Data_ 20180326
Tima 16.47 h
INSTRUM spact
PROBHD Z122623_0029 (
PULPROG zg30
D 32768
SOLVENT MaOD
NS 16
DS 2
SWH 6393.862 Hz
FIDRES 0.390250 Hz
AQ 2.5624576 s=ac
RG 112.22
W 78.200 usec
DE 10.00 usac
TE 298.2 K
D1 0.75000000 s=ac
TDO 1
SFO1 399.6823996 Mz
NUC1 1H
Pl 12.00 uszac
PIN1 8.04230022 W
F2 - Processing param:.or:
SI €55
SF 399.68000 00 Miz
WDW EM
SSB 0
LB 0.39 Hz
GB 0
PC 1.00
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C NMR (CD;0D) data for compound 7+ L-DBTA:

| Acquisigon Time (sec) _ 1.3831 |
Comment NMR System BNMR 318-1 400 10206243 Pfizer Confidential compound 7 L-DBTA carbon Smin MeOD {C:\Bruker\TopSpin3 5pi6} singerra 42
Dam 28 Mar 2018 18:54.24 | Date Semp 28 Mar 2018 18:54:24 |
File Name VAMRGROBCZC842 AMER PFIZER COMBKDATA - DATA\SINGERRAWNMRI00705882-2 1\FID
| Frequency (MHz) 100.50 Nucleus 13C Number of Transiens 128
| Origin spect Original Poinzs Count 32768 Owner FCNGRO-BRKOA
Poinzs Count 32768 Puise Sequence 2g0g30 Receiver Gain 11222
SW(cyclical) (Hz) 24038.46 Solvent METHANOL-d4 Specoum Offser(Hz) _ 10056.1631
| Specoum Type STANDARD Sweep Width (Hz) 24037.73 Temperawre (degree C) 25 148
00705809-021.esp  VerticalScaleFactor = 1 f
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220 210 200 190 180 170 160 150 140 130 120 110 100 9 8 70 60 50 40 30 20 10 10 20
Chemical Shift (ppm)
No. | (pom) | (Hz) | Height || No. | (ppm) | (Hz) | Height |[ No. | tppm) [ (Hz) | Height |[ No. | (ppm) | (Hz) | Height |
1 21.00 | 21198 | 00374 s | 4783 | 4s08.2 | 10000 |[ 15 | 12819 | 12883.1 | 02470 || 22 | 151.61 | 152384 | 0.0501
2 | 3000 | 31057 | 00248 || @ | 4804 | 48282 | 06302 || 16 | 12050 | 130230 | 02351 || 23 | 16585 | 16667.7 | 0.0414
3 | 3747 | 37650 | 0.0370 || 10 | 4825 | 48495 | 0.1850 || 17 | 120.68 | 13031.3 | 0.0332 || 24 | 169.09 | 170836 | 0.0520
4 | 4808 | 47211 | 02119 || 11 | 5582 | 5580.7 | 00377 || 18 | 13150 | 132240 | 00144 || 25 | 20757 | 20880.9 | 0.0082
5 | 47.19 | 47424 | 05500 || 12 | 6872 | 60065 | 00240 || 10 | 133.13 | 13379.7 | 0.0714
8 | 4740 | 47636 | 06650 |[ 13 | 7341 | 7378.2 | 0.0880 || 20 | 130.11 | 13980.5 | 0.0464
7 | 4762 | 47856 | 06273 |[ 14 | 121.11 | 121715 | 0.0102 |[ 21 | 148.10 | 148843 | 0.0523




'H NMR (DMSO-d) data for compound 7+ L-DBTA:
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Current Data Parameters

NAME 00705869~
EXPNO 18
PROCNO 1

F2 - Acquisition Parameters
Date_ 20180326
Time 15.07 h
INSTRUM spect
PROBHD Z2122623_0029 (
PULPROG zg30

™D 32768
SOLVENT DMSO

NS 16

DS 2

SWH 6393.862 Hz
FIDRES 0.390250 Hz
AQ 2.5624576 sec
RG 112.22

oW 78.200 usec
DE 10.00 uszec
TE 298.1 K
D1 0.75000000 szec
TDO 1
SFO1 399.6823996 MHz
NUC1 1H

Pl 12.00 usec
PIN1 8.04230022 W
F2 - Processing parameters
SI €5536

SF 399.6800000 MHz
WDW EM

SS8 0

LB 0.39 Hz
GB 0

PC 1.00

=

137

ppm



C NMR (DMSO-d;) data for compound 7+ L-DBTA:

Acquisidon Time (sec) _ 1.3531 |
Comment NMR System BNMR_319-1 400 10206243 Pfizer Confidential PF-08437351-GD carbon_5min DMSO {C:\Bruker\TopSpin3.5pl6} singerra 18
Dam 26 Mar 2018 15:14:08 | Dase Samp 26 Mar 2018 15:14:08 |
File Name \AMRGROBCZC&842 AMER PFIZER. COMBKDATA - DATA\SINGERRA\NMR\00705889-\19\FID
| Frequency (MHz) 100.50 Nucleus 13C Number of Transients 128
| Ongin spect Onginal Points Count 32768 Owner FCNGRO-BRKOA
Points Count 32788 Pulse Sequence 200330 Receiver Gain 158.02
SW(cyclical) (Hz) 2403846 Solvent DMSO-dé Specoum Offset (Hz) 10056.1631
Speczum Type STANDARD Sweep Width (Hz) 24037.73 Temperature (degree C) 25.154
00705808-019.esp  VerticalScaleFactor = 1 S
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220 210 200 190 180 170 160 150 140 130 120 110 100 €0 80 70 60 50 40 30 20
Chemical Shift (ppm)
No. (ppm) (Hz) Height No. {ppm) (Hz) Height No. (ppm) (Hz) Height No. (ppm) (Hz) Height
1 2233 22445 0.0826 7 40.21 40410 0.8726 13 120.86 121465 | 0.0740 19 14853 | 140268 | 008392
2 3366 3383.0 | 0.0231 8 4042 40623 | 04220 14 129.38 | 130026 | 0.1526 20 15042 | 15116.2 | 0.0702
3 30.38 39574 | 0.1438 2 4063 40820 | 0.1313 15 120.40 | 130040 | 0.2388 21 16524 | 16606.1 | 0.1383
- 30.58 3978.0 | 0.4553 10 56.26 56542 | 0.0779 18 129.83 | 13048.1 | 0.2588 22 168.02 | 168856 | 0.1813
5 3078 30002 | 0.8773 11 87.74 68074 | 0.0843 17 134.34 | 13501.5 | 0.0208
6 40.00 40108 1.0000 12 72.25 7260.8 0.0887 18 138.31 138008 | 0.0825




'H NMR (DMSO-d;) assignments for compound 8:
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'H NMR (DMSO-d;) data for compound 10:

705869-158-1

PROTON DMSO /opt/topspin singerra 40
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C NMR (DMSO-d;) data for compound 10:
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'H NMR (DMSO-d;) assignments for compound 10:
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'H NMR (DMSO-d;) data for compound 1+TsOH:

NMR System BNMR_319-1 400 10206243
Pfizer Confidential
proton DMSO {C:\Bruker\TopSpin3.5plé} singerra 25
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Current Data Paramatars

NAME 00705869
EXPNO ar
PROCNO 1

F2 - Acquisition Paramatars
Data 20180327
Tima 15.12 h
INSTRUM spact
PROBHD Z122623_0029 (
PULPROG zg30

™ 32768
SOLVENT DMSO

NS 16

DS 2

SWH 6393.862 Hz
FIDRES 0.390250 Hz
AQ 2.5624576 sac
RG 112,22

DN 78.200 usac
DE 10.00 usac
TE 298.1 K
D1 0.75000000 =ac
TDO 1
SFO1 399.6823996 Mz
NUC1 1H

P1 12.00 usec
PIN1 8.04230022 W
F2 - Processing paramataers
SI 65536

SF 399. 6800000 Mz
WOW EM
Ss8 0

LB 0.39 Hz
GB 0

PC 1.00




*C NMR data for compound 1+TsOH:
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| Acquisigion Time (sec)  1.3631 |
Comment NMR System BNMR 318-1 400 10206243 Pfizer Confidential compound 1 carbon Smin DMSO {C:\Bruker\TopSpin3.5pi6} singerra 25 |
Dae 27 Mar 2018 15:20:32 | Date Smmp 27 Mar 2018 15:20:32
File Name VAMRGROBCZC842 AMER PFIZER.COM\BKDATA . DATA\SINGERRANMR\00705882-28\FID
| Frequency (MHz) 100.50 Nucleus 13C Number of Transients 128
| Origin spect Onginal Points Count 32768 Owner FCNGRO-BRKOA
Poinzs Count 32768 Pulse Sequence 200930 Receiver Gain 128.20
SWicyclical) (Hz) 24038 48 Solvent DMSO-dé Specoum Offset (Hz) 10056.1631
| Specoum Type STANDARD Sweep Width (Hz) 24037.73 Temperatre (degree C) 25.148
0070586@-.028.esp VerticalScaleFactor = 1 g
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