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Scheme for the synthesis of oxindole derivatives
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General procedure (A): Ethyl trifluoropyruvate (11.27 mmol) and piperidine (22.55 mmol) were added to a suspension of appropriate oxindole
(7.5 mmol) in toluene (10 ml), and the solution was refluxed at 110°C for 4 h. It was then cooled to room temperature, and volatiles were
evaporated. The resulting solid was dissolved in CH2Cl2(15 ml) and (Boc)20 (9.02 mmol) and DMAP (0.037 mmol) were added to it. The resulting
mixture was left to stir at the room temperature for 2 hours. On completion of the reaction, it was quenched with water(15 ml) and extracted with
CH2Cl> (2 x 20 ml). Organic layers were then combined, washed with brine (10 ml) and dried over Na.SOa. It was subsequently evaporated to
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afford the crude compound. The purified product was finally obtained using silica gel column chromatography by eluting with 10-20%
EtOAc/hexanes to give the desired compounds.

Characterisation data for compounds 1a, 1d-1i

(2)-tert-butyl 3-(3-ethoxy-1,1,1-trifluoro-3-oxopropan-2-ylidene)-2-oxoindoline-1-carboxylate (1a).(51%); *H NMR (400 MHz, CDCls) ¢:
7.92-7.9 (d, J = 8.4 Hz, 1H), 7.8-7.78 (d, J = 8 Hz, 1H), 7.94-7.45 (m, 1H), 7.22-7.18 (m, 1H), 4.49 —4.43 (q, J = 7.2 Hz, 2H), 1.6 (5, 9H), 1.41 —
1.39 (t, J = 7.2 Hz, 3H); **C NMR (100 MHz, CDCls) 6: 163.1, 162.7, 148.2, 133.42, 131.1, 127.1, 126.1, 125 (q, J = 273 Hz), 124.8, 117.3, 115.4,
85.25, 62.9, 27.9, 13.9; 1F NMR (376 MHz, CDCl3) §: -57.8 (s); MS-ESI (+) m/ z: 386.13 [M + H]".

(2)-tert-butyl 5-chloro-3-(3-ethoxy-1,1,1-trifluoro-3-oxopropan-2-ylidene)-2-oxoindoline-1-carboxylate(1d). (75%) *H NMR (400 MHz,
CDCls) 0: 7.91-7.89 (d, J = 8.8 Hz, 1H), 7.74 (s, 1H), 7.46-7.43 (dd, J = 8.8, 2 Hz, 1H), 4.49 — 4.44 (q, J = 7.2 Hz, 2H), 1.61 (s, 9H), 1.33 - 1.29
(t, J=7.2 Hz, 3H); 3C NMR (100 MHz, CDCls) J: 162.4, 162.2 (d, J = 3 Hz), 148, 140.3, 133.2, 130.2 (t, J = 4Hz), 128 (t, J = 37 Hz), 126 (m),
122.2 (q, J = 274 Hz), 118.6, 116.7, 85.6, 63, 27.9, 13.69; 1°F NMR (376 MHz, CDCls) §: -60.2 (s);MS-ESI (+) m/ z: 420.1 [M + H]".

(2)-tert-butyl 5-bromo-3-(3-ethoxy-1,1,1-trifluoro-3-oxopropan-2-ylidene)-2-oxoindoline-1-carboxylate (1e). (73%) *H NMR (400 MHz,
CDCl) ¢6: 7.88-7.83 (m, 2H), 7.6-7.58 (dd, J = 8.8, 2 Hz, 1H), 4.49 — 4.44 (q, J = 6.8 Hz, 2H), 1.61 (s, 9H), 1.4 — 1.37 (t, J = 7.2 Hz, 3H); 13C
NMR (100 MHz, CDCls) ¢: 162.4, 162.2 (d, J = 3 Hz), 148, 140.8, 136, 130.2 (t, J = 4Hz), 128.8 (q, J = 6 Hz), 128.4, 119.5 (q, J = 274 Hz), 119,
117.9, 117, 85.6, 63.1, 27.9, 13.69; *°F NMR (376 MHz, CDCls) §: -60.2 (s);MS-ESI (+) m/ z: 464.1 [M + H]".

(2)-tert-butyl 3-(3-ethoxy-1,1,1-trifluoro-3-oxopropan-2-ylidene)-5-nitro-2-oxoindoline-1-carboxylate (1f). (68%) *H NMR (400 MHz,
CDCls) 0: 8.68-8.67 (d, J = 2 Hz, 1H), 8.4-8.38 (dd, J = 8.8, 2 Hz, 1H), 8.17-8.14 (d, J = 8.8 Hz, 1H), 4.52 — 4.46 (q, J = 7.2 Hz, 2H), 1.61 (s, 9H),
1.4 - 1.37 (t, J = 7.2 Hz, 3H); 13C NMR (100 MHz, CDCls) §: 162.1, 161.7, 147.7, 146.1, 144.7, 130 (m), 128.6, 119.3 (q, J = 273 Hz), 117.8,
115.7, 86.6, 63.3, 27.9, 13.69; °F NMR (376 MHz, CDCls) 6: -60.2 (s);MS-ESI (+) m/ z: 431.2 [M + H]".

(2)-tert-butyl 3-(3-ethoxy-1,1,1-trifluoro-3-oxopropan-2-ylidene)-6-fluoro-2-oxoindoline-1-carboxylate (1g). (71%)*H NMR (400 MHz,
CDCls) o: 7.69-7.66 (g, J = 5.6 Hz, 1H), 6.77-6.72 (m, 1H), 6.63-6.6 (q, J = 6Hz, 1H), 4.45-4.43(q, J = 7.2 Hz, 2H), 1.5 (s, 9H), 1.4 — 1.36 (t, J
=7.2 Hz, 3H); *C NMR (100 MHz, CDCls) 6: 166.96, 164.4, 162.67, 145, 131.49, 128.9, 126.4, 122.57 (q, J = 273 Hz), 113.9, 110.3, 110.1, 99.4,
99.2, 85.25, 62.9, 27.9, 13.7; *F NMR (376 MHz, CDCls) d: -60.4 (s), -102 (m); MS-ESI (+) m/z: 404.1 [M + H]".

(2)-tert-butyl 6-chloro-3-(3-ethoxy-1,1,1-trifluoro-3-oxopropan-2-ylidene)-2-oxoindoline-1-carboxylate(1h). (68%0) 8.01 (d, J = 2 Hz, 1H),
7.71-7.69 (d, J = 8.4 Hz, 1H), 7.2-7.18 (dd, J = 8.4 Hz, 1H), 4.49 — 4.43 (q, J = 7.2 Hz, 2H), 1.62 (s, 9H), 1.4 — 1.37 (t, J = 7.2 Hz, 3H); !3C
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NMR (100 MHz, CDCls) 6: 162.7, 162.4 (d, J = 3 Hz), 148, 142.6, 139.6, 130 (d, J = 4.1 Hz), 127 (m), 125.1, 122.4 (g, J = 274 Hz), 116.2,
115.7 (d, J = 1 Hz), 85.7, 63, 27.9, 13.67; 1°F NMR (376 MHz, CDCls) 6: -60.3 (s):MS-ESI (+) m / z: 420.1 [M + HJ".

(2)-tert-butyl 5-chloro-3-(3-ethoxy-1,1,1-trifluoro-3-oxopropan-2-ylidene)-6-fluoro-2-oxoindoline-1-carboxylate(1i).(70%) *H NMR (500
MHz, CDCl3) 0: 8.12-8.1 (d, J = 6.5 Hz, 1H), 7.58-7.56 (d, J = 8.5 Hz, 1H), 4.49 — 4.43 (m, 2H), 1.62 (s, 9H), 1.4 — 1.37 (t, J = 7 Hz, 3H); 3C
NMR (100 MHz, CDCls) §: 162.4, 162.2 (d, J = 3 Hz), 148, 140.8, 136, 130.2 (t, J = 4Hz), 128.8 (q, J = 6 Hz), 128.4, 119.5 (q, J = 274 Hz), 119,
117.9, 117, 85.6, 63.1, 27.9, 13.69; °F NMR (376 MHz, CDCls) §: -60.2 (s);MS-ESI (+) m/ z: 438.09 [M + H]".

General procedure (B): To a stirred solution of (Z)-ethyl 3,3,3-trifluoro-2-(2-oxoindolin-3-ylidene)propanoate (0.7 mmol) in acetone (5 ml) was
added K>CO3 (2.1 mmol) followed by Mel (2.1 mmol) and the reaction was heated under reflux for 6 hours. The reaction mixture was then cooled
to room temperature, and volatiles evaporated under reduced pressure. The residue obtained was stirred in water (10 ml) and solids thus obtained
were filtered and dried to obtain compound (Z)-ethyl 3,3,3-trifluoro-2-(1-methyl-2-oxoindolin-3-ylidene)propanoate (1b).

Yield:(185 mg, 70%); 'H NMR (400 MHz, CDCls) 6: 7.71-7.69 (d, J = 8 Hz, 1H), 7.4-7.38 (m, 1H), 7.08-7.04 (m, 1H), 6.82-6.8 (d, J = 7.6 Hz,
1H), 4.49 — 4.42 (m, 2H), 3.19 (s, 3H), 1.4 — 1.3 (m, 3H); 3C NMR (100 MHz, CDCls) &: 164.9, 162.7 (m), 145.7, 133.1, 132, 127.1(m), 126.1(m),
123, 122 (g, J = 273 Hz), 117.2, 109.02, 62.7, 26, 13.7; °F NMR (376 MHz, CDCls) §: -60.2 (s); MS-ESI (+) m/ z: 300.1 [M + H]*.

General procedure (C):CbzCl (1.05 mmol) was added to a stirred solution of (Z)-ethyl 3,3,3-trifluoro-2-(2-oxoindolin-3-ylidene)propanoate (0.7
mmol) and Et2N (2.1 mmol) in CH2Cl, (5 ml) at 0°C and the reaction was allowed to stir in the same temperature for 2 hours. On completion, the
reaction mixture was warmed to room temperature and diluted with water (10 ml). The combined layer was subsequently extracted with CH2Cl
(2 x 10 ml), and the pooled organic layers were washed with brine, dried over Na.SO4 and evaporated to afford the crude compound. It was further
purified by column chromatography using silica gel as the solid phase and (15%EtOAc/hexanes as the mobile phase to give the desired
compound(Z)-benzyl 3-(3-ethoxy-1,1,1-trifluoro-3-oxopropan-2-ylidene)-2-oxoindoline-1-carboxylate (1c).

Yield:(205 mg, 69%); *H NMR (400 MHz, CDCls) &: 8-7.98 (d, J = 8 Hz, 1H), 8.2-8 (d, J = 7.6 Hz, 1H), 7.49-7.21 (m, 6H), 5.45 (s, 2H), 4.49 —
4.4 (g, J = 7.2 Hz, 2H), 1.41 — 1.37 (t, J = 7.2 Hz, 3H); 3C NMR (100 MHz, CDCls) &: 163, 162.5, 149.9, 141.4, 134.6, 133.6, 130.8, 128, 127,
126.2, 125.3, 119.7 (g, J = 273 Hz), 117.5, 115.6, 69, 63, 13.73; 1°F NMR (376 MHz, CDCls) 6: -60.38 (s); MS-ESI (+) m/ z: 420.2 [M + H]".
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Entry 2 (eq) base (eq) Halogen source (eq) Solvent t Yield (%) dr

1 15 NaHCOs (2.5) I2 (2) DMSO 1h 20 4:1
2 1.5 Na2C03(2) 2 (2) DMSO 1h 75 8:1
3 15 NazCOs (1.2) 2 (2) DMSO 45 min 78 8:1
4 1 Na:COs (1.2) I2 (2) DMSO 45 min 89 9:1
5 1 Na2COs (1.2) I2 (2) EtOH 45 min 75 8:1
6 1.1 NazCOs (1.2) l2 (1.5) THF 1h 55 6:1
7 1 K2CO03(1.2) 12(1.2) Toluene 1h 30 4:1
8 1.2 K2CO3(1.5) 12 (1.5) DCM 15h 40 6:1
9 1 EtsN (2) 12 (1.5) DMSO 2h 0 0
10 11 DIPEA (2.5) l2 (1.5) DMSO 2h 0 0
11 1 Na2COs (1.2) DAIB (1.5) DMSO 2h 0 0
12 1.2 DBU (1.2) DAIB (2) CHsCN 2h 0 0
13 1.2 K2COs(1.2) NIS (1.5) DMSO 1h 60 6:1
14 1 K2COs(1.5) NBS (2) EtOH 45 min 50 71
15 1 Na2COs (1.2) N-bromosaccharin (1.5) EtOH 1.5h 45 6:1
16 1.2 Na2COs (1.2) NBS (1.5) Et:0 15 47 5:1
17 1 Naz2COs (1.1) - DMSO 1h 0 0

Screening table

NOTE: All the equivalent calculations are based substrate 1; reactions were carried out at room temperature; DAIB-diacetoxyiodo benzene;
DIPEA-diisopropylethyl amine; DBU-1,8-diazabicyclo[5.4.0]undec-7-ene; NBS-N-bromosuccinamide; Y-isolated yield.
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INSTRUM spect
PROEHD Z11609%_0317 ¢
FPULFROG zgflgn

D 131072
SOLVENT CDCcl3

HS 16

D3 4

SWH 29285.711 Hz
FIDRES 1.3623592 Hz
AQ 0.7340032 sec
RG 195.2%9

oW 5.600 usec
DE .50 usec
TE 298.2 K

Dl 1.00000000 sec
pyali] 1

SFOL1 376. 4607164 MHz
HOC1 15%F

Pl 18.00 usec
PLW1 19.85499954 W

FZ - Processing parameters
5L 65536

EF 376. 4983662 MHz
wow EM

538 i}

LB 2.00 Hz
GB i}

PC 1.00

-60

-80

|
-100

|
-120

S14

|
-140

|
-160

|
-180

|
-200

ppm

ANL-MCL5-NMR-001



Cl
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o, T o
o, T o

WV

=

[ = e e B B ol =)
Mo M S - i O
et I R o
. e e e e . s . O

A A A A

W/‘ ’

M

Current Data FParameters

HAME
EXFNO
FPROCHO

512003B5471
1
1

FZ - Acguisition Parameters

Date_
Time
INSTRUM
PROBHD
PULPROG
]
SOLVENT
NS

os

SWH
FIDRES
AQ

RS

oW

DE

1E

ol

D0
SFOL
NUC1

Pl

PLW1

20200315
17.55 h
spact
Z116098_0317 |
zg30
65536
cocl3
g

0
8012.B20 Hz
0.244532 Hz

4.0894465 sec
70.07
£2. 400 usec
6.50 usec
29B.1 K
1.00000000 sec
1

400.1324710 MHz
1H

10. 00
16.43099976 W

FZ - Processing parameters

E1
SF
WO
SEB
LB
GB
PC

9

8 7
s
=lal=

6 5

4

S15

2 0

1
.
38
(= o f=] ¥

ppm

65536
400.1300078 MHz
EM
0
0.30 Hz
0
1.00

ANL-MCL5-NMR-001



TP-11580-01-005

48
11
Q7
01
02

162
128.84
128.47
128
125.95
125.8%
125,

1 3'..' 20
28
126,
126

L
™
o
=+
.

162.25
182,22

-+
-

o

\\\NN

EtOOC
CFj3

Cl /

1d Boc

i

20
11_00
16.68

N
('\J
(]

6

. B4
77,32
£3.12
27.52
5@

[l ===}
62,89
29,

27.9

o U
If"
t] o 0w
—
—

—— a5
13,

\V v \V

NAME
EXPNO
FROCNOC

Date
Time
INSTRIM
PROBHD
BULPROG
TD
SOLVENT
NS

D5

SWH
FIDRES
AQ

RZ

LW

DE

TE

D1

D11

TDO
SFO1
NUC1

Bl

PLW1
SFO2
NoC2
CPDPRG[2
BCPD2
PLW2
BLW12
PLW13

58I
SF
WDW
55B
LB
GB

L\ N | PC

it

N I e N
200 180 160 140 120

! I ! I j I j I ! I !
100 80 60 40 20 0 ppm

516

Current Data Parameters

51200385471

= b

FZ - Acquisition Parameters

20200315
20.27 h
spect

E116098_0317 |

zgpg30
65536
CDC13
2048
4
24038.461 Hz
0.7335%6 Hz
1.363148E8 sec
195.29
20.800 usec
6.50 usec
298.1 K
3.00000000 sec
0.03000000 sec

1
100.6228298 MHz
13C
10.00 usec
77.83999634 W
400.1316005 MHz
1H
waltzlé
90.00 usec
16.43099976 W
0.20286000 W
0.10204000 W

F2 - Processing parameters

276E
100.6127715 MHz
EM
2.00 Hz

1.40



uy ™ a
m - ™
o ™ ~
@ o W
W w r-
I ' ' Current Data Parameters
| ‘ HAME 5120035471
EXPROD 3
PROCRO 1
F2 - Acquisition Parameters
Date_ 20200316
Time 9.23 h
INSTRUM spect
PROEHD 2116098 0317 ¢
FPULFROG zgflgn
o 131072
EtOOC EgL‘U‘EhT CDLié
CF3 Ds 1
SWH 892B5.711 Hz
Cl FIDRES 1.362382 uz
RQ 0.7340032 sec
(@) RG 195.28
oW 5.600 usec
N DE &.50 usec
\ TE 298.2 K
Boc D1 1.00000000 sec
1d pali] 1
SFO1 376. 4607164 MHz
HUC1 15%F
Fl 18.00 usec
PLW1 19.85499954 w
F2 - Processing parameters
5L 65536
EF 376. 4983662 MHz
WoW EM
S5B ]
LE 2.00 Hz
GE ]
PC 1.00
— i
j I j l ! l ! I j I ! l ! l j I ! l ! l ! I j l I
-54 -56 -58 -60 -62 -64 -66 -68 -70 =72 -74 -76 -78 ppm

517

ANL-MCLS5-NMER-001



. 581
268

a

3
608
T.603
7,586

.|
!

S\

EtOOC
Br /

4.494
4.477
4,458
4,441

<

Current Data Parameters

'i= HAME 512003B5125
EXPHO 1

‘ PROCNO 1
F2 - Acguisition Parameters
Date_ 20200315
Time 4.53 h
INSTRIM spect
PROBHD  Z1160%8_0317
PULFROG zg30
D 65538
SOLVENT cocl3
HS a
Ds 0
SWH 8012.B20 Hz
FIDRES 0.244532 gz
AQ 4.0894465 sec
BG 39.79
oW 62.400 usec
DE 6.50 usec
TIE 29B.1 K
Dl 1.00000000 sec
D0 1
SFO1 400.1324710 MHz
HUC1 1H
Fl 10.00 usec
PLW1 16.43099976 W
F2 - Processing parameters
BI 65538
=3 400.1300077 MHz
WOW EM
SEB ]
LE 0.30 Hz
GEB ]
PC 1.00

ANL-MCL5-NMR-001

A
R R R R B R I L R IR I LR IR R
12 11 10 9 8 7 6 5 4 3 2 1 0 ppm

] L /

Bl 2 2

Al =11=1 o (or]

518



TP-11580-001-Br

Il =y e = e i

LS R = c‘*nr:r—l--vrt::c-‘r\ln-:\m-:r-q- [ B == o4 e

N . s e WD O — o

L s LR R - R - -l T . B

Woup e (\lNN(\INN(\JNH.—lﬁﬁ.—lﬁ wr- - r- . ot -

o e e e e e e I e B e I - B ol o ol o w o
1

t
i

NS [ |

EtO0C
Br /

|

Current Data Parameters

NAME 512003B5125
EXFNO 2
FROCNO 1

F2 - Acquisition Parameters
Date_ 20200315
Time 7.25 h
INSTRUM spect
FROEHD Z116096_0317 (
PULFPROG zgpg30

TD 65536
SOLVENT CDC13

N5 2048

D3 4

SWH 24038.461 Hz
FIDRES 0.7335%6 Hz
AQ 1.3631488 sec
Rz 195.29

D 20.800 usec
DE 6.50 usec
TE 298.2 K
D1 3.00000000 sec
D11 0.03000000 sec
TDO 1
S5FO1 100.6228298 MHz
NUC1 13C

Fl 10.00 usec
PLW1 77.83999634 W
SFO2 400.1316005 MHz
NuC2 1H
CPOPRG[Z2 waltzlh
ECPD2 20.00 usec
PLWZ 16.43099976 W
PLW12 0.20286000 W
FLW13 0.10204000 W
F2 - Processing parameters
51 32768

5F 100.6127717 MHz
WD'W EM

S55B 0

LB 2.00 Hz
GB ]

PC 1.40

— 71 - 1 - 1 - 1 - 1 -~ 1 -~ T ~ T "~ T
200 180 160 140 120 100 80 60 40

519



-60.235

Br

EtOOC

Current Data Farameters

HAME 5120035125
EXPRD 3
PROCRO 1

F2 - Acquisition Parameters

Date 20200316
Time .01 h
INSTRUM spect
FPROBHD Z1160%8_0317 |
PULFROG zgflgn

] 131072
SOLVENT CDCl3

H5 16

D3 4

SWH 892B5.711 Hz
FIDRES 1.362392 Hz
AQ 0.7340032 sec
RiG 195.29

oW 5.600 usec
DE .50 usec
TE 298.2 K

DL 1.00000000 sec
pyali] 1

SFO1 376. 4607164 MHz
HUC1 19F

Fl 18.00 usec
PLW1 19.85499954 w
F2 - Processing parameters
5L 65536

SF 376. 4983662 MHzZ
WO EM

S35B o

LE 2.00 Hz
GB o

PC 1.0

-20

-40

-60

-80

|
-100

|
-120

S20

|
-140

|
-160

|
-180

ppm

ANL-MCL5-NMR-001



8.682
B.ET7

o -, Ty — - Rl =Ty T - ol R R
3;5:2-:: ﬁ Hlﬁiﬂﬁ :{G$$$E&$;$$‘;E-ﬁ$:hﬂ_ CurrEntDataParar_neters
P g S g Adddddaddaddadaddao T - Frapoamsa
N\ VR =
FZ - Acqguisition Parameters
Date 20200314
Time 23.40 h
INSTRIM spect
PROBHD  Z116098_0317 |
PULPROG zg30
o 65536
SOLVENT cocl3
NS g
os 0
SWH 8012.B20 Hz
FIDRES 0.244532 Hz
AQ 4.0894465 =sec
EtOOC CF EG 62.17
3 oW £2. 400 usec
O N / DE 6. 50 usec
2 TE 29B.1 K
Dl 1.00000000 sec
(0] DO 1
N SFOL 400.1324710 MHz
NUCL 1H
\ Pl 10. 00 usec
Boc PLW1 16.43099976 W
1f FZ - Processing parameters
5I 65538
SF 400.1300083 MHz
WOW EM
S5B 0
LE 0.30 Hz
GE 0
PC 1.00

] L

13

12

11

10

9

8 7 6 5 4 3 2 1 0 ppm

J AL

o ) o (1=
32| ] ez
o B ol e — bl bl - o

S21

ANL-MCL5-NMR-001
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| | |
Voo TS\ M I|

EtOOC

e ) |

. B31

—13

Current Data Parameters

HAME 5120035121
EXFPRD 2
PROCRO 1
FZ - Acquisition Parameters

- Date_ 20200315

™ Time 2.13 h

< TNSTRIM spect

o PROEHD Z116098_0317 |

| FPULFROG zgpg30
D 65536
SOLVENT cDCll
NS 2048
D8 1
SWH 2403B.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
=2l 195.29
oW 20.800 usec
DE 6.50 usec
TE 293.1 K
D1 3.00000000 sec
D1l 0.03000000 sec
puali] 1
SFO1 100.6228298 MHz
HUC1 13C
Fl 10.00 usec
PLW1 77.83999634 W
SFOZ 400.1316005 pMHz
NUC2 1H
CFDPRG([2 waltzlé
PCFD2 90.00 usec
PLWZ 16.43099976 W
PLW12 0.202B6000 W
PLW13 0.10204000 w
F2 - Processing parameters
sI 32768
SF 100.6127713 pMHz
WoW EM
SER o
LB 2.00 Hz
GE o
PC 1.40

T T T T | T
200 180 160 140 120 100 80 60 40 20

S22
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-66,161

-66.185
-BE. 645

8

-66. 66k

-G8, 683
-69.,433

-76.13
-78.130

SN\

EtOOC

O,N

Current Data Parameters

HAME 51200385121
EXPHRO 3
PROCHOD 1

F2 - Acguisition Parameters

Date_ 20200316
Time 8.57 h
INSTRUM spect
FPROEHD Z11609%_0317 ¢
PULPROG zgflgn

o 131072
SOLVENT CDCcl3

HE 16

DS |

SWH 29285.711 Hz
FIDRES 1.3623592 Hz
RQ 0.7340032 sec
BG 195.2%9

oW 5.600 usec
DE .50 usec
TE 298.2 K

D1 1.00000000 sec
pali] 1

SFO1 376. 4607164 MHz
HUCL 15

Fl 18.00 usec
PLW1 19.85499954 W

FZ - Processing parameters
5L 65536

EF 376. 4983662 MHz
WoW EM

S5B i}

LE 2.00 Hz
GB ]

PC 1.00

|
-120

S23

|
-140

|
-160

| .
-180 ppm

ANL-MCL5-NMR-001



AR MO oM 0T Mo -~ o —~ ™ I:itﬂl'\lﬂf‘";ll"llpﬂ'\ mg
—F::Er rlr-‘?—'rﬂrn—‘g Srv](t:g EEEQI@E:&Q& :’T fofEntDataParaTEtErs
- - o T S L U HAME 512003ch424
r- = = — i — I. [l I EXDHO 1
'\\Nl M/ PROCHO 1
FZ - Acqguisition Parameters
Date_ 20200321
Time 3.35 h
INSTRUM spect
FROBHD Z116098_ 0317 (
FULPROG zg30
o 65538
SOLNVENT cocll3
HS a
DS a
SWH 8012.820 Hz
FIDRES 0.244532 Hz
AQ 4.0294465 =sec
RG 110.59%
EtOOC CF oW 62.400 usec
3 DE 6.50 usec
/ 1E 208.2 K
D1 1.00000000 sec
DO 1
O SFOL 400.1324710 MHz
N HUCL 1H
F \ Fl 10.00 usec
PLW1 16.43099976 W
Boc
1g F? - Processing parameters
SI 65536
=i 400.13000%2 MHz
wWoW EM
S55B 1]
LE 0.30 Hz
GB 1]
FC 1.00
4 4
J J S P qul
L L I I I L L L I B L I R LA R R RS LR LR
14 13 12 11 10 9 8 7 6 5 4 3 2 1 0 ppm
I | | |
=] o (=1} & =
5 m_| &8 [::g 5|8 ANL-MCL5-NMR-001
=] =] (=15 o ™o
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|l et -4 Uy wy e
0o - o D Mo @ Mmoo ™ r-
&h 0w — o oy h o O - uh ™~
0T e o moo o e e - " Current Data Parameters
E g w o = o g o r- 0o o m HAME 512003ch424
b . g o - - EXFNO 3
\ | / v /‘ \/ \V FPROCHO 1
H FZ - Acguisition Parameters
Date 20200321
Time 4.36 h
INSTRUM spect
FROBHD Z116098_ 0317 (
PULPROG zgpg30
il 65536
SOLNVENT cocll3
NS 1024
D3 4
SWH 2403B. 461 Hz
EtOOC FIDRES 0.7335%8 Hz
CF; a0 1.3631488 sec
/ RG 105. 28
oW 20.B00 usec
DE 6.50 usec
(@) TE 29B.2 K
Dl 2.00000000 sec
F N D11 0.03000000 sec
\ D0 1
Boc SFOl 100.622E2%8 Muz
1g HUOC1 13cC
Pl 10.00 usec
PLW1 77.83999634 W
SFO2 400.1316005 MHz
NUCZ 1H
CPDPRG[2 waltzlg
PCPD2 90. 00 usec
PLWZ 16.43099976 W
FLWLZ 0.202E6000 W
PLW13 0.10204000 W
FZ - Processing parameters
51 32788
SF 100.6127713 MHz
Wow EM
S55B 1]
LE 2.00 Hz
GEB 4]
FC 1.40

A b L MWMMW

| | | | |
200 180 160 140 120 100 80 60 40 20 ppm

ANL-MCL5-NMR-001
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20y -
o™ ERul's
Ll = ”MoMm™m
- =p * N
o aag Current Data Parameters
g R HAME 512003c5424
. L EXPHD 2
PROCNO 1

<

F2 - Acguisition Parameters

Date 20200321
Time 3.36 h
INSTRIM spect
PROBHD  Z1160%8_0317
FULFROG zgflgn
D 131072
SOLVWENT cocl3
N3 16
Ds 4
SWH 29285.711 Hz
FIDRES 1.362392 Hz
EtOOC CF AQ 0.7340032 =ec
3 RG 195.29
/ oW 5. 600 usec
DE 6. 50 usec
TE 298.2 K
(0] o1 1.00000000 sec
pusli] 1
F N SFO1 376.4607164 MHz
\ HUC1 19F
Boc Pl 1B. 00 usec
19 PLW1 12.85499950
F2 - Processing parameters
3I 65536
F 376.49E3662 MHz
WOW EM
SSB 1]
LE 2.00 Hz
GE 1]
PC 1.00

I I I I
-20 -40 -60 -80 -100 -120 -140 -160 ppm

ANL-MCL5-NMER-001
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4,437

1.391

1.373
—_— 0. 000

of N

. JUL

10 9 8

)\
58
(== |f=]

12 11

7 6 5 4 3 2 1 0
ﬁﬂ oo} w:é

ppm

< S|
= (=] Lo ]

2.03

S27

Current Data Farameters

HAME
EXFHO
FROCHO

512003m5119
1
1

FZ - Acguisition Parameters

Date_
Time
INSTRIM
PROBHD
PULPROG
]
SOLVENT
NS

os

SWH
FIDRES
AQ

RS

oW

DE

1E

ol

DO
SFOL
NUCL

Pl

PLW1

FZ -
E1
SF
WO
S5B
LB
GB
PC

20200315
10.05 h
spect
Z116098_0317 |
zg30
65538
cocll3
8

[t}
9012.820 Hz
0.244532 Hz
4.0894465 sec
62.17
62.400
6.50
20B.1 K
1.00000000 sec
1

400.1324710

1H

10.00 usec
16.43099976 W

Processing parameters

65536
400.1300071 Mz
EM
0
0.30 Hz
0
1.00

ANL-MCL5-NMR-001
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e e B O T e T ol ol el Y= T T NI SRR T T * M + N R
WD T 0 0 DD e D iy -0 s Lt r- ™
o oA A A A A A A A @ - - r- e o~ —
Current Data Parameters
\\\\W | / | HAME 51200385119
EXPROD 2
PROCHRO 1
F2 - Acguisition Parameters
Date_ 20200315
Time 12.32 h
INSTRUM spect
PROEHD Z116098_ 0317 ¢
PULFROG zgpg30
D 65536
SOLVENT CDCl3
MS 2048
D5 1
EtOOC SHE 24036.461 Hz
CF3 FIDRES 0.733596 Hz
/ AD 1.3631488 sec
EG 195.29
DW 20.800 usec
O DE 6.50 usec
TE 2%8.1 K
cl N D1 3.00000000 sec
\B D11l 0.03000000 sec
pali] 1
oc SFO1 100. 6228298 MHZ
1h HUC1 13c
Pl 10.00 usec
FLN1 77.83999634 W
SFO2 400.1316005 MHZ
NUC2 1H
CFDFRG[2 waltzlé
PCPD2 90.00 usec
PLW2 16.43099976 W
PLW12 0.20ZE6000 W
PLW13 0.10204000 W
FZ - Processing parameters
SI 32768
SF 100. 6127724 MHz
WowW EM
SEB o
LB 1.00 Hz
GB o
PC 1.40
¥ I .

I I I I I I j
200 180 160 140 120 100 80 60 40 20 0 ppm
ANL-MCL5-NMR-001
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Cl

EtOO0C

Current Data Parameters

HAME 51200385119
EXPRO 3
PROCHO 1

F2 - Acguisition Parameters

Date_ 20200316
Time 3.12 h
INSTRUM spect
PROBHD Z11609%_0317 ¢
PULFROG zgflgn

] 131072
SOLVENT CDCcl3

H5 16

D3 4

SWH 29285.711 Hz
FIDRES 1.362392 Hz
AQ 0.7340032 sec
BiG 195.2%9

oW 5.600 usec
DE .50 usec
TE 298.2 K
DL 1.00000000 =sec
pyali] 1

SFO1 376. 4607164 MHEz
HUC1 15%F

Pl 18.00 usec
PLW1 19.85499954 W

F2 - Processing parameters
5L 65536

SF 376. 4983662 MHz
WO EM

S35B i}

LE 2.00 Hz
GB i}

PC 1.00

|
-120

S29

|
-140

|
-160

|
-180

ppm

ANTL-MCL5-NMR-001



5.034
8.013
T.743
T.724
7.646
T.644
7.624
T.623
7.558
7.556
T.537

WV/ W/

7.519
T.516
7.373
T.354
7.333
7.2595
T.293
7.275
T.273
7.258
T.197
7.179
7.160
5.288

4.305

4.296
4,285

4278
4.287

4,260
4.2489
4,243
4,231
4.222
2.404
2.352

A

1.656
1.601
1.304

1.286
1.268

0.951
-0.000

//%/”/

: ) R
14 13 12 11 10 9 8 5 4 3 2 1 ppm
I 4
CEEEE 2 B B &g
(=1 =10l E 23} =] - o oo

S30

Current Data Parameters

NAME 51Z002ZA0040
EXPNC 1
PROCNO 1

FZ2 - Acgquisition Parameters
Date_ 20200207

Time 21.38 h
INSTRUM RAvance
PROBHD Z163739_ 0135 |
PULPROG zg30

TD 65536
SOLVENT CDC13

NS B

DS ]

SWH 8196.722 H=z
FIDRES 0.250144 Hz
AD 3.99765859 sec
RG 61.4354

DW 61.000 usec
DE 13.89 usec
TE 298.2 K

D1 1.00000000 sec
TDO 1

5FO1 400.3024719 MHz
NUC1 1H

PO 2.67 usec
Pl B.00 usec
FLW1 22.47400093 W

F2 - Processing parameters
51 65536

SF 400.3000107 MHz
WOW EM

55B 0

LB 0.30 Hz
GB 0

PC 1.00
ANL-MCL5-NMR-003



AN EFMOHNNODON A0 A OO T AN AN o
WO NAO O oMU nN=ounoNFmur-aO A< om0 o = <+ O — - t Data b £
AN AT O AN O AN O ON OO0 AT O O S =) - = SUrrent Hats barameters
e L R - T s R = HAME 512002n0040
O OO AN OO SsP PO OO0 WENS s e e e e e . . s EXFNO 2
T T T v - S a0 T s T o It [ o [ [ T S ot B ot Bt B R R s B e '« BTy B i o Ve B -~ 1 m o FROCHO 1
A4 A4 4 A 4 4 A4 A A A A A A A~ A A~ A~ 4 A~ T OO~~~ 0 [t — I
F2 - Acguisition Parameters
B N VA
Time 3.43 h
INSTEUM Avance
PROBHD  Z163739_0135 |
PUOLPROG zgpg30
TD E553E
SOLVENT COC13
N5 3072
DS q
SHE 23809.523 Hz
FIDRES 0.726609 Hz
AQ 1.3762560 =ec
RG 101
O 21.000 usec
DE 6.50 usec
TE 298.2 K
D1 3, 00000000 sec
D11 0.03000000 sec
DO 1
SFOL 100.6655806 MHz
HUC1 13C
=i} 2.67 usec
F1l B.00 usec
LWl 92.E5799713 W
SFO2 400.3016012 MHz
HUC2 1H
CPOPRG[2 waltzg5
FCFD2 90.00 usec
PLWZ 22.47400093 W
PLW12 0.17757000 W
PLW13 0.0B931800 W
F2 - Processing parameters
ST 32768
SF 100.6555195 MHz
WOW EM
S5B 0
LB 1.00 Hz
GE 0
PC 1.40
JJJ |||‘| Ll J u |
ANL-MCL5-NMR-003
I ! I ! I ! I ! I ! I ! I j I j I j I ! I !
200 180 160 140 120 100 80 60 40 20 0 ppm
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w ad ™ — e D OMuOun s O oD =0, o Current Data Parameters

- ‘) < N9 mYadoaeeeoereadTanT  me 512002A0040

= L} €W w Ty RS - 0 el ool T W To R e e W s B s W T T EXPNO 2

- o 1! =x =r = U o T T s o TS P TR o It B I o B (R o o P R e PROCNO 1

— — — — — A A4 44 4 A4 A A A4 A A 4 A~ A -
FZ - Acgquisition Parameters

. T TSRV g
Time 3.43 h
INSTRUM Avance
PROBHD Z163739 0135 |
PULPROS zgpg30
TD 65536
SOLVENT CDC13
N3 3072
D03 4
SWH 2380%.523 Hz
FIDRES 0.726609 Hz
AD 1.3762560 sec
EBG 101
W 21.000 usec
DE 6.50 usec
TE 298.2 K
D1 3.00000000 =ec
D11 0.03000000 =ec
TDO 1
SFO1 100. 6655806 MH=z
NUC1 13C
j=l1] 2.67 usec
Pl B.00 usec
PLW1 92.65729713 W
SF02 400.3016012 MHz
Nucz 1H
CPODPRG[2 waltz6s
PCPD2 90.00 usec
PLMz 22.474000093 W
PLW12 0.17757000 W
PLW13 0.08931800 W
F2 - Processing parameters
5I 32768
5F 100.6555195 MHz
WOW EM
S5B 0
LB 1.00 Hz
GB 0
BC 1.40

L | . .

ANL-MCL5-NMR-003

]
175 170 165 160 155 150 145 140 135 130 125 120 115 ppm
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-66.099
-66.759
-66.868

|
-100

|
-120

| .
-140

S33

|
-160

|
-180

]
-200 ppm

Current Data Parameters

NAME 512002A0040
EXPNO 3
PROCHNO 1

F2 - Acguisition Parameters
Date_ 20200208
Time 3.45 h
INSTRUM Avance
PROBHD Z163739_0135 |(
PULFPROG zgig

TD 131072
SOLVENT CDC13

NE 16

Ds 4

SWH 9090%.0%4 Hz
FIDRES 1.32871E32 Hz
AQ 0.720B960 sec
RG 101

oW 5.500 usec
DE 6.50 usec
TE 298.2 K
D1 1.00000000 sec
D1l 0.03000000 =ec
Do 1
SFO1 376.6206602 MHz
NUC1 1%F

P1 12.00 usec
PLW1 37.49429832 W
SFO2 400.3016012 MHz
NuUCcz 1H
CPDPRG[2 waltzlg
PCEDZ2 30.00 usec
PLWZ 22.474000%2 W
PLW1Z2 0.17757000 W
F2 - Processing parameters
51 E5536

EF 376.6583260 MHz
WDW

558 0

LB 0.30 Hz
GE 0

P 1.00

ANL-MCL5-NMR-003



SAMPLE 1D: TP-11580-015

ACQ.METHOD: 4.2 MIN GVK BIOSCIENCES PYT LTD Date of Analysis:01-Feb-202013:11:26
01022020011 Discovery Chemistry-Analytcal Services Instrument ID:ANL:MCLS-LCMS 003
512002A0028A 4: Diode Array
_ 280 Range: 2.101e+1
Tme et Aw A
2l B 2 JRM 08
25 WOM) RS B
17504 200 2004 BTRH B2
15041
1250413
2 Lwﬁ 3 (1:9, dr) ‘
50 25 |
25 )||
0.05 A 218 N\

200 025 050 075 100 125 150 175 200 225 250 275 300 3% 350 375 400

S34




Current Data Parameters
NAME 512003A7650

L R e :

4,287
4,273
4,260
4.2486
4,232
4.225
2.395
2.344

53}
Lo
Lf‘_|
'—|

B.028
g.012
T.735
7.720
7.549
7.532
7.510
7.493
7.285
7.270
7.259
7.255
7.171
7.154
7.137
4,294
2.315
1.6686
1.855
1.625
l 298
1.284
1.269
0.964
0.950
0.936
-0.000

F2 - Acguisition Parameters
Date_ 20200307
Time 11.44 h
INSTRUM spect
PROBHD £119470_0231 |
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 8
Ds 0
SWH 10000.000 Hz
FIDRES 0.305176 Hz
RO 3.27679%3 sec
RG 61.91
DW 50.000 usec
DE €.50 usec
TE 2%B8.1 K
D1l 1.00000000 sec
TDO 1
SFO1 500.1330885 MHz
NUC1 1H
Pl 10.00 usec
PLW1 20.07200050 W
F2 - Processing parameters
51 65536
SF 500.1300142 MH=z
WDW EM
S55B 0
LB 0.30 Hz
GE 0
PC 1.00
- - P - _J |
"'"I""'""I""'""I""""'I""""'I'""""I""""'I"'"""I"""'"I""'""I""'""I""""'I""""'
11 10 9 6 5 4 3 2 1 0 ppm
L
jﬁ JKD ':I‘L“? t"hk IN\I:I'!I\
S =@ |g||nN
] oilen olledllo

S35



WO NONOMONMU OO0 N

WO NME=MO O AN N OO0 o
I I o Y- R To B S P s = T I i o B U o BT B VeI T Ty s o
oW MW=~ W N oo~ [~ T O W e e
R TS T U e B B ot (o Bt o o BN ot i i Qv R, ' SR o T
/¥4 A 4 4 4 44 4 A A A A A A A A A~ DO~

WSS\ V== T

1L . I

Lo |

76,743
.963

[
—
Ty
o
w

—27

1 A

Current Data Parameters

NAME 512003a7650
EXPHNO 2

— oD W

0 O - FROCHC 1

DO. Iﬂ q. o F2 - Acquisition Parameters

O oM Date_ 20200308

oo~ Time 21.57 h

| INSTRUM spect

| \\+// PROBED 2118470 0231

1 PULPROG zgpg30
D 65536
SOLVENT CcoCl3
NS 3072
D3 4
SWH 29761.904 H=z
FIDEES 0.908261 H=z
AQ 1.1010048 sec
RG 197.72
oW 16.800 usec
DE 6.50 usec
TE 298.1 K
D1 3.00000000 see
D11 0.03000000 sec
DO 1
SFO1 125.7703643 MH=
NUC1 13C
Pl 10.00 usec
PLW1 BE.78700256 W
SFO2 500.1320005 MH=
Nuc2 1H
CPDPRG[2 waltzléd
PCPDZ 80.00 usec
PLW2 20.07200050 W
PLW12 0.31363001 W
PLW13 0.15775000 W
F2 - Processing parameters
51 32768
SF 125.7577944 MH=
WDW EM
SEB 0
LE 2.00 H=z
GB 0
BC 1.40

180 170 160 150 140 130 120 110 100 90 &0

70 60 50 40 30

S36

20 10 ppm



TP-11580-012

Current Data Parameters

NAME 512003A7650

g [s ] o ) [ | [ae] O MO MU e W0 o EXPHO 2

@ ™ L ™M o~ o~ R - TS I T BN R I oo~ PROCNO 1

— [¥e - <1 r~ — O TS N R To s B B s S ot B o T e =TS

s uy o o _— — MW e o= [~ =p <P O W W = '_| F2 - Mcguisition Parameters

- te Ty} <F = = e NN NN A A ool Date_ 20200308

— — — — — — A A A A A A A~~~ o Time 21.57 h

| 1 | | | INSTREUM spect
| ‘ | | ‘ | \I \ N \/ ‘/ \ \/ ‘/ PROEED 2119470 0231 {
I I FULFROG zgpg30
TD £5536
SOLVENT cocls
NS 3072
DS 4
SWH 29761.904 Hz
FIDRES 0.908261 H=
AQ 1.1010048 sec
RG 197.72
oW 16.800 usec
DE 6.50 usec
TE 298.1 K
D1 3.00000000 sec
D11 0.03000000 sec
DO 1
SFO1 125.7703643 MH=z
NUC1 13C
Pl 10.00 usee
PLW1 BE.T7B700256 W
SFO2 500.1320005 MH=z
NuC2 1H
CPDPRG[2 waltzléh
PCPD2 80.00 usec
PLW2 20.072000%0 W
PLW12 0.31363001 W
PLW13 0.15775000 W
F2 - Processing parameters
51 32768
SF 125.7577944 MH=z
WDW EM
S5B 0
LE 2.00 Hz
GE ]
BC 1.40
A I I L—-.f \J-'-‘-J'J]I S, NP l..-— L
gttty Ty e e e e e e e T e
175 170 165 160 155 150 145 140 135 130 125 120 115 110 105 ppm

S37



_——66.145
T~ _66.876

Current Data Parameters

NAME 512003a7650
EXPHNO 3
FROCHNC 1
F2 - Acguisition Parameters
Date_ 20200308
Time 21.59 h
INSTRUM spect
FROEBHD Z119470_0231 |
PULPROG zgfhiggn.2
D 131072
SOLVENT cocls
NS 16
D3 4
SWH 113636.367 H=z
FIDRES 1.733953 H=
AQ 0.5767168 =zec
RG 197.72
oW 4,400 usec
DE 6.50 usec
TE 298.2 K
D1 1.00000000 see
D11 0.03000000 sec
D12 0.00002000 sec
o0 1
SFO1 470.5453180 MH=z
NUC1 19F
Pl 15.00 usec
PLW1 34.86600113 W
SFO2 500.1320005 MH=
Nuc2 1H
CPDPRG[2 waltzléb
PCPD2 80.00 usec
PLW2 20.07200050 W
4 PLW12 0.31363001 W
F2 - Processing parameters
51 e5536
SF 470.5923772 MH=z
WDW EM
S5B 0
LB 2.00 H=z
GE ]
BC 1.00

-40 -60

I I I I I I
-80 -100 -120 -140 -160 180  ppm

S38



GVK Biosciences pvt Ltd.
Discovery Chemistry-Analytical Services

SAMPLE ID:TP-11580-012
06032020-123 Date of analysis:  06-Mar-202020:04:03
ACQ.METHOD:FA-4-2 MIN Instrument D :ANL-MCL4-LCMS-SQD-1
512003A7652A 4: Diode Array
287 Range; 1.265¢+2|
] Time Height Area  Area%
128423 235 102505 272600 0.06
E 250 148760 409882 008
: 257 797183 255094 046
1.08423 266 126229 376310 008
] 282 17644118 52613569 1076
& 287 126538760 432615400 8851
] 305 64886 248380 005
8.0e+14 4
P. 6.0e+1-§ 4 (1:9, dr)
408413
20841 282
. 2% 25 38| o

L e L L A Ay U L L L L e L ] S L Ll e Ll L L Al Lo R L AR L IR R M L A LA A L i |
020 040 060 080 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 42
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. [- Lo B L -

o= -t 1 GhadaHE Curment Data PECEmstsrs

g e e B P e g T g :{.'-FHD ALIDD::[-‘.'J'.:
TFROCHO 1

NNWE | N

¥l - Acgeixibion Faramebscsx

=M ZOBTORLS
T 12 h
INSTRLM e ch
TFOEHD EA1E09E_0317
FULPROG 230

™ R Y
SOLFENT [==2E]

N a

= a
] BDLZ.A20 Hz
FIDRES

ag

=

oE

ox

TE 29.32 K
=F] 1. OOSS0000 me=
Tma 1
=FDl 400. 1334710 MHHz
Bl 16

120 00 umec

:un 14 43095974 W
:’i - Pro=sxaling FIE;::;I-::
=¥ 400. 1355100 HH:
=5 EM
== =
L= .30 Hz
= =
FC 100
9 8 7 & 5 4 3 2 1 ppm
L) LoAh
[ETE_IE =2 5 2 [ﬂ_ {2 ANL-MCLS-KMR-001
I=1F=1 ] B WL - ] ] o |ed

540



} o e N N T Tl i T =
o o o M- g0 M O 0 [ T — o= 1y W,
o O W b T R I T - - SO - R R I - T o O T uwy uy IE .—:c‘\r- o u ”:E r~ uy
oW mr DeauAarreToomnwa o T . o Current Data Parameters
- o Wi i s o T o R I X o r- oo ™M Ty} r- oM HAME 5120028737
- — A A A A AAA AA A A~ T o - - fe Ta] ] —
EXFHO 3
TV ISV TV T [V .
! ! F2 - Acguisition Parameters
Date_ 20200215
Time 21.02 h
INSTRI™ spect
PROBHD £116098_0317 |
PULFROG zgpgll
s} 65536
SOLVENT coCcl3
0 HS 3000
DS 4
/ swH 24038. 461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
REG 195,29
oW 20.E00 usec
DE 6.50 usec
TE 3on.1 K
D1 3.00000000 =ec
D1l 0.03000000 =ec
TDO 1
SFOL 100.622B298 MHzZ
HUCL 13C
Pl 10. 00 usec
FLW1 77.83999634 W
SFOZ 400.1316005 MHz
HUC2 1H
CPDPRG[2 waltzle
PCPD2 90. 00 usec
FLWZ 16.43099976 W
PLW1Z 0.202B6000 w
PLW13 0.10204000 w
FZ - Processing parameters
51 32748
3F 100.612772% MHz
WoW
S5B 4]
LE 2.00 Hz
GE 4]
PC 1.40

. [II.LL ! 1 . |

T T T T T T
200 180 160 140 120 100 80 60 40 20 ppm

ANL-MCL5-NMR-001
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) r- o o 1 o ™ BT N B o nom r- =
ol = ™o ™ h r= w0 @ oA 4 o e - oy =
&l o 1 1o - i ~ n s @o oo ol = oy iy w
= i o o o~ e o - [ oo Y oo o Current Data Parameters
= e w1 - - - I T I B ol — o @ MAME 51200286737
— — — - — — — - — o — = — o o h
EXPHNO 3
| | . 1YYV Y o 1
! F2 - Acguisition Parameters
Date_ 20200215
Time 21.02 h
INSTRIM spect
PROBHD  Z116098_0317 (
FULPROG zgpg3l
(@) ™ £5536
/ SOLVENT cocl3
NS 3000
Ds 4
ZWH 2403B8. 461 Hz
FIDRES 0.7335%6 Hz
AQ 1.3631488 =ec
j=Ie 195.29
oW 20.B00 usec
DE 6.50 usec
TIE 300.1 K
ol 3.00000000 sec
Dll 0.03000000 sec
TD0 1
SFO1 100.62282%8 MHz
HUC1 13C
Fl 10.00 usec
FLW1 77.83000634 W
SFO2 400.1316005 MHz
NUC2Z 1H
CPDPRG[2 waltzlé
PCFPD2 90. 00 usec
PLWZ 16.43000076 W
PLW12 0.20286000 W
FLW13 0.10204000 w
F2 - Processing parameters
I 327&8
aF 100.612772% MHz
WOW EM
SEB 4]
LB 2.00 Hz

L ‘\‘JJJ..JL X

175 170 165 160 155 150 145 140 135 130 125 120 115 110 105 100 ppm

ANL-MCL5-NMR-001
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o
w2

Current Data Farameters

HAME
EXFHO
FROCHO

51200286737
el

1

FZ - Acguisition Parameters

Date_
Time
INSTRUM
PRCEHD
PULPROG
0
SOLVENT
M5

os

SWH
FIDRES
AQ

RS

oW

DE

TE

ol

D0
sFOL
HUCL

Fl

PLWL

20200215
17.18
spect

Z116098_0317 |
zgflgn
131072

cpcl3

16

4

89285. 711
1.362392
0.7340032
195. 2%

5. 600

6. 50
29B.1
1.00000000

1
376.4607164
19F

1B. 00

12.85499954 ¥

h

FZ - Processing parameters

E1
SF
WO
S5B
LB
GB
PC

T T T
-20 -40 -60

ppm

65536
376.4983662
EM

0
2,00

0
1.00

MHZ

Hz

ANL-MCL5-NMR-001



GVK Biosciences pvt Ltd.
Discovery Chemistry-Analytical Services
SAMPLE ID:TP-11580-017

14022020129 Date of analysis:  14-Feb-202021:42:18
ACQ.METHOD:FA- 4.2 MIN Instrument ID :ANL-MCL4-LCMS-SQD-1
512002B86736A 4: Diode Array

276 Ranae: 1.526e+2

E Time Height Area  Area%
1 4e+2-5 1980 19780796 39516150 977

B 197 2849348 21036195 520
] 211 502126 2357844 058
218 280289 731286 (.18

128:2; 201 M6 4B 012
E 225 340084 149308 037
108423 228 368767 1363505 034
] 23 419813 22303 083
E 240 1135402 1884018 046
8.08+13 241 1164010 6548570 162

267 349125 522905 0.3
] 271 16148302 26652538 7.09
6.0e+13 5(1:9, dr) 276 152456080 2973384.00 73.54

] 286 165019 207528  0.07

AL

40841

2 (ot 1.90 27
E 211233 2_57N 286
ODE N ALQ;’;/ \ 2..ﬂ AN Vi

] LAy Wt L AL R Wk A LAl WAk Lt A LAY ) LA LA LA A LAY L L AR LAY AR LA AL L) LA A LA AL L WA LA A L G L L
020 040 060 080 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 42
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OO RO ON A MO 00N g0 On O 00N OO Current Data Parameters
DMUMo OOWIN-ISS OO A0 O A AN A0 -OQ OO NETF NAD NAME 512002AEB067
DDrHr-LnLﬂl.nLﬂl.nl.nl.nanr'tr'wmmmmmmmmmmmmmmwmmmmmm EXPNO 1
B e A e i N N N N A s T T T T N SN g R EROCNO 1
F2 - Acquisition Parameters
Date_ 20200207
Time 21.32 h
INSTRUM Avance
PROBHD £163739_0135 {
PULPROG zg30
D 65536
Br SOLVENT COC13
NS B
DS 0
SWH 8196.722 Hz
FIDRES 0.250144 Hz
RO 3.9976959 sec
RG T4.2626
DW £1.000 usec
DE 13.89 usec
TE 298.2 K
D1 1.00000000 sec
TDO 1
SFO1 400.3024719 MHz
NUC1 1H
PO 2.67 usec
Pl B.00 usec
PLW1 22.47400093 W
FZ - Processing parameters
8T 65536
3 400.3000026 MHz
WDW EM
SSB ]
LB 0.30 Hz
GB ]
BC 1.00

A 5w,

ANL-MCL5-NMR-003

14 13 12 11 10 9 8 7 6 5 4 3 2 1 0ppm

PN L I
=1 =0y - W =red|cd
Q2| T|e ! N @ e
Lol Rl LB ) (=] o (n ] Fap) L=l L=l

2.23

545



Lo R E o T T e R 1 T s e A s A S R T R 0 T B L e
A MO dOoOYOoDDon oW NDNANOWo oSO e O [~ <O el o~ t Data P t
A O MO~ A OO 0w ST A0 [ I T o Curren lata Parameters
PR R N R R R MM nmn O HAME 512002A8067
fas I T I v o e o T IO L Ut S I O ol ot i o o Y AT I & S T I o S S S S T S T s s o o EXPNO 3
[~ WOuW PPN NNAA A~ O OUE~W0WwWwum o m -~ o M o PROCNO 1
AT A A A A A A A A A A A A A A 000 WD ol o~ |
F2 - Acguisition Parameters
SN e IV s
Time 11.34 h
INSTEUM Avance
FROBHD 2163739 0135 (
PUOLPROG zgpg30
TD 65536
SOLVENT COC13
N3 3072
D3 4
SWH 23809.523 Hz
Br FIDRES 0.726809 Hz
AD 1.3762560 =ec
EG 101
DH 21.000 usec
DE 6.50 usec
TE 208.2 K
D1 3.00000000 sec
D11 0.03000000 =ec
TOOD 1
SFO1 100. 6655806 MH=z
NOC1 13C
j=l1] 2.67 usec
Pl 8.00 usec
PLW1 92.65799713 W
SF02 400.3016012 MH=z
Nucz2 1H
CPODPRG[2 waltzg5
PCPD2 90.00 usec
PLW2 22.47400093 W
PLW1Z 0.17757000 W
PLW13 0.08931800 W
F2 - Processing parameters
51 32768
SF 100.6555189 MHz
WOW EM
S5B 0
18 1.00 Hz
Gl o
EC 1.40
| J “ l | | | | al |I i . |
ANL-MCL5-NMR-003
I ' I ' I j I ' I j I j I ' I ' I ' I j I '
200 180 160 140 120 100 80 60 40 20 0 ppm

546



[} w ul - - uy [ o o o A I B I e 6 — o0 0 o=p [
— . « L3 b, o o Lo wow oo e By Current Data Parameters
-~ = “ RS “ Qonmememee aeEa NAME 512002A8067
Lo L o o0 u — [¥s) ol oo~ o o o O O U EXPNO 3
r~ W uy =t - =T YRR RS Ky s s R R i ' PROCHO 1
— — — — — — ™ D T o o I o I I O o | L I o B I o R |
| F2 - Acguisition Parameters
| ‘ | | ‘ ‘ | \I/ \V \\// | Date_ 20200208
| | Time 11.34 k
INSTRUM Avance
PROBHD 2163739 0135 {
PULPROG zgpg30
TD 65536
SOLVENT CDC13
N3 3072
D3 4
SWH 2380%.523 Hz
FIDRES 0.726609 Hz
AD 1.3762560 sec
2 101
Br D 21.000 usec
DE 6.50 usec
TE 298.2 K
D1 3.00000000 =ec
D11 0.03000000 =ec
TOOD 1
SFO1 100. 6655806 MHz
NOC1 13C
j=l1] 2.67 usec
Fl B.00 usec
PLW1 92.65729713 W
SF02 400.3016012 MHz
C 1H
CPDPRG[2 waltz6s
PCPDZ 90.00 usec
PLWZ 22.474000093 W
PLWlZ 0.17757000 W
PLW13 0.08931800 W
F2 - Processing parameters
SI 32768
SF 100.6555185 MHz
WO EM
S5B ]
LB 1.00 Hz
G 0
PC 1.40
Lo [ O |
ANL-MCL5-NMR-003
L B e B e By I B B B B Sy B S N S
175 170 165 160 155 150 145 140 135 130 125 120 ppm

S47



_———86.008

—-66.855

/

Br

-20

I
-40

|
-60

|
-80

|
-100

|
-120

|
-140

548

|
-160

|
-180

|
-200

i I
ppm

Current Data Parameters

NAME 512002AE067
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20200208
Time 7.45 h
INSTRUM Avance
PROBHD 2163739 0135 (
PULPROG Zg

TD 131072
SOLVENT CDC13

NS 16

D5 b

SWH 90909.094 Hz
FIDRES 1.387163 Hz
AD 0.7208960 sec
RG 101

DW 5.500 usec
DE 6.50 usec
TE 298.2 K
D1 1.00000000 sec
TDO 1
SFO1 376.6206602 MHz
NUC1 159F

Pl 1Z2.00 usec
PLW1 37.45459853 W
F2 - Processing parameters
51 6553

SF 376.6583260 MHz
WDW EM

S5B 0

LB 0.30 Hz
GB ]

BC 1.00

ANL-MCL5-NMR-003



GVK Biosciences pvt Ltd.
Discovery Chemistry-Analytical Services

SAMPLE ID:TP-11580-016
07022020-119 Date of analysis:  07-Feb-202019:34:50
ACQ.METHOD:FA- 4.2 MIN Instrument ID :ANL-MCL4-LCMS-SQD-1
512002A8068A 4: Diode Array
3.00 Range: 8.975e+1
Time Height Area  Area%
E 250 250553 402216 022
8.0e+14 275 5050085  79231.10 432
; 282 272842 472080 026
TORE 204 11622414 18749252 10.23
R 300 89501328 1556153.00 B4.87
E 300 58767 9%1.18  0.05
6.0e+13 312 58830 04882 005
5 e+13
) E
T 4084 6 (1:9, dr)
30841
2,091-]-5
E 294
1.0e414
: 275
00 . 250 s Jl/ | 309

LA L Lt L A LA k] A A LAY A L A LA Ak LA Al L A LA G RAd A LA bl L A L) el W A ALY AR B AL LAY W U I LA A L
020 040 060 08 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 42
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gy UG W o O M N OO O W O -
e e = T Ty el T
WD WD U U U U e O O 0 O Y
- e - - =

= = - Y T -

Ll L e Ll

Lo B o e ¥ (R e I (B [

= = [ [~ 0= [~ [~ [~ = - -0

8.2

H.IL"'
|

7.8

T
7.6

T
T4

T
7.2

T [~ 0= T o
= o o O O O Wl
L I I R

M

4.245%

o

L A03

rs

-
"y

(3]

L la6

(3]

+ 000

1

1.6832
1.59%
1.311
1.293
1.275%

1,257

(]

L 955

0. 937
0.077

0.000

N TSN =

T.0 6.8
1 IIlI II| |
o [l [algl
— - = el R E=1=]
IR
T T T T T T T T T T T T T
12 1 10 9 <] 7 6 5 4 3 2 1 0 ppm
. - ! \
EEEEER 5 I
= ||| |= = L3l il O | =

S50

Currant Data Paramataos

HAME 51Z00ZREBO0ES
EXFND 1
FPREDCNC 1

F% - Acguisitlion Faramatars

Datsa_ 20200207

Tima Z1.2T h
INETROM i o
PROEHD E163735_0135 |
FUOLFROG =q30

puel &5538
SOLVENT CoC13

HE -]

DE a

EWE B19&. 7322 Hz
FIDRES 0.250144 Hx

i T] 3.9976959 =ac
RG

oW Lsas
OE Lma
TE Z58.2 K

o1 100000000 sac
oo 1

SF0L1 400D.30Z4719 MHx
HOC1 1H

5] Z.ET usac
Fl B.00 umac
FPLW1 ZZ_ 47400053 W

FZ - Processing paramatars
81 &5538

8F 400. 3000078 MHx
W M

SEE a

LE 0.30 Hz
GE a

PC 1.00

ANL-MCL5>-NMR-003



W= NNOO OO NON AT ™A O O S oD
GO omMm-<xsWOWOoMd OO0 0 A0 P00 00 AN A0 On DS oo ™ - t Data [ t
AT O NA AN A OO TO OO0 MO Mo oo,y 0w Current Data Parameters
Poe e e e e e e e e e e e e e e e e e e e e e e e e e e A M OW WO W [ O NAME 512002R8064
o) INTo i e B o e o BT e T T BT B g B g B o e B e e T o T o el el el i S o o e 0 B < A T o T T o N A T EXENO e
Lol I el - o s e T as T T I 4.0 S NG o A R TS B I B o o o B I B B B« W o S g o BT o o T o I i s B FROCNO 1
A A A AAAAAAAAAAAAAAAAAAAAAAAAAAA A RO OO OW O NAAD |
L L Lo Lo L L L L L L 1 | [ S | I S N T F2 - Acguisition Parameters
===== ‘*}ﬁl%N — == /ﬁ% Date_ 20200208
= Time 7.38 h
INSTRUM Avance
PROBHED  E£163739 0135 (
FULPROG zgpg3l
TD E5536
SOLVENT COC13
ns 3072
Cl D3 4
SWH 2380%.523 Hz
FIDRES 0.72660% Hz
AQ 1.3762560 sec
RG 101
W 21.000 usec
Cl DE 6.50 usec
TE 298.1 K
Ol 3.00000000 sec
D11 0.03000000 sec
TOO 1
SFOL 100. 6655806 MHz
NUCL 13C
PO 2.67 usec
Pl B.00 usec
FLW1 92.65729713 W
SFOZ 400.3016012 MHz
NUCz 1H
CPDPRG[2 waltz6s
PCPD2 90.00 usec
FLWzZ 22.47400093 W
PLW12 0.17757000 W
FPLW13 0.08931800 W
F2 - Processing parameters
SI 32768
sF 100. 6555203 MHz
WOW EM
S3E 0
LB 1.00 Hz
GB 0
PC 1.40
l ]..l H \I‘ ‘ l[ i 1 ) . i
ANL-MCL5-NMR-003
I j T j T j T j I j I j T j I j T j I j I j
200 180 160 140 120 100 80 60 40 20 0 ppm
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' 00 <
m E g Current Data Parameters
C; Lo m NAME 51Z002RE064
EXENC 3
0o e PROCNO 1
H \H; F2 - Acquisition Parameters
Date_ 20200208
Time 7.40 h
INSTRUM Avance
PROBHD Z163739_0135
Cl PULPROG zg
TD 131072
SOLVENT CDC13
NS 16
DS 4
Cl SWH 90909.094 Hz
FIDRES 1.387163 Hz
RO 0D.720B960 sec
RG 101
DW 5.500 usec
DE 6.50 usec
TE 298.1 K
D1 1.00000000 sec
TDO 1
SFO1 376.6206602 MHz
NUC1 19F
Pl 12.00 usec
PLW1 37.49499893 W
FZ2 - Processing parameters
I 6553
3 376.6583260 MHz
WDW EM
SSB ]
LB 0.30 Hz
GB ]
PC 1.00
I
ANL-MCL5-NMR-003
l j l ! I j l j I ! I ! I ! I ! I ! I j l
-20 -40 -60 -80 -100 -120 -140 -160 -180 -200 ppm
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GVK Biosciences pvt Ltd.
Discovery Chemistry-Analytical Services
SAMPLE ID:TP-11580-018

07022020-120 Date of analysis:  07-Feb-202019:40:03
ACQ.METHOD:FA- 4.2 MIN Instrument ID :ANL-MCL4-LCMS-SQD-1
512002A8063A 4: Diode Array
290 Range: 8.215e+1
8.004+13 Time  Height Area Area%
5 174 54626 99970 005
227 190447 423014 02
7.08+1 246 144276 277383  0.15
] 252 133087 272366 0.14
259 1061754 1643756 086
6.0e+17 262 13562 257160 0.13
] 283 19721812 30853338 16.19
5.0p+1- 290 82050560 1538475.13 8072
R * 296 34036 554389 0.9
298 475788 937001  0.49
D 408413 _ 302 348020 663850 0.35
< 7 (1:5, dr) 316 11402 240280 0.3
5 323 2%101 512388 027
3.09+1-;
208413 T,
1.08+1-; ”
ol 174 207 245 25926 JJUEB 32

RALLY LA IAALE LAY AAAL KU NS ALY U] LAY UAARE LAY A RABAL WA R SR L AARE Ld A LA b RLLAIIAR] LA A LAY WA A R R L LA M) L] (AR LAY (A R R
020 040 060 08B0 100 120 140 160 180 200 220 240 280 280 300 320 340 2360 380 400 42
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T&T
TOE
ZLZ
GET
ESE
BLE

Z06

;Current Data Paramatars

. S

—

[ el e ol el ol ol ol ol ol ol ol ol o S ol

512003RTE3T

HAME

FROCRO

EXFRD

B NP

quisition Paramatars

FZ2 - N

LET h

20200307
11

Data_
Tima
TRUM

INE

spact

TO_0231

zq20
Ennzé
cocL

1154

z

FULFROG

FROEHED

B
o

10000. 000 Hz
0.30517&

Hz

MHz

B
10.00 usac

Z7
Q00 usac
E.50 usac
K
20.072000%0 W

8a.
294,

1. 00000000 sac
ramatars
ENSZE

130014

3. 2767999 mac
wn
13308

500.
oocassing pa

o

A
Ria
s
v
TE
il
pusli]
5
HUC
Fl1
FLW
2z - F

MHz

EM

500.

0.30 Hx
1.00

Z06
8158
SPFT
ST
21
151
021
€91
£EOT
QLT
BLT
agt
BGE
6TE
EZE

eils
505

8139

A

69

B NS e L

ddid

70 65 648

7.1

74 T3 T2

79 78 77 TE& 75

ppm

10

11

=22
=

=l
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TP-11580-024

MmN A OO O DN NN N
N NO O T O A DO AR D - OO O S W oy W O
W o 40N AdAAd A0 O N AN O = T M @ 1oy DO ~ o =p [~ =
.. e s s e e s e e e e el NOAMWO oM M oO~-wm O
— TRy B S =R e e T e L . s e .
M~ Wwuw= = Mo NN~ OO r--LDLDLﬂL!'}LOﬂ“{“‘I W= o 00 o
1—|,—|1—|1—|'—|,—|1—|.—|'—|,—|'—|1—|1—|'—|,—|1—|.—|'—|0\ - [~ WO W W Wy L I B I I | |
| ‘ I AL H | S L |
- | - | - | - | ' | | ' | | ' |
180 160 140 120 100 80 60 20 ppm
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Current Data Parameters

NAME 5120037637
EXPHNO 3
FROCHC 1

F2 - Acguisition Parameters
Date_ 20200308
Time 7.26 h
INSTRUM pect
FROEBHD Z119470_ 3231 {
PULPROG zgpg30

D EB536
SOLVENT CDCl13

NS 3072

D3 4
SWH 29761.904 Hz
FIDRES 0.908261 Hz
RO 1.1010048 szec
RG 197.72

oW 16.800 usec
DE 6.50 usec
TE 298.2 K
D1 3.00000000 sec
D11 0.03000000 sec
o0 1
SFO1 125.7703643 MHz
NUC1 13C

Pl 10.00 usec
PLW1 B&.7B700256 W
SFo2 500.1320005 MHz
Nuc2 1H
CPDPRG[2 waltzlé
PCPDZ B0.00 usec
PLW2 20.07200050 W
PLW12 0.31363001 W
PLW13 0.15775000 W
F2 - Processing parameters
5T 32768

5F 125.7577943 MHz
WDW EM
SEB 0

LE 2.00 H=z
GB 0

BC 1.40



TP-11580-0z24

—-67.065

T
-20

I
-40

T
-60

T
-80

T
-100

T
-120

S56

T
-140

T
-160

pPpm

Current Data Parameters

NAME 512003A7637
EXFNO 2
FROCHNO 1

F2 - Acguisition Parameters
Date_ 20200308
Time 3.51 h
INSTRUM spect
FROEBHD Z119470_0231 ¢
PULPROG zgfhiggn.2

D 131072
SOLVENT cocl3

NS 16

Ds 4
SWH 113636.367 H=z
FIDRES 1.733953 Hz
AQ 0.5767168 =zec
RG 197.72

oW 4.400 usec
DE &6.50 usec
TE 298.2 K
D1 1.00000000 sec
D11 0.03000000 sec
D12 0.00002000 sec
DO 1
SFO1 £70.5453180 MHz
NUC1 19F

Pl 15.00 usec
PLW1 34.86600113 W
SFO2 500.1320005 MHz
Nuc2 1H
CPDPRG[2 waltzlé
PCPD2Z B0.00 usec
PLW2 20.07200050 W
PLW12 0.31363001 W
F2 - Processing parameters
5I EG536

5F £70.59%923772 MHz
WDW EM
SEB 0

LE 0.30 Hz
GE 0

PC 1.00



SAMPLE ID:TP-11580-024

GVK Biosciences pvt Ltd.

Discovery Chemistry-Analytical Services

06032020-122 Date of analysis:  06-Mar-202019:58:48

ACQ.METHOD:FA-4-2 MIN Instrument ID :ANL-MCL4-LCMS-SQD-1

512003A7636A 4: Diode Array

248 Range: 1.2166+2

1.28+24 Time Height Area Area%

1.86 371492 1095577  0.26

g 1.92 148962 658756  0.16

1 0gsd 20 99695 228214 0.05

: 216 185500 573508  0.14

3 2.7 220748 519482 012

229 252645  BOSS57 017

8.06+13 240 7990242 23663116 568

246 121521880 385054175 9250

3 270 301652 1229766  0.30

8 (6:92, dr) 274 138224 376232 0.09

5 6.08+15 281 174660 513413 0.2

< 287 196266  6627.27 0.16

r 32 212627 97471 0.4
4.08+13
2.08+14

240
o . 1.0 192 2.152.29Nt 270 287 321

020 040 060 080

1.00

1.20

1.40

160 180 200 220 240 260 280 300 320 340

360 380 400 420
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r8.006
Ir7.983

=5 v 1 [~ o0
= oy = DY
WO un uwo
-~~~ o
=I_‘:—~—._

|:|I

7.477
T.261
T.216

e

.211
T.180

L1867
7.147
rd4.326
4,308
4,299
4,290
4,282
4.268
4.264
4,250

4.246
4,242

L

'**ﬂasaggéléggggé#

4.233
c4.,224
“4.2086

N
\
§

\

2.389
2,325
1.647
1.608
1.591
1.308
1.290
1.272
0.899
0.882
0.5864
-0.000

AN

1 10

9 8

)
i
==

!
(o
(=] [=}

o

=
<
o

7 6 5

=)
<
-

L

4

3

2 1 0 ppm
A /
==l Wliea] [ed
mq NN[@
I 1 [ar] | |2
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Current Data Parameters

NAME 51Z001B7990
EXPNO 1
FROCHO 1

FZ - Acgquisition Parameters
Date_ 20200120

Time 7.59 h
INSTRUM Avance
FROEHD 2163739 0135 (
PULFROG zg30

D 65536
SOLVENT CDC13

NS B

Ds 0

SWH 8196.722 Hz
FIDRES 0.250144 Hz
A 3.95876959 sec
RG 101

oW £1.000 usec
DE 13.89 usec
TE 298.2 K

D1 1.00000000 sec
TDO 1

SFO1 400.3024719 MHz
NUC1 1H

PO 2.67 usec
Fl BE.00 usec
FLW1 22.47400093 W

FZ2 - Processing parameters
51 65536

SF 400.3000097 MHz
WDW EM

SEB ]

LB 0.30 Hz
GB ]

EC 1.00

ANL-MCL5-NMR-003



o MRS PO RFMAON 0D -

o o~ W mmMm P a0 ph 00O~ S or -~0O00 o I T s NS 3 T Ty O e o ™ o Wy g oo h
oo NN EFDSOUN OO EOMND -~ o - MWL 0 oY oo o L J (=’ I e s ] m
M % &+ %+ %+ + + + 3 & + U} |Dq~r\qﬂ'\t|‘|r\-q~'_|m|,|1r\4 o L T o
i mmtﬂﬂ"mn‘NNl:iﬂ"(lir"r'ﬂ'rﬁNHﬂ‘mtlim\ﬂ-- + + . . .o .
[ Y -} Mol e R L N o R I BT o o o e o I e B B |f‘|ﬂ|"‘ o uwy = r- R E=2 R o] (=]
- .-|-|,—1.-11—1,-|.-||—|,-|.-|,-|—||—|,-|.-|-|,-1—u-|,-“—|,_|mm o ol |--u: i m G R I

| |I Current Data Parameters

\\\\IX\\V/W’// v w/ \// / \‘|/ HAME 512001C6044

|||I EXPRO 2

PROCHD 1

FZ - Acquisition Parameters

Date_ 20200126
Time 5.4% h
INSTRUM spect
FROBHD Z116098 0317 |
PULPROG zgpg 30
iyl 65536
SOLVENT cDcll
M5 3000
D5 4
SWH 2403B.461 Hz
FIDRES 0.733596 Hz
AQ 1.3631488 sec
RiZ 195.29
oW 20.800 usec
DE 6.50 usec
TE 2%8.1 K
DL 3.00000000 sec
D11l 0.03000000 sec
o0 1
SFO1 100. 6228298 MHZ
HUC1 13ic
Fl 10.00 usec
FLW1 77.83999634 W
SFO2 400.1316005 MHz
NuC2 1H
CPOPRG[2 waltzlé
PCPDZ 590.00 usec
PLW2 16.43099976 W
FLW12 0.202B6000 W
FLW13 0.10204000 w
F2 - Processing parameters
5L 32768
SF 100.6127724 MHz
WoW EM
S5B 0
LB 2.00 Hz
GB 0

L -

h L[ J i - | ol

T ' T ' T ' T ' T ' T ' T ' T ' T ' T ' T
200 180 160 140 120 100 80 60 40 20 ppm
ANL-MCL5-NMR-001
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843

—EB.,

Current Data Farameters

HAME 512001C6044
EXFRO 20
FROCRO 1

F2 - Acguisition Parameters

Date_ 20200127
Time 14.54 h
INSTRUM spect
FROBHD Z1160%8 0317 |
PULPROG zgflgn

D 131072
SOLVENT CDCl3

M3 16

D8 4

SWH 892B5.711 Hz
FIDRES 1.362392 Hz
AQ 0.7340032 sec
jlet 195.29

oW 5.600 usec
DE .50 usec
TE 298.2 K

Dl 1.00000000 sec
D0 1

SFO1 376.4607164 MHz
HUC1 19F

Pl 18.00 usec
FLW1 19.85499954 W

FZ - Processing parameters
51 65536

EF 376. 4983662 MHz
WowW EM

S5B o

LB 2.00 Hz
GB o

FC 1.00

T
-60

T
-80

T
-100

|
-120

S60

T
-140

T
-160

T
-180

ppm

ANL-MCL5-NMR-001



SAMPLE ID: TP-11580-011

ACQ.METHOD: 4.2 MIN GVK BIOSCIENCES PVTLTD Date of Analysis:20-Jan-202009:18:57
20012020-010 Discovery Chemistry-Analytical Services Instrument ID:ANL-MCL5-LCMS-003
512001879898 4: Diode Array
306 Range: 8.471e+1
1 Time  Height Area Area’h
8.0e+13 260 UBL  BBB 007
E | 29 01225 11513467 281
7.094»1-i 305 813%768 398298625 97.12
6.0e+13
5 01
2 400 |
3 10 (3:97, dr) |
3.06+13 l
20641 \
1.0e+13
w B\ .
0.0 o -

TrT 1T rrrr] LN B B L L L LB B | N 0 0, 5 O L P AL LA

025 050 075 100 125 150 175 200 225 250 275 300 325 350 375 4.00
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i o NAME 512003C5434
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20200320
Time 23.24 h
INSTRUM spect
PROBHD £119470_0231 |
PULPROG zg30
D 65536
SOLVENT CDC13
NS g
Ds 0
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AD 3.2767999 sec
RG 174.8
OW 50.000 usec
DE 6.50 usec
TE 298.2 K
D1 1.00000000 sec
DO 1
SFO1 500.1330885 MHz
NUC1 1H
F1l 10.00 usec
PLW1 20.07200050 W
F2 - Processing parameters
5I 65536
SF 500.1300130 MHz
WOW EM
S55B 0
LB 0.30 Hz
GE 0
PC 1.00

N

1 PPmM

12 11 10 9 8 7 6 5 4 3
YU ) J L
Bzl (2 = g 3
Slelr—leil |ed el | ]

S62



Lo woomTod;mmoe oo o

T O AN O A A MO U MO O A DWW oM AW uy ) o t Data P ters

DM ENDNODE00OONOOENMONOO O @O o o [~ ™) SArIEnt Hate farapeters

. I B i A B = =BT e St LU T o T fan! uy = HAME 51200ZD20Z5

M N@WMEOTON OO Pl A0 O~ = o+ s s+ & & &+ & + = . . EXPNO 3

WWwUomwas O NAA AR 00w mmm o ~ [k FROCHO 1

A A A A A A A A A A A A A A Ao D U u ol —
FZ - Acguisition Parameters

W\K\I'\\\N %//L}'// / \V V//// | \/ Date_ 20200302
Time T7.47T h
INSTRUM Avance
PROBHD  Z163739_0135 |
FULPROG zgpg30
TD E5534
SOLVENT CDC13
N5 [11:]
DS 4
SWH 23B809.523 Hz
FIDRES 0.726609 Hz
AD 1.3762560 =ec
R 101
W 21.000 usec
DE 6.50 usec
TE 298.1 K
Ol 3.00000000 sec
D11 0.03000000 sec
TOO 1
SFOL 100.E6655806 MHz
NUCL 13C
PO 2.67 usec
Fl 8.00 usec
PLH1 92.65799713 W
SFO2 400.3016012 MHz
NUCz 1H
CPDPRG[2 waltzb5
PCPD2 90.00 usec
FLWzZ 22.47400093 W
PLW12 0.17757000 W
FPLW13 0.08931800 W
FZ - Processing parameters
51 32768
SF 100.6555199 MH=z
WOW EM
SEB i}
LB 2.00 Hz
GE 0
B 1.40

‘ J S J.I_ I U W A i

ANL-MCL5-NMR-003

I j I ! I ! I j I j I j I ! I ! I ! I

180 160 140 120 100 80 60 40 20 ppm
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O sp OO N0

oW Mo WD W ooy ™

A OO AN M 0o Current Data Parameters

v L A T R NAME 512002D2025

W W wWwwWw -~ wu oo EXPNC 2

Wwwwwwwwr-rr-r- k-

Cor 0 FROCHD 1

w = F2 - RAcquisition Parameters
Date_ 20200229
Time 13.13 h
INSTRUM Avance
EROBHD Z163739_0135
EULPROG Zg
TD 131072
SOLVENT CDC13
NS 16
Ds 4
SWH 90909.094 Hz
FIDRES 1.387163 Hz
AQ 0.720B960 sec
RG 101
oW 5.500 usec
DE 6.50 usec
TE 298.1 K
D1 1.00000000 sec
TDO 1
SFO1 376.6206602 MHz
NUC1 18F
P1 12.00 usec
PLW1 37.49499893 W
FZ2 - Processing parameters
51 65536
SF 376.6583260 MHz
WDW EM
S5B ]
LB 2.00 Hz
GB 1]
EC 1.00

I
ANL-MCL5-NMR-003
I ! I j I ! I j I j I j I j I ! I ! I !
-20 -40 -60 -80 -100 -120 -140 -160 -180 ppm
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SAMPLE ID: TP-11580-023

ACQ.METHOD: FA: 4.2 MIN GVK BIOSCIENCES PVTLTD Date of Analysis:28-Feb-202020:58:58
28022020-105 Discovery Chemistry-Analytical Services Instrument ID:ANL-MCL5-LCMS-003
512002D2026A 4: Diode Array
29 Range: 1.169e+2
] Time Height Area Area%h
7 25 153200 229466 0.08
1 DosD 200 188821 0% 12
] 217 139072 M83r1 117
] 283 BM9268 17020009 574
8.0e +1_1 293 116764920 262395100 8849
' ] 302 2491206 7802954 263
7 309 %1843 T73HH 0%
609+1-5 3N 651 101968 0.
) : ] 319 69406 215957 007
< ] 11 (6:88, dr)
4.0e+14
2.0e+1 ‘
E 283
ol 2 70 2 3 ]

000 025 050 075 100 125 150 175 200 225 250 275 300 325 350 375 400
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Lo S T (R I - S T o I e i R S S ot R~ T S T e O I I TR N o S o T e T T O o O S o o T Currant Data Faramebtaos

e - e e e e B el o B e e = e el BAME S1Z00ZDZ02T

- P N e Y Y e AT T s T T o e [ it S (o R (e (o Y= T - ST T TR [ N N EXENO 1

P [ [ = F= [ [ [ P [ [ [P [ [ [~ [~ [~ S p p T =TT D] o DD FROCHRD 1

W W/ W’#ﬂ FI - Acguisition Paramstars
Data_ 20200229
Tima 1Z.50 W
IHETRIOM Avanoa
FROBHD Z163T29 0135 [
FULFROG zg30
o 5536
SOLVENT (I
HE a
o= a
SWH B19&.722 Bz
FIDRES 0.Z30144 Ez
RO 2. 9976959 =sac
ARG 56. 4203
iy EL.000 usac
DE 12_89 usac
TE Z38.1 K
D1 1L.00D0D000 =ac
oo 1
SFO1 200.30Z4713 MHx
HOC 1H
B Z.ET usac
Pl B.00 u=ac
PLW1 ZZ. Q47400053 W
FZ — Frocassing paramatars
8I &3536
8F 200. 3000053 MH
WowW M
SEE a
LE 0.30 Bz
CE a
PC 1.00

||| | AN
ANL-MCL5-NMR-003
1 1 1 1 1 1 1 1 1 1 1 1 1 1
& L 4 3 0 ppm

12 11 10 9 B
=
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Moo OO0 N OO0 AW oo oo
L =2 W e T T T T A e I I T O ST I o I I T s I e e o W e e L T T IR S R [ B T R B o o t Data P ters
TNO AT TONDODECCARO0OO0DOoOONNOA A OO AN MW I B N I+ M ™ oArrent Hata rarareters
s & s s s & s s & = » = = =« = = =« » 2PWOWMMADH O T A DO [ RURE=N ) NAME 512902[)202:
OO OoOOUnNMNMoOOFT AATIHI O - . . EXEHNO 3
WOW TN A A A O -0 0 W00 w0 nm T - O PROCNO 1
A A A~ A A~ A A A A A T~ WO W ooy |
L | F2 - Acguisition Parameters
'\\IINI‘}\‘\“\\ \ W / '|/ %f/" ‘ ‘ \ \L/ | Date_ 20200301
B I Time 1.28 h
INSTRUM Avance
PROBHD Z163739 0135 |
FULFROG zgpg30
TD ER536
SOLVENT CDC13
N3 3000
D3 4
SWH 23809.523 Hz
FIDRES 0.T726609 Hz
AD 1.3762560 =ec
2 101
D 21.000 usec
DE 6.50 usec
TE 298.1 K
Dl 3.00000000 sec
D11 0.03000000 =ec
TOOD 1
SFO1 100. 6655806 MH=z
NOC1 13C
j=l1] 2.67 usec
Fl 8.00 usec
PLW1 92.65799713 W
SF02 400.3016012 MH=z
NUOC2 1H
CPODPRG[2 waltzg5
PCPD2 90.00 usec
PLW2 22.47400093 W
PLW1Z 0.17757000 W
PLW13 0.08931800 W
F2 - Processing parameters
51 32768
SF 100.6555191 MH=z
WOW EM
S5B 0
18 2.00 Hz
Gl o
EC 1.40
1 J i b _l |
ANL-MCL5-NMR-003
! l ! l ! l j I ! I j l ! I j I j I j I
180 160 140 120 100 80 60 40 20 ppm
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-66.038
-66.208
—-67.013

=15

/

-
i

-75.388

-75.812
-76.116

T
-100

T
-120

T
-140

S68

T
-160

T
-180

ppm

Current Data Parameters

NAME 512002DZ027
EXPNO 2
FROCHO 1

FZ - Acguisition Parameters
Date_ 20200229
Time 12.53 h
INSTRUM RAvance
PROBHD Z£163739_ 0135 |
FULPROG g

D 13107z
SOLVENT CDC13

NS 16

Ds 4

SWH 290%0%.094 Hz
FIDRES 1.387163 Hz
A 0.7208%60 sec
RG 101

oW 5.500 usec
DE 6.50 usec
TE 298.2 K
D1 1.00000000 sec
TDO 1
SFO1 376.6206602 MHz
NUC1 19F

Fl 12.00 usec
PLW1 37.49459833 W
F2 - Processing parameters
51 65536

SF 376.6583260 MHz
WDW EM

SEB 0

LB 2.00 Hz
GB 0

EC 1.00

ANL-MCL5-NMR-003



SAMPLE ID: TP-11580-022

ACQ.METHOD: FA: 4.2 MIN GVK BIOSCIENCES PVT LTD Date of Analysis:28-Feb-202019:55:28
28022020-093 Discovery Chemistry-Analytical Services Instrument ID:ANL-MCL5-LCMS-003
512002D2028A 4: Diode Array
KA Range: 6.014e+1

6.0e+17 O Y

] 266 9%806 142104 007
278 32188 818656 040

5.0e+13 2 1T FB% 018
; 200 1180 B3B8 031
5 29 6% B0 045
4.0e+13 297 TR0 TR 087

2% 787566 1736614 085
: 304 363499 12216310 5%
3.0e+15 12 (6:87, dr) 347 59785412 179243213 6746
] 321 1204884 5633737 275
340 178965 1411211 069

AU

2.06+13

1.0e+13
k 3 9
3 278 299, /\J 340
00: 26

y-

000 025 050 075 100 125 150 175 200 225 250 275 300 325 350 375 400
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== T e S T e B I T e o1
[l el e e e e el el e e Tl = o

1.582
1.31

1.25%9
1. 281

]
I
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PRm

Curcrant Data Faramataos

HAME S31Z00Z0DZ022
EXFHO 1
PRDCHC 1

FZ - hcguisition Parametars

Oata_ 20200229

Tima 12.03 h
THETROM Avanos
FPROEHD E1E3TIS_0135 [
FUOLFROG =q3d

TD £E536
SOLVENT CxZ13

HE a

n}:] [a]

SWHE B18£.722 Hz
FIDRES 0.250144 H=z
T 3. 5974559 =ac
RL Eb.2E23

0] BL. 000 wmac
DE 1Z.89 umac
TE 28 .2 K

ul 1. 00000000 =aC
TDO 1

SFO1 400.30Z24719 HEzx
HOC 1H

PD Z.ET usac
Pl B.00 s
FLW1 ZZ. 47400053 W

FZ - Procassing paramatars
SI 5536

SF 400. 3000085 HHEx
wWow =)

SEE [a]

1LE 0.30 H=
GE a

BPC L.0a

ANL-MCL5-NMER-003



WowmMmmouwmh OO W o < o S 3
Lo e I e B L B L 0 O T s T I R0 e o R L e SRV o I S B i B LT = ity o Lo} = I~ ~
Hmov—lm{\lmmﬁv—ih'@mwogmmﬁﬁomv—iﬁmr-mmm = o m E'Jrrentl:latarParan-etecs
L T R A n Mo w o o 0 = NAME 512002D2022
MO WOWOWWNMAOO N ®E@ = [~ s . - EXENG 2
TR e e aaa B o B B o B o B T A o I B o PV RS B e L T B o e RV TR T TRy r~ el PROCNO 1
A A A A A A A A A A A A AT [ WD D [ — —
I F2 - Acguisition Parameters
\%’\h‘\'&ﬁkﬁ\\%ﬁ///_/ﬁ*“/// L/W ‘ \/ Date_ 20200301
Time 5.15 h
INSTEUM Avance
FROBHD 2163739 0135 (
PUOLPROG zgpg30
Cl O 65536
SOLVENT CDC13
N3 3000
N D3 4
SHWH 23809.523 Hz
FIDRES 0.726609 Hz
Cl AD 1.3762560 sec
R 101
COOEt DH 21.000 usec
Br DE 6.50 usec
CF3 TE 208.2 K
O Dl 3.00000000 sec
D11 0.03000000 =sec
TDO 1
\ SF01 100.6655806 MHz
NUC1 13C
13 Boc =iy} 2.67 usec
Pl B.00 usec
PLW1 92, 65799713 W
SF02 400.3016012 MH=z
NUOC2 1H
CPODPRG[2 waltzg5
PCPD2 90.00 usec
PLW2 22.47400093 W
PLW1Z 0.17757000 W
PLW13 0.08931800 W
F2 - Processing parameters
51 32768
SF 100.6555192 MH=z
WOW EM
S5B 0
18 2.00 Hz
GB o
EC 1.40
‘ ‘ L IJ R 1 l [ |, I J‘

ANL-MCL5-NMR-003

| | | | |
180 160 140 120 100 80 60 40 20 ppm
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= s B e o i - T e
O nNoO oA oA
MO AW~ o Current Data Parameters
u::lU:; I.""“LII'jLﬂLﬂLII'jm NAME 512002D2022
- EXPNO 2
(U=t eite JRUE N & 0 Sl Sadl st tad x
e B B FROCHOD 1
k“::h$v/ \“éwéﬁii’J FZ - Acgquisition Parameters
Date_ 20200229
Time 13.05 h
INSTRUM Avance
cl EROBHD Z163739_0135
EULPROG Zg
D 131072
SOLVENT CDC13
NS 16
DS 4
SWH 90909.094 Hz
FIDRES 1.387163 Hz
AQ 0.720B960 sec
RG 101
oW 5.500 usec
DE 6.50 usec
TE 298.2 K
D1 1.00000000 sec
TDO 1
SFO1 376.6206602 MHz
NUC1 19F
P1 12.00 usec
PLW1 37.49499893 W
F2 - Processing parameters
51 6553
SF 376.6583260 MHz
WDW EM
S5B ]
LB 2.00 Hz
GH ]
EC 1.00

|

ANL-MCL5-NMR-003

-40 -50 -60 -70 -80 -90 -100 -110 -120 -130 -140 ppm
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SAMPLE ID: TP-11580-021

ACQ.METHOD: FA: 4.2 MIN GVK BIOSCIENCES PVT LTD Date of Analysis:28-Feb-202020:06:04
28022020-095 Discovery Chemistry-Analytical Services Instrument ID:ANL-MCL5-LCMS-003
512002D2023A 4: Diode Array
308 Range: 7.85%+1
: Time  Height Area Areao
200 190789 428% 019
708413 o3 KB 0R19 045
' 21 A8 1020 023
6.0e+14 200 M58 14319 006
200 BUN 6T 0B
5 Qo1 26 BT TMR% 3B
- 3B 2B 178U 0%
308 7814376 211936275 %X
3 Alest; 3 0 BB 15%
< 3 13 (3:93, dr)
3.0e+15
2.0e+13
1.0e+14
00 268 zzs“{zﬁ 32
,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,,
-0.00 025 050 075 100 125 150 175 200 225 250 275 300 325 350 375 4.00
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8.107
8.103
7.652
T.635
7.492
T.475
7.270
T.265
7.260
7.253
7.249
7.160
7.144
4,280
4.276
4,265
4.262
4,251
4,248
—2.323

1.655
1.598
1.552
1.305
1.291
1.276
1.209

—=0.000

Current Data Parameters

NAME 512001B7814
EXPNO 1

\\'\ \V/ PROCNO 1
F2 - Acquisition Parameters
Date 20200118
Time 10.53 h
INSTRUM spect
PROBHD £118470_0231 |
PULFROG zg30
D 65536
SOLVENT CDC13
NS 8
Ds 0
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 sec
RG 174.8
DW 50.000 usec
DE 6.50 usec
TE Z98.1 K
D1 1.00000000 sec
DO 1
SFO1 500.1330885 MH=z
NUC1 1H
Pl 10.00 usec
PLW1 20.07200050 W
F2 - Processing parameters
5I 65536
SF 500.1300131 MHz
WDW EM
SEB 0
LE 0.30 Hz
CB 0
PC 1.00

J L\q A ) AN | L.
R N N R D e I I I I
10 9 8 7 6 5 4 3 2 1 ppm

| L L J
el =11 =] 0] (e
Sledle|r— - o3| en o3| |en
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TP-11580-014

169, 828
165.554

SSSSSSWEE A/

158.546
148,197

.776
142,135

144

r~
r~
r~
)
[ag}
—i

135.788
135.059
129,688
128,856
128.819
125.085
124,593
118,529
118, 455
116,351
95.606
87.551
85.637
TT.250
76.996
TE. 742
66.064
65.838
63.667

L L

e

\

=

Current Data Parameters

NAME 512001Cc7993
EXPHNO 2

~ w0 u - [

= " FROCHC 1

o m \D q-! = F2 - Acquisiticon Parameters

~ O oM o Date_ 20200122

o N o | Time 5.58 h
INSTRUM spect

‘ [ KY/ | PROBHD  Z119470_0231 {
PULPROG zgpg30
D EB536
SOLVENT CDCl13
NS 609
D3 4
SWH 29761.904 Hz
FIDRES 0.908261 Hz
RO 1.1010048 szec
RG 197.72
oW 16.800 usec
DE &6.50 usec
TE 298.1 K
D1 3.00000000 sec
D11 0.03000000 sec
o0 1
SFO1 125.7703643 MHz
NUC1 13C
Pl 10.00 usec
PLW1 B&.7B700256 W
SFo2 500.1320005 MHz
Nuc2 1H
CPDPRG[2 waltzlé
PCPDZ B0.00 usec
PLW2 20.07200050 W
PLW12 0.31363001 W
PLW13 0.15775000 W
F2 - Processing parameters
5I 32768
5F 125.7577932 MHz
WDW EM
SEB 0
LE 2.00 H=z
GB 0
BC 1.40

|
200

|
180

|
160

|
140

|
120

|
100

|
80

S75
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TP-11580-014

.010

-67

I
-40

T
-60

T
-80

T
-100

T
-120

T
-140

S76

T
-160

T
-180

T
-200

T
Ppm

Current Data Parameters

HAME 51200629194
EXFNO 1
FROCHNO 1

F2 - Acqguisition Parameters
Date_ 20200608
Time 18.49 h
INSTRUM spect
PROBHD  Z119470_0294 |
PULPROG zgfhiggn.2

D 131072
SOLVENT cocl3

NS 16

Ds 4
SWH 113636.367 Hz
FIDEES 1.733953 H=z
AQ 0.5767168 sec
RG 197.72

oW 4.400 usec
DE 6.50 usec
TE 301.2 ®
D1 1.00000000 sec
D11 0.03000000 =zec
D12 0.00002000 szec
o0 1
SFO1 470.5453180 MH=
NUC1 19F

Pl 15.00 usec
PLW1 36.26100159 W
SFO2 £00.1320005 MH=
NuC2 1H
CPDPRG([2 waltzlé
PCPDZ 0.00 usec
PLW2 21.30500031 W
PLW12 0.33287999 w
F2 - Processing parameters
SI 5536

SF 470.5%23772 MH=
WDW EM
S5B 0

LB 0.30 Hz
GE 0

PC 1.00



SAMPLE ID: TP-11580-014

ACQ.METHOD: 4.2 MIN GVK BIOSCIENCES PVT LTD Date of Analysis:17-Jan-202020:20:25
17012020-082 Discovery Chemistry-Analytical Services Instrument ID:ANL-MCL5-LCMS-003
512001B7813A 4: Diode Array
306 Range: 4.754e+1
] Tme  Height Area Arealo
'- 212 62142 100147 009
40 1_2 215 35268 65226 006
SaE M8 W2 WA 0%
b 2% 42U 8992 008
; 249 111025 %5119 023
3 0e+1- 251 90855 184992 0.6
; 260 240712 oM 057
] 274 8341 38303 032
.2 ; 27 150073 406693 036
2.0e+1- 16 (2:91, dr) 280 427984 102232 091
] 284 12118 T4420 066
E 200 16255 436342 039
] 29 188338 560716 049
1.0e+11 297 10311% 2451165 218
: 306 47334868 103329381 9177
7 11 314 3789 1904654 169
. 21928935 29260 280 29T) { 7
ML L L L L L L L L L LU L L LN L NN NN AL IR
025 050 075 100 125 150 175 200 225 250 2 75 3 00 3. 25 3. 50 3 75 400
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8.210
8.197
7.536
7.519
7.508
7.489
7.484
7.481

T.471
7.467

7.463
7.260
T.166
7.149
5.294
4.307
4.300
4,293
4.286

4,279

4,274
4,272

4,267
4,260
4.258
4.253
4,246

4.238
2,386
2.325

AME

1.651
1.595
1.311

™
o8
Lo
v—|

%ODD

-~
o
l'\]
I—I

NM/// Wﬁ%ﬂﬁ” /eRocw0

F2 - Acquisition Parameters

L

Date
Time
INSTRIM
PROBHD
PULFROG
TD
SOLVENT
NS

Ds

SWH
FIDRES
AQ

RG

oW

DE

TE

D1

TDO
S5F01
NUC1

Pl

PLW1

urrent Data Parameters

512003A7659
1
1

20200307
11.31
spect

£119470_0231 (
zg30

65536

cDpCl3

g

0

10000.000
0.305176
3.2767999
79.68
50.000

6.50

2%B.1
1.00000000
1
500.1330885
1H

10.00
20.07200050

h

Hz
Hz
sec
usec
usec

K
sec

MHz

usec
W

F2 - Processing parameters

5I
SF
WDW
58B
LE
GE
PC

13

12

1

10

9

8

7

6 5 !
\

@
o

—

S78

3 2

1 PpPmM

65536
500.1300130
EM

a
0.30

a
1.00

MHz

Hz



TP-11580-013

Current Data Parameters

HAME 512003AT7659
MAOWO>Ad AL O T @ =00 MWW M EXENO 3
TN OMONMONWOMDI-O MO0 AR A OO MONDEWREEAd o N ®m o P ]
OO A- OO N AN AN OO - A o] O O o =
Ty Bs s BRI U+ T U et e T B~ o AT T BT T~ I ot o AT A B B0 o QR L e T X o S T S . e . . . e FZ2 - Bcguisition Parameters
OO WW= PO NN AAAA A A o O [~ U)W W W W m - o MM o Date_ 20200308
A A A A A A A A A A A A A A A A AT A AT AADTTDHD O~ WO W WD YW [ab I o IR | Time 11.05 h
L L L L L L LI A I R g INSTRUM spect
“'%%MVW%% ‘ | v | PROBHD  Z119470_0231 {
il T PULPROG zagpa 3l
D E5R36
SOLVENT cocls
NS 3072
DS 4
SWH 29761.904 H=z
FIDRES 0.908261 H=z
AQ 1.1010048 sec
REG 197.72
oW 16.800 usec
DE 6.50 usec
TE 298.1 K
D1 3.00000000 sec
D11 0.03000000 sec
DO 1
SFO1 125.7703643 MH=z
NUC1 13C
Pl 10.00 usec
PLH1 BE.T78700256 W
SFOZ2 500.1320005 MH=z
NuC2 1H
CPDPRG[2 waltzléh
PCPD2 80.00 usec
PLKZ 20.07200050 W
PLW12 0.31363001 W
PLW13 0.15775000 W
F2 - Processing parameters
51 32768
SF 125.7577934 MH=z
WDW EM
SEB ]
LE 2.00 Hz
GE ]
BC 1.40
I N Y O T O -
T T T T T T T T T T T T T I T I T I T T !
180 160 140 120 100 80 60 40 20 ppm
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TP-11580-013

Current Data Parameters

o ::] NAME 512003A7659
EXFNO 2
o

p ? FROCNO 1

r~ — F2 - Acguisition Parameters

W — Date_ 20200308

| | Time 7.30 h
INSTRUM spect
FROEBHD Z119470_0231 ¢
PULPROG zgfhiggn.2
D 131072
SOLVENT cocl3
NS 16
Ds 4
SWH 113636.367 Hz
FIDERES 1.733953 H=
RO 0.5767168 sec
RG 197.72
oW 4.400 usec
DE 6.50 usec
TE 298.2 K
Dl 1.00000000 sec
D11 0.03000000 =zec
D12 0.00002000 =zec
o0 1
SFO1 470.5453180 MH=
NUC1 19F
Pl 15.00 usec
PLW1 34.86600113 W
SFO2 500.1320005 MH=
Nuc2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLW2 20.07200050 W
PLW12 0.31363001 W
F2 - Processing parameters
51 65536
SF 470.5%23772 MH=
WDW EM
SEB 0
LE 2.00 H=z
GEB 0
BC 1.00

I ]

-30 -40 -50 -60 -70 -80 -0 -100 -110 -120 -130 -140 -150 ppm
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GVK Biosciences pvt Ltd.
Discovery Chemistry-Analytical Services

SAMPLE ID:TP-11580-013
06032020-120 Date of analysis:  06-Mar-202019:48:18
ACQ.METHOD:FA-4-2 MIN Instrument ID :ANL-MCL4-LCMS-SQD-1
512003A7662A 4: Diode Array
an Range: 3.383e+1
3 Time  Height Area Area%
3 283 161455 461349 031
30841 | 292 1168030 3864082 256
E 297 1853253  G174770 440
3 ] 311 33823072 140194963 93.03
250413 |
20041
, |
< 1591-1';
17 (1:9.5, dr) ‘ -
1,0e+1-§ ,
E 292297
003 N 28, W\ |

LD g Al Ld A ML A ALY A Ll A R M R M) ML G R A U At A Wkl Rl A LU ) Ld A M LA R ] LA WA A IS Ll Wl LA W) L
020 040 060 08B0 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 42

S81




Mmooy :;:
Bamaa = Current Data Parameters
I o NAME 512001CE046
EXPNC 1
| PROCNO 1

FZ - Acguisition Parameters

Date 20200125
Time 16.26 h
INSTRUM spact
PROBHD  Z115098_0317 {
PULPROG zg30
sl 65536
SOLVENT cocl3
o NS g
DS 0
SWH 8012.B20 Hz
FIDRES 0.244532 m=z
o COOEt A0 40894465 sec
R 162.54
CF3 oW £2. 400 usec
DE 6. 50 usec
(o) TE 29B.1 K
Dl 1.00000000 sec
N D0 1
\ SFOL 400.1324710 MHz
NUC1 1H
BOC Pl 10. 00 usec
PLW1 16.43099976 W
19
FZ - Processing parameters
31 65536
SF 400.1300100 MHz
WOW EM
ssB [+}
LE 0.30 Hz
GE [+}
PC 1.00
! 1
J . . A
L e L B B L L I B L I R UL
12 1 10 9 8 7 6 5 4 3 2 1 0 ppm
L IR )
Dr-|wle|o ey P =
b= |-—_ -—_[og ANL-MCL5-NMR-001
edf |0 || o (=2 |Far ]
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oy I R il e K e R BT = T T s L T
L r~ & 0w D Mmoo o G Wy My ore oo u N o = o o — SR —
P T e = R R R W o oh o Mmoo — = e
o th D ™ o U o =Tl =]
T O DNACOWINOEET 0 e .o . . . . .
WL L R R e I e B o o S o -+ [t et o ™~ o - ™M (=]
— e e e e I e ™ ~r-r o ur o~ — [
Current Data Farameters
\l\\‘ﬂ\\\W | W/ ‘ ‘ \/ | NAME 512001C6046
EXFPRD 2
PROCHROD 1
F2 - Acguisition Parameters
Date_ 20200125
Time 21.42 h
INSTEUM sSpect
(@) PROBED  Z116098 0317 {
PULFPROG zgpg30
ID 65536
SOLVENT CDCl3
COOEt E] 3000
(0] DS 1
CF SWH 2403B.461 H=
3 FIDRES 0.733596 Hz
AQ 1.3631488 sec
(0] RG 19529
oW 20.800 usec
N DE 6.50 usec
\ TE 298.2 K
Boc D1 3.00000000 sec
D11 0.03000000 sec
19 DD 1
SFO1 100. 6228298 MHZ
HUC1 13c
Fl 10.00 usec
PLN1 77.83999634 W
SFO2 400.1316005 MHZ
NUC2 1H
CFDPFRG([2 waltzlé
PCPD2 90.00 usec
PLW2Z 16.43099976 W
PLW12 0.20ZE6000 W
PLW13 0.10204000 W
FZ - Processing parameters
SI 3z7
EF 100. 6127725 MHz
WoW EM
S5B o
LB 2.00 Hz
GE o
PC 1.40
J l l J . I IJ RN . _J- I ke l
T s o e st

T T | | T T
200 180 160 140 120 100 80 60 40 20 ppm
ANL-MCL5-NMR-001
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Uy o i
- = -
o 0 4]
i ¥
U uy o
' I Current Data Parameters
‘l ’ MAME 512001c&046
EXPRO 20
PROCHO 1
F2 - Acquisition Parameters
Date_ 20200127
Time 14.58 h
INSTRUM spect
FROBHD Z116098 0317 {
O PULPROG zgflagn
D 131072
SOLVENT coCl3
H3 16
D5 4
(@) COOEt SWH 892B5.711 Hz
CF FIDRES 1.362392 Hz
3 AQ 0.7340032 sec
RG 195.29
O oW 5.600 usec
DE 6.50 usec
N 1E 298.2 K
\ D1 1.00000000 sec
Boc DO 1
SFOL 376.4607164 MHz
19 HUCZ1 15%F
Fl 18.00 usec
PLW1 19.85499954 w
F2 - Processing parameters
=3 65536
SF 376.49B3662 MHZ
WO EM
S55B ]
LB 2.00 Hz
GB i}
FC 1.00
1 i
l ! I ! I ! I ! I ! l ! I j I
-40 -60 -80 -100 -120 -140 -160 ppm

ANL-MCL5-NMR-001
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GVK Biosciences pvt Ltd.
Discovery Chemistry-Analytical Services
SAMPLE ID:TP-11580-001

ACQ.METHOD:FA4.2 MIN Date of analysis: 17-Jun-2020 19:24:57
17062020-102 Instrument ID :ANL-MCL4-LCMS-SQD-1
512006C4024A 4: Diode Array
257 Range: 4.219e+1
E Time Height Area Area%
- 023 5665525 67817.06 376
4.00414 025 3960196 7433832 4.13
f 068 71075 584783 031
3.8041- 0.76 53238 592826 0.33
R 099 819846 2841547 158
1.09 117007 444396 0.25
3.6e+1- 1.14 40684 92582  0.05
E 1.17 41718 168392  0.09
340414 1.21 38013 95847  0.05
t 1.24 54973 141273  0.08
300414 1.27 81634 352095  0.20
E 1.40 75531 294436  0.16
3.0e+1- Column - ACQUITY UPLC BEH C18 1.7um, 2.1X50mm e 7552048057 ).
E Mobile phase-A- 0.05%FA IN H20, B: 0.05% FAINACN :gg 54836 gg?g g?g
2.8e+1- T% of 8: O/‘Q. 2.2/98, 3.2/98,3.5/3, 4.2/3. 1.50 44533 1053.11 0.06

Flow-0.6mU/min B o
E Tomp:50°C 164 193342 474959 026
2.6e+14 167 159056 370692 0.21
s 171 1350947 2712104 151
24041 1.76 888022 1976390  1.10
coad 1.81 71983 115459  0.06
1.85 296598  9703.14 054
2.28+1- 189 162024 426524 024
= = 1.94 135003 428549 0.24
2 20e+1- 200 2842924 7383988  4.10
. 211 336778 1331248 074
18041 218 100030 412908 0.23
3 19 (1:6, dr) 228 183658 761811  0.42
— ’ 233 868688 3065358 170
e+ 240 84853 239315 0.13
3 248 8338040 19767881 10.97
1.4e+17 252 587539 931663 052
- 257 42182372 99327475 55.12
120414 261 955935 2491894  1.38
3 268 236211 659568  0.37
1.0041 271 208578 598388 033
. 280 493508 2487572  1.38
k 248 284 309760 7 0.35
8.0; 288 672742 2631407 1.46
- 292 146935 220094 0.13
6.04 0.23 297 386791 1331821 074
E 0.25 304 384965 1701598 0.94
4.0 : 316 1230170 4977022 276
- 2.00 388 76758 350209  0.19
55 3.92 76019 419578 023
- 0.99 171 4 76 233 261 ,gg 207 316 4.00 27087 690.26  0.04
i 068076 A" 1% i1zrapraz 1es\L T J\ 211 A A K SN 400 el ewr am

. AR eSS —— et ae—
o M8 LA\ L Ao L At A A Al AR A L A Ll S AL SR Bl A RS NS L AR L A A AR A AAAR Rl A Rt A A0S AAAAE Asan WA A el MM IR

000 020 040 060 080 100 120 140 160 180 200 220 240 260 28 300 320 340 360 380 4.20

S85




—
Dmmmmm'—i{no'—imq'ﬁ{\lmann'—|r-{nmmmmmmmﬁmmcﬁmmrmommmm{nmgo Current Data Parameters
H MO = oW N AN OO A oWt owulagoommeTom A9 oo oSS0~ OO NAME 512002C3919
DU\G"IG‘IO‘\U\CO{)]CO["E‘“F“\D\DU'JMWWMWMNNHI—IHDCJG\O‘\COCOF‘“NWN\DMNNNCO{:;C; EXPNO 1
L N e e il i il i o i ol S S e e i e el R R R T e R e ke R = PROCNO 1
FZ - Acguisition Parameters
Date_ 20200221
Time £.15 h
INSTRUM Avance
PROBHD Z163739_0135 |
PULPROG zg30
D 65536
SOLVENT CDhC13
NS B
Ds 0
SWH 8196.722 Hz
FIDRES 0.250144 Hz
A 3.9976959 sec
RG 66,5803
oW 61.000 usec
DE 13.89 usec
TE 298.1 K
D1 1.00000000 sec
TDO 1
sSrol 400.3024719 MH=z
NUC1 1H
j=11] 2.67 u=ec
P1 .00 usec
PLW1 22.47400093 W
F2 - Processing parameters
51 65536
SF 400.3000091 MH=z
WOW EM
558 0
LB 0.30 Hz
GB 0
BC 1.00

: A : ANL-MCL5-NMR-003
11 10 9 8 7 6 5 4 3 2 1 0 ppm
] I )L A
HEREE] \ﬁ \3 \ﬁ.\
I BRIl B [ =1 - (o] (3]
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TE-11580-002
13C EXPT

020"

909 ”

TBL "¢
9976

680 °

089’

Lee”

10e”

SIE”
TLL®
LTO”
FoF-
BZT €
L9g"
6EF "¢
S8L”
£EF0°
8TL"
281"
Z29g”°
LLGT
OFE& "
665"
Tk
FCT”
T8T ¢
TeES”
8LEE
80L°
666"
[AA
9LT”
906"
0so”
S8E°
508"
&00°
SLF
SeT”
LLE
916"

it &

ANL-MCL5-NMR-003

100

120

130

160 150

170

0 ppm

80 70 60 50 40 30 20 10

90

110

140

180

190
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v~ oA o
WO M o el o o W0 -
LM MO oo 0
A S
Y AN
o)
S COOEt
CFs
o)
N
\
20
- |
[ j [ T [ T [ T [ j [
-20 -40 -60 -80 -100 -120 ppm

S88

Current Data Parameters

NAME 512002C3919
EXPNO 2
FROCHO 1

FZ - Acguisition Parameters
Date_ 20200221
Time B.51 h
INSTRUM Avance
FROEHD Z16373%_0135 (
PULFROG g

D 13107z
SOLVENT CDC13

NS 16

Ds 4

SWH 290%0%.094 Hz
FIDRES 1.387163 H=z
AQ 0.7208%60 sec
RG 101

oW 5.500 usec
DE 6.50 usec
TE 298.2 K
D1 1.00000000 sec
TDO 1
SFO1 376.6206602 MHz
NUC1 19F

Pl 12.00 usec
FLW1 37.49459893 W
FZ - Processing parameters
51 6553

SF 376.6583260 MH=z
WOW EM

55B 0

LB 2.00 Hz
GB 0

EC 1.00

ANL-MCL5-NMR-003



SAMPLE ID: TP-11580-002

ACQ.METHOD: FA- 4.2 MIN

512002C3918A

GVK BIOSCIENCES PVT LTD

Discovery Chemistry-Analytical Services

20 (3:93, dr)

22
- 187199210

o7 1.69;\\

228

| 26 "

Date of Analysis:20-Feb-202021:50:54
Instrument [D:ANL-MCL5-LCMS-003

Time
134
169
187
19
210
218
22
228
240
244
249
253
259
264
268
273

Height
1636084
143354
168368
216508
47100
2730
8551717
197810352
55474
296162
1383063
54304
193639
283653
07941
133440

4: Diode Array
Range: 1.981e+2
Area Area%
2407 064
29%79 006
29740 005
%2394 007
05923 018
WU 007
16690245 3N
47636600 9325
004284 041
£370 003
man o4
1488270 030
94121 016
86115 017
209880 042
81474 009

025 050 075 100 125 150 175 200 225 250 275 300 325 350

375

a0

S89




B4 83 8281 8079787776875 747372717068

]

Lig ]

.

L]

T

L]

4

Ly |

R

el el T O =« Y s M s ol e e O T T T T el i s T B SR el o D o T E
BN ARSI TN ARG TORFLOON NI OF LT O SE OO oo (=
"y L " V) v [} i
R aueaeenerrLeRENNAAAa AT IS TNEN 90N AS 5 cormnt pata Parameters
[ 0= [ [~ [ [ 0= [ [~ [~ [~ = [ [0~ [~ [~ =0 [~ [~ [« =0 00000 e o HAKE 512003IATESS
EFND 1
B U —mmar——— N R I ;

Fi - Rogquisition Farametars

Data_ Z0200307

Tima 11.Z4 h
INSTRIM spact
FROEHED Z115470 0231 |
FULFROG zQ30

10 ENS3E
SOLVENT COCL3

N3 B

0a 1]

SWH 10000. 000 Hz
FIDRES 0.30%17& Hx
R 3.Z7E793% mac
Ria BA_Z7

e 50. 000 usac
o= . 50 usac
TE 298.1 K

il 1. 00000000 sac
100 1

501 500.13308B8% MHz
HUC1 18

Fl 10.00 usac
FLW1 20. 07200050 W

FZ - Frocessing paranatars
51 5536

5F 500.1300153 MHZ
WO EM
538 o
La 0.30 Hz
[=:] 1]
FC 1.00
i - I8
3,

e

11 10 ] ] 7 6 5 3 3 2 1 0 ppm

I ] Lo
ol B

2.05

S90



TP-11580-004-F

Current Data Parameters

NAME 512003A7655
MOV O AN AN OO0 OOFNOO AN TOH OO OO ON O EXPNO 3
N OO ON 00O OONMONCNOANEOOONO A O e ooy o W00 M apwn PEOCHD 1
HMOEONOF OO AN A O A ADOO TN OO N DO N0 ST D A O WM
M OTNOOoOOONNHOOOVWUNUTOoOORODDE@O@OMMOE @ TS « 0 = 0 2 2 s s FZ - Acquisition Parameters
MO WWOUnWp= OO MOOIT MO NN NN N NNNAA A A WY oM~ Mo Date_ 20200308
A4 A A4 A A A A A AT A A A AAAAAAAAAAAA A AA A AAAA A A~~~ OO F o | Time 3.47T h
L [ R S [ R N eyl INSTRUM spect
\XT_E?{':}—_% M%l’i’ = // PROEED  Z119470_0231 {
Bl PULPROG zgpg30
TD 65536
SOLVENT CcDC13
NS 3072
DS 4
SWH 25761.904 H=
FIDRES 0.908261 Hz
O (@) AQ 1.1010048 =ec
RiE 197.72
. oW 16.800 usec
DE 6.50 usec
COOEt TE 298.2 K
(@) D1 3.00000000 sec
CF3 D11 0.03000000 sec
TDO 1
O SFO1 125.7703643 MHz
NUC1 13C
N Pl 10.00 usec
\ PLW1 BE.TBT00256 W
Cbz SFO2 500.1320005 MHz
NuC2 1H
21 CPDERG[2 waltzl6
PCPD2 80.00 usec
PLW2Z 20.07200050 W
PLW12 0.31363001 W
PLW13 0.15775000 W
F2 - Processing parameters
51 32768
SF 125.7577945 MHz
WDW EM
SER 0
LE 2.00 H=z
GE 0
BC 1.40
.IJ._LI. Al 1 1 J — J
I ' I ' I j I I ' I ' I j I ' I j I ' I
200 180 160 140 120 100 a0 60 40 20 ppm

S91



TP-11580-004-F

Current Data Parameters

- o o1 o1 G o - NAME 512003A7655
[t} = =
@ WM s W0 o o
— {""I C) : N {'\1 {'\1 f"'.l .q- e . F2 - Acquisition Parameters
To Ty \D N WD WD W WD Q Date_ 20200308
I /N T O RO T B | Time 0.11 h
INSTRUM spect
\'\\X/% PROBED  Z119470_ 3231 {
PULPROG zgflgn
D 131072
SOLVENT cocl3
NS 16
) DS 1
SWH 113636.367 Hz
FIDRES 1.733953 Hz
AQ 0.5767168 =zec
o) COOEt RE 197.72
CF oW 4.400 usec
3 DE 6.50 usec
TE 298.1 K
@) D1 1.00000000 sec
N DO 1
\ SFOl 470.5453180 MH=z
NUCZ1 19F
Cbz Pl 15.00 usec
21 PLW1 34.86600113 W
F2 - Processing parameters
5I E5536
SF £70.59%923772 MHz
WOW EM
SSB 0
LE 0.30 Hz
GE 0
FC 1.00
| IJL
T T T T T T T T T T T T T T T T T
-20 -40 -60 -80 -100 -120 -140 -160 ppm

S92



SAMPLE ID: TP-11580-004

ACQ.METHOD: FA- 4.2 MIN GVK BIOSCIENCES PVT LTD Date of Analysis:20-Feb-202021:56:12
Discovery Chemistry-Analytical Services Instrument ID:ANL-MCL5-LCMS-003
512002C3927A 4: Diode Array
25 Range: 1.65%+2
160423 Tme  Height Area Area’s
{5 1127 %1045 006
o 1% 1648 M1 0
— 6 3HB% 0B 04
18 T8 166026 041
1.20+2; 19 204 BB 06
200 15843 888 007
109+2‘ 21 (1:99, dr) 1 7RB B 083
25 10159 285 005
D 80041 28 1097 4143 008
< 251 1850 1404 043
o 250 1662448 U5 %13
260 168061 AR 09
266 ATNE5 195946 047
40e+1; 2 SR 2NN 05
T W WMB 01
2.0e+1 203 10508 BB 008
0 15 171sani 218 230\ 20 2028 e = M

L BT IR AL IS SR A MR R R LR WS 5 IO B RS TR TR AR R IR

025 050 075 100 125 150 175 200 225 250 275 300 325 35 375 4.00
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O~ NEEFF OO0 OO~ O N AN AN OO0 A~ OO NN 8 Current Data Parameters
MO0V OOWNLITMO A OO0 OO A AD NN OO0 OO0 MN O o O NAME 512001B79392
mmcococcoococomm{ncomcocor-hmwmmmm&l:rw:r-:r‘cr:rmmmmmnﬂmmmcoC; EXPNO 1
~ r~ r~ - - ~ -~~~ -~ - il T T e - B A B A I U S IS R A R I i B I B | PROCNO 1
L L L L S S B S [ —
= = v W | F2 - Acquisition Parameters
Date_ 20200120
Time 7.54 h
INSTRUM Avance
EROBHD £163739_0135 {
EULPROG zg30
D 65536
SOLVENT CDC13
NS B
Ds 0
SWH 8196.722 Hz
O FIDRES 0.250144 Hz
AQ 3.9976959 sec
RG 101
DW £1.000 usec
COOEt DE 13.89 usec
TE 298.2 K
Cl CFs D1 1.00000000 sec
o) TDO 1
SF01 400.3024719 MHz
N NUC1 1H
‘B PO 2.67 usec
oc P1 8.00 usec
22 PLW1 22.47400093 W
FZ - Processing parameters
51 65536
SF 400.3000090 MH=z
WDW EM
S5B ]
LB 0.30 Hz
GH ]
EC 1.00

I\ ' JULA

ANL-MCL5-NMR-003

11 10 9 8 7 6 5 4 3 2 1 0 ppm
ﬁ%ﬁ%g e éﬁ‘%
~loldale ol Sl s

S94




o M 0 oW Y oW oWwwoe s 5o O
< WOWE®DOe S OM DO~ o Moy W~ L) @ o o -
[ Wy} F AL~ AN s O ©O W0 W [~ ™ — ~ o0 Current Data Parameters
. M oen oW W — fo w HAME S12001B7932
M = Moo NOoO@WO G oo oo . . . . EXPNO 2
na s &} Lt Ve I U - U T T T [ I [ N P ur - WD ) - - oy FROCHO 1
— L T B B O I B B o T I B B B B | Or~r-r- fte = ™ —
|I | F2 - Acgquisition Parameters
| | \\\\:‘\\F\ \W \ \/ ‘ ‘ ‘ | Date_ 20200120
II| Time .48 h
INSTRUM Avance
PROBHD Z163739 0135 |
PULFROG zgpg3l
TD 65536
SOLVENT COC13
NS 256
D3 4
SWH 23B0%.523 Hz
FIDRES 0.726609 Hz
AD 1.3762560 =ec
2 101
O DH 21.000 usec
DE 6.50 usec
TE 298.1 K
01 3.00000000 sec
COOEt D11 0.03000000 sec
O TOO 1
Cl CF3 SFO1 100. 6655806 MHz
NUOC1 13C
=iy} 2.67 usec
O Fl £.00 usec
N PLW1 92.E5729713 W
\ SF02 400.3016012 MHz
NUCZ 1H
BOC CPODPRGE[2 waltz65s
22 PCPD2 30.00 usec
PLWZ 22.47400093 W
PLW1Z2 0.17757000 W
PLW13 0.08931800 W
F2 - Processing parameters
51 32768
SF 100.6555181 MH=z
WOW EM
S5E 0
LB 2.00 Hz
GB 0
FC 1.40
I j I j I ! I j I ! I j I j I ! I j I ! I
200 180 160 140 120 100 80 60 40 20 ppm

S95



TP-11580-005

-52.077

|
-60

|
-80

|
-100

|
-120

|
-140

S96

|
-160

|
-180

|
-200

—
ppm

Current Data Parameters

HAME 512006R9192
EXPHO 1
FPROCHNO 1

F2 - Mcguisition Parameters
Date_ 20200608
Time 18.45 h
INSTRUM spect
PROEBHED Z119470_0294 |
PULPROG zgfhiggn.2

D 131072
SOLVENT cocls

NS 16

DS 4

SWH 113636.367 H=z
FIDRES 1.733953 H=z
AQ 0.5767168 sec
RG 197.72

oW 4,400 usec
DE £.50 usec
TE 301.2 K
D1 1.00000000 see
D11 0.03000000 sec
D12 0.00002000 sec
OO 1
SFO1 470.5453180 MH=z
NUC1 19F

Pl 15.00 usec
PLK1 36.26100159 W
SFO2 500.1320005 MH=
NuCZ2 1H
CPDPRG[2 waltzléb
PCPD2 80.00 usec
PLK2 21.30500031 W
PLW12 0.33287993% W
F2 - Processing parameters
51 E5536

SF 470.5923772 MH=z
WDW EM
SEB ]

LE 0.30 H=z
GB 0

BC 1.00



SAMPLE ID: TP-11580-005

ACQ.METHOD: 4.2 MIN GVK BIOSCIENCES PVT LTD Date of Analysis:20-Jan-202008:38:02
20012020-009 Discovery Chemistry-Analytical Services Instrument ID:ANL-MCL5-LCMS-003
512001B7991A 4: Diode Array
264 Range: 1.698e+2
Tme  Height Area Area%
1.6e+24 231 M THB4 016
234 6819 67156 015
14e+2 239 1095 3700 007
24 16182 581067 043
120423 250 %85 13T 0
25% %602 1467933 0
1.0e+23 250 194298 424030 009
264 166462032 304544950 8417
.3 8.0e+13 22 (8:1, dr) 273 30916052 62634763 131
219 5967 2148641 047
E 283 U810 W1353 0
R} 209 97 BT 019
4.0e+1-§ XE)
20e+1] ﬂ\
- 231 252256 | 37° 269
0.0;
025 050 075 100 125 150 175 200 225 250 275 300 325 350 375 400

S97




=
ERNTENON N ADMOMDNMOUNDMNO A0~ 0RO DLW~ he o oo Currant Data Paramatars
I B s =T LT R s e T s e T T T T N AT o Ty T T e T Rl O e T N e HAME %1 200ZC2529
CONMOOVDDEDVODDOD T TrTTLre T OO0 oo oD oD EXEND 1
. v L v v roor w v e L roor e v e L L roor w v e r O .
Gl ol ol ol ol ol o o el o o il el R e e o = FROCHD :

FZ - Acgulsitlon Paramstars

§

Data_ 20200221
Tima E.21 h
THETHRIM Avanoa
PROEHD E1637 35 0135 [
FOLEROG lqzl:l
0 &5536
SOLVENT Cx13
HE =]
[n}=3 [a]
EWE B189&.722 Hz
FIDRES D.25%0144 Hz
j:Ta] I.59TE559 =ac
=i Eh. 42568
n ] BL. 000 usac
OE 1=Z.89 pEgo
TE a8 F K
0oL 100000000 =ac
TODO 1
SF01 4003024719 MEx
HIOC1 1H
PO Z2.ET usac
Pl E.D00 n=gc
PFLW1 ZZ_ 47400053 W
FZ - Procassing palamatars
a1 &5536
=F 4003000080 MEx
WOW ER
=2EE [a]
LE 0.30 Hz
GE [a]
BC 1.00

| JL*-J ANL-MCL5-NME—003

12 11 10 ppm

9 8 7 2 1 0
EEERR L

S98



it I I s BRI B e R o B el s B B e o B S A o i T R
N T O AMNON O NOOON-N YO NGO AAMN O — O~ =M ol - ¢ Data P N
NI MAA OO MOU 0w RO Y O s @ Mmoo N O = Current Data Parameters
. . P o S BTl Te = N o h oy OWw [ NAME 512002C3929
O HNOOCDNON OO N O MM OO @ W . “ o e s s e e e s . EXENO 3
MO WWO MO0 N NN A A0~ 0 M 0w [~ oy T o FROCNO 1
A4 A A A A4 A 4 A A A A A A A A A~ A O~~~ =P < L B S I o I | |
L | | [ F2 - Acguisition Parameters
\\ L%A\N.ﬁx\l | zgﬁ%‘f—-f’ / W/ \,f | ‘ ‘ \/ | Date_ 20200221
| Time 16.25 h
INSTRUM Avance
PROBED  Z16373% 0135
FULPROG zgpg3l
D 65536
SOLVENT CDCL3
NS 3000
03 1
SWH 23B09.523 Hz
FIDRES 0.726609 Hz
D 1.3762560 sec
e 101
(@) oW 21.000 usec
DE 6.50 usec
TE 208.2 K
Dl 3.00000000 =ec
COOEt D11 0.02000000 sec
TDO 1
SFO1 100. 6655806 MHz
Br CF3 NUCL 13C
=l 2.67 usec
O Pl B.00 usec
N PLH1 9z, E5739713 W
\ SFOZ 400.3016012 MHz
NUCZ 1H
23 Boc CPDPRG[2 waltz65
PCPD2 90.00 usec
PLWZ 22.47400003 W
PLW12 0.17757000 W
PLWL3 0.08931800 W
F2 — Processing parameters
5I 3z768
SF 100.6555196 MHz
WDW EM
53R 0
18 1.00 Hz
ca 0
BC 1.40
|| I ||JH“ ! . L
ANL-MCL5-NMR-003
I ! I ! I j I ! I j I j I ! I ! I ! I j I !
200 180 160 140 120 100 80 60 40 20 0 ppm

S99



-52.075

I
-40

T
-60

T
-80

T
-100

T
-120

T
-140

5100

T
-160

T
-180

l l
-200 ppm

Current Data Parameters

NAME 51Z002C3929
EXPNC 2
FROCNO 1

FZ - Acgquisition Parameters
Date_ 20200221
Time 12.41 h
INSTRUM Avance
FROBHD £163739_ 0135 (
PULPROG zg

D 131072
SOLVENT CDC13

NS 16

Ds 4

SWH 90%09.094 Hz
FIDRES 1.387163 Hz
A 0.7208%60 sec
RG 101

oW 5.500 usec
DE 6.50 usec
TE 298.2 K
D1 1.00000000 sec
TDO 1
SFO1 376.6206602 MHz
NUC1 19F

Fl 1Z2.00 usec
PLW1 37.434998%3 W
FZ2 - Processing parameters
51 65536

SF 376.6583260 MHz
WDW EM

SEB ]

LB 2.00 Hz
GB ]

EC 1.00

ANL-MCL5-NMR-003



SAMPLE ID: TP-11580-003

ACQ.METHOD: FA- 4.2 MIN GVK BIOSCIENCES PVTLTD Date of Analysis:20-Feb-202022:01:30
Discovery Chemistry-Analytical Services Instrument ID:ANL-MCL5-LCMS-003
512002C3928A 4: Diode Array
265 Range: 1.707e+2
3 Tme  Height Area Area’s
1.Se+2-5 231 e 7 007
‘ 2 200 4036092 104
1.4e+21 251 W84 N4 043
- 259 1606% 233174 006
1.20423 265 170605328 3r77035.75 91.23
.: 275 1999038 4764569 123
f Oes23 29 M WK 0
2 8.0e+1~§ 23 (9:1, dr)
6.0e+13 |
400413
200+13
251 |25
0.05 231 &) [ 210279

||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||

025 050 075 100 125 150 175 200 225 250 275 300 325 350 375 400

5101




QJJM___L

PR _.J_r}k‘*'lll'x._u_ :

12 11 10 9 a8 T 6 &5 4 3 2 1 0 ppm

rj [ |l I
o o | e w2 | o]
@ = | P o | |=—
Wti Lﬁ1f[ |#|Lﬁ| | 1

2,87

.00

5102



. 330

84,332

185,327
T 188
1

60%

136,

—

\

114,271

113,

Bse

283

86.

o
o

i

.087
27.534

— 34

Current Data Parameters

MAME 512002Dp2019
EXPRO 3
FROCRO 1

F2 - Acquisition Parameters

Date_ 20200301

Time 21.33 h
INSTRUM spect
FPROBHD Z116098_ 0317 {
PULPROG zgpg30

0 65536
SOLVENT CDC13

HS 3000

D3 1

SWH 24038.461 Hz
FIDEES 0.733596 Hz
AQ 1.3631438 sec
RG 195.29

oW 20.800 usec
DE .50 usec
TE 298.1 K

o1 3.00000000 sec
D11 0.03000000 sec
puali} 1

SFO1 100. 6228298 MHz
HUC1 13c

Fl 10.00 usec
PLW1 T7.83999634 W
SFO2 400. 13146005 MHz
NUC2 1H
CPODPRG[2 waltzlé
FCFD2 90.00 usec
PLW2 16.430993T76 W
PLW12 0.20286000 w
PLW13 0.10204000 w

FZ - Processing parameters
SI 32768

SF 100. 6127723 MHz
wWow EM

S5E o

LE 2.00 Hz
=B o

PC 1.40

T
140

T
120

T
100

80

5103

ANL-MCL5-NMR—

001



L6911

—=52.210
— =53

AL

O,N

|
O
COOEt
CF3
O
N
Boc

24

Current Data Farameters

HAME 512002p2019
EXFRO 2
FPROCHO 1

F2 - Acquisition Parameters

Date_ 20200301

Time 17.50 h
INSTRUM spect
FROBHD Z116098 0317 |
PULFROG zgflgn

D 131072
SOLVENT coCll

H3 16

D5 1

SWH 892B5.711 Hz
FIDRES 1.3623592 Hz
AQ 0.7340032 sec
RG 195,29

oW 5.600 usec
DE 6.50 usec
TE 29%98.1 K

D1 1.00000000 sec
puali] 1

SFO1 376.4607164 MHz
HUC1 15

Pl 18.00 usec
PLW1 19.85499954 W
F2 - Processing parameters
5I 65536

SF 376.49B3662 MHZ
WO EM

S55B ]

LB 2.00 Hz
GR ]

PC 1.00

ppm

-20

-30

-40

-50

-60

-70

-80

5104

-90

-100

-110

ANTL-MCL5-NMR-001



SAMPLE ID: TP-11580-009
ACQ.METHOD: FA: 4.2 MIN
28022020-104
512002D2018A

5.00+13

4.00+13
3.0e+1:
2.00+1-

1.0e+1

GVK BIOSCIENCES PVT LTD
Discovery Chemistry-Analytical Services

252

2.56
| ¢

Date of Analysis:28-Feb-202020:53:41
Instrument ID:ANL-MCL5-LCMS-003
4: Diode Array

Range: 5.492e+1
Area Area%

Time
212
215
242
248
252
256
262
267

Height
449440
333674
198731
438385

54907612

35681940
103687
129569

719%.74
9555964
3992.26
7930.44
98577175
667850.81
250440
4R35

o.o§

000

043
033
024
047
3.5
3967
0.15
0.15

5105




.

3

T

B
7,027

P T

a4, 424
ok

-

4 o= o W A

b .
e

:,«:-

-
o Uk =

_l_l_l,.."_ll:h.:.:

NN

i

i

12

10

]

i
@

-

T

| |
EIE

6

5

l |
]

-—

5106

4

3

2

o

ppm

Current Data Pacssetsra
LT 51200ZRETAZ
CEFRD 1
FROCHD 1

Fi - Aogoixiblaon Faramstscs
=7 1 2OI00I1LS
Timm 14.23 h
NS THIN e ok
TFOAHD E114098_2317

FOLF RIS =gld

o 2534
SOLTENT CoCl13

'L a

=~ a

E= ] BO1Z.A20 Hx
FIODRES O.ZT44%32 Hx
g 4. DEBAREY mec
= Bi_ 04

=] E2_400 umec
= 4 E- 50 umec
TE I¥W1.2 K
ol 1. OOSI000 mec
Tod 1
SFTL 400. 1324710 HH=
BUCL 1H

il 10000 ume=
TFIE1 1k 4305FFI76 W
Fi - Procssxing paramsbscz
51 E2534

=F 400. 1300031 HH=
WO EM
-] =

LE 2. 30 Hx
(=] =

= i.0aa

ANL-

MCL5-NME-001



[~ o HEMAFOTRDUF-FMNOLS A0 M0 oD

— T e T e = e T i s e e e i T . ™ w — o ™ L= = 4o

- ™M VoA RPTUACoMANDENAOR-MANMTHNOR ™ — O o h oo = [ =
. o mohp ™ SO o o m  OWw

o FFEHNODHNAN ALL NUuOFMmMMM Mo omny + * * + * * £+

oo WVOWINeTr MO NN A 00 u [~ W0 M = - o T M

— HreAA AA AA A A A A A A A oo [~ = - e ™ ™ o [ I

' |

COOEt
CF;
O
F \
Boc
25
T N 10 Y SOOI 0 1

|
200 180 160 140 120 100

5107

Current Data Parameters

NAME 51200286742
EXPNOD 3
FROCHNO 1

F2 - Acguisition Parameters
Date_ 20200216
Time 0.48 h
INSTRIM spect
PROBHD Z1160938_0317 (
PULFROG zgpg3d

jui) 65534
S0LVENT cocll

N3 3000

(] L]
SWH 2403B.461 Bz
FIDRES 0.7335%6 Hz
AQ 1.3631488 sec
RG 195,29

oW 20.800 usec
DE 6.50 usec
1E 29B.1 K
Dl 3.00000000 sec
D1l 0.03000000 sec
100 1
SFO1 100.62282%8 MHz
NUCL 13c

Pl 10. 00 usec
PLW1 77.83900634 W
SFOZ 400.1316005 MHz
NuC2 1H
CPDPRG[2 waltzlé
PCPD2 90. 00 usec
PLWZ 16.43009976 W
PLW1Z 0.202B6000 w
PLW13 0.10204000 w
F2 - Processing parameters
=1 32768

3F 100.612771% MHz
WOW EM
SEB 1]

LB 2.00 Bz
GEB 1]

PC 1.40



uwy h
oh D m T
r~ @ o
oh D e
O ce Current Data Parameters
-'I'f I';" -T' T HAME 512002B6T742
EXPHO 2
Il | \/ FPROCHO 1
l FZ - Acqguisition Parameters
Date 20200215
Time 21.05 h
INSTRUM spect
FROBHD Z116098_ 0317 (
PULPROG zgflgn
O o 131072
SOLNVENT cocl3
HS 16
D3 4
SWH 89285.711 Hz
COOEt FIDRES 1.362392 Bz
(0] aQ 0.7340032 zec
CF3 RG 195.2%
oW 5.600 usec
O DE 6.50 usec
1E 200,86 K
N Dl 1.00000000 sec
F \ DO 1
Boc SFOL 376.4607164 MHZ
HUCL 13F
25 Pl 1E.00 usec
PLW1 19.85409054 w
FZ - Processing parameters
SI 6553
=i 376.49B3662 MHZ
wWoW EM
S55B 1]
LE 2.00 Hz
GB 1]
FC 1.00
I. L A

|
-100

5108

| - | '
-120 -140  ppm
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GVK Biosciences pvt Ltd.
Discovery Chemistry-Analytical Services

SAMPLE ID:TP-11580-008
14022020-128 Date of analysis:  14-Feb-202021:37:03
ACQ.METHOD:FA- 4.2 MIN Instrument [D :ANL-MCL4-LCMS-SQD-1
512002B6741A 4 Diode Array
266 Range: 1.83e+2
1.80+23 Time Height Area Area%
131 12026183 25707405 513
{ fos0] - 176 807245 1528852 030
R 197 601508 881007 0.18
213 73567 1484412 030
140:23 218 182142 2383% 005
20 MTI08  TIZ35% 0.4
128423 242 370021 586657 0.2
257 3ME352  5G0BIZEE 1119
266 182083664 414168050 8260
1.0e+24
; ] 25 (1:8, dr)
< gest
PRE
4.UE+1:§ oc7
A 7 19 21320 9 || J \
00
020 040 060 080 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420
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L T B O s - S O T T T Y = e O e O N |
Lo ==~ o Ty B S e S =
O O S g O D Tl OO O OO O 00 00 O
oy & & & [~ [~ [~~~ &>~~~

0,000

MAME
EXFRD
PROCHD

;currant Data Paramabtar

S1Z2003C543

SIS E=-N']

F2 - Aoquisition Faramatars

5110

Data_ 20200320
&3;$EEF$ch2cﬁﬁ23ﬁh Tima 3330 h
uy ~ W0y o T F L b INSTRUM —
T e PAOBED  Z115470_0231 (
el ol e e e ol Sl ol el el o FULFROG g0

™ e
WW ECLVENT CoC13
T B
0] Da o
SWE 10000, 000 Bz
FIDRES 0.305176 Bz
Ag 3.2767855 =ac
COOEt Riz 1T4.B
W 50. 000 usac
CF, o= ;.50 usac
1= 298.2 B
(0] D1 1. 00000000 sac
N o0 1
Cl \ EFOL 500.1330885 MHz
;“ ¥uC1 1H
26 Boc Fl 10.00 osaco
FLW1 20. 07200050 W
5 B4 B3 B2 B1 80 7.9 7.8 7.7 76 7.5 7.4 7. g omalng P
L L | 5F 500. 1300124 MHz
— -~ - WO EM
-]r-_| E| Fa 588 o
o o = L5 0.30 Hz
ca o
FC 1.00
" 4 |la
12 11 10 g 8 7 6 5 4 3 2 1 0 ppm
AN
=8|~ = =
[ | Ll L= o o |



TP-11580-007

Current Data Parameters

I - NAME 512001C6921
EXPHNO 2
Lo o PROCHO 1
,_.| f"] Lﬂ F2 - Acguisition Parameters
Uy s} Date_ 20200126
1 | Time 1.18 h
INSTRUM spect
\/ | FROEBHD Z119470_0231
PULPROG zgflgn
D 131072
SOLVENT CDoCl3
HNE 16
D3 4
SWH 113636.367 Hz
FIDRES 1.7339%3 Hz
RO 0.5767168 sec
RG 197.72
oW 4.400 uszec
o DE £.50 usec
TE 369.6 K
D1 1.00000000 sec
o0 1
COOEt SFO1 470.5453180 MHz
NUC1 19F
CF3 Pl 15.00 usec
0 PLW1 34.86600113 W
Cl N F2 - Processing parameters
\ 5I E5536
Boc SF 470.5923772 MHz
26 WDW EM
S5B 0
LE 2.00 Hz
GE 0
PC 1.00
LL L
I j I j I ! I j I ! I ! I j I ! I ! I j I j I j I
0 -20 -40 -60 -80 -100 -120 -140 -160 -180 -200 ppm
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TP-11580-007

Current Data Parameters

NAME 512001C6921
AN AN MDD @ N AT 0O~ W EXPNOD 3
OMT IO NMUMONOFONONONEFART TN AT © 0 O o @ PROCNO 1
CyNODOF O ON AN (OO ADSS 3 o] -~ w ® o
oo T T T o AT w It I e o R T T T S A W o o T O T O B B o A T T~ T . - - . - P FZ - Acguisition Parameters
WOWW T =sp= PO NN NN AW m - = [~ o] = Date_ 20200124
A A4 A4 A A A d A A A A A AAAAAA A A O~~~ WO < Fan T A I Time 3.58 h
[— B R | INSTRUM spect
\\W\\ L%ﬂfﬁf—:_f /‘M ‘ | | | \/ PROBED  Z119470_0231 |
i = = PULPROG zagpa 3l
TD £5536
SOLVENT CcoCl3
NS 3000
Ds 4
SWH 29761.904 Hz
FIDRES 0.5908261 H=z
AQ 1.1010048 sec
RG 197.72
oW 16.800 usec
DE 6.50 usec
TE 343.5 K
D1 2.00000000 sec
D11 0.03000000 sec
DO 1
SFO1 125.7703643 MH=z
NUC1 13C
Pl 10.00 usec
PLW1 BE.T7B700256 W
SF02 500.1320005 MH=z
NOC2 1H
CPDPRG[2 waltzléd
PCPD2 80.00 usec
PLW2 20.07200050 W
PLW12 0.31363001 W
PLW13 0.15775000 W
F2 - Processing parameters
51 32768
SF 125.7577959 MH=z
WDW EM
SSB ]
LE 2.00 Hz
GB 0
BC 1.40
lj_ ] | ‘ L.-.'.-J wie J P J Jk ] Al
! I ! I ! I ! l j l ! I ! I ! l j l j l j l j
200 180 160 140 120 100 80 60 40 20 0 ppm
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SAMPLE D: TP-11560:017

ACQMETHOD: 42 MN GVK BIOSCIENCES PVT LTD Dale of Analysis:25~Jan-202014:29:2
201200001 Discavery Chemisty-AnalytcalSenvices Instrument ID:ANL-MCLS-LOMS-03
51200168294 4: Diode Aray
am Range: 1.184¢+2
] e Hegt  Ae A
Ko WM MM
G 2% WK% 0%
MW e 38
1.0e+2: 2T 108 NS
90841
B 0841
70841
Q 6.08+14
ey 26 (4:95, dr)
408+14
308414
208414
0 was N\ L
Q0 020 040 080 080 100 12 14 150 180 200 220 240 260 280 30 40 42
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el R = = T MO U O O A Ty B e e T

WO S ol o) O ) O T o owe MO = e T - - - T .

=SS o h ey 03 el W T = o T o) MU e e O el @ e ront Data Paramaters

00 D e [ [ 0 [~ [~ 0= 0= [ [ [ 0 [ T W o o - = 1 51200106922
E{FRD 1
FROCHO 1
FZ - hoquisition Faramatars
Data_ 20200125
Tima 21.2B h
INSTRLM spact
FROEHD L1154T7T0_0231 |
FULFROZ £g30
n ESSZE
SCLVENT COC12
NE B
03 o
SWH 10000, 000 Hz
FIDRES 0.30517& Hz
A 3.ZTETISS =ac
R B3, Z7
iy 50. 000 usac
DE . 50 usac
TE d52.9 K
ol 1. 00000000 sac
TOa 1
SF0L 500.133088% MHz
NHUCL 1B
Pl 10. 00 usac
FIW1 20. 07200050 W
F2 - Frocassing paramebars
51 ENNZE
5F 500.1300114 HH=z
WowW M
558 o
LA a. 320 Hz
=8 o
BC 1.00

12 11 10 9 6 5 4 3 ppm

g T 2 1
JeE0 g3
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TP-11580-006-001

Current Data Parameters

o e W T~ o T T T s T A T e [ T s T (e O o e IR s 0 =
o A N B e = B B e o RV I T s e o R L e (R U s T 0 WO s D n a - uwr o & ooy (4]
PO A OO =000 OO0~ AD OO0 [~ W uy Oh W oy 0y Lo LT T T e I A T (4]
D e R s I — O o ;Mmoo w O
oo e s QR o R Cu I T I T TR T~ U~ e T T T Tt [ [ [ (R B I — Uy - W (g} o~ S~ N = L]
P e i e I e IR e I A B e T T e T e T e T e O e R e P e R s B — o0~ [~ W = = [0 T oS T I | |
| !
Al Y A Y |
IO
COOEt
0
cl CFs
O O
N
F \
27 Boc
| |l 1_1_1
[ T [ T [ j [ T [ j [
200 180 160 140 120 60
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HAME £12001c68922
EXPHNO 3
PROCHC 1

F2 - Acguisition Parameters
Date_ 20200126
Time 1.11 h
INSTRUM spect
FROBHD Z119470_0231 |
PULPROG zgpg30

gyl 65536
SOLVENT CDCl13

Hs 3000

Ds 4
SWH 29761.904 H=
FIDRES 0.908261 Hz
AQ 1.1010048 szec
RG 197.72

oW 16£.800 usec
DE 6.50 usec
TE 371.7T K
D1 3.00000000 =sec
D11 0.03000000 sec
OO 1
SFO1 125.7703643 MH=
NUC1 13C

Pl 10.00 usec
PLW1 BE.78B700256 W
SFO2 500.1320005 MH=z
NuC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLWZ 20.07200050 W
PLW12 0.31363001 W
PIW13 0.15775000 W
F2 - Processing parameters
51 32768

SF 125.7577935 MH=
WDW EM
S5B 0

LE 2.00 H=z
GE 0

BC 1.40



TP-11580-006-001

Current Data Parameters

- m NAME 512001C6922
EXPHNO 2
- = PROCHO 1
- L] - P
— ol F2 - Aeoguisition Parameters
Ty —l Date_ 20200125
| | Time 21.40 h
INSTRUM spect
FROEHD Z119470_0231 ¢
PULPROG zgflgn
TD 131072
SOLVENT cocl3
HS 16
D3 4
SWH 113636.367 H=
FIDRES 1.733953 H=z
RO 0.5767168 =zec
RG 197.72
oW 4.400 usec
DE 6.50 usec
TE 452.9 K
O D1 1.00000000 sec
oo 1
SFOl 470.5453180 MH=z
NUC1 19F
COOEt Pl 15.00 usec
o PLW1 34.86600113 W
Cl CF3 ;
F2 - Processing parameters
(o) 5I E5536
SF 470.5923772 MH=z
F N WOW EM
\B S5B 0
ocC LB 2.00 Hz
27 GB 0
BC 1.00
I j I j l ! l ! I ! l ! l j I j l ! I j I j I ! I
0 -20 -40 -60 -80 -100 -120 -140 -160 -180 -200 ppm
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GVK Biosciences pvt Ltd.
Discovery Chemistry-Analytical Services

SAMPLE ID:TP-11580-006-001
25012020-069 Date of analysis:  25-Jan-202019:10:13
ACQ.METHOD:FA- 4.2 MIN Instrument ID :ANL-MCL4-LCMS-SQD-1
512001C6977A 4: Diode Array
270 Range: 1.208e+2
1 Time Height Area  Area%
12840 119 020884 2437083  1.15
T 219 24747 33721 0.7
E 204 145763 179642 0.8
] 23 200570 272205 0.3
1.08+23 235 16695 335254 0.1
; 266 157348 197365 0.9
] 268 2100465 2326794 110
8.0+ 270 120569312 2026757.38 95.80
] 280 1841069 2671009 126
] 283 7417 106252 0.5
K 5-9"*“2 27 (9:1, dr)
40841
208413 ‘
E 26
I 119 2.19 23235 § (%E“,zea

B LAY AL LA LA LAY Al A Mkt LA M LU Mo LA ) LAY UAR) LA LA LAY Gl LAY A AL MAARR R M ML L] LAY A g AL A Al Lk B M R M L
020 040 060 080 100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 42
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EtOOC
) CFy Na,COs, DMSO \QN/N\
N RT, 20 - 30 min COOEt
N +

4a(intermediate)

Scheme for pyrazolone derivative intermediate synthesis (4a).(ESI-MS calcd for Ca5H31FsN3Os [M+H]+, 574.21; found 574.25)

GWHK Bioscences pvt.Lud.
Discowvery Chemistry-Analytical Services:

TP-11580-041 4002 Imnstrument ID ANL-MCLA-1L CMS-SOD-1
E1ZDORATET 34 B0 [2.204) B 1z Scam £5:
P E74.35 4.C8aT
\Q\ /N\
N 1147 48
CF;
o] N 114845
\
Boc
4a
g
148,47
474 20 ress 1150.50
10531 340 9 518 e R Foo a9 1120925 15948
- - 21415 09591308 .50 = 218 N Er4.33 A eare 40,18 B90.59 1pagEs e [:-1.7:-“-:-25
abo o ado U Eho o T abo ' ako ' ado ' eko U sbo ' sko o ' ado U wbo ' wEo " @bo ' ako ' odo ' ok ' igo0 ¢ i0s0 ' iioo ' aiso
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CF 0
o Na,COs, DMSO
RT, 20 - 30 min
0] »
N +
\
Boc (0]
1a 15

19a(intermediate)

Scheme for indanone derivative intermediate synthesis (19a).(ESI-MS calcd for C27H24FsNNaO7 [M+Nal+, 554.13; found 554.23)

GVE Biosciences pvt.Lid.
Discowvery Chemistry-Analytical Services

TR-11580-01-INT Instrument ID :ANL-MCLA-1 CMS-SQD-1
E1Z00SCA02TA O7 {2.451) o I Scan 5.
100+ 432 2 EicG

<«— | [M-Boc]H*=432.1

[M+Na]" =554.13

E54.23
ATEIS
55 20
580.25
11245 17218 13419 187724 o o] [B5E14
215 17218 sos 1 = EE P T o .
N FCEEPIBRAE o oo TEAL e | emm gomqs 718 TEAID BIEST oo 4 S3452 gogos B34S
) .
1o T ada T aba U T mbm ' aba ' @dn U abo U abo U ebo ' msn | ebo U eka ' Fha ' FEn U mdo ' eko ' obo U ehkn T wdoo




Single Crystal XRD Experiments:

The single crystal XRD data collection and data reduction were performed using CrysAlis PRO on a single crystal Rigaku Oxford XtaLab Pro
diffractometer. The crystals were kept at 93(2) K during data collection using CuKo. (A = 1.54184 A) radiation. Using Olex2 [1], the structure was
solved with the ShelXT [2] structure solution program using Intrinsic Phasing and refined with the ShelXL [3] refinement package using Least
Squares minimisation.

Single Crystal structure, Cell parameters and structure data of the compound-3:

The crystals of the compound-3 obtained as colourless plates from ethanol solution. The compound-3 (C2sH2sF3N30Os) crystallised in
monoclinic P2; space group. The ORTEP crystal structure diagram of the compound is given in the figure 1.

Figure 1: ORTEP diagram of compound-3. The thermal ellipsoids are drawn at 50 % probability level. [CCDC 2011158]

5120



5121




Table 1 Crystal data and structure refinement for compound-3.

Identification code
Empirical formula
Formula weight
Temperature/K
Crystal system
Space group

alA

b/A

c/A

o/°

pre

V/°

Volume/A®

Z

Pcalcglcm3

w/mm*

F(000)

Crystal size/mm?3
Radiation

exp_586-11580-015 Repeat
C2sH26F3N30s
557.52

93(2)

Monoclinic

P21

8.85320(10)
13.7373(2)
11.5286(2)

90

107.761(2)

90

1335.27(4)

2

1.387

0.954

580.0

0.15 x 0.1 x 0.03
CuKoa (A =1.54184)

20 range for data collection/®8.052 to 159.162

Index ranges

Reflections collected
Independent reflections
Data/restraints/parameters
Goodness-of-fit on F2
Final R indexes [[>=2c (I)]
Final R indexes [all data]

-8<h<10,-17<k<16,-14<1<13
8109

4987 [Rint = 0.0277, Rsigma = 0.0419]
4987/1/366

1.095

R1 =0.0330, wR2 = 0.0885
R1=0.0341, wR2, = 0.0893

Largest diff. peak/hole / e A©0.17/-0.22
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Flack parameter

-0.09(9)

Table 2 Fractional Atomic Coordinates (x10%) and Equivalent Isotropic Displacement Parameters (A2x10%) for compound-3. Ueq is

defined as 1/3 of of the trace of the orthogonalised U, tensor.

Atom X
F1
F3
F2
06
04
01
03
05
02
N3
N1
N2
C2
C20
C23
Cl11
C8
C28
Cl4
C19
Cc7
Cc21

5270.4(19)
6653(2)
4322.7(19)
6051.5(19)
2942(2)
7144(2)
8175(2)
5609(2)
5682(2)
8729(2)
4399(2)
9949(2)
3651(3)
7508(3)
8894(3)
6708(3)
5428(3)
7640(3)
4222(3)
7865(3)
5828(3)
9428(3)

6773.8(12)
7915.3(11)
7585.6(12)
4752.3(12)
4630.0(15)
4908.7(14)
7321.4(14)
4810.8(15)
7085.5(15)
4686.3(15)
5005.1(15)
5364.9(17)
5459.4(17)
5103.1(18)
3739.6(18)
6988.2(18)
5481.0(17)
3081.8(19)
4789.0(18)
6023.2(17)
5099.2(18)
6175.3(18)
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7362.6(14)
6902.2(16)
5698.0(16)
6303.3(14)
1304.1(15)
4186.8(15)
4967.2(16)
1821.6(15)
3738.2(17)
7780.8(18)
3256.1(17)
8143.4(18)
4942(2)
6929(2)
8283(2)
4699(2)
5339(2)
7927(2)
2027(2)
6709(2)
4200(2)
7500(2)

27.0(3)
29.9(4)
30.3(4)
16.7(3)
23.7(4)
21.6(4)
21.9(4)
24.1(4)
26.5(4)
16.7(4)
16.4(4)
19.9(4)
16.4(4)
15.6(4)
17.9(5)
19.3(5)
15.7(4)
20.2(5)
16.9(4)
16.4(5)
16.7(4)
18.6(5)



C1 3099(3) 5180.8(17) 3722(2) 16.1(4)

C10 5646(3) 7185.0(19) 6431(2) 21.9(5)
C4 991(3) 5475(2) 5028(2) 21.9(5)
C24 10324(3) 3469(2) 9139(2) 23.8(5)
o 6434(3) 6454.7(18) 5792(2) 17.0(5)
Cc5 453(3) 5232(2) 3803(2) 22.5(5)
C6 1489(3) 5067.0(19) 3124(2) 21.1(5)
Cc3 2603(3) 5590.1(18) 5609(2) 20.0(5)
c22 10492(3) 7041(2) 7661(2) 25.1(5)
c27 7820(3) 2157.6(19) 8423(2) 23.0(5)
Cc15 5720(3) 4579(2) 592(2) 28.2(6)
C26 9239(3) 1875(2) 9264(2) 26.9(6)
C25 10473(4) 2537(2) 9618(3) 29.6(6)
C13 10286(4) 8119(2) 4473(3) 30.4(6)
C12 8554(3) 7870(2) 3999(3) 28.6(6)
C17 5207(4) 3535(3) 269(3) 38.4(7)
C16 4755(4) 5306(3) -332(3) 41.3(8)
C18 7485(4) 4705(3) 788(3) 43.7(9)

Table 3 Anisotropic Displacement Parameters (A?x10%) for compound-3. The Anisotropic displacement factor exponent takes the form:
-2n’[h%a*2U11+2hka*b*Us2+...].

Atom Uu Uz Uss Uzs Uis U

F1 30.3(8) 28.2(8) 28.4(8) -6.2(7) 17.7(6) 22.2(7)
F3 29.8(8) 18.4(7) 43.4(9) -11.2(7) 14.1(7) -4.3(6)
F2 23.5(8) 24.7(8) 42.6(10) -0.8(7) 10.2(7) 8.0(6)
06 14.1(7) 17.7(8) 17.5(7) 2.0(6) 3.7(6) -1.6(6)
04 16.4(8) 34.0(10) 19.4(8) -3.5(8) 3.8(6) -0.4(7)
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o1
03
05
02
N3
N1
N2
C2
C20
C23
Cl1
C8
C28
Cl4
C19
C7
C21
C1
C10
C4
C24
C9
C5
C6
C3
C22
C27
C15
C26

13.1(8)

19.1(9)

16.9(8)

23.7(9)

16.4(9)

12.4(9)
16.1(10)
14.9(11)
12.4(10)
20.3(12)
17.6(11)
15.1(11)
19.6(12)
17.3(10)
15.6(11)
15.2(11)
19.3(12)
14.1(11)
19.2(12)
18.6(12)
19.5(12)
15.2(11)
13.3(11)
17.0(11)
18.0(11)
21.9(13)
28.3(13)
25.3(13)
33.1(15)

30.8(10)

25.0(9)
38.8(11)
27.5(10)

15.7(9)
20.7(10)
23.7(10)
15.1(10)
19.1(11)
18.7(12)
18.2(12)
15.7(11)
21.0(12)
16.4(11)
17.7(11)
16.9(11)
19.0(11)
16.6(11)
18.5(12)
23.1(12)
26.3(13)
17.5(11)
28.1(13)
25.4(13)
21.3(12)
26.4(13)
18.5(12)
45.5(17)
22.4(13)

21.9(8)

22.6(9)

18.8(8)

24.7(9)

17.0(9)

17.0(9)

18.8(9)
20.1(11)
15.6(10)
15.5(10)
22.2(11)
16.9(10)
19.5(11)
18.1(10)
16.8(11)
17.9(11)
17.6(11)
19.8(11)
28.7(13)
28.1(12)
22.6(12)
18.6(11)
27.8(13)
21.9(11)
22.4(12)
24.6(12)
20.8(11)
17.4(12)
23.7(12)
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-2.2(8)
5.1(7)
-4.7(8)
5.8(8)
0.2(8)
-2.2(8)
-2.3(8)
2.7(9)
-1.6(9)
-0.6(9)
1.2(9)
2.6(9)

-0.2(10)

-1.1(9)
-0.9(9)
-1.1(9)
-2.1(9)

1.7(9)

-3.0(10)
-2.5(10)

1.4(10)
0.4(9)

-0.9(10)
-1.2(10)
-2.4(10)
-1.3(11)

0.0(10)

-7.9(12)

3.2(10)

7.0(6)
7.7(7)
9.0(6)
2.1(7)
3.7(7)
5.9(7)
3.7(8)
6.5(9)
4.9(8)
6.7(9)
6.3(9)
5.7(8)
5.2(9)
7.0(8)
6.3(9)
4.9(9)
5.9(9)
8.5(9)
8.4(10)
13.4(10)
1.8(10)
5.8(9)
8.9(9)
7.4(9)
8.6(9)
3.6(10)
5.2(10)
11.9(10)
6.5(11)

2.1(7)
-4.5(7)
-1.6(8)
-2.8(8)
-1.6(7)
-1.2(7)
-3.6(8)

1.2(9)
-1.3(8)

0.9(9)

0.3(9)

2.8(9)
-0.5(9)

0.0(9)
-1.1(9)
-2.2(8)
-2.7(9)

0.39)
-2.2(9)
0.4(10)
0.1(10)
-0.2(9)
-0.7(9)

-0.5(10)

0.2(9)

-7.3(10)
-2.5(10)
-1.4(12)

3.6(11)



C25
C13
C12
C17
Cl16
C18

Table 4 Bond Lengths for compound-3.
Atom Atom

F1
F3
F2
06
06
04
o1
03
03
05
05
02
N3
N3
N3
N1

C10
C10
C10
C20
C8

Ci14
C7

Cl1
C12
C14
C15
Cl1
N2

C20
C23
C14

Length/A

26.3(14)
31.8(16)
30.4(14)
33.8(16)
43.1(18)
26.3(15)

1.342(3) C20
1.342(3) C23
1.336(3) C23
1.359(3) C11
1.472(3) C8
1.204(3) C8
1.198(3) C28
1.322(3) C19
1.468(3) C19
1.320(3) C21
1.484(3) C1
1.206(3) C10
1.391(3) C4
1.346(3) C4
1.413(3) C24
1.409(3) C5

Atom Atom

C19
C28
C24
C9
Cc7
C9
C27
C21
C9
C22
C6
C9
C5
C3
C25
C6

31.1(15)
29.5(14)
31.0(14)
48.7(19)
56(2)
81(3)

Length/A

1.346(3)
1.393(4)
1.397(4)
1.540(3)
1.552(3)
1.603(3)
1.382(4)
1.422(3)
1.502(3)
1.493(4)
1.390(3)
1.532(3)
1.387(4)
1.388(4)
1.385(4)
1.393(3)

26.0(13)
35.0(15)
26.2(13)
36.1(16)
29.0(14)
29.9(14)
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5.8(11)
4.9(12)
9.0(12)
-16.7(14)
10.2(15)
-17.0(17)

0.1(11)
17.7(12)
11.2(11)
15.5(14)
16.4(14)
17.3(12)

3.8(11)
-7.5(12)
-7.1(12)

1.3(14)
-1.6(16)
-7.7(17)



N1
N1
N2
C2
C2
C2

Cc7
C1
C21
C8
C1
C3

1.401(3) C27
1.432(3) C15
1.339(3) C15
1.499(3) C15
1.394(3) C26
1.385(3) C13

Table 5 Bond Angles for compound-3.

Atom Atom Atom

C20
Cl1
Cl4
N2
C20
C20
Ci14
C7
C7
C21
C1
C3
C3
N3
C19
C19
C28
C28

06
03
05
N3
N3
N3
N1
N1
N1
N2
C2
C2
C2
C20
C20
C20
C23
C23

C8
C12
C15
C23
N2
C23
Cl
C14
Cl
N3
C8
C8
Cl
06
06
N3
N3
C24

C26 1.388(4)
C17 1.517(5)
C16 1.519(5)
C18 1.519(4)
C25 1.384(4)
C12 1.502(4)
Angle/* Atom Atom Atom
103.64(17) 01 C7 C8
115.8(2) N1 C7 C8
120.16(19) N2 C21 Ci19
121.3(2) N2 C21 C22
108.13(19) C19 C21 C22
130.6(2) C2 Cl1 N1
123.91(19) C6 C1 N1
126.67(19) C6 C1 C2
109.41(18) F1 C10 F3
106.64(19) F1 C10 C9
109.0(2) F3 C10 C9
130.2(2) F2 Cl10 F1
120.5(2) F2 C10 F3
131.1(2) F2 C10 C9
118.2(2) C5 C4 C3
110.8(2) C25 C24 C23
120.2(2) C11 C9 Cs8
120.3(2) C19 C9 Ci1

Angle/*

123.9(2)

107.65(18)

109.6(2)
119.7(2)
130.6(2)
110.5(2)
128.0(2)
121.5(2)
106.7(2)
111.7(2)
109.9(2)
107.2(2)
107.1(2)
113.9(2)
120.2(2)
118.9(3)

109.92(19)
116.98(19)
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C24 C23
03 Cl11
02 Cl11
02 Cl11
06 C8
06 C8
06 C8
C2 C8
C2 C8
Cr C8
C27 C28
04 Cl4
04 Cl4
05 Cl4
C20 C19
C20 C19
C21 C19
o1 Cv

N3
C9
03
C9
C2
C7
C9
C7
C9
C9
C23
05
N1
N1
C21
C9
C9
N1

119.5(2) C19
111.2(2) C19
126.0(2) C10
122.8(2) C10
109.50(18) C4
106.22(18) C1
106.16(18) C2
102.94(18) C28
122.88(19) O5
108.07(18) O5
119.5(2) O5
127.6(2) C17
121.8(2) C17
110.61(19) C18
104.8(2) C25
107.9(2) C26
147.2(2) O3
128.4(2)

C9
C9
C9
C9
C5
C6
C3
c27
C15
C15
C15
C15
C15
C15
C26
C25
C12

C8

C10
Cl1
C8

C6

C5

C4

C26
C17
C16
C18
C16
C18
C16
c27
C24
C13

99.52(19)
109.29(19)
106.9(2)
114.45(19)
122.0(2)
117.0(2)
118.7(2)
120.8(3)
109.6(2)
110.0(2)
101.4(2)
112.8(3)
111.2(3)
111.2(3)
119.1(3)
121.3(3)
106.5(2)

Table 6 Hydrogen Atom Coordinates (Ax10%) and Isotropic Displacement Parameters (A2x10%) for compound-3.

Atom
H28
H4
H24
H5
H6
H3

X
6667.44
255.21
11179.52
-656.38
1111.32
2981.03

y
3267.28

5562.93
3917.49
5177.38
4884.58
5755.35
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YA
7346.42
5470.86
9387.64
3413.72
2290.69
6448.89

U(eq)

24
26
29
27
25
24



H22A 11433.85 6937.95 8365.27 38

H22B 9925.04 7621.31 7796.67 38
H22C 10816.82 7131.17 6928.33 38
H27 6961.91 1710.44 8186.37 28
H26 9362.27 1234.97 9592.64 32
H25 11442.25 2348.2 10200.14 36
H13A 10561.94 8563.48 3904.38 46
H13B 10917.31 7522.52 4554.01 46
H13C 10509.67 8433.31 5271.05 46
H12A 7906.78 8470.19 3804.83 34
H12B 8336.63 7470.52 3251.25 34
H17A 5789.49 3103.65 932.23 58
H17B 5434.42 3351.61 -482.19 58
H17C 4066.59 3474.18 148.66 58
H16A 3623.63 5209.5 -437.91 62
H16B 4956.94 5207.95 -1113.57 62
H16C 5060.33 5969.14 -41.24 62
H18A 7802.5 5368.84 1070.91 66
H18B 7712.09 4590.61 18.89 66
H18C 8077.98 4237.84 1400.22 66

Crystal structure determination of compound-3

Crystal Data for CasH2sF3N3Os (M =557.52 g/mol): monoclinic, space group P2: (no. 4),a= 8.85320(10) A, b= 13.7373(2) A, ¢ =
11.5286(2) A, p = 107.761(2)°, V = 1335.27(4) A%, Z = 2, T = 93(2) K, u(CuKo) = 0.954 mm?, Dcalc = 1.387 g/cm?®, 8109 reflections measured
(8.052° <20 < 159.162°), 4987 unique (Rint = 0.0277, Rsigma = 0.0419) which were used in all calculations. The final Ry was 0.0330 (I > 25(1))
and wR> was 0.0893 (all data).
Refinement model description

Number of restraints - 1, number of constraints - unknown.
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Details:
1. Fixed Uiso
At 1.2 times of:
All C(H) groups, All C(H,H) groups
At 1.5 times of:
All C(H,H,H) groups
2.a Secondary CH2 refined with riding coordinates:
C12(H12A,H12B)
2.b Aromatic/amide H refined with riding coordinates:
C28(H28), C4(H4), C24(H24), C5(H5), C6(H6), C3(H3), C27(H27), C26(H26),
C25(H25)
2.c ldealised Me refined as rotating group:
C22(H22A,H22B,H22C), C13(H13A,H13B,H13C), C17(H17A,H17B,H17C), C16(H16A,H16B,
H16C), C18(H18A,H18B,H18C)
This report has been created with Olex2, compiled on 2018.05.29 svn.r3508 for OlexSys.
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Single Crystal XRD Experiments:

The single crystal XRD data collection and data reduction were performed using CrysAlis PRO on a single crystal Rigaku Oxford XtaLab Pro
diffractometer. The crystals were kept at 93(2) K during data collection using CuKo. (A = 1.54184 A) radiation. Using Olex2 [1], the structure was
solved with the ShelXT [2] structure solution program using Intrinsic Phasing and refined with the ShelXL [3] refinement package using Least
Squares minimisation.

Single Crystal structure, Cell parameters and structure data of compound 22:

The crystals of the compound-22 obtained as colourless plates from ethanol solution. (C27H21CIF3NO7) crystallised in monoclinic P21/n space
group. The ORTEP crystal structure diagram of the compound is given in the figure 2.

Figure 2: ORTEP diagram of compound compound-22. The thermal ellipsoids are drawn at 50 % probability level. [CCDC 2011157]
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Cyclopropane ring Bond angles: C8-C9-C10, C9-C10-C8, C10-C8-C9 are 62.78(13), 58.11(13), 59.12(13)° respectively.
Cyclopropane bond lengths: The C8-C9, C9-C10 and C8-C10 bond lengths are 1.509(3), 1.526(3)and 1.581(3) A respectively.

C=0 bond lengths: C7=01, C12=02, C15=04, C20=06, C21=07 are 1.197(3), 1.202(3), 1.196(3), 1.205(3), 1.210(3) A respectively.
F-C-F bond angles: F1-C11-F2, F1-C11-F3 and F2-C11-F3 are 105.11(18), 110.14(18) and 104.52(19)° respectively.

C-F bond distance: C11-F1, C11-F2 and C11-F3 are 1.313(3), 1.363(3), and 1.331(3)A respectively.

Table 1 Crystal data and structure refinement forcompound-22.

Identification code exp_576_THIRUPATHI
Empirical formula Co7H21CIFsNO7
Formula weight 563.90
Temperature/K 93(2)

Crystal system monoclinic

Space group P21/n

alA 13.5978(2)

b/A 14.6190(2)

c/A 13.9308(2)

a/° 90

/e 117.095(2)

v/° 90

Volume/A3 2465.33(7)

z 4

Pealcglem? 1.519

w/mm™? 2.024

F(000) 1160.0

Crystal size/mm?® 0.1 x 0.05 x 0.05
Radiation CuKa (A =1.54184)

20 range for data collection/°7.532 to 159.27
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Index ranges -16<h<9,-16<k<18,-17<1<17
Reflections collected 16651

Independent reflections 5206 [Rint = 0.0374, Rsigma = 0.0354]
Data/restraints/parameters ~ 5206/0/356

Goodness-of-fit on F2 1.101

Final R indexes [[>=2c (I)] Ri1=0.0542, wR2 = 0.1559

Final R indexes [all data] R1 = 0.0584, wR> = 0.1594

Largest diff. peak/hole / e A 0.68/-0.53

Table 2 Fractional Atomic Coordinates (x10%) and Equivalent Isotropic Displacement Parameters (A?x10%) for compound-22. Ueq is
defined as 1/3 of of the trace of the orthogonalised U, tensor.

Atom X y z U(eq)

cl1 5628.3(6) 8106.2 (4) 6969.1(5) 41.18(19)
F1 6690.5(11) 6023.8(9) 1899.6 (10) 30.0(3)
F3 5430.1(12) 7040.4(11) 1630.3(11) 41.1(4)
07 8106.5(12) 6944.9(10) 5829.1(12) 25.2(3)
F2 7091.5(15) 7438.8(11) 2086.8(12) 44.6(4)
03 8145.4(12) 7863.3(10) 4118.7(13) 26.2(3)
02 6479.1 (13) 8340.1(11) 3910.9(13) 30.2 (4)
06 7154.0(14) 4569.1(11) 3219.2(13) 32.7(4)
05 3321.3(13) 4496.0(12) 2067.3(14) 33.3(4)
04 2624.6(15) 5001.9(14) 3160.9(17) 44.4(5)
o1 5048.7 (14) 5352.4 (14) 2185.1 (14) 39.5(4)
N1 4325.7(14) 5479.4(12) 3406.0(14) 22.2 (4)
Cc22 8877.3(16) 5478.3(14) 5783.1(16) 21.4(4)
C23 8596.2 (16) 4795.4 (14) 5007.4 (16) 21.3(4)
c21 8078.8(16) 6236.8(14) 5367.4 (16) 20.7 (4)
C20 7592.5(16) 5045.3(14) 4008.4 (17) 22.5(4)



C1 4570.2(17) 6043.2(14) 4316.0(16) 22.
C10 7232.4(16) 5990.3(14) 4219.4 (16) 21.
C12 7092.6(17) 7760.9(15) 3882.1(16) 24.
C15 3330.2(17) 4971.7(14) 2874.4(18) 24.
C24 9229.1(18) 4003.1(15) 5203.8(18) 25.
C2 5523.8(17) 6561.7(15) 4568.6(16) 23.
C9 6709.9(16) 6790.3(14) 3450.0(16) 21.
C8 5984.1(16) 6271.4(14) 3819.8(16) 22.
C27 9809.2(17) 5407.9(15) 6778.2(17) 24.
Cc7 5104.2(17) 5634.9(16) 3014.7(17) 25.
C3 5858.1(18) 7205.4(16) 5393.5(18) 28.
Cé6 3975.5(19) 6122.1(16) 4902.4(19) 28.
C25 10158.1(18) 3929.5(16) 6197.2(19) 28.
C26 10449.0(17) 4623.2(17) 6970.7(18) 28.
C11 6469.8(18) 6788.7(16) 2257.3(18) 27.
C4 5251.0(19) 7281.3(16) 5964.7(18) 28.
C5 4338 (2) 6740.8 (16) 5747.4(19) 31.
C13 8593 (2) 8791.8(16) 4353 (2) 31.
C16 2271.3(18) 4100.6(17) 1226.0(19) 31.
Cl4 9628 (2) 8775.9(18) 4225(2) 36.
C17 1828 (2) 3382 (2) 1707 (2) 40.
C19 2661 (2) 3654 (2) 464 (2) 48.
C18 1483 (3) 4861 (2) 679 (3) 57.

Table 3 Anisotropic Displacement Parameters (A?x10°%) for compound-22. The Anisotropic displacement factor exponent takes the
form: -2a%[h?a*2U1+2hka*b*U1o+...].
Atom Un U2 Uss Uzs Uis U2
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C26
Cl1
C4

C5

C13
Cl6
C14
C17
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C18

21.
27.
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35.
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36.
44,
44,
46.
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64.
56.

Table 4 Bond Lengths for compound-22.
AtomAtom Length/A

cil
F1

F3

o7
F2

03
03
02
06
05
05
04
o1
N1

C4

Cl1
Cl1
C21
Cl1
C12
C13
C12
C20
C15
C16
C15
C7

C1

1.

R e e = e T = T = S S =

.313(
.331(
.210(
.363(
.323(
L462 (
.202 (
.205(
317 ¢
L4917 (
.196(
197 ¢(
419 (

738 (
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3)
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3)
3)
3)
3)
3)
3)
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3)
3)
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N1

N1

C22
C22
C22
C23
C23
C21

C15
Cc7

C23
C21
C27
C20
C24
C10

e e

421(3) Cb6
412(3) C25
391(3) C4
473(3) C13
392(3) C16
484 (3) C16
394 (3) Cl16
528 (3)

C5

C26
C5

Cl4
C17
C19
C18

Table 5 Bond Angles for compound-22.

Atom Atom Atom

Ci12
C15
C1
C7
C7
C23
C23
C27
C22
C22
C24
o7
o7
C22
06
06

03
05
N1
N1
N1
C22
C22
C22
C23
C23
C23
C21
C21
C21
C20
C20

C13
C16
C15
Cl

C15
C21
C27
C21
C20
C24
C20
C22
C10
C10
C23
C10

Angle/*

116.98
120.60
123.31
109.85
125.90
110.01

128.37
111.21
121.16
127.62
126.57
125.74
107.63(

Atom Atom Atom

e e e

.385
.399
.384
.497
.511
.531
.490

W DWW
—_— = — — ~— ~— ~—

Cl0 C9 C11
Cl2 C9 Cl1
c8 C9 C10
cC8 C9 C12
C8 C9 Cl
cC2 C8 C10
cC2 C8 (9
c2 C8 C7
c9 C8 C10
c9 C8 C7
Cr C8 C10
C26 C27 C22
01 C7 N1
01 C7 C8
N1 C7 C8
C4 C3 C2

Angle/*
123.96(
106.95(

62.78(
119.20(
121.14(
123.32(
129.74 (
104.32(

59.12(
118.09¢(
117.17(



C23 C20 Ci0 106.18(17) C5 C6 C1 118.5(2)
C2 Cl1 N1 110.61(17) C24 C25 C26 121.4(2)
C6 Cl1 N1 127.6(2) C27 C26 C25 121.1(2)
C6 Cl1 C2 121.8(2) F1 C11 F3 110.14(18)
C21 C10 C20 104.96(16) F1 Cl11 F2 105.11(18)
C21 C10 cCs8 118.90(16) F1 Cl1l1 C9 115.96(18)
C20 C10 cs8 123.39(17) F3 Cl1 F2 104.52(19)
C9 Ci10 c21 116.25(17) F3 Cl1l1 C9 110.32(18)
C9 C10 cC20 129.88(17) F2 Cl1l1 C9 110.08(17)
C9 C10 cs8 58.11(13) C3 C4 CIh 118.86(19)
03 C12 C9 109.69(17) C5 C4 CIh 118.59(17)
02 C12 O3 126.9(2) C5 C4 C3 122.5(2)
02 C12 C9 123.17(19) C4 C5 C6 119.7(2)
05 C15 N1 110.92(17) O3 C13 C14 106.09(19)
04 C15 05 127.4(2) O5 Cl6 C17 110.70(19)
04 C15 N1 121.7(2) O5 C16 C19 101.55(18)
C25 C24 C23 117.4(2) C17 Cl6 C19 110.2(2)
Cl1 C2 Cs8 107.67(18) C18 Cl16 05 108.7(2)
C3 C2 C1 119.33(19) C18 Cl16 C17 113.9(2)
C3 C2 C8 133.0(2) C18 Cl6 C19 111.0(3)
Cl10 C9 cC12 117.80(16)

Table 6 Hydrogen Atom Coordinates (Ax10%) and Isotropic Displacement Parameters (A?x10%) for compound-22.

Atom X y z U(eq)

H24 9032.93 3531.97 4678.95 31
H27 10000.27 5877.24 7304.59 30
H3 6484.45 7582.3 5560.92 34
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H6 3336.03 5760.12 4727.25 34

H25 10605.31 3397 6354.61 34
H26 11094.86 4556.81 7638.94 34
H5 3961.27 6793.84 6175.81 38
H13A 8759.15 8969.36 5097.46 38
H13B 8057.22 9233.99 3844.92 38
H14A 9445.03 8622.95 3477.68 55
H14B 10134.64 8315.34 4709.67 55
H14C 9980.29 9378.86 4404.2 55
H17A 2406.21 2930.29 2096.64 61
H17B 1192.19 3077.25 1129.15 61
H17C 1598.92 3673.28 2206.38 61
H19A 2991.63 4120.22 194.88 72
H19B 2029.35 3374.41 -143.92 72
H19C 3211.76 3182.96 854.62 72
H18A 1197.3 5099.51 1160.78 86
H18B 869.09 4632.09 16 86
H18C 1865.43 5350.4 502.17 86

Crystal structure determination of compound-22

Crystal Data for Co7H21CIF3NO7 (M =563.90 g/mol): monoclinic, space group P2i/n (no. 14), a= 13.5978(2) A, b = 14.6190(2) A, ¢ =
13.9308(2) A, p=117.095(2)°, V = 2465.33(7) A3, Z = 4, T = 93(2) K, p(CuKa) = 2.024 mm, Dcalc = 1.519 g/cm®, 16651 reflections measured
(7.532° <20 < 159.27°), 5206 unique (Rint = 0.0374, Rsigma = 0.0354) which were used in all calculations. The final Ry was 0.0542 (I > 2o(1))
and wR2 was 0.1594 (all data).

Refinement model description

Number of restraints - 0, number of constraints - unknown.
Details:
1. Fixed Uiso
At 1.2 times of:
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All C(H) groups, All C(H,H) groups
At 1.5 times of:
All C(H,H,H) groups
2.a Secondary CH2 refined with riding coordinates:
C13(H13A,H13B)
2.b Aromatic/amide H refined with riding coordinates:
C24(H24), C27(H27), C3(H3), C6(H6), C25(H25), C26(H26), C5(H5)
2.c ldealised Me refined as rotating group:
C14(H14A H14B,H14C), C17(H17A,H17B,H17C), C19(H19A H19B,H19C), C18(H18A,H18B,
H18C)

This report has been created with Olex2, compiled on 2018.05.29 svn.r3508 for OlexSys.

S141



References

1. Dolomanov, O.V., Bourhis, L.J., Gildea, R.J, Howard, J.A.K. & Puschmann, H. (2009), J. Appl. Cryst. 42, 339-341.
2. Sheldrick, G.M. (2015). Acta Cryst. A71, 3-8.
3. Sheldrick, G.M. (2015). Acta Cryst. C71, 3-8.

$142



