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General Information:

All the chemicals were commercially available and procured from companies like Aldrich,
Spectrochem (India), S. D. Fine (India), combi-block, fluorochem, matrix and Avra (India) and have
been carried forward without further purification. Solvents used in the present study are dried before
prior use whenever required. Precoated TLC silica gel plates (Kieselgel 60 F254, Merck) were used
for monitoring reactions. Purification was performed by column chromatography using silica gel
(Particle size 60-120 mesh, Merck). Melting points were determined in open capillary tubes on cintex
melting point apparatus and are uncorrected. IR (KBr) spectra were recorded on Perkin-Elmer FT/IR-
4000 using ATR (vmax in cm-1) in the frequency range of 600-4000 cm-1. 1H NMR and 13C NMR
spectra were recorded in CDCIls/DMSO-d6 on a Bruker DRX-400 (400 MHz FT NMR). Chemical
shifts are presented in 6 ppm employing TMS as internal reference. Splitting patterns were reported as

s, singlet; d, doublet; t, triplet; g, quartet; m, multiplet; br, broad.



Pd/C, H,, EtOH
RT, 24h

.

Step 6

Experimental procedure for the preparation of ethyl 3-(3-(7-hydroxy-2,2-dimethylchroman-6-
yl)isoxazol-5-yl)-2-pivalamidopropanoate (6a): To a stirred solution of compound 8a (70 mg,
0.131mmol) in ethanol (10 ml), 10% Pd/C (30 mg) was added and stirred at room temperature for 24
h under hydrogen atmosphere (30 psi). The progress of the reaction was monitored by TLC analysis
(20% ethyl acetate/pet ether). After completion of the reaction, the reaction mixture was filtered
through celite bed and washed the celite bed with ethanol twice (2x10 ml). Combined organic layers
were concentrated under reduced pressure to give the crude compound which was purified by Prep
TLC to give compound 11 (50 mg, 86%); MR: 155-158°C; IR (KBr, cm™): 3380, 2973.4, 2932, 2867.3,
1743, 1644, 1520, 1450, 1376, 1288,1205, 1152, 1118, 1022, 955, 879, 867, 772, 621. *H NMR (500
MHz, CDClz): 6 =9.22 (s, 1H, -OH), 7.09 (s, 1H, Ar-H), 6.46 (s, 1H, Ar-H), 6.39-6.37 (d, J = 7 Hz,
1H, -NH), 6.34 (s, 1H, isoxazole-H), 4.89-4.86 (q, 1H, chiral-H), 4.30-4.22 (q, 2H, -OCHy), 3.50-3.33
(m, 2H, -CH), 2.75-2.72 (t, J = 13.5 Hz, 2H, -CH), 1.82-1.79 (t, J = 13.5 Hz, 2H, Ar-CH>), 1.34 (s,
6H, -(CHs)2), 1.32-1.30 (t, J = 13 Hz, 3H, -CHs3), 1.20 (s, 9H, -(CH3)3); *C NMR (500 MHz, CDCls)
= 178.50, 170.75, 167.53, 162.54, 157.18, 156.37, 128.67, 113.18, 106.14, 105.11, 100.48, 75.08,
62.38, 50.89, 38.90, 32.96, 29.100, 27.51, 27.00, 21.86, 14.24. MS (El): m/z 445 (M+1, 100); HRMS:
calcd for: C24H33N20s [M+H]: 445.2339; Found: 445.2340.

Ethyl 2-acetamido-3-(3-(7-hydroxy-2,2-dimethylchroman-6-yl)isoxazol-5-yl)propanoate (6b): MR:
76-79°C; IR (KBr, cm™): 3274.3, 3065, 2980.1, 2930, 2854.7, 1741.8, 1669.4, 1635.7, 1582.6, 1518,
1448.6, 1375.3, 1287.5, 1211.3, 1154.4, 1116.8, 1027.1, 961.5, 879.5, 755.1, 599.8; *H NMR (400
MHz, CDClz): 6 =9.20 (s, 1H, -OH), 7.12 (s, 1H, Ar-H), 6.46 (s, 1H, Ar-H), 6.37 (s, 1H, isoxazole-
H), 6.26-6.25 (d, J =7.2 Hz, 1H, -NH), 4.95-4.90 (q, 1H, chiral-H), 4.30-4.22 (q, 2H, -OCH>), 3.48-
3.33 (m, 2H, -CHy), 2.76-2.72 (t, J = 13.6 Hz, 2H, -CH>), 2.04 (s, 3H, -COCH3), 1.82-1.79 (t, J =
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13.6Hz, 2H, Ar-CHy), 1.34 (s, 6H, -(CHs)), 1.31-1.27 (t, J = 14 Hz, 3H, -CHs); 3C NMR (100 MH,
CDCls) =170.39, 169.94, 167.20, 162.43, 157.05, 156.20, 128.58, 113.03, 105.93, 104.95, 100.42,
74.93, 62.30, 50.80, 32.80, 29.67, 29.15, 26.83, 23.14, 21.68, 14.08; MS (ESI): m/z 403 (M+1, 100).

Ethyl  2-((tert-butoxycarbonyl)amino)-3-(3-(7-hydroxy-2,2-dimethylchroman-6-yl)  isoxazol-5-
yl)propanoate (6c): MR: 103-106°C; IR (KBr, cm™): 3356.2, 3247.3, 3148.9, 2977.2, 2931.9, 2852.8,
1737.9, 1709.9, 1638.6, 1585.5, 1514.1, 1450.5, 1369.5, 1289.4, 1222.9, 1187.2, 1160.2, 1017.4,
962.5, 878.6, 846.7. 792.7, 615.3; *H NMR (500 MHz, CDCls3): §=9.23 (s, 1H, -OH), 7.12 (s, 1H, Ar-
H), 6.46 (s, 1H, Ar-H), 6.39 (s, 1H, isoxazole-H), 5.25-5.24 (d, J = 7.5 Hz, 1H, -NH), 4.68-4.66 (m,
1H, chiral-H), 4.27-4.21 (g, 2H, -OCH>), 3.41-3.32 (m, 2H, -CH>), 2.75-2.73 (t, J= 13Hz, 2H, -CHJ),
1.82-1.80 (t, J = 13.5Hz, 2H, Ar-CHy), 1.44 (s, 9H, -(CH3)3), 1.34 (s, 6H, -(CHa)2), 1.29-1.26 (t, J =
14.5 Hz, 3H, -CH3); 3C NMR (150 MHz, CDCls) =170.58, 167.38, 162.42, 156.98, 156.22, 155.07,
128.57,112.97, 106.03, 104.93, 100.22, 80.41, 74.90, 62.09, 51.97, 32.81, 29.71, 28.24, 26.85, 21.69,
14.09; MS (ESI): m/z 461 (M+1, 100).

X
Pi
HO. VSN O
N H o
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MeO o DCM, RT, 16h
21 Step 5

Experimental procedure for the preparation of ethyl 3-(3-(7-methoxy-2,2-dimethylchroman-6-
yl)isoxazol-5-yl)-2-pivalamidopropanoate (7a): To a stirred solution of compound 21 (1 g, 4.255
mmol) and compound 19a (1.148 g, 5.106 mmol) in dichloromethane (15 ml), was added triethylamine
(0.888 ml, 6.382 mmol) at 0°C and stirred for 10 min then added 10% aqueous NaOCI solution (15
ml) and the reaction mixture was stirred at room temperature for 16 h. The progress of the reaction
was monitored by TLC analysis (30% ethyl acetate/pet ether). After completion of the reaction, the

reaction mixture was diluted with dichloromethane (250 ml) and washed with water and brine solution.



Organic layer was dried over anhydrous Na,SO4and concentrated under reduced pressure to give the
crude residue which was charged on silica gel column. The column was eluted with 40% ethyl
acetate/pet ether to give the compound 7a (1.5g, 77% yield) as off white solid.

MR: 121-124°C; IR (KBr, cm™): 3433, 3408, 2976, 2931, 1814, 1741, 1659, 1623, 1601, 1469, 1439,
1363, 1274, 1262, 1199, 1158, 1119, 1065, 1025, 752; *H NMR (400 MHz, CDCls): § = 7.60 (s, 1H,
Ar-H), 6.51 (s, 1H, Ar-H), 6.41 (s, 1H, isoxazole-H ), 6.38 (bs, 1H, -NH), 4.86-4.84 (q, 1H, chiral-
CH), 4.30-4.19 (q, 2H, -OCHz2), 3.79 (s, 3H, -OCHg), 3.46-3.32 (m, 2H, -CH>), 2.75-2.72 (t, J = 13.2
Hz, 2H, -CH2), 1.82-1.79 (t, J = 13.6 Hz, 2H, Ar-CH>), 1.35 (s, 6H, -(CH3),), 1.32-1.28 (t, J = 14.4
Hz, 3H, -CHs), 1.21 (s, 9H, -(CHs)3); 3C NMR (400 MHz, CDCls) = 178.19, 170.71, 166.95, 129.88,
113.39, 104.50, 100.36, 75.06, 62.01, 55.44, 50.92, 38.72, 32.82, 29.00, 27.36, 26.83, 21.48, 14.10;
MS (ESI): m/z 459 (M+1, 100).

X
Pi
HO. IO
N H o
| 19a
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BnO 0 DCM, RT, 16h _
18 Step 5

Experimental procedure for the preparation of ethyl 3-(3-(7-(benzyloxy)-2,2-dimethylchroman-6-
yl)isoxazol-5-yl)-2-pivalamidopropanoate (8a): To a stirred solution of compound 18 (150 mg,
0.482mmol) and compound 19a (130.2 mg, 0.578mmol) in dichloromethane (10 ml), was added
triethylamine (0.1 ml, 0.723 mmol) at 0°C and stirred for 10 min then added 10% aqueous NaOCI
solution (2 ml) and the reaction mixture was stirred at room temperature for 16 h. The progress of the
reaction was monitored by TLC analysis (30% ethyl acetate/pet ether). After completion of the
reaction, the reaction mixture was diluted with dichloromethane (25 ml) and washed with water and
brine solution. Organic layer was dried over anhydrous Na>SO4 and concentrated under reduced
pressure to give the crude residue which was charged on silica gel column. The column was eluted
with 16% ethyl acetate/pet ether to give the compound 8a (160mg, 62% yield) as off white solid.

MR: 129-132°C; IR (KBr, cm™): 3364, 3176, 2968, 2925, 2864, 1748, 1666, 1606, 1515, 1463, 1383,
1291, 1191, 1120, 1018, 917, 732, 695, 604; *H NMR (400 MHz, CDCls): § = 7.65 (s,1H, Ar-H), 7.41-
7.30 (m, 5H, Ar-H), 6.49 (s, 1H, Ar-H), 6.47 (s, 1H, isoxazole-H), 6.35 (d, J = 7.2 Hz, 1H, -NH), 5.06
(s, 2H, Bn-CHy), 4.84-4.80 (g, 1H, chiral-H ), 4.16-4.10 (g, 2H, -OCH ), 3.38-3.27 (m, 2H, -CHy),
2.76-2.73 (t, J = 13.2 Hz, 2H, -CH>), 1.81-1.78 (t, J = 13.2Hz, 2H, Ar-CHy), 1.34 (s, 6H, -(CH3)>),
1.25-1.21 (t, J = 15.2 Hz, 3H, -CHs3), 1.15 (s, 9H, -(CHa3)3); **C NMR (400 MHz, CDCls) = 178.14,
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170.59, 167.0, 159.94, 156.47, 155.94, 136.55, 129.96, 128.64, 128.03, 127.31, 113.78, 109.86,
104.42,101.53, 75.07, 70.44, 61.88, 50.83, 38.63, 32.76, 29.03, 27.30, 26.80, 21.50, 14.04. MS (ESI):
m/z 535 (M+1, 100); HRMS: Calcd for: C3:H39N20s [M+H]: 535.2808; Found: 535.2820.

Ethyl 2-acetamido-3-(3-(7-(benzyloxy)-2, 2-dimethylchroman-6-yl) isoxazol-5-yl) propanoate (8b):

MR: 111-114°C; IR (KBr, cm™): 3292.6, 3065, 2978.2, 2931.9, 1741.8, 1665.6, 1516.1, 1457.2,
1383.9, 1274, 1119.7, 753.2, 698.2; 'H NMR (400 MHz, CDCls): § = 7.64 (s,1H, Ar-H), 7.41-7.34 (m,
5H, Ar-H), 6.49 (s, 1H, Ar-H), 6.48 (s, 1H, isoxazole-H), 6.15-6.13 (d, J = 7.6 Hz, 1H, -NH), 5.06-
505 (s, 2H, Bn-CHy), 4.87-4.85 (m, 1H, chiral-H), 4.17-4.12 (g, 2H, -OCHy), 3.33-3.31 (m, 2H, -
CHy), 2.77-2.73 (t, = 16 Hz, 2H, -CHy), 1.90 (s, 3H, -COCHs), 1.82-1.79 (t, J = 14Hz, 2H, Ar-CHy),
1.34 (s, 6H, -(CHa)2), 1.24-1.20 (t, J = 14.4 Hz, 3H, -CHs): *C NMR (100 MHz, CDCls) = 170.39,
169.75, 166.81, 160.01, 156.49, 155.94, 136.56, 129.98, 128.65, 128.12, 127.48, 113.78, 109.81,
104.39, 101.46, 75.09, 75.50, 62.00, 50.83, 32.74, 29.21, 26.81, 23.00, 21.50, 14.05; MS (ESI): m/z
493 (M+1, 100).

Ethyl 3-(3-(7-(benzyloxy)-2,2-dimethylchroman-6-yl)isoxazol-5-yl)-2-((tert-butoxycarbonyl)amino)
propanoate (8c):MR: 149-152°C; IR (KBr, cm™): 3347.6, 2977.2, 2930, 2864.4, 1736.9, 1708, 1600.9,
1519.9, 1457.2, 1384.9, 1290.4, 1220.9, 1167.9, 1116.8, 1060.8, 1019.4, 926.8, 732.9, 696.3; *H NMR
(400 MHz, CDCla): & = 7.64 (s,1H, Ar-H), 7.40-7.32 (m, 5H, Ar-H), 6.51 (s, 1H, Ar-H), 6.48 (s, 1H,
isoxazole-H), 5.22-5.20 (d, J = 8 Hz, 1H, -NH), 5.07 (s, 2H, Bn-CHy), 4.61-4.59 (m, 1H, chiral-H),
4.15-4.09 (q, 2H, -OCHy), 3.28-3.27 (d, J = 4.4 Hz, 2H, -CH>), 2.76-2.73 (t, J = 13.2 Hz, 2H, -CH>),
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1.82-1.79 (t, J = 13.2 Hz, 2H, Ar-CHy), 1.42 (s, 9H, -(CHa)s), 1.34 (s, 6H, -(CHa)2), 1.22-1.18(t, J =
14.4 Hz, 3H, -CHs); 13C NMR (100 MH_z, CDCls): = 170.67,166.97, 160.0, 156.44, 155.92, 155.06,
136.58, 130.17, 129.86, 128.78, 128.46, 128.15, 127.83, 127.16, 113.77, 109.98, 104.44, 104.17,
101.68, 101.43, 80.13, 75.06, 70.48. 70.13, 61.78, 52.2, 52.06, 32.76, 29.27, 28.27, 28.21, 26.86,
26.77,21.72, 21.51, 14.12. 13.98; MS (ESI): m/z 551 (M+1, 100).

(0]
(HCHO)n,MgCl,
_—
HO (0] 80°C.7h HO (0)
1 Step 2 12

Experimental procedure for the preparation of (7-hydroxy-2, 2-dimethylchromane-6-carbaldehyde)
(12): To astirred solution of compound 11 (1g, 5.617 mmol) in THF (30 ml), were added MgCl (802
mg, 8.425 mmol) and triethylamine (2.892 ml, 20.782 mmol) at RT and stirred for 20 min. Then was
added Para formaldehyde (3.145g, 37.92 mmol) and stirred for 1 h at RT followed by reflux for 7
h.The reaction was monitored by TLC analysis (10% ethyl acetate/pet ether). After completion of the
reaction, THF was evaporated under reduced pressure and the reaction mixture was diluted with Ethyl
acetate (100 ml) and passed through celite bed. Bed was washed with ethyl acetate (100 ml). Combined
RM was washed with water (100 ml) and brine solution. Organic layer was dried over anhydrous
Na>S0sand concentrated under reduced pressure to give the crude residue which was charged on silica
gel column. The column was eluted with 5% ethyl acetate/pet ether to give the compound 12 (810 mg,
70% yield).!H NMR (400 MHz, CDCls): § 11.07 (s, 1H, -CHO), 9.66 (s, 1H, -OH), 7.21 (s, 1H, Ar-
H), 6.31 (s, 1H, Ar-H), 2.77-2.73 (t, J = 13.2 Hz, 2H, -CH,), 1.84-1.81 (t, J = 13.2 Hz, 2H, Ar-CHy),
1.36 (s, 6H, -(CHz3)2); MS (ESI): m/z 207 (M+1,100).

0] o)

H BnBr/Mel, K,CO3, K
DMF, RT, 2h
HO ] Step 3 BnO O

12 13

Experimental procedure for the preparation of 7-(benzyloxy)-2, 2-dimethylchromane-6-
carbaldehyde (13): To a stirred solution of compound 12 (400 mg, 1.951 mmol) in DMF (5 ml), were
added K>CO3 (538 mg, 3.902 mmol) and Benzyl bromide (0.243 ml, 2.048mmol), stirred for 2 h at
RT. The reaction was monitored by TLC analysis (10% ethyl acetate/pet ether). After completion of



the reaction, the reaction mixture was diluted with Ethyl acetate (100 ml) and washed with water (100
ml) and brine solution. Organic layer was dried over anhydrous Na>SO4 and concentrated under
reduced pressure to give the crude residue which was charged on silica gel column. The column was
eluted with 8% ethyl acetate/pet ether to give the compound 13 (550 mg, 95% yield).: *H NMR (400
MHz, CDClz): 6 10.36 (s, 1H, -CHO), 7.62 (s, 1H, Ar-H),7.44-7.34 (m, 5H, Ar-H), 6.42 (s, 1H, Ar-
H), 5.10 (s, 2H, -OCHy), 2.76-2.72 (t, J = 13.6 Hz, 2H, -CH>), 1.83-1.79 (t, J = 13.6 Hz, 2H, Ar-CH),
1.35 (s, 6H, -(CHg)2); MS (ESI): m/z 297 (M+1, 100).

0]
LiAIH4, THF

H 0°CtoRT,2h _ Hom
BnO (e) Step 4 BnO (0]

13 14

Experimental procedure for the preparation of (7-(benzyloxy)-2,2-dimethylchroman-6-yl)methanol
(14): To a stirred solution of compound 13 (500mg, 1.689 mmol) in THF (10 ml) was added LAH
(128.3 mg, 3.378 mmol (1M in THF)) at 0°C and stirred for 2 h at RT. The progress of the reaction
was monitored by TLC analysis (10% ethyl acetate/pet ether). After completion of the reaction, the
reaction mixture was diluted with ethyl acetate (100 ml) and washed with water and brine solution.
Organic layer was dried over anhydrous Na,SO4 and concentrated under reduced pressure to give the
crude residue which was charged on silica gel column. The column was eluted with 15% ethyl
acetate/pet ether to give the compound 14 (420 mg, 83% yield) as off white solid.

'H NMR (400 MHz, CDCls): & 7.40-7.33 (m, J = 29.6 Hz, 5H, Ar-H), 6.96 (s, 1H, Ar-H), 6.43 (s, 1H,
Ar-H), 5.03 (s, 2H, -OCH?>), 4.63-4.62 (d, J = 5.6 Hz, 2H, -OCH), 2.71-2.68 (t, J = 13.2 Hz, 2H, -
CHy), 2.15 (bs, 1H, -OH), 1.79-1.76 (t, J = 13.6 Hz, 2H, Ar-CH), 1.32 (s, 6H, -(CH3)2); MS (APCI):
m/z 280 ([M-OH]*,100).

o)
NH,OH.HCI, HO.
H Na,CO3, MeOH, I
0
BNO o H,0, 90°C, 1h
13 Step 4 BnO )
18

Experimental procedure for the preparation of (E)-7-(benzyloxy)-2,2-dimethylchroman-6-
carbaldehyde oxime (18): To a stirred solution of compound 13 (400mg, 1.35 mmol) in Methanol:
water (16:4 ml) were added NH2OH.HCI (111.8 mg, 1.62 mmol), and Na.CO3z (171 mg, 1.62mmol)
and heated at 90°C for 1 h. The progress of the reaction was monitored by TLC analysis (20% ethyl



acetate/pet ether). After completion of the reaction, the reaction mixture was concentrated under
reduced pressure. Water was added to reaction mixture, white solid was precipitated. Filtered the
precipitate and dried under vacuum to give the compound 18 (300 mg, 71% yield) as off white solid.;
'H NMR (400 MHz, CDCls): & = 8.48 (s, 1H, -N=CH), 7.48 (s, 1H, Ar-H), 7.40-7.32 (m, 5H, Ar-H),
7.03 (s, 1H, -OH), 6.41 (s, 1H, Ar-H), 5.01 (s, 2H, Bn-CHy), 2.73-2.70 (t, J = 10.8 Hz, 2H, -CH>),
1.80-1.77 (t, J = 13.2 Hz, 2H, Ar-CHy), 1.33 (s, 6H, -(CHz3)2). MS (ESI): m/z 312 (M+1, 100).

(0] (0]
Mel, K2003,
H Acetone, RT, 16h H
HO o Step 3 MeO 0
12 20

Experimental procedure for the preparation of 7-hydroxy-2, 2-dimethylchromane-6-carbaldehyde
(20): To astirred solution of compound 12 (2.5 g, 12.135 mmol) in Acetone (25 ml) were added K.CO3
(5.02 g, 36.20 mmol) and CHzsl (1.87 ml, 29.12 mmol) at 0°C and stirred at RT for 16 h. The progress
of the reaction was monitored by TLC analysis (10% ethyl acetate/pet ether). After completion of the
reaction, the reaction mixture was diluted with ethyl acetate (250 ml) and washed with water and brine
solution. Organic layer was dried over anhydrous Na,SO4 and concentrated under reduced pressure to
give the crude residue which was charged on silica gel column. The column was eluted with 5% ethyl
acetate/pet ether to give the compound 20 (2.4 g, 90% yield).

'H NMR (400 MHz, CDCls): 8 = 10.26 (s, 1H, -CHO), 7.59 (s, 1H, Ar-H), 6.34 (s, 1H, Ar-H), 3.84 (s,
3H, -OCHj3), 2.75-2.72 (t, J = 13.2 Hz, 2H, -CH>), 1.83-1.79 (t, J = 14 Hz, 2H, Ar-CHy), 1.35 (s, 6H,
-(CH3)2); MS (ESI): m/z 221 (M+1, 100).

0 NH,OH.HCI, HO-
H Na,COjz, MeOH, |
H,0, 90°C, 1h
MeO o]
© Step 4 MeO (¢}
20 21

Experimental procedure for the preparation of (E)-7-methoxy-2, 2-dimethylchromane-6-
carbaldehyde oxime (21): To a stirred solution of compound 20 (2.2g, 10 mmol) in Methanol and
water (20:5 ml) were added NH>.OH.HCI (820.5 mg, 11.891 mmol) and Na>COs (1.26 g, 11.891mmol)
and heated at 90°C for 1 h. The progress of the reaction was monitored by TLC analysis (20% ethyl
acetate/pet ether). The reaction mixture was concentrated under reduced pressure. Water was added
to reaction the mixture, white solid was precipitated. Filtered the precipitate and dried under vacuum
to give the compound 21 (2g, 85% yield) as off white solid.; *H NMR (400 MHz, CDCls): § = 8.38 (s,



1H, -N=CH), 7.80 (bs, 1H, -OH), 7.38 (s,1H, Ar-H), 6.33 (s, 1H, Ar-H), 3.78 (s, 3H, -OCHs), 2.72-
2.69 (t, J = 13.2 Hz, 2H, -CHy), 1.80-1.77 (t, J = 13.2 Hz, 2H, Ar-CHy), 1.34 (s, 6H, -(CHs)2); MS
(ESI): m/z 236 (M+1, 100).
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915 9.IL'I B.IS B.IIJ TI.S ?I.D EI.5 I ppm
Il Il I
8 2 sle
4 7 3
[ | N N
0]
0]
N O\lN
\
6]
6a
HO o
J_ l H ) ) A
T T T T T T T T T T
180 160 140 120 100 80 80 40 20 ppm
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rrant Data Faramatars
E1B0&RERII

2119470

111.
50.000 usac
£.50 usac

E

38.2
1.00000000

500.1330885 MHT
18

10.00 usac
20.38633313 W

2 - Processi
I

53§
500.1300100
EM

0.30 Hz

1.00

Currant Data Farametars
AME 511B06RE233
2

200000000

0. 03000000

125.7T03643 ¥
13C

10.00
T9.88200049
500.13Z20005 ¥

waltzlé
S0.00
20.386939513
0.25 I

an




GVKE-FAG-1-51

Currant Data Paramatars
HIME

o " - 51180606233
e M~ o w M L ™ o EXFNO 2
= W - o r- o - FROCHO 1
iy ~ ' — i - - P .
o o - o - @ o o s
-~ r ap w wr o — ==
— - — — - - — —

1.1010048
157,72

1€.800 usac
&.50 umac
I30.2 K
3.00000000 =
0.03000000

1257703643
13c

10.00 usac
79.88300043 W
500.1320005 MH

waltzlé

90,00 wmac
20.38699513 W
o £3000 W

T T T T
180 170 160 150 140 130 120 110 100 ppm

Currant Data Faramataos
AME S11806RE233
W - ™ W = = = - 2
=T o o o o= uwr - ur -
T oW D ™ o h — o ™ ™
o o o £ h = o .
il ol ol o w3 ™ ™o ! - =1
'\5'/‘/ | | \ | | £113470_02

F761.
0.4541131

z

Mo

1.1010048
1 72

Z38.2
2.00000000
0.03000000

D3643 ¥

13c
10.00
75.888000459
500.13Z0005 ¥

125.

waltrlé
20.00 w
3BEIIF1IZ W
25163000 W
-1EQZ2000 W

85 80 75 70 65 €0 55 50 45 40 35 30 25 20 15 10 5 ppm
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GVE BIOSCIENCES FVT.

LTD.

MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH
LCMS REPORT
Date of Analysis : 6/7/2018 7:09:28 PM vial position : P1-B-05
Acg. Method : RND-FA-4.01 MIN Injection Vol : 1.000nl

Sample Name :GVE-RAG-1-51

Instrument ID : ANL-MCL5-LCMS-001

END-FA 4.01 MIN.M

Column ACQUITY UPLC BEH C18

Mobile Phas Bl: 0.1 % FA IN WATER Al: 0.
Gradient Time (min) /%Bl: 0/3, 0.3/3,
Column Flow 0.6 ml/min

Column Temp 50°C

(50mmzx2 . lmm,

1.7um)
1%FA IN ACN
2.3/98,3.5/98,4/3,4.01/3

*DAD1 A, Sig=215,4 Ref=off (2018\JUNE.PRO\511806A4712-D -

2018\WJUNE_PRO\BLANK-07062018-002.D)

mAU | 8
1 @
b o~
600
500
1 @)
400 0]
] N ONY
300 \ |
1 (@]
200
] 6a
(. HO o |
100 f
] f ¢ =
] I = | &
4 o o
U*_—-’—*-’I| e - SR T S - — -
] If
-100 /
-—YF—7F———7 77— :
05 1 15 2 25 3 35 mi
DAD]1 A, Sig=215,4 Ref=off
| peal RT | Height | Area |Area % |
|———————= | ——=———= |
I | |
122 14.502| 1.380]1
.513] 1036.9 | 97.900]
.570] 7.768| 0.7201

Analysed by

15




M3

Spe

ctrum

25

0.5+

*MSD2 SPC, time=2.324 of CACHEM32\T\DATA'2018\WJUNE.PRO\S11806A4712-.D MM-ES+APCI, Neg, Scan, Frag: 70, "-VE"

443.1

444.0
490.0

445.0
458.9
475.1

T T T T T
440 450 460 470 480 490

80+

404

*MSD1 SPC, time=2.314 of CACHEM32\\DATA2018WUNE.PROVS11806A4712-D  MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"

Max: 3.42323e+006

446.1

— 7T T T
440 450

m/ 2

ument 1 6/7/2018 7:16:21 PM Page
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GVE-RAG-2-56

Curemne Data Parssseses
HAME 51191209033
EXFNo i

»
-
-

=
e
-

o

r-
T
e P A oA A A - o o ra i

0] =
s o
N o mn §012.820 B2
- FIomES 244537 m=
N a2 4. 0BG ams
| ™
\ nE
™= 238.2 &
O ol 1. 00000000 zm=
™0 1
sral 400. 1324710 mmz
W1 in
6b r1 4000 ummz
HO Fumi 16. 43093578 w
(@) r2 - Procesaing permmeters
= 400 1300024 s
wem =
s=m o
= .30 =
o o
rc 100
T T T T T T T T T T T T T T
12 11 10 8 7 6 5 4 3 2 1 0 ppm
AL I\ J L
2| 888 5 |8 & = r% 2|32 ANL-MCL5-NMR-001
o (=] [-J{=] - o o™ o | | o3
GVE-RAG-2-56
g Ea T —
p s HABE 51191209033
i i
P i

Taramsts e

z

©]

/
Zz

.08

2% .2 K
oL 1.00000000 zwmc
™0 1

6b srai 400. 1324710 wnz
wust1 1n

6
sr 400. 1300084 wnz
wWow =

smm o

e 030
cm o

rc 100

T
9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 ppm

ANL-MCL5-NMR-001

=1 S||a
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434
04

m

N

4
1.472

VoW W W

N O-N

1.5 1.0 pPpm

GVK-RAG-Z-56

==
IRSTRIH apmct
]

ANL-MCL5-NMR-001

(@) Vam
(0]
N O\lN
\
(0]
6b
HO o
J
' 180 160 140 120 100 80 60 40 20 ppm
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GVE-RAG-2-56

o

kLT
2, ML
05

—a87,
——162,436

Currant Dats 7
e

——100, 422

]

T T T T T T T T T T T T
175 170 165 160 155 150 145 140 135 130 125 120

GVE-RAG-2-56

T T T T T
115 110 105 100 ppm
ANL-MCLE-NMR-001

(0]
(0]
N -
O~N
‘< N\ |
(0]
6b
HO
(0]
.JL} |
T T T T T T T T T T T T T T T T T
a0 75 T0 65 60 55 50 45 40 35 30 25 20 15 10 5 ppm
ANL-MCL5-NMR-001
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GVEK BIOScience Privae
Discovery Chemistry- Analytical Services

Limited

2] SHIMADZU

oo—{1 | [ Lo Cbogr core ot oy
il AT
3 | J; & i : |
= |88 (| Lke®
T ! ; S !
T i | i 8
] | gL E
80— | sl 38
- B
§ ¥ | s
4 ,L . i
50— E oz ¥
| &
7 E
- H
b -
o] -
e L L
51201000613 GVK-RAG-B6 1iem
Sample Name: Ho. of Scanz Dot Twne: 100312020 2:41:4% PM
512010006 13-GVK-RAG-56
Usar; GVERIOD
GVK-RAG-2-56 31-Dec-2019
Discovery Chemistry - Analytical Services 17:14:57
AQ METHOD:FA 4MIN LCMS - REPORT ANL-MCL5-LCMS-007
511012D8717A 4: Diode Array
o 2.02 215
E / Range: 3.536a-1
E Time Hsight Arza  Arest:
20214 @) 189 4 4800 1.07
: 202 353207 430817 9590
i N O\N 214 10176 13611 303
=L
201y O
3 =
1.52 1 6b HO
E (0]
1.0e-13
50023
G_n_ 189 |.'l 21‘1
000 obs obo o¥s 1bo 1hs T1Bo T1rs T2bo 25 2bo T2ts abo  Tabs T abo Tals T abo
511912087 17A 1:Scan ES+
_ 205 TIC
o6 1.3628
] Ed |
| 240 3"|||5‘:| 384
; . 389
| 3.ﬁ| |',"'||I|3_ss 3.{ 'ﬂlf
o stflazr V) W
e 7 187 | l24a ,N"-VJ - Wi
138 U y
| L/'(’“'_’ A
-4 T T T T T T T T T T T T T T T r Tima
000 025 050 075 100 155 150 175 200 225 950 275 300 325 350 375 4

20



GVHE-RAG-2-56 3-Dec-2049

Discovery Chemistry - Analytical Services 17 :44:57

Acq Method Formic &cid 4.0 Min ANL-MCLS-LCMS-007
51181 208717 A 86 (2181} o 1: 3can ESs
100- £I7 A7 2 BOsb

£30.15

8501 2022 27am 230 0 2534

740 Ep4ge EHEAD

o ML
51191208717 A 80 (2.062] 1: 5can ESs
- am20 71187

=7

] 04 20
B05.AT
.43
1. 40521 o BO7 .44
0 S0 o7 o7, 29156 31188 JAZEITATA0R T8 paqgn BERM gop o, BIOAS

"é;'l"l'"'!":'"I""H:'I"I":E;E"I":!:g:;"l":&‘:'l"l'"'j_'"'I""J.::'l"I":_::%:"I"'E'll-_;"'l"" "“I”“!I':I"I“"H:IIIIIII:EI!!II:IIIIIIIE}#:IW‘T
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GVE-FRAG-2-53

=+ DU oM N o 0 oW O W e U ur - ™o
MR 0y D W D A - WD D Ry e e g i = oy O
e Y e P IR R S g g 4 = o o O O
o - D WD W 0 T = =T - T o= T = ¢ MM ™ o 0 0 0~ o —RERME

|
F
e
—
- =
—
=
-
.‘,
]

F2 - Acguisition Parame
20191237
.48

£110470_023

Q

10000. DDO
0.305174
3. 2767999
157.05
&0. D00
E.ED

500. 1330085
1H

10.0
Z0.07200050

30
EF E00. 1300128

LB 0.30

1.00

I0E.2 ®
1. 00000000

tars

h

Hz
Hz
=ac
usec
usec

MHEz

0 u=zac

W

Frooessing parametarcs

MHEZ

WOW EM

Hz

12 11 10 9 8 7 5 4 3 2 1 0 ppm
) | -
4 B HA8 BA A
= d| |d|e =] ol |ed o o ol | i i
GVE-RAG-2-53
= — o uy e
™ w ooy T
N_ N. '_' v M Currant Data Faramatars
h L W HAME E1101ZD5E3EE
EXFNO 1
| | | r FROCNC 1
FZ - Acguisition Parameters
Data_ 20191227
Tima 19.48 h
IHETRUM spact
FROBED  Z118470_D0231 |
FULFROG zg30
(@) o 65636
ECINVENT cocl3
O NS ]
D= o
EWH 10000, 000 Hz
N O~ 0.305178 e
N AQ 3.2767989 sac
O | RG 157.05
\ oW E0.000 usec
O DE E.50 usec
IE 20E8.2 »
D1 1.00000000 sec
6 nd 1
sFol E00.1330BE5S MEz
c HO wuc1 1H
O F1 10.00 usec
FLul Z0.0TZ0O0E0 W
FZ - Prooessing parameters
SI G5536
EF E00.1300128 MEzZ
WO EM
EZB o
LB 0.30 Hz
GB o
PC 1.00
J .
T T T T T
9.0 8.5 8.0 75 7.0 6.5 ppm
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GVE-RAG-2-53

@ ™ &N = TS N0 oo U WD P W DO
Wy o - R R R I e e ot i R i i e . T
R SRS R S R I s I IR B R A A o el ol
Wy U T T T oo < o TR Y O O g

i o

£

. 045
. 827

1

—2

3

1.81

1.

800

<

1,582

~~1.446

344

1,

281
1,287

1.

Currant Data Farametars
51191Zp

PROCNO 1
FZ - Rogquisition Parameters
20191227
19.48 h
spact
Z119470_0231 |
30

206.7 x
100000000

500. 1330885
1H

10.00 u=ac
Z0.0TZ00050

F2 - Processing parametarcs
sI GEE3E

SF ED0. 1300128 MHz
WowW EM
EEB a

LB 0.30 Hx
GB o

C 1.00

8

GVK-RAG-2-53

7,384
156, 385
156,220
155,070

—128.5872

L4870

106,039

, 932

100,225
80,417
77.280

104

/"].'l":l.SHE-
—16

—112

X

—451.

I

L8813

32

J

L2458

23

850

26,

21.6%0

14,082

N%

&

0.0

T T
140 120

23

0 ppm

Currant Data Parametars
NIME 51151205388
EXFNO 2
FROCNO 1

F2 - Acquisition Parametars
Data_ 20151228
Tima 10,12 h
INSTEUM
FROBHD
FULFROG

spact
Z119470_0231 [
TOpg30

6EE3E

Crc13

1881

e
SOLVENT

29761. 904
0.30E2EL
1.1010048
18T7.72
16.800 usac
£.50 usac
230.2 K
3.00000000 =ac
0.03000000 sac

sac

125. 7702643
13c

10.00
8678700256
500. 1320005
18

MHT

usas
W
MHxz

waltzlé
EQ.00
0.07200050 W
0.31362001 W
D.15TT5000 W

usac

125.7577927 MH:
M

2.00 Ex

l.40
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O
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GVE-FAG-2-53

= h g=
o o o4 & o
T ¥ - R
oy w 0

0 " 1}

— —
Y

|

W

™ il Wy
r- o 0 ™
u = th ™
o W o =
o oo =
— o —

4 N L

T T T T T T
175 170 185 160 155 150

T T T T T T T T T T T
145 140 135 130 125 120 115 110 105 100 ppm
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FIDRES

t Data Faramatars
51151ZD530E
3

238.2 K
2.00000000
0.03000000

500.1320005 MHz
1H

waltzlé

0.00 usac

Z0.07Z00050 W
0.313

amatars
51151205388
3

Aoquisition Parametars

0131238
1




EsHIMADZU

GVK BIOScience Private Limited

Discovery Chemistry Analytical Services

100 |1 oo ||'|I||I L
1 | i
_ - L ! 28

T E !s :ngl 8 | él é 5 é i Y ii||5
- 3 S = a8 g ] 2 e
_ SR NPt gl

o l i : RN ¥ -

i H I E
| 8 i |
a
u H |
. | O . AE I

20— 5 A
4 i |.' Bz =
i | | g 4

H Ao E
i O—§ L 8 '[ 8 £
1 TR R
- Y
. g !
. g
B0 T T T T T T J T T T T T T T T T T T T T T T T J T T T T
) 2000 ZJDC- ‘ZIOC- 1 JDC- 1000 5 ILJ
51201000608-GVK-AAG-2-63 1icm
Sample Name: Mo of Seang Date /Tame; 10/31/2020 12:20:26 PM

512010D0608—-GVEK-RAG-2-53
User; GVERBIO
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GVK-RAG-2-53 27-Dec-2019
Discovery Chemistry - Analytical Services 19:10:19
AQ METHOD:FA 4MIN LCMS - REPORT ANL-MCL5-LCMS-007|
511912D5387A 4: Diode Array
] 2.46 215
E Ranae: 1.981
E Time Height Area Area%
E 2.23 2928 23.32 0.09
3 2.25 1616 1017 0.04
1 6— 2.46 1981074 25974.29  99.87|
1.4
D
<
i
e A UL B R I R R HRA L R
-0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00
511912D5387A 1: Scan ES+
~ 2.49 TIC
96 ' 2.21e8
\
|
|
] 5|
|
| 3.06
| 3.16
|l \J"« f
. 2.852.96//}/|
156 g7 203 AT A A
o o~ \/\,—-"III'L/\_/"-"‘J'{‘"V"' v A N W/ YV [T AV,
-4 T T T T T T T T T T T r Time
-0.00 0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00
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GVK-RAG-2-53

Discovery Chemistry - Analytical Services
Acq Method Formic Acid_4.0 Min

27-Dec-2019

19:10:19

ANL-MCLS-LCMS-007

511912D5387A 97 (2.492) 1: Scan ES+
100~ 461.28 7.08e7
o
(0]
Aé N O~y
O—< \ |
0]
6¢
HO o
921.59
3
922.60
46220
023.56
943.55
153,30
405.17 94460
483.25 045 61
o 240.16 5703 [ 50839 71902 mesaa)|  199745ig154 1381.80 143966
L L I e B L B L L L B L L By L
200 400 600 800 1000 1200 1400
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CVE-FAC-1-80

AR WO-MMR/12/11/0343 BBET756c0001

Beferenra Code: 511511A2544-CVE-RAG-1-50
Solvant: cdoli

Archiva directory:
Jhoma/gvkb Lo/ data 2018/ Koy

Agilant 400-MEDOZ

Data collected on: Bov 2 2018
Experiment: DROTON

11 10 ] 8 7 5 5 4 3 2 1 ppm
y ind L R T
2 28 2 ® i 03 A 3 2@
- an = - A . R
Plotnama: 5118131A3544-GVE-RAG-1-80_PROTON_01.REC_plokol
GVE-RAG-1-80
AR BO-MMR/18/11/0243 BBET56cH001
Raferenca Cods: 511311A2548-CVE-RAC-1-20
Bolvant: ecdcll
Archiva directory:
fhoma/gqvibio,/data 2018 Kow
Agilant 400-MEDO2
Data collectad cm: Hov 2 2018
Bxparizant: PROTON
A
u a1
H b -
" R
M\
8.0 7.8 7.6 7.4 7.2 7.0 6.8 6.6 6.4 6.2 6.0 5.8 pmm
e

Plotnama: 511511A2544-CVE-RAC-1-50 PROTON 01.EEC plotd2
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GVE-RAG-1-80

T T T T T T T T T T T T T
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm

ANL-MCL5-NMR-001

GVE-RAG-1-80

ANL-MCL5-NMR-001
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GVK BIOScience Private Limited

Discovery Chemistry- Analytical Services

] sHIMADZU

100 \ I ! i B
i I"l:kl : il It iy
- = a
- L . )
%T &a Rg |
| £ g
? F
s Co
. A
P
1 |
) #
A0—
T T T T T T T T T T T T T T T T T T T T T T T T T T
a0 aha 23 2o 100 1bo
51201000618-GVK-RAG-1-80 1/em
Sample Name: Mo, of Seans Date, Time: 10,/31,/2020 2:23:43 PM
512010006 18-GVK-RAG-1-80
User: GVKBIO
GVE-RAG-1-80 Discovery Chemistry Analytical Services 08-Feb-2024)
|Acq Method Formic Acid-4. Omin GVE BIO SCIENCES PNTLTD 09:15:45
ANL-MCLE-LCMS-013
S1210284377-A 4 Dioo Array
- 251 215
Range: 7.531e-1
] T Hoign  Aroa Ao
149 1% 1w
] 219 mr &S
2% 416 4G
6081 40 112 1247
25 TE0E T30
i 26 wE mE
5001
o e
L5 3
30e-1]
2081]
10014
} | 18 135 24 || 27
Q00 oA | a0 ok0 0B b0 1m0 tan 1k kg o 2ho | 2e0 | zan 2kl 2h0 | abo Ak a0 | dae | am | abo
S1210284377-A . 1: Scan ES.
25 Tig|
o] 24367
||
291
s E/"“\J 20
|~ ,-x-h__.—-_._,—_NM,—H—H',\/\V " P P g
-3 T
o ) R L R SR R 1 B
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G AT 1B
|JECO-METHOD; AME FIRMIC &CI0-4 MIH  Tiscowsry LR MBSy SNafy O3l S0 uson &

SIFFREITEA 10D S0
10

OWEK B BOIERCES INT LTD

-

HETY |

.'"‘%17“3‘. SRS A T

e, B L 1] LoD

[ oh ]
IHSTAUMENRTID ANL-MCLE LCAMIS
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GVE-RAG-1-50

o

e
o
-

4.818
4,813
4,800

1€0
4.1413

i
4
-

4.107

- e
- i
m m
m m

3.28

Current Dats Farasebsrs
HAHE S11B0EA1TLY
EXrRO i
FROCHD 1

¥ - Aoguisition Parsmeters
Dntm_ 2oHENE04
Timm 18.44
INTTRIN spuct
PROBHMD 5 =m FaABRRO BB/

9.75 umz

rImi 1E_00000000 w

¥I - Procsasing pacmmtec

51 e

=¥ AD00. 120006 me=
EM

Ln 0.30 ne

rC i. 00

T T T T T T T T T T T T
1 10 9 8 7 6 5 4 3 2 1 0 ppm
ANL-MCL5-NMR-001

GVE-RAG-1-50

068

0,980

5

Current Dats Faraseters
/ B 511B0EA1710

=xrea 1
FROCHT i

¥I - Aeguisition Pazemstsra

Dmtm_ 200 B0604
Timm 18.4
INSTRIBE

ROEMD 5 mm FARRG BB/
FULFRIG zg30

GEE3E

SOLWENT cocl3
us i
o= z
SHE B012.820 H=
rIDexs 0.1E226E nx
g
e
o
oE
TE IE.Z K
o1 1.00000000 we=
00 1

—— CHARMEL f1
AD0. 1324

=

9.75 uam
Fut 1E. 00000060 w
Procmaning paremstess
P gEgag
4D0. 1300026 seex
=
o

0.30 n=
o

1.00

T T T T T T T T T T
5.0 4.5 4.0 a5 3.0 25 20 1.5 1.0
ANL-MCL5-NMR-001
le[ale]
w|ed|@
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GVE-RAG-1-50

Currant D
e

=rRa
FROCHD 1
¥I - Aoguimition Paramstmra
Dass_ 20180604
Timm 18. 44

b
FRoRmD

200.2 K
o1 1.00000000 we=
1

— cHRREEL £1
400,132

GVE-RAG-1-50

178,140

159, M4
4

L | IlJJ

e
i
o
o
v:

—38.631

— 14,048

L]

B 9.75 ums
Fm1 16.00000000 w
r2 - Processing parmmters
s1 b=
e 400, 1300036 ve=

el E

538 o
e 0.30 Bz
an o
rc 1.00

T

Ppm

ANL-MCL5-NMR-001

oii 0. 03300000 mec
1

cHakmEL 1
1D0. £22R2%

e

13
10.00 umc
TE. 00000000 w

CHARBIEL £2 e =
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GVE-RAG-1-50
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CVE-RAC-1-55p
AR WO-MMR/15/08/0071 O LCa4foc8e002

Befersnca Code: 511308A0875-GVE-RAG-1-55p
Solvant: cdold

Archiva directory:
JShoma/gvkbio/data s 2018/ Aug
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GVE-RAG-1-55
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08-Feb-2021

[EVE-RAG-1-55 Discowery Chemistry Analytical Services
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CVE-RAC-1-57
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CVE-RAC-1-57
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GVEK BIOScience Private Limited
Discovery Chemistry- Analytical Services
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GVE BICSCIENCES FEVT. LTD.

MEDICINAL CHEMISTRY LABORATORY — ANALYTICAL RESEARCH

LCMS REPORT

Sample Name
of Analysis
Acg. Method

I GVEK-EAG-1-57
:8/3/2018
: RND-FAR-4.01

Vial position
5:23:44 PM Injection Vol

Instrumsnt ID

:P1-D-06
:1.000pm1
tANL-MCLS-LCMS-001

END-FA-4.01 MIN
Column

Mobile Phase
Gradient

Flow Rate
Column Temp :5

ACQUITY UPLC BEH Cl1l8 (530mmxz2.lmm, 1.7um)
Al - 0.1 % FA IN WATER ; Bl: 0.1%FA IN ACN

Time (min) / %B1:0/3,0.3/3,2.3/98,3.5/98,4.0/3,4.01/3
0.6 ml/min
0°c

*DAD1T A, Sig=215,4 Ref=off (2018 AUG.PROS11808A3364-.D - 2018\AUG . PRO\BLANK-03082018.D)
mAU ] 2
j <
4 o
500
400
300
200
100 ‘
] | =
] | )
- - — ,______Wn-,J_',.____ — -
1 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T -
0.5 1 1.5 2 25 3 3.5 mi
| Pea RT | Lrea |Area % |
INo | min [========= [======= \
=== | |
|11 2.41 | 4_887| 0.5685]
2 2.48 | 859.452| 99.435
Analysed by Page 1
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MS Spectrum
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552.0
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*MSD1 SPC, time=2.491 of CACHEM32\T\DATA\2018'AUG PROVS11808A3364- D MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"

1.84714e+006

T
500

I
520

I
580

-MCL5-LCMS-001

8/3/2018 5:34:27 BM
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GVK Biosciences Private Limited
Discovery Chemistry - Analytical Services
SFC Analytical Chromatogram

User Name: analyst Project Name: 2021\APR-202T\MALLAPUR\ANL-MCL5-SFC-006-APR-2021
Sample Name: GVK-RAG-1-57 .
Acquired By: MLRAnRalyst
Vial: 1.C1 Sample Set Name:  19_APRIL_2021
Injection Volume:  10.00 ul Acq. Method Set: C2_SolB2_3g_25
Date Acquired: 19-Apr-2021 07:42:40 PM IST Proc. Chnl. Descr.: PDA Spectrum PDA 215.0 nm (PDA

Spectrum (200-400)nm)

SFC Method Conditions :

Column . CHIRALPAK AD-3 (4.6*150mm)3pum
Co-solvent . Methanol

Total flow o 3g/min

% of Co-Solvent o 25

ABFR 1500psi

Temperature 30°C

Auto-Scaled Chromatogram

0.20-) g
b o
b |
0.157 |
4 | | w
- (']
J ™~
4 | o«
2 0.101 | :_+___‘
7 | f/ 11
] . [
0.051 |
J P
0.00- , —~ - - -
L By o e A e e o L S e e e e e TR e e T IS A e
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
Minutes
Peak Results
Name | RT Area | % Area
1 2.26|2350432| 50.01
2 373|2349802 | 4999
Report Template: Chiral Report Print Date & Time: 19-Apr-2021 07-54-58 PM Asia/Kolkat
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GVE-RAG-1-57 PEAK 1

= Mo =2y gy PRE 1
e O o
&y T o R
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I LLLUJJ L

ANL-MCL3-NMR-003

0 ppm
Jl, LaL) JL AL AL
fmle] (= ”lt\i'-:,"'—"—’m‘w (@[S (ed] =
als| (& .C’.]w.m.n!m.m. @S| =ley
ol - aNlal ~llal~| |+~ ~|@ e
GVE-RAG-1-57 PEAK 1 GVK Bio Sciences Pvt Ltd 17-Apr-2021
Discovery Chemistry Analytical Services 00:23:18
|Acg Method Formic Acid_4.0 Min ANL-MCLS-LCMS-007
5121 D4CE556A 5: Diode Ay
2EE 215
E Range: 7.105a-1
Tma Height  Arsa Ama®
E 256 252 2630 027
255 TOOST1 921061 9847
5.0-19 i v BT
317 e M2 0
5.0e1]
40814
2 E|
=z
A0e1
2.0e14
1.0e-14
0o IL., 258 .t 2085

B T A 1A '.Z.E\CI TTak U aba Ak | aa0 ko ako | 4bo
512104C2656A

1: Scan £54
280 Tig|
o] i 2.19¢7]
I
m # | |
| 2z
220 M an age 388
| N T e VA S
—_— ]
E bt
B R 0 1 Y 1 ™ R S A1 ~ R S 1 A R4 R R "
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[GVK-RAG-1-57 PEAK 1
lAcq Methad Formic Acid_4.0 Min
512104C2656A 79 (2.680)
1004

GVK Bio Sciences Pvt Ltd 17-Apr-2021
Discowvery Chemistry - Analytical Services 00:23:18
ANL-MCLS-LCMS-00T

1: Scan ES-

29767

10371

2250 gem o1 pinsp 104500, 1068 58

2 157 ooy 200 3w 306

ey
100 150 200 250 ' 300 350

700 ' 750 | 00 | B50 900 | 950 | 1000 | 1080 ' 1100
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GVK Biosciences Private Limited
Discovery Chemistry - Analytical Services
SFC Analytical Chromatogram

User Name: analyst Project Name: 2021\APR-202 T\MALLAPUR\ANL-MCL5-SFC-006-APR-2021
Sample Name: GVK-RAG-1-57-PEAK-1
Acquired By: MLRARalyst
Vial: 1:C,2 Sample Set Name:  17_APRIL_2021
Injection Volume:  10.00 ul Acq. Method Set: C2_SohB2_3g_25
Date Acquired: 17-Apr-2021 10:09:36 AM IST Proc. Chnl. Descr: PDA Spectrum PDA 210.0 nm (PDA

Spectrum (200-400)nm)

SFC Method Conditions :

Column . CHIRALPAK AD-3 (4.6™150mm)3um
Co-solvent - Methanol

Total flow 3g/min

% of Co-Solvent 25

ABFPR - 1500psi

Temperature - 30°C

Auto-Scaled Chromatogram

0.070—: i
] «§
0.0607 o~
h| |
0.050 | 'I
0.040- [
2 |
0.030 |
] |
0.020 |
] | o
0.0104 [ o
p | ~
0.000~—— ,__R.“_'_.-L ER— 1_/ \._—_ S 4_ e e e e e
1 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
Minutes
Peak Results
MName | RT Area % Area
1 2.27|787603| 99.90
2 413|801 0.10
Report Template: Chiral Report Print Date & Time: 17-Apr-2021 11:43:14 AM Asia/Kolkat
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GVK'BIO

Accelerating Research

[Data Information]

Creation Date 17-Apr-2021 17:36
[Measurement Information]
Instrument Name ~ POLARIMETER
Model Name P-2000
Serial No B160661232
Polarizer Dichrom
Faraday Cel Flint Glass
Accessory PTC-262
Accessory SIN 058861481

Temperature 2500C

Control Sonsor ~ Holder

Monitor Sensor  Holder

Start Mode Start immediately
Light Source Wi
Monitor wavelength 589 nm
DILT. 9 sec
No. of cycle 5
Cycle interval 5 sec
Temp. Monitor Holder
Temp. Corr. Factor None
Aperture(S) 8 Omm
Aperture(L) Auto
Mode Specific O.R.
Path Length 50 mm
Concentration 0.2 wiv%

GVK-RAG-1-57 PEAK 1

[Comment]
Sample name
Comment

User

Division
Company

GVK-RAG-1-57 PEAK 1
CONC=0.2% in MeOH

GVK BIO SCIENCES PVT LTD

Water content of sample 0%
Factor 1
No. |Sample No. Mode Calc. Data |Meas. Data |Monitor(deg) |PMT Voltage[V]

1| | 1 | GVK-RAG-1-57 PEAK 1-1 | Specific O.R. | -0.9000 -0.0009 -0.0015 253
2| " | 2 | GVK-RAG-1-57 PEAK 1-2 | Specific O.R. | -1.5000 -0.0015 -0.0021 253
3| " | 3 | GVK-RAG-1-57 PEAK 1-3 | Specific O.R.| -1.4000 -0.0014 -0.0020 253
41" 4 | GVK-RAG-1-57 PEAK 1-4 | Specific O.R. | -1.1000 -0.0011 -0.0017 253
5| * | 5 | GVK-RAG-1-57 PEAK 1-5 | Specific O.R. | -1.3000 -0.0013 -0.0019 253
6| | 6 Avg. -1.2400
7 7 S.D 0.2408
] 8 CV 19.4219

Temperature(C) |Blank Measurement Date |Comment
1 24.99 -0.0006 | 17-Apr-2021 17:35
2 24.99 -0.0006 | 17-Apr-2021 17:35
3 24.99 -0.0006 | 17-Apr-2021 17:36
4 25.00 -0.0006 | 17-Apr-2021 17:36
5 25.00 -0.0006 | 17-Apr-2021 17:36
6
7
8
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-REAG-2-57 PERK 2
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GVK-RAG-1-57 PEAK 2 GVK Bio Sciences Pvt Ltd 17-Apr-2021
Discovery Chemistry Analytical Services 09:33:31
Acq Method Formic Acid_4.0 Min ANL-MCL5-LCMS-007
512104 C255TA 5: Diode Array
266 215
E Range: 6.632s-1
Time  Height Area Area
3 O Y 256 13 mes 032
266 EG0ZF1 B5E026 OBIS
£.0e-14 285 zom 307 036
Aé Nt 317 213 HT0 0F
5614 0 <
E (6]
501
O
+ "
P (+)8c ii
4014
351
- E |
=
3.0e-14
261
2.0e-14
15813
10813
5.0e-2] |
; F\_,__,___,_,_,_,_ :.ml 285 347
0.0 e
000 025 050 05 100 125 1.50 175 200 225 280 2rs 300 325 350 275 400
512104 C2557A 1: Scan ES+
_ 269 TIC)
a8 BA5aT
] ]
| 3zt
241
AR R
/J \ WATTAN
ree————— e e e e
TTT T[T T T T [T T T T rrrrI17 "I""I_'"'I_""I""I""I_""I_l"'l""l""l_""I_l"'lTime
000 025 060 075 100 125 150 175 200 325 2E)  2FE 300 3 350 3T 400
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GVK-RAG-1-57 PEAK 2 GVK Bio Sciences Pvt Ltd 17-Apr-2021
Discovery Chemistry - Analytical Services 09:33:31
|Acq Method Formic Acid_4.0 Min ANL-MCLS-LCMS-007
512104025574 79 (2.890) 1: Scan ES+
ey 551,44 4467
aﬁ-
55241 110165
10262
110363
553.45
1104 624
conis 12467
14199  o0gAd  2eods 33808 38774 4771749540 || Eees3 ErSES 5412685550 7171 S o435 1oea.51 E"zfﬁ 20451 126754 133949 140563 1458
100 ' 150 ' 200 | 250 ' 300 ' b0 4D0 | 450 ' 500 €50 800 ' G0 | 700 | 7ED | 80 ' gbo | 900 ' 0%0 ' 1000 ' 100 ' 1100 1150 ' 1900 ' 1250 ' 1300 ' 1350 1400 ' 1450 |
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GVK Biosciences Private Limited
Discovery Chemistry - Analytical Services
SFC Analytical Chromatogram

User Name: analyst Project Name: 202 1\APR-202 T\MALLAPURVANL-MCL5-SF C-006-APR-2021
Sample Name: GVK-RAG-1-57-PEAK-2 ]
Acquired By: MLRARalyst
Vial: 1:C,1 Sample Set Name: 17_APRIL_2021
Injection Volume: 1000 ul Acq. Method Set: C2_SohB2_3g_25
Date Acquired: 17-Apr-2021 09:53:22 AM IST Proc. Chnl. Descr.: PDA Spectrum PDA 210.0 nm (PDA

Spectrum (200-400)nm)

SFC Method Conditions :

Column . CHIRALPAK AD-3 (4.6"150mm)3um
Co-solvent - Methanol

Total flow - 3a/min

% of Co-Solvent 25

ABFR - 1500psi

Temperature - 30°C

Auto-Scaled Chromatogram

0.0257 2
4 'r“ln
] [
0.020+ [
0.015] |
=1 ] |
< ]
0.0104 |
0.005 g /
] N
] o /
o R e W R W
0005 T T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00
Minutes
Peak Results
Name | RT Area % Area
1 225|876 0.14
2 3.79| 607350 99.86
Report Template: Chiral Report Print Date & Time: 17-Apr-2021 11:43:31 AM Asia/Kolkat
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GVK'BIO

Accelerating Research

C5748-PEAK 2
[Data Information] [Comment]
Creation Date 17-Apr-2021 17:49 Sample name (CH748-PEAK 2
Gomment CONC=02% in MeOH

[Measurement Information] User

Instrument Name ~ POLARIMETER Division

Model Name P-2000 Gompany GVK BIO SCIENCES PVT LTD

Serial No B160661232

Polarizer Dichrom

Faraday Cel Flint Glass
Accessory FTC-262
Accessory S/IN 058861481

Temperature 2500C

Control Sonsor ~ Holder

Monitor Sensor  Halder

Start Mode Start immediately
Light Source Wi
Monitor wavelength 589 nm
DIT 5 sec
No. of cycle 5 .
Cycle interval 5 sec (+)8c ii
Temp. Monitor Holder
Temp. Gorr. Factor None
Aperture(S) 8.0mm
Aperture(L) Auto
Made Specific O.R
Path Length 50 mm
Concentration 0.2 wiv%
Water content of sample 0%
Factor 1

No. |Sample No. Mode Calc. Data |Meas. Data |Monitor(deg) | PMT Voltage[V] |Temperature(C)

1] " | 1 | C5748-PEAK 2-1 | Specific O.R. | +1.8000 +0.0018 +0.0012 263 25.00
2| * | 2 | C5748-PEAK 2-2 | Specific O.R. | +1.7000 +0.0017 +0.0011 263 25.00
3| " | 3 | C5748-PEAK 2-3 | Specific O.R. | +1.9000 +0.0019 +0.0013 263 24.99
4| " | 4 | C5748-PEAK 2-4 | Specific O.R. | +1.5000 +0.0015 +0.0009 263 25.00
5| * | 5 | C5748-PEAK 2-5 | Specific O.R. | +0.9000 +0.0009 +0.0003 263 25.00
6| | 6 Avg. +1.5600

7 7 SD 0.3975

8 8 cV 25.4803

Blank |Measurement Date |Comment

1 |-0.0006 | 17-Apr-2021 17:49

2 |-0.00086 | 17-Apr-2021 17:49

3 |-0.0006 | 17-Apr-2021 17:49

4 |-0.0006 | 17-Apr-2021 17:49

5 |-0.0006 | 17-Apr-2021 17:49

6

7

8
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CWE-RAZ-1-33

AR BO-NME/18/03/0577 edb1T7206003
Referenca Oode: 511803A8655-CVE-RAG-1.
Sclwant: cdcld

Archiva directory:

fhoma / qukhio,/data 2018 /Mar

Agilent 400-MEDDZ

Data collected om: HMar 9 2018
Experiment: PROTON

T
7 6 5 4 3 2 1 0 ppm

0.8
o, 8=
0.7
2,00 F
wT
gL

CVE-RAC-1-33

AR HO-HME/18/ 030577 edb17206003
Referenca Coda: 511803A8655-CVE-RAG-1.
Solvant: cdecll

Archiwve directory:
JSboma/gvibic/dataFfi01s Mar

Agilant 400-MFEDO2

Data collectad om: Mar 9 2018
Experiment: DPROTON

1.078
7264

[T}
T
7. 21T

BT

o.ms
a.05
o.es T
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GVE-RRG-1-33
AR HO-MMR/18/03 /0577

Referenca Code: 511803AS655-CVE-EAZ-1-33
Bolvent: cdcll

Archiva directory:
JSboma/gvkbic/data f2018 Mar

Agileot 400-MFEDOZ

Data collectaed cn: Har 9§ 2018
Experiment: DPROTON

edbl1 7206003

ol m Tk
gl |- H
b 1 s
1
"
— T T — — T — T
3.5 3.0 2.5 2.0 1.5 1.0 0.5 ppm
! - !
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G VK Biosciences (Pvt.) Ltd.

Analytical Research and Development

Data File: BG_511803A8654 Sample Name : P-3323-8-FMC-GVK-G4920-40
Instrument Name : N/A Injection Volume(ul): 2.00
Comments: Vial: GE7
Sample Type: Unknown Run Time(min): 5.01
Acquisition Date: 03/09/18 05:45:29 PM
LC Method Details :
Method GVE_SMIN, GVE_LCMS 40
Mobile Phase A:  0.1% FA in Water
Mobile Phase B:  0.1% FAin ACN
Gradient % of B:  0/80,8/80
Flow : 0.8ml/min
Column Acquity UPLC BEHCI18, 2.1*50mm. 1.7um,
Column temparature : 40c
Detector Type: PDA
Wavelength Range 1 (nm): N/A
UV Chromatogram
RT: 0.00-501 SM: 11G
(@] RT:2.91 NL:
12000004 1.23E6
1100000+ H poaal Sean
1000000+ Avalon
900000 Eggg 1803
800000 HO O
700000 12
=2 —
z 600000
500000
400000
300000
200000
100000+ 096
0 054 092 1.26 1.46 1.66 206 2.28 263 4 3.19 5 RT; 4.03 447 479
L N IS N S N N BN N D NN ENN N N N EN N BN BN N EN EN B B S IR NN EN B N EN N NN DR NN NN N NN N B NN B N BN N E N B |
0.5 1.0 1.5 2.0 25 3.0 35 4.0 45 50
Time {min)
RT Peak Height Peak Area Area %
291 1226029.98 1165595.71 95.37
2.99 7239.23 7425.10 0.61
3.03 8169.62 9797.23 0.80
343 324398 8213.00 0.67
349 4485.95 6531.16 0.53
3.56 6635.38 8743.25 0.72
3.60 6213.84 9172.04 0.75
4.03 2100.58 6669.41 0.55
Operator: Thermo Scientific Page 1 of 1

Instrument Name:

N/A

Friday, March 09, 2018,

17:46:04
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JAGVKBIO...\511803A8654\511803A8654

GVK-RAG-1-33

IT: 0.00- 5.01

uAlU

Relative Abundance

Relative Abundance

1500000
14000003
13000003
12000003
11000003
10000003
9000003
8000005
7000003
6000003
500000}
4000003
3000003
2000003
1000003

0

0.25

291

NL:

1.51E6

Total Scan PDA
511803A8654

100

3.51

‘ 3.63
419

NL:

6.67E4
TICF:ITMS + ¢
APCI corona Full
ms
[80.00-1000.00]
MS

511803A8654

[i
f "IL | | A
100 279 ) L e

0.59 0.86

1.74 21

1.44
1.1 ‘

0.51

1

il
l. | W

2.81

4.05

219
2.38

4.31
5
3.06

3.10

(HI ” 368/ | 446
|

‘ ‘M il

495

NL:
1.10E2

TICF:ITMS - ¢
APCI corona Full

ms
[80.00-1000.00]
MS
511803A8654

0

|
|

T
2 3 4
Time (min)

5

Relative Abundance
n n [ w B o w wm =] 2] =~ - @ o (=]

10

w

[y

207.09

511803A8654 #303 RT: 295 AV:1
F: ITMS + ¢ APCI corona Full ms [80.00-1000.00]

NL: 2.30E4

200

Relative Abundance

60

-
[=2] (=] = = =] oo w0 w $
|

o

= = NN W W B B

100.70

118.92

c-}HH"PIIII?I\|\‘]ﬂllII?\|\I‘ﬂ|||?H|ﬂ.|||||?||\H"IH|$I|||‘{‘IHI?IHI‘]HIIH?\|\I‘ﬂ||I?I\H‘]"‘IIII?\HH"III

511803A8654 #311
F: ITMS + ¢ APCI corona Full ms [80.00-1000.00]

RT: 3.03 AV:1

207.10

280,

326.00

343.97

NL: 1.94E3




OVE-FAC-1-38
AR NO-HMR/18/03/2066 cT86bac3002

Eeferenca Coda: S11803E5257-GVE-RAG-1-39
Bolwant: cdelld

Archivae directary:
fhoma/gvkbio/data 2018 Mar

Agilent 400-MEDOZ

Data collected on: Har 0 2018

Experizent: PROTON
OHC

@) o

_ LI T — 1,UU|L J
L s e L s B e S L B
13 1z 11 10 9 ] 7 [ 5 4 3 2 1 0 ppm
v o ¥ @ E
=z @ 3 = & 3
4 o - a o o
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CWE-RAC-1-39
AE HO-MMR/18/ 0372066

Eeferenca Code: S11803EE257-CVE-RAC-1-30
Sclvent: cdcll

Archiwe directory:
Sboma/gvibic/data f2018 Mar

Agillent 400-MEDOZ

Data colledtod om: Mar 20 2018
Experiment: PROTON

4,383

OHC

cT786bac3002

-

64T

11.0 10.5 10.0 .5 8.5 8.0 7.5 7.0 6.5 ppm
- i s
z = 3 s
GVE-FAG-1-33
AR NO-MMR/18/03/2066 cT86bac3002
Referenca Codae: 511503E2257-CVE-ERZ-1-30
Bolvent: cdcll
Archive directory: =
JShome S gwED 1o/ datg 2015 /Mar B
Agilaot 400-MFDID
Data collectaed op: Har 20 201B
Experiment: DPROTONR
@
OHC 3
0 5 g H
T -~
13 .
-
JL.-. I
L B L e s B B B S B S T SN L e S B By B B B S By B e B B B S S B B
5.5 5.0 4.5 4.0 3.0 2.5 2.0 1.5 1.0 ppm
e e -
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GVK BIO SCIENCES PVT LID

LC/MS REPCRT

3/z20/z2018
GVE-RAG-1-39
C:\CHEM32\1\METHODS\RND-FA-3.2-MIN.M

Date of Analysis TIME 3:06:14 PM
Sample Name

Acg. Method

Vial position: P1-2A-03
Injection Vol: 0.300 uL
Instrument Name:ANL-MCL3-LCMS-002

Acg Method Conditions
Acguity UPLC BEH C18

Column

Mobile phase:Z: 0.
Time (min)/ %B 0/2,0
Column temparature

Gradient

n

045

: RND-FA-3.2-MIN
(50mmx2.1 mm, 1.7um)

C,Flow

rate

1% of Formic Acid in Water,B:

0.1% of

Formic

.2/2,1.5/98,2.6/98,2.61/2,3.2/2

:0.8 ml/mn

acid in Acetonitrile

“DADT A, Sig=215,4 Ref=off (2018 MAR.PRO'511803B8256.D - 2018\MAR.PROBLANK-20032018-001.0)
maAL 3 s
17504 OHC o
15003
1250 3
10003 o O
760 3
500 _
250 13 3
E -
e
0.5 1 1.5 2
MSD1 TIC, MS File (CACHEM32\T\DATA2018MAR.PRO'S11803B8256.0) E
25000000 -
20000000 -
15000000
10000000 -
5000000
1 - -
0+ T T T T T
0.5 1 1.5 2 2.5 mir
DADl A, Sig=215,4 Ref=off
| PEAK No RT min | Height Area |  Area % |
[========] === | === == | === |
| | | |
| 1 2.031| 12.088 13.044| 0.574|
| 2 2.109| 32.577 29.667| 1.306]|
| 3 2.152| 1.936e3 2144.274| 94,360
| 4 2.212| 27.662 32.752| 1.441|
| 5 2.306| 20.950 19.598 | 0.862|
| 6 2.335 3.254 2.783 0.122]
| 7 2.469| 20.614 21.121] 0.929]
| g 2.556| 8.668 9.187] 0.404]
MSD1l TIC, MS File
| PERK No RT min | Height Area | Area % |
Rl B | ———] | - |
| | I |
tlysed By
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MS Spectrum

*MSD1 SPC, time=2.182 of C:\CHEM32\1\DATA\2018\MAR.PRO\511803B8256.0 ES-API, Pos, Scan, Frag: 80, "+ve"
o
M~
100 &
Max: 8.388le+006
60 | OHC
0] @]
13
60—
40+
[<¥)
@Q
7] o
[« o
o b
I
201
b
&
q
-7 T
100 200 300 400 500 600 700 800 900 m/z
—~MCL5-LCMS-002 3/20/2018 3:38:09 PM SYSTEM Page 1 of
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CVE-FRAC-1-35
AE HO-MMR/1B /0371480

Seferanca Ooda: 511803E3301-GVE-EAG-1-35
Solvent: carll

Archiva difﬁ:lﬂq’:

fhoma fqVEb 10/ data /2018, Mar

Agilant 400-MEDDZ

Data collectad om: Mar 14 2018
Experiment: PROTON

HO

4eldfeBof002

P -~
-l X dL—-_IJ
LA B L L B By B B B T T T LA L L B L L B |
14 13 12 11 10 ] 7 5 4 3 2 1 pEm
oy v ooy
a2 4 E 2 =2 E £ 5 A
- o = 4 A o = =
PMlotoama: S11803E3301-CWE-EAC-1-35 PROTON 01.RET plotdl
GVE-RAG-1-35
AR WO-HME/18/03/1480 423f6BcEO02
Referenca Ooda: 511803E3301-CVE-RAG-1-35
SBolvent: cdcll
Archiva AiTeCtarys
#homs f gvkbiofdata f2018 /Mar
Agilent 400-MFDOZ
Data collected on: Har 14 2018
Experiment: DPROTON o HO
14
i 5 2| -
5% = | = £l
il L
LA r i
s &
g aE
“ L
4 k — [~ -
W j\k ]Uu
L e B LA S B S B S T T L B B S s By B S B S B B
5.5 5.0 4.5 4.0 3.0 2. 1.5 1.0 ppm
o e o e e
] R 2 S g A
o o o = e i

Plotnama: S511803E3301-CVE-RAC-1-35 PROTON 01.EEC plotdl
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CVE-RAG-1-35
AR HO-MME/18,/03 /1480

Referenca Coda: 511203E3301-CVE-RAG-1-35
Bolvent: cdell

Archiwa directory:

JSbhome fqvkbic/data fI018 Mar

Agilent 400-MEDD2

Data collectaed on: HMar 14 2018
Experiment: PROTON

HO

7,311

jl

u_ N

EALE

J

L

4e3féBcf002

B.6 B.4 8.2 8.0 7.8

Plotoama:

CVE-RAG-1-35-DIOEEC
AR NO-MME/18/03 /1480

Reforenca Coda: 531503E3301-CVE-RAG-1-35-D20FXC
Bolvent: cdcl3

Archdva directorys

JSbome fgvkbic/data 2018 Mar

Agilant 400-MFDO2
Data colleotad oms
Experiment: PROTON

Mar 15 2018

S11S03E3301-CVE-EAC-1-35 DROTON 01.EEC plotdz

7.4
S

2

7.2 7.0

o6

HO

C

6.8

6.6

6.4

e
B

o

6.2

7.8

6.0 5.8 pEm

18392753002

LR=ED

Flotoama:

o.92-C

511503E3301-CVE-RAC-1-35.-D20EXC PROTON 01.REC plotdl

T ST,
a.08 T

66

2,08 &

646 T



GVK Biosciences (Pvt.) Ltd.
Analytical Research and Development

Data File: BG_511803B3300 Sample ID: GVK-RAG-1-35
Sample Type: Unknown Vial: BA4

Instrument Name: N/A Injection Volume(pl): 2.00

Operator: Thermo Scientific Acquisition Date: 03/14/18 09:40:46 PM
Original Data Path: DAGVEBIODATA0 1 S\DATA'WMA Run Time(min): 9.99

R-2018\511803B3300

L.C Method Details

Method : GVEK_10MIN

Mobile Phase A:  0.1% FA in Water

Mobile Phase B:  0.1% FAin ACN

Gradient % of B:  0/2,0.5/2,9.5/98,9.7/98,10/2

Flow : 0.6ml/min

Column: BEHCI18, 2.1#50mm, 1.7um,
Detector Type: PDA
Wavelength Range 1 (nm): 215.00000

UV Chromatogram

RT:0.00-9.99 SM: 5G

RT: 777 NL:
100 1.81E6
3 Spectrum
90: Maximum
= nm=214.5
803 HO 2155 PDA
E Avalon
e BG_5118038:
§ 603 O o w0
£ ]
2 5] 14
< =
2 a7
) E
£ 303
2035 024
105
o3 082 144 195 RT:2.86 ,LL
B S s S S B B B N (LS S E e S S s S B B B R s By S B s S S E S B S B B B S —
1 2 3 4 5 3 7 8 ]
Time {min)
RT Peak Area Area %
2.86 9658.10 0.25
737 3786128.60 99.75
Operator: Thermo Scientific Page 1 of 1
Instrument Name: NA Wednesday, March 14, 2018, 21:42:16
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AU

=

Relative Abundance

Relative Abundance

3T: 0.00 - 10.02
777 NL: 4.58E5
450000 Total Scan PDA
] 511803B3300
400000
350000
300000
250000
200000
150000
1000004
J10.24
50000
] 9.13
mg 7.80 NL:9.70E4
m/z= 164.57-730.92
F:ITMS + ¢ APCI
ag corona Full ms
[80.00-1000.00] MS
51180383300
80
70
80
50
40
30
20
10 ‘ 9.90
7.09
0 WHLR
100 148 NL: 7.59E1
B TIC F: ITMS - ¢ APCI
= 746 corona Full ms
90 : [80.00-1000.00] MS
B 51180383300
804
704
god 103
504
40
304
204
104
0
0 4 6 8 10

Tima minl

51180383300 #801
4,65
4.60%

4.554

4.50H

4,459

Lol
W B
\?

bl
w

4.25

O~ A
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4.05

b
=}

3.95

W
©

3.85

Relative Abundance
Ill-mllllliﬁgllll-%{‘all\I?IIII?III%\I\I%IIH’%HH?III?H\I;IIII%IHI'IIII?II\Illlll?l\I\l\lll?lI\Iu““l\l\?I\I\l\l\l?llllﬁnﬂI
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(5]
—

3.05
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H%l

e T S
s a 8 &
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RT:7.80 AV:1
F: ITMS + ¢ APCI corona Full ms [80.00-1000.00]

281.26

NL: 8.31E4

HO

561.01
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CVE-FEE-A130-45
AE HO- /EME,d /18723131

Referenca Ocde: 51180400454 -CVE-DPRE-1-470
Bolvent: cdcll

Archiwa directory:

/homa fgqrkbio/data /2018 /ApT

Agilant 400-MNFEDOZ

Data collected om: Rpr 23 2018 O O
Experimemt: DPROITOH

54506772003

i

I
14 13 12 11 10 9 8 7 6 5 4 3 2 1 ppm
¥ by w o e
= i@ = = 8 B 2 3
= o = a o o o a
CVE-PEE-K130-45
AR HO- /EME/4 /1872311 54506772003
Referenca Coda: 51150400454 -CVE-PRG-1-4TF
Solwent: cdcll
Archiva directory: ] ﬁ
Sbome fgwkbio/data 2018 /Apr e e oo
Agilant 400-MEDOZ .
Data collectad om: Apr 23 2018 =
Experimcnt: PROTON
HO\N =
-
K ]
18 . ‘
L L s Sy B B e S By I S B B B E s S S By e B B S B B B S B LN B I S B R S B B B H
10.0 9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 Dpm
o e o
2 2@ ] b
o o - o =
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GVE-PEE-R139-45
AR WO- /EME /4 /18723310

Refercoca Code: 51180400484 -CVE-DRC-

Bolwent: edell

Archiva directory:

fhoma A gvKb1odata 2018 ApT
Agilant 400-MEDD2

Data collectad on: Apr 23 2018
Experiment: DPROTON

1-470

HO.

N/

18

2.730
701

2,718
2

LEH

105
1,978

1,861

5450677003

_t._._L
= o
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GVK Biosciences (Pvt.) Ltd.
Analytical Research and Development

Data File: BG_511804C0483- Sample ID: GVEK-RAG-1-47p
Sample Name: Vial: BCo

Instrument Name: N/A Injection Volume(ul): 1.00

Operator: Thermo Scientific Run Time(min): 549

INSTRUMENT ID: ANL-MCL5-LCMS-005 Acquisition Date: 04/23/18 09:19:06 AM

LC Method Details

Method : GVE_5.5MIN

Mobile Phase A : 0.1% FA in Water

Mobile Phase B : 0.1% FAin ACN

Gradient % of B :  0/3, 0.3/3, 1.8/98,4.5/98,4.51/3,5.5/3

Flow Rate : 0.6ml/min

Column : BEHCIE, (2.1#50mm), 1. 7Tum
Detector Type: PDA
Wavelength Range 1 (nm): 215.00000

UV Chromatogram

RT:0.00- 549 SM: 1G

RT:2.40 NL:
1005 HO. 1.77E6
3 ’z
903 N nm=214.5-
E 2155 PDA
803 Avalon
E BG_511804
209 o o C0483-
@ .
E o] RT: 258 18
2 503
=< 3
2 409
5] 3
£ 303
203
103 0.25
PR |{ 0.60 084 162 185 211 AT.263 g9 RT;,E:?? 356 392 430 461 487 508 533
:\\||||||||||||||||||||||||||||||||\\\|\|||||||||||||||
05 1.0 15 20 25 3.0 35 40 45 5.0
Time (min)
RT Peak Area Area %
234 4848270 2,19
2.37 70026.70 3.16
240 1963930.18 88.67
2.52 32040.58 1.45
2.58 27014.08 1.22
2.63 29576.42 1.34
3.27 43907.36 1.98
Operator: Thermo Scientific Page 1 of |
Instrument Name: NA Monday, April 23, 2018, 09:19:39
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AT: 1.76- 4.53

2
=
3

Relative Abundance

Relative Abundance

511804C0483- #167 RT: 2.43 AV: 1 NL: 1.66E5

2.40 NL: F: ITMS + ¢ ESI Full ms [80.00-1000.00]
E 6.87E5 100— 312.20
650000 Total Scan
E PDA 90|
6000003 511804C0483- a0
| ]
5500003 £ 704
500000 T 60
3 3 o
4500003 P
E Z 40
400000 g o
| o
3500005 HO\N = 204
300000 104
. 0 L
2500007 L L L L L L L L L L L L L L L L L L |
E ‘ o o 200 250 300 350 400 450
2000003 ' 18 m'z
3 511804C0483- #163 R1:2.38 AV: 1 NL: 1.33E4
1500003 F: ITMS + ¢ ESI Full ms [80.00-1000.00]
1000003 100 312.35
E 237
500003  ,op #|252 299 327 330 302 409 904
— 80~
2.43 NL: 8
1003 | 1.91E5 k= 709
] | TICF:ITMS + | £ 60
a0 cESIFulms | 2 go |
] [80.00- I
3 1000.00] MS | 2 40
80 5118040483 | § ao]
| o
704 il 281.34
7 10+ L
GEE L e e e N N N LN N Y S B B B N S B B
1 200 300 400 500 600
50 mz
3 511804C0483- #161 RT:2.35 AV:1 NL: 2.56E3
40 F: ITMS + ¢ ESI Full ms [80.00-1000.00]
E 281.22
] 100
30 a0
] 80
| ]
203 g 70+
o Lo
] g 50
o " 2 a0
N o
1005 242 1.06E2 2 304
E TICF:ITMS - ¢ 20
90 ESI Full ms 1 326.01
] [80.00- 91.00 256,49 Haaa_zs 561.08
80: 1000'00] MS G II T ‘ L II T JI L - T T Il | T T T | T T |
B 51180400483- 200 400 600 800 1000
] m'z
703 511804C0483- #175 AT: 254 AV: 1 NL: 4.45E3
R F: ITMS + ¢ ESI Full ms [80.00-1000.00]
sty: 100+ 2097.36
50| 90|
E 80|
7 [
40 § 70
] g 650
30 2':9 £ 50
1 213 | £ 401
203 A T 319.27
] | Vize2 g 3% ss060 ||
3 / v .
0] . 273 0, 20 €
I . U2 [\ 373 447
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GVE-RAC-1-T0
AE BO-MMR/18/10/2064

Refercoca Coda: S5115810B2064-CWE-RAZ-1-70
Solweant: cdcl3

Archiva 4ireotary:
fhomaygvkbio/data 2018/ 0ct

Agilapt 400-MFDD2

Data collected om: Oct 12 2018
Experimcnt: PROTON

OHC

20

eab528E5002

12 11 10 g 8 7 5 4 1 ppm
Y | Y T T Toor
=2 i 8 = & E = a
- s g - - - i s
Plotopama: 5115810852064 -CVE-RAC-1-70 PROTON 01.REC plotdi
CVE-FAZ-1-T0
AR BO-MMR/12/1072064 eetb2BE£05002
Refercoca Code: S11SE10BI064-CVE-RAC-1-T0
Eolvant: cdoll
Archive directory:
Jhoma/qvibio/data /2018 /00t
Agilant 400-NEDOZ
Data collected ocm: Oct 12 2018
Experimcut: PROTON
~o ¢! .
&
H H o
20 . 0 z
-
L -
T T T [ T T T T [ T T T T [ T T T T [T T T L T T T T T T
10.0 9.5 5.0 8.5 8.0 7.5 7.0 6.5 ppm
' T 1 N
= E g -
a a K K

Plotnama: 511581082064-CVE-RAGC-1-T0 PROTON 01.REC plotd2
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GVE-RAZ-1-TO
AR NG-MMRS12/10/2064

Referenca Code: S11S810BI2064-CVE-RAZ-1-70
Sclvant: cdcll

Archive directorys

fhoma;/ gvkbio/data 2018/ 0ct

Agilant 400-MFDD2

Data collected om:= Oct 12 2018
Experiment: DPROTON

3.04E

OHC

20

1.0
——————1.a1
Y 798

N

eat528£9002
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GVK BIQSCIENCES BVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH
LCMS REPORT

Sample Name I GVE-RAG-1-70 Vial position : P1-C-01
Date of Analysis :10/12/2018 12:20:50 EM Injection Vol :0.300nl
Acg. Method :RND-FA-4.01 Instrument ID :ANL-MCL5-LCMS-00

RND-FA-4.01 MIN :-

Column : ACQUITY UPLC BEH Cl18 (50mmx2.lmm, 1.7um)

Mobile Phase : Al - 0.1 % FA IN WATEE ; Bl: 0.1%FA IN ACN

Gradient : Time (min) / %B1:0/3,0.3/3,2.3/98,3.5/98,4.0/3,4.01/3
Flow Rate : 0.6 ml/min

Column Temp : 50°C

*DAD1 A, Sig=215 4 Ref=off (2018\0CT.PRO\G11810B2063.D - 2018\0CT_PRO\BLANK-12102018-03 D)
mAU a
] Qr
1400
1200—: OHC ‘
1000 ‘
1 ~o (0]
800 20
600
400 ‘
] |
0of—A M S S AR IR B HI s B 2 24 A A
] | [
20— ‘1 - 71 - T 1 T T T 1 T " T T 1 T r T T 1 T T T
05 1 1.5 2 25 3 3.5 mi
| Peak | ET | Area |Area % |
| No | min [ === [======= I
|- | - | | I
|1 |1.95 | 10.942 0.401]
2 D | 27.523]| 1.008]
|3 | 6.110] 0.224)
| 4 | 2542.948| 93.140]
= 2 I 9.294] 0.340]
| & 3] | 38.671| 1.41¢]|
|7 |2.41 | .084|
| 8 |2.54 | 0.329]
|9 12.70 | 0.213]
|10 12.75 | 0.248]
|11 |2.84 | 0.58¢6]
|12 |2.88 | 0.831]|
113 |3.00 | 0.215
|14 13.03 | 0.17¢]
|15 13.07 | 0.475
|16 13.21 | 0.314]
Analysed by : Dage 1 of 2
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M3 Spectrum

*MSD1 SPC, time=2.157 of CACHEM32\1\DATA\2018\0CT .PROVS11810B2063.D MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"
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GVE-RAG-1-76

51201000590 GV K-BAC-1-T6
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[eve-RAG1TE GVK Bio Sciences Pvt Ltd 20-Dct-2020]
Discovery Chemistry Analytical Services 21:26:1§
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[GVK-RAG-1-76

512010D0635-A 76 (1.82:
1004

|Acq Method Formic Acid

B 39

1220, 0y 2108

HO.

10 48351 gag.4

o ik 260

250

T

55

N/

- 561.35

2

21

T20.57

Y - Analytical S

7rass gpesg P08 gy

75080 0 80

20-Oct-2020
24:26:16

AML-MCLS-LCMS-007

1: Scan ES+
67267
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