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1. General

Dry solvents were purchased from chemical suppliers and used without further purification.
Analytical thin-layer chromatography (TLC) was performed on commercially available Merck
TLC Silica gel 60 Fas4. Silica gel column chromatography was performed on silica gel 60
(spherical 100-200 pm). IR spectra were recorded on Perkin-Elmer FT/IR-4000 using ATR.*H
NMR spectra were recorded on Varian-400 (400 MHz) spectrometer. Chemical shifts of 'H
NMR spectra were reported relative to tetra methyl silane (**C NMR spectra were recorded on
Varian-400 (100 MHz) spectrometer. Chemical shifts of *3C NMR spectra were reported to
relative to CDCl3 (77.16) and DMSO-de (39.5). Splitting patterns were reported as s, singlet; d,
doublet; t, triplet; q, quartet; m, multiplet; br, broad.



Experimental Procedure for the Preparation of 2-acetylphenyl benzoate (3a):

To a stirred solution of 2-hydoxy acetophenone (1a) (2 g, 14.68 mmol) in
pyridine (3 ml) was added benzoyl chloride (2a) (2.9 g, 20.56 mmol) at 0 °C and
the reaction mixture was stirred at RT for 1h. The progress of the reaction was
monitored by TLC (5% Ethyl acetate in petroleum ether) showed completion of
the reaction. After completion of the reaction; the reaction mixture was poured in
to ice cold 1N HCI (70 ml) and stirred at RT for 2 h. The solid was filtered and
washed with water and dried under vacuum to give the crude product. The crude
product was washed with n-pentane to afford the pure compound 3a (3 g, 85%) as
an off white solid. *"H NMR (400 MHz, CDCl3): & = 8.22 (d, 2H), 7.87 (d, 1H),
7.68 (m, 1H), 7.56 (m, 3H), 7.39 (t, 1H), 7.25 (m, 1H), 2.54 (s, 3H). MS (El): m/z
240 (M+1,100).

Experimental Procedure for the Preparation of 1-(2-hydroxyphenyl)-3- phenylpropane-1,3-

dione (4a):

OH 4a

To a stirred solution of compound 3a (2.7g, 11.25mmol) in pyridine (10 ml) was
added NaOH powder (675 mg, 16.87 mmol) at 50 °C and the reaction mixture
was stirred at the same temperature for 1h. The reaction mixture became thick
solid. The progress of the reaction was monitored by TLC (10% Ethyl acetate in
petroleum ether) showed completion of the reaction. After completion of the
reaction; the reaction mixture was acidified with 20 % acetic acid solution and
stirred at RT for 3 h. The yellow coloured solid was filtered and washed with
water and dried under vacuum to afford the pure compound 4a (2.4 g, 90%) as a
yellow coloured solid. *H NMR (400 MHz, CDCls): & = 15.54 (s, 1H), 12.09 (s,
1H), 7.93 (m, 2H), 7.78 (dd, 1H), 7.75 (m, 1H), 7.50 (m, 3H), 7.01 (dd, 1H), 6.90
(t, 1H), 6.85 (s, 1H). MS (EI): m/z 240 (M+1,100).

(Note: compound 4 1H-NMR shows keto enol form)

Experimental Procedure for the Preparation of 3-benzoyl-4H- chromen- 4-one (5a):

o7

To a stirred solution of compound 4a (6 g, 25.00 mmol) in toluene (60 ml) was
added DMF-DMA (17 ml, 75.00 mmol) at 5 °C and the reaction mixture was
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2, 4-diphen

heated to 80 °C for 1h. The progress of the reaction was monitored by TLC (10%
Ethyl acetate in petroleum ether) showed completion of the reaction. After
completion of the reaction; the reaction mixture was evaporated to afford the
crude compound which was purified by silica gel column chromatography (15 %
EtOAc/petroleum ether) to gave the pure compound 5a (5.5 g, 88%) as an off
white solid. *H NMR (400 MHz, CDCls): & = 8.38 (m, 2H), 7.87 (dd, 2H), 7.76 (t,
1H), 7.57 (m, 2H), 7.48 (m, 3H). MS (EI): m/z 250 (M+1,100).

ylpyrimidin-5-yl)(2-hydroxyphenyl)methanone (8a):

OH N

25 % NaOMe (0.8 ml, 3.6 mmol) in methanol was taken in methanol
N : under N2 atm, to this compound 6a (0.313 g, 2.00 mmol) was added at RT
8a and stirred for 5 min. Then compound 5a was added and stirred the

reaction mixture at RT for 16 h. The progress of the reaction was

monitored by TLC (20% Ethyl acetate in petroleum ether) showed
completion of the reaction. After completion of the reaction; the reaction
mixture evaporated to afford the crude compound which was purified by
silica gel column chromatography (5 % EtOAc/petroleum ether) to gave
the pure compound 8a (0.150 g, 21%) as an off white solid. M.p. 129-133
°C. 'H NMR (400 MHz, CDCls): & = 11.90 (s, 1H), 8.87 (s, 1H),8.64 (m,
2H), 7.76 (dd, 2H),7.56 (m, 3H), 7.39 (m, 4H), 7.36 (d, 1H), 7.01 (dd,
1H), 6.72 (t, 1H). IR (KBr,cm™'): 3227, 3058, 1971, 1621, 1549, 1419,
1332, 1240, 922, 742, 692. *C NMR (100 MHz, DMSO-d6) = 196.3,
163.3, 159.3, 156.9, 136.8, 136.8, 136.5, 136.0, 131.4, 130.9, 130.2, 130.2,
129.0, 129.0, 128.8, 128.4, 128.4, 128.1, 128.1, 122.3, 122.3, 119.3, 117.3.
MS (El): m/z 352 (M+1,100), HRMS: (ESI): Calcd for: C23Hi1sN20-
[M+H]: 353.1212; Found: 353.1320

Experimental Procedure for the Preparation of 2, 5-diphenyl-5H-chromeno [4, 3-d] pyrimidin-

5-ol (7a):

compound 7a (0.400 g, 57%) as an off white solid. M.p. 171-175 °C. *H

(/P Elution of the column with 10% EtOAc/petroleum ether to gave the pure




NMR (400 MHz, DMSO-d6): & = 8.52 (m, 3H), 8.31 (d, 2H), 7.62 (m,
6H), 7.48 (m, 3H), 7.27 (t, 1H), 7.17 (d, 1H). IR (KBr, cm'): 3469, 3169,
1757, 1598, 1552, 1418, 1048, 957, 753, 692. *C NMR (100 MHgz,
CD3COCD3) = 164.8, 156.6, 155.8, 154.5, 1425, 138.4, 131.7,131.9,
134.5, 131.9, 129.8, 129.7, 129.5, 129.1, 127.9, 126.2, 125.8, 125.3, 123.2,
121.0, 120.8, 119.1, 99.9. MS (EI): m/z 352 (M+1,100), HRMS: (ESI):
Calcd for: C23H16N202 [M+H]: 353.1212; Found: 353.1316

We confirmed the compounds 7a & 8a by 1H-NMR, N**>-HMBC, NOE, HMBC, HSQC,
LC-MS and HRMS data
Note: Similarly we prepared the compounds (1 to 20) using the above general procedures in

quantitative yield.

2-acetyl-4, 6-dichlorophenyl benzoate (3b):
. o 'H NMR (400 MHz, CDCls):  =8.21 (dd, 2H), 7.60 (m, 3H), 7.50(m,
\@5: 2H), 2.52 (s, 3H). MS (EI): m/z 307 (M-1,100).

3b Cl 0)\©

1-(3,5-dichloro-2-hydroxyphenyl)-3-phenylpropane-1,3-dione(4b):
D IH NMR (400 MHz, CDCls): = 15.3 (s, 1H), 12.72 (d, 2H), 7.95 (m,
Cl
(L 7| 21y, 7.60 (m, 6H), 6.7 (s, 1H), 265 (s, 2H). MS (EI): m/z 307
-2 (M+1,100). (Note: compound 4a 1H-NMR showed keto enol form)

3-benzoyl-6,8-dichloro-4H-chromen-4-one (5b ):
o T 1 'H NMR (400 MHz, CDCls): & = 8.33 (s, 1H), 8.12 (d, 1H), 7.83 (m, 2H),
O o O 7.79 (d, 1H), 7.62 (m, 1H), 7.48 (m, 2H). MS (EI): m/z 318 (M+1,100).

cl Sp

2-acetyl-4-methylphenyl benzoate (3c):




'H NMR (400 MHz, CDCls): § = 8.21 (m, 2H), 7.65 (m, 2H), 7.52 (m,
2H), 7.37 (m, 1H), 7.12 (d, 1H), 2.52 (s, 3H).2.42 (s, 3H). MS (EI): m/z
254 (M-1,100).

1-(2-hydroxy-5-methylphenyl)-3-phenylpropane-1,3-dione (4c):

o o 'H NMR (400 MHz, CDCls): & = 15.6 (s, 1H), 11.90 (s, 1H), 7.94 (d, 2H),
7.51 (m, 5H), 7.27 (m, 1H), 6.92 (d, 1H), 2.3 (s, 3H). MS (EI): m/z 254
h (M+1,100) (Note: compound 4a 1H-NMR shows keto enol form)

3-benzoyl-6-methyl-4H-chromen-4-one (5¢):
'H NMR (400 MHz, CDCl3): & =8.27 (s, 1H), 8.04 (d, 1H), 7.85 (m, 2H),

(0] (0]
7.57 (M, 2H), 7.44 (m, 3H), 2.47 (s, 3H). MS (El): m/z 264 (M+1,100).

2-acetyl-4-methylphenyl 3, 4, 5-trimethoxybenzoate (3d):

- 1 'H NMR (400 MHz, CDCls): 5 = 7.65 (d, 1H), 7.46 (s, 2H), 7.38 (m, 1H),

A

[l o 7.12 (d, 1H), 3.94 (s, 9H). 2.54 (s, 3H), 2.42 (s, 3H). MS (EI): m/z 344 (M-
3d 1|][0 ) 1,100)

1-(2-hydroxy-5-methylphenyl)-3-(3,4,5-trimethoxyphenyl)propane-1,3-dione (4d ):

i 'H NMR (400 MHz, CDCls): § = 15.92 (s, 1H), 11.9 (s, 1H), 7.50 (d, 1H),

N N N NNV

1L T | 7.27(d, 1H), 7.20 (m, 2H), 6.95 (m, 1H), 6.7 (d, 1H), 3.95 (s, 9H). 2.25
“oo0 (s, 3H). MS (EI): m/z 344 (M+1,100). (Note: compound 4a 1H-NMR

shows keto enol form)

6-methyl-3-(3,4,5-trimethoxybenzoyl)-4H-chromen-4-one (5d ):

o o 'H NMR (400 MHz, CDCls): 5 = 8.23 (s, 1H), 8.04 (d, 1H), 7.54 (m, 1H),

[l\_,_lo,ll “\.\T,,:—L.O,.f 7.45 (d, 1H), 7.13 (s, 2H), 3.93 (s, 3H). 3.86 (s, 6H), 2.48 (s, 3H). MS
(El): m/z 354 (M+1,100).

5d




2-methyl-5-phenyl-5H-chromeno [4, 3-d] pyrimidin-5-ol (7b):

[

A

i

M.p. 207-211 °C. *H NMR (400 MHz, DMSO-d6): & = 8.28 (d, 1H), 8.27
(s, 1H), 8.17 (s, 1H), 7.55 (m, 3H), 7.45 (m, 3H), 7.20 (t, 1H), 7.11 (d,
1H), 2.68 (s, 3H). IR (KBr,cm'): 3061, 2781, 2604, 1823, 1600, 1582,
1427, 1232, 1056, 944, 761, 696. **C NMR (100 MHz, DMSO-d6) =
167.4, 154.9, 154.4, 152.5, 141.4, 133.5, 128.9, 128.7, 128.5, 128.1, 126.6,
124.48, 124.3, 122.6, 119.0, 117.9, 98.6, 25.7. MS (El): m/z 290
(M+1,100), HRMS: (ESI): Calcd for CigH1sN20» [M+H]: 291.1055;
Found: 291.1155.

(2-hydroxyphenyl)(2-methyl-4-phenylpyrimidin-5-yl) methanone (8b):

M.p. 104-108 °C. *H NMR (400 MHz, CDCl3): & = 11.84 (s, 1H), 8.72 (s,
1H), 7.62 (d, 2H), 7.43 (t, 1H), 7.30 (m, 3H), 7.17 (d, 1H), 6.95 (d, 1H),
6.68 (t, 1H), 2.90 (s, 3H). IR (KBr, cm™): 3400, 3051, 2921, 1967, 1821,
1627, 1427, 1031, 925, 796, 752, 694. *C NMR (100 MHz, CDCI3) =
200.5, 169.4, 163.8, 163.0, 156.6, 137.3, 136.6, 132.5, 130.5, 130.1, 128.9,
128.8, 128.7, 127.7, 119.3, 119.9, 118.4, 26.3. MS (El): m/z 290
(M+1,100), HRMS: (ESI): Calcd for CigH1sN202 [M+H]: 291.1055;
Found: 291.1121.

2-(2-methoxyphenyl)-5-phenyl-5H-chromeno [4, 3-d] pyrimidin-5-ol (7c):

M.p. 181-185 °C. *H NMR (400 MHz, DMSO-d6): & = 8.30 (m, 3H), 7.76
(m, 3H), 7.50 (t, 1H), 7.48 (m, 4H), 7.20 (m, 3H), 7.07 (t, 1H), 3.79 (s,
3H). IR (KBr, cm™'): 3237, 3067, 2943, 2837, 2622, 1956, 1817, 1579,
1389, 1258, 1227, 1047, 1023, 966, 946, 749, 699. *C NMR (100 MHz,
DMSO-d6) = 165.0, 157.4, 154.8, 154.4, 152.6, 141.3, 133.6, 131.0,
130.9, 128.8, 128.2, 128.2, 128.2, 128.1, 126.7, 124.6, 124.5, 122.1, 120.2,
119.1, 117.9, 112.4, 98.6, 55.8. MS (El): m/z 382 (M+1,100), HRMS:
(ESI): Calcd for C24H18N203 [M+H]: 383.1317; Found: 383.1849.

(2-hydroxyphenyl)(2-(2-methoxyphenyl)-4-phenylpyrimidin-5-yl) methanone (8c):



M.p. 90-94 °C. *H NMR (400 MHz, CDCls): & = 11.90 (s, 1H), 8.91 (s,
1H), 7.95 (m, 1H), 7.70 (m, 2H), 7.49 (m, 2H), 7.37 (m, 4H), 7.17 (m,
2H), 7.02 (d, 1H), 6.72 (t, 1H).3.96 (s, 3H). IR (KBr,cm'): 3422, 3039,
2926, 2837, 1623, 1425, 1248, 1025, 926, 772, 746, 691. **C NMR (100
MHz, CDCI3) = 200.6, 166.4, 163.8, 163.1, 158.1, 156.6, 137.3, 136.8,
132.7,132.1, 131.7, 130.5, 129.2, 128.7, 128.5, 127.9, 127.5, 127.5, 120.7,
119.4, 119.2, 1185, 112.2, 56.1. MS (EIl): m/z 382 (M+1,100), HRMS:
(ESI): Calcd for C24H1gN203 [M+H]: 383.1317; Found: 383.1379.

2-(3-chlorophenyl)-5-phenyl-5H-chromeno [4, 3-d] pyrimidin-5-ol (7d):

M.p. 157-161 °C. *H NMR (400 MHz, DMSO-d6): & = 8.50 (m, 3H), 8.21
(d, 2H), 7.60 (m, 5H), 7.46 (m, 3H), 7.28 (t, 1H), 7.18 (d, 1H). IR (KBr,
cm'): 3068, 2925, 2764, 2609, 1955, 1571, 1385, 1225, 1047, 973, 751,
699. **C NMR (100 MHz, DMSO-d6) = 161.6, 155.5, 154.6, 153.2, 141.2,
138.9, 133.9, 133.6, 130.8, 130.7, 128.8, 128.8, 128.1, 128.1, 127.4, 126.6,
126.5, 125.6, 124.8, 122.2, 118.9, 117.9, 98.6. MS (El): m/z 386
(M+1,100), HRMS: (ESI): Calcd for C23HisCIN2O. [M+H]: 387.0822;
Found: 387.0938.

(2-(3-chlorophenyl)-4-phenylpyrimidin-5-yl)(2-hydroxyphenyl)methanone (8d):

M.p. 121-125 °C. *H NMR (400 MHz, CDCls): & = 11.86 (s, 1H), 8.87 (s,
1H), 8.62 (d, 1H), 8.51 (m, 1H), 7.73 (m, 2H), 7.48 (m, 6H), 7.24 (m, 1H),
7.00 (d, 1H), 6.70 (t, 1H). IR (KBr, cm™'): 3061, 3033, 2383, 1943, 1893,
1680, 1550, 1421, 1217, 926, 755, 677. **C NMR (100 MHz, CDCI3) =
200.3, 164.1, 163.8, 163.1, 157.2, 138.5, 137.4, 136.6, 134.8, 132.5, 131.4,
130.8, 129.9, 129.9, 129.1, 129.0, 128.8, 128.7, 128.5, 126.8, 119.3, 119.2,
1185. MS (El): m/z 386 (M+1,100), HRMS: (ESI): Calcd for
C23H15CIN202 [M+H]: 387.0822; Found: 387.0919.

2-(4-fluorophenyl)-5-phenyl-5H-chromeno [4, 3-d] pyrimidin-5-ol (7e):



M.p. 182-186 °C. *H NMR (400 MHz, DMSO-d6): & = 8.57 (m, 2H), 8.49
(m, 1H), 8.29 (s, 2H), 7.62 (m, 3H), 7.45 (m, 3H), 7.41 (m, 2H).7.27 (t,
1H), 7.16 (d, 1H). IR (KBr, cm™"): 3533, 3413, 2770, 2607, 1895, 1578,
1393, 1228, 1034, 950, 759, 690. *C NMR (100 MHz, DMSO-d6) =
165.3, 162.9 (C-F), 162.1, 155.4, 154.6, 153.1, 141.3, 133.8, 133.3, 133.3,
130.4, 130.3, 128.8, 128.1, 126.6, 125.0, 124.7, 122.1, 119.0, 117.9, 115.7,
115.5, 98.6. MS (EI): m/z 370 (M+1,100), HRMS: (ESI): Calcd for
CasH1sFN20, [M+H]: 371.1118; Found: 371.1231.

(2-(4-fluorophenyl)-4-phenylpyrimidin-5-yl)(2-hydroxyphenyl)methanone (8e):

F
OHNY©/
s

_N

O
de

M.p. 166-170 °C. *H NMR (400 MHz, CDClz): & = 11.88 (s, 1H), 8.85 (s,
1H), 8.64 (m, 2H), 7.72 (m, 2H), 7.40 (m, 4H), 7.25 (m, 3H), 7.00 (d, 1H),
6.70 (t, 1H). IR (KBr, cm™'): 3455, 3066, 3028, 1907, 1610, 1557, 1423,
1330, 1217, 924, 758, 677. **C NMR (100 MHz, CDCI3) = 200.5, 166.4,
164.1, 164.0, 163.9, 163.0 (C-F), 157.2, 137.3, 136.8, 132.9, 132.9, 132.5,
131.0, 130.9, 130.7, 129.1, 128.7, 128.0, 119.4, 119.1, 118.5, 115.8, 115.6.
MS (EI): m/z 370 (M+1,100), HRMS: (ESI): Calcd for Ca3HisFN20;
[M+H]: 371.1118; Found: 371.1272.

5-phenyl-2-(4-(trifluoromethyl)phenyl)-5H-chromeno [4, 3-d] pyrimidin-5-ol (7f):

CF;

M.p. 184-188 °C. 'H NMR (400 MHz, DMSO-d6): & = 8.71 (d, 2H), 8.52
(m, 1H), 8.36 (d, 2H), 7.94 (d, 2H), 7.63 (m, 3H), 7.46 (m, 3H), 7.29 (t,
1H), 7.18 (t, 1H). IR (KBr, cm™'): 3528, 3065, 2922, 1807, 1578, 1391,
1323, 1126, 950, 855, 762, 694. *C NMR (100 MHz, DMSO-d6) = 161.6,
155.6, 154.6, 153.3, 141.2, 140.5, 133.9, 131.0 (C-F), 130.7, 130.5, 128.8,
128.6, 1285, 128.1, 126.6, 125.8, 125.6, 125.2, 124.7 (C-Fs), 123.0,
122.2, 118.9, 118.0, 98.6. MS (El): m/z 420 (M+1,100), HRMS: (ESI):
Calcd for CasH15FsN20, [M+H]: 421.1086; Found: 421.1137.

(2-hydroxyphenyl)(4-phenyl-2-(4-(trifluoromethyl)phenyl)pyrimidin-5-yl)methanone (8f):




M.p. 194-198 °C. *H NMR (400 MHz, CDCls): § = 11.85 (s, 1H), 8.90 (s,
1H), 8.74 (d, 2H), 7.76 (m, 4H), 7.40 (m, 4H), 7.24 (m, 1H), 7.02 (d, 1H),
6.71 (t, 1H). IR (KBr, cm™'): 3233, 3064, 3034, 2928, 1628, 1553, 1423,
1320, 1111, 926, 856, 662. *C NMR (100 MHz, CDCI3) = 200.3, 164.1,
163.7, 163.1, 157.3, 139.9, 137.5, 136.6, 133.1, 132.8, 132.4, 130.8 (C-F),
129.1, 129.0, 128.8, 128.8, 128.8, 125.6 (C-Fs), 125.6, 125.3, 122.6,
119.3, 119.2, 118.6. MS (EI): m/z 420 (M+1,100), HRMS: (ESI):  Calcd
for CasHisFsN202 [M+H]: 421.1086; Found: 421.1143.

7, 9-dichloro-2, 5-diphenyl-5H-chromeno [4, 3-d] pyrimidin-5-ol (7g):

¢

N

N\
Cl ‘/
T Lo
0
L c g

M.p. 210-213 °C. 'H NMR (400 MHz, DMSO-d6): & = 8.72 (s, 1H), 8.54
(m, 2H), 8.45 (m, 2H), 7.91 (d, 1H), 7.63 (m, 2H), 7.57 (m, 3H), 7.48 (m,
3H). IR (KBr, cm™"): 3439, 3172, 3066, 2920, 1579, 1533, 1442, 1228,
1045, 952, 771, 692. *C NMR (100 MHz, DMSO-d6) = 163.4, 161.5,
156.0, 151.5, 149.2, 147.6, 140.5, 136.3, 132.7, 131.4, 129.1, 128.8, 128.5,
128.4, 128.3, 128.1, 128.1, 126.6, 126.6, 126.1, 123.1, 122.9, 121.9. MS
(EI): m/z 420 (M+1,100), HRMS: (ESI): Calcd for CasH14CloN2O2 [M+H]:
421.0432; Found: 421.0483.

(2,4-dichloro-6-hydroxyphenyl)(2,4-diphenylpyrimidin-5-yl)methanone (8g):

M.p. 123-127 °C. *H NMR (400 MHz, CDCls): § = 12.26 (s, 1H), 8.91 (s,
1H), 8.64 (M, 2H), 7.68 (M, 2H), 7.55 (m, 3H), 7.45 (m, 4H), 7.06 (d, 1H).
IR (KBr, cm™"): 3330, 3063, 2923, 2853, 1625, 1551, 1424, 1316, 1220,
967, 866, 740, 683. *C NMR (100 MHz, CDCI3) = 199.7, 165.7, 164.4,
157.5, 157.2, 136.7, 136.5, 136.4, 131.9, 131.0, 129.9, 129.1, 128.9, 128.9,
128.9, 128.9, 128.9, 128.8, 128.7, 127.2, 124.0, 123.6, 120.2. MS (EI): m/z
420 (M+1,100), HRMS: (ESI): Calcd for CzsHuClN2O2 [M+H]:
421.0432; Found: 421.0549.

9-methyl-2,5-diphenyl-5H-chromeno [4, 3-d] pyrimidin-5-ol (7h):
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M.p. 186-190 °C. *H NMR (400 MHz, DMSO-d6): § = 8.52 (m, 2H), 8.29
(m, 2H), 8.22 (s, 1H), 7.60 (m, 5H), 7.40 (m, 4H), 7.05 (d, 1H), 2.42 (s,
3H). IR (KBr, cm™): 3181, 3060, 2914, 2855, 2767, 1899, 1582, 1436,
1228, 1034, 764, 693. °C NMR (100 MHz, DMSO-d6) = 163.0, 155.3,
153.2, 152.5, 141.4, 136.8, 134.5, 131.0, 128.7, 128.7, 128.6, 128.6, 128.1,
127.9, 127.9, 126.6, 125.2, 125.2, 124.5, 124.4, 118.8, 117.8, 98.5, 20.3.
MS (EI): m/z 366 (M+1,100), HRMS: (ESI): Calcd for CasH1sN20>
[M+H]: 367.1368; Found: 367.0568.

(2,4-diphenylpyrimidin-5-yl)(2-hydroxy-5-methylphenyl)methanone (8h):

S
_N

M.p. 110 -114 °C. *H NMR (400 MHz, CDCls): § = 11.73 (s, 1H), 8.87 (s,
1H), 8.64 (m, 2H), 7.74 (m, 2H), 7.55 (m, 3H), 7.40 (m, 3H), 7.01 (d, 1H),
7.015 (s, 1H), 6.95 (d, 1H), 2.09 (s, 3H). IR (KBr, cm™'): 3057, 2920,
2861, 1634, 1550, 1478, 1334, 1242, 1197, 952, 740, 684. 1*C NMR (100
MHz, CDCI3) = 200.3, 165.1, 164.1, 161.1, 157.3, 138.4, 137.0, 136.7,
132.1, 132.3, 132.4, 131.5, 131.6, 129.1, 128.7, 128.7, 128.7, 128.7, 128.6,
128.4, 128.2, 119.0, 118.2, 20.1. MS (EI): m/z 366 (M+1,100), HRMS:
(ESI): Calcd for C24H18N202 [M+H]: 367.1368; Found: 367.1483.

2,9-dimethyl-5-phenyl-5H-chromeno [4, 3-d] pyrimidin-5-ol (7i):

Me

A

N™ N

M.p. 226-230 °C. *H NMR (400 MHz, DMSO-d6): & = 8.08 (m, 3H), 7.54
(m, 2H), 7.40 (m, 4H), 7.02 (d, 1H), 2.67 (s, 3H), 2.36 (s, 3H). IR (KBr,
cm1): 3179, 3065, 2920, 2855, 1623, 1563, 1447, 1046, 962, 761, 699.
3C NMR (100 MHz, DMSO-d6) = 167.3, 154.8, 152.7, 152.4, 141.5,
134.2,131.0, 128.7, 128.6, 128.6, 128.0, 126.6, 124.4, 124.2, 118.7, 117.7,
98.5, 25.7, 20.2. MS (El): m/z 304 (M+1,100), HRMS: (ESI): Calcd for
C19H16N202 [M+H]: 305.1212; Found: 305.1272.

(2-hydroxy-5-methylphenyl)(2-methyl-4-phenylpyrimidin-5-yl)methanone (8i):

OH N__Me
N

M.p. 152-156 °C. 'H NMR (400 MHz, CDCls): § = 11.67 (s, 1H), 8.71 (s,
1H), 7.60 (m, 2H), 7.35 (m, 3H), 7.25 (m, 1H), 6.94 (s, 1H), 6.90 (d, 1H),
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2.90 (s, 3H), 2.10 (s, 3H). IR (KBr, cm™): 3439, 3052, 2919, 1637, 1555,
1430, 1328, 1195, 953, 840, 745, 692. *C NMR (100 MHz, CDCI3) =
200.2, 169.4, 164.0, 161.0, 156.7, 138.4, 136.8, 132.1, 130.1, 128.9, 128.8,
128.8, 128.7, 128.3, 127.8, 118.9, 118.2, 26.3, 20.1. MS (El): m/z 304
(M+1,100), HRMS: (ESI): Calcd for CigHisN202 [M+H]: 305.1212;
Found: 305.1298.

2-(2-methoxyphenyl)-9-methyl-5-phenyl-5H-chromeno [4 ,3-d] pyrimidin-5-ol (7j):

M.p. 150-154 °C. *H NMR (400 MHz, DMSO-d6): & = 8.20 (d, 2H), 8.09
(s, 1H), 7.61 (m, 3H), 7.30 (m, 8H), 3.90 (s, 3H), 2.40 (s, 3H). IR (KB,
cm'): 3500, 3176, 3055, 2924, 2839, 1585, 1446, 1396, 1249, 960, 754,
692. **C NMR (100 MHz, DMSO-d6) = 165.0, 157.3, 154.7, 152.8, 152.4,
141.4,134.3, 131.0, 130.9, 130.8, 128.7, 128.7, 128.4, 128.2, 128.1, 126.6,
124.6, 124.4,120.2, 118.8, 117.8, 112.3, 98.5, 55.7, 20.2. MS (EI): m/z
396 (M+1,100), HRMS: (ESI): Calcd for C2sH20N203 [M+H]: 397.1474;
Found: 397.1591.

(2-hydroxy-5-methylphenyl)(2-(2-methoxyphenyl)-4-phenylpyrimidin-5-yl)methanone (8j):

'H NMR (400 MHz, CDCl3): 8 = 11.67 (s, 1H), 8.90 (s, 1H), 7.98 (d, 1H),
7.69 (d, 2H), 7.48 (t,1H), 7.35 (m, 3H), 7.25 (m, 1H), 7.12 (m, 3H), 6.91
(d, 1H), 3.97 (s, 3H), 2.10 (s, 3H). IR (KBr, cm'): 3448, 3055, 2922,
2364, 1653, 1558, 1479, 1323, 1136, 942, 750, 686. *C NMR (100 MHz,
CDCI3) = 200.3, 164.0, 161.1, 158.2, 156.7, 138.5, 137.0, 132.3, 132.2,
131.8,131.7, 130.4, 130.3, 129.1, 128.6, 128.5, 128.4, 128.4, 127.7, 120.8,
119.0, 118.3, 112.3, 56.2, 20.2. MS (EI): m/z 396 (M+1,100), HRMS:
(ESI): Calcd for C2sH20N203 [M+H]: 397.1474; Found: 397.1567.

2-(3-chlorophenyl)-9-methyl-5-phenyl-5H-chromeno [4, 3-d] pyrimidin-5-ol (7k):

=

)

=
O OH
o
[

M.p. 190-194 °C. *H NMR (400 MHz, DMSO-d6): § = 8.50 (m, 2H), 8.30
(m, 3H), 7.63 (m, 4H), 7.45 (m, 4H), 7.07 (d, 1H), 2.42 (s, 3H). IR (KB,
cm'): 3205, 3072, 2920, 1581, 1446, 1388, 1220, 1037, 987, 763, 756,
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692. *C NMR (100 MHz, DMSO-d6) = 161.6, 155.4, 153.4, 152.5, 141.3,
138.9, 134.7, 133.6, 131.2, 130.8, 130.7, 128.8, 128.7, 128.1, 128.1, 127.3,
126.6, 126.5, 125.7, 124.5, 118.6, 117.8, 98.5, 20.3. MS (El): m/z 400
(M+1,100), HRMS: (ESI): Calcd for C24H17CIN2O2 [M+H]: 401.0979;
Found: 401.1052.

(2-(3-chlorophenyl)-4-phenylpyrimidin-5-yl)(2-hydroxy-5-methylphenyl)methanone (8k):

N NW/E’:%\'L M.p. 158-162 °C. 'H NMR (400 MHz, CDCl3): 6 =11.63 (s, 1H), 8.87 (s,
/ Y 7l 1H), 8.63 (t, 1H), 8.52 (m, 1H), 7.72 (m, 2H), 7.51 (m, 2H), 7.41 (m, 3H),

2 O 7.23(d, 1H), 6.98 (d, 1H), 6.91 (d, 1H), 2.05 (s, 3H). IR (KBr, cm™):
3034, 2920, 2854, 1674, 1593, 1425, 1336, 1209, 954, 831, 752, 688. '*C
NMR (100 MHz, CDCI3) = 200.1, 164.2, 163.8, 161.1, 157.3, 138.6,
136.7, 134.9, 134.9, 132.0, 131.4, 130.7, 129.9, 129.1, 128.7, 128.7, 128.6,
128.6, 128.4, 128.4, 126.8, 118.9, 118.3, 20.2. MS (El): m/z 400
(M+1,100), HRMS: (ESI): Calcd for C24H17CIN202 [M+H]: 401.0979;
Found: 401.1035.

9-methyl-5-phenyl-2-(4-(trifluoromethyl)phenyl)-5H-chromeno [4, 3-d] pyrimidin-5-ol (71):

[ S| M.p. 178-181 °C. 'H NMR (400 MHz, DMSO-d6): § = 8.71 (d, 2H), 8.36
(s, 1H), 8.30 (m, 2H), 7.93 (d, 2H), 7.63 (m, 2H), 7.44 (m, 4H), 7.07 (d,
1H) 2.42 (s, 3H). IR (KBr,cm™): 3568, 3215, 3066, 2926, 2862, 1583,
1323, 1238, 1166, 964, 761, 692. *C NMR (100 MHz, DMSO-d6) =
163.0, 155.5, 154.0, 152.0, 140.4, 140.2, 134.8, 132.5, 132.3, 129.4 (C-F),
128.6, 128.6, 128.5, 128.5, 128.5, 125.4, 125.1, 125.0, 124.5 (C-Fs),
123.0, 118.9, 118.0, 98.6, 53.4, 20.8. MS (El): m/z 434 (M+1,100),
HRMS: (ESI): Calcd for CasHi7FsN202 [M+H]: 435.1242; Found:
435.1340.

(2-hydroxy-5-methylphenyl)(4-phenyl-2-(4-(trifluoromethyl)phenyl)pyrimidin-5
yl)methanone(8lI):
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M.p. 156-160 °C. *H NMR (400 MHz, CDCl3): = 11.69 (s, 1H), 8.90 (s,
1H), 8.75 (d, 2H), 7.80 (d, 2H), 7.77 (d, 2H), 7.40 (m, 3H), 7.25 (m, 1H),
7.00 (m, 2H), 2.10 (s, 3H). IR (KBr, cm™'): 3446, 3057, 2920, 1627, 1550,
1421, 1327, 1193, 1008, 952, 823, 678. **C NMR (100 MHz, CDCI3) =
196.0, 163.1, 161.8, 157.4, 156.9, 140.2, 137.2, 136.6, 131.7, 131.3, 131.2,
131.0 (C-F), 130.7, 130.4, 129.0, 128.8, 128.7, 128.5, 128.1, 125.8, 125.2,
(C-Fs3) 123.0,121.7, 117.3, 19.6. MS (El): m/z 434 (M+1,100), HRMS:
(ESI): Calcd for CosH17F3sN202 [M+H]: 435.1242; Found: 435.1335.

9-methyl-2-(4-(trifluoromethyl)phenyl)-5-(3,4,5-trimethoxyphenyl)-5H-chromeno[4,3-d]

pyrimidin-5-ol (7m):

M.p. 201 -205 °C. *H NMR (400 MHz, DMSO-d6): § = 8.72 (d, 2H), 8.37
(s, 1H), 8.32(d, 1H), 8.18 (s, 1H), 7.94 (d, 2H), 7.42 (m, 1H), 7.09 (d,
1H), 6.91 (s, 2H), 3.75 (s, 6H), 3.71 (s, 3H), 2.50 (s, 3H). IR (KBr, cm™"):
3431, 3290, 2931, 2831, 1944, 1602, 1552, 1454, 1120, 957, 723, 682. *C
NMR (100 MHz, DMSO-d6) = 161.0, 155.5, 153.3, 152.5, 152.4, 140.6,
137.7, 136.6, 134.6, 131.3 (C-F), 130.1, 128.6, 125.9, 128.8, 128.8, 125.7,
125.7, 125.6, 124.4 (C-Fs), 124.4, 118.8, 118.0, 104.4, 98.3, 60.0, 55.9,
55.8, 20.3. MS (EI): m/z 524 (M+1,100), HRMS: (ESI): Calcd for
CasH23FsN20s [M+H]: 525.1559; Found: 524.1588.

(2-hydroxy-5-methylphenyl)(2-(4-(trifluoromethyl)phenyl)-4-(3,4,5

trimethoxyphenyl)pyrimidin-5-yl)methanone (8m):

e LT
ST
R
I
° 4

[
N
gm ©

\O-’

M.p. 170-174 °C. *H NMR (400 MHz, CDCls): § = 11.69 (s, 1H), 8.90 (s,
1H), 8.74 (d, 2H), 7.81 (d, 2H), 7.25 (s, 1H), 7.00 (m, 4H), 3.83 (s, 3H),

3.77 (s, 6H), 2.09 (s, 3H). IR (KBr, cm™'): 3415, 2949, 2360, 1620, 1597,
1546, 1415, 1325, 1242, 854, 731, 663. *C NMR (100 MHz, CDCI3) =

200.5, 165.8, 163.6, 163.4, 157.1, 153.4, 140.3, 139.9, 138.8, 133.1, 132.8,
131.7, 131.6 (C-F), 128.9, 128.7, 128.5, 128.4, 125.6, 125.6, 125.3 (C-F3),
122.6, 119.0, 118.3, 106.5, 60.8, 56.0, 56.0, 20.1. MS (El): m/z 524
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(M+1,100), HRMS: (ESI): Calcd for C2gH23F3N20s [M+H]: 525.1559;
Found: 525.1664.

2-(2-methoxyphenyl)-9-methyl-5-(3,4,5-trimethoxyphenyl)-5H-chromeno[4,3-d]pyrimidin-5-ol

(7n):

M.p. 117-121 °C. *H NMR (400 MHz, DMSO-d6): 8 = 8.94 (s, 1H), 8.29
(s, 2H), 7.62 (m, 1H), 7.50 (m, 1H), 7.39 (m, 1H), 7.19 (d, 1H), 7.09 (m,
2H), 6.90 (s, 2H), 3.78 (s, 9H), 3.70 (s, 3H), 2.37 (s, 3H). IR (KBr, cm'):
3186, 2929, 1707, 1625, 1597, 1490, 1246, 1122, 948, 858, 752, 659. *3C
NMR (100 MHz, DMSO-d6) = 165.0, 157.3, 154.7, 152.6, 152.4, 152.4,
152.3,137.7,136.8, 134.2, 131.1, 131.0, 130.8, 128.6, 124.5, 124.4, 124.3,
120.2, 119.0, 117.9, 112.4, 104.4, 98.5, 60.0, 55.9, 55.8, 55.7, 20.3. MS
(EI): m/z 486 (M+1,100), HRMS: (ESI): Calcd for CagH2sN20s [M+H]:
487.1791; Found: 487.1874.

(2-hydroxy-5-methylphenyl)(2-(2-methoxyphenyl)-4-(3,4,5-trimethoxyphenyl)pyrimidin-5-

yl)methanone (8n):

U

OH _N_

JZIL
8nO£|

M.p. 78-81°C. 'H NMR (400 MHz, DMSO-d6): & = 10.77 (s, 1H), 8.94 (s,
1H), 7.78 (d, 1H), 7.52 (s, 1H), 7.25 (m, 3H), 7.11 (s, 1H), 6.80 (m, 3H),
6.85 (s, 3H), 3.65 (s, 9H), 2.16 (s, 3H). IR (KBr, cm™'): 3415, 2927, 2837,
1724, 1658, 1591, 1413, 1328, 1240, 825, 752, 651. *C NMR (100 MHz,
DMSO-d6) = 196.9, 164.9, 162.1, 157.7, 157.4, 156.0, 152.6, 138.9,
138.9, 137.1, 132.2, 131.4, 131.1, 130.0, 128.0, 128.0, 127.6, 127.6, 121.6,
120.3, 117.2, 112.6, 106.6, 59.9, 55.8, 55.6, 55.5, 19.6. MS (El): m/z 486
(M+1,100), HRMS: (ESI): Calcd for CasH2sN20s [M+H]: 487.1791;
Found: 487.1902.

2,9-dimethyl-5-(3,4,5-trimethoxyphenyl)-5H-chromeno [4, 3-d] pyrimidin-5-ol (70):

Me

NA\N
‘ =

OH
07N O
7o

P D/

o]

.

M.p. 167-172 °C. *H NMR (400 MHz, DMSO-d6): § = 8.07 (m, 3H), 7.37
(m, 1H), 7.05 (d, 1H), 6.83 (s, 2H), 3.70 (s, 6H), 3.65 (s, 3H), 2.65 (s, 3H),
2.39 (s, 3H). IR (KBr, cm'): 3205, 2929, 2729, 1587, 1560, 1413, 1236,
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1128, 964, 837, 792, 632. *C NMR (100 MHz, DMSO-d6) = 167.2,
154.8, 152.5, 152.5, 152.3, 152.3, 137.6, 136.9, 134.1, 131.0, 124.3, 124.2,
118.9, 117.9, 104.4, 104.4, 98.3, 60.0, 55.8, 55.8, 25.7, 20.2. MS (El): m/z
394 (M+1,100), HRMS: (ESI): Calcd for C22H22N20s [M+H]: 395.1529,
Found: 395.1644.

(2-hydroxy-5-methylphenyl)(2-methyl-4-(3,4,5-trimethoxyphenyl)pyrimidin-5-yl)methanone

(80):

M.p. 117-120 °C. *H NMR (400 MHz, CDCls): § = 11.64 (s, 1H), 8.72 (s,
1H), 7.20 (m, 1H), 6.87 (m, 4H), 3.80 (s, 3H), 3.70 (s, 6H), 2.90 (s, 3H),
2.10 (s, 3H). IR (KBr, cm™'): 3280, 3059, 2929, 1707, 1629, 1564, 1423,
1382, 1294, 950, 788, 655. *C NMR (100 MHz, CDCI3) = 200.7, 169.3,
163.2, 160.7, 156.5, 153.4, 153.3, 140.0, 138.5, 131.9, 131.7, 128.3, 127.6,
119.1, 118.2, 106.3, 106.3, 60.7, 56.0, 56.0, 26.3, 20.1. MS (El): m/z 394
(M+1,100), HRMS: (ESI): Calcd for C22H22N2Os [M+H]: 395.1529,
Found: 395.1610.

2-(3-chlorophenyl)-9-methyl-5-(3,4,5-trimethoxyphenyl)-5H-chromeno[4,3-d]pyrimidin-5-ol

(7p):

M.p. 148-152 °C. *H NMR (400 MHz, DMSO-d6): & = 8.50 (m, 2H), 8.30
(m, 2H), 8.16 (s, 1H), 7.64 (m, 2H), 7.41 (m, 1H), 7.08 (d, 1H), 6.90 (d,
2H), 3.76 (s, 6H), 3.70 (s, 3H), 2.44 (s, 3H). IR (KBr, cm™'): 3387, 2987,
2357, 2144, 1967, 1687, 1585, 1402, 1327, 1232, 908, 597. **C NMR (100
MHz, DMSO-d6) =161.5, 155.4, 153.2, 153.2, 152.5, 152.4, 139.0, 137.7,
136.7, 134.5, 133.6, 131.3, 130.8, 130.7, 127.3, 126.5, 125.7, 124.5, 118.8,
118.0, 104.4, 104.4, 88.3, 60.0, 55.9, 55.8, 20.6. MS (El): m/z 490
(M+1,100), HRMS: (ESI): Calcd for C27H23CIN2Os [M+H]: 491.1295,
Found: 491.1375.

(2-(3-chlorophenyl)-4-(3,4,5-trimethoxyphenyl)pyrimidin-5-yl)(2-hydroxy-5-

methylphenyl)methanone (8p):
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M.p. 168-172 °C. *H NMR (400 MHz, CDCls): § = 11.70 (s, 1H), 8.85 (s,
1H), 8.62 (s, 1H), 8.51 (d, 1H), 7.50 (m, 2H), 7.22 (m, 1H), 6.96 (s, 2H),
6.89, (m, 2H), 3.82 (s, 9H), 2.05 (s, 3H). IR (KBr, cm™'): 3768, 3059,
2841, 2368, 1843, 1728, 1614, 1556, 1490, 1328, 932, 667. 1*C NMR (100
MHz, CDCI3) = 200.5, 163.7, 163.4, 160.8, 157.0, 153.4, 153.40, 140.3,
138.7, 138.5, 134.9, 131.8, 131.6, 131.5, 129.9, 128.7, 128.5, 128.5, 126.7,
119.1, 118.3, 106.5, 106.5, 60.8, 56.1, 56.1, 20.1. MS (El): m/z 490
(M+1,100), HRMS: (ESI): Calcd for C27H23CIN2Os [M+H]: 491.1295,
Found: 491.1910.

5-phenyl-2-(pyridin-3-yl)-5H-chromenol[4,3-d]pyrimidin-5-ol (7q):

M.p. 217-221 °C. *H NMR (400 MHz, DMSO-d6): & = 9.65 (d, 1H), 8.86
(m, 1H), 8.79 (m, 1H), 8.53 (m, 1H), 8.35 (s, 2H), 7.62 (M, 4H).7.47 (m,
3H), 7.29 (t, 1H), 7.17 (d, 1H). IR (KBr, cm™'): 3271, 3084, 2378, 2614,
1680, 1568, 1384, 1246, 1193, 956, 761, 609. *C NMR (100 MHz, TFA-
d) = 189.6, 170.3, 167.9, 162.4, 161.6, 158.6, 150.6, 147.0, 146.3, 142.5,
142.0, 138.1, 136.4, 134.4, 133.4, 130.9, 129.2, 128.3, 122.7, 121.8, 120.8,
113.4. MS (EI): m/z 353 (M+1,100), HRMS: (ESI): Calcd for CaoHisN3O2
[M+H]: 354.1164, Found: 354.1246.

(2-hydroxyphenyl)(4-phenyl-2-(pyridin-3-yl)pyrimidin-5-yl)methanone (8q):

M.p. 166-170 °C. *H NMR (400 MHz, DMSO-d6): & = 10.78 (s, 1H),
9.64 (m, 1H), 9.00 (s, 1H), 8.84 (m, 2H), 7.69 (m, 3H), 7.53 (m, 1H), 7.39
(m, 4H), 6.84 (m, 2H). IR (KBr, cm'): 3084, 2567, 2380, 1633, 1558,
1531, 1423, 1384, 1192, 929, 759, 692. 3C NMR (100 MHz, TFA-d) =
202.1,170.4, 164.2, 164.1, 158.5, 148.9, 145.4, 144.5, 141.8, 141.8, 138.3,
136.5, 135.2, 134.9, 138.8, 131.7, 131.5, 130.4, 123.3, 121.0, 120.6, 113.3.
MS (El): m/z 353 (M+1,100), HRMS: (ESI): Calcd for CaHisN3O:
[M+H]: 354.1164, Found: 354.1237.

2-(furan-3-yl)-5-phenyl-5H-chromeno[4,3-d]pyrimidin-5-ol (7r):
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M.p. 200-204 °C. *H NMR (400 MHz, DMSO-d6): & = 8.54 (m, 1H), 8.43
(m, 1H), 8.25 (s, 1H), 8.20 (s, 1H), 7.85 (m, 1H), 7.60 (m, 3H).7.44 (m,
3H), 7.24 (m, 1H), 7.14 (m, 2H). IR (KBr, cm'): 3151, 3118, 3088, 2763,
2376, 1963, 1598, 1494, 1240, 958, 756, 694. °C NMR (100 MHz,
DMSO-d6) =160.1, 155.3, 154.5, 152.9, 145.3, 144.7, 141.4, 133.7, 128.7,
128.7,128.1, 126.6, 126.5, 126.5, 124.7, 124.5, 122.0, 118.9, 117.9, 109.4,
98.7. MS (EI): m/z 342 (M+1,100), HRMS: (ESI): Calcd for Ca1H14N2Os
[M+H]: 343.1004, Found: 343.1089.

(2-(furan-3-yl)-4-phenylpyrimidin-5-yl)(2-hydroxyphenyl)methanone (8r):

—0

O OH‘ N\W/”\j

_N

o
8r

M.p. 105-109 °C. *H NMR (400 MHz, CDCl3): § = 11.87 (s, 1H), 8.77 (s,
1H), 8.40 (m, 1H), 7.69 (m, 2H), 7.55 (m, 1H), 7.30 (m, 4H), 7.24 (m,
1H), 7.17 (m, 1H), 7.00 (m, 1H), 6.695 (m, 1H). IR (KBr, cm™'): 3138,
3049, 2378, 1625, 1550, 1438, 1307, 1238, 1151, 925, 763, 686. 1*C NMR
(100 MHz, CDCI3) =200.4, 164.0, 163.0, 161.9, 157.1, 145.9, 144.1,
137.2, 136.7, 132.5, 130.6, 129.1, 128.7, 128.7, 127.6, 126.6, 126.6, 119.4,
119.1, 118.4, 109.5. MS (El): m/z 342 (M+1,100), HRMS: (ESI): Calcd
for C21H14N203 [M+H]: 343.1004, Found: 343.1086.

2-amino-5-phenyl-5H-chromeno[4,3-d]pyrimidin-5-ol (7s):

Ha

)

=
O OH
e
7s

M.p. 190-194 °C. *H NMR (400 MHz, DMSO-d6): § = 8.14 (m, 1H), 7.85
(s, 1H), 7.68 (s, 1H), 7.56 (m, 2H), 7.48 (m, 1H), 7.41 (m, 4H).7.16 (t,
1H), 7.07 (d, 2H). IR (KBr, cm'): 3583, 3321, 2725, 2650, 1687, 1598,
1467, 1394, 1197, 948, 765, 690. *C NMR (100 MHz, DMSO-d6) =
160.4, 156.0, 155.2, 152.3, 141.6, 132.3, 128.4, 128.4, 128.0, 126.7, 124.7,
121.9, 119.0, 118.7, 117.4, 116.7, 98.8. MS (EI): m/z 291 (M+1,100),
HRMS: (ESI): Calcd for C17H13NsO2 [M+H]: 292.1008, Found: 292.1090.

(2-amino-4-phenylpyrimidin-5-yl)(2-hydroxyphenyl)methanone (8s):

NH,

M.p. 250-254 °C. *H NMR (400 MHz, DMSO-d6): & = 10.96 (s, 1H), 8.37
(s, 1H), 7.31 (m, 9H), 6.78 (m, 2H). IR (KBr, cm™"): 3414, 3323, 2719,
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2376, 1685, 1629, 1570, 1481, 1242, 918, 758, 698. *C NMR (100 MHz,
TFA-d) =.198.8, 172.7, 157.6, 155.7, 141.6, 137.7, 136.3, 134.7, 134.6,
134.2, 133.8, 132.5, 131.8, 131.6, 123.4, 123.3, 120.8. MS (El): m/z 291
(M+1,100), HRMS: (ESI): Calcd for Ci7H1sN3O, [M+H]: 292.1008,
Found: 292.1085.

2-amino-9-methyl-5-(3,4,5-trimethoxyphenyl)-5H-chromeno[4,3-d]pyrimidin-5-ol (7t):

M.p. 162-166 °C. 'H NMR (400 MHz, DMSO-d6): & = 7.95 (d, 1H), 7.67
(d, 2H), 7.29 (m, 1H), 6.96 (d, 1H), 6.83 (m, 4H), 3.75 (s, 3H), 3.65 (s,
6H), 2.45 (s, 3H). IR (KBr, cm™'): 3421, 3325, 3180, 2933, 1647, 1589,
1562, 1458, 1327, 999, 742, 655. *C NMR (100 MHz, DMSO-d6) =
192.7, 163.4, 163.2, 156.2, 153.4, 152.6, 152.2, 137.8, 137.4, 133.2, 124.0,
119.4, 117.6, 106.9, 104.3, 98.8, 59.9, 55.8, 55.7, 20.3, 19.8. MS (El): m/z
395 (M+1,100), HRMS: (ESI): Calcd for Ca1H21N30s [M+H]: 396.1481,
Found: 396.1552.

(2-amino-4-(3,4,5-trimethoxyphenyl)pyrimidin-5-yl)(2-hydroxy-5-methylphenyl)methanone

(8t):
~.__-OH _N

ISV

el
\O “\\I/ O/
0

M.p. 186-190 °C. *H NMR (400 MHz, DMSO-d6): § = 10.87 (s, 1H), 8.45
(s, 1H), 7.45 (s, 2H), 7.10 (m, 1H), 6.98 (d, 1H), 6.67 (m, 3H), 3.37 (s,
6H), 3.57 (s, 3H), 2.05 (s, 3H). IR (KBr, cm '): 3456, 3348, 3230, 2943,
1629, 1564, 1477, 1334, 1228, 972, 746, 659. *C NMR (100 MHz
CDCI3) = 200.6, 166.2, 163.2, 163.5, 159.6, 157.4, 153.3, 140.0, 137.9,
137.3, 132.5, 132.0, 128.0, 122.1, 119.6, 118.0, 106.3, 60.9, 56.2, 55.0,
20.3. MS (EI): m/z 395 (M+1,100), HRMS: (ESI): Calcd for C21H21N30s
[M+H]: 396.1481, Found: 396.1557.

19



CGVK-SAM-1-PAGE-48

7.875
7.860
7.856
7.680
7.677
7.674
7.659
7.643
7.640

7.637
7.612

7.608
7.592
7.589
7.573

7.569
7.552
7.532
7.518
7.514
7.395
7.393
7.376
7.374
7.357
7.355

7.259
7.253

7.251
7.233

7.231

2.549

N

—1.562

-0.000

GVK-SAM-1-PAGE-48

8.228
8.210
8.207
7.879
7.875
7.860
7.856
7.680

7.677
7.674

Hekle

7.659
7.643
7.640

7.637
7.612
7.608
7.592
7.589
7.573
7.569
7.552
7.532
7.518
7.514
7.395

7.393
7.376

-

374
7.357
7.355

[

7.259
7.253

7.251
T e 233
7.231

9.0

W

g

™~

T

20

6.0

ppm

Current Data Parameters
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH

LCMS REPORT

Sample Name : GVK-SAM-1-PAGE-48 Vial position :P1-A-09
Date of Analysis:22/11/2015;3:41:50 PM Injection Vol: 0.5 uL
Acq. Method->C:\CHEM32\1\METHODS\RND-FA- 4.5 MIN_1.M Instrument ID:ANL-MCL5-LCMS-001

Column: ACQUITY UPLC BEH C18 (50mmx2.1lmm, 1.7um)

Mobile Phase: Al: 0.1 % FA IN WATER Bl: 0.1%FA IN ACN

Gradient: Time (min) /%B1l: 0/3, 0.3/3, 2.8/98,4.0/98,4.2/3,4.5/3
Column Flow Rate: 0.6 ml/min

*DAD1 A, Sig=215,4 Ref=off (NOV-2015\22112015\22112015-GVK-SAM-1-PAGE-48.D - NOV-2015\22112015\22112015-BLANK-03.D)
mAU 8
1 N
] G O
2000 — .
1500—- l 0
| ’ 3a o)\@
1000
500
1 (2] o
] b & &b
N o A No
2 T T T T T T T T T T T T T T T T T T T T T
1 2 4 mir
| Pea| RT | Area |Area % |
No | min |- |- |
l=~=los—=er=r—= | | |
|2 |1::52 | 26.994| 0.590]|
|2 1220 | 4511.067| 98.619|
13 J2+36 | 33537 0.733]|
14 12.52 | 0.887] 0.019|
15 12.58 | 1. 73] 0.038]|
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MS Spectrum

*MSD1 SPC, time=2.223 of CA\CHEM32\1'\DATA\NOV-2015\22112015'22112015-GVK-SAM-1-PAGE-48.0 MM-ES+APCI, Pos, Scan, Fra
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH

LCMS REPORT

Sample Name : GVK-SAM-1-PAGE-49 Vial position :P2-F-03
Date of Analysis:24/11/2015;12:07:44 AM Injection Vol: 0.5 pL
Acg. Method->C:\CHEM32\1\METHODS\RND-FA- 4.5 MIN_1.M Instrument ID:ANL-MCL5-LCMS-001

Column: ACQUITY UPLC BEH C18 (50mmx2.lmm, 1.7um)

Mobile Phase: Al: 0.1 % FA IN WATER Bl: 0.1%FA IN ACN

Gradient: Time (min) /%B1l: 0/3, 0.3/3, 2.8/98,4.0/98,4.2/3,4.5/3
Column Flow Rate: 0.6 ml/min

*DAD1 A, Sig=215,4 Ref=off (NOV-2015\2311201523112015-GVK-SAM-1-PAGE-49.D - NOV-2015\23112015\23112015-BLANK-011.D)

mAU 4 §
i <\i!|
2000 H
] O O ‘
1500
| CLw0 |
1000+ OH l
] i
500 ai \l
: 5 g |
0__—,\/__ '|-| |/ _szl_—J
| .

1 2 3 4 min|
|Peal RT | Area |Area % |
INo | min [ === p——— I
Ios=lsrmmms—es I | I
S e B | 38.113| 0.433|
|12 12.16 | 2449.560| 27.832|
I3 12.40 | 101.074| 1.148]
/14 12.70 | 6212.585| 70.587|
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MS Spectrum
*MSD1 SPC, time=2.722 of CA\CHEM32\1\DATAINOV-2015\23112015\23112015-GVK-SAM-1-PAGE-49.0 MM-ES+APCI, Pos, Scan, Fra
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GVK-SAM-1-PAGE-53

1,746

O5a

rrant Data Paramatars
511511C07€5

EXPNO 1
PROCNO 1

¥2 - Acguisition Paramatars
Data 20151130
Tima 3

IRSTR spact.
PROBHD & =m PAHEC 8B/
PULPROG 2930

10 32050
SOLVENT coc13

Nz ]

as 2

e 6012820 Hr
FIORES 0.250010 Hz
A0 1.5395200 =ac
G

%

oE

TE 298.1 K
o1 1.00000000 zac
00 1
oo CHANNEL £1 e
sF01 400.1324710 Miz
NOC1

71 9.75 usac
PL0 16.00000000 W
2 - Procassing paramatars
51 65536

B 4001300038 Miz
WO X
EE) [

LB 0.50 Hz
8 [

»c 1.00

12 11 10 ppm

GVK-SAM-1-PAGE-53

N/

5a

L

ANL-MCL5-NMR-001

Currant Data Paramatars
A 511511C07€5

EXPNO 1
PROCND 1
¥2 - Acguisition Paramatars
Data_ 20151130
Tina 7.42
IRSTRUN spact
PROBHD & = PAEEC HB/
PULPROG 2930
T
SOLVENT
NS ]
03 2

H §012.820 82
FIDRES 0.250010 Az
Ag 1.9393200 sac
RG 162.58
o €2.400 umc
oE €.50 umic
TE 208.1 K
o1 1.00000000 sac
00 1

€00.1324710 MEz

H
9.75 usac
1€.00000000 W

¥2 - Procussing parasatars
EH €5536

SF 400.1300034 Miz
WO EN
ssa 0

LB 0.50 Hz
cB o

»C 1.00

T T T T T T T T T T T T
88 87 86 85 84 83 82 81 80 79 78 7.7

A R0

26

T T T T U T T T T T
76 75 74 73 72 71 7.0 69 68 ppm

ANL-MCL5-NMR-001



GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH

LCMS REPORT

>Sample Name: GVK-SAM-1-PAGE-53 Vial position :P2-C-08
Date of Analysis:27/11/2015;10:26:02 PM Injection Vol :0.5 pL
Acg. Method :C:\CHEM32\1\METHODS\RND-FA- 4.5 MIN_1.M Instrument ID :ANL-MCL5-LCMS-001

Column: ACQUITY UPLC BEH C18 (50mmx2.l1lmm, 1.7um)

Mobile Phase: Al: 0.1 % FA IN WATER Bl: 0.1%FA IN ACN

Gradient: Time (min) /%B1:0/3, 0.3/3, 2.8/98,4.0/98,4.2/3,4.5/3
Column Flow Rate: 0.6 ml/min

"DADT A, Sig=215,4 Ref=off (NOV-2015\27112015\27112015-GVK-SAM-1-PAGE-53.D - NOV-2015\27112015\27112015-BLANK-08.D)

mAU 1 8
i S
i il
2000 ”
] O O
1500 ’
1000 I (@) l
1 5a
500—_ N
i [ X
4 o
] \ 3
Oi—~—~—«//‘~ﬂ——‘—————~ — ~—————-___,____J M_ ﬂi o i
. . : : T . : . : . : ; : - . : : - - | : :
1 2 3 4 min|
| Pea| RT | Area |Area % |
INo | min [osness | |
|— - | | |
|11 |20 |4.649%9e3| 92.884|
|2 |12.43 |330.261| 6.598|
13 2251 | 25.904| 0.518]|
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MS Spectrum
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GVK-SAM-5-PAGE-2
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH

LCMS REPORT

: GVK-SAM-5-PAGE-20
8:16:12 PM

Sample Name
Date of Analysis:1/13/2016

Vial position
Injection Vol

:P1-F-06
:0.500pu1

Acg. Method :C:\CHEM32\ 1\METHODS\RND-FA- 3.0 MIN.M Instrument ID :ANL-MCL5-LCMS-001
RND-FA-3.0 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.l1lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.3/2, 2.3/98,2.8/98,2.8/2,3.0/2

Column Flow Rate: 0.8 ml/min

Column Temperature: 60°C

->

“DAD1 A, Sig=215,4 Ref=off (2016\JAN-16\13012016\13012016-GVK-SAM-5-PAGE-20.D - 2016\JAN-16113012016\13012016-BLANK-05.

AU foe)
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1500—_ o) ’
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e 05 R { e 13 R é e 25 e -
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INo | min | ==m=——mr= [ I
e e s | | |
|1 [ik"T0 | 4.561| 0.092]
12 | 181 | 74.941| 1:.513
|3 11.99 | 4848.227| 97.914|
|4 12.05 | 23.772| 0.480]
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MS Spectrum
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GVK-SAM-5-PAGE-22
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY-ANALYTICAL RESEARCH

ELSD-MS REPORT

Date of Analysis:13/01/2016;9:22:15 PM Vial Position :Vial 80
Sample Name : GVE-5AM-5-PAGE-22 Injection Vol : 3.000pnl
Rcg. Method :C:\CHEM32\ 1\METHODS\RND X-BRIDGE 5->Instrument ID :ANL-MCLZ2-LCMS-002

Rcg. Method Conditions: RND X-Bridge 5.0 Min
COLUMN : X-BRIDGE C18 (4.6mm x 75mm)3.5 pm
MOBILE PHASE A: 10mM Ammonium Acetate in water, B 100% ACN
Gradient : % of B 0.0/10,0.2/10,2.5/75,3.0/100,4.8/100,5.0/10
Column : Ambient
Flow rate : 2.0 ml/min
—>
*DAD1 B, Sig=215,4 Ref=off (C:\EZXDATA'01-13-16\GVK-SAM-5-PAGE-22-00079.D - C:\EZXDATA\01-13-168\BLANK-02-00027.D)
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[=]

o
|

100

339

|
— —_— T A

[=]
Ll
|
|
|
|
|

0 min

] p.
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DAD1 B, Sig=215,4 Ref=—>

| PEAK No | RT min | Area | Area % |
|- [ - | ———- | ———- |
I | | | |
| 1| 2.853| 1924.310| 57.399|
| 2| 3.339] 26.579| 0.793|
| 3 3.422] 1401.637| 41.808|
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>rint of window 80:
C:\EZXDATA\01-13-16\GVK-SAM-5-PAGE-22-00079.D
GVK-SAM-5-PAGE-22

data File
sample Name

MS Spectrum

Acq. Operator
Acg. Instrument
[njection Date

Acqg. Method
.ast changed

\inalysis Method

.ast changed
lethod Info

sample Info

\dditional Info

ESAMPLE
INSTRUMENT 1 Location
1/13/2016 9:22:15 PM Inj

Inj Volume
C:\CHEM32\1\METHODS\RND X-BRIDGE 5.0 MI
1/13/2016 9:20:46 PM by ESAMPLE
(modified after loading)
C:\CHEM32\1\METHODS\RND X-BRIDGE 5.0 MIN.M
1/11/2016 7:27:38 PM by D SUNDARA RAO
Acg. Method Conditions:

Vial 80
1
3.000 pl

RND X-Bridge 5.0 Min

COLUMN X-BRIDGE C18 (4.6mm x 75mm)3.5 pm

MOBILE PHASE A: 10mM Ammonium Acetate in water, B 100% ACN
Gradient : % of B 0.0/10,0.2/10,2.5/75,3.0/100,4.8/100,5.0/10
Column Ambient

Flow rate 2.0 ml/min

Easy—-Access Method: 'RND X-BRIDGE 5.0 MIN'

Peak (s) manually integrated

MS Spectrum

*MSD2 SPC, time=3.395 of C:\EZXDATA\01-13-16\GVK-SAM-5-PAGE-22-00079.D0 MM-ES+APCI, Neg, Scan, Frag: 80, "-VE"
] 40
100 N Max: 190592
80t o) /o)
\
1 Q- Cl
y ES
60 —
A OH
) Cl ap
40
20— Q
] O RS
] Wlﬁ“
0 el T T T T T, T T T T T T T T T
200 400 600 800 m/z
*MSD2 SPC, time=2.879 of C:\EZXDATA\01-13-16\GVK-SAM-5-PAGE-22-00079.0 MM-ES+APCI, Neg, Scan, Frag: 80, "-VE"
1004 39 Max: 177216
4 @
80—
60— 89
| P
40
20—
i Q
] s
0 Al T T T T T T T
200 400 600 800 m/z
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GVK-SAM-5-Page-23-NP

Current Data Parameters
KAME 511601A9B93

$ EXENO
“W—“ PROCNO 1

F2 - Acquizition Parameters

1.547
=0.000

Date_ 20160118
Time 17.29
INSTRUM zpect
PROBED £ mm PABBO BH/
PULPROG zg30
™ 65536
SOLVENT CDC13
NS B
O O DS 0
SWH 10000.000 Hz
CI FIDRES D0.152588 Hz
AQ 3.276€7999 sec
G 157.05
| DW 50.000 usec
DE 6.50 uszec
O TE 298.1 K
D1 1.00000000 sec
Cl 5b . i
======= CHANNEL fl =
500.1330885 MHz
T 1H
PL 10.00 usec
PINL 24.00000000 W

FZ - Processing parametecs
I £5536

SF 500.1300116 MHz
WO EM

Ss8 )

LB 0.30 Hz

j | | BC 1.00

13 12 11 10 9 8 7
OISO ||

ANL-MCL5-NMR-002

GVK-SAM-5-Page-23-NP

Current Data Parameters
ey NAME 511601A98B33

e N ) A PRoCNO :

F2 - Acquisition Parameters

—6.337

Date_ 20160118
Time 7.29
INSTRUM npect
PROBHD 5 mm PABEO BB/
PULPRCG 2930
™ £5536
SOLVENT €De13
NS g

0
10000.000 Hxz
0.152588 Hz
3.2767999 mec

o o 157.05
50.000 usec
cl 6.50 usec
298.1 K
| D1 1.00000000 =ec
™o 1
© = CHANNEL EY =
Cl 5b SFOL 500.1330885 MHz
NUCL 1H
Bl 10.00 usec
PINI 24.00000000 W

FZ - Processing parameterz
€5536

SF 500.1300116 Mz
WOW EM

SSB [

LB 0.30 Hz
GH a

BC 1.00

§ L JL

T 1 T T T T T I 1 1 1 T 1 1 T T T T T 3T = =
88 87 86 85 84 83 82 81 80 79 7.8 77 76 75 7.4 7.3 7.2 74 70 ppm McLsTiMRm002

\a

S H EM W
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH
LCMS REPORT

Sample Name : GVK-SAM-5-PAGE—-23-NP Vial position :P1-C-06

Date of Analysis:1/18/2016 5:26:08 PM Injection Vol :0.500u1

Acqg. Method :C:\CHEM32\1\METHODS\RND-FA- 3.0 MIN.M Instrument ID :ANL-MCL5-LCMS5-001
Column: ACQUITY UPLC BEH C18 (50mmx2.lmm, 1.7um)

Mcbile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.3/2, 2.3/98,2.8/98,2.81/2,3.0/2

Column Flow Rate: 0.8 ml/min

Column Temperature: 60°C

—->

"DAD1 A, Sig=215,4 Ref=off (2016\JAN-16118012016118012016-GVK-SAM-5-PAGE-23-NP.D - 2016\JAN-16118012016118012016-BLANK-

mAU 2
400 j‘E||
350
o o H
300 Cl ‘
250 O | O ‘
0 |
200 cl 5b ‘
150
100 ‘ ||
|
o
50 & Q 2 | \ 3
= o ~o 3
0 ,_,J",‘ I.'—'/\'-—-,._”/ — [ _‘T__| ‘_L_‘ L R
i/
T T T T T
0.5 1 1.5 2 25
| Peal RT |  Area |Area % |
[No | min | === | = \
Rl B— | ! |
|11 10.29 | 19.215| 2.862]
12 11.59 | 2.370] 0.353]
13 11.80 | 2.309| 0.344]
|14 ]11.88 |  640.507| 95.406]
|15 12.50 | 6.950] 1.035]
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M5 Spe

ctrum

100

80+

60—

204

"MSD1 SPC, time=1.905 of CA\CHEM32\1\DATA\2016\JAN-16118012016\18012016-GVK-SAM-5-PAGE-23-NP.D  MM-ES+APCI, Pos, Sc4

@

w

o
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GVK-SAM-6-page-19

—1.579
-0.000

—2.528
05493

EXPNO
PROCNG

Date_
Time
NSTRUM
PROBHD
PULPROG

I“l L |

Current Data Paramete
NAME

5116088615

10

Z - Acquiszition Parametera

20160819
1.00 h

npact
2119470_0231 (

zg
€5536
cDCl3

B

0
10000.000 Hz
0.305176 Hz
3.27€7999 zec

132.94
50.000 uszec
.50 usec

98.2 K
1.00000000 zec

500.1330885 MHz
11
usec

8.75
23.00000000 W

F2 - Processzing paraseters

£5536
500.1300123 MHz
>

0.30 Hz

1.00

1 10 9 8 7 6 4 3 2 0 pm ’ s
" : « P No filename specifi
~livlnlo|s e
GVK-SAM-6-page-19
THODOTADNNTODUNMADUMOONND ™ WON T
NN OCOWLYOVLUUMNOMPTOINAT1OODO-MONOD
ANNNNNNYPYLYYRLYYOUUVUIMM MO O O NN
L e i Current Dats Parameters
NAME 51160886159
EXENO 1
BROCNO 1
F2 - Acquisition Parameters
Date_ 20160819
Time 1.00 h
INSTRUM spect
PROBHD  Z119470_0231 (
O PULPR 2930
T 65536
SOLVENT cpeis
NS B
DS 0
SWE 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 =zec
O G 132.94
DwW 50.000 usec
DE €.50 usac
TE 298.2 K
3c O D1 1.00000000 zec
™0 1
SFO1 500.1330885 MHz
NUC1 1H
P1 8.75 usec
BIN1 23.00000000 ¥
F2 - Processzing parametersz
sI 6553
sP 500.1300123 MHz
WON P>
S58 0
LB 0.30 Hz
GH 0
PC 1.00
T T T T T T
9.0 85 L 8.0 i 7.5I | 7.0 6.5 ppm No filename specifiec
ol
- =l | o



CINAL CHEMIST.

& GVK-SAM:-6-page-19

Column

mAU Ed
3
o

o |

1750
1500
1250 |
1000 e} (l
750
500 Il

250 3c ‘

*MSD1 SPC, time=2.084 of C\CHEM32\1\DATA'2016\AUG-2016\511608B6158.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"

o
o &
100+ ] FH
| - - Max: 21360
o
1 =
I~
&
80

(0]
(0]
3c

40+ @
«©
g =
LY
g o
] 2 o
= o
24 g |- 3 B g
5 [ ~|
o o™ o
| I o | o 2 g 2
] L= o o | T T ¥ :
EJ% - R e
| — &
0 ‘i “ LI\I 'll|llillm||lklllhi il Ml lw YT B L\ TR R T [ I T TR B e |
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GVK-SAM-6-page-20

b 2 - w
e g ot 3
] 4 2 7 ?
b - - ~ -
Currant Data Paramatars
NAME 51160887326
DIPNO 1
PROCNO 1
= Acguisitiaon Paramate
& 20160819
23.35
INSTR spact.
o) o) PROBHD 5 = FAZEO B/
PULPROG 2930
™ 32050
SOLVENT <oc13
N5 B
05 2
SKH 8012.820 Bx
T10RZS 0.250010 Az
A 1.999%200 sac
OH =G 1€2.54
] €2.200 umc
E €.50 usc
4c T 208.2 K
D1 1.00000000 sac
™0 1
=T s ppe—
K01 400.1324710 MEz
NOC1 18
e 3.75 umc
LML 1€.00000000 W
- Procassing paranatars
400.1300103 Miz
EN
o
0.50 B2
o
1.00
- M
T T T T T T T T T T T T T T T
15 14 13 12 1 10 9 8 6 5 4 3 2 1

ANL-MCL5-NMR-001

GVK-SAM-6-page-20

11, 901

Currant Data Paramatars
E 51160887326
EXTNO 1

PROCNO 1
72 - Acquisition Paramatars
Tate_ 20160819
Tima 23.35
INSTRIM apact
PROBHD & =m PAHBO B/
PULPROG 2930
™ 32050
SOLVENT cc13
N5 8
s 2
H B012.820 Hz
FIDREE 0.250010 Hz
1.9399200 =ac
o) o) aG 162,54
i €2.400 umc
oE €.50 umc
T® 298.2 K
o1 1.00000000 zac
D0 1
—memmme CHANNEL £1 oo
OH s 400.1324710 MEz

5.75 omac
1€.00000000 W

dc

¥2 - Procassing paranatars
51 36
5§ 400.1300103 MEz
WO EN
ssa o
La 0.50 Hz
s = [
»c 1.00

lJLL

T T T T T T T T T T
15 14 13 12 1 10 9 8 4 ppm
| ) L gL ANL-MCL5-NMR-001
e 2l 3 el @
- olols o o |l= |
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GVK-SAM-6-Page-21

o
OOV NATOCNTNDU NGO NN~ -~ a (=3
e MVOYONTOoONNRCNNTOOTMO - =% (=3
NOCODXRO@OVNNNNWWNN T TTTN - n B
gt ol ol ottt ioll Sl il vl ok s el ad ol e Wl ol 2ol vy o~ b T Current Data Parameters
NAME 511608C0416
EXENO 1
PROCNO 1
F2 - Acquisition Parametera
Date_ 20160823
Time 22.13 h
INSTRUM zpect
PROBHD 1194700231 |
PULPROG zg3
™ 65536
SOLVENT cDC13
NS B
Ds 0
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767983 zec
RG 132.84
(@] (0] oW 50.000 usec
DE €.50 usec
TE 298.2 K
D1 1.00000000 =ec
| DO 1
SFO1 500.1330B85 MHz
O NUC1 10
P1 8.75 usec
5¢c PLN1 23.00000000 W
F2 - Processing parameters
SI 65536
SF 500.1300115 MHz
WDW B
ss8 0
L8 0.30 Hz
GB [
BC 1.00
A
T T T T T T T T T T T T
11 10 9 8 7 6 5 4 3 2 1 0 ppm
& 8FB. 2|8
o |o|r|ci]es
GVK-SAM-6-Page-21
O CXDNNANT O N ND N N T ot DN
F TMPONNTOOE RN TOEE OO0
N COXNPODRLVWOMMINNING TT T TN
LI TR S ol ot ol ol ol ol ol ol ol el ol ol o Current Data Parameters
| ‘N ‘NW NAME 51160800416
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20160823
Time 22.13 h
INSTRUM spect
BROBHD  Z119470_0231 (
BULPROG 2930
D 65536
SOLVENT cDC13
RS B
DS 0
SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767989 sec
RG 132.54
0 0 oW 50.000 usec
DE .50 usec
TE 298.2 K
D1 1 00000 sec
TDO 1
| SFO1 500.1330885 MHz
KUC1 1H
o) Pl 8.75 usec
PIN1 23.00000000 W
5c F2 — Processing paramsters
sI 65536
sP 500.1300115 MHz
WOW B
ssa [
LB 0.30 Hz
cB o
BC 1.00
T T T T T T T T T T T T
9.0 8.8 8.6 8.4 8.2 8.0 7.8 7.6 7.4 7.2 7.0 ppm
( | Al
I
o = - | e
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY — ANALYTICAL RESEARCH

LCMS REPORT

Sample Name : GVK-SAM-6-PAGE-21 Vial position :P1-D-03
Date of Analysis:23/08/2016;10:08:44 PM Injection Vol: 0.5 nL
Acq. Method->C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID:ANL-MCL5-LCMS-001

C:\CHEM32\1\DATA\2016\AUG-2016\511608C0415.D

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.l1lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.8/98,3.4/98,3.41/2,3.5/2
Column Flow Rate: 0.6 ml/min

Column Temperature: 60°C

"DAD1 A, Sig=215,4 Ref=off (2016\AUG-2016\511608C0415.D - 2016\AUG-2016\BLANK-23082016-0004.D)

mAU 8
] =i
o o
1750
1500 o O
CLyC
10004 o
750 3 Sc
500—5
] - % ™ o210} E@ N ow
B0 5- 0§ |58 EErEER®
N N A A A €N, G
o5 4 T s T 25 m
|Peal| RT | Area |Area % |
INo | min |- [—————— |
[s==lsrssme—= | | |
e S S P 7 | | 44.779| 0.989]
|2 J1+65 | 223.081| 4.927]|
I3 11592 | 23:127] O0=511|
|4 12.09 | 3469.248| 76.615|
5 12.22 | 11 .673] 0.258]
6 12.2% | 25.128| '0.555|
' 2.5 | 202.877| 4.480]
|8 |2.55 | 139.298| 3.076]
|19 12.64 | 53.813| 1.188]|
|10 |2.66 | 129.655| 2.863]|
J3l. 2. 75 | 84.176| 1.859]
12 )2.8% | 38.810| 0.857|
|13 |2.85 | 63.456| 1.401)|
|34 '}2.95 | 17925 [0+396
15 |2..98 | 1.093|] 0.024)
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Spectrum

"MSD1 SPC, time=2.543 of CA\CHEM32\1\DATA\2016\AUG-2016\511608C0415.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"
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- w
4 B Max: 285248
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200 400 600 800
*MSD1 SPC, time=2.104 of C\CHEM32\1\DATA\2016\AUG-2016\511608C0415.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"
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*MSD1 SPC, time=1.686 of C\CHEM32\1\DATA\2016\AUG-2016\511608C0415.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"
54 $ Max: 108080
4_
3
2_
] o
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14 & T
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4 0
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GVK-SAM-6-page-35

263
7.122
101
5.298

%

rant Data Paramatars

v 51161080645
> EXPNO 1
- = PROCNC 1
a S
= ? ¥2 - Acquisition Paramatars
Data_ 20161014
T 17.24
| INSTRUM apact
PROSHD 5 mn PABBO BB/
PULPROC 2930
€553€
SOLVENT cocia
NS 1
s 2
SWE 8012.620 Rz
FIDRES 0.12226€ Hz
G 4.0834465 mac
R 124.02
oW 62.400 usac
X 6.50 usac
= 296.1 X
D 1.00000000 sac
TOO 1
e vnmnn CHANNEL £1 w= e
S¥O1 400.1324710 MEz
w1 1K
P 9.75 usac
rLsy 16.00000000 W
F2 - Procassing paramtars
81 €3536
sF 400.1300084 MEx
W B
ssB o
i3 0.30 Bz
=] 0
e 1.00

T T T T T T T T T T T T
1 10 9 8 7 6 4 3 2 1 ppm
‘ y
étéi‘?@ E §|§ ANL-MCL5-NMR-001
GVK-SAM-6-page-35
Currant Data Parametars
NavE 51161080645
EXPNO 1
23 83 paccw :
:;“. ::' 2 - Acquisition Paranmatars
Data_ 20161
\/ [ P .
» HD
PULPROC
EOLVENT
NS
ps 2
8012.820 Hz
FIDRES 0.12226€ Hz
AQ 4.0894465 mc
BEL
P § ey e
El’ l.DEDDOC‘Oé mac
Too 1
S701 a00.1324710 ¥
(0] | L .75 usac
O PLKL 16.00000000 W
o) £2 - Procassing pazamtars
3d i’m 43D.l]:ﬁﬂ€n‘l Mz
o .'SSE 2 0.30 Bz
/o | x?g e 1.00
T T T T T T T T T T T T T
81 80 79 78 77 76 73 72 71 70 69 68 6.7 ppm

ANL-MCL5-NMR-001



Sample Hame:
GVK-5AM-6-page-35a

Solwent: odell

Date: Oct 18 2016

Rgilent Marcury-300/ NEM-3
Ragquaest Ho: S1L610EI54T_PROTON

(0] (0] |
OO
OH (0]

4d (0] |

| |
N | | B |

II|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|III
16 14 12 10 B 3 4 2 ppm
¥ Wy e W
E 2 2=Rds 5 8 “
= = [ = ® ~

Plotnama: 51181082547 PROTON 01 plotil
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH
LCMS REPORT

Sample Name : GVK-SAM-6-page-35a Vial position : P2-A-07
Date of Analysis :10/17/2016 9:33:52 PM Injection Vol :0.100pnl
Acq. Method :C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID :ANL-MCL5-LCMS-001

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.6/98,3.1/98,3.11/2,3.5/2
Column Flow Rate: 0.8 ml/min

Column Temperature: 60°C

"DADT A, Sig=215,4 Ref=off (2016\0CT.PRO\511610B2534-.D - 2016\0OCT.PRO\BLANK-17102016-04-.D)
mAU
400+
300
200
100
0
100
T T T T T  :
0.5 1 1.5 2 25 3 miny
|Peal RT | Area |Area % |
INo | min [essmaaa [===re= |
| [ | | |
1 |21 | 349.020| 23.886|
12 12.36 | 383.745| 26.263|
13 12.46 | 723.847| 49.538|
14 12.56 | 4.569| 0.313]
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M5 Spectrum

"MSD1 SPC, time=2.483 of CACHEM32\1'DATA'2016\0CT.PRO\511610B2534-.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"
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100_ p: § Max: 446144
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8 + 4d
i ®
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20
O; JF WP w .k wL.
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200 400 600 800 1000m/ 7
*MSD1 SPC, time=2.363 of C:\CHEM32\1\DATA2016\0CT.PRO\511610B2534-D  MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"
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B wn
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*MSD1 SPC, time=2.124 of C:CHEM32\1\DATA201610CT.PRO\511610B2534-D  MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"
o
30 1w
] p: 3 Max: 131392
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: Q
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GVK-SAM-6-page-36

°
i ~an o g
o8 £8% 8 g
as 8% 8 =
- GARae ¢
Currant Data Paramaters
NANE 51161088643
EXPNO 1
PROCNO 1
¥2 - Acguisition Paramatars
Data_ 20161020
Tima 22.53
INSTHUM spact
PROBHD 5 =z PAHEC HE/
PULFROG 2930
0 65536
O O SOLVENT cpc13
NS 16
o os 2
ShH 6012.820 Hx
FIORXE 0.122266 Hx
| AQ 4.0894465 zac
RC 86.0@
o €2.400 umc
(@) (@] o8 €.50 usec
IE 29 K
5d O | EL 1.00000000 sac
_ 00 1
v CHANNEL £1 oo
SFOL 400.1324710 MEz
KoC1
P $.75 usac
PLeL 1€.00000000 W
¥2 - Procassing paramatars
81 553
SF 400.1300086 MHz
WO N
ssa ]
s 0.30 Bz
GB o
»c 1.00
1 i L L L A
T T T T T T T T T T T
1 10 9 6 5 4 2 1 0 ppm
A ANL-MCL5-NMR-001
8 By ER
@le = ol le
GVK-SAM-6-page-36
- o e =
= S 23 3
S 22 33 =
“ sa e -
Currant Data Paramatars
RANE 51161086643
XPND 1
PROCNO 1
¥2 - Acguisition Paramatars
ata_ 20161020
Tina 22.53
INSTAUM spact.
PROBHD 5 = PANEO HB/
PULPROC zg30
™ 85536
O O SOLVENT €oc13
| N 1k
s 2
(0] e 012.820 Hx
FIORES 0.122266 Hz
| 20 . 0694465 sac
a6 8€.08
E €2.400 usc
(@) O IE .50 umc
TE 208.1 K
o | o1 1.00000000 sac
5d _ 100 1
e CHANKEL £] e
sFO1 400.1324710 Mz
NUCL 11
a1 3.75 umc
PN 1€.00000000 W

72 - Processing paranatars
81 65536

SF 400.1300086 Miz
EN

WO

Ssa o

LB 0.30 Hx
GB o

C 1.00

T T T T T T T T T T T T T T T T T T T T T T T

87 86 85 84 83 82 81 80 79 78 77 76 75 74 73 7.2 71 7.0 69 68 67 66 ppm
Or ) 1 \ ANL-MCL5-NMR-001
E

8 3 Iz

- - ]

1.03
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH
LCMS REPORT

Sample Name : GVK-DU-SAM-6-PAGE-36 Vial position : P1-E-09
Date of Analysis :10/20/2016 11:40:33 PM Injection Vol : 0.500uL
Acg. Method :C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID :ANL-MCL5-LCMS-001

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.lmm, 1.7um)

Mobile Phase: B1l: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.6/98,3.1/98,3.11/2,3.5/2
Column Flow Rate: 0.8 ml/min

Column Temperature: 60°C

*DAD1 A, Sig=215,4 Ref=off (2016\OCT.PRO\511610B6635.D - 2016\0OCT.PRO\BLANK-20102016-04-.D)

mAU ] b

1400 I

1200—: o o | '“
] & |

1000 O | O ‘ '
i O (@]

soo—: 5 0 [ ‘ ‘

600 ’ '

400

P —

200

| Pea| RT | Area |Area % |
|No | min e e |
| | s | | |
(1. ]2.00 | 3489.687| 99.514|
|2 12.04 | 17.050| 0.486]
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"MSD1 SPC, time=2.031 of CACHEM32\1\DATA\2016\0OCT.PRO\511610B6635.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"
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GVK-SAM-1-PAGE-54P

-
= a
a5 8
= A
: s
- 7
| Currant Data Paramatars
RANE 511511C1915
DFRO 1
PROCNO 1
¥2 - Acguisition Paramatars
Data_ 20151130
Tima 23.22
INSTRUN spact.
TROBHD & mm PAHEO HE/
PULPROG 2330
32050
SOLVENT NS0
NS 8
s 2
1 §012.820 Hz
N~ N FIORES 0.250010 Hz
1.5395200 =ac
| RC 162,58
— T €2.400 usac
0E £.50 umc
TE 298.2 K
OH o 1.00000000 =ac
0 1
O e CHANNEL £1 e
SFOL 400.1324710 Mz
7a HUCL H
7L 5.75 umc
PLNL 16.00000000 %
¥2 - Procassing pacanatars
st 65536
sF 400.1300021 MEz
WO EM
558 o
LB 0.50 Az
= o
rc 1.00
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
8o A
=S| @ d ped ANL-MCL5-NMR-001
o win|=lo!
GVK-SAM-1-PAGE-54P
Curraent Data Paramatars
AN 511811C1915
EPNO 1
TROCNO 1
¥F2 - Acquisition Paramatars
Data_ 20151130
Tina 23.22
INSTAIM spact
PROBHD S mm PAHEO SE/
PULPROG 2930
™ 32050
SOLVENT oMs0
NS 8
13 2
T 6012.820 Hx
7 IORES 0.250010 Bz
XN 20 1.9599200 =ac
RG 162.58
| o €2.400 umc
_— 8 €.50 usac
TE 298.2 K
o1 1.00000000 sac
OH 00 1
e CHANNEL {1 o
O sFO1 4001324710 MEz
NDCL
ot 9.75 umc
7a P10 16.00000000 ¥

¥2 - Procassing paramatars

St £5536

SF 400.1300021 MEz
EN

Wow

Ssa o

Le 0.50 Bz
GB o

o 1.00

1 1 1 1 1 I Ll 1 1 1 i\l 1 1 1 1 I 1 1 ) 1 1 1 1 1
9.0 89 8.8 87 86 85 8.4 83 8.2 81 80 7.9 7.8 7.7 76 7.5 74 7.3 7.2 7.1 7.0 6.9 6.8 ppm
jgﬁ jﬁ ] }-r 8l 13 ANL-MCL5-NMR-001
L i o T o
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GVK-S5AM-1-PAGE-54POLAR

-
2

—39, 950

Current. Jata Paramatars
511€08C0835
10

1

cquisition Paramatars

20160826
5.52
spact.

PAEBO BB/

10
SOLVENT
NS

s
SKH 24038.461 Hx
FIDRXS 0.3667%8 Hx
AQ 1.3€31468 zac

195.29

-~

<

0.03000000 sac
1

CHANNEL f1 =
100. 6226293 Miz
13

10.00 umc
78.00000000 W

waltzlé
90.00 umic
1€.00000000 W
0.18777999 W
0.15210000 W

oRssing paramatars

32768
100. 6126708 MHz

l RO i e
“ o . = Aol s o 1 2.00 B2

. 1.40

T T (] T T T | T T
200 180 160 140 120 100 80 60 20 ppm
ANL-MCLS5-NMR-001
GVK-SAM-1-PACE-54POLAR

Currant. Data Paramatars

NAME 511€08C0B35
XPNO 10
PROCNO 1

¥2 - Acguisition Paramatars
Data_ 20160826
Tima 5.52
INSTRU spact
PROBHD 5 sm PAREO BB/
PULDROG 2gpg30

10 65536
SOLVENT Acat.ona

NS 1

s L)

SKH 24038.461 Hz
FIDRIS 0.366798 Hz
AQ 1.3€31468 sac
ac 5.28

B usac
oK .50 usac
TE 208.1 K

DL 3.00000000 sac
i1 0.03000000 sac
00 1

NENENY . 1" X { —
100. 6228293 MHz
4
10.00 umsac
78.00000000 W

- CHANNEL £2

N2 50.00 ussc
PLa2 1€.00000000 W

0.18777939 W
0.15210000 W

¥2 - Procassing paranatars

T
165

T
160

T
155

T
150

T
145

T
140

52

T
135

T
130

T
125

T
120 ppm

st 32768

sF 100. 6126708 MHz

WD BN

s o

LB 2.00 B2

GB o

ac 1.40
ANL-MCL5-NMR-001
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GVK-SAM-1-Page-54 Polar 1fom
Comment: IN Kbr No. of Scans Date: 10/3/2016 11:03:04 AM
GVK-SAM-1-Page-54 Polar Resolution User Admin
Apodzation
Compound 7a Structure Confirmation data:
GVK-SAM-1-page-54 polar
}
s
=
OH
(@]
7a
T T T T T T T T T T T
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GVK-SAM-1-PAGE-54POLAR
HMBC

Cursent Dats Paramets::
Ko s

T T T T
9.0 88 86 84

8.2

T T T T
80 78 76 74

54

T T T T T T
72 70 68 66 64 6.2

11Gzen303n
XN 13
PROCHD 3
¥2 - Acguizition Parasetscs
ppm Date_ 30163926
Tim €1z
1maTIEM o ct
= w TR S == PARRO R/
FULFROG hEbogpodgt
™ 0%
ZOLENT Acezooe
2 1t
ns 16
£ 9O = 4332.258 Hz
Fioaxs 0954430 Hz
ae Y
N "
| o
=
— Ll - 3
- * - 100 2T
o3 0.
o: 1.3763010% »ec
o6 0. 04253000 mac
(@) n:é 0.D2033000 mec
~ 110 0.02002240 mec
7a —— CHANNEL 3 www——
E = 40D. 1317034 Mtz
F 1]
E 3. 7% usec
—_‘4 -~ - ~ 120 2 13. 50 umec
L1 e yLwl 14. 03002000 ¥
—% . -
A £ T —
T—— - - - ] =oz 100. €229130 Mz
——— : 5 2=
@ a -130 = 16.00 umec
—i - T 79. 02003000 ¥
— - - SRADIENT CHANKKL s
= 1 ZM5210.100
— ZEMNI2]
L - 140 =®a
— L] =12
an
e 100300 umec
= ] b ® - .-
721 - Frocesxing garametesx
sz 1024
1 L] E = 400.1302610 sz
E = N
F =3
170 = *
= .40
Fi - Procesaing parasetesx
£ 4 1024
— 180 == o
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GVK-SAM-1-PAGE-54POLAR
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51160800835 12 1 D:\2016%AME-16%\data’root\mmr
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GVK BIOSCIENCES PVT. LTD.

MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH

LCMS REPORT

>Sample Name:
Date of Analysis:
Acg. Method

GVK-SAM-1-PAGE-54-POLAR
30/11/2015;8:54:03 AM

Vial position
Injection Vol

:P1-B-02

:0+5

pL

Instrument ID

:ANL-MCL5-LCMS-001

:C:\CHEM32\1\METHODS\RND-FA~ 4.5 MIN_1.M

0.1%FA IN ACN

Column: ACQUITY UPLC BEH C18 (50mmx2.lmm, 1.7um)
Mobile Phase: Al: 0.1 % FA IN WATER Bl:
Gradient: Time (min) /%B1:0/3, 0.3/3,

Column Flow Rate:

0.6 ml/min

2.8/98,4.0/98,4.2/3,4.5/3

3
©
N

3

*DAD1 A, Sig=215,4 Ref=off (NOV-2015\30112015\30112015-GVK-SAM-1-PAGE-54-POLAR.D - NOV-2015\30112015\30112015-BLANK-04.

12.996

w—
~

|Peal RT | Area |Area % |
INo | min e Immrmree I
| | | | I
1T 2+70 |3.440e3| 98.934|
12 .2:80 | 32.269| 0.928]
3 13.00 | 4.805| 0.138]
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MS Spectrum

*MSD1 SPC, time=2.742 of CACHEM32\1\DATAINOV-2015\30112015'30112015-GVK-SAM-1-PAGE-54-POLAR.D MM-ES+APCI, Pos, S
o
3
100 @
B Max: 2.69517e+006
80 -
)
| =
O o
| O
7a
60 -
40
] &
B
Tm
20
S
[Te]
4 (3]
™
0 L , . o L
; ; T ; T ; ‘ ; ; ‘ ; ; ‘
200 400 600 800 m/4
c1mant 1 11 /23N/2N18 G-N4-NN oM Pama 1
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Elemental Composition Report Page 1
Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min = -1.5, max = 50.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
4 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)
Elements Used:
C:0-283 H:0-17 N:0-2 0:0-2
GVK-SAM-1-PAGE-54POLAR
GVK-SAM-1-PAGE-54POLAR 24 (0.351) AM (Top,4, Ar,0.0,195.17,1.00,LS 10); Sm (Mn, 2x1.00); Sb (0,40.00 ) 1: TOF MS ES+
353.1316 7.60e3
100+
1 N”N
_ l %
(1 Lo
1 (@)
] 354.1861 7a
] ?36‘1444 343.2185 fhe e §55'1987 350.1436  367.2878  373.0824 306.1753
B B S e R PR B PG B RAR S B R B RS B R BRI E RO aE BRI RS AR RS BSOS Rama B e RE BRGN Rae e
340.0 345.0 350.0 355.0 360.0 365.0 370.0 375.0 380.0 385.0 390.0 395.0
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
353.1316  353.1290 2.6 7.4 16.5 277.0 Cc23 H17 N2 02
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GVK-SAM-1-PAGE-54NP

13 12 1 10 9

T

GVK-SAM-1-PAGE-54NP

Current Data Parameters

RAME
EXPNO
PROCNO

511511C1269

F2 - Acquiszition Parametera

o

20151130
10.30
spect

mm PABBO BB/

0
10000.000 Hxz
D0.15258B Hz
3.2767939 zec
132.94
50.000 uszec
€.50 uzec
299.9 K
1.00000000 zec

CHANNEL f1 =
500.1330885
1H

10.00 usec

24.00000000 W

F2 - Processing pa.zg:zter:

5536

500.1300139 Mz

EM

o

.30 Hz

1.00

ANL-MCL5-NMR-002

o omw
an—O
o~ Current Data Parameters
> O\ O NAME 511511C1269
PPPY  Exeo 1
PROCNG 1
F2 - Acquisition Parameters
Date_ 20151130
Time 10.30
INSTRUM spect
PROBED mm PABBO BB/
PULPRCG zg30
TD £5536
SOLVENT cDC13
NS
DS
SWE Hz
FIDRES Hz
AQ zec
RG
oW usec
DE uzec
TE K
D1 =ec
TDO 1
= CHANNEL f1
500.1330885
1H
10.00 uszec
24.00000000 W
F2 - Processing parameters
SI €5536
sP 500.1300139 MHz
WOW EM
F'd 558
- LB 0.30 Hz
cB
PC 1.00
P e R RN 7R S 7 T S 7 ST Sy S, R S ey S o R o R o e B T R PR O
9.0 8.5 8.0 75 7.0 6.5 ppm
N | el & g 5
8 12 “a" 8§ 8 & 3 S
- ] o ol e ol - -
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GVK-SAM-1-PAGE-54-NON-POLAR

Current Data Paramatars
N 511606C0832
Ko 7
PROCNO H
- Acguisition Parametars
ta_ 20160826
2.00
spact.
OH _N 5 HBO. 8B/
2qpg30
N 65536
NE0
s 102¢
/‘N o8 4
s 24038, 461 Rz
FIORES 0.366798 Hx
A0 1.3631488 sac
O G 195.29
o 2
2 ¢
8a = 298.1 K
0 3.00000000 sac
o 0.03000000 sac
™0 1
CHANKEL £1 e
100. 6228293 MEz
13c
10.00 usac
78.00000000 W
———— 2
sFo2
NvC2
CPOPRCI2
PoPD2
P1Mz
PLA12 0.18777999 ¥
PLA13 0.15210000 ¥
§2 - Procassing paramatars
st 32768
E 100. 6128196 MEz
WO ™
\ ss3 o
15 2.00 Bz
ca o
c 1.40
T T T T T T T T T T T

ANL-MCL5-NMR-001

GVK-SAM-1-PAGE-54-NON-POLAR

s

S [ I
NAME
LAPNO
PROCNO

PLW12
PLK13

T T T T T T
165 160 155 150 145 140 135 130 125

ANL

62

Data Parametars
511€08C0833

1

uisition Paramatars
20160826
2.00

spact
5 == PAHEO 3B/
2gpg30

0.03000000 zac
1

e CHANNEL £

100. 6228293 MEz
13¢

10.00 omc
76.00000000 W
o= CHANNEL £2 oo oo o
400.131€005 MRz
1M
waltz16
90.00 umc

16.00000000 W
0.18777999 W
0.15210000 W

- Frocassing paramatars

32768
100, 6128196 Mz
N

2.00 B2
1.a0

MCL5-NMR-001



S11608CEESZ & 1 D:\2016\ADG-16\data|root\mmr

Compound 8a Structure Confirmation data:

L J
GVE-BAM-1-PAGE- S4ND
GEMBEC Expt. -
\T :
* - i
- -
2 s,
. & - I
- -
- - - W4 =
. . -
— T T T T T T T T T T —T — T T T T T T T
12 10 8 2 0 F2 [ppm]
51169805552 5 1 D:\2016\AUG-l6'\data\rooct \rmr .
h } uf | |
— o J RS -
GVK-AN-1-PAGE-SAKD E
i &
= 2% ge P | I
. - - - -
o e a = .S W - b i
T i3
—4 < e
re
= - - -
L2 & - - "
e
o
— » - - &
T T T T T T T
12 1 10 8 7 F2 [ppm]
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150 100 50 F1 [ppm]
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L

S5116Q8CEE5Z 4

D:' 2016 AUG- 1Y data' root \mmr

-

GVE-SAM-1-PAGE- S4NP

HEQC

T
100

12

64

T T
F2 [ppm]



511608CEES2 4 1 D:\201E\ADE-1l&\data\root'\nmr

|
[
_/M\,_ _;ML_ _J'I| ll'-» _."“I‘Uu 1L_ J"‘k . _,llUlL 7J1Jllurk _

_

L

NN

GVE-EAM-1-PAGE-S4NP
HEQC
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uUm

|

51160805852 & 1 D:\2016\AUG-16\data{root\mmr

GVE-ERM-1-DPRGE- S4AND
COEY Expt.

F1[ppm]

sllIacsssz € 1 D:\2016\AUG-16\data\root \nnr
A I

|

|
F2 [ppm]

N
.
JU L.ﬁr‘ U""L_ JJ‘L )‘tht_

J ﬁ é [ o
= 0 ' ®
= o
. © 0
_4] . e
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH

LCMS REPORT

>Sample Name: GVK-SAM-1-PAGE-54NP Vial position :P1-B-01
Date of Analysis:30/11/2015;8:48:21 AM Injection Vol :0.5 nL
Acg. Method :C:\CHEM32\1\METHODS\RND-FA- 4.5 MIN_1.M Instrument ID :ANL-MCL5-LCMS-001

Column: ACQUITY UPLC BEH C18 (50mmx2.1lmm, 1.7um)

Mobile Phase: Al: 0.1 % FA IN WATER Bl: 0.1%FA IN ACN

Gradient: Time (min) /%B1:0/3, 0.3/3, 2.8/98,4.0/98,4.2/3,4.5/3
Column Flow Rate: 0.6 ml/min

*DADT A, Sig=215,4 Ref=off (NOV-2015\30112015\30112015-GVK-SAM-1-PAGE-54NP.D - NOV-2015\30112015\30112015-BLANK-04.D)
mAU I3
~
o
1750
1500
1250
1000

750

ol b b b b b n b ey |

500
250 3
|
Oﬁ/\_ﬁ N
T T T T T T T T T T T T T T T T T T T T T T
1 2 3 4 min|

|Peal RT | Area |Area %
INo | min | === |jFessmmas |
|- | | |
13 12278 | 6.437| 0.200]
|12 12.80 |13.213e3| 99.692]
13 |2.88 | 3.482| 0.108]
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M5 Spe
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100 —

80

60—

40|

20

"MSD1 SPC, time=2.821 of CACHEM32\1\DATAINOV-2015\30112015'30112015-GVK-SAM-1-PAGE-54NP.D  MM-ES+APCI, Pos, Scan,

353.0

Max: 3.79085e+006
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=
DIH U
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Elemental Composition Report

Single Mass Analysis

Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0

Selected filters: None

Monoisotopic Mass, Even Electron lons

4 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)

Elements Used:
C:0-23 H:0-17 N:0-2 0:0-2
SAMPLE CODE:GVK-SAM-1-PAGE-54 NP

Page 1

511701A3372 27 (0.380) AM (Top,4, Ar,5000.0,195.12,1.00,LS 10); Sm (Mn, 2x1.00); Sb (1,40.00 ) 1: TOF MS ES+
353.1320 8.91e3
1004
%o—
| 354.1774
E 5
201.1643305.1770 335.0750 352.9232 fg55 33? 387.0839 4030008 421.1646 505.1447
s L L L ] et L R A L] L] Ly L] Lk A LA L] L] R L el ) s L) ik Aad il dad LA L) L) L) A RAa) Liald W) uald Ly ks L4
300 310 320 330 340 350 360 370 380 390 400 410 420 430 440 450 460 470 480 490 500
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
353.1320 353.1290 3.0 8.5 16.5 376.4 C23 H17 N2 02

70



GVK-SAM-1-PAGE-63P

~0,000

12 1 10 9 8 7 6 5 4 3 2 1

GVK-SAM-1-PAGE-63F
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=SS . & e

ppm
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Current Data Parameters

NAME 51151275812
EXPNO 1
PROCNO 1
F2 - Acquisition Paramet
Date_ 20151209
Time €.51
INSTRUM spect
PROBHD 5 mm PABBO BB/
PULPROG zg30
D £5536
SOLVENT DMSO
NS B
Ds 0
SWE 10000.000
FIDRES 0.152588
AQ 3.2767999
RG 118.49
oW 50.000
DE .50
TE 300.4
D1 1.00000000
™m0 1
CHARNEL fl ==
500.1330B85 MH
1H
10.00

FZ2 - Processing paramete
65536

SI 5
SF 500.1300045
WO EM
§s8 ]

LB 0.30
GB (]

BC 1.00

ANL-MCL5-NMR-002

Current Data Parameters

ers

Hz
Hz

sec

usec
usec
K

zec

usec

24.00000000 W

s

MHz

Hz

KAME 51151285812
EXPNO 1
BROCNO 1

F2 - Acquizition Parameters
Date_ 20151209
Time 6.51
INSTRUM spact
PROBED 5 mm PABEO BB/
PULPROG 2330

™ 65536
SOLVENT DMSO

NS 8

DS 0

SWE 0000.000 Hz
FIDRES 0.152588 Hz
AQ 3.2767399 =zmc
RG 118.49

D 50.000 usec
DE £.50 usec
TE 300.4 K
D1 1.00000000 zec
DO 1

PINI 24.00000000 W
FZ - Processing parameters
SI £5536

SP 500.1300045 Mz
WDW EM
ssB ()

LB 0.30 Hz
ca 0

BC 1.00

ANL-MCL5-NMR-002



GVK-SAM-1-PAGE——-63-POLAR

<
o

)

a‘_O —Z
O\Z
T

IIHHII

| |I1

O AN TANADS OO NN
N MNOOENEATOOVRN O WO N U T
T TPV TMooOo @ ANOON WD N
4 4 s s s 4 s s s s s s e« s WO MDD T D~
- TENANODOTTNN . .70, T, L8, AL 78
Lo NN NNNN A @ DD OO O DN
S A A A A A A A A A O MO e e oo
| \/ \\\\ I/f// | W/ Current Data Parameters
NAME 511610A6956
EX®NO 2
PROCNO 3
FZ - Acquisition Parameters
Date_ 20161009
Time 1.39 h
INSTRUM spect
PROBED Z119470_0231 (
PULPROG z 30
™ 5536
Me SOLVENT >
NS 2048
)\ DS 4
N N N EWH 29761.904 Hz
FIDRES 0.908261 Hz
| AQ 1.1010048 =ec
= RG 197.72
oW 16.800 usec
OH DE €.50 usec
TE 29B.2 K
1 3.00000000 sec
O D11 0.03000000 zec
TDO 1
7b SFO1 125.7703643 MHz
NUC1 13C
Pl 9.50 usec
PIN1 8E.00000000 W
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzl6
BCPD2 80.00 usec
PIN2 23.00000000 W
PIN12 0.27515000 W
PIN13 D.13840000 W
FZ - Proceszing parameters
SI 32768
i | II I I SF 125.7578511 MHz
| | | | KW ™
SsB ]
LB 2.00 Hz
T T T T T T T T £ ot $k6
180 160 140 120 100 80 60 40 20 ppm %
GVK-SAM-1-PAGE—63-POLAR
(=3 - - - N~ M- NN
o~ ™ ) (e N AT OOoWS N o
< o < - N rFAOTNOCON 8
. e e . . el W-relJs W-le-e
- T o N - M W TN .
O w0 N - M NN NN A 0
- — — e Rl R R R e @
\/ / | | \\ \ V/ l/ Current Data Parameters
NAME S511610A6956

EXPNO 2

PROCNO 1

F2 - Acquisition Parameters

Date_ 20161009

Time 1.39 h

INSTRUM spect

PROBED  Z119470_0231 (

PULPROG zgpg30

™D 212536

SOLVENT DMSO

NS 2048

Ds 4

SWH 29761.904 Hz

FIDRES 0.308261 Hz
1.1010048 sec

G 197.72

oW 16.B00 usec

DE €.50 usec

TE 298.2 K

DI 3.00000000 szec

D11 0.03000000 sec

DO 1

SFOD1 125.7703643 MHz

NuC1 13C

P1 9.50 usec

PIN1 88.00000000 W

SFO2 500.1320005 MHz

NUC2 1H

CPDPRG[2 waltzlé

BCPD2 80.00 usec

PIN2 23.00000000 W

PILNi2 0.27515000 W

PIN13 0.13840000 W

F2 - Processing parameters
SI 32768

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

72

sP 125.7578511 MHz
NOW =™
ss8 1]
LB 2.00 Hz
T ] o
o
ppm°° 1.40
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH

LCMS REPORT

Sample Name:

GVK-SAM-1-PAGE-63-POLAR

Date of Analysis:07/12/2015;7:40:15 PM
Acg. Method :C:\CHEM32\1\METHODS\RND-FA- 3.0 MIN.M

Vial position
Injection Vol
Instrument ID

:P1-B-01

0.5

BpL

:ANL-MCL5-LCMS-001

Column:

ACQUITY UPLC BEH C18

(50mmx2. 1lmm,

1.7um)

Mobile Phase:

Gradient:

Time

Al: O.
(min)

13
/%B1:0/2,

Column Flow Rate:

0.8 ml/min

Column Temperature:

45°cC

FA IN WATER Bl:

0.2/2,

0.1%FA IN ACN
1.8/98,2.6/98,2.61/2,3.0/2

->

*DAD1 A, Sig=215,4 Ref=off (DEC-2015\07122015\07122015-GVK-SAM-1-PAGE-63-POLAR.D - DEC-2015\07122015\07122015-BLANK-08.
AU 7] >
" ] y Me
700 )\
] NI ~N
600—: =
500 O OH
] ()
400—: 7b
300
200 ’
100 ‘ 3 8
] o <
0 _:“""ﬁ/\/\’*“-—~—m R—— o 1L T —— —
—_— T — T
0.5 1 1i5 2 25 min|
| Peal RT | Area |Area % |
|No | min | ===—=== === |
i e [ [ |
1T |1:29 |1.079e3| 99.445|
12 11.36 | 2.687| 0.248]|
13 943 | 3.336| 0.308]
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MS Spe

ctrum

"MSD1 SPC, time=1.307 of C:\CHEM32\1\DATA\DEC-2015'07122015\07122015-GYK-SAM-1-PAGE-63-POLAR.D MM-ES+APCI, Pos, S
2
@
100 N
B Max: 1.33888e+006
| L
AN
80— N| N
=
| O OH
@)
7b
60—
40+
1 ©
QN
P
N
20
0 - - R . - D VT P -
— T T — T T T T T T T T T T T — T T
100 200 300 400 500 600 700 m/2
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Elemental Composition Report

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

4 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)
Elements Used:

C:0-18 H:0-15 N:0-2 0:0-2

Page 1

SAMPLE CODE:GVK-SAM-1-PAGE-63 POLAR Me
511701A3369 51 (0.750) AM (Top,4, Ar,5000.0,195.13,1.00,LS 10); Sm (Mn, 2x1.00); Sb (1,40.00 ) 1: TOF MS ES+
N
100— 291.1155 Nl N 4.07e3
i =
I O o
| O
%]
il 7b
iy 292.0977
0-236.1489 250.1728 273.1443 290.9012(( 293.1559 305.1512 317.3441 367.0586 ass.i)amm Y
T T T T R T T T e e
240 250 260 270 280 290 300 310 320 330 340 350 360 380

Minimum: -1.5

Maximum: 5.0 1000.0 50.0

Mass Calc. Mass mDa PPM DBE i-FIT Formula
291.1155 291.1134 2.1 72 12.5 54.4 Cl8 H15 N2 02
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GVK-SAM-1-PAGE-63NP

o
=
=
> Current Data Parameters
S NAME 51151275244
EXPNO 1
PROCNO 1
FZ - Acquisition Parameters
Date_ 20151207
Time 18.21
INSTRUM spect
PROBHD 5 mm PAEBO BB/
PULPROG 2930
™ €5536
OH N M SOLVENT cpeis
NS 8
AN e DS 0
| SWH 10000.000 Hz
FIDRES 0.152588 Hz
_N AQ 3.2767999 z=c
RG 118.49
DR 50.000 usec
o) DE 6.50 uszec
TE 296.6 K
8b D1 1£.00000000 s=c
D0 1
== CHAMNEL 1 ===
SFOL 500.1330885 Mz
NUCL 1H
Pl 10.00 usec
PINL 24.00000000 ¥
F2 - Processing parameters
st €553
SP 500.1300119 Miz
WOW EM
558 o
LE 0.30 Hz
cB o
BC 1.00
ANL-MCL5-NMR-002
12 1" 10 9 8 7 6 5 4 3 2 1 0 ppm
/ | el
g 3 [FEEEEE 8
o =] lelel=lals P
GVK-SAM-1-PAGE-63NP
o
o
Current Data Parameters
& NAME 51151205244
EXPNO 1
I PROCNO 1
F2 - Acquizition Parameters
Date_ 20151207
i 18.21
spec
5 mm PABEO BB/
zg30
65536
OH _N. _Me cocis
N 8
| 0
10000.000 Hz
=N .152588 Hz
3.2767999 ==c
HG 118.49
(e} oW 50.000 usec
8b DE 6.50 usec
TE 296.6 K
DL 1.00000000 ==c
DO 1
======== CHANNEL fl =
SFO1 500.1330B85 MHz
NUCL 1H
Pl 10.00 usec
PINL 24.00000000 W
FZ - Processing parametera
SI €5536
SF 500.1300119 MHz
WOW EM
8SB (]
LB 0.30 Hz
GB a
BC 1.00

9.0 8.5 8.0 7.5 7.0 6.5 6.0
w b WY
i I~ v~ [le3 -1 | -

77

ANL-MCL5-NMR-002



GVK-SAM-1-page-63NP

= w e
3 = = -
& w . o~
= & % ?
= 3 -~ o
~ - - ~
Currant Data Paramatars
RAME 5116106960
EXTND 2
B 1
< A:quﬂlLlﬂE Paramatars
ta_ 20161009
ing 2.30
INSTRUM spact
PROBHD 5 = PASEQ 38/
PULPROG 2qpg30
D 65536
OH _N Me SOLVENT cnc13
\\r NS 1500
2s 4
| T 24038461 Hx
_N FIDRES 0.366798 Hz
20 13631488 =ac
G 195.29
o 20.800 umc
O IE €.50 umc
TE 298.2 K
8b o 3.00000000 =ac
11 0.03000000 =ac
00 1
——emeeee CHANNEL f] mmm s
sFo1 100. 6226253 Miz
NOCL 13c
" 10.00 umc
PN 76.00000000 W
B—-Y 22
sFo2 400. 1316005 Miz
Nocz 18
CPOpRGI2 waltzlé
D2 90.00 usac
102 16.00000000 W
PLK12 018777939 W
PLK13 ©0.15210000 W
- Procassing paramatars
32763
100. 6127730 MEz
o
2.00 Hx
[
1.40
I T I I I I I I I I
200 180 160 140 120 100 80 60 40 20
ANL-MCL5-NMR-001
GVK-SAM-1-page-63NP
a ¢ - o es w
%2 s 23 =3 2
g 3 s 22 2
£ S Es i m
m ™ - N -, e
Current Data Paramters
NANE 511€10R6960
ATRO 2
PROCNO 1
¥z - Acguisition Paramatars
Data_ 20161009
Tina 12.30
INSTRIM spact
PROBHD S =m PASBC BB/
PULPROG 2qpg30
™ 5536
SOLVENT coC13
Nz 1500
0z ¢
SKH 24038.4€1 Hx
7 IORES 0.366798 Hx
1.3631888 =ac
G 195.29
o 20,800 umc
DK €.50 umac
TE 298.2 K
o 3.00000000 sac
ol 0.03000000 sac
0 1
v CHANNEL £1 v
sFo1 100. 6226293 Miz
NUCL 13c
i 10.00 umc
pL1 78.00000000 ¥
. CHANNEL £2 o
sFo2 400.1316005 Miz
NOC2 1
cparRci2 waltzlg
P02 90.00 umc
PLR2 1€.00000000 W
PLH1Z 0.18777939 W
PR3 0.15210000 W
¥2 - Procassing paranatars
34 2768
SF 100.6127730 MEz
WO N
ssa o
18 2.00 Hz
cs o
»c 1.40
I T T T I T T T T T T T T
140 138 136 134 132 130 128 126 124 122 120 118 ppm
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Comment: IN Kbr
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No of Scans
Resolution

Apodzation

79

1500 1250 1000 750
tlem

Date: 106/3/2016 11:00:48 AM
User Admin



GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH

LCMS REPORT

Sample Name: GVK-SAM-1-PAGE-63-NP Vial position :P1-B-02
Date of Analysis:07/12/2015;7:44:12 PM Injection Vol :0.5 pL
Acg. Method :C:\CHEM32\ 1\METHODS\RND-FA- 3.0 MIN.M Instrument ID :ANL-MCL5-LCMS-001

Column: ACQUITY UPLC BEH C18 (50mmx2.l1lmm, 1.7um)
Mobile Phase: Al: 0.1 % FA IN WATER Bl: 0.1%FA IN ACN
Gradient: Time (min) /%B1:0/2, 0.2/2, 1.8/98,2.6/98,2.61/2,3.0/2
Column Flow Rate: 0.8 ml/min
Column Temperature: 45°C
->
*DAD1 A, Sig=215,4 Ref=off (DEC-2015\07122015\07122015-GVK-SAM-1-PAGE-63-NP.D - DEC-2015\07122015\07122015-BLANK-08.D)

mAU ] )
- U

1750 -

1500 ]

1000 ]

750

ﬂ
?
a
' |
|
|

2 1%L.20 | 4.608] 0.147]
2 ]3=386 331863 99.:735/
|3 11.42 | 3%541| 01134
|4 |1.46 | 0.125| 0.004]
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MS Spectrum

"MSD1 SPC, time=1.367 of C:\CHEM32\1\DATA\DEC-2015\07122015\07122015-GVK-SAM-1-PAGE-63-NP.D MM-ES+APCI, Pos, Scan,
e
g
100 —
4 Max: 2.71821e+006
80—
60—
40+
di
o)
QN
20
<
&
@
0 - — e R _
— T T T T T T T — T T T T — T — T T
100 200 300 400 500 600 700 800m/ 7
srument 1 12/7/2015 7-5R-25 BPM Para 1
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

4 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)
Elements Used:

C:0-18 H:0-15 N:0-2 0:0-2

SAMPLE CODE:GVK-SAM-1-PAGE-63 NP

511701A3370 64 (0.945) AM (Top,4, Ar,5000.0,195.10,1.00,LS 10); Sm (Mn, 2x1.00); Sb (1,40.00 ) Me 1: TOF MS ES+
291.1121 3.98e3
100
D/D_'
1 292.1190
1 250.1011 270.1647 290.8077||293.0946 305.1055 347.2443 367.1469 383-1:"-‘59/
L B A L S B SRS RS SRS RS LAY LSS LALRS LSS LARSS RAASE LARAS LRSS LARAS RASAN UMAAS LSS AARD AAAS LAARS LSS LAARS LRSS LRSS RAARS LaARI ML
240 250 260 270 280 290 300 310 320 330 340 350 360 370 380
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
291.1121 291.1134 -1.3 -4.5 12.5 33.5 Cl8 H15 N2 02
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GVK-SAM-5-PAGE-13P

- o
5 5
2 3
I | Currant Data Paramatars
NAME 51160140039
EXPNO 1
PROCND 1
¥2 - Acguisition Paramatars
23e. 20160108
ima .26
e IRSTRUM ct
O PROBHD & =m PAREC HB/
PUl 2330
1D 32050
SOLVENT DNSO
SN N5 16
| 3 2
SKH B012.820 B2
= FIORES 0.250010 Bz
1Q 1.9299200 sac
OH ARG 162,58
o €2.400 usac
oE €.50 umc
O TE 98.2 K
o1 1.00000000 sac
7 100 1
c v s CHANNEL €1 o e
SFOL 400.1324710 MHz
NUC1
?L 9.75 umc
B 16.00000000 ¥
¥2 - Procassing paranatars
34 65536
SF 400.1300027 MHz
WO EN
§sa 0
LB C.50 Hx
GB o
vc 1.00
L U JL J.
T T T T T T T T T T T T T T
12 11 10 9 8 7 6 5 4 3 2 1 0 ppm
! |
3} gEe|ns g ANL-MCL5-NMR-001
ol [l ieflesl = ©
GVK-SAM-5-PAGE-13P
> T
vewd
el e ~
\V// ‘*\\\\\V W/ \v //// Currant Data Paramatars
NAME 511€01A0029
EXPRC 1
PROCNO 1
F2 - Acguisition Paramatars
Data_ 20160104
Tims 8.26
INSTRUN pact.
Ve PROBHD 5 = TAHEO HB/
O PULPROG 2930
D 32050
SOLVENT oNEo
1
NN 1s 2
T §012.820 Bz
| FIORES 0.250010 Bz
= g 1.9599200 =ac
A 162.54
OH o €2.400 umc
OE €.50 umc
TE 298.2 K
(@) 1 1.00000000 =ac
00 1
7c e CHANNEL £1 o
sFo1 400.1324710 MRz
NUCI 1
P 3.75 umac
PLNL 16.00000000 W
2 - Procassing paramatars
s1 65536
sF 400. 1300027 MEz
WO EM
s=8 o
1B 0.50 Hz
B o
»c 1.00
A
T T T T T T I T T T T T 1
8.8 8.6 8.0 E & .0 6.8 6.6 ppm

84 82
L
2
‘™~

8 76 714 712 7
SpNal i o
8 12 )= 7-—_ 3 ANL-MCL5-NMR-001
] - - | -
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g .
O MO TOoONARNNY 0T T
CeTHhOAIN N THDC AT TN D0 @O MO NNW— T
CToT0WMOVoOoToNAFRFOUN N OV OO NWY A NWY D
B aicTe b AL e e e e K. eisie e aiie ie  er e e D DN DO T D
NETTN AN AODODOOTTNON [ P ST e e
LW TOMO NN NN NN N D NANDAND ®
i T T B B B B R e B B L B B R s B - ) nmMmmMmmMm oo
'\\\"\\"\N//%/J/ \ W Current Data Parametars
NAME 511610A0669
EXZNO 2
PROCNO 1
FZ - Acquizition Parameters
Date_ 20161006
Time 4.24 h
INSTRUM spect
PROBED  Z113470_0231 {
PULPROG zgpg30
™D 5536
DMS0
1024
e DS 4
(®) SWH 29761.904 Hz
FIDRES 0.908261 Hz
AQ 1.1010048 =zec
NN RG 197.72
| DN 16.800 usec
_— DE €.50 usec
TE 298.2 K
OH 1 3.00000000 sec
0.03000000 szec
o 125.7703643 MHz
13C
7c 9.50 usec
1 88.00000000 W
SFO2 500.1320005 MHz
KUC2 1H
CPDPRG[2 waltzlé
BCPD2 80.00 usec
PIN2 23.00000000 W
BIN12 0.27515000 W
PIN13 0.13840000 W
FZ — Processing parameters
sI 32768
] I sF 125.7578518 MHz
WOW B
| LowaoSSB o
LB 2.00 Hz
T T T T T T T T T T ;E o _—
180 160 140 120 100 80 60 40 20 ppm - 7
. - ™ “w TFENTOA~NUND -0 -
0 = g NP o MO NN TN D @ o
< T 9 Eeesaanbasden i &
uwy Lol s 5 - Mt OO OTTNOD o~ .
0 N wnwm -t MO NNNNNNN A A @
-t Ll N ] —t e B A e A e I e I e B I I ] Lal (=2}
l | \/ / I \\\\// V//// | Curr=nt Data Parametersz
NAME 511610A0669
EXPNO 2
BROCNO p
F2 - Acquiszition Parameters
Date_ 20161006
Tims 4.24 h
spect
2119470_0231 |(
2gpg30
v 6?336
O DMS0
1024
N € :
29761.904 Hz
NN 2yt
- sec
= 197.72
16.800 usec
OH §.50 uzec
298.2 K
O 3.00000000 =zec
0.03000000 sec
1
7c 125.7703643 MHz
13C
9.50 usac
85.00000000 W
500.1320005 MHz
N 1H
CPDPRGI2 waltzlé
BCPDZ 80.00 usac
PIN2 23.00000000 W
BIN12 0.27515000 W
BIN13 0.13840000 W
F2 - Processing parameters
SI 32768
l l SF 125.7578518 MHz
WOW ™
SsB [
L8 2.00 Hz
T T T T T T T T T T T T T T B 0
165 160 155 150 145 140 135 130 125 120 115 110 105 ppm°*© 38
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH

LCMS REPORT

Sample Name : GVK-SAM-5-PAGE-13-P Vial position :P1-A-06
Date of Analysis:1/3/2016 4:37:03 PM Injection Vol :0.5 pL
Acg. Method :C:\CHEM32\1\METHODS\RND-FA- 3.0 MIN-1.M Instrument ID :ANL-MCL5-LCMS-001

RND-FA-3.0 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.l1mm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.3/2, 2.3/98,2.8/98,2.81/2,3.0/2

Column Flow Rate: 0.8 ml/min

Column Temperature: 60°C ->

*DAD1 A, Sig=215,4 Ref=off (2016\JAN-16103012015\03012016-GVK-SAM-5-PAGE-13-P.D - 2016\JAN-16\03012015\03012016-BLANK-0
mAU ]

1200

4 ~ [

1000 ‘
] N"N

800 I

4 / |
600 O o ‘ |
] O
400 7c

1.752

0.5 1.5 2 25 min|
| Pea| RT | Area |Area % |
|No | min [ ———= fE———= |
Rl | | |
11 10.47 6. 177 0.702]
2 1175 2264.565| 98.259]|

|
|

|13 11.83 | 16.899| 0.733|
| 7.049| 0.306]|
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MS Spectrum

*MSD1 SPC, time=1.765 of CACHEM32\1\DATA\2016\JAN-16103012015103012016-GVK-SAM-5-PAGE-13-P.D MM-ES+APCI, Pos, Scan
<
2
1004
R Max: 8.388le+006
~
1 (6)
)
80
=
(X Ton
| "
7c
60—
I
40 5
20
0 ——— S - — - l S S —— - - ———
T 7 R N R B B T T T
100 200 300 400 500 600 700 800 m/7
rument 1 1/3/2016 5:22:00 PM Page 1 ¢
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min=-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

7 formula(e) evaluated with 1 results within limits (up to 1 best isotopic matches for each mass)

Elements Used:

C:0-24 H:0-19 N:0-2 0:0-3

SAMPLE CODE:GVK-SAM-5-PAGE-13 POLAR

511701A2181 18 (0.258) AM (Top,4, Ar,5000.0,195.18,1.00,LS 10); Sm (Mn, 2x1.00); Sb (1,40.00 ) o~ 1: TOF MS ES+
100— 383.1849 1.00e4
_ NI SN

1 =

‘ (I Lo

e
| 384.2265 7c

385.2601
307.2252 329.2116 3652220002/ 61| 7 405.2202 4311679 3113 605.646

O T T T T P [T T A T T P Ty T T o [ e [ e e e T e T e e MUZ

300 320 340 360 380 400 420 440 460 480 500 520 540 560 580 600

Minimum: -1.5

Maximum: 520 1000.0 50.0

Mass Calc. Mass mDa PPM DBE i-FIT Formula

383.1849 383.1396 45.3 118.2 16.5 1023.1 c24 H19 N2 03
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GVK-SAM-5-PAGE-13NP

—11,903

Currant Data Paramatars

NAME 511€01A0035
EXPRO 1
PROCNO 1

52 - hcguisition Paramatars
o

OH _N Tina- e
AN ot

| PROBHD 5 mm PAHBO 3B/
PULPROG 2330
™ 32050
= N O\ SOLVENT coc13
N
03 2
o) ET] 012,820 Hz
FIDRES 0.250010 Hx
h) 1.5995200 sac
8c G 162.54
B €2.400 umc
oE €.50 umc
TE 298.1 K
o1 1.00000000 sac
™0 1
e CHANNE ——
400.1324710 Mz
1
9.75 umac
LML 1€.00000000 W

72 - Procossing paramatars
81 6

SF 400.1300097 MHz
WoW EM
ssa o
LB 0.50 Bz
cB o
PC 1.00
A
T T T T T T T T T T T T T T
13 2. A1 16 9 6 5 4 3 2 1 0 ppm

8 7
) p) L
© ) S
g g 3 3 : :‘g 512 ’SJ ANL-MCL5-NMR-001

3.25

GVK-SAM-5-PAGE-13NP

= c =
a =2
@ B
KANE 51160140035
XPNO 1
PROCND 1
¥2 - Acguisition Paramata
Data_ 20160104
Tima -
INSTRUN spact
PROB! S = FAEEO 88/
PULPROG 2330
™ 32050
SOLVENT cne13
NS 16
os 2
OH N £ 8012.820 Bz
N FIDRIS 0.250010 Hx
1.9395200 zac
| G 162.54
o €2.400 umc
=N O\ oK €.50 usac
TE 298.1 K
o1 1.00000000 sac
e} ™0 1
e CHANNEL £ e
8c swoL 400.1324710 MRz
NUCL ¥
(2 5.75 usac
DML 1€.00000000 ¥
2 - Promasaing paramatars
65536
400.1300097 Miz
N
o
0.50 Hz
o
1.00
T T T T 3] T T l; T T T T s T i 1
9.4 9.2 9.0 8.8 8.6 8.4 8.2 8. 7.8 . 4 7.2 7.0 .8 ppm
2 o) @ 'l n/ - N‘l \3
2 e S = N = 2 b ANL-MCL5-NMR-001
o - o o L o |- -



GVK-SAM-5-PAGE-13NP

[a4] ONHOOMODEMUNNOTOUNOVOM ™MD
= DTADNE OO NT T 0ND N d w - oW o
0 TOA AP NN NN - o ™ (]
. " o8 SUierie D6 e el ety Wu-e i el ke e s OROWES -t "M o o
o OOV ONNAONRD-ONNDDON « + o . . . .
= LWLUNEM OO IO NN NN N At (-0 9 © o~ =
o~ L e A B e e e R B R e I R e I I B B B I Bl o o uy o~ — 1
| SSSaAEES ="\ | | | | oot oete pazemmtes
NAME 511610A0666
EXPNO 2
PROCNO 1
F2 - Acquizition Parameters
Date_ 20161002
Time 1.33 h
INSTRUM spact
PROBED  2119470_0231 (
PULPROG zapa30
™ 5536
SOLVENT cpe13
NS 1024
DS a
SWH 29761.904 Hz
FIDRES 0.908261 Hz
AQ 1.1010048 sec
RG 197.72
DW 16.B00 uzec
DE 6.50 usec
TE 298.1 K
DI 3.00000000 =zec
D11 0.03000000 =zec
D0 1
sFO1 25.7703643 MHz
RUC1 13¢
Bl 9.50 usac
PINI 88.00000000 W
SFO2 500.1320005 Mz
NuC2 14
CPDPRGI2 waltzl
BCPD2 80.00 usec
BIN2 23.00000000 W
PIN12 0.27515000 W
PIN13 0.13840000 N
- Processing parameters
32768
| I 125.7577941 MHz
A . ™
o
2.00 Hz
T T T T T T T o 0 S
200 180 160 140 120 100 40 ppm - ¥
GVK-SAM-5-PAGE-13NP
™ AN OO MO TN NOTOVNOVWO MM
[=3 BT 0w MO T A TN WON A
© ToH 0 MO~ AN NN
o OMM W CFYANNHOONOON N oN
o W wWe N DA NN N NN N
o~ ot o e I e B R e R I R R I ]
\ \/ \ l \N\ |// /%/ Currmnt Data Parameters
NAME 511610A0666
EXPNO 2
PROCNO 1
F2 - Acquizition Parameters
Date_ 20161002
Time 1.33 h
INSTRUM spact
PROBHD  Z119470_0231 (
PULPROG 2gpg30
™ €5536
SOLVENT cocl13
OH _N NS 1024
N DS 4
o SWE 29761.904 Hz
FIDRES 0.908261 Hz
= ~ AQ 1.101004E zec
G 197.72
D 16.800 umac
DE 6.50 usec
8c TE 298.1 K
D1 3.00000000 =ac
D11 0.03000000 sec
™0 1
SFO1 125.7703643 MHz
NUC1 13C
B1 3.50 usec
PIN1 88.00000000 W
SFO2 500.1320005 MHz
NUC2 1
CPDPRG(2 waltzl6
BCPD2 80.00 uzec
PIN2 23.00000000 W
PIN12 0.27515000 W
PIN13 0.13840000 W
F2 - Processing parameters
J l sI 32768
SF 125.7577941 MHz
WOW ™
Ss8 o
LB 2.00 Hz
T T T T T T T T T T H o S
200 190 180 170 160 150 140 130 120 ppm - '
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GVK BIOSCIENCES PVT.

LTD.

MEDICINAL CHEMISTRY LABORATORY — ANALYTICAL RESEARCH

LCMS REPORT

Sample Name

: GVK-SAM-5-PAGE-13-NP
4:33:04 PM

Vial position

:P1-A-05
40L5

Date of Analysis:1/3/2016
Acg. Method

:C:\CHEM32\ 1\METHODS\RND-FA-

3.0 MIN-1.M

Injection Vol pL
Instrument ID :ANL-MCL5-LCMS-001

RND-FA-3.0 MIN.M
Column: ACQUITY UPLC BEH C18
Mobile Phase: Bl: 0.1 % FA IN WATER Al:

(50mmx2.1mm,

1.7um)
0.1%FA IN ACN

Gradient: Time

(min) /%Al: 0/2, 0.3/2,

2.+37/98,2.8/98,2.81/2,3.0/2

Column Flow Rate:

0.8 ml/min

Column Temperature:

60°C

o

mAUE
1750

1500 -

1250
10004

750
500
250

*DAD1 A, Sig=215,4 Ref=off (2016\JAN-16103012015\03012016-GVK-SAM-5-PAGE-13-NP.D - 2016\JAN-16\03012015\03012016-BLANK-

min|

.287| 0.
.346| 98.514|
.057| 0.406|
6.796| 0.229]

851 |
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M5 Spe

ctrum

100+

80—

60—

40+

20+

*MSD1 SPC, time=1.805 of C\CHEM32\1\DATA2016\JAN-16103012015\03012016-GVK-SAM-5-PAGE-13-NP.D  MM-ES+APCI, Pos, Scq

383.0

Max: B.01178e+006

3841

T T
100 200 300

~nment 1

1/3/2016 5:21:07 PM e 1



Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

7 formula(e) evaluated with 1 results within limits (up to 1 best isotopic matches for each mass)
Elements Used:

C:0-24 H:0-19 N:0-2 0:0-3

SAMPLE CODE:GVK-SAM-5-PAGE-13NP
511701A2190 34 (0.483) AM (Top,4, Ar,5000.0,195.18,1.00,LS 10): Sm (Mn, 2x1.00); Sb (1,40.00 ) 1: TOF MS ES+
it 383.1379 OH N 1.17e4
N
: | _N O\
o] 384.1510 8c
| 385.2414
382.5988
263.2035 279-2344 407.3435 485.1764 501 p159 523.1162 585.1457 631.118
O A P e T T P e P e AT e e R T T T T [ [ e R e e T I e e e e U2

240 260 280 300 320 340 360 380 400 420 440 460 480 500 520 540 560 580 600 620

Minimum: -1.5

Maximum: 550 1000.0 50.0

Mass Calc. Mass mDa PPM DBE i-FIT Formula

383.1379 383.1396 -1.7 -4.4 16.5 526.4 Cc24 H19 N2 03
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GVK-SAM-5-PAGE-14-POLAR-1

o o
o~ oo

2.49%

Currant Jata Paramatars
NAME

51160143966
TN 1
PROCNO 1
¥2 - Acguisition Parama
Cl Data_ 20160107
Tima 20.11
INSTRUN spact
PROBHD 5 = PASEQ HB/
PULPROG 2330
™ 32050
SOLVENT NSO
NS ]
03 2
NN L 8012.820 Hx
FIDREE 0.250010 Bz
| 0 1.5399200 sac
= RC 162.58
il €2.400 umc
oK €.50 umc
OH TE 294.
01 1.00000000 2ac
1

e CHANNEL £1 o

7d s

1 10 9 8 ppm

2,85
82,
93\
_cx =
94/ ~

GVK-SAM-5-PAGE-14-POLAR-1

400.1324710 MEz

9.75 umc
16.00000000 &

¥z - Procassing paramatars
8 65536

400.1300019 MEz
EN

0.50 Hx

1.00

| ANL-MCL5-NMR-001

Tanaen 00 onm wm
nalies oo Sowe ww
wohbww mo PN
TTomee © fee S
\ V \l/ \’ Currant Data Paramatars
511€01A3966
PN 1
PROCNO 1
cl F2 - Acguisition Paramaters
Data_ 20160107
Tima 20.11
INSTRUM spact.
TROBHD 5 = PAHEC BB/
PULPROG 2930
™ 2050
SOLVENT DNSO
NS 2
s 2
SN e §012.820 Hz
FIDRES 0.250010 Hz
| g 1.9399200 zac
= RC 162.58
o €2.400 usc
OH oK €.50 umc
IE 298.1 K
o1 1.00000000 sac
O 100 1
e CHANNEL 1 e
7d SFO1 400.1324710 MEz
NOC1
PL 9.75 usc
PLKL 1€.00000000 W

¥2 - Processing pacametars
1 553

SF
Wow
ssa
LB
J)(M EB
oCc

1
ppm

1 | 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 ! 1 1 1
90 89 88 87 86 85 84 83 82 81 8079 7877767574 7372717069 68

R ER A

95

400.1300019 Mz
1

0.50 Hz

1.00

ANL-MCL5-NMR-001



GVK-SAM-5-PAGE-14 POLAR

NMOMNONFTFONUNEDTO0NNUU N~

OO0 NDOAN 40O OO A~MO N,
VYW ANNOT TN YD A TONOVONNT N0 AN D
B ORI WIS et e i | el eiive e #1008 1a . 9w se ALY A ND O T o D
HNTM A0 MO OO @O OW TN O~ . R N R
YOO TOMOOMONNNNNNNN A~ NPT @
Ll e e R e e A e I e N e e R e A e R e B o B ) OO MmMa e Mm;m e

TS\

|

Current Data Parameters
NAME

51161081173
2

EXPNO
BROCNO 1
FZ - Acquiszition Parameters
Date_ 20161015
Time 2.23 h
Cl INSTRUM spect
PROBHD  Z119470_023% (
PULPROG zqpg30
™D o3¢
SOLVENT DMS0
NS 2000
DS 4
SWH 29761.904 Hz
N N FIDRES 0.908261 Hz
AQ 1.1010048 sec
| RG 197.72
= oW 16.B00 uszec
DE 6.50 usec
OH TE 299.1 K
DL 3.00000000 sec
O D1l 0.03000000 sec
DO 1
SFO1 125.7703643 MHz
7d NUC1 13C
Pl 9.50 usec
PLN1 88.00000000 W
SPO2 500.1320005 MHz
NUC2 1H
CPDPRGI2 waltzl6
PCPD2 80.00 usec
BIN2 23.00000000 W
PLN12 0.27515000 W
BLN13 0.13340000 W
FZ - Proceasing parameters
sI 32768
] “l “ I l sP 125.7578524 MHz
NOW 4
558 o
LB 2.00 Hz
T T T T T T T T T T ;g o G
200 180 160 140 120 100 80 60 40 20 ppm %
GVK-SAM-5-PAGE-14 POLAR
o~ ™M N0 MO NWNEDT MM NW Wy
- n orr- DA DO ONLCOrr NN ™
w0 O N NODO D@~ TIONODNND e
— T m HOMMOO WM™ WY W N .
w NN LMD NN NN NN N @
- o L I e B B e B I R e B e e R e B B N ] (=2}
| \ , / \\\&\\\V.//'/// Current Data Parameters
NAME 51161081173
EXPNO 2
PROCNO 1
F2 — Acquisition Parameters
Date_ 20161015
Time 2.23 h
Cl INSTRUM spect
PROBHD  Z119470_0231 (
BULEROG zéprD
™ 5536
SOLVENT DMSO
NS 2000
DS ]
SWH 29761.904 Hz
N” N FIDRES 0.908261 Hz
| AQ 1.101004B z=c
RG 187.72
= DN 16.800 usec
OH DE €.50 uszec
TE 299.1 K
D1 3.00000000 zec
(6] D11 0.03000000 a=c
TDO 1
SFO1 125.7703643 MHz
7d NUC1 13C
=31 9.50 usec
PIN1 8B8.00000000 W
P02 500.1320005 MHz
NUC2 14
CPDPRG[2 waltzl6
BCPD2 80.00 usec
PIN2 23.00000000 W
PIN1Z 0.27515000 W
PLN13 0.13840000 W
F2 - Processing parameters
J J l l J ST 32768
LU SF 125.7578524 MHz
WOW =
ss8 [
LB 2.00 Hz
T T T T T T T T T T T T T T T ;‘c! o o
165 160 155 150 145 140 135 130 125 120 115 110 105 100 ppm -
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY — ANALYTICAL RESEARCH

LCMS REPORT

Sample Name :GVK-SAM-5-PAGE-14 POLAR Vial position :P1-B-08
Date of Analysis:1/6/2016 7:08:06 PM Injection Vol :0.500pl
Acg. Method :C:\CHEM32\1\METHODS\RND-FA- 3.0 MIN-1.M Instrument ID :ANL-MCL5-LCMS-001

RND-FA-3.0 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.l1lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.3/2, 2.3/98,2.8/98,2.81/2,3.0/2
Column Flow Rate: 0.8 ml/min

Column Temperature: 60°C ->
*DAD1 A, Sig=215,4 Ref=off (2016\JAN-16106012016\06012016-GVK-SAM-5-PAGE-14 POLAR.D - 2016\JAN-16\06012016\06012016-BLA

mAU ] S

: o

17504 o

1500 ’

1250 '

| SN |

# |

750 O OH ‘
] 0O ‘
soo—; 7d O l ﬁ
‘l

1000 | }
|

250 |
] @
"% A g b .
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
0.5 1 1.5 2 2.5
| Pea| RT | Area |Area % |
|INo | min | === | s—=mmme |
e e | | |
|1 [2.20 | 2935.549| 98.782|
120 [2:32 | 36.196| 1.218|
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MS Spectrum

*MSD1 SPC, time=2.244 of C\CHEM32\1'\DATA\2016\JAN-16'08012016'06012016-GVK-SAM-5-PAGE-14 POLAR.D MM-ES+APCI, Pos,
Q
r~
S
100+
q Max: 4.27622e+006
Cl
80—
Ty
=
| (X Ton
O
] 7d
60—
40—
=
22]
4 5]
]
o
@
©
20— m
=
=
ol
0_ ‘ I
T T T T T T T T — T T T —T T T —T T
300 350 400 450 500 550 600 m/z
wwwwww + 1 1/ /N1 E TL.12 .01 ™ Tia e 1
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Elemental Composition Report Page 1
Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
12 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass) Cl
Elements Used:
C:0-23 H:0-16 N:0-2 0:0-2 CI:0-1
SAMPLE CODE:GVK-SAM-5-PAGE-14 POLAR
511701A3374 18 (0.257) AM (Top,4, Ar,5000.0,195.13,1.00,LS 10); Sm (Mn, 2x1.00); Sb (1,40.00 ) 1: TOF MS ES+
1005 387.0938 N™ N 2.95e3
|
1 =
| L e
‘ e
%] 7d
_ 369.1060 388.0643
d 71.0493
- 390.0665
" 344.1900 367.11 2 |, 6371‘2076 3753539 383.1194 i ‘ 401.1123 403.1575 411.0962.
5L L% ] PSR L FLR o L P R R R U R R I 2 A I RS R SR R ] LR L G L5 U L RS 5] PR BTl R LS Bl
3450 3500 3550 3600 3650 3700 3750 380.0 3850  390.0 3950  400.0 4050  410.0
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
387.0938  387.0900 3.8 9.8 16.5 111.8 C23 H16 N2 02 Cl
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GVK-SAM-5-PAGE-14

- o
S 0 S
= - S
- - S
o i
| Currant Data Paramatars
NAME 51160142921
PN 1
PROCNO 1
C| F2 - Acguisitlon Paramatars
Data_ 20160107
Tima 5
IRSTRUM spact
PROBHD 5 mm PAEBO HB/
PULPROG 2930
) 32050
OH _N SOLVENT €13
AN NS a
08 2
e §012.820 Hz
_N FIORES 0.250010 Hxz
A9 1.9399200 zac
G 162.54
o €2.400 usc
(] oK €.50 usc
T 298.2 K
o1 1.00000000 sac
00 1
8d SRS, - T ; p——
SFOL 4001324710 MEz
NoC1 1
o1 5.75 umc
PLNL 1€.00000000 ¥
2 - Procassing paramaters
st “Te5536
sF 400.1300099 MEz
WO BN
EE o
) 0.50 Bz
ca o
7 1.00
l L
T T T I T T T T T I I T T T I
13 12 1 10 8 T 6 5 4 3 2 1 0 ppm
y) |
o gls(slelg
e 4 ) o] e o] ANL-MCL5-NMR-001
=) rlel=lal=
GVK-SAM-5-PAGE-14
- eoano
= S8R32
o 555
« soDED ~ L
V V/ W\/W \|V Currant Data Paramatars
ME 51160142921
ATRO 1
PROCNO 1
¥2 - Acguisition Paramatars
C| Data 20160107
Tima 5
INSTRUN spact.
PROBHD 5 = PAHBO 5B/
PULPROG 2330
™ 32050
SOLVENT coc13
OH _N i :
A 05 2
SKH 8012.820 Hz
N FIORES 0.250010 Hz
A0 1.9399200 sac
= E 162.58
™ €2.400 umc
I8 €.50 usac
(@] TE 208.2 K
o1 1.00000000 sac
0 1
e CHANKEL 11 e o
8d sF01 400.1324710 MEz
Noc1
Pt 5.75 usac
PLKL 1€.00000000 W
¥2 - Processing paramatars
EH 536
S 400.1300099 Miz
WO M
538 o
LB 0.50 Hz
cB [
rC 1.00
T T T T T T T
9.0 8.5 8.0 75 7.0 6.5 ppm
s lg)s g B [g I8 g
' (= (o : e °.l b ANL-MCL5-NMR-001
o ol o - o s o -
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GVK-SAM-5-PAGE-14 NP

7
5

@
™

164.104
163.866
163.125
157.292
138.57

137.435
136.668
134,898
132.505
131.491
130.816
129.944
129.197
128.816
128.773
128.572
126.824
119.371
119.243
118.572
77.253

76.999

76.745

-0.023

o
(=4
o~

S

|

Cl

OH _N
B

N

8d

Current Data Parameters
RAME

EXPNO
PROCNO

F2 - Acqui
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT

SED2
NUC2
CPDPRG[2
BCPD2
PiN2
PIN12
PIN13

140

T
160 120 100 80

GVK-SAM-5-PAGE-14 NP

200.387
164.104
163.866
163,125
—157.292
138.575
137.435
136.668
134.898
132,505
31.491
30.816
=—129.944
129.197
128.816
128.773
128.572
126.824
119.371
119.243
118.572

S

£
e

%

OH N
B

_N

8d

|

Current Data
KAME

EXPNO
PROCNO

F2 - Acquisi
Date_

z11

KUC1

P1

PLN1
SFO2
NUC2
CPDERG([2
PCPD2
PINZ
PIN12
PIN13

F2 - Process
SI

SF

WOW
ss8
LB

T T T T
170 160 140 130 120 ppm

102

<

GB

PC

Z119470_ 043'

511610811 66

sition Parameters
20161015

7 14

pect
{

30
"

CDC13
2100

h

4

29761.904

. 908261
1.101004E
197.72
16.800

€.50

300.1
3.00000000
0.03000000 =
125.7703643
13C

9.50
88.00000000
500.1320005

usec
23.00000000
0.27515000

w
w
0.13840000 W

F2 - Processing parameters
327

5.7577934 MHz
™

2.00 Hz

1.40

Paramete

5116108116

5

N

tion Parameters
20161015
.14

ok
(

36
CDxlB
2100

h
spe
9470_0231

4
29761.904
0.908261
1. IDlOOdS

300.1
3.00000000
0.03000000

125.7703643
13C
9.50
8B. 00000000
500.1320005

usec
23.00000000 W
0.27515000 W
0.13840000 W
ing parameters
32768

25.7577934 MHz

™
2.00 Hz

1.40
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH

LCMS REPORT

Sample Name : GVK-SAM-5-PAGE-14 NP Vial position :P1-C-01
Date of Analysis:1/6/2016 7:152:59 PM Injection Vol :0.300pl
Acg. Method :C:\CHEM32\1\METHODS\RND-FA- 3.0 MIN-1.M Instrument ID :ANL-MCL5-LCMS-001

RND-FA-3.0 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.l1lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.3/2, 2.3/98,2.8/98,2.81/2,3.0/2

Column Flow Rate: 0.8 ml/min

Column Temperature: 60°C ->
*DAD1 A, Sig=215,4 Ref=off (2016\JAN-16106012016\06012016-GVK-SAM-5-PAGE-14 NP.D - 2016\JAN-16\06012016\06012016-BLANK-

3
>
| =
|
4

cl 8b
600

500
400

300

200

100

| Pea| RT | Area |Area % |
[No | min === | === [

11 12.04 | 212,299 ¥0.7338 |
12 |2.26 | 995.449| 89.862|
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MS Spectrum
"MSD1 SPC, time=2.284 of C:\CHEM32\1\DATA\2016\JAN-16106012016106012016-GVK-SAM-5-PAGE-14 NP.D MM-ES+APCI, Pos, Scal
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

12 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)

Elements Used: cl
C:0-23 H:0-16 N:0-2 0:0-2 CI:0-1

SAMPLE CODE:GVK-SAM-5-PAGE-14NP

511701A3375 27 (0.378) AM (Top,4, Ar,5000.0,195.15,1.00,LS 10); Sm (Mn, 2x1.00); Sb (1,40.00 ) 1: TOF MS ES+
387.0919 4.08e3
100+
O/o_
J 389.0915
:292 1735 peae
1739305.0858 349.1737 3690854 || 403.1072 421.0023 435.0730 -
O—frprrrrprrrrffrrrprrrprer et A e T T T T T T T e T e m/z
300 310 320 330 340 350 360 370 380 390 400 410 420 430 440 450 460 470 480 490 500 510
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE I-PIT Formula
387.0919 387.0900 1.9 4.9 16.5 356.8 C23 H16 N2 02 cCl
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GVK-SAM-5-PAGE-15POLAR

-0, 000

Currant Data Paramatars

XAME 511512C3485
XPNOD 1
F PROCND 1
¥2 - Acguisition Paramatars
ata_ 20151231
Tima 18.07
INSTRUM spact.
PROBHD 5 zm PAHEQ BB/
POLD 2930
b 32050
Sowvawt i
X
N N 05 2
| B 8012.820 Bz
= FIDRES 0.250010 Hx
g 1.9399200 =ac
OH RC 9676
b €2.400 umc
O DE €.50 umac
TE 258.1 K
01 1.00000000 =ac
7e 0 1
e CHANNEL 21 oo
SFO1 400.1324710 MEz
NUCL 14
Pl .75 usac
LA 1€.00000000
- Procassing paramatars
65536
4001300016 MEz
EM
[
LB 0.50 Hz
cB [
»c 1.00
L "
I T T T I T I T I I I T I
12 11 10 6 5 4 3 2 0 ppm

9 8 T
\

GVK-SAM-5-PAGE-15POLAR

F
NN
I Z

OH
(0]
7e

ANL-MCL5-NMR-001

Current Data Parametars
RANE 511512C3485

EXPNO 1

PROCNO 1

¥2 - Acguisition Paramatars

Data_ 20151231

Tima 18.07

INSTRUM spact

PROBHD 5 = PAHEO HB/

PULPROC 2330

™ 32050

SOLVENT DMEO

X5 1

035 2

SKH §012.820 Hx

FIORES 0.250010 Hx
1.9399200 zac

"G 96.76

] €2.400 usac

IE €.50 umc

1E 298.1 K

o 1.00000000 sac

DO 1

e CHANNEL £1 s

SFO1 400.1324710 MHEz

NOC1

L 9.75 usac

TusL 1€.00000000 W

¥2 - Procassing paramatars
3 5536

sF 400.1300016 MHz
WO EM
§sa o

LB 0.50 Hz
= L]

rc 1.00

9.0

3

-

8.5 8.0
s |
= -

W el
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GVK-SAM-5-PAGE-15 POLAR

5

oo ro
= Nu2 e
e HEE &e
@ Saa o
b @ mm A
Currant 0ata Paramatars
NAME 51161086943
EXPNO 2
PROCNO 1
¥Z - Acquisition Paramatars
20161013
F 2.40
spact
PAHEQ HB/
2gpa30
5536
DMED
1024
s
24038, 461 Ez
X e
1. 1 sac
h1 N "G 195.29
" 20.800 umc
= IE €.50 usac
TE 298.1 K
OH o1 3.00000000 =ac
o1 0.03000000 =ac
O 00 1
e CHANNEL £1 oo
7e sFO1 100. 6228253 MEz
NOC1 13c
o1 10.00 usac
PLNL 78.00000000 W
e CHANNEL 12 s
sF02 400. 1316005 MEz
uC2 13
CPOPRG[2 waltzlé
poRn2 90.00 usac
PLNZ 1600000000 &
PLNL2 0.18777959
PLNL3 0.15210000 W
¥2 - Protassing paranatars
51 32768
sF 100. 6126192 MEz
WO EM
y N - " 558 o
L L8 2.00 Hz
<8 [
rC 1.40
I I I I I I I I I I I
200 180 160 140 120 100 80 60 40 20 ppm

GVK-SAM-5-PAGE-15 POLAR

@ -
~ =
o o
» -

L

e w - @
Do - w ”
e o - B >
% . - N °
i . o +
w0 0 o~ w
- - - =

T T T
170 165 160

I I I T T T I T T T T T
155 150 145 140 135 130 125 120 115 110 105 100
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ANL-MCL5-NMR-001

Currant Data Paramataers

NAME 51161046943
DIPNO 2
PROCNO 1
¥2 - Acquisition Paramatars
ata_ 20161013
Tima 2.40
INSTRUM spact
PROBHD S =m PAEBO BB/
PULFROG 2qpg30
m 65536
SOLVENT NSO
NS 1028
08 4
SKH 24038.4€1 Bz
FIDRES 0.366798 Hx
1.3€31488 =ac
RC 195.29
K 20.800 umac
oE €.50 umc
IE 298.1 K
o 3.00000000 =ac
o 0.03000000 =ac
D0 1
. CHANNEL 1 o e
SFOL 100. 6228253 MEz
NUCL 13¢
PL 10.00 usac
DLKL 78.00000000 W
o . CHANNEL 12 o s e
SFO2 400.1316005 MEz
Noc2 18
CPOPRC(2 waltzlé
o2 90.00 umc
L2 1€.00000000 W
LRI 0.18777939
P12 0.15210000 W
¥2Z - Processing paranaters
SI 32768
SF 100. 6128192 MEz
WO
ssa o
LB 2.00 B2
GB o
¥ 1.40

ANL-MCL5-NMR-001
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY — ANALYTICAL

LCMS REPORT

RESEARCH

Sample Name : GVK-SAM-5-PAGE-15 POLAR
Date of Analysis:12/31/2015 4:31:47 PM
Acg. Method :C:\CHEM32\ 1\METHODS\RND-FA- 3.0 MIN-1.M

Vial position :P2-A-05
Injection Vol :0.5 pL
Instrument ID :ANL-MCL5-LCMS-001

RND-FA-3.0 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.1lmm, 1.7um)
Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN
Gradient: Time (min) /%Al: 0/2, 0.3/2, 2.3/98,2.8/98,2.81/2,3.0/2
Column Flow Rate: 0.8 ml/min
Column Temperature: 60°C ->
*DAD1 A, Sig=215,4 Ref=off (DEC-2015\31122015\31122015-GVK-SAM-5-PAGE-15 POLAR.D - DEC-2015\31122015\31122015-BLANK-05.
mAU E Rl
1600 - i
] F ”
1400
1200 ‘
1000—: N” SN ’
] | _
800 O oH
600 © O
] 7e l
400 ﬂ
200 s
] J a5
L N — —— G
. . T . T — T T T T T — 71— T — T
0.5 1 1.5 2 25 min|
| Pea| RT | Area |Area % |
INo | min [ fi = |
e e —— | | |
i |1.93 || 2655073 99.221
12 12.04 | 15.650| 0.585]|
|13 12.08 | 5:207| 0%195])
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MS Spectrum
*MSD1 SPC, time=1.965 of C\CHEM32\1\DATA\DEC-2015\31122015131122015-GVK-5AM-5-PAGE-15 POLAR.D MM-ES+APCI, Pos, S
<
&
1004
A Max: 4.4073e+006
F
80—
NN
‘ =
- pec
e
_ 7e
60—
40—+
o
A N
o
20—
e
©
- uwn
«©
0 .L Ao e WL
e L e e e LI m e T T T
100 200 300 400 500 600 700 800 m/7
B bt 1 1 /21 /oNa B Ae A1 TOM T3 e 1




Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min=-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons
10 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)
Elements Used:

C:0-23 H:0-16 N:0-2 0:0-2 F:0-1 F

SAMPLE CODE:GVK-SAM-5-PAGE-15 POLAR

511701A3367 21 (0.285) AM (Top,4, Ar,5000.0,195.14,1.00,LS 10); Sm (Mn, 2x1.00); Sb (1,40.00 ) 1: TOF MS ES+
100~ 371.1231 6.33e3

2 =

- O OH

e
i 353.1506 7e

1 a0 1305 | 21482
| 1
5 277.0628 594 1812 3001334 3929288 372.3068388 1121  421.1056 450.1787 487.1326
T T T T T T T T T T [T T T T T T A T T T T T e T T T T T T T T [T T I T e I T e e e MY/ 2Z
260 270 280 290 300 310 320 330 340 350 360 370 380 390 400 410 420 430 440 450 460 470 480
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
371.1231  371.1196 3.5 9.4 16.5 407.5 C23 HI6 N2 02 F
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GVK-SAM-5-PAGE-15NP

=
s ©
=S K
. 3
| Currant Data Paramatars
NAME 511512C3466
IPNC 1
PROCNO 1
¥2 - Acguisition Paramatars
Data_ 20151231
Tima 7.5
F INSTRU spact
PROBHD S =@ PAHEO BB/
PULPROC 2330
10 32050
OH _N souvanT a3
N s 2
| H 8012.820 Bz
FIDRES 2
~N 1.5395200 =ac
RC 162.54
by €2.400 umac
(@] oE .50 usac
TE 258.1 K
o1 1.00000000 sac
00 1
8e e CHANNEL 11 memom
sFO1 400.31324710 MEz
NOC1
o1 $.75 usac
PLML 1€.00000000 W
F2 - Processing paramaters
51 6
SF 400.1300105 MEz
WoW EN
553 o
LB .50 Hx
B [
oc 1.00
T T T T T T T T T T T T T T
13 12 1 10 9 8 ; 4 6 S 4 3 2 1 ppm
=) £ ol
2 fs 3 33 ojaTg ANL-MCL5-NMR-001
o oSl | MINIO|~
GVK-SAM-5-PAGE-15NP
v nenoon 3
Y BE5RRE 251
T BOILST =
« coTITE Pt
N// & N/ WV/ Current. Data Paramatars
NANE 511512C3466
EXPRO 1
PROCNO 1
¥Z - Acguisitian Paramatars
Q. 20151231
17.56
F INSTRUM spact.
PROEHD 5 =m PAHBEO HB/
PULPROG 2930
™ 32050
OH _N ’s‘gw!n CEC)g
=
N 2= 2
SeH 8012.820 Hx
_N FIORES 0.250010 Hz
20 1.9399200 =ac
RG 162.58
0o o £€2.400 usc
.50 usac
298.1
1.00000000 sac
1
8e o S R —
400.1324710 Miiz
1
3.75 umc
1€.00000000 %
F2 - Procassing paramatars
s1 £5536
sF 400.1300105 MHEz
woK X
558 o
LB 0.S0 Rz
<8 o
- PC 1.00
h g
T T T T T T T
o X |
1 w of ~
g 3 g s 2 5 3 ANL-MCL5-NMR-001
=] - - o o~ =] -
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GVK-SAM-5-page-15 NP

= ®n o m

3 e @ & @ oo
0 - oo o~
2 Yo o cRaw
= wa e
= - © 0 ~rww
o~ i R P

Currant Data Paramatars
NANE 511€10A€952

XPNO 2
PROCNO 1
¥z - AC.T-U.:I!JGB Paramators
Data_ 20161008
F Tina
INSTRUN spact.
PROBHD 5 = PABEO BE/
OH _N PULPROG 2gqpg30
D 85536
N SOLVENT coc13
NS 1500
05 4
~N e 24038, 461 Bz
FIORES 0.366798 Hx
20 1.3631268 sac
(@] RG 195.29
o 20.800 usac
DE €.50 usac
TE 298.2 K
8 o1 3.00000000 =ac
e on 0.03000000 =ac
00 1
oo CHANNEL 11 e
sFoL 100. 6226233 MEz
NUCL 13¢
oL 10.00 usc
sl 768.00000000 W
e CHANNEL 22 ——
SFO2 400.131€005 MHz
NOC2 1
crapaci2 waltzl6
=1t 90.00 usc
P82 16.00000000 ¥
PLALZ 0018777999 W
P113 0.15210000 W
¥Z - Prooessing paranatars
81 32768
SF 100.6127728 MHz
| | 2 :
I 558 o
L8 2.00 Az
G o
v 1.40
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
GVK-SAM-5-page-15 NP
© = - = e
gz 3 @5 e
-« " o~ N> D
. " £ s
e 3 - 58 R
-n = e 2 ofbn N
Currant Data Paramatars
NAME 511€10R6952
TND 2
PROCNO 1
7z - Acquisition Paranatars
Data_ 20161008
Tina 16.53
INSTRUM ct
F PROBHD & mm PAHEEQ BB/
PULPROG 23pa30
™ 55536
SOLVENT cocia
OH _N X5 1500
X 03 4
| e 24038461 Hz
N FIORES 0.366738 Hz
7 20 1.3631488 =ac
R 195.29
o 20,800 umc
(] oK 6.50 umc
1 298.2 K
ot 3.00000000 =ac
11 0.03000000 =ac
8e 700 1
—mememee CHANNEL 21 e
sFoL 100. 6228253 MEz
NOCI 13¢
o1 10.00 usc
Pl 78.00000000 W
e CHANNEL 2
sFo2 400. 1316005 Miz
NOC2 13
CPOPRG[2 waltzlé
roen2 90.00 usac
PL2 16.00000000 ¥
PLN12 0.18777959
PL#13 0.15210000 ¥
¥2 - Procassing paranatars
st
sF 100. 6127728 Miiz
| WO X
558 [
L 2.00 Hz
ca o
»c 1.40
T T T T T T T T T T T T
170 165 160 155 150 145 140 135 130 125 120 115 ppm

114

ANL-MCL5-NMR-001



EsHIMADZU

i |
100— | | | |
] |l . e N R L
] 3 \ |l L
%7 | 3 l:_' l 5 :;! | | n!l
s 5 =5 a9
. i =) (3 A
s0—] #° T2 |4
. | L T o
. o / 1§ ¢
] F : )|
8 | 8 2
80— ] | l s
— a v
£] | # ¢ é
- &
l 3 )
] “
70— g
60—
=0 —
L LI P . L PP P S P L LS i A [, [ R LY L 0 L7 R . L 7. PSRl
4000 3750 3500 3250 3000 2750 2500 2250 2000 1750 1500 1250 1000 750 500
GVK-SAM-5-Page-15 NP 1fem
Comment: IN Kbr No of Scans Date: 10/3/2016 10:57:49 AM
$(IR Spectrum|DESCRIPTION) Resolution User Admin

Apodization

115



GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH

LCMS REPORT

Sample Name : GVK-SAM-5-PAGE-15NP Vial position :P2-A-08
Date of Analysis:12/31/2015 4:51:27 PM Injection Vol :0.5 pL
Acq. Method :C:\CHEM32\1\METHODS\RND-FA- 3.0 MIN-1.M Instrument ID :ANL-MCL5-LCMS-001

RND-FA-3.0 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.3/2, 2.3/98,2.8/98,2.81/2,3.0/2

Column Flow Rate: 0.8 ml/min

Column Temperature: 60°C ->
*DAD1 A, Sig=215,4 Ref=off (DEC-2015\31122015\31122015-GVK-SAM-5-PAGE-15NP.D - DEC-2015'31122015'31122015-BLANK-05.D)

mAU ]

>
@
] F
1200

1000

800 -

600 -

400

| 58.451| 2.621|
12 %99 | 2144.079| 96.133|
| 27.788| 1.246|
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MS Spectrum

*MSD1 SPC, time=2.024 of C:\CHEM32\1'DATA\DEC-2015\31122015\31122015-GVK-SAM-5-PAGE-15NP.D  MM-ES+APCI, Pos, Scan,
e
5
100 H
B Max: 3.6096e+006
80
F
60
40
P
N
_ o
20
0 AL Ll . - a Lo - R
T T T T T T T L
100 200 300 400 500 600 700 800m/ 7
nment 1 12/31/2N15 5-N2-53 PM Pare
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons
10 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)
Elements Used:

C:0-23 H:0-16 N:0-2 0:0-2 F:0-1

SAMPLE CODE:GVK-SAM-5-PAGE-54NP

511701A3368 39 (0.562) 1: TOF MS ES+
1001951191 211
| 195.1528
1L195.1664
% 353.1106 371.1272
1196.1468 372.0962

335.0645

291.0837 383.2076 489.0493

! 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 520 e
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE Formula
3711272 371.1196 7.6 20.5 16.5 C23 H16 N2 02 F
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GVK-SAM-5-PAGE-17POLAR

o S
% g
: g
Currant 03ta Paramotars
NANE 51160143928
CF 2PN 1
3 PROCNO 1
72 - Acquisition Paramatars
Data_ 20160107
Tina 20.06
INSTRIN spact
PROBHD 5 mm PAEEO EE/
PULPROG 2330
32050
SOLVENT oMEO
§s 8
13 2
N~ >N SKH 8012.820 Hz
FIORES 0.250010 Hz
| g 1.9399200 zac
— G 162.5
o €2.400 usac
oE .50 umc
OH TE 298.1 K
o1 1.00000000 sac
0O 00 1
e CHANKEL 1] e
7f sFO1 400.1324710 MEz
NUCL 1
1 .75 umc
P1M1 16.00000000 W

¥2 - Procassing paranatars
51 €553

sF 400.1300012 MHz
WoW N
Ssa ]
18 0.50 Hx
cB o
PCc 1.00
| L
T I I T 1 I T I I T 1 I I
1 10 9 8 7 6 4 3 2 1 0 ppm
) )L i
85 «'E! Slé' 3/3|8 ANL-MCL5-NMR-001
IR (=10 [E R oV B =

GVK-SAM-5-PAGE-17POLAR

— 7,950
T—1.929

Current Data Paramatars
NAME 51160143928

XPNO 1
PROCNO 1
CF ¥2 - Acguisition Paramatars
3 ate_ 20160107
Tima 20.06
INSTRUM spact.
PROBHD S = PAHBO BB/
PULPROG 2930
0 32050
SOLVENT DNEC
N 8
0= 2
SKH 8012.820 Hx
FIOREE 0.250010 Hx
N SN AQ 1.9395200 zac
AC 162.58
| ™ €2.400 umc
DE £.50 usac
= TE 238.1 K
1 1.00000000 =ac
OH 00 1
e CHANNEL 1 o o
(0] SFO1 400.1324710 MHz
NoCL 14
7f oL 3.75 usac
PLAL 1€.00000000 W
1% - PFrocassing ;ﬂz:ﬂbﬂl’l
sE 400.1300012 MHz
W
538 o
) 0.50 Hz
cB 0
sC 1.00
T I I I I T I T I I I T
9.2 9.0 8.8 8.6 8.4 8.2 8.0 7.8 7.6 74 7.2 7.0 ppm
e s gl 2 e 8 8 )3
] b bad | 2 A -] ANL-MCL5-NMR-001
fe= =] - o ™! o~ vl e
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GVK-SAM-5-PAGE-17 POLAR

LWOoWYWLoTrtND N DONW TINONT <
DO NMTMLTAN A AV AN O M~ O ~FONMWYOoOMY
LOWYWMNINAO PNV OONFOoONDO QMW ODM™MON
W TR ARIS]8 S A e L 18 T @A TR A TBA T A R L e AR MO~ O} N
HNTM A0t 00000V M ND D . B eh. T e el e
LTI N NN NN NNNN A~ Lo R= A0 A0 AN e e O
I B A I R e B B e B e B e B e B B I B B I e ) MO MMmMmonn
'\'\ﬁﬁ&h\/ﬁ%w W Current Data Parameters
NAME 51161081171
EXPNO 2
PROCNO 1
FZ - Acquisition Paramsters
Date_ 20161015
Time 4.45 h
INSTRUM spect
PROBHED Z119470_023%1 (
PULPROG zgpg30
ko) £5536
SOLVENT DMS0
CF3 NS 2000
DS 4
SWH 29761.904 Hz
FIDRES 0.908261 Hz
AQ 1.1010048 =sec
RG 187.72
DW 16.B00 uszec
DE £€.50 uzec
TE 299.6 K
N™ N DI 3.00000000 zac
| D11 0.03000000 z=c
_— TDO 1
SFO1 125.7703643 MHz
NUC1 13C
OH Pl 9.50 usec
O PIN1 88.00000000 W
SFO2 500.1320005 MHz
7f RUC2 1H
CPDPRGI2 waltzlé
BCPD2 0.00 usec
PINZ 23.00000000 W
PIN12 0.27515000 W
PIN13 0.13840000 W
F2 - Proceszing parameters
SI 32768
l l l SF 125.7578522 MHz
NDW ™

ss8
LB 2.00 Hz
T T T T T T T T T L e
180 160 140 120 100 80 60 40 20 ppm - 2
GVK-SAM-5-PAGE-17 POLAR
0 o w0 WL O NN NOWNW U0 N
o o~ M NLTAN A AP A NNO~M AT @
0 oo m NNAOE-NOYA~-0PN~FOND O 2
— s M HOMA000XXLONNW TN D@D ®
0 N TLTOMOTOTN NN N NN N - @
— o P B B R R e e B R e e B B B o B =)
| \ ‘ / \\‘\\\\ \V'(/‘/// Current Data Paramet
NAME 511610811
EXPNO
PROCNO
F2 - Acquizition Parameters
Date_ 20161015
Time 4.45 h
INSTRUM spect
CF; PROBED 21194700231 |(
PULPROG zngSD
™ 5536
SOLVENT DMS0
NS 2000
DS 4
SWE 29761.904 Hz
FIDRES 0.908261 Hz
AQ 1.1010048 szec
N RG 197.72
Nl N DW lGaEC'D usec
DE -50 usec
= TE 299.6 K
DL 3.00000000 =sec
OH D11 0.03000000 =mec
O DO 1
SFO1 125.7703643 MHz
7f NUC1 13C
P1 9.50 usec
PIN1 8E. 00000000 W

SF02 05

NUC2

CPDERG(2

PCPD2 0

PIN2

PLN1Z

PIN13

FZ2 - Procea=zing parameters
1 I l J sI 32768

.. < SF 125.7578522 MHz

500.1320005 MHz
1H
waltz16
80.00 usec
23.00000000 W
0.27515000 W
0.13840000 W

WOW =
$58 0
LB 2.00 Hz
T ] 0
1.40

T T T T T T T T T T T T T T
170 165 160 155 150 145 140 135 130 125 120 115 110 105 100 ppm°"
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GVK-SAM-5-Page-17 Polar Resolution User Admin
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY — ANALYTICAL RESEARCH

LCMS REPORT

Sample Name : GVK-SAM-5-PAGE-17-POLAR Vial position :P1-C-09
Date of Analysis:07/01/2016;8:31:49 PM Injection Vol: 0.5 pL
Acqg. Method->C:\CHEM32\1\METHODS\RND-FA- 3.0 MIN-1.M Instrument ID:ANL-MCL5-LCMS-001

RND-FA-3.0 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.l1lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.3/2, 2.3/98,2.8/98,2.81/2,3.0/2

Column Flow Rate: 0.8 ml/min

Column Temperature: 60°C ->

*DAD1 A, Sig=215,4 Ref=off (2016\JAN-16107012016107012016-GVK-SAM-5-PAGE-17-POLAR.D - 2016\JAN-16\07012016\07012016-BLA

mAU ] )

CF, ol
12001 H
1000 H
800 NI N “

|Peal RT | Area |Area % |
INo | min e e I
|=r=l=smmomsms | | |
|2 |80 | 1.435| 0.058]
|2 11.86 | 22.242| 0.904|
I3 12.06 | 13.475| 0.548]|
|4 12.13 | 62.808| 2.553]
15 2421 | 2351.906| 95.617|
16 12.32 | 6271l 0,255
[ s | 1.567| 0.064]
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MS Spectrum

"MSD1 SPC, time=2.244 of CA\CHEM32\1\DATA'\2016\JAN-16'07012016\07012016-GVK-SAM-5-PAGE-17-POLAR.D MM-ES+APCI, Pos
<
o
100 N
B Max: 6.15219e+006
| CFs
80—
4 NI AN N
=
| Y Lo
O
7f
60—
40—
P
i N
o
20—
<
b ]
o
<
0 A I
— T — T T T T T T T | — T T L T
300 350 400 450 500 550 600 m/z

rmm 1 AT IAAYT, A LA LA T [ )
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Elemental Composition Report

Single Mass Analysis

Tolerance = 1000.0 PPM / DBE: min=-1.5 max = 50.0

Selected filters: None

Monoisotopic Mass, Even Electron lons

27 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)

Elements Used:

Page 1

CF;
C:0-24 H:0-16 N:0-2 0:0-2 F:0-3
SAMPLE CODE:GVK-SAM-5-PAGE-17 POLAR
511701A3377 26 (0.372) AM (Top,4, Ar,5000.0,195.17,1.00,LS 10); Sm (Mn, 2x1.00); Sb (1,40.00 ) 1: TOF MS ES+
421.1137 8.63e3
100
i NI SN
1 Z
~ O oH
| O
] 4221262 7 O
| 403.1176
{291.1785 423.1099
. 3531756 383.1361 446.3699 453 5760 497.4167 538.1068 591.242
e T R B e e N (Vi
300 320 340 360 380 400 420 440 460 480 500 520 540 580
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
421.1137 421.1164 -5 5 6.4 16.5 150.2 c24 H16 N2 F3
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GVK-SAM-5-PAGE-17-NONPOLAR

o =4
w @ S
= = S
> 3 .
- 4 o
- - P
| Currant Data Paramatars
NAME 51160143933
XPNO 1
PROCND 1
¥2 - Acguisition Paramatars
Data_ 20160107
.54
INSTRUM spact
CF DROBHD 5 mm PASEO 3B/
3 PULPROG 2930
10 32050
SOLVENT coct3
OH _N 55 2
= 03 2
| £ 8012.820 Bz
FIDRES 0.250010 Hz
~N 20 1.9599200 zac
s 162.54
o 62.400 umc
o] 0E €.50 usac
TE 298.2
o1 1.00000000 zac
00 1
8f e CHANNEL £1
SFOL 400.1324710 MEz
NUCL it
L 9.75 umc
PLKL 1€.00000000 W
¥2 - Procassing ;:ar:méqru
£
SF 400.1300103 MEz
WO EN
538 0
LB 0.50 Hz
GB o
»c 1.00
_} i
I T I T I I I I I I
13 12 1 1 5 2 1 0 ppm

GVK-SAM-5-PAGE-17-NONPOLAR

ANL-MCL5-NMR-001

&
E=3
>
© w
V Currant Data Paramaters
N 51160143033
KO 1
PROCNO 1
- Acguisition Paramatars
o 20160107
Tina 13.58
INSTRUN spact
PROBHD 5 = PAZEC 8B/
CF, PULPROG 2330
™ 32050
SOLVENT coc13
s ]
s 2
e §012.820 Hx
TIORZS 0.250010 Hx
1.9395200 =ac
RC 1€2.58
o 62.400 umc
0E €.50 umac
= 293.2 K
o 1.00000000 sac
00 1
e CHANNEL 1] memmee
sFoL 400.1324710 Mz
NOCL 1
o1 3.75 umc
P11 16.00000000 ¥
¥z - Frocessing paramatars
st * "gss3e
¥ 4001300103 Mz
WO i
ssa o
i) 0.50 Bz
cB o
»c 1.00
I I I I T I T T I T I T T I I I
9.2 9.0 8.8 8.6 8.4 8.2 8.0 7.8 7.6 7.4 7.2 7.0 6.8 6.6 6.4 ppm
\‘-. .) l\“‘ '\( $ ~
5018 12 8 ' (S \13. ANL-MCL5-NMR-001
-] - i 4 o =] -



GVK-SAM-5-page-17NP

Currant Data Paramatars
XANE 511€1086962
PN 2

PROCNO 1
52 - Acquisition Paramatars
Date_ 20161009
Tima 10.35%
INSTRUN spact
PROBHD S wm PAHBO BE/
PULPROC zqpg30
CF ™ 65536
a SOLVERT coc13
NS 1500
os :
OH N san 24038, 461
pe YIDRXS 0.366798 S
20 1.3€31488
| 195.29
20.800 umc
=N .50 umc
298.1 K

3.00000000 =ac
0.03000000 =ac

e CHANNEL 21 e

SFO1 100. 6228293 MEz
sf Nuc1 13C
10.00 usc
LKL 78.00000000 W

o e . CHANNEL £2 o s s e
400. 1316005 MEz
18

2 waltzlé
96.00 usc
PLa2 1€.00000000 W
PLW12 0.187779%9
PLw13 0.15210000 W

- Protessing paranaters

32768
100. 6127717 ME2
EN

e o
2.00 Bz
o
1.40
T T T T T T T T T T
200 180 160 140 120 100 80 60 40 20
ANL-MCL5-NMR-001
GVK-SAM-5-page-17NP
= " o
= o "o =
- L a3 ©
e i s o
- o - N
Curzant Data Paramatars
ANE 511€10A€962
EXPNO 2
PROCNO 1
¥2 - Acquisition Pac =
Data_ 20161009
Tima 10.35
INSTRIN spact
PROBHD S zm PABBO BB/
PULPROG 20
T 5536
CF SOLVENT €13
3 NS 1500
05 4
SKH 24038.4€1 82
OH _N FIOREE 0.366798 Hx
A ] 1.3€31488 =ac
RG 195.29
‘ ™ 20,800 umic
IE €.50 umc
=N TE 298.1 K
o1 3.00000000 zac
11 0.03000000 sac
(@] 00 1
e CHANNEL ] e e
sFO1 100. 6226293 MEz
NOCL 13t
8f L 10.00 umc
PLRL 76.00000000 W
e CHANNEL 12 o o e
SFO2 400.1316005 MEz
NuC2 1H
CPOPRG 2 waltzle
=1 .00 umc
PLRZ 1€.00000000 W
PLN1Z 0.18777939 W
PLN13 0.15210000 W
¥2 - Procassing paramatars
£ 2768
K 100, 6127717 MHz
L WO N
veo 558 o
LB 2.00 Bz
cB o
oc 1.40
T T

1 T T T T T T T T
165 160 155 150 145 140 135 130 125 120 115 ppm
ANL-MCL5-NMR-001
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Comment: IN Kbr No of Scans Date: 10/3/2016 11:05:38 AM
GVK-SAM-5-Page-17 NP Reszolution User Admin

Apodzation
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY — ANALYTICAL RESEARCH

LCMS REPORT

Sample Name : GVK-SAM-5-PAGE-17-NP Vial position :P1-D-01
Date of Analysis:07/01/2016;8:35:46 PM Injection Vol: 0.5 pL
Acqg. Method->C:\CHEM32\1\METHODS\RND-FA- 3.0 MIN-1.M Instrument ID:ANL-MCL5-LCMS-001

RND-FA-3.0 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.3/2, 2.3/98,2.8/98,2.81/2,3.0/2
Column Flow Rate: 0.8 ml/min

Column Temperature: 60°C ->
*DAD1 A, Sig=215,4 Ref=off (2016\JAN-16107012016\07012016-GVK-SAM-5-PAGE-17-NP.D - 2016\JAN-16107012016\07012016-BLANK-
mAUE CF é
1750 3 “‘1’
1500 l
1250
1000 ‘
750
500 \
] I
250 A O N ON® - @ 0 o
] 8 58 8 23858 EJKE{
ot—A — T e TR Yy T
h T T T 4 L T T T i I T i T T ¥ T ! ! n ! T T y T ! T
0.5 1 15 2 2.5 min|
| Pea| RT | Area |Area % |
INo | min |————— s I
|— - [ | |
|1 11.38 | 5.918| 0.187]
|2 11.47 | 17.465| 0.553]|
I3 11.54 | 1.538| 0.049]
|4 ]1.66 | 6.057| 0.192]
|5 11.80 | 1.733| D.055)|
|6 11.85 | 1.112| 0.035]
17" 11.90 | 38558 B.122|
18 11.97 | 3.328| 0.105]
|19 12.04 | 19.808| 0.627|
|10 12.20 | 0.961| 0.030]
111 |2:26 | 3094.609| 97.965|
|12 |2.44 | 2.494| 0.079|
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MS Spectrum

1004

80+
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40+

20
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F2e U

4620

R

*MSD1 SPC, time=2.284 of C:\CHEM32\1\DATA2018\JAN-16\07012016\07012016-GVK-SAM-5-PAGE-17-NP.D MM-ES+APCI, Pos, Scq

T
700 800m /7]
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

27 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)
Elements Used:

C:0-24 H:0-16 N:0-2 0:0-2 F:0-3

SAMPLE CODE:GVK-SAM-5-PAGE-17NP CFy
511701A3380 19 (0.268) AM (Top,4, Ar,5000.0,195.16,1.00,LS 10); Sm (Mn, 2x1.00); Sb (1,40.00 ) 1: TOF MS ES+
421.1143 2.66e3
100
O/D_.
1 367.1571 383 1281 422.1465
5| EIOR2 g5p pan L el 4231701 4902532 463 9736 4842377 4903683 523.1506 539.1367
e L L 1Ly Attt ZAMN Lot MR- L T el A LA S A Mt e
330 340 350 360 370 380 390 400 410 420 430 440 450 460 470 480 490 500 510 520 530 540
Minimum: -1.5
Maximum: 5%'0 1000.0 500
Mass Calc. Mass mDa PPM DBE i-FIT Formula
421.1143  421.1164 i -5.0 16.5 205.7 c24 H16 N2 02 F3
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GVK-SAM-6-PAGE-4-POLAR

o
- =4
by =4
o o 4
3 - 33
it Llactronic Signati
USER 1D 1462
USER NAME  Murthy
MERNING Analyst
2016-10-22 12:05:10.703 40530
Currant Data Paramatars
WME 51161088107
ZXPHO 1
PROCNO 1
2 - Acguisition Paramatars
Data_ 20161021
Tima 22.53
INSTRIM spact:
PROBED & mm PAEBO EB/
PULFROC 2630
™ 65536
souvi oD
1
N”N s 2
| EC 8012.520 Hx
FIDRES 122266 Ax
Cl = 0 4.08344€5 mac
c 110,59
OH €2.400 umac
OE 6.50 umac
o) IE 295.2 X
o1 1.00000090 sac
I ™o 1
79 e e CHANNEL £ e
sF0L 400.1324710 MAz
NUC1 1K
71 9.75 usac
PIKL 1€.00000000 ¥
¥2 - Prooassing paramatars
51 65536
SF 400.1300025 MHz
W
558 0
LB 0.30 8z
GB ]
oc 1.00
I > R, TS i 8
T T T T T T T T T T T T T
1 10 9 8 6 5 4 3 2 1 0
b A ANL-MCL5-NMR-001
5(818/(3(3(8|5 i
Sleil=l|olaileilai o
GVK-SAM-6-PAGE-4-POLAR
- -
o a5
~ B3
i e Zlactronic Signatura:
| v USER ID 14620
USER MME  Murthy
MEANIRG __ Analyst
2016-10-22 12:05:10.703 +0530
Currant Data Paramatars
NAME 51161088107
e i
PROCNO t
¥2 - Acquisition Paramatars
Data_ 20161021
Tina 22.53
INSTHIM spact.
PROGHD S m PAEBO B8/
PULPROG 2930
€533¢
s oo
N 1
NN 05 2
e 8012.820 Hx
| FIDRES 0.122266 Hx
Cl — i 4.08944(5 zac
o €2,400 usc
OH oE ©.50 usac
T 295.2 X
O o1 1.00000000 sac
e 1
e CHANMEL £1 e
Cl 79 ¥01 406.1324710 MHz
NUC1
I 9.75 usac
Py 16.00000000 W
72 - Procasaing paranatars
s
5F 400.1300025 MHz
™
S5E ]
LE 030 Hx
B ]
we 1.00
T T T T T T T T T T T T T T
9.2 9.0 8.8 8.6 8.4 8.2 8.0 78 76 74 7.2 7.0 6.8 ppm
\n/ \ - ) \ W ANL-MCL5-NMR-001
5 ]3. 2 13. ]8 2 12
ol ol = o o
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GVK-SAM-6-page-4 polar

94
L858

‘
T N % 0%

NN\

Acguisition Paramatars
o 20161106
12.44
spact

PAHBO BB/

Cl =

I I I I
200 180 160 140 120 100 80 60
ANL-MCL5-NMR-001

GVK-SAM-6-page-4 polar

=3
-

24

36, 3894

145

Data Paramatars
51161144107

uisition Paramatars

Cl =

0

1
waltzlé

.00
00000000 W
18777939 W
15210000 W

T T I I I T T T T T I I
165 160 155 150 145 140 135 130 125 120 115 110
ANL-MCL5-NMR-001
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH
LCMS REPORT

Sample Name : GVK-SAM-6-PAGE-4POLAR Vial position : P1-C-02
Date of Analysis :8/16/2016 9:08:01 PM Injection Vol :0.500pl
Acg. Method :C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID :ANL-MCL5-LCMS-001

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.l1lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.8/98,3.4/98,3.41/2,3.5/2
Column Flow Rate: 0.6 ml/min

Column Temperature: 60°C

*DAD1 A, Sig=215,4 Ref=off (2016\AUG-2016\511608B3582.D - 2016\AUG-2016\BLANK-16082016-7.D)
mAU 4 -

<
©
600 — N‘
500 ‘
400: NN }
E cl - ‘
] O OH
300 o ‘
1 Cl 7g “li:
200+ ) ’
3] <
] 0
] N
100
= [Te} () O —
] = 3 }UE‘E &8
0] __,\Jf o o T it p B oRbel
L T T T T I T T T T I T T T T | T T T T I T T T T ] T T T T I T T T T
0.5 1 15 2 25 3 min
| Peal| RT | Area |Area % |
[No | min I e |——————- |
=== | | |
2 o 5 By | | 4.740| 0.416|
2 381 | 1.947| 0.171]
13 1255 | 167.448| 14.705]
|4 |2.64 | 904.193| 79.406|
5 272 | 14.294| 1.255]|
6 (1235 | 24.465] 2.149]
"7 2589 | 6521 ) 0593
18 12.92 | 11.155] 0.980]
|19 12.98 | 3.929| 0.345]
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MS Spectrum

*MSD2 SPC, time=2.652 of CACHEM32\1\DATA\2016\AUG-2016\511608B3582.0 MM-ES+APCI, Neg, Scan, Frag: 70, "-VE"
@
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<
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20

Max: 662784

|
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00
*MSD2 SPC, time=2.552 of CACHEM3211\DATA\2016\AUG-2016\511608B3582.0 MM-ES+APCI, Neg, Scan, Frag: 70, "-VE"
2
!

16 3

14
12

AR

10

85.2
STEO

(=T A R 2
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*MSD1 SPC, time=2.662 of CACHEM32\1\DATA\2016\AUG-2016\511608B3582.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

21 formula(e) evaluated with 1 results within limits (up to 1 best isotopic matches for each mass)

Elements Used:

C:0-23 H:0-15 N:0-2 0:0-2 Cl:0-2

SAMPLE CODE:GVK-SAM-6-PAGE-4 POLAR

511701A2143 38 (0.552) AM (Top,4, Ar,5000.0,195.18,1.00,LS 10); Sm (Mn, 2x1.00); Sb (1,40.00 ) 1: TOF MS ES+

100— 421.0483 508

1 Cl =
423.0742 O OH
O

%

4 383.1493 420.8400

514.2179 SQO.SOI%?Z
370 380 390 400 410 420 430 440 450 460 470 480 490 500 510 520 530 540 550 560 570 580 590

Minimum: -1.5

Maximum: 5.0 1000.0 50.0

Mass Calc. Mass mDa PPM DBE i-FIT Formula

421.0483 421.0511 -2.8 -6.7 16.5 28.6 C23 H15 N2 02 Cl2
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Zampla Hama:
CVE-SAM- & -DRCE - 4KT

ent: <dell

: hug 17 2016

Agilent 400-ME / NEM-3

Ragquest NMo: 511608B3584 PROTON

J !
II|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|IIII|III
13 12 11 10 9 T & 5 4 3 2 1 ppm
Y L e n i | R
[ o - o = ™ Ll
o oo =e s 58
Plotnama: 511§0BB3SE4_DPROTON 01 _plotil
Szmple Hama:
GVE-SAM- 6 -PACE - 4NT
Solvent: odoll3
Date: Aug 17 2016
Agilent 400-ME / NEM-3
Raguast Bo: 511608B3584 PROTON
' |
L.
Jl___ — -
L L L L L I L N L R R N LR N NN N R R RN RRE R R
9.2 9.0 8.8 8.6 B.4 g.2 8.0 7.8 7.6 7.4 7.2 7.0 £.8 ppm
= w [ - o
[ o - [ w o

Plotnama: 51150883584 PROTON 01 plotdl
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GVK-SAM-6-page-4NP

Cl

Cl
OH _N
=

=N

8g

Currant Data Paramatars

NAME 51161046949
EXPNC 2
PROCNO 1

¥2 - hcguisition Paramatars
20161009
B

usc
umc
K
zac
0.03000000 =ac

CHANNEL £1 s v
100. 6226293 MEz
13C

10.00 usac
78.00000000 W

CHANNEL £2 s
400.1316005 MEz
18

1€.00000000 W
0.18777939
0.15210000 W

¥2Z - Procassing paranatars
s1 32763
SF 100.6127713 MHz
L 1 WO 5
558 o
v - L5 2.00 Hz
B o
»c 1.40
T T T T T T T T I
200 180 160 140 120 100 80 60 40 20 ppm
ANL-MCL5-NMR-001
GVK-SAM-6-page-4NP
o
L
=¥
g3
Currant Data Paramatars
XAME 51161046349
EXPNO 2
PROCNO 1
¥FZ - Acguisition Paramatars
Data_ 20161009
Tina 6.41
INSTRUM spact.
PROBHD S =n PABEC BB/
PULPROG 2qpq30
10 85536
SOLVENT coC13
NS 1500
os <
e
FIORXS
AQ
RC
™ 20.800 usc
DE €.50 usac
TE 298.2 X
o1 3.00000000 =ac
o 0.03000000 sac
00 1
CHANNEL £] —meemm
100. 6226293 Miz
13C
10.00 usac
78.00000000 W
e CHANNEL £2 v o enm
sFO2 400.1316005 MEz
NDC2 18
waltzlé
96.00 umic
16.00000000 ¥
0.18777999 W
0.15210000 W
Procassing paramatars
32768
100. 6127713 MEz
EN
o N R ; o
o e Ay " S
o
1.40
I T I T I I T I T I T
165 160 155 150 145 140 135 130 125 120 ppm
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH
LCMS REPORT

Sample Name : GVK-SAM-6-PAGE-4NP Vial position : P1-B-07
Date of Analysis :8/16/2016 8:41:20 PM Injection Vol :0.500pnl
Acg. Method :C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID :ANL-MCL5-LCMS-001

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.8/98,3.4/98,3.41/2,3.5/2
Column Flow Rate: 0.6 ml/min

Column Temperature: 60°C

"DADT A, Sig=215,4 Ref=olf (2016\AUG-2016\511608B3587.D - 2016\AUG-2016\BLANK-16082016-7.D)
mAU 5
a1 ©
] o
1400
1200
1000 ‘
800
600
400 '
200 @ © N )
: 8 s =8% || 82
b = i 2
0 ] N — 2y “\l—mr—w"‘r—t-\"—w—-"’ \L'_ﬁ‘}‘_'_‘,\'j
—
0.5 i 1.5 2 2.5 3 min|
| Pea| RT | Area |Area % |
INo | min jg===——= s |
R — | ! |
] 1.67 | 29.712| 1.3196|
2 |2.02 | 17.808| 0.716]
3 |2.27 | 23.815| 0.957]
14 |2.29 | 10.580| 0.425|
15 []2.41 | 2.399| 0.096]|
16 12.66 | 2376.283] 95.479|
|7 12.92 | 9.834| 0.395]
18 13.02 [ 18.317] 0.736]
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*MSD1 SPC, time=2.682 of CA\CHEM32\1\DATA\2016\AUG-2016\511608B3587.D MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Odd and Even Electron lons

21 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)
Elements Used:

C:0-23 H:0-15 N:0-2 0:0-2 CLo-2

GVK-SAM-6-PAGE-4NP
GVK-SAM-6-PAGE-4NP 35 (0.493) AM (Top,4, Ar,0.0,195.18,1.00,LS 10); Sm (Mn, 2x1.00); Sb (0,40.00 ) 1: TOF MS ES+
421.0549 78.1
100
J 421.1244
i 423.1108
%_
T 4229915
4 409.6852 417.0049 418.0941 420.9061 | ul i 424.|1158 424.9425
‘r————— el b
410.0 412.0 4140 416.0 418.0 420.0 422.0 4240 426.0
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
421.0549 421.0511 3.8 9.0 16.5 11%3 C23 H15 N2 02 CcCl2
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GVK-SAM-6-PAGE-24 POLAR

o
- @ - e 4
o~ o™ =3
= Ve -
2 AR P
= oel T
Currant Data Parametars
\J/ NAME 511€08C4672
EXPNO 1
PROCNO 1
F2 - Acguisition Paramatars
Data_ 20160829
Tina 3
INSTRUM pact
PROBHD 5 == PAEBC HE/
PULPROG 2330
22050
SOLVENT DNSO
Ns 8
03 2
SWH 8012.820 Bz
¥IDRZS 0.250010 Hz
A0 1.9399200 =ac
N N \C 162.54
™ €2.400 usac
| IE .50 usac
TE 298.1 K
= o1 1.00000000 zac
00 1
OH e CHANNEL £1 e
SFO1 400.1324710 MEz
(@) §OC1 1H
71 9.75 usac
oL 1€.00000000 W
7h ? - Prooassing paranatars
SF 400.1300024 MHz
WO EM
ss8 [}
LB 0.50 Hz
=] o
#c 1.00
-
T T T T T T T T T T T T T
12 " 10 9 7 6 5 4 3 2 1 0 ppm

ANL-MCL5-NMR-001

GVK-SAM-6-PAGE-24 POLAR

1.00°

CmENSOE N
SENN ORI N

Currant Data Paramater
NAME 511608C4672
EXPNC 1
PROCND 1
§2 - Acguisitlon Paramatars
Data_ 20160829
Tina 5.39
INSTRUN spact
PROBHD 5 =m TAEBO BB/
PULPROG 2930
) 32050
SOLVENT NSO
N3 8
ES 2
e §012.820 Bz
N N FIORES 0.250010 Bz
AQ 1.9599200 =ac
| RG 162.58
L €2.400 umc
= oE €.50 umc
TE 298.1 K
o1 1.00000000 2ac
OH ™ 1
— L £] e
O SFOL 400.1324710 MRz
NUCL i
L 3.75 umc
7h PLHL 16.00000000 W
¥2 - Procassing paranatars
£ 536
sF 400.1300028 MEz
WO BN
538 o
LB 0.50 Hx
<8 o
»c 1.00
T T T T T T T T
9.5 9.0 8.5 8.0 7.5 7.0 6.5 6.0 ppm
; | \ 4 ANL-MCL5-NMR-001
G CR-.
- ~lc - -
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gvk-sam-6-page-24-polar

SN AN TON N NN N

TOTOUECENAOMNMO QOO RN ORN COMMO AN D
OMANNT OO~ MY NN ©@e MY A NY N
R <y ey R S e S S R i Yo ND O TN
NN OLTADO-ONT O~ o Qe @ eNe Ve e e
VOO UMTMOMOONN NN NN D AN NN 0O
L i e A Ll e IR B I B R B B ) MMM Mo

S\ ==

-

FZ - Acquiszition Parametera
20161006
3.09 h
spact
2119470 0231 (
zgpg30
&3¢
DM50
1024
4
29761.904 Hz
0.908261 Hz
1.101004B sec
N N N 197.72
| 16&893 useac
.50 usec
= 298.1 K
2.00000000 =zec
OH D11 0.03000000 zec
DO 1
O SFO1 1257703643 MHz
NUC1 13C
B1 3.50 usec
7h PLN1 9E.00000000 W
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG([2 waltzl6
BCPD2 80.00 usec
PIN2 000000 W
PIN12 7515000 W
PIN13 840000 W
F2 - Processing parameters
SI 32768
SF 125.7578519 MHz
N [ -
l ¥ LT SSB
LB 2.00 Hz
T T T T T T T T T T T b i
200 180 160 140 120 100 80 60 40 20 ppm - s
gvk-sam-6-page-24-polar
— n T (= TOOTNTNTNA N
- O < [ DNEHDATT MWL OO O o
o M N - OO ONW O E
™ n Mo . LA 0@~ OnT O .
0 W - MOTOT N NNNNN o
~—- ot Ll L B B B B B B B I o B B o
| \ \/ | l \ \\\/ /// \/ Current Data Parameters
NAME 511610A0671
EXPNO 2
PROCNO 1

F2 - Acquisition Param:c:t.er:

Date_
Time
INSTRUM
PROBHD
PULPROG
™
SOLVENT
N5

AN

ape
2119470_0231 (
z

2016100
3.09h
ot

30
5536
DMSO
1024

N N DS 4
| SWH 29761.904 Hz
FIDRES 0.908261 Hz
= AQ 1.1010048 sec
G 197.72
OH DR 16.800 usec
DE £.50 usec
(@) TE 298.1 K
D1 2.00000000 sec
7h D1l 0.03000000 zec
TDO 1
SFO1 125.7703643 MHz
NUC1 13
Pl 9.50 usec
PIN1 8B.00000000 W
SFO2 500.1320005 MHz
NUC2 1H
CPDBRG([2 waltz16
BCPD2 80.00 usec
BIN2 23.00000000 W
PIN12 0.27515000 W
PLN13 0.13840000 W
F2Z - Processing parameters

| J 1 el | o

T T T T T T T T T T T T T T T
170 165 160 155 150 145 140 135 130 125 120 115 110 105 100 ppm°©
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Comment: IN Kbr
GVK-SAM-6-Page-24Polar

Resolution
Apodzation

No of Scans
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH

LCMS REPORT

Sample Name : GVK-SAM-6-PAGE-24POLAR Vial position
Date of Analysis:29/08/2016;7:45:10 AM Injection Vol:
Acg. Method->C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID:ANL-MCL5-LCMS-001

C:\CHEM32\1\DATA\2016\AUG-2016\511608C4671.D

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.8/98,3.4/98,3.41/2,3.5/2
Column Flow Rate: 0.6 ml/min

Column Temperature: 60°C

*DADT1 A, Sig=215,4 Ref=off (2016\AUG-2016\511608C4671.D - 2016\AUG-2016\BLANK-29082016-M.D)

mAU — o
] (q'
i o
1750 4 ‘!
1500 H
1250
] NN ’
1000 l = ‘
] O OH ‘
750 ‘
] (@)
500 ] 7h ,
E ¥= [=} < N e
B0 8 2|8 B
1 8 e [y o o
04 } ¥ T ¥ T T ¥ y y T Y Y ¥ Y T Y Y Y 5 T y
0.5 1 1.5 2 25
| Pea| RT | Area |Area % |
INo | min [ === |
|| | | |
B [1.65 | 16.381| 0.521]
|2 | 252 | 20.588| 0557
I3 12.62 | 3020.892| 96.350]|
|4 12.67 | 15.544| 0.496]|
5 2.1 | 18.607| 0.593]
|6 |2.86 | 35..8771 1.144)|
|7 12.95 | 7.499| 0.239]
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M5 Spectrum

100 |
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60—

40|

20

349.0

367.0

LYY
(i Lep)

*MSD1 SPC, time=2.602 of C\CHEM32\1\DATA\2016\AUG-2016\511608C4671.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"

Max: 1.2416e+006

I
600

800

el o, o A
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

4 formula(e) evaluated with 1 results within limits (up to 1 best isotopic matches for each mass)

Elements Used:

C:0-24 H:0-19 N:0-2 0:0-2

SAMPLE CODE:GVK-SAM-6-PAGE-24 POLAR

511701A2151 31 (0.452) AM (Top,4, Ar,5000.0,195.14,1.00,LS 10); Sm (Mn, 2x1.00); Sb (1,40.00 ) 1: TOF MS ES+
100~ 367.0568 7.40e3
4 NI SN

i =
. O oH
O/e_ O

383.0999

349.0866 | 369.1060 384.0938
291.0820 333.0301 . 409.0388 423.0673 444.0901 477.018.

"
O P P P P T e T e T T e e T P e e e T T T I e e M

280 290 300 310 320 330 340 350 360 370 380 390 400 410 420 430 440

Minimum: o

Maximum: 5.0 1000.0 50.0

Mass Calc. Mass mDa PPM DBE i-FIT Formula

367.0568 367.1447 -87.9 -239.5 16:.'5 1717:9 C24 H19 N2 02
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GVK-SAM-6-page-24NP

o
o o S
N < (=3
o w .
% o
[ |
Current Data Parameters
NAME 511608C4670
EX2NO 1
PROCNO 1
F2 - Acquizition Parsmetera
Date_ 20160829
10.30 h
spact
BROBHED  Z119470_0231 (
BULPRO! 2930
£5536
SOLVENT cnC13
NS 8
DS
SWH
FIDRES
AQ
RG
DW
DE
T 298.2
DL 1.00000000 =ec
TDO 1
SFO1 500.1330885 MHz
NUC1 ]
Pl 8.75 usec
PIN1 23.00000000
F2 - Proceszing parameters
I 5536
s 500.1300127 MHz
WOW =™
558 0
LB 0.30 Hz
cB 0
e 1.00
T 1 I 1 I ! 1 1 | 1 1 ! 1 1 1 I 1 I
15 14 13 12 11 10 9 7 68 5§ 4 3 2 1 @ =1 =2 ppm
3 8
=3 @
GVK-SAM-6-page-24NP
™
i1 DA~O DA NOTOMO MO MO
- CNTTMO TTMOOVOYNTAANO
. DOVWOYWY RO SR A
- 0 W@WME =~~~ -0 0
Current Data Parameters
NAME 51160804670
EXPNO 1
PROCNG 1
F2 - Acquizition Parameters
Date_ 20160829
Time 10.30 h
INSTRUM spect
OH N BROBED 21194700231 (
ROG z
N T 65536
SOLVENT cpe13
N NS B
DS 0
SWE 10000.000 Hz
o) FIDRES 0.305176 Hz
AQ 3.2767999 zec
8h G 157.05
DW 50.000 usmac
DE .50 uzac
TE 298.2 K
1 1.00000000 szec
TDO 1
SFO1 500.1330885 MHz
NuC1 18
B1 75 uzec
PIN1 23.00000600
F2 - Proceszing parsmtacy
sI
SF 500.1300127 Mz
WDW ™
ssa 0
LB 0.30 Hz
cB 0
PC 1.00
T T T T T T T T
11.0 105 10.0 95 9.0 8.5 ppm

T |s|

ﬁH
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GVK-SAM-6-Page-24 NP

n

Y

200,

ISP

20,19

Current Data Parameters
NAME 511610A0673
EXPNO

PROCNO
FZ - Acquizition Parsmeters
Date_ 20161002
Time 2.54
INSTRUM spact
PROBHD 5 mm PABBO BB/
PULPROG zgpg30
65536
CpC13
1024
4
24038. 461 Hz
0.366798 Hz
1.3631488 zec
195.29
20.B00 usec
6.50 uszec
298.2 K
DL 3.00000000 zec
D1l 0.03000000 szec
TDO 3
===== CHANNEL £l =
SFO1 100.6228293
KUC1 13C
P1 10.00 usec
PIN1 78.00000000 W
400.1316005 MHx
1H
CPDPRG[2 waltz16
80.00 usec
16.00000000 W
D.187779%9 W
0.15210000 W

F2 - Processing parameters

SI 32768

SF 100.6127727 MHz
NDW P>

SSB 0

LB 2.00 Hz
GB 0

PC 1.40

T T T T T
200 180 160 140 120 100

GVK-SAM-6-Page-24 NP

FE - sEsEs ;
23 @ 5 ] an
Current Data Parameters
RAME 11610A0673
EXPNO 2
PROCNO 1
F2 - Acquizition Parameters
Date_ 0161002
Time
INSTRUM
PROBHD 5
PULPROG
™
SOLVENT c
NS 1024
DS [
SWH 24038_461 Hz
0.366798 Hz
1.3631488 zec
195.29
20.B00 usec
E 6.50 usec
OH _N ! 298.2 K
X D1 3.00000000 zec
D11 0.03000000 =ec
TDO 1
_N
(6]
8h
F2Z - Processzing parameters
SI 768
sF 100.6127727 MHz
WOW B
558 o
bt R LB 2.00 Hz
GB 0
T B 1.40

T T T T T T
165 160 155 150 145 140

T
135

T
130

150

T
125

T
120

T
115
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GVK-SAM-6-Page-24 NP 1lem
Comment: IN Kbr Na of Scans Date: 10/3/2016 10:48:45 AM
GVK-SAM-6-Page-24 NP Resolution User Admin

Apodization
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH

LCMS REPORT

Sample Name : GVK-SAM-6-PAGE-24NP Vial position :P1-A-05
Date of Analysis:29/08/2016;7:40:43 AM Injection Vol: 0.5 pL
Acq. Method->C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID:ANL-MCL5-LCMS-001

C:\CHEM32\1\DATA\2016\AUG-2016\511608C4669.D

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.l1lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.8/98,3.4/98,3.41/2,3.5/2
Column Flow Rate: 0.6 ml/min

Column Temperature: 60°C

*DAD1 A, Sig=215,4 Ref=off (2016\AUG-2016\511608C4669.D - 2016\AUG-2016\BLANK-29082016-M.D)
mAU ]

1600—3
14oo—f
1200—f
1000—3

800

600 — |
400 } ‘
] l

|

200

-2.951

- J\ o
o 2 P

0.5 1 1.5 2 2.5 3

min

| Pea | RT | Area |Area % |

FE [2+802 | 2670.468| 99.745|
2 |2+95 | 6.838| 0.255]
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ctrum

100+

80—

40

*MSD1 SPC, time=2.702 of C\CHEM32\1\DATA\2016\AUG-2016\511608C4669.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"

367.0

Max: 1.2

-1
&

83e+006

368.0

320 340 360 380 400 420 440 m/
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Elemental Composition Report Page 1
Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
4 formula(e) evaluated with 1 results within limits (up to 1 best isotopic matches for each mass)
Elements Used:
C:0-24 H:0-19 N:0-2 0:0-2
SAMPLE CODE:GVK-SAM-6-PAGE-24 NP
511701A2184 32 (0.464) AM (Top,4, Ar,5000.0,195.18,1.00,LS 10); Sm (Mn, 2x1.00); Sb (1,40.00 ) 1: TOF MS ES+
A6 367.1483 8.32e3
i OH N
= | | N
N _N
0/0_—
| 368.1678
0'233'1456 641829 320.1503 06-768383.1950 453 1614 4602270 499.1767°12:3523 5484169 45 4485 i
L A A N cu L e LA B
240 260 280 300 320 340 360 380 400 420 440 460 480 500 520 540 560 600 620
Minimum: -1.5
Maximum: 5.0 1000.0 500
Mass Calc. Mass mDa PPM DBE i-FIT Formula
367.1483  367.1447 3.6 9.8 16. 80. C24 H19 N2 O2
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GVK-SAM-6-PAGE-25 POLAR

NENCBNO DO
B e D e
"o

T

Current Data Paramatars

N 511€0RC4677

EXPNO 1

PROCNO 1
2 - Acquisition Paramatars

ata_ 20160829

Tina 3.36

IRSTRUN spact

PROBHD 5 mm FAEEC EB/

PULPROG 2330

™ 32050

SOLVENT DNE0

XS 8

s 2

Me e 8012.820 Hx
)\ FLORES 0.250010 Hz

20 1.9399200 sac

NN G 162.54
o €2.400 umc
| oE 6.50 umc

_— TE 298,

o 1.00000000 sac

™0 1

e CHANNEL 1 o e n

sFo1 400.1324710 Muz
O NOCL 18
e1 9.75 umc
7, PLAL 1€.00000000 W
1
¥2 - Procassing paramatars
s1 £3536
SF 400.1300031 MEz
WL EN
ssa 0
LB 0.50 Hz
GB 0
f »c 1.00
T T T T T T T T T T T T T
11 10 9 7 6 5 4 3 2 1 0  ppm
) J\ ) \ ANL-MCL5-NMR-001
- =) -
3 [5[9)8 I
o Nj=r| o « =4
GVK-SAM-6-PAGE-25 POLAR
Currant Data Paramatars
NANE 511€08C4677
EXPNO 1
PROCNO 1
¥2 - Acquisition Paramatars
Data_ 20160829
Tima 9.36
INSTRUN =pact
PROBHD 5 mm PABEC 3B/
M PULPRDG 30
T 32050
e SOLVENT
NS ]
05 2
~ ShH 8012.820 Hx
N N FIDRES 0.250010 Hx
a0 1.9399200 =ac
| RC 162.5
/ o €2.400 umsc
oE 6.50 usac
TE 298.2 K
OH oL 1.00000000 =ac
00 1
O e CHANNEL 1 e
sroL 400.1324710 MEz
NOCL 18
. PL 9.75 umc
7i PLaL 16.00000000 ¥
¥2 - Processing paramatars
st 65536
sy 400.1300031 MEz
WO B
ssa o
L8 0.50 Hx
cB o
sCc 1.00
T T T gl T T T
9.0 85 7.5 7.0 6.5 ppm

7EFD Wﬁrk‘sr \§r ANL-MCL5-NMR-001
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gvk-sam-6-page-25-polar
OV At DTN OWNTOON 4O
MM NN A —~0 00T - FHTCOoOMY QT
MOCFNNOC-OCOTNCE WD DO QM ODM N
O Al AN e e S e . ee, WY NOO T D~
T NN AT A DOOT T . R G Y SRRy Thet e
WO LMONNNNN~— @ AN ND WO
A A A A A A A A A A A A D MO NN
\ \\“ \\‘\\l/'// | W// Current Data Parameters
NAME S11610A1611
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20161006
Time 5.40 h
INSTRUM spect
PROB#ED Z119470_0231 (
PULPROG zgpg30
™ £5536
SOLVENT CMS0
NS 1024
DS 4
SWH 29761.904 Hz
FIDRES 0.908261 Hz
Me AQ 1.101004B zec
RG 197.72
X DW ngBCD uszec
DE .50 usec
r1 Pd TE 298.1 K
D1 3.00000000 sec
= D1l 0.03000000 aec
TDO 1
OH SFO1 125.7703643 MHz
NUC1 13C
(e} Bl 9.50 usec
PLN1 88.00000000 W
7i SFO2 500.1320005 MHz
NuC2 1H
CPDPRG2 waltzl6
BCPD2 80.00 usec
PINZ 23.00000000 W
PlN1Z 0.27515000 W
PIN13 0.13840000 W
F2 - Processing parameters
I 2768
SF 125.7578516 MHz
L ' I l NI ™
1 sB 0
LB 2.00 Hz
T T T T T T T T T T T ;E 0 -
200 180 160 140 120 100 80 60 40 20 ppm - .
gvk-sam-6-page-25-polar
o @ @ TNOMOON ~ O
wy — ') N+t MO OwWw TW -~
[} @ -~ 2} NOrOWIT N M~ \n
- T NN — T A~OoVTT O .
[t<) ) - M ONNNNN - ©
- o —~ ~ Lalal L=}
\ \/ | | \\‘ / V \/ Current Data Parameters
NAME 511610A1611
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20161006
Time 5.40 h
INSTRUM spect
PROBED Z119470_0231 |
PULPROG zgpg30
™ 5536
SOLVENT DMSO
Me NS 1024
)\ DS 4
A SWH 29761.904 Hz
N N FIDRES 0.908261 Hz
| AQ 1.1010048 =ec
RG 197.72
= DX 16.800 usec
()F* DE 6.50 usec
TE 238.1 K
D1 3.00000000 sec
(0] D11 0.03000000 =ec
TDO 4
7i SFO1 125.7703643 MHz
NUC1 13C
Pi 9.50 usec
PIN1 88.00000000 W
SFO2 500.13Z0005 MHz
C2 18
CPDPRG(2 waltzl6
PCPD2 80.00 uszec
PIN2 23.00000000 W

T

0.27515000 W
0.13840000 W

F2 - Processing parametars

SI 32768

SF 125.7578516 MHz
WOW >

S SB 0

LB 2.00 Hz

T T T T T T T T T T T T T T T T
170 165 160 155 150 145 140 135 130 125 120 115 110 105 100 ppm™°
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH

LCMS REPORT

Sample Name : GVK-SAM-6-PAGE-25POLAR Vial position :P1-A-04
Date of Analysis:29/08/2016;7:36:17 AM Injection Vol: 0.5 pL
Acq. Method->C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID:ANL-MCL5-LCMS-001

C:\CHEM32\1\DATA\2016\AUG-2016\511608C4676.D

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.l1lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.8/98,3.4/98,3.41/2,3.5/2

Column Flow Rate: 0.6 ml/min

Column Temperature: 60°C >

“DADT A, Sig=215,4 Ref=off (2016AUG-2016\511608C4676.D - 2016AUG-2016\BLANK-29082016-M.D)
mAU
1000 -
800
600
400-
4 [l
200 IN
1 N
T T T T T T
0.5 i 1.5 2 25 3 i)
| Pea| RT | Area |Area % |
INo | min | | |
e | | 1
11 |2.15 | 1631.143| 97.189]
2 12.77 | 47.183| 2.811]
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MS Spectrum

"MSD1 SPC, time=2.144 of CA\CHEM32\1\DATA\2016\AUG-2016\511608C4676.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"

<
w
&
100
b Max: 493184
’ Me
A
80—
60—
40—
s
-1
]
20—
1 5
@
«
o |
L s e s e e e o s s s e B B L B s s S s B T
225 250 275 300 325 350 375 400 m/Z
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons
29 formula(e) evaluated with 19 results within limits (up to 1 closest results for each mass)
Elements Used:

C:0-24 H:0-18 N:0-2 0:0-2 Cl:0-1
SAMPLE CODE:GVK-SAM-6-PAGE-25POLAR

511701A2130 39 (0.564) 1: TOF MS ES+
100 305.1272 187
%)
: 306.0988
] 3071483 367.1434 383.1036 401.0665
Rl L A L s Ly e L L] ) L s L e LA LA L) Ll L S AR L) L) L) s LA s U L B LA R s s s i T

220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 520 540 560 580 600 620

Minimum: -1.5

Maximum: 5.0 1000.0 50.0

Mass Calc. Mass mDa PPM DBE Formula

305.1272 305.1290 -1.8 -5.9 12.5 Cl9 H17 N2 02
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GVK-SAM-6-page-25 NP

~ -
S 2 R
- %
Currant Data Paramatars
NAME 511€08C4675
XPNO 1
PROCND 1
¥2 - Acguisition Paramatars
a_ 20160829
Tima -5
INSTRUM spact.
PROBHD 5 mx PAHEO 3B/
PULPROC 2930
0 32050
SOLVENT <pc13
NS 8
0s 2
SHH 8012.820 Hx
FIDRXS 0.250010 Hz
A0 1.9593200 sac
RCG 162.54
s €2.400 usac
15 €.50 usac
TE 298.2 K
o1 1.00000000 sac
0 1
e CHANNEL 21 e
SFO1 400.1324710 MEx
KOC1 18
L 9.75 usec
LMl 1€.00000000 W
;z - Procassing paranetars
} 4 L]
SF 400. 1300094 MEz
oW EN
ss8 o
L8 0.50 Hz
GB o
vc 1.00
T T T T T T T T T T T T T
13 12 1 10 9 8 6 5 - 1 0 ppm
Pl J ANL-MCL5-NMR-001
8 13} 2(37[5]8
=] ¥ Sl £ =0 (=
GVK-SAM-6-page-25 NP
s @ o™
G - : : 25]%
i . e dnean ’ e
3 : L L R L
| “‘\W Current Data Paramatars
NAME 511608C4675
EXPRO 1
PROCNO 1
quisition Paramatars
20160829
8.58
spact
S = PASEO 3B/
2930
2050
cocla
NS B
s 2
S 8012.820 Bx
FIDRXS 0.250010 Hx
AQ 1.9999200 =ac
RC 162.54
o €2.400 umc
DE €.50 usac
TE 298.2 K
o1 1.00000000 sac
0 1
e . CHANNEL 1 oo o
SFOL 400.1324710 MEz
NUC1 1n
» 9.75 usc
PLEL 1€.00000000 W
¥2 - Procassing pacanetars
s 65536
SF 400.1300054 MKz
WO EN
ss3 o
LB 0.50 Hz
GB o
»c 1.00
T T T T T T T T T T T T T T
120 115 110 105 100 9.5 9.0 8.5 8.0 75 7.0 6.5 ppm
) \ | (Y { L ANL-MCL5-NMR-001
8 g 3 8 BB
=] o e ™~ olo
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GVK-SAM-6-Page-25 NP

20

-—20,19

Current Data Parameters

NAME
EXPNO
BROCNO

Date_
Time
INSTRUM
PROBED
PULPROG
™
SOLVENT
KS

*2 - Processing parameters
3276
SF

200 180 160 140 120

GVK-SAM-6-Page-25 NP

26

S11610A0675

N

FZ - Acquisition Parameters

20161003

9.16

spact

5 mm PABBO BB/
zgpg30

€5236

CcpC13

1024

4
24038.461 Hz
]

0.3667
1.3631488 zec

usec
usec

0000000 =zec
03000000 szec

SNEL £2 =
400.1316005 MHz
1H
waltzl6
80.00 usec
16.00000000 W
D.18777999 W

10000 W

2

(]

100.6127718 MHz
™

2.00 Hz

1.40

200.

169,45

—118.49

Current Data Paramete

NAME
EXPNO
PROCNO

F2 - Acquisi

Date_
Time

T T T T T T
190 180 170 160 150 140 130

162

610A0675
2

Parameters

€1003
3.16

spact

mm PABEO BB/

zgpg30
L
cnc1s
1024
¢

24038. 461 Hz

0.366798 Hz
1.3631488 zec
29

10.00 u
78.00000000 W
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89—
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Somment: IN Kbr
VK-SAM-6-Page-25NP

No of Scans
Resolution
Apodzation
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH

LCMS REPORT

Sample Name : GVK-SAM-6-PAGE-25NP Vial position :P1-A-08
Date of Analysis:29/08/2016;7:54:04 AM Injection Vol: 0.5 nL
Acq. Method->C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID:ANL-MCL5-LCMS-001

C:\CHEM32\1\DATA\2016\AUG-2016\511608C4674.D

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.8/98,3.4/98,3.41/2,3.5/2
Column Flow Rate: 0.6 ml/min

Column Temperature: 60°C

*DAD1 A, Sig=215,4 Ref=off (2016\AUG-2016\511608C4674.D - 2016\AUG-2016\BLANK-29082016-M.D)

mAU S
1800 - NP
OH_N._Me |

T

1soo-f
14oo—f
1200—f
1000—5

- f
600 — \
|

400

g ©
200 S A ||
e B | _ IR S 8 ) —
: —
2

| 36.412| 1.238]|
2 ]2:15 | 156x837| 5a333i
| 2747.358| 93.428]|
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MS Spectrum
"MSD2 SPC, time=2.234 of C:\CHEM32\1'\DATA'2016\AUG-2016\511608C4674.0 MM-ES+APCI, Neg, Scan, Frag: 70, "VE"
] = o
8{ 8 Max: 45712
7]
6]
5
41
3
] N
1 by
- I 3
| wn
] @
14
0_: |.L|.\...ml.|..n o bownrw wn . ] o ' [ " ' "
T T T T T T T T T T T T T T
200 400 600 800
*MSD1 SPC, time=2.224 of C:\CHEM32\1'\DATA'2016\AUG-2016\511608C4674.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"
<
100 8 Max: 547712
80
60—
40—
i &
. ]
20—
P I
T T T T T T T T T T T T T T
200 400 600 800
*MSD1 SPC, time=2.144 of C:\CHEM32\1'\DATA'2016\AUG-2016\511608C4674.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"
104 3
B 8 Max: 53344
B_
67
q__
24 o
] « =
| 3 o
O__ | R [ |
T T T T T T T T T T T T T T
200 400 600 800
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min=-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

4 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)
Elements Used:

C:0-19 H:0-17 N:0-2 0:0-2

GVK-SAM-6-PAGE-25NP

GVK-SAM-6-PAGE-25NP 24 (0.350) AM (Top,4, Ar,0.0,195.18,1.00,LS 10); Sm (Mn, 2x1.00); Sb (0,40.00 ) Me 1: TOF MS ES+

f00 305.1298 1.21e4

%_

] 306.1863

el o 1900 287.1871 304.9187)) | 307.1937 44 3935 319.2049 3211426 332.1915 3432107
DR, 1]\ " | S— L BV AL (R RN
280.0 ' 2850 & 2000 @ 2050 = 3000 = 3050 = 3100 @ 3150 & 3200 @ 3250 @ 3300 @ 3350 3400

Minimum: -1.5

Maximum: 5.0 1000.0 50.0

Mass Calc. Mass mDa PEM DBE i-FIT Formula

305.1298  305.1290 0.8 2.6 12.5 837.8 c19 H17T N2 02
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Saxpls Nama:

CVE-EAM-&-page-12 polar

Solvent: dmso

Date: dap 26 201€

Agilent Vomrs30D / mEM-3
Request No: 51160585500 pROTON

11 10 9 g 7 6 5 4 3 2 1 ppm
e e y T ¥
25 = B 2 2 8
Ga o g “ -

Plotnama: 5S1160989959 PROTON 01_platll

Eample Nama:

GVE-ERM-&-page-321 polar

Eolvent: dmso

Date: 3ap 2& 2016 s
Agilent Vomrs300 / HEM-3 (0]
Ecquest No: 51180585559 proTON

: 2
, ; &
i3 ) g, %
| | I AM
‘l‘
||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||I|||||||||||||||||||||||||||||I|||||||||||||||||||I||||||
8.8 8.6 8.4 8.2 8.0 7.8 7.6 7.4 7.2 7.0 6.8 6.6 ppm
: : - . .
M . o 2
2 5 2 2
K s - K

Plotname: S1160SE9953_PROTON 01 _plot0l
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GVK-SAM-6-PAGE-32POLAR

FNOOTNOCFNAMONNWYARO - OVO
BT NN NOANND A —HYOOoOMNMWYIHINNO
OCMECEOTFPFNMONOF-FTAODOFNDODOM T WHh MW NONO D I
D S T S A S R i e G e e G i S BEP RT  | CFO DO TO A NN -
METFTNNATACOTDDDITTODR N - I DO L, SEA W AL S (=3
WO MNNNNNN N At O NN d oo .
i B B e B e I e B B I B I B B B I B e B ) el Nt Mt B B B B (=1
S\ —— S\~ | | gommnt ata paramtess
NAME 161088484
EXPNO 2
PROCNO 4
F2 - Acquiszition Parameters
Date_ 20161025
Time 6€.31 h
INSTRUM spect
PROBHD Z119470_0231 (
PULPROG zgpg30
™ 35536
SOLVENT DMSO
NS 851
~ DS 4
O SH 29761.904 Hz
FIDRES 0.908261 Hz
AQ 1.1010048 zec
NN RG 197.72
| oW 16.800 uzec
= DE £.50 uszac
TE 29B.2 K
OH DL 3.00000000 sec
DIl 0.03000000 szec
(@) TDO 1
SFO1 125.7703643 MHz
. NUC1 13C
7j Pl 9.50 uzec
PIN1 88.00000000 W
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG(2 waltzl6
PCPD2 80.00 usec
PIN2 23.00000000 W
PIN12 0.27515000 W
PIN13 0.13840000 W
F2 - Processing parameters
SI 32768
] IJJ l I I “ | SP 125.7578519 MHz
0N ™
) ssa 0
LB 2.00 Hz
T T T T T T T T T T T S 0 -
200 180 160 140 120 100 80 60 40 20 pn - .
GVK-SAM-6-PAGE-32POLAR
“t N O MW o FONAONNOAOOrAY O
@ T N 72 - @@ OD N W)W o —
(=} ™ - o - MONDXI T ~0 O TN @R 3] g
wn [ > . T AO0O0CDXDOWTTO @ N .
w w0 W - OO NNNNNNN - - @
—t o e — L R B e R e I e e A ] —t a
| | \ \/ | \\\\'/// /// | Current Dats Parameters
KAME 51161088494
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20161025
Time 6.31 h
INSTRUM spact
PROBED 2119470_0231 (
PULPROG zgpg30
™ £5536
SOLVENT [DMS0
i B51
4
29761.904 Hz
0.908261 H=z
_ 1.1010048 sac
197.72
O 16.B00 usec
6.50 usec
29B.2 K
NN 00000000 zec
| 0.03000000 sec
= 1
SFO1 125.7703643 MHz
NUC1 13C
OH Pl 9.50 usec
O PiN1 88.00000000 W
SFO2 500.1320005 MHz
. NUC2 1H
7i CPDPRGI2 waltz16
PCPD2 80.00 usec
PIN2 23.00000000 W
PiN12 0.27515000 W
PIN13 0.13840000 W
F2 - Processing parameters
I 32768
SF 125.7578519 MHz
I [ [ - -
\ . S8 o
LB 2.00 Hz
T T T T T T T T T T T T T T T &8 ¢ i
165 160 155 150 145 140 135 130 125 120 115 110 105 100 ppm’- i
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E)sHIMADZU

] |
100— | [ T R HSI III||||'|| Ly ||Ii T
] I I
%T ] 4 :f-s sl 3 é l | L ; I
N | : oz @R % s 3E
i | # : LR
80— = | | E : o
] H : 3 28 | g |
N : & 2 & 2 H
ol 3 3
i !
s0—| | g
o 5
] 8
3] | s ° |
- Vs | E 2
] o ¢ |17 1l 9
20— H “
. L :
- | P
- ; ':-
20— = 2
g L)
| # 5
3 i
-20—]
7] T TTT I | ] 1 ) | L I L I | I O | | 58 B3 G I | E G I i LI I | | | I N ¥ I | 58 EE G I | 5 L I T TTT I | B B I | 35 77 B
4000 3750 3500 3250 3000 2750 2500 2250 2000 1750 1500 1250 1000 750 500
GVK-SAM-6-PAGE-32P0LAR 1/em
Comment: IN Kbr No. of Scans Date: 11/15/2016 9:35:12 AM
GVK-SAM-6-PAGE-32POLAR Resolution User Admin

Anndiratinn
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH
LCMS REPORT

:GVK-SAM-6-PAGE-32P
:9/22/2016 9:38:10 PM
:C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M

Sample Name
Date of Analysis
Acg. Method

Injection Vol
Instrument ID

Vial position

P1-B-06
:0.500p1

:ANL-MCL5-LCMS-001

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18
Mobile Phase: Bl: 0.1 % FA IN WATER Al:
Gradient: Time (min) /%Al: 0/2, 0.4/2,
Column Flow Rate: 0.6 ml/min

Column Temperature: 60°C

(50mmx2.1mm, 1.7um)
0.1%FA IN ACN
2.8/98;3:4/98;3:.41/2;3:5/2

"DADT A, Sig=215,4 Ref=off (2016\SEP-2016\511609B88720.D - 2016\SEP-2016\BLANK-22092016-00002.D)
mAU ] 8
= <
] [sY
: H
1500 \
] o
1250 '
1000 .
750 ’
500 ’
|
] ~
] j o
03—\ ' T %
s e T T T T T
0.5 1 15 2.5 3 mir
| Pea | RT | Area |Area % |
[No | min s [ |
e e | | |
2.4 | 3376.333] 97.437|
28 2.5 [ 88.805| 2.563|
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MS Spectrum

100+

80—

60—

40

20+

*MSD1 SPC, time=2.423 of C\CHEM32\1\DATA'2016\SEP-2016\511609B8720.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"

397.0

3961

Max: 1.78633e+006

[
300

+ 1

a/M /N1 E T

=17

AN
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Odd and Even Electron lons

7 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)

Elements Used:

C:0-25 H:0-21 N:0-2 0:0-3

GVK-SAM-6-PAGE-32POLAR

GVK-SAM-6-PAGE-32POLAR 23 (0.341) AM (Top,4, Ar,0.0,195.18,1.00,LS 10); Sm (Mn, 2x1.00); Sb (0,40.00 ) _- 1: TOF MS ES+
397.1591 0 1.07e4

100+

4 398.1810
g i 399.1752
R aTatmss R edtogis  assazsy  MOB o asrag
360 370 380 390 400 410 420 430 440 450 460 470 480
Minimum: =1.5
Maximum: 540 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
397.1591 397.1552 3.9 9.8 16.5 T3T C25 H21 N2 03
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Sampla Hama:
CVEEAM-&-PRACE- 31 -NOK-POLAR

ant: odell

+ Now 11 2016

Rgilent 400-ME / NEM-3

Raguest Bo: 511611B0350 PROTON

T T I LI T I LI T | T | LI | LI I T 1T 17T I T T T | T T T I LI I LI | T 1T 17T | T T T I L
12 11 10 9 8 7 E 5 4 3 2 1 0 ppm
Y b e i o il e o b Yo = v
3 4 S 5Aa aa 4 noa T =
a = A AN Nos e = ™ o 4
Plotnama: 51161180350 PROTON 01 plotol
Sample Name:
GVESAM-§ - FRGE- 32 -NON- POLAR
Solvent: odelld |
Data: Nov 11 2016
Agilent 400-ME / NEM-3 O
Raguest Bo: 51161150350 FROTON
L L L L L L R LM N LN LN AR RN RN R RN RN RN RN RN LRI RR RN R RN
3.0 8.8 8.6 8.4 8.2 8.0 7.8 7.6 7.4 7.2 7.0 €.8 6.6 6.4 PEm
b b - == _—t ==
4 E = o 4 k4 &

Plotnama: 51161180350 PROTON 01 plotdl
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GVK-SAM-6-page-32NP

| Ll

L Jll_wm Il

anaters

Current Data
NRME 51161104411

1

12

z

20,

0.3€5798 Ez
AQ 1.3631488 mc
RG 195.29

HANNEL £2 oo o
400.1316005 ¥z

T T
200 180 160

GVK-SAM-6-page-32NP

T
140

T
120

~

N/

//

i

R

ppm

ANL-MCL5-NMR-001

Currant Data Paras
NME £116;
EXPNO

PROCNO

F2 - Acquisition Paramatars
a 2061

4
24038. 451 Rz
0.3€6798 Rz
a1

HANNEL £1
100.6228

1
74. 0000

weew CHANNEL £2

BT [ | “.LJL_..A o ” | LL__VAJI i narrra oA
T T T T T T T T T T T T T T
165 160 155 150 145 140 135 130 125 120 115 110 105 ppm
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B sHiMADZU

@75 —
“ |
%t ] &
" l : 2 |
b #
0| ] s 3
8 i L] |
i ! :l: |
N B § 3
] ! 5
83.25 —
- E
] | |
E ® ? |
- b g
755 : | :
= | 2 s
- | g 1
i 0 i I
2 i | ’8
975 gn .-
] £ 2 | | 3
i E p g g
_ = 3
65—
9525 —
T T I | P TR P | I T { P T | I {0 I M | I | B N S ! I 1T T I I SR I ' 29 I e | I T T I | SR I ) l 1T 17T I T LI I T
3600 200 2800 2400 2000 1800 1600 1400 1200 1000 800 800
GVK-SAMEPAGESINP em
Corment: IN Kbr Mo, of Scans; Date:11/29/2016 9:27:28 AM
GK-SAM-G-FPAGE-32MP Resolution; Lser, Admin

Apadization;

175



GVK BLOSCLENCES PVY.

L.

MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH

11/11/2016 9:39:55 PM
RND-FA-3.0-MIN

Date of Analysis:
Acg. Method

Vial Position
Injection Vol

s Pl=B—
0.500

09

ul

Instrument ID

:ANL-MCL3-LCMS-003

Sample Name GVK-SAM-6-PAGE-32NONPOLAR

GVK_LCMS_18

*DAD1 A, Sig=215,4 Ref=off (2016\NOV-16.PRO\511611B0349.D - 2016\NOV-16.PRO\11112016-BLANK-02K.D)

mAU 1 ]
1200 S
i o
1000 |
i O
800

600 —
400
|
200 Q ‘
] f = }l 38
i i & o
o~
el I\ L L -
V
—— T —T—————————
0.5 1 15 2 25 min|
|Pea| RT | Area | Area % |
[Ne: | mip |essssesos [ |
[ s | | |
|1 |1.443 | 76.327| 5.607|
|2 12.082 | 1265.604| 92.963|
I3 [2.292 | 7.439| 0.54¢6]
|14 [2.362 | 12.033] 0.884]
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MS Spectrum
*MSD1 SPC, time=2.110 of CACHEM32\T\DATA2016\NOV-16.PRO\511611B0349.D  ES-API, Pos, Scan, Frag: 80, "+VE"
~
100~ 2
i Max: 4.28134e+006
80 [
— O
60+
404 +
[: =]
(2]
T q
204
04 Lot . . LL R, e e L, e
T i T i T i T T T i T T T T T T i T
200 400 600 800 m/2
*MSD1 SPC. time=1.468 of CACHEM32\T\DATA2016\NOV-16.PRO\511611B0349.D  ES-API. Pos. Scan. Fraa: §0. "+VE"
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

7 formula(e) evaluated with 1 results within limits (up to 1 best isotopic matches for each mass)

Elements Used:

C:0-25 H:0-21 N:0-2 0:0-3

SAMPLE CODE:GVK-SAM-6-PAGE-32NP (|)

511701A2125 37 (0.545) AM (Top,4, Ar,5000.0,195.16,1.00,LS 10); Sm (Mn, 2x1.00); Sb (1,40.00 ) 1: TOF MS ES+
166 397.1567 4.92e3

%

b 398.1496

1314.0514 355.3190  367.1515 383-1602 R0-E808
0514333 0379 ; ‘ 409.1721 431.1666 453.2738 499.1900

O~ A P T T T e T e T T T [ T T T I e e MYZ

320 330 340 350 360 370 380 390 400 410 420 430 440 450 460 470 480 490 500

Minimum: -1.5

Maximum: 540 1000.0 50.0

Mass Calc. Mass mDa PPM DBE i-FIT Formula

397.1567 397.1552 1sh 3.8 16.5 il C25 H21 N2 03
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Samplc Mama:

GVE-SAM-5-DPAGE-11-POLAR

Eolvent: dmso
Date: Ssp 27 2018
Agilent Vomrs300 / HEM-3

Eeguest No: S11E09C1ECT_PROTON

Cl

4
—T T T T T e
12 11 10 8 7 4 5 4 2 ppm
i e e o )
- a2 =& 2
- o m e o m
Plotnama: S118059C1657_pROTON_D1_plotdy
Eample Nama:
GVE-EAM-S-DPAZE-11-POLAR
Bolvent: dmso
Dakte: Sep 27 201E
Agilent VemralQ0 / HEM-3
Eequest Mo: [11£0901657 PROTON
Cl
$
=
[ Lo
(6]
- 7k
w3 = = o
23 : 249
5™ = = s
J I
a < s 33
1 ’ N i
8.6 8.4 8.2 8.0 7.8 7.6 7.4 7.2 7.0 Ppm
a E = E &
- ™ - - 3

Plotname: $11609C1657_PROTON 01 platdl
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GVK-SAM-6-PAGE-33 POLAR

TOOOUNNAAANOWNOANT-NT OO
CMNMOYOoWYWONOUVFEOTNTOANOOW oW To® oA~ om
OO NR-ONDOFDAMOWNE W0~ omwomMmwOWoN >
SN BRI E  ELOLAE B e W B @i B e e 8y e i) CowunmmeHom o
HODOTNA DTN A OO C O T O . R R ST o
WU TN NN NN N~ OO N NO .
P i B B B R e B B B e B B I e B B B e e A+ 3 SO N (=]
\\h‘\\VNW// W / | Current Data Parameters
NAME 51161088496
EXPRO 2
PROCNO 1
F2 - Acquizition Parameters
Date_ 20161025
Time 7.11 h
INSTRUM spect
PROBHD  Z119470_023LF (
Cl PULPROG zgpg30
65536
DMSO
529
2 “
29761.904 Hz
N 0.908261 Hz
NI N 1.1010048 szec
197.72
= 16.800 uszec
€.50 usec
OH 298.3 K
O 3.00000000 sec
7K 0.030':005113 zec
25.7703643 MHz
13C
9.50 usec
88.00000000 W
500.1320005 MH=z
1H
waltz16
80.00 usec
23.00000000 W
0.27515000 W
0.13840000 W
F2 Processing parameters
SI 327€B
SF 125.7578516 MHz
| DN ™
o SS 0
LB 2.00 Hz
T T T T T T T T T T ARG 0 £ 240
200 180 160 140 120 100 80 60 40 20 ppm’© o
GVK-SAM-6-PAGE-33 POLAR
- ™ @0 © oUW TE-NTOOo
w ™M \° @ WO NDLE-oTNTHO®POWT @
v -« S0 MACLVNDED MO~ NO® S
- w Moy HOTO A OC O WLO T @™ .
o w0 N TOAOOTOOOTNNN NN NN A @
- -t e P e B A B R e e e e Rl e A e R ) (=3}
| \ \/ \\\N\{W Current Data Parameters
NAME 51161088496
EXPNO 2
PROCNO 1
F2 - Acquiszition Parameters
Date_ 20161025
Time
INSTRUM
PROBHD
CI PULPROG
™D
SCOLVENT
NS
4
29761.904 Hz
N 0.908261 Hz
'\ll N 1.101004E8 szec
197.72
= 16.B00 uzec
€.50 usec
OH 29B.3 K
3.00000000 =ec
O 0.03000000 =mec
7k 1
125.7703643 MHz
13C
9.50 usec
88.00000000 W
500.1320005 MHz
1H
waltzl6
£80.00 usec
23.00000000 W
PIN12 0.27515000 W
PIN13 0.13840000 W
F2 - Proceasing parameters
SI 32768
SF 125.7578516 MHz
s Mtk W >4
SSB 0
o} 2.00 Hz
T T T T T T T T T Tee > 1.6
170 160 150 140 130 120 110 100 90 ppm © e
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EsHiMaDzZU

el I I
100—] [ by | Il
- I/ || | 1 [ ! | T : |
%T ] ¥ l |
. SRIAEE ET LU et Hh
8 = xl i § 13 H J. 3 l i 1 | | \
> N IR J1l 18
— = p -4 H
] 4 AR RS
2 g = |18 || s 3
7] i =2 -3l 2
»
as— !
- Cl J( £
- - s 5
7l g e
o }H
80— ]
b 3
B N™ SN H -
b | b L
- = - E
pec =
: U '
] 7k
o ; LA
: 8 | ¢ @
A ! l 3
. | § &
65— H |
- ]
hd LI I | 58 P § I | B8 59 B2 ) I TTTrT l TTTT I L I | 5% Q) & ) l L I | B2 5 I TTTrT I TTTrT I L [ TrTrT I | 53 P2 A )
4000 3750 3500 3250 3000 2750 2500 2250 2000 1750 1500 1250 1000 750 500
GVK-SAM 6-PAGE-33 POLAR 1lem
omment: IN Kbr No. of Scans Date: 11/15/2016 10:12:19 AM
VK-SAM-6-PAGE-33 POLAR Resaiution User Admin

Apodzation
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH
LCMS REPORT

Sample Name :GVK-SAM-6-33POLAR Vial position : P1-A-01
Date of Analysis :9/28/2016 8:11:26 AM Injection Vol :0.500pnl
Acg. Method :C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID :ANL-MCL5-LCMS-001

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.l1lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.8/98,3.4/98,3.41/2,3.5/2
Column Flow Rate: 0.6 ml/min

Column Temperature: 60°C

*DAD1 A, Sig=215,4 Ref=off (511609C1656.D - BLANK-28092016-2C.D)
mAU ] ~

1750 N||
1soo—f cl "
1250 “
1000 - NI SN

_ _ |
750-: O OH
] o \

500

n

(44

(=}
1

L1
~
E

(
|
1
|
|
|
1
|
e

0.5 1 1.5 2 25 3 min
| Pea| RT | Area |Area % |
[No | min |=smmosmme Iemrere= |
[===rm—mm | | |
1 |2:76 | 3894.532| 99.152|
|2 12.84 | 33.301| 0.848]|
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MS Spectrum

100

80—

60—

20—

382.9

401.0

403.0

A0 0

4040

*MSD1 SPC, time=2.762 of CACHEM32\1'\DATA'511609C1656.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"

Cl

Max: 1.7065e+006

400

[ |
450 500
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Elemental Composition Report

Single Mass Analysis

Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0

Selected filters: None

Monoisotopic Mass, Even Electron lons
12 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)

Elements Used:

Page 1

C:0-24 H:0-18 N:0-2 0O:0-2 Cl:0-1 cl
SAMPLE CODE:GVK-SAM-6-PAGE-33POLAR
511701A2120 22 (0.330) 1: TOF MS ES+
100+ 401.1052 141
| 400.9987 NN
] 401.1246 | P
1 O OH
E 383.0657 o
- 403,053 - O
1 403.0727
T 403.1503
1 367.1249 404.1311
0- T T T T T T T T T T T T T T T T e T e T T T T P T T e Mz
300 320 340 360 380 400 420 460 520 540 560 640
Minimum: (s
Maximum: 5.0 1000.0 0
Mass Calc. Mass mDa PPM
401.1052 401.1057 -0.5 -1.2 i, N2 02 cCl
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Sample Hame:
CVE-SAM- §- PAGE- 33HF

Bolwant: odoll

o ¢ Sep 2T 2016

Agilent 400-ME / NEM-3

Raguast Mo: SL1609CLe51 PROTON

Cl

:
. R
LI N B B s e e N B By e e B B e B B B B I B B B B B TT T T T T T T T T T
12 11 10 9 8 7 & 5 4 2 PEI
s foas i o T ¥
o o omm W oHmn mo - o
m " oma S MAm oo o m
o a aa M oMm " =
Plotnama: 511609C1651 PROTON 0L plotll
Zampls Hame:
CVE-SAM-§ - PACE-33NP
Solvent: edell
D Sap 27 2016
Rt 40012 { NEM-3 Cl
Ragquest Bo: S1160SC1651 PROTON
A
|
: l
1 i ﬁ MUL:‘
P —— h
L N I L O L N N N N R N Ry RN R RN RN NN NN NN RRRE
9.2 9.0 8.8 8.6 8.4 8.2 8.0 7.8 7.8 7.4 7.2 7.0 6.8 6.6 ppm
e bl . —_ T e
o 3 2 ! b a £ z 2
° S - o o " - Ao

Plotnama: 51160901651 PROTON 01 plotdl
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GVK-SAM-6-PAGE-33NP

o AN AR -NON AN AN
— NONT AN DO TR NNWWN -~ 0 )
— NDAMOE-NCTO O TEONM oy = o —
. e 8l evieive WABIe ‘e &vie Fe Wielje Whle'is ooy - ~ o
o LA ORTNAON D ®® O DD o o @ v p
o WRWWNMOMOOMON NN NN - - O W o o
o~ Dl I B B R e R e B A e I e I R R B L R e O ~ |
| .\\N\NW/ \V | l Current Data Parameters
RAME 51161088495
EXPNO 2
PROCNO 3
F2 - Acguisition Parameters
Date_ 20161025
Time 5.29 h
INSTRUM spect
PROBED 2119470_0231 (
PULPROG zgpg30
D £5536
SOLVENT CpC13
Cl NS 1024
DS L]
SWH 29761.904 Hz
FIDRES 0.908261 Hz
OH _N AQ 1.101004E sec
N G 197.72
| DW 16.B00 usec
~-N DE 6.50 usec
TE 29B.Z K
0 D1 3.00000000 zec
8k D11 0.03000000 =ec
D0 t
SFO1 125.7703643 MHz
NUC1 13C
P1 9.50 usec
PLN1 8B.00000000 W
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltz16
BCPDZ 80.00 usec
PINZ 23.00000000 W
PIN12 0.27515000 W
PLN13 0.13840000 W
F2 - Processing parameters
SI 32768
l l | SF 125.7577916 MHz
W ™
SS8 o
LB 2.00 Hz
T T T T T T T T T T T o8 “ 25
200 180 160 140 120 100 80 60 a0 20 ppmt’* 1
GVK-SAM-6-PAGE-33NP
o <+~ ™ O HO MO N 0N
et non W AN OO TN NN NN
- N~ M (T - = N o= AR T < G s (g
(=3 b I T DWITNAONONC®®wmW o
o weYw n MO MO N NN N NN
o~ o ot et e
\/ , | '\\‘\\\\ W%/// Current Data Parameters
NAME 51161088435
EXPNO 2
BROCNO 1
F2 - Acquisition Parameters
Date_ 20161025
Cl Time 5.29 h
INSTRUM spect
PROBHD  %119470_0231 (
PULPROG 2gpg30
65536
cDC13
OH N\ 1024
4
N 1 29761.904 Hz
= FIDRES 0.908261 Hz
AQ 1.101004B zec
o) G 197.72
8k oW 16.8B00 usec
DE €.50 usec
TE 298.2 K
D1 3.00000000 sec
D1l 0.03000000 =zec
DO 1
SFO1 125.7703643 MHz
NUC1 13C
Bl 9.50 usec
PLN1 88.00000000 W
SFO2 500.1320005 MHz
NUC2
CPDPRG[2
BCPDZ
PIN2 23.000
PLN1Z
PIN13
F2 - Processin
sI
<J~ “ | l | SF 125.7577918 MHz
FOW B
4 csca SsB o
LB 2.00 Hz
T T T T T T T T T o 9
200 190 180 170 160 150 140 130 120 ppni© 140
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i AT—

A —
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e
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4000 3750 3500 3250 3000
GVK-SAM-&-PAGE-33NP

Comment: IN Kbr
GVK-SAM-6-PAGE-33NP

2750 2500 2250 2000 1750

No of Scans
Resolution
Apodzation
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1500

1250

1000
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Date: 11/152016 10:05:13 AM

User

Admin
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH
LCMS REPORT

Sample Name : GVK-SAM-6-PAGE-33NP Vial position : P2-E-03
Date of Analysis :9/27/2016 11:17:46 PM Injection Vol :0.500pnl1
Acg. Method :C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID :ANL-MCL5-LCMS-001

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.1lmm, 1.7um)

Mobile Phase: B1l: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.8/98,3.4/98,3.41/2,3.5/2
Column Flow Rate: 0.6 ml/min

Column Temperature: 60°C

*DAD1 A, Sig=215,4 Ref=off (511609C1650.D - 2016\SEP-2016\BLANK-27092016-05-.D)

mAU o ®
] ©
1750 ﬂ
z cl ﬂ
1500 - ’
1250 "
1000 - ’\
750 ('
500 ‘ ‘
1 |
250 0
_ : |28
o_n‘k — L —— S S — — tr\-lk—'frl‘ Lﬂ%—7~7
LI T T T T T L
0.5 1 1.5 2 25 3 min
| Peal| RT | Area |Area % |
|No | min bemmesmmes fe=mm=—= |
S | | |
|11 |2.68 | 13.615] 05375
2 [12.83 | 3474.404| 95.638]|
|3 |.2..95 | 37.. 733 | 1.039]
| 4 |13.00 | 92.649| 2550
£ |13.09 | 14.459| 0.398]
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MS Spectrum

*MSD1 SPC, time=3.001 of GACHEM32\1\DATA\511609C1650.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"

] Q
E )
+
) Max: 50208
57
] cl
47
37
27
i [
Joif
q
i ®
17
B P
— %
§ 08 3
i « -
0 IﬁudnLhnLnJh TR S T TR R |\l. w .k A e [ o ' . . TR W an
L T T T T ‘ T T T I T T ‘ T I
200 400 600 800 m/
*MSD1 SPC, time=2.821 of CACHEM32\1\DATA'\511609C1650.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"
e
100 — g
| Max: 938048
80+
60—
40
q
E i
q
+
20+
4 P
H
| Rk o
o
| 3
o b
T T T T T T T T T T T T T T T
200 400 600 800 m/
- . “ A TAan Iafa -~ ~ A A~ LR Y L T
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Elemental Composition Report Page 1
Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
12 formula(e) evaluated with 1 results within limits (up to 1 best isotopic matches for each mass)
Elements Used: cl
C:0-24 H:0-18 N:0-2 0:0-2 Cl:0-1
SAMPLE CODE:GVK-SAM-6-PAGE-33NP
511701A2115 26 (0.371) AM (Top,4, Ar,5000.0,195.15,1.00,LS 10); Sm (Mn, 2x1.00); Sb (1,40.00 ) OH N 1: TOF MS ES+
100 401.1035 S 3.63e3

. |

_ _N

%_

1 403.0905

1 367.1407 ~ 383.1486

] 383.073

_ 384.1332 404.1198

307.0930 349.11405 365.9100 | 355 3085 | 1P 415.0562  430.0891 457.0739,
L D M B s B R B M B M S M S KA L A LA LA M LS LARAN LAY LARAN AN SARAS RS ARAI RS RARM) RaR) nanas RAARIRL /2
300 310 320 330 340 350 360 370 380 390 400 410 420 430 440 450

Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
401.1035  401.1057 =232 -5.5 16.5 20.6 c24 H18 N2 02 Cl
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Sample Mama:

GVE-SAM-£-DRIE-I4P

solvent: dmso

Date: oot 1 2016

Agilent Vomrs00 / MEM-3
Hequest No: 511810A0384_PROTON

CF3
)
_—
OH
O
71
f s -
l . _
L B B B e N U e S S s S B B N B B e N s By e B B N S By B B B N B B B B B B B
12 11 10 ] 8 7 3 5 4 3 2 1 0 ppm
FOH oY oPT T T v
o 2m 2 22 8 2 E]
R e o "
Flotnama: 511£10a0384 rRoTom_01_plotll
Sample Wamea:
GVE-ERM-§-PRGE-34F
golvent: dmao CF3
Datc: Oot 1 2016
Agilent Vemrs300 / WEM-3 @
Reguest No: 511£10A0284_PROTON
N™ >N
I
OH
(6)
71

8,361
0, 307
B TH

TR
B, 704
hn, 207

M

5.2 5.0 8.8 8.6 8.4 8.2 8.0 7.8 7.6 T.4 7.2 7.0 6.8 pPpm
[P e e [—
e o e o @ o o

Plotnama: 511510a0384_PROTON_01_plotil
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GVK-SAM-6-PAGE-34P

MM OAONNYOFNWMUOWPE M- om

CONONMTUNOCE~oNRPNHONMO OO
C)mchmmmmv\Ommv.qu:CO\ol‘;md\
e 4 e s e s s s s s s s s s s s s e s 2 ONO
MUITNOCOTANNNDTLUI NN TODED + o
WU TTOMONNNNNNNNN A A0
Ll I e B e R e e B B e B e B I B e B B A el

e S

76.745

-~ m W —t
o - ~N
< @ o o
) o =
uy o~ o~ |
] | | | Current Data
NAME
EXPNO
PROCNO
FZ - Acquisition Parameters
Date_ 20161025
.15 h
CF, e
2 {
30
36
13
24
4
04
€1
N \N 48 =ec
| J2
00 usec
= 50 usec
.0 K
OH 000 szec
(o) 000 szec
7| 03643 MHz
13C
9.50 usec
8B8.00000000 W
500.1320005 MHz

1H
waltz16
8

Q o
2 4
iz
IN13
2 - Proceasing parameters
3
S

80.00

0.13840000 W

T T T T T T
160 140 120 100 80

180
GVK-SAM-6-PAGE-34p
™ oy 0N ANNCoO-OnNnWmM
o an n N OoOr-M~-r-oN
o nooc NSO MO T
™ w0 TN OCOTNNDNTNO®DmWOWN
o Wy N TN NNNN
- oyt Mttt -

125.058

124.517

A

123.008

x
e}
o

T
c 1.40
40 20 ppnt
@ ™M
o~ ™M
no -
8o & o
o .
e o
ot (=2}
// Current Data Paramet
NAME 51161088
EXPNO 2
PROCNO 1
F2 - Acquisition Parametera
Date_ 20161025
Time 4.15 h
INSTRUM spect
PROBE Z119470_0231 (

CF;

)7

P
z

= 2
H 3.00000000 sec
0.03000000 szec
SFO1 125.7703643 MHz
KUC1 13C
Pl 9.50 uszec
PIN1 8B.00000000 W
SFO2 500.1320005 MHz
NuCc2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 uzec
PINZ 23.00000000 W
PIN12 0.27515000 W
PLN13 0.13840000 W

Processing parameters
TEB

7918 MHz

SF 125.757
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EsHIMADZU
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Comment: IN Kbr No of Scans Date: 11/15/2016 10:37:13 AM
GVK-SAM-6-PAGE-34 POLAR Resolution User Admin
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY — ANALYTICAL RESEARCH
LCMS REPORT

Sample Name : GVK-SAM-6-page-34 Polar Vial position : P1-D-08
Date of Analysis :9/29/2016 11:28:34 PM Injection Vol :0.500nl
Acg. Method :C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID :ANL-MCL5-LCMS-001

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.6/98,3.1/98,3.11/2,3.5/2
Column Flow Rate: 0.8 ml/min

Column Temperature: 60°C

=
"DAD1 A, Sig=215,4 Ref=off (2016\SEP-2016\511609C4330.D - 2016\SEP-2016\BLANK-29092016-07.D)
mAU 7 o
] CF N
1600 3 ”
1400 ’
1200 }.
1000 NI N ‘
800 = ’
| (Y Lon
600 () .
] 71
400 ‘ |
200 = b e
] 3 ( L 3
4 ~ o
0 _-—/\_——«__J—_ — ey — o e S—— S S Lo
T T T T T T
0.5 1 15 2 2.5 3 mir
| Pea | RT | Area |Area % |
INo | min |smmr—es i |
o I | | [
1 |1.64 22.159 0.776]

|
[2: [|2.76 | 2814.225] 98.617]|
13 12.94 | 17.300] 0.606]
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MS Spectrum

*MSD1 SPC, time=2.762 of C:\CHEM32\1\DATA\2016\SEP-2016\511609C4330.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"
o
<
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1 Max: 2.00704e+006
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Elemental Composition Report

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

Page 1

27 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)

Elements Used:

C:0-25 H:0-18 N:0-2 0O:0-2 F:0-3 CF3
GVK-SAM-6-PAGE-34POLAR GVK Bio sciences (pvt)Ltd Date of analysis:25-Mar-201721:14:06
Analytical Research and Development Instru ment ID:ANL-MCL3-LCMS-001
511703C0744 20 (0.277) AM (Top,4, Ar,0.0,195.11,1.00,LS 10); Sm (Mn, 2x1.00); Sb (0,40.00 ) 1: TOF MS ES+
435.1340 1.12e4
100
4 NI N N
i =
_ O Lo
T
| 436.1836 7l
: 417.1874 420.2546 437.1739
014092747 4348920 443.3323 45, 2620 452.2033 4578680 469 1505 4592761476 o778,
B B o e R B AR R E e e e e S
410.0 415.0 420.0 425.0 430.0 435.0 440.0 445.0 450.0 455.0 460.0 465.0 470.0 475.0
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
435.1340 435.1320 2.0 4.6 1:6i:5 275.0 C25 H18 N2 02 F3
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GVK-SAM-6-page-34NP

-~ <
N = o o =
° m 2 - S
3 * =1 - $
- 65 . s c
- o~ - i
Curraent Data Paramatars
NAME 51180904335
EXPNO 1
PROCNO 1
¥2 - Acguisition Paramatars
Data_ 20160929
Tina 22.48
INSTRUN spact
PROBHD 5 =m PASEO BE/
PULPROGC xg30
CF ™ 65536
3 SOLVENT cpc13
NS 16
os 2
SAH 8012.820 Hx
OH N\ FIDRXS 0.122266 Hz
P 4.08944€5 =ac
‘ N "G 110.59
il €2.400 umc
= DE 6.50 usac
TE 298.1 K
o1 1.00000000 sac
8l O TD0 1
v CHANKEL £1 o s e
SFO1 400.1324710 MEz
KNoc1 1H
123 $.75 usac
DLW 1€.00000000 W
¥2 - Processing paranatars
SI 65536
SF 400.1300059 MEz
Wow EN
ssa o
18 0.30 Hz
GB o
c 1.00
| JL__JL
I I I I I 1 I I I I I I I
12 1" 10 9 8 7 6 5 4 3 2 1 ppm
& Ve & . 2 ANL-MCL5-NMR-001
3 (2| [3338]8]8 v~.
o Ol wi=iN|O|~|O o~

GVK-SAM-6-page-34NP

—8.%04

— 8,768
T—8.748

Currant Data Paramatars
NAME 511€09C4335

IR0 1
PROCNO 1
¥2 - Acquistition Paramatars
Data_ 20160929
1na 22.41
IRSTRIM spact
PROBHD S = PAHEO 3B/
PULPROG 2930
D 65536
CFS SOLVENT coc13
N3 16
05 2
ShH 6012.820 Hx
OH _.N FIORES 0.122266 Hz
B A0 4.0893865 sac
RG 110.59
| Y €2.400 usac
N o8 6.50 umc
= TE 208.1 K
ot 1.00000000 sac
0 1
8l O e CHANNEL £1
SFO1 400.1324710 MRz
N1 1
oI 5.75 usic
i 16.00000000 W
12 - Prosusaing acangtars
-1 400.1300099 MHEz
WO N
538 o
LB 0.30 Bz
8 o
wc 1.00
T T T T T T T T T T
8.0 7.5 6.5

0 10.5 10.0 9.5 9.0 8.5
4
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GVK-SAM-6-PAGE-34 NP

<~

7

o @

161.85

131.321
131.252
131.000
130.746
130.428
129.032
128.831
128.502

157.47
137233

—196.028
163.17
156.99
140.28
136.681
131.781
128.178
125.824
125.200
123.034
121.74%
117.347
39,997
39.830
39,663
39.497
39.330
39.163
38.996

——19.666

|
|
é

| Ll

—0.059

Current Data Parameters
NAME 51161088492
EXPNO 2
PROCNO 1

2 - Acquisition Paramsters
Date_

20161025

“
29761.904
0.908261
1.1010048 sec
i97.72
16.800
.50

P1

PLN1
SFO2
Nucz
CPDPRG([2
PCPD2
PINZ
PLW1Z
PIN13

usac

MHz

usec
23.00000000 W
0.27515000 W
0.13840000 W

2 - Processing parameters
32768

125.7578517 MHz
HOW ™

2.00 Hz

T T T T T T T T T

T
180 160 140 120 100 80 60 20

GVK-SAM-6-PAGE-34-Np

196.028
——161.857
——157.477
T~156.990
140.288
137.213
136.681
131.781
131.321
131.000
130.746
=—~130.428
129.032
128.831
128.502
128,178

;

—163.174

CF;
OH _N
=
~N

8l O

ppmi’® 3.

%rll/‘/l\m

a0

125.824
125.200
123.034

Parameters

Current Data
J 51161088462
2

E
EXPNO
PROCNO

L

F2 - Acquisition Parameters

20161025
8.12

Date_

INSTRUM
PROBHD
PULPROG
™

SOLVENT

apect
Z119470_0231 (
zgpg30

£5536

DMSO

B32

4
29761.904
0.908261
1.1010048
197.72

16.80

8B. 00000000
500.1320005
1H

waltz
80.00
23.00000000
0.27515000
0.13840000

T T T T T T T T T T T T T T T T
200 195 190 185 180 175 170 165 160 155 150 145 140 135 130 125
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Comment: IN Kbr No of Scans Date: 11/152016 10:18:51 AM
GVK-SAM-6-PAGE-34NP Resolution User Admin
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH
LCMS REPORT

Sample Name : GVK-SAM-6-page-34NP Vial position : P1-D-04
Date of Analysis :9/29/2016 11:10:47 PM Injection Vol :0.500pn1
Acg. Method :C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID :ANL-MCL5-LCMS-001

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.1mm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.6/98,3.1/98,3.11/2,3.5/2
Column Flow Rate: 0.8 ml/min

Column Temperature: 60°C

=
*DAD1 A, Sig=215,4 Ref=off (2016\SEP-2016\511609C4334.D - 2016\SEP-2016\BLANK-29092016-07.D)
mAU 7 2
] ©
: i
1750 ‘
1500
] CFs
1250
1000
750
500 ,l
4 |
250 - \ ?:No
] N
4 — S— ) = .
I, = & =& & I & @ =& & _J_=® = = & [ = = =® & L& *® & & L. & #® X I
0.5 i 1.5 2 25 3 min
| Pea | RT | Area |Area % |
|No | min === | === I
[=—==semes | | |
il 281 3797.606| 84.422|
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MS Spe

ctrum
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40

*MSD1 SPC, time=2.841 of CACHEM32\1\DATA'2016\SEP-2016\511609C4334.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"

435.0
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e
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

27 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)
Elements Used:

C:0-25 H:0-18 N:0-2 0:0-2 F:0-3

GVK-SAM-6-PAGE-34NP GVK Bio sciences (pvt)Ltd Date of analysis:25-Mar-201721:18:49
Analytical Research and Development Instru ment ID:ANL-MCL3-LCMS-001
511703C0748 16 (0.239) AM (Top,4, Ar,0.0,195.09,1.00,LS 10); Sm (Mn, 2x1.00); Sb (0,40.00 ) CF3 1: TOF MS ES+
100 435.1335 ﬁ 5.033
OH _N
J | N
i O _N
T 8
Me
5 449.1739
(1203207 3782804400 1562 4202350 || | 450.1890476 1507400 1711 5252651 5352412 567.2398 600.3333,
SR P87 e G TR L7831 DR FL 7 0.2 2 TR P72 T PSS ) R SR 1B 7 TR ) B DL 2 KL B LR 8 RLE R PSR [ L DL P RLEUB ] B LRURLE SRR 7 R PR R
360 380 400 420 440 460 480 500 520 540 560 580 600
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
435.1335 435.1320 g B3 3.4 16.5 533.7 C25 H18 N2 02 F3
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GVK-SAM-6-PAGE-37-POLAR

o
TNV AT OoWVWOw OO N DO Tt =3
M-t O NNONTMN O O WA OO0 N (=]
RPN AN T TTAON CEECCOnNNnN ST TS .
oo O -~~~ w MO TN NN N NN |
SRRV ez NS\ ool BaEa Phiaaacs
NAME 51161083620
EXPNO i
PROCNO 1
F2 - Acguizition Parameters
Date_ 20161024
Time 21.15 h
CF3 INSTRUM spact
PROBHD  Z119470_0231 (
PULPROG zg30
D £5536
SOLVENT DMSO
NS g
DS 0
SWE 10000.000 Hz
N™™N FIDRES 0.305176 Hz
| AQ 3.2767999 sec
L G 157.05
oW 50.000 usec
OH DE €.50 usac
O.. TE 9B.1 K
o] Dt 1.00000000 zec
™0 1
m SFO1 500.1330885 MHz
0} NUC1 10
| el 8.75 usec
0 PIN1 23.00000000 W
FZ - Proceszing parameters
sI €5536
SF 500.1300034 MHz
WON B
SsB o
LB 0.30 Hz
cR o
BC 1.00
l t 1 . ¥ M
T T T T T T T T T T T T
12 1" 10 9 8 6 5 4 3 2 1 ppm
A 5 @
e S -
lols|si+ 5| 3 oo | o~ =
GVK-SAM-6-PAGE-37-POLAR
-+~ Mmoo ™M w o -~ o 0 N -
0 - @ NN @ < )N o -
~ MMM~ L= ) T o - o o
@ @ ® oW o [ [l ol ol -~ W0
\/ \ V I \/ \\V \/ | Current Data Parameters
NAME 51161089620
EXPRO 1
PROCNO 1
F2 - Acquizition Parameters
Date_ 20161024
Time 21.15 h
CF INSTRU zpact
3 PROBHD  Z119470_0231 (
PULBROG zg3
™ €5536
SOLVENT oMS0
NS B
DS 0
SWH 10000.000 Hz
FIDRES 0.305176 Hz
NN AQ 3.2767999 zec
| RG 157.05
o 50.000 usec
= DE .50 usec
TE 298.1 K
CH 0 1 1.00000000 zec
0O ~ TDO 1
SPO1 500.1330B85 MHz
NUC1 1H
m 0 Bl 8.75 usac
[ PIN1 23.00000000 W
(0]
- F2 - Processing parameters
sI 65536
SF 500.1300034 MHz
WOW B
ssB ]
L8 0.30 Hz
cB 0
BC 1.00
i | i
T T T T T
9.0 8.5 8.0 7.0 6.5 ppm
5 23 3' 8 3 (&
- clol e - o I~
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GVK-SAM-6-page-37 polar
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH
LCMS REPORT

Sample Name : GVK-SAM-6-page-37 polar Vial position : P2-A-01
Date of Analysis :10/25/2016 9:35:40 AM Injection Vol : 3.000uL
Acqg. Method :C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID :ANL-MCL5-LCMS-001

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.1lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.6/98,3.1/98,3.11/2,3.5/2
Column Flow Rate: 0.8 ml/min

Column Temperature: 60°C

"DAD1 A, Sig=215,4 Ref=off (2016\OCT.PRO\511610B9619-.D - 2016\OCT.PRO\BLANK-25-10-2016-02-.D)

2.622

200 ‘
0
100 -]
] § & &
= o

T T T T T T T T T T

; ‘ l e e

0 0.5 1 1.5 é 25 :li min|
| Pea| RT | Area |Area % |
[No | min | ————— |- I
e e | I |
i .63 | 10.113| 1.845]|
12 AT | 6.889| 1.257]|
13 12:19 | 22.396| 4.085|
|4 12.62 | 476.022| 86.830]
15 12..69 | 18.523| 3.379
|6 12.86 | 14.277] 2.604|
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MS Spectrum

100

80—

60—

40

20+

04 Aol Lo

*MSD1 SPC, time=2.622 of C:\CHEM32\1\DATA'2016\0CT.PRO\511610B9619-.

T
200

T
400

crument 1 10/25/2016 9:41:09 AM

MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"

525.0

£ar g
JeJ. 3

J2T

w
]
e



Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min=-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

63 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass) CFy

Elements Used:

C:0-28 H:0-24 N:0-2 0:0-5 F:0-3

GVK-SAM-6-PAGE-37POLAR

GVK-SAM-6-PAGE-37POLAR 23 (0.341) AM (Top,4, Ar,0.0,195.20,1.00,LS 10); Sm (Mn, 2x1.00); Sb (0,40.00 ) 1: TOF MS ES+

100+ 525.1588 Nl =N 1.05e4

) 526.2563
T \
] 0
| 507.2883
&l ARy 518.0366 522.6708° 5% || | 7 531.5602 534.4290 530.3134540.3018 547.0209
7] o P P B | . o ] e P R s 1 I Rty = v P s o o v
510.0 515.0 520.0 525.0 530.0 535.0 540.0 545.0
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
525.1588  525.1637 -4.9 -9.3 16.5 817.4 c28 H24 N2 05 F3
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GVK-SAM-6-page-37 NP

o o
@ MO~ O T \OunD @ ™) & N M h=d
w onNMmMN—EHOYT>ENO = oy =~ a0 (=3
- i da o S o R Y o
- DWW~ 0Www uy ™™ N~ |
\v “ \l // | \/ | I Current Data Parameters
51161089627
EXPNO 1
BROCNO 1
FZ - Acquiszsition Parameters
Date_ 20161024
Time 19.57 k
INSTRUM apect
CF3 PROBED 2119470_0231 (
PULPR zg30
™ €5536
SOLVENRT CDC13
NS 8
DS 0
SWE 10000.000 Hz
FIDRES 0.305176 Hz
AC 3.2767999 zec
G 118.49
oW 50.000 usec
DE £.50 uszec
TE 29B.1 K
[+33 1.00000000 =zec
TDO 1
SFO1 500.1330885 MHz
NUC1 1H
23 8.75 usec
PIN1 23.00000000 W
FZ - Processing parameters
SI £€5536
SF. 500.1300115 MHz
WoW >
S5B 0
LB 0.30 Hz
GB 0
BC 1.00
s
Il ﬁL l A
T T T T T T T T T T T T T T
13 12 1" 10 9 8 {4 6 5 B 3 2 1 ppm
E led ol (o]l Sled|e o S
GVK-SAM-6-page-37 NP
” NN -~ o - wun o
o M N o~ O < ~No
L= 0 el w @ NN o
@ o @ Lol Ll o e w
| \/ \/ \/ \ \/ Current Data Parameters
NAME 51161089627
EXPNO 1
PROCNO 1
F2 - Acquiszition Parameters
Date_ 20161024
Time 19.57 h
INSTRUM spect
PROBHD 2119470_0231 (
PULPROG zg30
™ €5536
SOLVERT CpC13
NS B
CF3 DS 0
SWE 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.276€79599 zec
G 118.49
oW 50.000 usec
DE 6.50 usec
TE 298.1 K
1 1.00000000 zec
TDO 1
SFO 500.1330B85 MHz
NUC1 1H
P1 8.75 usec
3 B 23.00000000 W
F2 - Processing paraseters
SI 5536
SF 500.1300115 MHz
WOW >
SsB 0
1B 0.30 Hz
GB 0
l - PC 1.00
T T T T T T T
9.5 9.0 8.5 8.0 75 7.0 6.5 ppm
\
ol e i gl
- N o o e
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GVK-SAM- 6PAGE-37NP

\SSN\WVe= V
CF,4
(L ,
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GVK-SAM-6PAGE-37NP
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120
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115
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105

ars

Currant Data Par.
NANE 51181184115

EXPNC
PROCNO 1
- Acguisition Paramatars
ta_ 20161100
e 3.4
INSTRUN spact

PROBHD 5 = PAHEC 3B/

PULPROC xqpq30
by 65536
SOLVENT CDC13
2048
0
24038. 461 Hx
0.366798 Hx
1.36€31463 =zac
"G 195.2
o 20.800 usac
DE €.50 usac
TE 298.2 K
01 3.00000000 =ac
11 0.03000000 =ac
D0 1

v s CHANNEL £1 o e e

100. 6226293 MEz
13C

10.00 umc

76.00000000

e s . CHANNEL £2 e e
400.131€005 MEz
10

2 waltzié
roD2 90.00 umc
1€.00000000 W
0.18777999 &
0.15210000 W

Processing paranatars

32768
100. €127721 MEz

EN
o
2.00 Bz
[
1.40

ANL-MCL5-NMR-001

Currant Data Paramatars
NAME 511€1184115
EXPND 2
FROCNO 1

- hequisition Paramatars
ta 20161108
3.
spact
5 s PAEEOD HE/

195.29
20,800 umc

0.03000000
1

o e . CHANNEL 21 o e o
100. 6226293 MHEz

B 13C
? 10.00 usac
LML 76.00000000 W
e CHANNEL 22 e e
SFO2 400, 1316005 MEz
Noc2
CPOPAC ]2 waltzlé

02 90.00 umc

00000000 W

0.18777993 W
0.15210000 W

- Promassing parametars

22768
100, 6127721 MHz
EN

2.00 Hz

1.40

-MCL5-NMR-001
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY — ANALYTICAL RESEARCH
LCMS REPORT

Sample Name : GVK-SAM-6-page-37 NP Vial position : P2-A-03
Date of Analysis :10/24/2016 11:30:31 PM Injection Vol : 0.300uL
Acg. Method :C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID :ANL-MCL5-LCMS-001

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.l1lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.6/98,3.1/98,3.11/2,3.5/2
Column Flow Rate: 0.8 ml/min

Column Temperature: 60°C

"DADT A, Sig=215,4 Ref=off (2016\0CT.PRO\511610B9626.D - 2016\0CT.PRO\BLANK-24-10-2016.D)
mAU 1 I
4 (D‘
] “‘u
1750 CF,
1500 ]
1250
1000 ]
750
500 ‘
250 ki | 3
] T @
f o l | &
o —— [\ ———— 2 % T
“
] |
_250 = T T T T T T T T T T T T T T T T T T T T T T T il T T T B U T T T T
05 1 15 2 2.5 3 min|
| Pea| RT | Area |Area %
[No | min [ |——————- I
[smrlrammrnns | | |
1 |2.14 74.539| 2.330]

|
120 ]2.69 | 3090.920| 96.618]|
| 33.640| 1.052]
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[¥2]
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pectrum

"MSD1 SPC, time=2.702 of C:\CHEM32\1\DATA\2016\0CT.PRO\511610B9626.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"

o
el
®
100 —
4 Max: 2.30707e+006
CF3
80+
60—
40+
J &
[is}
[ax}
[Ie]
20
o
N
[12]
0 T l - R
T T T T T T T T T T T T T
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min=-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Odd and Even Electron lons
63 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)
Elements Used:

C:0-28 H:0-24 N:0-2 0:0-5 F:0-3
GVK-SAM-6-PAGE-37NP

GVK-SAM-6-PAGE-37NP 21 (0.287) AM (Top.4, Ar,0.0,195.18,1.00,LS 10); Sm (Mn, 2x1.00); Sb (0,40.00 ) 1: TOF MS ES+
525.1664 8.23¢3
100
WO_
| 526.2750
0.1353.2583 306.2263417.1674 $29-1513 487.2741 539.2084547 1411 663.460
Sl MM | 241 T LTA /2~ SR Rt b2 101 .1t S
400 = 420 = 440 = 460 480 = 500 = 520 = 540 = 560 580 = 600 = 620 = 640
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
525.1664  525.1637 2.7 5.1 16.5 1203.7 C28 H24 N2 05 F3
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GVK-SAM-6-PAGE-38-P1

e
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L 25 8
25 53 5
e 25 s
ROM ae ]
Curzant Data Paramaters
o 11611C0
RO 1
PROCND 1
72 - Acguisition Paramaters
Data_ 2016112¢
Tina 0.02
INSTRIN spact
O/ PROBHD 5 =m PAEC 8B/
PULPROG 2930
™ 6553
FowvanT oso
N 95 2
| SKH B012.820 Hr
TIORZS 0.122266
P 10 4.0894465 =ac
G 195.2
OH o €2.400 umc
0 - 2558 K°°
Q T~ o1 1.00000000 sac
7 ™0 1
n e CHANNEL 1] e
(0] sFoL 400. 1324710 Miz
NocL 1
o | 1 L o 9.75 umc
- D 1600000000 W
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= 400.1300031 Miz
W ™
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T T T T T T T T T T T

T
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GVK-SAM-6-PAGE-38P-1

A\

o
N ™N
l =
OH
Q O
n
7
0
I T I T I I I T I T I
200 180 160 140 120 100 80 60 40 20 0 ppm
GVK-SAM-6-PAGE-38P-1I
WV A |
0
O/ 1.10190'15

197.

T T T T T T T T T T T T T T T T T
170 165 160 155 150 145 140 135 130 125 120 115 110 105 100 95 ppm

216



B sHiMADZU

|
=
]
|
v
g
2
8§
|
g L ||= 3
BN 5% e
3
=
] OH !
4 O O 3
50— o O L
7] n i
] (I) s
0] -0
)
i 2
0] =
2 LJNLIL L L N A L L [N L L L L [N L L L L N L L LB L L L L LB L L
4000 3750 3500 250 3000 =0 200 250 2000 1750 1500 1250 1000 750 500
GVK-SAMEPAGE-33 POLAR em
Corment: IN Kbr Mo.of Scans; Date:11/15/2016 12:09:15 PM
GUK-SAM-6-FAGE-35 POLAR Resoluticn; Lker, Adrrin
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH
LCMS REPORT

Sample Name : GVK-SAM-6-PAGE-38POLAR Vial position : P1-C-09
Date of Analysis :10/27/2016 1:42:41 PM Injection Vol : 0.100uL
Acg. Method :C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID :ANL-MCL5-LCMS-001

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.6/98,3.1/98,3.11/2,3.5/2
Column Flow Rate: 0.8 ml/min

Column Temperature: 60°C

"DAD1 A, Sig=215,4 Ref=off (2016\OCT.PRO\511610C2779-.D - 2016\OCT.PRO\BLANK-27102016-03-.D)

mAU ] g
- %)
g

600 N™ N

400 7n O
] (e}

-
200
< ~
~
N IV\M/ R 8 I’ll N
-—\( comne Bl o EOEL s o =
|
|
—— T T T T T
0.5 1 1.5 2 25 3 min|
| Pea| RT | Area |Area % |
INo | min | e [ I
| =] s | | |
L. [A.77 | 14.051] 1..277]
|2 12.00 | 1.395] ©O.%227]
|3 231 | 1079.401| 98.103]|
| 4 |12.47 | 5.430]| 0.494|
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MS Spectrum

"MSD1 SPC, time=2.323 of CACHEM32\1\DATA\2016\OCT.PRO\511610C2779-D MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

16 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)

Elements Used:

C:0-28 H:0-27 N:0-2 0:0-6

GVK-SAM-6-PAGE-38POLAR

GVK-SAM-6-PAGE-38POLAR 22 (0.329) AM (Top,4, Ar,0.0,195.23,1.00,LS 10); Sm (Mn, 2x1.00); Sb (0,40.00 ) 1: TOF MS ES+

100 487.1874 o 1.10e4

4 =
| 488.2338 O oH
%] 0

-~
1 : 480.2599
4868400 | 4 497.9301 2012676 509.3100511.2302 525.2433 5272953 548.2838.550.2806
T o T e e e G e e A e e o o R e e

480.0 490.0 500.0 510.0 520.0 530.0 540.0 550.0
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
487.1874  487.1869 0.5 1.0 16.5 1381.7 c28 H27 N2 06
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GVK-SAM-6-PAGE-38POLAR

o~ o
r~ NNONWD A NY OW I~ @ DHNNO O T @ o
1 TAHAONI~UNMNADOX NOUENANN OWw m o o
C; =N NNN N D-OR M 0N o~ @ C;
— L ol ol ol el ol el ol = MM ™M NN - o |
Ns=n=—=" N R e
NAME 511610C2082
EXPNO 1
PROCNO 1
2 - Acquisition Parameters
Date_ 20161027
Time 1647 h
INSTRUM =zpect
PROBHD Z119470_0231 (
PULPROG zg30
™ €5536
SOLVENT DMSO
NS 8
DS 0
SWE 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 zec
RG 157.05
oW 50.000 usec
DE €.50 usec
TE 298.2 K
138 1.00000000 zec
TDO 1
SFO1 500.1330B85 MHz
NUC1 1H
P1 8.75 usec
PNl 23.00000000 W
F2 - Proces=zing parameters
I €5536
SF 500.1300034 MHz
WOW ™
sSsB 0
1B 0.30 Hz
GB o
PC 1.00
T T T T T T T T T T T T T T
12 1" 10 9 8 7 6 5 4 3 2 1 ppm
\ AN AR : AN ‘
3 8 [BeEe g B BER
=1 ol Rl Bl Sl £ @i - olle
GVK-SAM-6-PAGE-38POLAR
o~ N o Nl NNV ow - o
- o0 @ N NN - W o @
N | 3t 3 N NN NNN @ @ r~
@ [l [l e ol el bl -
\/ | \\\/// \ \/ Current Data Parameters
NAME 51161002082
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20161027
ime 16.47 h
INSTRUM spect
PROBED Z119470_0231 (
PULPROG zg30
Tl 65536
SOLVENT DMSO
O NS B
DS 0
™~ SWH 10000.000 Hz
FIDRES 0.305176 Hz
AQ 3.2767999 zec
RG 157.05
oW 50.000 usec
DE 6.50 usec
TE 298.2
Dl 1.00000000 sec
o e 1
| SFO1 500.1330885 MHz
NUC1 1H
P1 .75 usec
PIN1 23.00000000 W
F2 - Processing parameters
St 65536
SF 500.1300034 MHz
WoW =™
ss8 o
Ll 0.30 Hz
GB o
i BC 1.00
T T T T T T T T T T T T T T
92 90 88 86 84 82 80 78 76 7.0 6.6 ppm
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W e
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GVK-SAM-6-page-38NPOL
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PROCNO 1
FZ2 - Acquizition Parameters
Date_ 20161113
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K
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1
125.7703643 MHz
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1H
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F2
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WOW >4
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T T T ¥ T T T T T T T T "'E v 1:40
200 180 160 140 120 100 80 60 40 20 ppm’© .
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EXPNO 3
PROCNO 1
FZ — Acquisition Parameters
Date_ 20161113
Time 11.46 h
INSTRUM npact
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PULPROG zgpa30
™ %‘5:536
SOLVENT DMSO
NS 1024
4
29761.904 Hz
0.908261 Hz
1.101004E sec
waltz1é
80.00 usec
23.00000000 W
0.27515000 W
0.13840000 W
F2 - Proceszing parameters
\ l SI 3276
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Ay Laa) Y a4 la e i e WY e = 0 AT
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH
LCMS REPORT

Sample Name : GVK-SAM-6-PAGE-38NP Vial position : P1-C-07
Date of Analysis :10/27/2016 1:33:54 PM Injection Vol : 0.100uL
Acg. Method :C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID :ANL-MCL5-LCMS-001

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.6/98,3.1/98,3.11/2,3.5/2
Column Flow Rate: 0.8 ml/min

Column Temperature: 60°C

*DAD1 A, Sig=215,4 Ref=off (2016\OCT.PRO\511610C2775-.D - 2016\OCT.PRO\BLANK-27102016-03-.D)
mAU — 3

@)
] o
600
500
400

300

200

100—5
1 N A o
0—: W |

-100

| Peal RT | Area |Area % |
[No | min fmm—memmr [ |
|7 fmmmmm I I |
i R |2 5= | 1208.406| 98.092|
2 12:39 | 23.501| 1.908]
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MS Spectrum

"MSD1 SPC, ime=2.323 of CACHEM32\1\DATA2016\0CT PROG11610C2775-D  MM-ES+APCI, Pos, Scan, Frag: 70, +VE"
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

16 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)
Elements Used:

C:0-28 H:0-27 N:0-2 0:0-6

GVK-SAM-6-PAGE-38NP

GVK-SAM-6-PAGE-38NP 18 (0.256) AM (Top.4, Ar,0.0,195.23,1.00,LS 10); Sm (Mn, 2x1.00); Sb (0,40.00 ) 1: TOF MS ES+
487.1902 1.06e4
100+
%] 488.2473
i 489.2628
" 435.2626  469.3115 486.2303 b 509.2366 525.2908 621.0442 651.25
AR Loy Ly L L L L L L L L L L s Ly La Lot L) ) s s L L e L L L L L L L L L L s i
440 450 460 470 480 490 500 510 520 530 540 550 560 570 580 590 600 610 620 630 640 650
Minimum: =3 5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
487.1902 487.1869 2 Hec] 6.8 16.5 637.8 C28 H27 N2 06
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Sampls Nama:

CVE-SAM--DRZE-159

Eolwent: dmso

Date: Mow 2 201E

Agilent Vamrs30D ;/ WEM-3 Me
Request No: S11E11A11%5 PROTON

I
11 10 9 8 7 3 5 4 3
WL oy Py
s 2 os g2 8 =3
Ao A oAm wm n mo
Eampls Nama:
GVE-SAM-§-DAGE-199
gclvent: dmso
Date: Nov 2 2018
Agilent Vomral00 / HEM-
Eoquest No: S11511A1198 PROTON
_ _ )l\A\e
)
P
O Mo :
(@) ~
70
T
J¥e)
it
<5 E 2.
I = -3
UU'L Il M
LI L I L L L
8.2 8.0 7.8 7.6 7.4 7.2 7.0 6.8
e —— — ——
=8 8 2 2 =
o o
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GVK-SAM-6-page-39 polar
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Currant Data Paramatars
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XN 2
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH
LCMS REPORT

Sample Name : GVK-SAM-6-PAGE-39-POLAR Vial position : P1-A-08
Date of Analysis :10/28/2016 6:55:06 PM Injection Vol : 0.300uL
Acg. Method :C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID :ANL-MCL5-LCMS-001

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.8/98,3.4/98,3.41/2,3.5/2
Column Flow Rate: 0.6 ml/min

Column Temperature: 60°C

"DAD1 A, Sig=215,4 Ref=off (2016\OCT.PRO\511610C4581.D - 2016\0CT.PRO\BLANK-28102016-04-.D)

2.013

1200 ] Me
N

1000 N| N

] “li: =

. OH
800

] o) O\\
600 70

] (e}

] I
400 -0
200 8
: 8 s
o——\/\v— S I S < - VO e s o
— " ——F— T —— [T —T— T
0.5 1 1.5 2 2.5 3
| Pea | RT | Area |Area % |
|No | min fpmmrms e |
R | | |
{1 11.96 5.8111 0.287]|

|
|12 12.01 | 1978.339| 97.813]
[ 38.432| 1.900]
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MS Spectrum
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*MSD1 SPC, time=2.044 of C:\CHEM32\1\DATA\2016\0OCT.PRO\511610C4581.0  MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"
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Elemental Composition Report

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min=-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons
12 formula(e) evaluated with 3 results within limits (up to 1 closest results for each mass)
Elements Used:

Page 1

C:0-24 H:0-23 N:0-2 0O:0-5 Me
SAMPLE CODE:GVK-SAM-6-PAGE-39 POLAR
511701A2137 59 (0.862) NN 1: TOF MS ES+
395.1644 | 75
100 —
| 395.0587 O OH 5
4 (@) ~
| | 395.2124 70
%% 395.0299. o)
. 401.0471 -
i 367.0601 401.1536
| . 404.0533 499.1594
o Tt T T T T T T T P T T T T T T T e T T MUz
300 320 340 360 380 400 420 440 460 480 500 520 540 560
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE Formula
395.1644 395.1607 35 7 9.4 1255 C22 H23 N2 O05
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GVE-SAM-$-Page-19 NP

Referance Cods: S11E10C4557
Solvent: odell

Archive diractory:

fhoms /gvkbio/data /I01E fock
Agilsnt 400-MmDD2

Data collected on: Oct 28 2016
Experiment: DFROTON

3.00L
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GVK-SAM- 6-page-39NP
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Comment: IN Kbr
GVK-SAM-6-PAGE-35NP

No of Scans
Rasolution
Apodization
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY — ANALYTICAL RESEARCH
LCMS REPORT

Sample Name :GVK-SAM-6-PAGE-39NP Vial position : P1-A-09
Date of Analysis :10/28/2016 7:08:34 PM Injection Vol 0.300uL
Acg. Method :C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID :ANL-MCL5-LCMS-001

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.8/98,3.4/98,3.41/2,3.5/2
Column Flow Rate: 0.6 ml/min

Column Temperature: 60°C

*DAD1 A, Sig=215,4 Ref=off (2016\OCT.PRO\511610C4596.D - 2016\0OCT.PRO\BLANK-28102016-04-.D)

mAU ] 3
4 Q)
2000 NII
1750
1500
1250
1000
750
500 ‘
250 = ‘I
] S/
0—.——\/Lx g gl s
Z 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
05 1 15 2 2.5 3 min
| Pea| RT | Area |Area %
INo | min | =m=mrmr= |=sra== I
S e | | |
11 |2.01 | 11.331| 0.339]
12 [2.07 | 3333.982| 99.661]|
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*MSD1 SPC, time=2.044 of C:\CHEM32\1\DATA\2016\0CT.PRO\511610C4596.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min = -1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons
13 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)
Elements Used:

C:0-22 H:0-23 N:0-2 0:0-5
GVK-SAM-6-PAGE-39NP

GVK-SAM-6-PAGE-39NP 23 (0.340) AM (Top,4, Ar,0.0,195.18,1.00,LS 10); Sm (Mn, 2x1.00); Sb (0,40.00 ) 1: TOF MS ES+
3951610 1.17e4
100+
1 396.1900
OA)_
5 337.2622 343 5191 355.2166 362.2121 367-2719377.2432 3gg g1 0 0%||| 397-2685 404.7133411.4718 55 17 4353051
A W M L SRR | 5 SIS SRR N . S
340 345 350 355 360 365 370 375 380 385 390 395 400 405 410 415 420 425 430 435
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
395.1610  395.1607 0.3 0.8 12.5 1503.1 C22 H23 N2 O5
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-GVK-POLAR-40
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05 2
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FIORES 0.1222€6 Hz
A0 4.0894465 =ac
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o1 1.00000000 sac
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PLKL 1€.00000000 W
§2 - Procissing paczmters
S 400. 1300025 MEz
WO EN
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L8 0.30 8z
cB 0
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F2 - Acguisition Paramatars
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65536
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0s 2
SKH 8012.820 Az
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R - i s —
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£2 - Procasaing pazamatars
1 g
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ssa o
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T T T T T T T T
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GVK-polar-40

— 98,308

Cl

GVK-polar-40

308

161,582

— 5§

ClI

Currant Data Paramatars
511€11R4109

1

Acguisition Paramatars
20161107

=z PASEO BB/
2gpg30

298.2
3.00000000 sac
0.03000000 =ac

1

we CHANNZL £1 e

100. 6228293

10.00 u
76.00000000
MHz

90.00 umc
1€.00000000 W
0.18777999 %
0.15210000
ing paranatars

32768

1006128176 MEz
EN

Currant Data Paramatars

WANE 51161184109
EXPNG 2
PROCNO 1

¥2Z - Atquiaition Paramatars
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TL 10.17
INSTRUN
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PULPROG

D
SOLVENT

—
¥2 - Procassing paramatars
sI 327ea
SF 100. €128176 MEz
Wow EN

A " ke 4 e 4 558 o

ey PO e Lad e g ovTeNL e 2.00 Hx
= o
»C 1.40

T T T T T T T T T T T T T
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Comment: IN Kbr No of Scans Date: 11/15/2016 10:50:31 AM
GVK-SAM-6-PAGE-40 POLAR Rasolution User Admin

Apodzation
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Vial Position
Injection Vol
Instrument ID

Date of Analysis:11/1/2016
SAMPLE NAME -GVK-POLAR

Acg. Method RND-FA-3.0-MIN

:P1-D-01
0.500
:ANL-MCL3-LCMS-003

Acg. Method Conditions: RND-FA-3.0-MIN
Column: Acquity UPLC BEH C18 (50mmx2.1 mm,
Mobile Phase: B: 0.1% Formic Acid in Water, A:
Gradient: Time (min)/ %$A: 0/3, 0.4/3,2.2/98,
Column Temp: 60°C, Flow Rate: 0.8ml/min

1.7um)

2.6/98, 2.61/3, 3.0/3

0.1% Formic Acid in Acetonitrile

*DAD1 A, Sig=215,4 Ref=off (2016\NOV-16.PRO\511611A0566.D - 2016\NOV-16 PRO\BLANK-01112016-6.D)
mAU 3
E b
1000
800
600
=
400+ 8
N o
o g8 ¢ s 8
04 Tya—ta T T,
200
-400 T T T T T )
05 i 15 2 25 il
Cl
|Pea| RT | Area | Area % |
o | smim |s=memm—ses |=mmmmemes |
e e I I |
11 11.416 | 1.503|  0.070] L
12 11.446 |  44.283] 2.074] N N
I3 11.588 | 32.571] 1.525] I
|4 |1.745 | 17.623|  0.825]
15 11.921 | 32.087] 1.503] OH
16 11.985 | 3.856] 0.181] o 0.,
17 12.008 | .284|  0.060| 7
|8 12.235 | 1786.399|  83.655| p
|9 12.309 | 212.363|  9.945] 0
110 12.375 |  3.465|  0.162] o |
-~
MSD1 TIC, MS File (C\CHEM32\1\DATA\2016\NOV-16 PRO\511611A0566.D) ES-API, Pos, Scan, Frag: 80, "+VE"
6000000
5000000
4000000
3000000
2000000
1000000
T T T T T T
05 1 15 2 25 i
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MS Spectrum
"MSD1 SPC, time=2.420 of CACHEM32\TDATA2016\NOV-16. PROVG11611A0566.D ES-API, Pos, Scan, Frag. 80, "+VE"
- (2]
] o
[=+]
= q
] ax: 9 :
900000 ] Max: 949110
800000
700000 1 cl
600000 |
. NTEN
4 ‘ L
500000 O OH o
] o -
: Sae
400000 C\)
] -0
300000
] q
4 2]
200000 - &
] o =
1 - © - o
1000004 R 122 8
- o o [}
4 = ‘ «
100 200 300 400 500 600 700 800 900 m/2
“MSD1 SPC, time=2.260 of CACHEM32\TDATA2016INOV-16. PROVG11611A0566.D0 ES-API, Pos, Scan, Frag: 80, "+VE"
1 -
4 =t
Max: 2.6449%=+006
2.5E6 |
2E6
1.5E6
1E6 4 gw
] ¥
i
500000 gl
4 F 5
i o
T T T T T T — T T T T i
100 200 300 400 500 600 700 500 900 m/2
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Elemental Composition Report Page 1
Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
30 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)
Elements Used:
C:0-27 H:0-24 N:0-2 0O:0-5 Cl:0-1 cl
GVK-SAM-6-PAGE-40NP
GVK-SAM-6-PAGE-40NP 32 (0.461) AM (Top,4, Ar,0.0,195.18,1.00,LS 10); Sm (Mn, 2x1.00); Sb (0,40.00 ) 1: TOF MS ES+
100 491.1375 1.58e3
] l491.1910 NN
i I =
] O oH
] o}
% 493.1538 7p O
] -9
| 474.2285 493.3148
(. 4764210 4857843 4908054 | ( . 4955832 .
475.0 ' 480.0 ' 485.0 490.0 ' 495.0 500.0 ' 505.0 510.0 '
Minimum: -1.5
Maximum: 5:0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
491.1375  491.1374 0.1 0.2 16.5 8.0 C27 H24 N2 05 cCl
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Sampla Hamo:
CVE-SAM- & -DACE -4 OND

Bolvent: odeoll

Date: Mow 5 2016 Cl
Agilent 400-MBE / NBEM-3

Raguast Bo: S1LE611ASTE0 PROTON

I 4 ra -
I N

LI N N B B B B B B D N B Y S B B N O I N N O B D N D O I B D N N Y N B B D B I B O B B B
13 12 11 10 9 ] 7 5 5 4 3 2 1 ppm
v § o Ay . r o
- @ Bo @ - nm in - W o
e = @S = A oo m = B om
= s od T o - & =
Szmple Nama:
CVE-SAM-6 -PACE - 4 0NP
Solvent: odeoll
ta: Now 9 2016
Agilant 400-ME / NEM-3
Raguest Bo: SLLE11AETS0_PROTON
Cl

]
1 e
i e J/ s y
I ][_J"L J‘Mlll M 4
|||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||||
9.0 8.8 8.6 8.4 B.2 2.0 7.8 7.6 7.4 7.2 7.0 £E.8 PP
- i — o
: Do 2 : g 2
L=3 L=3 - ™ L]
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GVK-SAM-6-page-40NP

- SFOANUVUITOoONcd e 4ANODWOUE N T Mn

@ YN OMT 40NN OWOWO I N-™M n o -
u FroowMrrnN oW E MmO T T N 2
. O T D DN S e T Tt i SR T Ot Tl St B S~ &1 o) @ —
o mmOP(’lOmmvv—oﬂHoﬁmmm\oa\m@--. ol & .
(=] VUYL MOMONNNNN O OO ow o
o~ -—ir-cv-c-q.-aro'-c-—orc.-‘-«.-o-a-—u-t.-‘.-u-o.-c-chr\l\ o wn o~

Cl
OH N
| _N
8p O
I
2N

|IH JIH l

200 180 160 140 120
GVK-SAM-6-page-40NP
- O o - OCNe-Hr-tANOOWrWw -~
waun ™M @ ™ A ONNDO QYD OO~ —
~ < o o - N YN W - ™M
oMo ™~ ©” COOWODT 4= N®O DO o o
w o w0 w wn FOMOMT NN NN N — -
e o afpsh S o i el ot S i S R

|| T

Il I

T
100 80 60 40 20

106.555

uy

(3]

<

<

|

| Current D::: P:r:m:..e.s
NAME 16111\9810
EXPNO
PROCNO 1
F2 - Acquisition Parameters
D:t:_ 20161113
T 5.23 h
INSTRL’.‘\! spact
PROBHD Z119470_0231 (
PULPROG z 30
™D 5536
SOLVENT CDC13
NS 1024
oS 4
SWH 29761.904 Hz
FIDRES 0.908261 Hz
AQ 1.101004B szec
RG 197.72
DW 16.800 usec
DE €.50 usec
TE 299.6 K
D1 3.00000000 =zec
D11 0.03000000 zec
TDO 1
SFO1 125.7703643 MHz
NUC1 13C
Bl 9.50 usec
PIN1 8B8.00000000 W
SFO2 500.1320005 MHz
NuCc2 1H
CPDPRG[2 waltz16
PCPD2 80.00 usec
PLN2 23.00000000 W
PIN12 0.27515000 W
piNi13 0.13840000 W
F2 - Processing parameters
s1 32768
SF 125.7577931 MHz

L NOW ™
S58 0
1B 2.00 Hz

T i) 0

Ppn‘PC 1.40

Current Data Parameters
NAME

rvwxu\asm
EXPNO
PROCNO :
F2 - Acquizition Parameters
Date_ 20161113
Time 5.23 h
INSTRUM zpect
PROBHD Z119470_0231 (
BULPROG 2gpg30

&os6

sox.vzm coe13
NS 1028
DS 4
SWH 29761.904 Hz
FIDRES 0.908261 Hz
AQ 1.1010048 zec
RG 197.72
oW 16.B00 usec
DE .50 uzec
TE 299.6 K
DX 3.00000000 zec
D11 0.03000000 sec
DO 1
SFO1 125.7703643 MHz
NUC1 13C
PL 9.50 uzec
PIN1 8B8.00000000 W
SFO2 500.1320005 MHz

KUC2 1
CPDPRGI2 waltzl6
BCPD2 80.00 usec

PIN2 23.00000000 W
PIN12 0.27515000 W
PIN13 0.13840000 W

F2 - Processing parameters
E34 32768

T T T T T T T T T T T T T
170 165 160 155 150 145 140 135 130 125 120 115 110
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ppm*

SF 125.7577931 MHz
AN ™
S§58 0
LB 2.00 Hz
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Caorment: IN Kbr MNo. of Scans; Date:11/29/2016 9:32:19 AM
GWK-SAM-6-FAGE-40P Resolution; Lker, Adrrin
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH
LCMS REPORT

Sample Name : GVK-SAM-6-PAGE-40NP Vial position : P1-C-05
Date of Analysis :11/8/2016 9:52:42 PM Injection Vol 0.500uL
Acg. Method :C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID :ANL-MCL5-LCMS-001

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.l1lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.8/98,3.4/98,3.41/2,3.5/2
Column Flow Rate: 0.6 ml/min

Column Temperature: 60°C

"DADT1 A, Sig=215,4 Ref=off (2016\NOV-16.PRO\511611A6749--.D - 2016\NOV-16.PRO\BLANK-08112016-05.D)

mAU i
©|
21 8V
1200 —
| Cl
1000—-
800—-
600
400—-
200—- t
] o o 0 )
R &I ® || &
i — ey el nel — ]
v
—tY— T[T T T
0.5 1 15 2 25 3 min|
| Peal| RT | Area |Area % |
|No | min |mmmmrnme= | |
e | | |
i} T | 8.143| 0.366]|
2 12.17 | 8.699| 0.391]
I3 12.20 | 3.617| 0.162]
|4 [2.24 | 1.274| 0.057]
|5 |2.32 | 16.844| 0.5
| 6 |2.45 | 6.183| 0.278]
17 12.49 | 1.282] 0.058]
|18 12.68 | 2172.804| 97.600]
| 9 |2.86 | 7.396| 0.332]
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons Cl
30 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)

Elements Used:

C:0-27 H:0-24 N:0-2 0:0-5 Cl:0-1 OH _N
GVK-SAM-6-PAGE-40NP

GVK-SAM-6-PAGE-40NP 32 (0.461) AM (Top.4, Ar,0.0,195.18,1.00,LS 10); Sm (Mn, 2x1.00); Sb (0,40.00 ) 1: TOF MS ES+
100- 491.1375 1.58e3
4 1491.1910
! | 7
% 493.1538
] O\
1 474.2285 493.3148
(. 476.4210 4857843 490-8054 | ( . 4955832
] i S T R (T R 2 o P P . 3 N Y I 7 L % T, B 7 U T m/z
475.0 480.0 485.0 490.0 495.0 500.0 505.0 510.0
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
491.1375 491.1374 0.1 0.2 16.5 8.0 C27 H24 N2 05 cCl
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CVE-EAM-§-Paga-44-D1

Esferenca Code: EL1E1IAE1E0
Bolvent: dmso

Archive diractory:
/hema/gvkbdis/data/201E/Dac
Agilent 400-MmDDI

Data collactsd am: Dez 7 2016
Experiment: PROTON

7q

—Z

—Z
N

12 11 10 g 8 7 [1
W W iy
2 3 o T E-2
o oo oA mooHo

GVK-SAM-6-Page-44-P1
Reference Code: 511612A6160
Solvent: dmso

7.684
7.665
7.652
7.647
7.638
7.629
7.606
7.589
7.585
\—7.496
7.486
7.482
7.474
7.466
7.459
7.455
7.448
7.299
7.280
7.261
7.169

Archive directory: o CSgencesIpenan
88 SE238882_RRBAGRA
/home/gvkbio/data/2016/Dec o o S L S s S
Agilent 400-MRDD2 L. J
Data collected on: Dec 7 2016
Experiment: PROTON
g b
- A
J A, a
T T T T T T T T T [ T T T T T T T T T T T
10.5 10.0 9.5 9.0 8.5
[ [ e
" - w - o
] 3 a o s
S s o s -
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GVK-SAM-6-Page-44-polar

CHNUNOINDHAH TNV AT TFO-NDN N
NONECENDEMEDNMNMONRTOWMHND ALY NWH W
A MOCLCTOROMNMNO AFTTHATOCDNNT T
O TP TTMNRO-O NNV TMNMOCODNASH - M
CFOWOWOUDOYOUONLTTTONNMO TN NN N et e
Ll el e B e e e A e e R e e A R e e R e e e e N B e e N A e B )
Current Data Parameters
NAME 51161202527

EXPNO 2
BROCNO 1
F2 - Acguiszition Parameters
Date_ 20161226
Time 4.51 h
AN INSTRUM spect
N PROBHD  Z119470_0231 (
| PULPROG z 32
D £553
= SOLVENT TFA-d
NS 3000
DS = 4
SNH 20761.904 Hz
N™ >N FIDRES 0.908261 Hz
[ AQ 1.1010048 zec
RG 197.72
= DN 16.800 uszec
DE £.50 usac
OH TE 300.8 K
DL 3.00000000 szec
(@) D1l 0.03000000 sec
TD0 1
7q sFO1 125.7703643 MHz
NUC1 13C
Pl 9.50 usec
PIN1 88.00000000 W
SFO2 500.1320005 MHz
NUC2 10
CPDPERG (2 waltzl6
BCPD2 80.00 usec
P1N2 23.00000000 W
PLN12 0.27515000 W
PIN13 0.13840000 W
F2 - Processing parameters
sI 32768
I I SP 125.7574624 MHz
NOW Bl
| T8, NN A T ssa

1a No fi lename.specified
B 0
eC 1.40

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

GVK-SAM-6-Page-44-polar

o) O NN O oy T N0 AT NTO NN
o~ NO NN ™ - MO TOWMT AN ~O N —~O
o MO~ MNMOoOWYT O W OMINOoO TN M0N0 -
o o~ TTMNO O rfFOYNNODWYWTMNMOoOOoOON—-O M~ NM
@ ~FYOWYWWYWYwYwn N SLLTOMOMOOMTNCNENN A -
— o e Rl e R R R e Rk e ke R R e R R e Rl e Rl
Current Data Parameters
KAME 511612C2527
EXPNO 2
PROCNO 1
FZ - Acquisition Parameters
Date_ 20161226
Time 4.51 h
INSTRUM spect
PROBHED 2119470_0231 (
PULBROG zgpg30
™ €5536
SOLVENT TFA-d
N ~ RS 3000
| DS 4
= SWH 29761.904 Hz
FIDRES 0.908261 Hz
AQ 1.1010048 zec
RG 197.72
NN oW 16.800 usec
DE 6.50 usec
| TE 300.8 K
/ D1 3.00000000 sec
Dil 0.03000000 sec
OH TDO &
SFPO1 125.7703643 MHz
KUC1 13C
O Pl 9.50 usec
7q PIN1 88.00000000 W
SF02 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltzlé
PCPD2 80.00 usec
PLN2 23.00000000 W
PIN1Z 0.27515000 W
PIN13 0.13840000 ¥
F2 - Processing parameters
SI 327¢68
SF 125.7574624 MHz
WOW ™
| Lo My T T I 558

[
18 No filename.specified
B o

T T T T T T T T T T T T T T T T T |5 a0
190 185 180 175 170 165 160 155 150 145 140 135 130 125 120 115 ppm .
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3600 3200 2800 2400 2000 1800 1600 1400 1200 1000 800 600
GVK-SAM-6-PAGE-44 POLAR 1lem
Comment: IN Kbr No of Scans Date: 12222016 11:43:06 AM
GVK-S5AM-6-PAGE-44 POLAR Resolution User Admin

Apodzation
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH
LCMS REPORT

Vial position : P2-C-01
Date of Analysis :12/7/2016 9:46:58 PM Injection Vol : 2.000uL
Acg. Method :C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID :ANL-MCL5-LCMS-001
Sample Name : GVK-SAM-6-PAGE-44P1
RND-FA-3.5 MIN.M
Column: ACQUITY UPLC BEH C18 (50mmx2.l1lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN
Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.8/98,3.4/98,3.41/2,3.5/2
Column Flow Rate: 0.6 ml/min

Column Temperature: 60°C e
"DAD1 A, Sig=215,4 Ref=off (2016\DEC.PRO\511612A6159-.D - 2016\DEC.PRO\BLANK-06122016-05.D)
mAU ] 2
1 ]
800
_ NTX
_ l =
600
_ Nl SN
1 =
400+ O OH
1 (0)
] 7q l
200
N
J’ 2 3
o
1 SRESESSE ‘ B e SR V-fh»-,_.ﬁ_—J-. . S
)
It
|
-200
I~ & % % % I # ® ® ® & & & & 1 & ¥ ¥ F ¥ ¥ ¥ E 1 & E E I
0.5 1 1.6 2 25 3 min
| Peal RT | Area |Area % |
INo | min | fme— |
B e [ | |
/1 11.98 | 1171.845| 94.393|
12 12:11 | 45.472| 3.663|
13 12.34 | 24.131| 1.944)|
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MS Spectrum
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*MSD1 SPC, time=2.124 of CA\CHEM32\1\DATA\2016\DEC.PRO\511612A6159-.D MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons
7 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)
Elements Used:

C:0-22 H:0-16 N:0-3 0:0-2 NT
GVK-SAM-6-PAGE-44POLAR | _—
GVK-SAM-6-PAGE-44POLAR 21 (0.287) AM (Top,4, Ar,0.0,195.16,1.00,LS 10); Sm (Mn, 2x1.00); Sb (0,40.00 ) 1: TOF MS ES+
354.1246 6.36e3
100
] NI SN
1 =

] O OH
o)

1 355.1624
o 279.1551 2921195 545 1995336.1205 353.5972 _368.1517 392.1739 417.1826 447.3004 457-2715 484.2139
ALV EARAA (ARRT FEAL] RRARA RALE] (LAARY RAAAG LEARY KAOA) RAGZY BRKA] REATA RAASY RARAR RALAR RASI EARD] FARAT LAARY LEAEY [IARA RATED FATAS RANRA LEADY RAGA] REDDA RRALY RRAT) RARAN LARAN RARRA RASA) PARA] EARAA FRARY FRALEH LRLA RESR RARSS REAR] LELEN DY pA924
270 280 290 300 310 320 330 340 350 360 370 380 390 400 410 420 430 440 450 460 470 480
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
354.1246  354.1243 0.3 0.8 16.5 687.7 c22 H16 N3 02
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CVE-8hm-&-Dage-44p2

Eeference Code: S1161IAE173
Bolvent: dmso

Archive diractory:
fboms/gvkbio/data/I01E/Dec
Agilsnt 400-MRDD

Data collscted oo: Dec 7 2016
Exporiment: DROTON

13 12 11 10 9 5 5 3 1 0 ppm
s I WRL
: z 33 2% 3
= = on oA o
GVE-SAm-5-Daga-4492
Fefsrence Coda: S11612A6173
Bclvent: dmso
Archive dirastary: = 3% ggz@szszsz ¢
/bome/gvkbio/data/201/Dec = b i e o e B R
Agilent 400-MRODI J [y
pata collactsd on: Dec 7 2016 \ .=
Experiment: DROTON
i) L 4
1z2.0 11.5 10.5 9.5 9.0 8.5 7.5 6.5 Ppm
(- (- [T L o
2 o g 8 2z z
= = & ™ L ™
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GVK-SAM-6-Page-44-non polar

— OCANMUNOT V- 1O N ITO0OA1OE-A~0ONno T
0 OH[HANMEM NOCTUTTAOWAOWOON NN NWI-
— TAMA00VN ATNOMOMNANTORPNNTMNOWY Ao OTM
™~ OTTITITMO N ACONTFTNATON OO ~LPNT™M
L=1 FOYYYWYOYY STILTTTONMNOTOTMNTOITN NN N e
o~ el I I e T B B B R B B B B B B B R B e I I I
\ Current Data Parameters
NAME 511612025, 29
EXPRO
PROCNO '.
F2 - Acquisition Parameters
Date_ 20161226
Time 1.1B h
NSTRUM apect
PROBED 2119470_0231 {
PULPROG z 30
N TD 5536
= SOLVENT TFA-d
NS 3000
DS 4
OH L NGZN swE 29761.904 Hz
| FIDRES 0.908261 Hz
AQ 1.101004B =ec
N S 197.72
DW 16.B00 usec
DE 6.50 usec
(0] TE 301.0 K
8q 1 3.00000000 zec
DIl 0.03000000 szec
TDO 1
SFO1 125.7703643 MHz
NUC1 13C
P1 9.50 usec
PIN1 88.00000000 W
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCPD2 80.00 usec
23.00000000 W
0.27515000 W
0.13840000 W
— Processing parameters
3276e
125.7574711 MHz
>
1 l ol mlllll["ll IJh_II

0
No filenama.specified
T T T T T T T T T T %

1.40
200 190 180 170 160 150 140 130 120
GVK-SAM-6-Page-44-non polar
OO NMUNOITVWLEAA LR ANTOAAC DO N
O NEMUDOOTUNT T A0 4O QWY MO  oNON W
OV NOTNEMN NP NTMOWA OO TM
(=R e 0ﬂ DOCNTADONTNAACOH OO~ O T™M
CFOPYOUWEYNTFTTOONEOTMOICTMO NN o
Ll I e e e A e A e R e e A e e e B e A R e e e I e e R e ]
"%\'\\\N/// Current Data Parameters
NAME 51161202528
EXPNO 2
PROCNO 1
FZ - Acquisition Parameters
Da e 20161226
1.18 h
msmw_ spect
PROBHED  2119470_0231 (
PULPROG 30
™D *TEase
SOLVENT TEA-d
NS 3000
DS ¢
SWH 29761.904 Hz
FIDRES 0.908261 Hz
N AQ 1.1010048 zac
= G 197.72
DW 16.65':.0 usec
DE .50 usec
X TE 301.0 K
DL 3.00000000 =ec
D1l n.osocoooo zec
TDO
SFO1 -,.7703643 MHz
NUC1
Bl 3. n usac
PIN1 88.00000000 W
SPO2 500.1320005 MHz
NUC2 1H
CPDPRG[2 waltz16
PCEDZ 80.00 usec
PLN2 23.00000000 W
PIN12 0.27515000 W
PLN13 0.13840000 W
F2 - Processing parameters
sI 3
SF 125.7574711 MHz
Ll [ = =
s o
i ! A 18 No filename.specified
£n 2
T T T T T T T T T T T oc 1.40
200 180 160 140 120 100 80 60 40 20 ppm )
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] 3 i
. (0]
- 8q |
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=l
_I T | T 1T | Bals Ik | | ] [ | LI | ] I ) ) | L | T | T T | T | T T T T | | 575 [ E | ' T
3800 3200 21 2400 2000 1800 1600 1400 1200 1000 800 600
GVK-SAM-6-PAGE-44NONPOLAR 1/em

Comment: IN Kbr
GVK-SAM-6-PAGE-44NONPOLAR
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Date: 12222016 11:34:00 AM
User

Admin



GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL
LCMS REPORT

RESEARCH

Date of Analysis :12/7/2016 9:51:46 PM

: P2-C-02
0.300uL

Vial position
Injection Vol

Acg. Method :C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID :ANL-MCL5-LCMS-001
Sample Name GVK-SAM-6-PAGE-44P2

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.1lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.8/98,3.4/98,3.41/2,3.5/2
Column Flow Rate: 0.6 ml/min
Column Temperature: 60°C

*DAD1 A, Sig=215,4 Ref=off (2016\DEC.PRO\511612A6172.D - 2016\DEC.PRO\BLANK-06122016-05.D)

~
o
—
oi

-

N
[42]
w-

0.5 1 1.5 miry

| Peal| RT | Area |Area %

|No | min | [ |
e | | |
. .97 | 11.699| 2.999|
|2 12.00 | 1.353] 0.347|
3 |2.02 | 3.040| 0.779]
67 S [-5% i | 374.036| 95.875|
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MS Spectrum
*MSD1 SPC, time=2.124 of CACHEM32\1'\DATA\2016\DEC.PROG11612A6172.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"
Q
=t
®
100
b Max:
i N
2
80— A
60 —
40
4 -l
s}
3
20+
o
: 5
™
0_ I I da
25|0IIIIS(I}OIIIISISOIIIIJAIJOIIII4|50IIII5[|)0IIII55|0
ument 1 12/8/2016 7:01:01 AM Page
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Elemental Composition Report Page 1
Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
7 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)
Elements Used:
C:0-22 H:0-16 N:0-3 0:0-2
GVK-SAM-6-PAGE-44NP
GVK-SAM-6-PAGE-44NP 16 (0.238) AM (Top,4, Ar,0.0,195.20,1.00,LS 10); Sm (Mn, 2x1.00); Sb (0,40.00 ) =z 1: TOF MS ES+
354.1237 1.12e4

100 X

%_

_ 355.1797
0_276'136"' 292.1473  306.3461 326.1164 343.1568353.8871| 856.1644 368.2630 445 1554306 1501 400.2167  424.1871 "~
e R R A e P 2 R N L i P .~ R e P R L P A Rl M P R P P R = ARAE A R
280 290 300 310 320 330 340 350 360 370 380 390 400 410 420 430

Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
354.1237  354.1243 -0.6 a7 16.5 678.0 C22 H16 N3 02
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GVK-SAM-6-PAGE-47 POLAR

B SN e

EXPRO
PROCNO

F2 - Acquiz
Date_
Time
INSTRUM
PROBHD
PULPROG
™
SOLVENT
RS

Z1

Proces

o

a

9 8 74

LU

GVK-SAM-6-PAGE-47 POLAR

6

& -

1 10

£8.546
8.545
8.543
8.542
8.442
€.439
8.427
8.424
8.256
8.203
7.850
7.846
7.843
7.618
7.614
7.611
7.605
7.602
7.599
7.584
]
T+571
7.569
7.568
7.556
7.553
7.455
T.446
7.441
7.440
=431
7.260
7.258
T.244
7.244
7.230
7.153
7.152
7.147
7.146
T7.144
7.143
7.137

|
f
:

W" Current Data
Cues

EXPNO
PROCNO

F2 - Acquisi
Date_
Tima
INSTRUM
PROBHD
PULPROG
™
SOLVENT
NS

Z11

Process

T T T
7.6 74 7.2

-

T
7.8
|

8

-!'

-

T
8.0

0
<
-
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Parameters
51161280564

a

ition Parameters
20161213
9.1B

spect
19470_0231 (
2330
65536
DMSO
B

h

0
10000.000 Hz
0.305176 Hz
3.2767999 zec

157.05
50.000
€.50
298.2
1.00000000

usec
usec

sec

1
500.1330B85
1H

MHz

8.75 usec
23.00000000 W
2ing parameters

€5536

500.1300030 MHz

™

Parameters
51161280564

tion Parameters
20161213
9.18

spect
9470_0231 (
2330
£5536
CMS0
B

h

0
10000.000
.305176
3.2767999
157.
50.000
€.50

:

Hz
Hz
aec

uzec
uzac
298.
1.0000000
500.1330885
1
8.75
23.00000000
ing parameters
65536
500.1300030 MHz
™

0.30 Hzx

1.00



GVK-SAM-6-PAGE-47 POLAR

D= OTOADROAND D NN
LCOLWYWEFEITOVNAMTNOWOWIOD -0 N DN T
AN OM T, ONENC O T O A MO AMS D
D T i e S S T2 D DO TM AN
onTNNTHMoOVLYTTNEN . T S SRS S
LT TFTOINNNNNNN A~ OCD DD O O @0
L e e e e R e e e e R e R e R B e B ) Mmoo
\'\”\\\\\\/‘//'/// W Current Data Parametersz
NAME 51161285922
EXPNO 2
PROCNO 1
F2 - Acquiszition Parameters
Date_ 20161217
Time 17.20 h
INSTRUM =zpect
PROBHD Z119470_0231 |
PULPROG zgpa30
T 3; 36
O SOLVENT DMSO
\ NS 1024
Ds 4
N SWH 29761.904 Hz
FIDRES 0.908261 Hz
AQ 1.1010048 szec
X RG lg'l.72
bW 16.800 usec
Nl N DE £.50 usec
TE 298.5 K
= DL 3.00000000 zec
OH géé D.DBOCOOC? zec
SFD1 125.7703643 MHz
O KUC1 130
r P1 9.50 usec
PiN1 8B. 00000000 W
SFO2 500.1320005 MHz
Nuc2 1H
CPDPRG[2 waltzlé
BCPDZ 80.00 usec
PIN2 23.00000000 W
PLN1Z 0.27515000 W
PIN13 0.13840000 W
F2 - Processing parameters
SI 32768
| l l l sF 125.7578513 Miz
WOW >4
Ss8 o
8 No filename.specified
£n o
T T T T T T T T T T T oo = 1.40
180 160 140 120 100 80 60 40 20 ppm
GVK-SAM-6-PAGE-47 POLAR
@ -~ - O — @ WA NN NN —
w (= ] ~g O un OO0 M { 5o o~
-t “r [ ¥ o - - OO0 - o
o o oy nas M OOoW\O TNy =) P-
o o N TT ” NN NN~ o o«
-t o - o~ - — Ll e e B A N B N B ) Ll [=2)
Current Data Parameters
I \/ / \/ | I \\V V/ H NAME 51161285922
EXPNO
PROCNO 1
F2 - Acquisition Parameters
Date_ 20161217
Time 17.20 h
INSTRUM spact
PROBHD 2113470_0231 (
PULPROG zgpg30
™ £5536
SOLVENT DMSO
(6] NS 1024
\ DS 4
SWE 29761.904 Hz
FIDRES 0.908261 Hz
AQ 1.1010048 zec
X RG 127.72
DW 16.800 usec
Nl N DE §.50 usec
TE 298.5 K
= D1 3.00000000 szec
D1l 0.03000000 =ac
OH TDO 1
O SFO1 125.7703643 MHz
NUC1 13C
7r B1 9.50 usec
PIN1 8E. 00000000 W
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG([2 waltzlé
BCPDZ 80.00 usec
PINZ 23.00000000 W
PIN12 0.27515000 W
PIN13 0.13840000 W

F2 - Processzing parameters
SI 32768

T l“llJl m | g

s No §ilename.specified

1.40

T T T T T T T T T T T T T =
160 155 150 145 140 135 130 125 120 115 110 105 100 ppmp‘
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EsHIMADZU

A e |
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E 18 30 % § 4 l
o : | P
] 3 I
il 4 |
3 g | 111 &
80— 3 l 3 ]
] 25 i ) | |
as .
i 0 T, : ;
e \ IRTE )
] N R N
I [ 8 | !
- : = 2
A NN & S
e | : |
n = . s
] OH l |
=] 0 i
] 7r |
] i
40—
30—
LI L B S e B B O B B B e O B I B
4000 3500 3000 2500 2000 1750 1500 1250 1000 750 500
GVK-SAMN-6-PAGE-47 POLAR 1/em
Comment: IN Kbr No of Scans Date: 12222016 11:36:54 AM
GVK-SAM-6-PAGE-47 POLAR Resolution User Admin

Apodization
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MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH

Date of Analysis: 12/12/2016 9:55:06 PM Vial Position :P1-E-04

Acqg. Method 2 RND-FA-3.0-MIN Injection Vol : 0.500 all
Instrument ID :ANL-MCL3-LCMS-003

Sample Name :GVK-SAM-6-PAGE-47-POLAR

GVK_LCMS 18

*DAD1 A, Sig=215,4 Ref=off (2016\DECEMBER-PRO\511612B0563.D - 2016\DECEMBER-PRO\BLANK-12122016-06.D)

mAU 1 8
1 S
1000—' 0
] N )
800

400
200
j ) o 0o E
1| g £ B
s O N W SRSICSS—
i |
L T y 7 4 T 7 T y T T T T T y T T T T T T T y y T T T y y g
0.5 1 15 2 25 min|
| Pea| RT | Area | Area % |
INo: || ‘min: [esmmesmes |=mmmmmes |
R | | |
|1 ]1.680 | 2.073]| 0.191|
2 11.845 | 2.534| #23 3|
13 11879 | 2.702] 0.248]
|14 11.990 | 1078.659] 99161 |
IS5 12.049 | 1.820] 0.167]
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trum

MSD1 SPC, time=2.041 of C:\CHEM32\1'\DATA\2016\DECEMBER-PRO\S11612B0563.D  ES-API, Pos, Scan, Frag: 80, "+VE"
3

100

q Max: 738103

4 o \

X
80
Y
B =
(X Lo
O

b 7r
604
40 4

4 E;

)
20+
04 e e L ) O
T T T T T T T T T T T
200 400 600 800 m/Z
mant 1 12/13I/201TF @«NN+14 M KTRLAN Taro 1
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Elemental Composition Report Page 1
Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min = -1.5, max = 50.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
7 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass) (@] \
Elements Used: N
C:0-21 H:0-15 N:0-2 0:0-3
GVK-SAM-6-PAGE-47POLAR
GVK-SAM-6-PAGE-47POLAR 20 (0.276) AM (Top,4, Ar,0.0,195.17,1.00,LS 10); Sm (Mn, 2x1.00); Sb (0,40.00 ) NN 1: TOF MS ES+
100- 343.1089 | 9.16e3
=

i O OH

1 O

R 7r

0/0_
| 344.1753
N 327.3810 330.5550  334.1086 5, 7g,53429208 | 3443457 350.7896351.7138  357.1198 3652415,
e < L s
330.0 335.0 340.0 345.0 350.0 355.0 360.0 365.0

Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
343.1089  343.1083 0.6 1.7 15.5 435.3 c21 H15 N2 03
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gvk-sam-6-page-47np

Currant Data Paramatars
NAME 51161280554
EXINO 1
R0CND 1
¥2 - Acguisition Paramatars
Data_ 20161212
Timg 23.13
INSTRUN spact
PROBHD 5 = PASEO HB/
O PULPROG 2930
D 65536
I SOLVENT cnc13
/ NS 16
OH _N s 2
AN i 8012.820 Hx
FIDRES 0.122266 Hz
10 4.0694465 zac
B 175.18
=N i €2.400 umc
oK €.50 umc
TE 298.2
o) o 1.00000000 sac
00 1
8r

e CHANNEL
00.

sFO1 4

NUC1

P1 9.75 umc
TLAL 16.00000000 W

- Processing parametars
65536

400. 1300035 ME
EN

0.30 Hx

1.00

T T T T T T T T T T T T T T
12 11 10 9

8 7
) \ > . ANL-MCL5-NMR-001
- 5 €| SEERER)
3 2| ERISBNEERE

gvk-sam-6-page-47np

Current Data Parametars
XM 511€128055¢
1
1

20161212
2313

c

e €2.400 umc

IE 6.50 usac

TE 298.2 K

o1 1.00000000 zac
1

CHANNEL £1 e

400.1324710 MEz
18

9.75 umic

16.00000000 W

- Processing paramoters

536
400.1300095 Miz
5T

[
1.00
‘k
T T T T T T
9.0 85 8.0 7.5 7.0 6.5 ppm
| | K | | ANL-MCL5-NMR-001

5 8| 8 (8 3 RE (8 B
o o - - L4 -l - -
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GVK-SAM-6-PAGE-47-NON-POLAR

- WO~ oONYCOYNMVOoOMNMYo-AW
~ CWYECEYOANTOONMUNATNONDO ™M O« 0o
- CONAN NN ™ OO oy mgv 8
o TO SN0 NO NSO N0 N (‘f‘l‘; .
o WWOWOUNTITOMONNNN A O -~ OO (=23
o~ el i e e R A e e e e R e I R e I I ] [l Sty o~
\\'\‘\ V / Current Data Parameters
NAME 51161285923
EXPNO 2
PROCNO 1
F2 - Acguisition Parameters
Date_ 20161218
Time 15.38 h
INSTRUM spect
PROBHD  Z119470_0231 (
PULPROG zgpg30
™ 25536
SOLVENT cDC13
NS 1024
DS 4
fe) SWH 29761.904 Hz
FIDRES 0.908261 Hz
I AQ 1.1010048 zec
OH _N Y RG 197.72
AN oW 16.800 uszec
DE £.50 usec
TE 298.9 K
_N DL 3.00000000 sec
D11 0.03000000 zec
TDO 1
(o) SFO1 1257703643 MHz
8r NUC1 13C
31 9.50 usec
PIN1 88.00000000 W
SFO2 500.1320005 MHz
NUC2 1H
CPDPRG(2 waltzl6
BCPD2 80.00 usec
PINZ2 23.00000000 W
PIN12 0.27515000 W
PIN13 0.13840000 W
F2 - Processing parameters
SI 32768
SF 125.7577946 MHz
L NOW ™
ss8 ) s
18 No filename.specified
B 0
T T T T T T T T T T T Be v
200 180 160 140 120 100 80 60 40 20 ppm

GVK-SAM-6-PAGE-47-NON-POLAR

@ - - ™ ~ o o~ e LNnNMmMOomM Lo wn
- O N <« N MU TN o n o o
coo,m — o o~ o~ NWeM~OVY T - ['2]
- ) - e n o= - o NOh®WrW o o ® a
w O w w T T ™M ™M MmN NNN o (=4
Ll ] - - - Ll R B B N -~ —
Cuorrent Data Parameters
NAME 51161285923
EXPNO 2
BROCNO 1
F2 - Acquisition Parameters
Date_ 20161218
15.38 h
spect
2119470_0231 (
BULBROG 2gpg30
™ 836
SOLVENT cpcl3
NS 1024
DS 4
SWH 29761.904 Hz
FIDRES 0.908261 Hz
AQ 1.1010048 zec
RG 197.72
oW 16.800 usec
DE £.50 usec
TE 298.9 K
D1 3.00000000 sec
D11 0.03000000 sec
DO 1
SFO1 125.7703643 Mz
NuC1 13
P1 3.50 ussc
BIN1 88.00000000 W
SFO2 500.1320005 MHz
Nuc2 10
CPDBERG(2 waltzl6
pCED2 80.00 usec
PINZ 23.00000000 W
PIN12 0.27515000 W
PIN13 0.13840000 W
F2 - Processing parameters
I 32768
s¥ 125.7577946 MHz
l WOW ™
ssB 0 L
18 No filename.specified
T T T T T T T T T T T T oC = 1. 20
165 160 155 150 145 140 135 130 125 120 115 ppm
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GVK-SAM-6-PAGE-47 NONPOLAR Resolution User. Admin
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH

LCMS REPORT

Sample Name :GVE-SAM-6-PAGE—-47-NP Vial Peosition :P1-A-01
Date of Rnalysis: 13/12/2016; 5:37:18 PM Injection Vol :0.3 pL
Acg. Method :RND-FA-3.5-MIN Instrument ID :ANL-MCL5-LCMS-001

] g
] N

800{

600{ ‘

400—: ‘
] |

200 —_ |

o
=2.075
jZ 361
IZ 600
12663
12.796

|

-200 |
|
T T T T T T
0.5 1 1.5 2 25 3 mi
Pea | RT | Area |Area %
No | min |—————— | —=————-
——— |- | |
1 [2.08 | 10.457| 0.824
2 12.3e | 2.451] 0.193
3 [2.4¢6 [1.23623| 97.377
4 [2.60 | 12.624] 0.985
5 [2.66 [ 5.219] 0.411
6 [2.80 [ 2.543] 0.200
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MS Spectrum

"MSD1 SPC, time=2.469 of C\CHEM32\1\DATA'2016\DEC.PROS11612B0564.D  MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min = -1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Odd and Even Electron lons

7 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)
Elements Used:

C:0-21 H:0-15 N:0-2 0:0-3 o)
GVK-SAM-6-PAGE-47NP

GVK-SAM-6-PAGE-47NP 26 (0.370) AM (Top.4, Ar,0.0,195.17,1.00,LS 10); Sm (Mn, 2x1.00); Sb (0,40.00 ) OH N\ I // 1: TOF MS ES+

100= 343.1086 | 8.03e3
i N
°/°_-
T 344.1302
g 345.0993
350.128827‘“735 292.[1147 325.1202 342.91174 . 368.1653 405.0437441.2113  461.0890 479‘1164495'0%72
| B B e LA e T I P ) I i LA T B BT IR B Bl B BT B R R S B LAEE h
260 280 300 320 340 360 380 400 420 440 460 480
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
343.1086 343.1083 0.3 09 15.5 126.0 C21 H15 N2 03
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GVE-SAM-S-Page-42-P1

Eaference Coda: 511£17ad647
Solvent: dmso

Archive diractory:
/bome/gvibio/data/I01E,/Dec
agilent 400-Mmpol

Data collacted am: Dec & 2016
Exporiment: DROTON

7 g 5 4 3 2 1 0 PP
L,
DD = mowaem
nu @ Sofan
oA o Hodmee
GVE-SAM-6-Page-42-P1
Reference Code: 511612A4647
Sclvent: dmso
Archive directory: a 5383 BESNREfEaE EECE3Rg0aagssansesNgEg =23 Bl
T e R e e A A I e T D A T AR e e M it R ]
/home/gvkblo/data/201¢/Dec ¢ w B e S I S e e I S M N N A A 66w © @
Agilent 400-MRDD2 \\LJJ [ L Il JJ)] |
Data collected on: Dec & 201
Experiment: PROTON
jm—’—_‘;—;# "
L L B L o L B B B B L L L B L L L B B B B L L L BN B
8.6 8.4 8.2 8.0 7.8 7.6 7.4 7.2 7.0 6.8 6.6 ppm
— . I ; TSR S S S
@ o ° @ o - = e =
=1 a @ =1 a & o & =
= - S - o - - - -
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GVK-SAM-6-PAGE-42-POLAR
0w

1
g

- o

.,
4

193,160
162.44
160.44
159.01
158.72
158.43
158,18
156.09
155.216
154,86
——152.30
141,651

/
|
/

. Ll

137.266
134,134

132,367
131.060
130.491
129. 464
128.692
128.055
126,728
124,790
124,256
121,963
119,097
119.005
118.746
118.120
117.410
116.782
115.535
114,465
98.888
59.749
40.000
39.833
39.666
39.499
39.332
39.165
38.998
20.746
14.068

Z
I
N

)

yilly . .

Parameters

Current Data
NAME 51161285919
2

I T
200 180 160

GVK-SAM-6-PAGE-42-POLAR

-HOLC WO~ NY T
T ANMTOD A OO
TLFTOCPTAONDOD™M
NO OO WY TN
WY W nnwmmumnu
B o I I B S B R

el ]

1

24

T
40

120 100 80 40 20
OO TNNNOOWYWOMETNWYOoOO NN O
NOWMNOUWOYWIAIANOIITOIDNNAMNMNMOWOoONOT N0 MO N
PN MOTFTTOILTORCNAIMNO O [
AETNAC RO DD O T T O DD o DT o
TN NNNNNNNNNA A o
i e B B B B R B B B B B R R e R e R e

jl\|-|2
Nl \N
/

7s

L L.

i

—98.888

EXPNO
PROCNO 1
F2 - Acquiszition Parameters
Date_ 20161218
Time 16.54 h
INSTRUM spect
PROBED  Z119470_0231 (
PULPROG zgpg30
D £5536
SOLVENT DMSO
NS 1024
DS 4
SWH 29761.904 Hz
FIDRES 0.908261 Hz
AQ 1.1010048 szec
RG 197.72
oW 16.B00 usec
CE .50 usec
TE 298.7 K
DL 3.00000000 sec
D1l 0.03000000 zec
TDO 1
SFO1 125.7703643 MHz
NUC1 13C
P1 9.50 usec
PIN1 88.00000000 W
SFO2 500.1320005 MHz
KNuC2 1H
CPDPRG[2 waltz1l6
PCPD2 80.00 usec
PIN2 23.00000000 W
PIN12 0.27515000 W
PIN13 0.13840000 W
F2 - Processing parameters
SI 32768
SP 125.7578473 MHz
NOW ™
S58 ] T
12 No filename.specified
on o

! pC 1.40

ppm

Current Data Parameters
AME

N. 51161285919
EXPRO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20161218
Time 16.54 h
INSTRUM spact
PROBHD  Z119470_0231 (
PULPROG zgpg30

D £5536
SOLVENT DMSO

NS 1024

Ds 4

SWE 29761.904 Hz
FIDRES 0.908261 Hz
AQ 1.1010048 sec
RG 197.72

DW 16.800 usec
DE .50 usec
TE 29B.7 K

1 3.00000000 zec
D11 0.03000000 zec
TDO 1

SFO1 125.7703643 MHz
NUC1 13C

Pl 9.50 usec
PIN1 88.00000000 W
SFO2 500.1320005 MHz
NuUC2 1H
CPDPRG{2 waltz1l6
PCPDZ 80.00 usec
PINZ 23.00000000 W
PIN12 D.27515000 W
PIN13 D.13840000 W

F2 - Processing parameters
SI 32768

SI
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SF 125.7578473 MHz

WOW ™

"Ss8 0 e
18 No filename.specified
&8 o

BC 1.40



EsHIiMADZU

105—]
] [ I Lo | | I Ly Pl
%T Il | | | | i |
' l 1l LA ML
- S\ oas | |
| % P a8 ez | |
] i NUERLE 2 bl
12 3 2 g &
n £ g .
_ H | |
|
] 1 IH l
_ Fi 3
6 NH> | »'« g L
] /I\ - g 3 2 1V 3 |
h X 2 j - i 2
50— | N° =N : - I i
_ 5 | § g
q z =
d ! OH
s " O
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GVK BIOSCIENCES PVTI. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH

LCMS REPORT

Sample Name : GVE-SAM-6-PAGE-12-P1 Vial Position
Date of Analysis: 06/12/2016; 9:24:45 PM Injection Vol
Acg. Method :RND-FA-3.5-MIN Instrument ID

:P1-B-09
:Actual >
:ANL-MCL5-LCMS-001

GVK_LCMS_31

*DAD1 A, Sig=215,4 Ref=off (2016\DEC.PRO\511612A4646.D - 2016\DEC.PRO\BLANK-06122016-05.D)

3

>

c

|
1.724

NH,

400—f N|)§N

] %
300 O OH
] o) O
200 ] 75 ‘

100 “
] [y
] |L &
0—_ —_— e —‘-'—\rI ——--I—(\«E\‘ﬁ— - —_— — T
— — — ——— —— ——
0.5 1 1.5 2 2.5 3 mir
Pea RT | Rrea |Rrea %
No min |-
************ | \
1 1.72 [627.993] 98.146
2 1.97 | 4.990] 0.780
3 2.02 | 3.045| 0.476
4 2.06 | 3.830|] 0.599
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MS Spectrum

*MSD1 SPC, time=1.745 of C\CHEM32\1\DATA'2016\DEC.PRO\511612A4646. D MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"
e
&
100 o
4 Max: 214208
)N\|_|2
@
80— =
OH
i O
7s
60
40
i e
2
™
20+
i =
=t
M~
o
G_ 1 1 1 I 1 I 1
— — — T — T
200 220 240 260 280 300 320 340 /7
ument 1 12/7/2016 6:42:02 AM Paae 1
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Elemental Composition Report Page 1
Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min = -1.5, max = 50.0
Selected filters: None
Monoisotopic Mass, Even Electron lons
7 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)
Elements Used:
C:0-17 H:0-14 N:0-3 0:0-2
GVK-SAM-6-PAGE-42POLAR
GVK-SAM-6-PAGE-42POLAR 24 (0.348) AM (Top,4, Ar,0.0,195.17,1.00,LS 10); Sm (Mn, 2x1.00); Sb (0,40.00 ) H, 1: TOF MS ES+
292.1090 1.05e4
100+
_ NI SN
| %z
J O OH
o (@)
J 7s
1 293.1344
0'236-‘573 250.0998  274.1436 r 2041615 3141135333 508 354.1964 379.0833 430.0881
Gl ) LU ol ) B N s ] e K ) I it L R il sl A A e o ] Kt Lt ) A R e R N B
240 250 260 270 280 290 300 310 320 330 340 350 360 370 380 390 400 410 420 430
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
292.1090 292.1086 0.4 1.4 12.5 600.0 Cl17 H14 N3 02
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Gvk-SAM-£-Daga-4191
Esference Code: 5116174654
Bolvent: dmso

Archive diractory:
/homa/gvibio/data/101E,/Dec
Agilont 400-mmDDl

Data collacted on: Dec & 2016
Experiment: DROTOH

Gvk-ZAM-5-Page-4192
Ecforcnca Coda: E11E11adE54
Eolwent: dmso

Archive diractory:
fbome/gvibio/data/201E /Dec
Agilont 400-MRDD

Data collactsd om: Dec 6 2016

Experiment: PROTON

8,422
3
0323

£.748

280
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GVK-SAM-6-Page-42-non polar
T ™M COOMUWYRIE-NAVYWOYA GO NNNNT TN OMT M0
D CHNOMNOONNTOAMPTEONNWNAOENNT O N —© ™
@ ™M nreMmMor-PeeYrNnNoWEMNMCYNOoOOOWNRETMMONCNON
W r~ CNTFTTNO-NNNANAT-OTLTTOAINAAT A0 TN OO OO @
a N YO YYOUYUOUOOUUOOMFTITOIOMNOOTMCTMOTE TN NN NN NN
— i e B B e e B R e R e e e e A e e i e I e e e e e B e e N e I R B B
Current Data Parameters
NAME 511612C2526
EXPNO 2
PROCNO 1
FZ - Acquisition Parameters
Date_ 20161225
Time 21.45 h
INSTRUM spect
PROBED Z119470_023:1 (
PULPROG zgpq30
™ 5536
SOLVENT TFA-d
NS 3000
DS 4
SWH 29761.904 Hz
OH N NH FIDRES 0.908261 Hz
N 2 AQ 1.1010048 sec
\l/ RG 187.72
oW xcasoo uzac
DE .50 usec
~ N TE 301.1 K
DI 3.00000000 szec
D1l 0.03000000 szec
(@) D0 1
SFO1 125.7703643 MHz
RUC1 13C
8s 1 9.50 uzec
PIN1 88.00000000 W
SFO2 500.1320005 MHz
Nucz 1H
CPDPRG[2 waltzl6
PCPD2 80.00 usec
PIN2 23.00000000 W
PIN12 0.27515000 W
PIN13 D.13840000 W
FZ - Processing parameters
SI 32768
SP 125.7574780 MHz
s o
I 1 s l l l JA, l l 258 ¥ ifFi
18 No filename.specified
on °
T T T T T T T T T oo 1.40
200 190 180 170 160 150 140 130 120 110 ppm
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Apodzation
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GVE BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH

LCMS REPORT

Sample Name : GVK-SAM-6-PRAGE-12-P2
Date of Analysis: 06/12/2016; 9:20:06 PM
Acqg. Method :RND-FA-3.5-MIN

Vial Position
Injection Vol
Instrument ID

:P1-B-08
:Actual —>

:ANTL-MCL5-LCMS-001

GVK_LCMS_31

*DAD1 A, Sig=215,4 Ref=off (2016\DEC.PRO'511612A4653.D - 2016\DEC.PRC\BLANK-06122016-05.D)

mAU 3
b @

500 -]

400

300

200

100 - |

] I o0
' g SRS
0 F—wr——————— ey R - ———
-——F—rF— ¥ F—— "7
0.5 i 1.5 2 25 3 i)

Pea RT | Area |Area %
No min |- | —————=
************ | |
1 1.36 | 6.958] 0.962
2 1.72 | 6.374| 0.882
3 1.88 |699.856| 96.807
4 1.97 | 3.814| 0.528
5 1.99 | 1.216| 0.168
6 2.02 |  4.720] 0.653
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"MSD1 SPC, time=1.885 of CA\CHEM32\1\DATA'\2016\DEC.PRO\511612A4653.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

7 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)
Elements Used:

C:0-17 H:0-14 N:0-3 0:0-2

GVK-SAM-6-PAGE-42NP

GVK-SAM-6-PAGE-42NP 24 (0.348) AM (Top,4, Ar,0.0,195.15,1.00,LS 10); Sm (Mn, 2x1.00); Sb (0,40.00 ) NH, 1: TOF MS ES+

.y 292.1085 8.05¢3
%_
1 293.1504
N 2651034 274.1516 280.0497 2017369 (594'1527 3061530308 1184 318.1432 3?2165 3331550 3421508
L e L L A BB S e e L I O L
260.0 270.0 280.0 290.0 300.0 310.0 320.0 330.0 340.0
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
292.1085 292.1086 = 20,43 12.5 204.3 C17 H14 N3 02

285



Sazple Mama:

CVE-SAM-£-DACE-41-P1

Solvent: dmso

Date: Wov 24 201E

Agilent VomrsI00 / wemM-3
Reguest No: S11£11C1E95 PROTON

L e B . s s ey s B B B s s e B B B N e B B S B s s B By S s By B S B B B B S B S
11 10 9 8 7 & 5 4 3 2 1 0 ppm
T e T o o e o i Ty
f = n S D5moE & mh 2 a
o = & n saEHw o iw " oo
Sample Mama:
OVE-EAM-§-PAZE-41-F1
Eclvent: dmao
Datc: Nov Xd 2016
Agilent Vomrs300 / HEM-3
Eequest No: 51161101695 PROTON
)r\l\'_'2
Y
-
O OH 0]
(@) ~
7t P
(o] p
O\
....!‘E
. 33
i
' | I
_)\_L /ﬂ\ ety
L B e L O L B B L B B L B L L L I
8.4 8.2 8.0 7.8 7.8 7.4 7.2 7.0 6.8 6.6 6.4 PEm
— — e b —— T b e —
& a 2 a 5 " 3 = ]
= = = o - = a

286



Sazple Mame:

FVE-SAM-5-PASE-41-F1L_DICEX

dmaa

Solvent:

——

1

£11£11C01695 DROEX DROTON

Agilent Vamrs200 / HEM-3

Date: Hov 25 2016

Eequest Ho:

0 ppm

10

11

LA

I 1E

L
BE"
3-65°
Eh

Foo°

55"
=l
=T
3Lz

o

o

- DooMn

o
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GVK-SAM-6-PAGE-41P1
Reference Code: 511612A2348
Solvent: dmso

Experiment: CARBON

Archive directory: 3 '-“S:E;’SE&?::E&G;:S:’;%S!EEﬁa%R 5888 S2SgsEE B
TISRAIERANIRETNEBARTS 88384538 2882 ZaRfg8 R
/uoma/vkbio/ata/3 }¢/ves Foostodenadian® ool eaa an e ca gggz sazladd 23
Agilent 400-MRDD2 __‘...!-_._‘T—.-.-.<_1_-,A.‘_.-‘-‘_‘~q.-.q-‘-...q J |
Data collected on: Dpc 4 2016 L\\ L\) J‘/z //J / Ny r
-

bbb b bk Ll

Lol

200 180 160 140 120 100 80 60 40 20 Ppm

GVE-SAM-5-FREE-41P1
Esfersnce Coda: S11812a2348
Solvent: dmso

archive dirsstang: ; SEdzamz= S Enmoan “ wzrman o 5
Jhome fgvkbio/dats/ 21018,/ Dec ' mAmwaTS noa qER i 352 3 2 H
otlast 400 mas 333 2iz3Zis EEEEE I EEEE g
Data collacted og: Dec 4 2016 l-\ -~ I\\ lJ L

Experiment: CRRBYN

=
I
R
_  wwums

Tlatnama-: C1181727748 casrow 01 nla+d?
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- U = 8 b
. L1/ | & !
] f 8 I z 8 | b
- NH, 2 hd
] 1 A | )
] ; F N N | |
2 = % 8
- OH | £
70— 0 ov |
] 7t ]\l s |
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5 s .
— 3 1
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GVK-SAM-6-Page-41P1 1fem
Comment: IN Kbr No of Scans Date: 12/5/2016 12:40:13 PM
GVK-SAM-6-Page-41PI Resolution User Admin

Apodization
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY — ANALYTICAL RESEARCH
LCMS REPORT

Sample Name . SAM-G-page-41P1 Vial position : P1-C-09
Date of Analysis :11/25/2016 8:09:36 PM Injection Vol : 0.300uL
Acq. Method :C:\CHEM32\1\METHODS\RND-FA- 3.5 MIN.M Instrument ID :ANL-MCL5-LCMS-001

RND-FA-3.5 MIN.M

Column: ACQUITY UPLC BEH C18 (50mmx2.lmm, 1.7um)

Mobile Phase: Bl: 0.1 % FA IN WATER Al: 0.1%FA IN ACN

Gradient: Time (min) /%Al: 0/2, 0.4/2, 2.8/98,3.4/98,3.41/2,3.5/2
Column Flow Rate: 0.6 ml/min

Column Temperature: 60°C ->

“DADT1 A, Sig=215,4 Ref=off (20161l -16.] 511611C1468.D - 20161l -16.] -25112016-5.D)

mAU >
2000 ~

1750 )\
| =

1500

1250 | OH

1000 Tt
750 - | Q

500

250

o
o
o

no|

25 3 mirg

|Pea| RT | Area |Area % |
|INo | min e == |
= | | |
| 2707.164| 98.964|
| 17.055| 0.623|
13 12.13 | 1.838| 0.067]
| 9.437| 0.345]

MS Spectrum

*MSD1 SPC, time=1.785 of C:\CHEM32\1\DATA'\2016\NOV-16.PRO\511611C1468.0 MM-ES+APCI, Pos, Scan, Frag: 70, "+VE"

o
o
&
100+
4 Max: 1.06189e+006
NH,
9,
o
7 OH
0} O\
Tt P
80 o}
O\
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons

19 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)
Elements Used:

C:0-21 H:0-22 N:0-3 0:0-5

GVK-SAM-6-PAGE-41-P1 NH
GVK-SAM-6-PAGE-41-P1 21 (0.286) AM (Top,4, Ar,0.0,195.17,1.00,LS 10); Sm (Mn, 2x1.00); Sb (0,40.00 ) 2 1: TOF MS ES+
66 396.1552 NTXN 1.13e4

1 P

l OH

| (L Lon o
g 7t o

| 397.1950 (ONg
g 398.2459
o g80.1827 ey L7 403.0359  410.20114121716 445 4311  424.2430 431.3204 4372363
L R R I ) E i ) S R T B ) L Y P e L L L B T R L T P e RO L S R [ L B T e
380.0 385.0 390.0 395.0 400.0 405.0 410.0 415.0 420.0 425.0 430.0 435.0
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
396.1552 396.1559 -0.7 -1.8 125 246.4 C21 H22 N3 O05
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Sample Nama:

CVE-SRM-£-DRCE-41 P

Eolvent: dmso

Date: Nov 25 2016

Agilent Vmmrs300 / WEM-3
Eeguest Mo: 511£1101700_CROTON

I
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Sampls Wama:
CVE-SAM-5-TAGE-41 P2
Solvent: dmso
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Eample Mama:

CVE-ZAM-£-DACE-41-P1_DIOEX

gclwent: dmoo

Date: Mov 25 2018

Agilent Vomrs300 / HEM-3

Reguast Wo: 511511C1700_DIOEX PROTON

0.84 =
1.8%
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CVE-SAM-§-
Esferenca Coda:
Bolwvent: odeld

1812233564

Archive diractagy: T TRIES g EEE E] - ¥ Z B 3
r']:nms.-'g'vkb1a}da:§,‘it-'.€,‘n5: S e z TEE 2 '- P e t

Agilent 400-MmDSE £ 3338 % 5a3 z H if

Data collactad of Dac & 2016 L L - L L

o
Experiment: CARBON
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CVE-ZRM-§ - PRCE-.

Reforenca Coda:
Bolvent: odeld

Archive dirgetory: 3 T 3 33 H z 7 ozs a ]
,-tms.-qvxhxg;fda /1016 /Dac R i B ; = i R 2
Agilent 4005MRDDI 55 < %A

Data collacked om: Dec 4 2016
Experiment : | CARBON
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GVK BIOSCIENCES PVT. LTD.
MEDICINAL CHEMISTRY LABORATORY - ANALYTICAL RESEARCH

11/25/2016  12:21:39 AM
RND-FA-3.0-MIN

Date of Analysis:
Acqg. Method

Sample Name :GVK-SAM-6-PAGE-41-P2

Vial Position
Injection Vol
Instrument ID

:P1-E-05
0.500
:ANL-MCL

ul
3-LCMS-003

GVK_LCMS 18
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*DAD1 A, Sig=215,4 Ref=off (2016\NOV-16.PRO\511611C1469.D - 2016\NOV-16.PRO\BLANK-24112016-04.D)
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Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 1000.0 PPM / DBE: min =-1.5, max = 50.0
Selected filters: None

Monoisotopic Mass, Even Electron lons
19 formula(e) evaluated with 1 results within limits (up to 1 closest results for each mass)
Elements Used:

C:0-21 H:0-22 N:0-3 0:0-5
GVK-SAM-6-PAGE-41-P2

GVK-SAM-6-PAGE-41-P2 19 (0.268) AM (Top,4, Ar,0.0,195.18,1.00,LS 10); Sm (Mn, 2x1.00); Sb (0,40.00 ) 1: TOF MS ES+
396.1557 9.07¢3
100+
%_
1 397.1571
0.1.343.1895 354 1661 2011511 378.2724 395.7421)| 398.0562 418.1908 430.1687 +°/-2668 4761361 4923705
S0 LR LR SRS RELAH RARER RARA BBERS REITY RACET RRES RSN RASAR [P0 RERS (AL RESTA REIRS BRRAA RO RER T R ags B RESEN RERRA RERES PILLER RRELN RIS A/ LERD RN AR SR AR
340 350 360 370 380 390 400 410 420 430 440 450 460 470 480 = 490
Minimum: -1.5
Maximum: 5.0 1000.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Formula
396.1557  396.1559 -0.2 -0.5 12.5 573.7 c21 H22 N3 05
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