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I. Experimental Section:

All starting material were purchased and used without further purification. All compounds are
commercially available unless otherwise specified by a reference. "H NMR spectra were obtained using
400-MHz spectrometer. Analytical thin layer chromatography (TLC) was conducted on aluminium
backed silica gel plates (0.2 mm). Developed plates were visualized with UV light or a ninhydrin
solution. Silica gel column chromatography was performed using silica gel (60-120 mesh).

General procedure for the synthesis of 4,5-bridged 1,2,5-triazepine-3,6-diones :

To a stirred mixture of glyoxylic acid monohydrate (184 mg, 2 mmol) in DCM (5 mL) was added N-1-
Boc-N-2-(benzyl)-hydrazine (446 mg, 2 mmol) followed by p-methoxyphenyl boronic acid (304 mg, 2
mmol). The resulting mixture was stirred at ambient temperature for 24 h and to this solution, were added
L-proline methyl ester hydrochloride (331 mg, 2 mmol), HBTU (759 mg, 2 mmol), DIEA (774 mg, 6



1

mmol), the reaction mixture was stirred at ambient temperature for 4 h and after this time, the solvent was
removed and dried under reduced pressure. To this reaction mixture was added 4.0M HCl (4 mL) in
dioxane. The resulting mixture was stirred at ambient temperature for 3h. The solvent was evaporated and
dried under reduced pressure. To a‘solution of this reaction mixture in toluene (20 mL) was added HOAc
(0.20 mL) and refluxed for overnight. The solvent was removed and the crude product was purified by
HPLC to afford 310 mg (42%) of 2a as a white solid. The diastereomers (A and B) have been separated
by preparative HPLC; [Polaris C18 column (250 x 500 mm, 10 micron particle sizé), mobile phase 0.1%
aqueous TFA/CH;CN linear gradient over 55 min, 60 mL/min]; aralytical HPLC: Polaris C18 column
(4.6 x 250 mm, 3 micron particle size), mobile phase 0.1% aqueous phosphoric acid/CH;CN linear
gradient over 30 min, 1 mL/min, one peak detected by ELS and UV at 220 nm, ty =5.64 (A). another peak
detected by ELS and UV at 220 nm, tg =7.66 (B).



1. Table 1, 2a(A): [6~Ben2y1w5~(4-methoxy—phenyl)—hexahydr0-3a,6,7-triazauazulene~4,8—di0ne]

AN
White solid, m.p (Met-Templl): 108-109°C (uncorrected); [o]p -30.90 (c=0.488, CHCI;, at 20°C); "H
NMR (CDCls, 300 MHz): & = 1.86-2.14 (m, 3H), 2.63 (m, 1H), 3.42 (m, 1H), 3.53 (d, J= 14.1 Hz, 1H),
3.75 (m, 1H), 3.84 (s, 3H), 3.98 (d, J= 14.4 Hz, 1H), 4.56 (s, 1H), 5.46 (m, 1H), 6.80 (br. s, 1H), 6.99 (d,
J= 8.7 Hz, 2H), 7.21 (m, 2H), 7.34 (m, 3H), 7.53 (d, J= 9 Hz, 2H); 5C NMR (CDCls, 75 MHz): 22.88,
29.23, 48.55, 55.73, 57.32, 75.96, 115.11, 128.45, 129.17, 129.83, 130.19, 131.39, 135.36, 160.38,
169.79, 172.57; LCMS (ELSD): 366.1 (M+H"); HRMS: 366.180917 [Calcd for Cy1Ha4N30; 366.181767

(M+H)'].
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Current Oata Parameters

EXPND 50
PROCNO 1

F2 - Acquisition Parameters

o
~
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PULFROG 29p930 T
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2} 0
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Openlynx Report - DS$2-314 LC/MS (ESI) LC with UV at 220 nm and ELSD NASKAR

Comment/ MW:COS/366

Page 13
Vial:1:47
Sample Report (continued):
ELSD 2.0e+006
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(3
N
J NH ]
N
0.34 4.72
[ e I s e Time
. 2.00 3.00 4.00 5.00 6.00 7.00 8.00 5.00
Peak# Time AreaAbs Area% Width Height Mass Found Compound
Ca1Hz3N303
0 Exact Mass: 365.17 ov 6.7e+005
N Mol Wi 365.43 100 ) \
366
4.05
) |
0=y T T T~ T T T T T T T T T Time
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Peak# Time AreaAbs Area % Width Height Mass Found Compound
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0

CoyH23N303
Exact Mass: 365.17
N Mol. Wt 365.43

Openlynx Report — DS2-314 LC/MS (ESI) LC with UV at 220 nm and ELSD NASKAR

Page 14
Comment/ MW:COS/366 Vial:1:47
Sample Report (continued):
MS ES- :TIC @) (3) 1.5e+005
2) 2.31 (5)
100 (1) y
1.3g 1:98 3.14
(5)
3.3
*] W
- \/
0 T T T T T T T T T T T — Time
1.00 2.00 4.00 5.00 €.00 7.00 00 9.00
MS ES- :366 2.8e+003
1004 %732
5|
2.83 9.31
0Ll e e R ST RS 4 Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
PeakID Time MassFound
6 405 366.00 .
(Time: 4.05) Combine (98:103-(94:97+107:109)) 1:MS ES+
100 731.1 3.4e+005
366.1
% 732.3
367.2 733.3
0 T T T T T T T T —m/z
200.00 400.00 600.00 800.00 1000.00
PeakID Time Mass Found
1 1.38
(Time: 1.39) Combine (31:37-(16:19+41:44)) 2:MS ES-
]
100 137.2 2.4e+004
5
1 183.1
0 M I! T T U T T T T m/z
200.00 400.00 §00.00 800.00

1000.00



Openlynx Report - DS2-314 LC/MS (ESI) LC with UV at 220 nm and ELSD NASKAR Page 15

Comment/ MW:COS/366 Vial:1:47
Sample Report (continued):
PeaklD Time Mass Found
2 1899
(Time: 1.99) Combine (46:51-(36:39+52:55)) 2:M5 ES-
100 155.1 1.5e+003
%
184,2237‘1255 \
0 | \1’ ’”r T T T T T T T T — m/z
200.00 400.00 §00.00 800.00 1000.00
PeakiD Time Mass Found
3 23
(Time: 2.31) Combine (55:59-(47:50+61:64)) 2:MS ES-
100 137.2 4.6e+003
% 183.1
iflﬂl.z 257~3j35'3
o1 l ‘rL l T T T [ m/z
200.00 400.00 600.00 800.00 1000.00
PeakID Time Mass Found
4 287
(Time: 2.87) Combine (69:74-(62:65+76:78)) 2:HS ES-
825.0 5.2e+002
100
156.9 918.3
¥ 191.1
[1 227.2 273.0
. 385.5
o |vl‘\dh14[’1uﬁHm{wUm( o SER— e e
200.00 400.00 600.00 800.00 1000.00
PeakID Time Mass Found
5 315
(Time: 3.15) Combine (76:80-(71:74+30:93)) 2:MS ES-
100 137.2 ) . 7.7e+003
5 183.1
188.5 333.8
0 T -\‘ T T LB L B | L R R “qm/z
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Openlynx Report — DS2-314 LC/MS (ES)) LC with UV at 220 nmand ELSD NASKAR Page 16
Comment/MW:COS/366 Vial:1:47

Sample Report (continued):

Peak!D Time Mass Found

6 4.05

(rime: 4.05) Combine (98:103-(94:96+106:109)) 2:M5 ES-
100 137.1 3.4e+003

] 410.1 175.2

364.1 bll'l 50?-3 128.2 ‘/776.2
[ - T T A T T - T L T ——n/z
200.00 400.00 600.00 800.00 1000.00



Aut

N
\

T4,7,0.00%,0.9,52- T F, F) SPEC(Helg ts,
43200 TIC:4972615168 Flags:NORM
HRFAEB

e.50384 Ident:2z 24 o (1,
oSpecETOFFPD FLE+ Voltage Bpl

PED
127

rile Text:Naskax/Morand: 109-30
366.1809

“|100

95

90

85

g0

75

70

€5

60

55

N

—

365.1736

C21H23NsOs
O ExectMass: 365.17
N Mol Wi 365.43

368.3412




Elemental Composition
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" “Acquisition Method: C:\ChromQuestMETHODS\c18shortl 0min.met

Sequence:

C:\ChromQuest\SEQUENCE\hcs2790jzc-129-3-2-9.seq

PR
Area Percent Report Page 1 of 3
Data File: D:\Public\SYSTEM2\DN-109-30.dat
Analyst: System
Sample ID: DN-109-30 Vial: A04 Injection Volume: 10
215 nm, 5 nm
3000 4 DN-109-30 3000
Retention Time s
O\(O 2000 F-2000
N 3 E
NH ‘
0 N \/@ 1000 4 oo . o E1000
o0 W O
E NG e & -
——— w ©
o JE N
0 T T 0
T T T T T . T Ty Aaaas T T T T
0 1 2 3 4 5 6 7 8 ] 10
O\ Minules
400 ___ 2:255nm,5nm L 400
| DN-108-30
2 2004 ﬁ\ r0 2
] E
01 : 0
0 1 2 5 D
Minutes
4 spectrum MaxPlot
ki DN-108-30
30004 E 3000
2 moo—? ‘ ) P20
€ - - E
1000 4 k1000
04 0
g . T T e T T
0 1 2 3 4 5 3 7 8 9 10
Minutes
Instrument Name: System 2 Software Version: 2.51



Area Percent Report
Data File: D:\Public\SYSTEM2\DN-109-30.dat

1.336 72062 0.57
\A% 1.462 65206 0.51
\A% 1.608 68817 0.54
VB 5.636 12351533 96.97
SV 5.983 50137 0.39
\a% 6.263 129708 1.02
\aY%
Totals
12737463 100.00
()
N
N H
N —
\ 7
—
. . /
O\
Instrument Name: System 2 Software Version: 2.51
Acquisition Method: C:\ChromQuest\ WIETHODS\c18short10min.met -
Sequence: C:\ChromQuest\SEQUENCE\bcs2790jze-129-3-2-9.seq




Area Percent Report Page 3 of 3
Data File: D:\Public\SYSTEM2\DN-109-30.dat

2:255nm, S nm

Results (Original)
Name Retention Time Area Area Percent  Integration Codes
5.563 89013 557 VS
5.633 1510406 9443 SV
Totals
1599419 100.00
P
N \
A
o\
Instrument Name: System 2 Software Version: 2.51
Acquisition Method: - C:\ChromQuestMETHODS\c18short! 0min.met

Sequence:

C:\ChromQuest\SEQUENCE\hes2790jzc-129-3-2-9.seq



IIL. Table 1, 2a(B): [6-Benzyl-5-(4-methoxy-phenyl)-hexahydro-3a,6,7- triaza-azulene e-4,8-dione]

o
N
NH
Sede
0

White solid, m.p (Met-Templl): 179-180°C (uncorrected); [a]p -29.959 (¢=0.484, CHCls, at 20°C); '"H
NMR (CDCls, 300MHz): & = 1.92-2.2 (m, 3H), 2.64 (m, 1H), 3.67 (m, 1H), 3.72 (d, ] = 13.2 Hz, 1H),
3.77 (m, 1H), 3.85 (s, 3H), 3.93 (d, J=12.9 Hz, 1H), 4.79 (s, 1H), 5.14 (m, 1H), 6.24 (br. s, 1H), 6.96 (d,
J=9 Hz, 2H), 7.04 (d, J= 9 Hz, 2H), 7.29-7.39 (m, SH); BC NMR (CDCls, 75MHz): 22.80, 27.83, 48.95,
55.72, 58.60, 58.97, 70.91, 114.65, 124.34, 128.62, 129.29, 129.32, 131.07, 132.97, 160.20, 169.09,
171.49; LCMS (ELSD): 366.1 (M+H"); HRMS: 366.180545 [Calcd for CyHyN;O; 366.181767

(M+H)].

Name: D.Naskar
Solvent: COC13
Ambi2nt temperature
INOVA-300 “erpsth

Relax. delay 0.300 sec
Pulse 45.0 degrees

Acg. time 2.557 sec

WidTh 6000.2 Hz

32 repetitions

OBSERVE H1, 238.5818185 MMz
DATA PROCESSING h
Line broadening 0.1 Hz

FT size 53338

Totsl time I min, 41 sac

. TT————a3.8a7

3.741
\_3.507
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Current Datg Parameters
NAME Mar26-2003
EXPNO 50
PROCNO 1

F2 - ACQuisition Parameters

. o s N
INSTAM spect g &N
PROBHD 5 p gyp g =8 I
PULPAOG 2gpg30 T
™ 32765
SOLVENT toc13
NS 24398
0s 2
Shi 18933, 395 H,

FIORES 0.577984
A0 0.8631252 sec
A6 36491
oW 26.400 usec O
DE 4.50 usec
TE 300.0 K NH
D1 0.20000000 sec ;
D11 0.03000000 s=¢ 0
D1z 0.00002000 sec
CHANNEL £1 = =
13C
8.00 usec
-1.00 o5 [
SFO: 75.4777600 Mz °N
= CHANNEL f2

CPOPAER waltz1s
NUC2 1
PCPD2 112.00 usec
PLZ -3.00 g5
PL1Z 17.00 g8
PL13 17.00 ¢8
sFo2 300. 1412008 Mz

F2 - Proc5551ng Rarameters
SI

32788
SF 75.4702330 MHz
HOW EM
SsB 0
LB 3.00 Hz
GB 0
PC 1.40

1D NMR plot Parameters
Cx

25.00

16226.10

cm

m
Hz

-5.000 ppm

135. 708
133.177
132.968
131. 456
131.066

124.337
114.648

77.843
77 .62
77.420
76.996

T 70.907

A%

58.965
5B8.601

.

55.719
4B8.951
48.057

N

——— 27.830
——— 25,003
T— 22802




Current Data Parameters

NAME Mar28-2003
EXPND 50
PROCND 1

F2 - Acquisition Parameters

o ~ -~
o @ (=
1ESTAUM spect R o
FROBHD 5 nm anve  1h < 2 3
PULPROG 2gpg30 T T n
0 32768
SOLVENT coci3 0
NS 24398
0s 2 N
SHH 18939.385 Hz NH
FIDRES 0.577984 Hz {
AQ 0.8651252 sec - o N
A6 36451
oW 28.400 usec
0E 4.50 usec
TE 300.0 K
D1 0.20000000 sec
D1 0.03000000 szc 0
Di2 0.00002000 sec N
= CHANNEL f1
13C
8.00 usec
-1.00 o8
SFO4 75.4777800 MHz
CHANNEL f2
CPOPRG2 Waltz15
NUC2 1H
PCPO2 112.00 usec
PL2 -3.00 g8
PL12 17.00 d8
PL13 47.00 d8
SFo2 300.1412005 MHz
F2 - Processing paramesters
s1 32788
SF 75.4702330 MHz -
WO EM
ss8 0
LB 3.00 Hz
68 0
PC 1.40

10 NMR plot parameters

CX 25.00 cm i
F?M M
Fi 16277.25 Kz

FaP | 147 .810 ppm
18.71470 ppa/cm 200 . . 160 150

HZCH J4.B7897 Hz/cm




©)

C21Ha3N305 :
Exact Mass: 365,17
Mol. Wt.: 365.43 -

\.
\‘V
Openlynx Report — DS2-314 Lc/ms (ESI) LC with UV at 220 nmand ELSD NASKAR Page 9
: Page #:109
Comment / MW:COS/366 Vial:1:46
Sample Report (conﬁnued):
ELSD 2.0e+006
100
%
o 7 - Time
2.00 3.00 4.00 5.00 6.00 7.00 8.00 8.00
Peak# Time AreaAbs Area%  Width Height Mass Found Compound
v 4.2e+005
(6)
100 366
3.74 )
kS
0~ e - - a Time
1.00 2.00 3.00 4.00 5.00 §.00 7.00 8.00 S.00
Peak# Time AreaAbs Area %  Width Height Mass Found Compound
6 375 3.086e+004 100.00  0.560 3.882e+005 366.00 Found
MS ES+ :TIC 1.0e+006
100 (6)
366 )
3 .77’;' !
%

"1
L

(5) /
P




Openlynx Report - DS2-314 LC/MS (ESI) LC with UV at 220 nm and ELSD NASKAR Page 10
Page #:109
Comment/ MW:COS/366 Vial:1:46
Sample Report (continued):
M5 ES- :TIC 3) 1.6e+005
(1) 1)
10070657 o (2) 2:35 (3

1.83 2.66 )
s e s

Time

MS ES- :366 l.le+002
100

PeakID Time Mass Found
4 285
(Time: 2.85) Combine (69:73-(53:66+74:77)) 1:MS ES+
100 388.1 5.4e+004

495.0

— - T ——m/z
200.00 400.00 1000.00

800.00
PeaklD Time Mass Found
5 3.05
(Time: 3.05) Combine (74:79-(65:72482:85)) 1:MS ES+
100 438.0 5.4e+004

— - - —m/z
800.00 1000.00



Openlynx Report ~ DS2-314 LC/MS (ESI) LC with UV at 220 nm and ELSD NASKAR Page 11

Page #:108
Comment/ MW:COS/366 Vial:1:46
Sample Report (continued):
Peak D Time Mass Found
6 377 366.00
(Time: 3.75) Combine (91:96-(83:854102:104)) 1:MS ES+
366.1 2.4e+005

100

w/z
200.00 600.00 800.00 1000.00

PeakID Time Mass Found

0 1 063
N (Time: 0.63) Combine (13:17-(7:10426:29)) 2:MS ES-

NH 100 227.1 3.9e+004
N\/@ 159.1
%
273.0
Ca1H23N303 f l
h [ . — T - ; — T n/z
O_ Exact Mass: 365.17 200.00 400.00 600.00 800.00 1000.00
N Mol Wt 385.43
PeakID Time Mass Found
2 1.83
(Time: 1.83) Combine (42:47-(32:35+50:53)) 2:MS ES-
100 37.1 1.3e+004
5
0 U T g [ T T T —— m/z
200.00 400.00 §00.00 800,00 1000.00
PeakID Time Mass Found
3 235
(Time: 2.35) Combine (55:61-(£5:48+70:73)) 2:MS ES-
100 137.1 1.9e+004
%
183.1
0 T T U T T T T o T T n/z
200.00 400.00 §00.00 800.00 1000.00



Oy
N ’NH

EN@
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o

Openlynx Report -~ DS2-314 LC/MS (ESI) LC with UV at 220 nm and ELSD NASKAR Page 12
Page #:109
Comment / MW:COS/366 Vial:1:46
Sample Report (continued):
PeakID Time Mass Found
5 305
(Time: 3.03) Cowbine (72:77-(65:68+81:B4)) 2:MS ES-
100 £§53.1 4.8e+002
181.1
fh139.1
263.2 297.3 362.1 483.2500.2 528-2 739.5
o uldn‘ru I L 4 ' L 4 ' — . n/z
200.00 400.00 600.00 800.00C 1000.00
PeakID Time Mass Found
6 -377
(Time: 3.75) Combine (90:95-(82:85+101:104)) 2:MS ES-
100 409.9 5.3e+002
% 183.1
1B4.1
39.2 ‘,224.2 364.1 493.1 a0 g 745.§775,2 =
ol M o NI, ' S A — w2
200.00 400.00 600.00 800.00 1000.00
PeakID Time Mass Found
7 391
(Time: 3.91) Combine (94:100—(85:92-{-108:111)) 2:¥S ES-
100 137.1 1.2e+004
%
¢ U T T T LI B T ——m/z
200.00 400.00 600.00 800.00 1000.00



File:50383 Ident:17_27 SMO(L,77) PKD(7,E,7,5.00%10.0,65.00%,F,Fj SPEC (Heights, Centroid) Acq:
AutOSpecETOFFPD FAB+ Voltage BpI:2956672 TIC:5044200960 Flags:NORM

File Text:Naskar/Morand; -109-23 ; HRFaB

1004

95

90

85

g0

75

- S
ul o

o
o
REE T

SRV BT
U o
FERTERRET)

"
o

w
w
L

[
ul o
ol Doy

366.1805

C21H23N303
O. Exact Mass: 365.17
N Mol Wt 365.43

365.1735

367.1836

o

[ )
m o ut o
IR EV T A

384.3936 Il | 365.4171 3663522

387




Elemental Composition

Flle 50383 Ident: 17 27 SMO(l 7) DhD(? 4,7,0.00%,0.0,65.00%,F,F)
e

nT- 2 TIC: 504ﬂ200960 Flags NORM
File TELC Naskarlmorand 109-23 ;7 HRFAB
by €Cercatom Max: Ton: Bot ven and 0dd
Limits:

363.748 5.0 -0.5 0 4
368.392  100.0 10.0 Thees 10000 25 1
Mass $RA Pks std PPM  mDa Calc. Mass DEE ¢ 13c
367.183577 23.9 4.2 1.5 367.185122 11.5 20 1

366.180545 100. 0 ﬂAf} 3.3 1.2 366.181767 11.5 21
-8.9 -3.2 366.177297 12.0 20 1

365 173483 53.8 1.3 0.5 365.173942 12.0 21

364.164626 9.7 4.1 1.5 364.166117 12.5 21
-8.2 -3.0 364.161647 13.0 20 1

Ca1Hp3N303
O. Exact Mass: 365.17
Mol. Wt.: 365.43

wo
w

=
o

W W W LW
[EERERERRE



| IV. Table 1, 2b: [6-Benzyl—5—(4—methylsulfanyl-phenyl)—hexahydro—Sa,6,7—triaza~azulene~4,8—di0ne]

O
N
NH
PRV,
S\

White Solid; m.p (Met-Temp): 178°179°C (uncorrected); "H NMR (CDCl;, 300 MHz): 8= 1.87-1.93 (m,
3H),2.52 (s, 3H), 2.55 (m, 1H), 3.44 (m, 1H), 3.54 (d, J=14.1 Hz, 1H), 3.73 (m, 1H), 3.99 (d, J= 14.1 Hz,
1H), 4.57 (s, 1H), 5.45-5.48 (m, 1H), 6.63 (br. s, 1H), 7.19-7.22 (m, 2H), 7.3-7.35 (m, 5H); 7.53 (d, J= 8.4
Hz, 2H); "C NMR (CDCl;, 75 MHz): 15.98, 22.88, 26.9, 48.53, 57.3, 57.46, 76.13, 127.47, 128.52,

129.04, 129.19, 134.76, 135.09, 140.05, 169.2, 172.5; LCMS (ELSD): 381.9 (M+H"); HRMS: 382.1581
[Calculated for Cy1HyN30,S 382.1589 (M+H)™.

Name: 0.Naskar

Solvent: COCI3 O
Ambient temperature
INDVA—E}]D “ernst" N

H
Relax. delay 0.300 sec N

/
Pulse 45.0 degrees [e) N
Acg. time 2.667 sec
Width 6000.2 Hz
2 repetitions

3

OBSERVE Hl, 289.5318195 MHz
DATA PROCESSING

Line broadening 0.1 Hz

FT7 size 65536

Total time 1 min, 41 sec

-
4
H
2
. ]
g
3o
“ee
i
~
e
A
w ~ =
3 !
=5 NS
d 1355
N NgsE
-
LL BINREN 295 Z
> ] Sg< >
i W W -

[ W
— <
———4.570
-~

el w - - ] ]

1.30 2.40 1.05 0.88  1.11 1.08  0.32 3.08

5.73 0.80 1.00 1.08 1.13 2.87 1.82
L e B e e e e e e T — — T o T T T T
10 g 8 7 6 5 4 3 2



Current Data Parameters

EXPND ET
PROCNO 1

F2 - Acquisition Paraneters

HZCM

B64.143800 Hz/cm

PRB8IER BmE8R 28 ® 28 8
INSTRUM spect g eenNmens DL S ~® &5 o=
PROBHD 5 nm GNP # 2 SESR8RR RRRRR SR g8 2
PULPROG 2gpg30 T T
0 32758 \
SOLVENT cocs
NS 9387
DS 2
SHH 18938.385 Hz
FIDRES 0.577384 Hz
P 0.8554252 sec O\(O
RG 4085
DH 26.400 usec N
OE 4.90 usec NH
TE 300.0 K o [
D1 0.20000000 sec
D14 0.03000000 sec
Di2 0.00002000 sec
CHANNEL f1
NUC1 13
P1 8.00 usec S
PLt -1.00 o8 N
SFO1 75.4777800 MHz
CHANNEL 2 ====s========
CPDPRG2 waltzib
NuC2 H
PCPD2 112.00 usec
pL2 -3.00 g8
PL12 17.00 dB
PLI3 17.00 08
SF02 300.4412005 MHz
F2 - Processing parameters
sI 32768
SF 75.4702330 MHz
WO EM
5S8 0
L8 3.00 Hz
8
PC 1.40
10 NMR plot parameters
cx 25.00 cm me L‘M )
i TPl e ua Py g YAy A “ s\t st Y
F1 16226.10 Hz
Fap -5.000 ppm
e e
LR W s BN A 0 B s e e e e e e e N AR ———
- <RRHEH 200 8.80000 ppn/EB0 160 140 120 100 80 80 40 20 0



AN
Openlynx Report - DS2-314 LC/MS (ESI) LC with UV at 220 nm and ELSD NASKAR Page 1
Page #:131
Comment/ 131/382 Vial:1:56
Sample Report:
¥LSD 2.0e+006
(4)
100 382 | |
4.09 | )‘
* |
\\
[ K
0 R L B B R L B T R SRS T F
N 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
NH Peak# Time AreaAbs Area % Width Height Mass Found Compound
Nl 4 4.09 4.526e+00£ 100.00 0.380 1.847e+00€ 382.00 Found
@ ov 1.9e+006
(3) _
100 382 )
4.01 )
C21H23N30,8 i
S ExectMass: 381.15 i (5)
Mol. Wt.: 381.49 % iy 382
| \ 7.14
e e T —
o T T T T LU T T T T T T T T J'\.“l‘/‘l 1r—rrTi'mE
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
Peak# Time AreaAbs Area % Width Height Mass Found Compound
3 4.02 1.547e+002 17.41  0.280 1.513e+00€ 382.00 Found
5 7.4 5.346e+00% 60.17  2.640 3.051e+005 362.00 Found
6 8.14 1.992e+00% 2242 1.040 2.117e+008
MS ES+ :TIC 1.3e+006
100
%
01‘! T T T T LR TR T e o Time
1.00 2.00 5.00 6.00 7.00 8.00 5.00
MS ES+ :383 5.2e+004
100 (3) -
I
|
|
5 |
|
Oy T TR T e Time
1.00 2.00 3.00 7.00 8.00 9.00




Openlynx Report — DS2-314 LC/MS (ESI) LC with UV at 220 nm and ELSD NASKAR

Page 2
Page #:131
Comment / 131/382 Vial:1:56
Sample Report (continued):
M5 ES- :TIC 9.7e+003
100] 0-08
2.66
0.63 138 1.71 3.03 5.435.67 6.59 ¢ 83,
N M 2.35 8.39
o7 7. 95 8.83 517
0 T L R T T T - Time
1.00 2.00 .00 4.00 5.00 5.00 - 00 8.00 9.00
M5 ES- :381 7.5e+001
100 7.95
£.03 7.35
o 0-06 . 5.51
% 0.79  1.54 411 g 6.39 7.71
: . 8.55
N
NH
0 N 0 T T T T T T e e e Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 .00
d C21H23N3023 ) PeakID Time Mass Found
N Exact Mass: 381 15 3 . 4.01 382.00
Mal. Wt.- (Time: 3.97) Combine (96:102-(92:95+106:105)) 1:MS ES+
.1 381.49
763.1 2.6e+005
100
% 381.9 764.3
765.
176.9 383.0 5.3
0 .] T - T Tt — - T T 4 —— n/z
200.00 400.00 600.00 800.00 1000.00
PeakID Time Mass Found
4 4.09 382.00
(Time: 4.09) Combine (99:104-(97:100+112:114)) 1:M5 ES+
100 763.1 1.5e+005
381.9
5 764.3
383.0 765.3
258.0 4
¢ T —* T T T T U L T i T \:m/ 2
200.00 400.00 §00.00 800.00 1000.00



Openlynx Report-- DS2-314 LC/MS (ESI) LC with UV at 220 nm and ELSD NASKAR

Page 3
- Page #:131
Comment/ 131/382 Vial:1:56
Sample Report (continued):
PeakID Time Mass Found
5 714 382.00
(Time: 7.14) Combine (176:181-(136:139+207: 210)) 1:MS ES+
130.7 1.3e+003
190 150.9
: 200.8 304.9 540.4
00. ’ 611.3 cqq 5 7839 gu . U
938.7
o vu‘tulbl(l\\ﬂh} H\\]w ’\Hh' JLL” ||h’r|||ﬂ .l ! ‘HI }ll ) RENNS w/x
200.00 400.00 €00.00 800.00 1000.00
PeakID Time Mass Found
6 9.4
(Time: 9.14) Combine (226:231-209:212)- 1:MS ES+
100 304.9 4.9e+002
151.3
o 201.0 348, 544.7 873.4
{ 1 217.9 363 1 44407 725.5 870.0928.3 951 5
) MmN ie ol T
P NH o Ml kI kil L] h u‘ L, | |lunl»|\ |»HH| tHH xle lel”

I
/ i
O N\/@ 200.00 £00.00 §00.00

BDD 00

1000. 00
PeakID Time Mass Found
4 409
(Time: 4.05) Combine (99:104-(97:99+111:114)) 2:MS ES-
CaiHasNsO,S 247.4 - 5.6e+002
S Exact Mass: 381.15
Mol. Wt.: 381.49
%
343.1
.0225.4
127.022 9658
0 T L T § H T T T 4 T M T T . T - ]E/Z
200.00 400.00 600.00 800.00 1000.00
PeakID Time Mass Found
5 7.4
(Time: 7.14) Combine (175:180-(136:138+207:209)) 2:MS ES-
260.2 5.0e+002
127.8
S
172.5 253.6 i
—— ——L ; —— [ m/z
200.00 400.00 §00.00

—
800.00 1000.00



~..

§

N Elemental Cbmposition Report

Page 1
Single Mass Analysis
Tolerance = 30.0 PPM / DBE: min =-1.5, max = 50.0
Isotope cluster parameters: Separation = 1.0 Abundance = 1.0%
Monoisotopic Mass, Even Electron lons
1 formula(e) evaluated with 1 results within limits (up to 50 closest results for each mass)
HRMS_080803_01 24 (0.488) AM (Cen,4, 50.00, Ar,5000.0,558.28,0.70,LS 25); Sm (Mn, 2x3.00); Cm (24:28-(2:5+74:100)) 1: TOF MS ES+
382.1581 3.46e4
383.5081
4
218.1335 S84.1827 548.1747 763.3121  826.3256
218.1339258.1250 22 1029} 4561978 5551747 500 pgy7 03312 3238494, 2503 Nesats
]y w a sy M e e A ARy ot S L o\chuad
200 300 400 500 600 700 800 900 1000 1100 1200
Minimum: -1.5
Maximum: 200.0 30.0 50.0
Mass Calc. Mass mDa PEM DBE Score Formula
382.1581  382.1589 -0.8 -2.1 11.5 1 C21 H24 N3 02 S

C21H23N30,S

S\ Exact Mass: 381.15

Mol. Wt.: 381.49



V. Table 1, 2¢: [6-Benzyl-5-(3,4-dimethoxy-phenyl)-hexahydro-3a,6,7-triaza-azulene-4,8-dione]

0
N
NH
e
\
0
O\

White Solid; m.p (Met-Temp): 85°- 86°C (uncorrected); 'H NMR (CDCls, 300 MHz): &= 1.88-1.96 (m,
2H) , 2.09-2.16 (m, 1H), 2.64 (m, 1H), 3.46 (m, 1H), 3.53 (d, J=14.1 Hz, 1H), 3.77 (m, 1H), 3.93 (s, 3H),
3.96 (s, 3H), 4.02 (d, J=14.1 Hz, 1H), 4.56 (s, 1H), 5.43-5.48 (m, 1H), 6.94-6.96 (m, 1H), 7.08 (s, 1H),
7.17-7.23 (m, 3H); 7.30-7.38 (m, 3H); "C NMR (CDCls, 75 MHz): 22.89, 27.78, 49.02, 56.34, 56.46,
57.32, 57.44, 112.18, 117.61, 120.91, 121.22, 125.13, 128.43, 128.94, 129.09, 135.50, 149.92, 169.73,
172.85; LCMS (ESI): 396.1 (M+H"); HRMS: 396.1921 [Calculated for Cy;HysN3O04 396.1923 (M+H)"].

Name: D.Naskar
Solvent: CDC13
Ambient temperature

INOVA-300 ‘*“zeeman" CHb G Do —H® ~ <~
EEEEEETSN =S 23
-
Relax. delay 0.300 sec L o i e . ‘ol
Pulse 45.0 degrees feeanoepa i a9
Acg. time 2.667 sec N . K k
Width 5889.7 Hz NH @
32 repetitions .
OBSERVE H1, 300.4517140 "MHz O N
DATA PROCESSING
Line broadening 0.1 Hz
FT size 32768
Total time 1 min, 41 sec
AN ,
0
O,
AN
('Jn—(v'*
-z 2T ESE
[N Nea® 4%
@ L - -
o R -
™~ g:ll)
A
T
Ml
L et bped - e ]
3.831.11 1.00 8.11 2 1.11 57
2.802.61 0.99 4 2.687 1.36
R T T T

10 g 8 7 3 S 4 3 2 ppm



Current Data Parameters

EXPNO 210
PROCNO 1

F2 - Acquisition Parameters

ppm

149.929
149.837
149.383
128.668
128.435
125.130
i21.229
120.911
117.615
112.180
111.967
i11.749
111.559
110.004
108.944

77.875

77.6514

—

INSTRUM spect

PROBHO S mm GNP H

PULPROG 2gpg30

0 32788

SOLVENT coci3

NS 24998

0s 2

ShH 18839.395 Hz

FIDRES 0.5773984 Hz

AB 0.8851232 sec

RG B502

OwW 26.400 usec

DE 4.50 ussc

TE 300.0 K

01 0.20900000 s&c

D1t 0.03000000 sec

Di2 0.00002000 sec
CHANNEL §1

NUC1 130

P1 8.00 usec

PLY -1.00 g8

5FO01 75.4777800 MHz
CHANNEL {2

CPDPRG2 wzltzi6

Nucz2 1H

PCPOZ2 112.00 usec

PL2 -3.00 ¢B

PLi2 17.00 dB

PL13 17.00 dB

SFO2 300.1442008 MHz

F2 - Processing parameters

81 32768

SF 75.4702330 MHz
WOW EM

Ss8 o}

LB 3.00 Hz
GB 0

PC 1.40

10 NMR plot parameters
CXx 25.00 cm

=
F1 16226.10 Hz
Fap

2.278

Fa
=

v

HZCM 664.13800 Hz/cm




N

C22H25N304
Exact Mass: 395.18
Mol. Wt.: 395.45

Openlynx Report -DS3-314 LC/MS (ESI) #2 Flow Injection- NASKAR

Page 2
i Page #:126
Comment/ MW :cos/396 Vial:1:93
Sample Report (continued):
ELSD (4) 2.0e+006
100~ 3.82
-]
) (11)
9.52
A
L — — — —— — B ——— ——r——— Time
2.00 4.00 6.00 8.00 10.00
Peak # Compd Time AreaAbs Area%Total Width Height Mass Found
1 0.39 6.171e+002 020 0.190 7.751e+002
2 3.10 9.551e+002 032 0170 1.450e+004
4 3.82 2.877e+008 9548  0.670 1.950e+00€
5 5.20 1.303e+002 0.43  0.170 2.076e+004
8 7.78 1.946e+002 0.85 0.280 2.897e+004
11 9.52 5.704e+002 1.89  0.220 9.622e+004
{4) 2.0e+006
100- 3.79
.
{3)
3.25
0 T T T T T T T T T 7 Time
2.00 4.00 6.00 B8.00 10.00
Peak # Compd Time AreaAbs Area %Total Width Height Mass Found
3 3.25 4.913e+004 10.33 2750 9.020e+004
4 3.79 2.637e+005 55.41  0.760 1.896e+00€
6 574 1.984e+004 417 1240 3.629e+004
7 6.65 1.388e+004 292 0.590 3.928e+004
9 8.26 6.365e+004 13.38  1.530 5.451e+004
10 8.77 3.393e+004 743 0.730 9.229e+004



EN

CoaHasN304
Exact Mass: 395.18
Mol. Wt.: 395.45

Openlynx Report -DS3-314 LC/MS (ESI) #2 Flow Injection- NASKAR

Page 4
Page #1126
Comment / MW:cos/386 Vial:1:93
Sample Report (continued):
Mass Found Compound
4: Combine (87:90) 1:MS ES+
100 35?,1 3.3e+005
%
397.3 791.2
. 398.3 792.
258.1 }06 1 9 2.3
[ S— e} — . . - —m/z
200.00 400.00 600.00 800.00 1000.00
Mass Found Compound
5: Combine (118:121) 1:MS ES+
100 1.1e+003
356.1
%
39,9 °02-1555.6
4
fé'o'ﬂ 578.4628.2 689.2 760.3 856
0 \(,M,I‘lmm.‘.l.ul[ w by G 0 T A 6-% .
LN T U v T —— m/z
400.00 §00.00 800.00 1000.00
Mass Found Compound
§: Combine (131:133) 1:MS ES+
100 135-1 1.5e+003
143.89
% 336.0 468.4
194.4 227 .0 308.1 396.1 563.3 )
365.5 I 584.3  g72.5
; 528.3 729.1
i hiig ] ’#ll‘htw‘m Ll o b b 5 Lo 1, 804.6 881.7 .
o T E R A R R | o T T T m/z
200.00 400.00 600.00 800.60 1000.00



\

Ca2H25N30,
Exact Mass: 395.18
Mol. Wt.: 395.45

Openlynx Report-DS3-314 LC/MS (ESI) #2 Flow Injection- NASKAR Page 7
Page #:126
Comment/ MW:cos/396 Vial:1:93
Sample Report (continued):
Mass Found Compound
2: Combine (69:72) 2:MS ES-
2.6e+003
02g1.3
L "t L T 1/ z
400.00 €00.00 800.00 1000.00
Mass Found Compound
3: Combine (73:75) 2:MS ES-
100 136.9 2.9e+003
%
L5z 179 3
244.1
o ﬁ ?99 .3
o e T T T B U T T T m/z
200.00 400.00 600.00 800.00 1000 00
Mass Found Compound
4: Combine (86:89) 2:MS ES-
100 136.9 440.1 3.5e+003
384.2
%
441.3
147.2199.1 50,2 789.2 835.2
302.4 442.3 4 B37.
o ity g o T2 \ .J{V\.A!‘ /‘9 '4, - — ,Ls.l, ———m/z
200.00 400.00 600.00 800.00 1000.00



Elemental Composition Report -

Page 1
Single Mass Analysis
Tolerance =30.0 PPM / DBE: min =-1.5, max = 50.0
Isotope cluster parameters: Separation = 1.0 Abundance = 1.0%
Monoisotopic Mass, Even Electron lons
1 formula(e) evaluated with 1 results within limits (up to 50 closest resulis for each mass)
HRIMS_080803_06 26 (0.536) AM (Cen,4, 50.00, Ar,5000.0,556.28,0.70,LS 25); Sm (Mn, 2x3.00); Cm (26:32-(2:6+47:56)) 1: TOF MS ES+
100- 398.1921 7.87e3
%!
397.1989
1 25,1247 306.1358 (397.5747 ,
2301283 | | 470.2280562.2032717.3190  791.3g3g  B65.4232 957-8074 .55 058612085178
G S S Ly S L L s L s R e e e e v e
200 300 400 500 600 700 g0 o 1000 1200
Minimum: -1.5
Macimum: 200.0 30.0 50.0
Mass Calc. Mass mDa PPM DEE Score Formula
396.1921  396.1923 -0.3 -0.56 11.5 i €22 H26 N3 04
v
N
NH
0
AN
0 CoaHasN304

Exact Mass: 395.18
OL Mol Wi:395.45



VI. Table 1, 2d: [S-Benzo[b]thiophen-2-yl-6-benzyl--hexahydro-3a,6,7-triaza-azulene-4,8-dione}

() p

YW
eV
SN

White Solid; m.p (Met-Temp): 223°-224°C (uncorrected); 'H NMR (CDCls, 300 MHz): 8= 1.88-1.96 (m,
2H), 2.1-2.17 (m, 1H), 2.61 (m, 1H), 3.40-3.44 (m, 1H), 3.67-3.78 (m, 2H), 4.22 (d, J=14.1 Hz, 1H), 5.06
(s, 1H), 5.44-5.48 (m, 1H), 6.88 (br. s, 1H), 7.29-7.41 (m, 7H), 7.60 (s, 1H), 7.80-7.87 (m, 2H); "C NMR
(CDCls, 75 MHz): 22.89, 26.80, 48.58, 57.24, 57.66, 72.72, 122.85, 125.06, 125.23, 125.42, 125.58,
128.90, 129.01, 129.33, 134.77, 139.47, 140.13, 140.73, 168.5, 172.8; LCMS (ELSD): 392.1 (M+H");

HRMS: 392.148332 [Calculated for CoH»N;0,S 392.148874 (M+H)'].

Name: D.Naskar
Solvent: COC13
Ambient temperature
INOVA-300 “zzeman"

. Relax. .delay 0.300 sec
Pulse 45.0 degrees
Acg. time 2.867 sec
Width 5893.7 Hz
32 repetitions
OBSERVE H1, 300.4517140 MHz
DATA PROCESSING
Line broadening 0.1 Hz
FT size 32768
Total time L min, 41 sec

5.061

5.446

H
G
-
[o-]
~
-
wi
=
Gy —|
~n
H

ppm



Current Data Parameters

EXPNO 150
PROCND 1

F2 - Acquisition Parameters

vmmm«momgmmmmmmmmo mmmmv:\r\vmmmmm QT Mo~

InsTRUN sect £ TOSSERANSEIRYGELLE SE8YER=SREIRET EFER
PROBHD 5 mm GNP 1H S SSRB83g2e888LLUgs sy RRRRREZBEEsITS T8N
PULPROB 2gpg30 T il T T 7o s
T0 32768 ‘\ \ // |
SOLVENT coci3 S
NS 25000 ’ '
0s . 2
SKH 1B933.395 Hz
FIDRES 0.577984 Hz
AQ 0.8531252 sec
RG 6502
DH 26.400 usec O
DE 4.50 usec .
TE 300.0 K N
Di 0.20000000 sec ,NH
D11 0.03000000 sec 0 N\/@
Di2 0.00002000 sec . .

CHANNEL 1 STN
NUC3 13C
P1 8.00 usec
PLY -1.00 08 -
SFO1 75.4777800 MHz

CHANNEL 2
CPDPRG2 weltz16
NuC2 iH
PCPO2 112.00 usec
PL2 -3.00 dB
PL12 17.00 dB
PL13 17.00 o8
SFo2 300.1412008 MHz
F2 - Processing paranmeters
SI 32788
SF 75.4702330 MHz
HOW EM
SSB 0
LB 3.00 Hz
GB 0
PC 1.40
1D NMR plot parameters
CX 25.00 cm .
PPty Asaas i) A st - u«m«w . s gk s
F1 16225. 10 Hz
F2pP -5.000 ppm
Fe———— .:7',,,:”.1_'_.,A..[,'.I. : . - — .
fajcgld B.B0000 ppn/iBO -+ 13y 1 160 140 120 100 80 60 40 20
HZCH 364.13800 Hz/cm




N

0
STN

(0]
NH
O
C22H21N3025

Exact Mass: 391.1
Mol. Wt.: 391.49

Openlynx Report -DS3-314 LC/MS (ESI) #2 Flow Injection- NASKAR

Page 2
_ Page #:96
Comment / MW:COS/382 Vial:1:60
Sample Report (continued):
ELSD (5) 2.0e+006
100+ 4.95
-]
O ; —— s - — - ——r - —— Time
4 2.00 4.00 €.00 8.00 10.00
Peak # Compd Time AreaAbs Area %Total Width Height Mass Found
1 0.39 7.424e+002 017  0.300 7.457e+002
4 4.51 2.119e+002 0.05 0.240 2.131e+002
5 4.95 4.418e+00% 89.47 0780 1.915e+00€
6 5.44 8.006e+002 0.18 0260 8.165e¢+003
7 5.75 2.615e+002 0.06 0.220 4.531e+002
8 6.44 1.521e+002 0.03 0.230 1.602e+003
ju's (5) 2.0e+006
100 424
%
(L
0.41
=== T T T T T T T T T T — Time
2.00 4.00 6.00 §.00 10.00
Peak # Compd Time AreaAbs Area %Total Width Height Mass Found
1 0.41 9.671e+002 1.54 0370 9.980e+004
2 0.58 1.237e+004 1.97 0410 3.717e+004
3 1.32 1.065e+004 170 0.460 2.602e+004
5 494 5.502e+00% 87.61  4.660 1.877e+00€
9 6.67 1.791e+004 2.85 0.930 3.485e+004
10 8.65 2.377e+004 378  0.870 6.010e+004



CazHp1N30,8
Exact Mass: 391.14
Mol. Wt.: 391.48

Openlynx Report -DS3-314 LC/MS (ESI) #2 Flow Injection- NASKAR

Page 4

Page #:96
Comment /MW :C0S/392 Vial:1:60
Sample Report (continued):
Mass Found Compound
4: Combine (102:105) 1:MS ES+
304.1 1.5e+003
258.1
445.6
r|305.2
- 542.3
392.2  |446.7 s 861.8890.2
4 S s ewra 9 W % 971.0
A 4. - . 891.2 .
L] 1.;Jf,mLriw.mwmm Wil v ||Lh T A A DT | .
P ey I e e e s e e e B T ——m/z
400.00 600.00 800.00 1000.00
Mass Found Compound
5: Combine (113:116) 1:M8 ES+
100 352.1 4.9e+005
5 783.1
353.2 784.1
v
140.0 258.1 377'§ [ 266.1 785.1
T T T T~ T T i n/z
200.00 400.00 600.00 800.00 1000.00
Mass Found Compound
6: Combine (124:126) 1:MS5 ES+
4
100 425.1 4.3e+004
% 254.1 318.0
426.2
1200 392.1
. 427.
2182 | L3201 ‘ 553.5 §19.1
0Lt e = - L —t — — — /2
200.00 400.00 §00.00 800.00 1000.00



Openlynx Report -DS3-314 LC/MS (ESI) #2 Fiow Injection- NASKAR Page 7

i Page #:96
i Comment / MW:COS/392 Vial:1:60
i
i
|
i
| Sample Report (continued):
|
: Mass Found Compound
i 3: Combine (28:31) 2:MS ES-
i 2.8e+002
i
NH 308.1 5e0 o 424.1 461.1 518.3 675.0 . 8770 o1
N ‘ [ ! r ( ( 628.1 *P9s3.0 841.4 Y 956.2981.9
sl gl bl £ow s TR S T T U e
400.00 §00.00 800.00 1000.00
Mass Found Compound
CooH21N3025
Exact Mass: 391.14 4: combine (102:105) 2:MS ES-
Mol. Wt.: 391.49 100, AL47.0 6.1e+002
% |
: 389.8 50)3[.1 55]5_5 ;08.1553_1 741.4 811.6 §51.s
o Ligh} el ! I \‘Ll‘(]lwv‘.mH:dlfmlwlvjluhr\ulw‘ﬂ g oy .|r|‘ L wli ) S I ST
200.00 400.00 §00.00 800.00 1000.00
Mass Found Compound
5: Combine (112:115) 2:MS ES-
1 1.3e+0
100 350.1 3e+004
% 436.1 781.1
;39.1 782.1
291.1
145.2 1150 £35.2 92?.1
U B LT SIEA | —— — —— m/z
200.00 £00.00 §00.00 800.00 1000.00



7723719388

26:85

4728132

Elementz] Composition

File:50793 Ident:17_27 SMO(1,7) FED(7,4,7,0.00%,0.0,65.00%,F,F)

2

TOFFPD FARE+ Vol

Limits:

300.657
386.278

Masg

353.145234

391.134406

320.127664

¥RAE Pks

(i

27.
3£2.142332 100.0

40.
9.

4

0
6

.0
10 ~T1kkg(—
Std PPM wmDa Cales. Muce
3.5 1.4 393.146629
2.4 0.9 392.14327¢
SETUTTESTS SR LIEhuT T
2.7 1.0  391.13544%
-5.8 -3.¢ 381,130970
-0.1 0.0 39D.127674
()
N
/NH
) N -
N\ /
STN
CaaH21N30,8
Exact Mass: 381.14
Mol. Wt.: 381.49
-1 -
472815

tage Bpl:2630976 TIC:58808972680 Flags:NORL
i 8675 HRFAR
lon: Both Even and 0dd

-0.5 0 0
50.0 °0 1
DDE c  13c
1
1
1

WL

Z

LWL WL W

[l

RN

<

[NENFNENTNENY

@

B R e e

P.B3



. . = ’ x’ ’ - "p y ’ = = = - ne
y [ 9

5= 0.72 (m, 2H),
1 300 ME2): 6= 0.72 (m

): 185% 186°C (uncorrected); H NMR 41D 268 (110, 3.39-3.43 (m.
White Solid; m.p (I\feg;f 66 (m, 4H), 1.84-2.04 (m, 3H), 26.1635—2(.3r (Sl o, 268 (o, 1D, 3393, fo?
1ED, 375339 (o 110, 439 (& LH), 5.45-5.5 (m, 1H), 6.65 (br. s, 6.09, 48.42, 57.14. 60.37, 126,
1H), 3.75-3.79 (m, 1H), 4?23(556 03) 26.74,26.91, 31.34, 31.43, 3841.)9-43:4422 iy AR
e e 138.32, 169.68, 172.73; LCMS (ESI): 342. HRM
28.66, 120.07, 129.36, 129.59, e
[ICalculated for CyoHpsN30, 342.2182 (M+H)

Name: p, Naskar
Solvent: cocia
Ambient temperature

INGVA—sOU “zeemann
Relax,
Pulse 45
ACq. time 2.

Width 5985.7 hy

32 repetitions

0BSERVE H1, 300.4517140 MHz
DATA PRUCESSING
Line b

roadening 0.1 Hz O
© FT size 32788
Total time 1 min, 41 sg¢ N




Current Data Parametens

EXPNO 10
PROCND 1

F2 - Acquisition Parameters

INSTRUM spect
PROBHD S5 mm ONP 1R
PULPROG 29pg30

0 32768
SOLVENT coc13

NS 24398

0s 2

SWH 18932.395 Mz
FIDRES 0.577%84 Hz
AQ 0.8851252 sac
RG 3648, 1

DW 26.400 usec
DE 4.50 usec
TE 300.0 k
D1 0.20000000 sec
Dit 0.03000000 sec
bi2 0.00002000 sec

= CHANNEL 74
13C
8.00 usec

-1.00 g3

SFO1 75.4777800 MHz
CHANNEL f2
CPDPRG2 waltz1g
NuC2 1H
PCPD2 112.00 usec
PL2 -3.00 g8
PL12 17.00 dB
PL13 17.00 o8
SFo2 300.1412005 M4z

F2 - Processing parameters
SI 32788

SF 75.4702330 MHz
WOW M
§S8 0
Le 3.00 Hz
G8 4

. PC 1.40

10 NMR plat Perameters
24 25.00 cp

1 i m
Fi 16225.10 Hz
F2pP -5.000 ppm

el :

HzCH

"\ 8.80000 pEm /R0
564.13800 Hz/cn

ppm
164.713

138.320
134.559
129.59¢0

129.071
128.913
12B.663
126.000

77.851

/— 77.6

33

m o
[l
< 3
~ o~
~ N

=3
m
~
[te)
©

60.374
58.716
—— 57.146
__— 51.839
46.095

-

26.919
26.743
26.227
26.037
25.931

20




g

N\

Openlynx Report -DS3-314 LC/MS (ESI) #2 Flow Injection- NASKAR

Page 2
Page #:146
Comment/ MW:COS/342 Vial:1:47
Sample Report (continued):
ELSD (4) 2.0e+006
100- 4.82
%
S
N )
INH
0 N\/O 0 S —— ey — T Time
2.00 4.00 6.00 8.00 10.00
Peak # Compd Time AreaAbs Area %Total Width Height Mass Found
1 2.34 1.123e+002 020 1.130 1.703e+002
3 4.21 1.288e+002 0.23  0.620 3.963e+002
4 4.82 5.510e+00% 98.36  0.830 1.934e+00€
CogHa7N3045 5 5.31 1.773e+003 0.32  0.240 1.531e+004
Exact Mass: 341.21 6 5.79 2.586+002 046 0280  2.905e+004
Mol. Wt : 341.45 8 8.13 1.181e+002 021 0.9860 2.045e+002
ov (4) 2.0e+006
100- 4.88
5]
o= T T T T ] T ™ T ——— Time
2.00 4.00 6.00 8.00 10.00
Peak # Compd Time AreaAbs Area %Total Width Height Mass Found
2 _ 3.88 8.129e+004 12.01  3.280 3.852e+004
4 4.88 4.907e+005 72.49  1.300 1.877e+00€
6 5.74 3.038e+004 4.49  0.860 5.077e+004
7 6.74 1.390e+004 205 0.760 3.332e+004
8 8.10 1.330e+004 1.6 0.680 2.907e+004
9 8.62 2.057e+004 3.04 0.710 6.656e+004



Y.
/'f NH
CopHa7N30,

Exact Mass: 341.21
Mol. Wt.: 341.45

Openlynx Report -DS3-314 LC/MS (ESI) #2 Flow Injection- NASKAR Page 4
Page #:146
Comment/ MW:COS/342 Vial1:47
Sample Report (continued):
Mass Found Compound
4: Combine (110:113) 1:MS ES+
100 342. 5.3e+005
K 683.3
327.2 [3%3:3 684.4°
344.3 _685.4
Ot T T e A s T T T ——— /2
200.00 400.00 §00.00 800.00 1000.00
Mass Found Compound
5: Combine (121:123) 1:MS ES+
100 416.2 2.3e+004
342.2
%
417.3 638.3
343.3 639.3
141.8 265.9 3273 | 475.1527-2 P
oLt by N SR U FITES Y T I ' . e -
200.00 400.00 €00.00 800.00 1000.00
Mass Found Compound
6: Combine (131:133) 1:MS ES+
100 342.2 7.1e+003
%
220.1
120.2 327.9 [343-3 S06.3
221.2 -2
160.0] 63.5 |
,( i ‘ Ll -rélé.ﬂ 1/507'2
-l a‘mm‘«u‘u. arb b bk e sl LTI A : — —— /2
200.00 400,00 600.00 800.00 1000.00



Openlynx Report -DS3-314 LC/MS (ESI) #2 Flow Injection- NASKAR

Page 7
Page #:146
Comment/ MW:COS8/342 Vial:1:47
Sample Report (continued):
Mass Found Compound
4: Combine (109:112) 2:MS ES-
100 525.1 5.8e+003
' %
i 530.2
131.1 ’
191.0 340.2 385 2 531.2
o i 230.1 A A ¢ . 679.3
L e e A — — 7 T —r— m/z
200.00 400.00 §00.00 800.00 1000.00
Mass Found Compound
o 5: Combine (120:123) 2:M5 ES-
100 529.2 1.9e+003
N
NH
N\/Q
*] 525.2(330-2
173.1 248.4 531.2
325.2 7 598.3
- 406.3
C20H27N302 it "".‘Jkl.n\\!t‘\i(\yh e b vy - 45?;0 — n (‘ /64%'3‘ — . n/z
Exact Mass: 341.21 200.00 400.00 600.00 800.00 1000.00
Mol. Wt.: 341.45
Mass Found Compound
| 6: Combine (130:133) 2:¥S ES-
100 147.0 §.59e+002
529.2
325.2
530.2
326.4 518.5
419.4 N1 51 667.0  745.4  831.3  905.3 960.2
I AT YR YR M Y AN MR R S i-hiniy
400.00 §00.00 800.00 1000.00




Elemental Composition Report A Page 1

Single Mass Analysis
Tolerance = 30.0 PPM / DBE: min =-1.5, max = 50.0
Isotope cluster parameters: Separation = 1.0 Abundance = 1.0%

Monoisotopic Mass, Even Electron lons
1 formula(e) evaluated with 1 results within limits (up to 50 closest results for each mass)

HRMS_080803_02 25 (0.504) AM (Cen,4, 50.00, Ar,5000.0,556.28,0.70,LS 25); S (Mn, 2x3.00); Cm (25:30-(2:5+54:57)) 1: TOF MS ES+
100 342.2172 4.4564
%~
1 343.4924
- /
] 327.2091 [344.2263
. 216.1033 T ateosgl SPT2B78  BBBASIT ygy g5yg B2B.3583 883.9339 40 pnos 986075
R B L S L e R B R L R LA RN R R A Ry SER R s Raa s ey s R R
200 300 400 500 600 700 800 900 1000 1100 1200
Minimum: -1.5
Maszimum: 200.0  30.0 50.0
Mass Calc. Mass mDa PPM DBE Score Formula
342.2172  342.2182 -1.0 -2.8 8.5 1 C20 H28 N3 02
]
Oy
N
,NH
0
CapH27N30;

Exact Mass: 341.21
Mol. Wt.: 341.45



VIIL Table 1, 2f: [6-Cyclohexylmethyl-5-(4-methoxy-phenyl)-hexahydro-3a,6,7-triaza-azulene-4,8-
dione]

Whit\e Solid; m.p (Met-Temp): 90°-91°C (uncorrected); '"H NMR (CDCls, 300 MHz): 6= 0.66-0.78 (m,

2H), 1.05-1.23 (m, 3H),1.45-1.50 (m, 2H), 1.57-1.66 (m, 2}1),“1.83—1.99 (m: SIjI), 2;1§-Zfi4(r(r: ?E;
2.36-2.44 (m, 2H), 2.65-2.71 (m, 1H), 3.37-3.45 (m, 1H), 3.71—3.79q(m, 1H),_3.83 (;,I; 2)1,_1 -')13(; ’NMIi
5.42-5.47 (m, 1H), 6.45 (br. s, 1H), 6.91 (d, J= 8.7 Hz, 2H), 735 (d, J = 8;)7 *Z%7 5); o
(CDCls,75MHz ): 22.91, 25.71, 25.95, 26.75, 26.92, 31.37, ﬁ31.48, 34.95, 48..4~, 531. I\;I+H.+ : ’HRMST
60.35, 114.77, 129.74, 130.40, 133.21, 160.15, 169.96, 172.73: LCMS (ELSD): 372.1 ( ); :

4
372.228179 [Calculated for CyH3oN;O5 372.228717 (M+H) ].

Name: 0.Maskar
Solvent: CDC13
Ambient temperature
INOVA-300 ‘“ernst"

© Relax. delay 0.300 sec

Pulse 45.0 degrees o
Acg. time 2.667 sec

Vidth 6000.2 Hz

32 repetitions N
0BSERVE H1

, 299.5918185 MHz
DATA PROCESSING NH

;
Line broadening 0.1 Hz
FT size 5535 0 N
© Total time 1 min, 41 sec

S <

2 ST
[ I B
N o
R RN R R}
~ - ™ e

]

7

7
1/—

A

5.466
4.335

Y
\,
AN
T
‘__“_L__j_?nag
- Y

439
5.422

.A453
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Current Data Parameters

EXPNO 70
PROCND 1

F2 - Acquisition Parameters

[=; N {n} m ~M~@om =1} mgovr\l\moommmv«mmmmmmmommm
e spect Re = SEARE R SESRERC SLYNReRREEGRAERES
FRED S 0w ¥g 8 fEsRE = RRRREEEBGERBTISSmnegrnEsogggy
PULPROG 2g9pg30
i 32788 | ‘\\\ ‘\ S \
SOLVENT cocl3 ( \\ ’// ’
NS 25000 i S } !
DS 2
SHH 1B338.395 Hz
FIDRES 0.57788¢ Hz -
A0 0.8851252 sec
ARG 4088
oW 25.400 usec O\(O
DE 4.50 usec
TE 300.0 K : N
D1 0.20000000 sec NH
011 . 0.03000000 sec o N
D12 0.00002000 sec
CHANNEL 1
13C
8.00 usec
-1.00 o8
SFO1 75.4777800 MHz O
AN
CHANNEL {2 ==
CPDPAG2 wsltz16
Nuc2 1H
PCPO2 442.00 usec
PL2 -3.00 d8
PL12 17.00 d8
PL43 17.00 d8
SFO2 300. 1412008 Mz
F2 - Processing parameters
sI 327868
SF 75.4702330 MHz
WOH &M [
ss58 0 J
L8 3.00 Hz
68 0 |
. PC 1.40
10 NMR plot parameters
cX 25.00 cn L
i M RIS - - - v \ - e W Npretangs
Fi 1622510 Hz
Fap 15.000 ppm
Fh.‘_‘.izz.,i:.u,‘.,“‘.l...,‘_ e e e e .
Bt 18.00000 ppr/cm 1 50 160 140 120 100 80 80 40 20
HZCH 33.76184 Hz/cm




D
<
Openlynx Report -- DS2-314 LC/MS (ESI) LC with UV at 220 nm and ELSD NASKAR Page 1
' Page #:108
Comment/ MW:COS/371 ~ =" Viali1:44
Sample Report:
I
ELSD 2.0e+006
100 4.22
%
0= R R T A I B T T T T T T Time
0 1.00 2.00 3.00 4.00 5.00 5.00 7.00 8.00 5.00
Peak# Time AreaAbs Area % Width Height Mass Found Compound
N
NH o 1.5e+005
N (7) _
\/O 1009 371
] 4.22 !'1
1w
Ca1HagN303 % 0.50 ] \
Exact Mass: 371.22 ]
O\ Mol. Wt.: 371.47 ]
0= USRAREE ERERS| T T T T T T T T T Time
1.00 2.00 3.00 4.00 5.00 §.00 7.00 8.00 9.00
Peak# Time AreaAbs Area % Width Height Mass Found Compound  _ S
1 051 1.696e+002 17.07  0.220 1.874e+004
7 423 8.236e+002 82.83  0.300 9.616e+004 371.00 Found
B MS ES+ :TIC B.9e+005
! (7)
; 100 371—‘;
! 4.21
| ) /| ©
4 8
,’ \ 8.73
N\ .
o AN B S B T T T T T UL AN L S —— Time
1.00 2.00 3.00 4.00 5.00 §.00 7.00 8.00 2.00
M5 ES+ :372 3.1e+005
(7)
100 3717}‘
421
I
% I
1
B!
Oy T T T n T T T IR EEEmE e T Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 £.00



0]

Openlynx Report ~ DS2-314 LC/MS (ESI) LC with UV at 220 nm and ELSD NASKAR

Page 2

. Page #:108
. Comment/ MW:COS/371 Vial:1:44
Sample Report (continued):
S ES- :TIC 5.3e+004
(2 _
07 0707 g7 @ )
(3) 3.073-31
2.07
@ ( )Q/ (6)
% 1.18 [\ 3. 66
M WAV
o ; ; ey e e mat e S S e e e Time
1.00 2.00 3.00 4.00 5.00 £.00 ,7.00 8.00 9.
MS ES- :371 . 1.7e+002
100 7.91
Of :
N i 3.35
5 0.75
NH 0.26 3.27 ) 3.71 9.23
N 11
1.501.95 4.11/(4,31 7.03 7'A67 .12
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 s.00
C21H2gN303
Exact Mass: 371.22
O\ Mol. Wt.: 371.47
. PeakID Time Mass Found
1 051
(Time: 0.51) Combine (10:15-(7:9+17:20)) 1:MS ES+
100 680.6 1.9e+003
112.7 201.1 276.1
389.4 426.5 650.
Ill 1 ]Uﬁ | b’i 2% 17 538.0 952.3
oMLy bl |I‘1.H. “ly . . \.ll ] —t— : I..“wjm/z
200.00 400.00 §00.00 800.00 1000.00
PeakID Time Mass Found
7 421 371.00
(Time: 4.21) Combine (102:107-(98:101+111:114)) 1:MS ES+
100 372.1 1.6e+005
i 743.2
5 264.2
373.2 744.4
265.3 _745.4
0— —T— T T g ™ U T —T T — m/z
200.00 400.00 600.00 800.00 1000.00



Ca1HeN305
Exact Mass: 371.22
O Mol Wi 371.47

Openlynx Report - DS2-314 LC/MS (ESJ) LC with UV at 220 nm and ELSD NASKAR Page 4

- Page #:108
Comment/MW:COS/371 Vial:1:44
Sample Report (continued):
PeakID Time Mass Found
4 307
(Time: 3.07) Combine (73:78-(69:72+81:84)) 2:MS ES-
100+ 163.2 7.8e+002
120.7
254.6
[ 204.1
1l ’unlx ! x(
’ T T T T T T T T T —m/z
200.00 400.00 €00.00 800.00 1000.00
PeakID Time Mass Found
5 33 .
(Time: 3.31) Combine (79:85-(76:79+87:530)) 2:MS ES-
100 711.2 4.9e+002
183.1
%
493.1
| 186.7 284.5 3473 37, 831.2
0!||||H||[(rl [ 1L I
T T T T T T T —r— m/z
200.00 400.00 €00.00 800.00 1000.00
PeakID Time Mass Found
6 3.55
{Time: 3.55) Combine (85:90-(82:85+58:101)) 2:MS ES-
100 183.1 3.6e+002
565.1
S
120.6 s
( 219.1 258-054, 7384.5 548.% 3674
J“ll'l‘l”!lh‘”[(! ( N
T T T T T T T T T — m/z
200.00 £00.00 600.00 800.00 1000.00
PeakID Time Mass Found
7 421
(Time: 4.23) Combime (102:107-(98:101+111:113)) 2:¥S ES-
10 333.1 -9.1e+001
150.1 .., ¢ £14.2
5 379.0 _431. 55 20.0 757.3
e Fil N 437 ? ] rs 75 = 548.9.965.0
1 . .
N J![ \IHW Lol »H I wlh l/h. [l ‘lv II|H {rsllll 1T m/z

200 00 400 00 GOD 00

EUO 00 1000.00



B 1T 217 _ SMO (T, PRD(7,4,77,0- 0.0, -UU%, F,F) SPEC Heig
AULOSpPecETOFFPD FaB+ Voltage BpI:16470016 TIC:546794393¢ Flags:NORM

File Text:Naskar/Morand; 108-35 ; HRFnB
100

372.2282

70 C21H29N305
Exact Mass: 371.22
Mol. WE.: 371.47

65 SN

370.2135




File:50381 Ident: 17 77 SMO(l 7)
:Naskar [Morqnd

ile Tex
Hetero

Limits:
369.578 5.0
374.773 100.0
Mass *¥RA Pks std

373.231130 23.2
372.228178 100.0(w +H
371721042 44.2

370.213479 11.4

N

Elemental Composition

PXD(7,4,7,0.00%,0.0,65.00%,F,F)

108-35 % HRFAB

Ton: Both Even and 0dd

10.0 Theer -

PPM  mDa Calc. Mass

2.5 0.9 373.232072
1.4 0.5 372.228717
-0.4 -0.2  371.220892
-1.1 -0.4 370.213067

(0]

/NH
N

Ca1HagN303

Exact Mass: 371.22

Mol. Wt.: 371.47

6170016 TIC:5467943936 Flags:NORM

0 0

25 1

c 13c

20 1
2L
21
21

% wo

wwww

o ww

W w W



Area Percent Report

Page 1 of 3
Data File: D:\Public\SYSTEMZ\DN~]0§—é5,dai ’

Analyst: System

Sample XD: DN-108-35 Vial: A0 Injection Yolume: 10

K 1: 215 nm, 5 nm F
. b DN-108-35
! 30009 Retention Time [ 3000
2000 F 2000
3 s 3
10004 . F 1000
o
[~}
D\(O ] ° § ]
l
N 0 = 0
NH r
; B A ne A ana RRAAS A s e T
o) N 0 2 4 6 8 10 12 14 16 18 20 22 24
Minutes
o 2:255nm,5nm
E DN-108-35
O\ ]
400 - - 400
5 ] 2
g E
200 F 200
0 0
B ; T T T T L T T T T
0.0 25 5.0 75 10.0 125 150 17.5 200 225 250
Minutes
Spectrum Max Plot
1 T Dn-tosas g
3000 4 3000
o 2000 F2000
2 ] 2
E b E
1000 5 1000
0 0
i k T T T T T T T T T
0.0 25 50 75 10.0 125 15.0 175 20.0 225 250
3 Minutes
i
! Instrument Name: System 2 Software Version: 2.51
i Acquisition Method: . C:\ChromQuestMETHODS\C18 Standard.met
Sequence: . C:\ChromQuest\SEQUEN CE\hes2790jzc-129-3-2-9.5eq



Area Percent Report Page 2 of 3
Data File: D:\Public\SYSTEM2\DN-108-35.dat

9.989 79450 0.39
\%A% 10.652 20084325 99.61
\A%
Totals
20163775 100.00
(3§
N
NH
pte
O\
Instrument Name: System 2 Software Version: 2.51
Acquisition Method: C:\ChromQuest METHODS\C18 Standard.met )
Sequence: . C:\ChromQuest\SEQUENCE\hcs2790jz¢-129-3-2-9.seq



Area Percent Report Page 3 of 3
Data File: D:\Public\SYSTEMZ\DN—I08[—35.1131 '

2:255 npm, S nm
Results (Original)

Name i Retention Time Area Area Percent Integration Codes
10.650 2929504 100.00 VvV
Tolals
2929504 100.00

N
NH
e
O\
Instrument Name: System 2 Software Version: 2.51
Acquisition Method: C:\ChromQuest\M[ETHODS\C18 Standard.met
Sequence: : C:\ChromQuest\SEQUEN CE\hcs2790jzc-129-3-2-9.seq



IX. Table 1, 2g: [(5-Naphthalen-1-yl-4,8-dioxo-octahydro-3a,6,7-triaza-azulen-6-yl)-acetic acid

methyl ester]
0]
VW
0 NP

White Solid; m.p (Met-Temp): 181°-182°C (uncorrected); 'H NMR (1?1??3532(4)@4(1{2)1:%: égz?;;; 82,

’ 3 .55-3.61 (m, 1H), 3.79-3.91 (m, 3H), 5. -5.45 (m, ,5.75-5. ?
3H), 2.6-2.8 (m, 1H), 3.31(s, 3H), 3 3540 e 1), 575 598 m,

’ - 7.89-7.94 (m, 3H); 1°C (CDCL,
01 (br s., 1H), 7.15 (m, 1H), 7.48-7.58 (m, 3H),

;)—DS’S’] E)); §7r ij19.33)52.25, 56.71, 58.68, 67.03, 122.61, 125.7, 126.25, 127.27, 1.27.81, 61(,’)236?5, llZif@SCi
129.99, 132.79, 134.47, 169.80, 172.41; LCMS (ELSD): 368.1 (M-H); HRMS: 368.1604 [Calcy
for CagHpN3O4 368.1610 (M+H)'.

Name: D.Naskar

Solvent: COC13 ]
Ambient temperature 2
INOVA=200 ‘“zeeman® N

NH
Relax. delay 0.300 sec

Pulse 45.0 degrees @] N 0
Acg. time 2.667 sec

g
Width 5838.7 Kz \//<
32 repetitions

0—
OBSERVE H1, 300.4517140 MHz

DATA PROCESSING

Line broadening 0.1 Hz

FT size 32788 -

Total time 1 min, 41 sec

mmmmmm




Current Data PEF‘E{HEﬁEA"S

EXPnO 50
PROCND 1

F2 - Acquisition Parameters

INSTRUM

spect
PROBHD S5 mm aNP 4y
PULPROG 29pg30
™0 32788
SOLVENT coci3
NS . 24939
os 2
SWH 18833.325 H;
FIDRES 0.577984 Hz
AQ 0.8851252 sec
RG 4036
Dw 26.400 usec
Dg 4.50 usec
TE 300.0 K
551 0.20000000 sec
D11 0.03000000 sec
Dtz 0.00002000 sec

CHANNEL 71 =
43¢

75.4777600 MHz

= = CHANNEL 72 ==
CPOPRB2

weltzig
NuC2 iH
PCPD2 112.00 usec
PL2 ~3.00 oB
PL12 17.00 g8
PL13 17.00 dB
SFo2 300. 1412006 MHz
Fa - Prm:esszng paramaters
SI 32768
SF 75.4702330 MHz
HDK EM
358 Q
.B 3.00 Hz
B . 0
c 1.40

J NMR plot Parameters
<

A ' 25.00 cm
P TG0 u
i 17358.15 Hz
P €.000 ppm

0000 m/cn
2611 Hz/cm

ppm
172415

169.802
169,520
134. 475

Op
N
NH

0 N

D oo om
QDN T —
~NO@m oo
N oo~
Mmooy
Rl SRRt

127.278
126.258
125.703

122.611

L
Y

140

Sowm
N ==
D wLu<w;
NI
NN

— 67.036

——— 5B.686
T 56.711
——— 52.256
T— 49.334

T
40

— 27.879

25.093"
22.855

T
20



CagHa N3Oy
Exact Mass: 367.15
Mol. Wt.: 367.40

i

Openlynx Report -DS3-314 LC/MS (ESI) #2 Flow Injection- NASKAR

Page 2
Page #:53
Comment/MW:COS/367 Vial1:77
Sample Report (continued):
ELSD (4) 2.0e+006
1001 3 'fs
5l
s
0 ——r . L e e — —r—— Time
2.00 4.00 6.00 8.00 10.00
Peak # Compd Time AreaAbs Area %Total  Width Height Mass Found
1 1.07 1.783e+002 0.08 0.080 5.760e+002
4 3.28 2.292e+00E 89.68  0.280 1.988e+00€
6 5.85 5.461e+002 024 0.130 8.060e+002
v (4) 2.0e+006
3.27
(5)
) .46
N ~ S
T g T T T T T T T T — Time
2.00 4.00 6.00 B.00 10.00
Peak # Compd Time AreaAbs Area %Total Width Height Mass Found
2 1.99 1.173e+004 261 1240 1.389e+004
3 3.03 2.134e+004 475  0.390 2.036e+005
4 3.27 2.923e+00E 85.06 0.280 1.911e+00€
5 347 2.534e+004 5684 0.180 2.336e+002
6 5.76 1.071e+004 238 0.780 2.914e+004
8 8.71 4.2342+004 842  0.820 9.554e+004



Openlynx Report-DS3-314 LC/MS (ESI) #2 Flow Injection- NASKAR

Page 4

Page #:53
Comment/ MW:COS/367 Vial:1:77
i
‘ Sample Report (continued):
: Mass Found Compound
4: Cowbine (74:77) 1:MS ES+
100 368.1 4.3e+005
a J
N/\/< 240.1
P NH %
N / 369.3 s
\/< 241.2 4 735.2
o— 212.1 370.3
0 Tt T T T T T T T T T T T n/z
200.00 400.00 §00.00 800.00 1000.00
Mass Found Compound
CaoH21N304
Exact Mass: 367.15 5. combine (78:81) 1:MS ES+
. . 4
Mol. Wt.: 367.40 100 240.1 3681 2.5e+00
336.1
%
’ . 414.1
' 1 0 282.1
: 83.0210.9 415.2
' i v N B
: ot d L s : . : — - —mn/z
H 200.00 400.00 §00.00 800.00 1000.00
Mass Found Compound
; 6: Combine (131:134) 1:M5 ES+
100, l48.0 1.2e+003
368.2
1
2596.4 442.2 984.2
| L 1’454'6 559.¢ 596.8 §82.0 722.3 . o 917-% g4 4
bt Lo i e Ll I (Y I NTTCE n/z
i T T T T T T T m/Z
400.00 §00.00 §00.00 1000.00




CaoH21N304
Exact Mass: 367.15
Mol. Wt.: 367.40

Openlynx Report -DS3-314 LC/MS (ESI) #2 Flow Injection- NASKAR

Page 6
Page #:53
Comment/ MW:C0OS/367 Vial1:77
Sample Report (continued):
Mass Found Compound
2: Combine (44:46) 2:MS ES-
136.2 7.3e+002
191.1
J‘ 196.2
4 233.5 309.7
T ( 469.6 .
IR N Y YT PP S T A VI
200.00 400.00 §00.00 800.00 1000.00
Mass Found Compound
3: Combine (68:70) 2:MS ES-
1.6e+003
220.4 259.2
300.4 421.5 460.3
“‘\1?1'\“”)_!“«:“)»\w‘]ﬂh;ut\l’n Afp 0 u N - —w/z
400.00 600.00 800.00 1000.00
Mass Found Compound
: Combine (73:76) 2:MS ES-
2
100 148.4 382.1 1.0e+003
-2
412.1427'1
441.1
528.0 767.2 813.1
546.0 3
1Ll gl il b it by B55:6 973 2
B T T = 0 " y T ——ym/z
400.00 600.00 800.00 1000.00



Elemental Cbmposition Report Page 1

Single Mass Analysis
Tolerance = 30.0 PPM / DBE: min =-1.5, max = 50.0
Isotope cluster parameters: Separation = 1.0 Abundance = 1.0%

Monoisotopic Mass, Even Electron lons
1formula(e) evaluated with 1 results within limits (up to 50 closest results for each mass)

HRMS_080803_03 25 (0.502) AM (Cen 4, 50.00, Ar,5000.0,556.28,0.70,18 25); Sm (Mn, 2x3.00); Cm (25:32-(2:8449:58)) 1: TOF MS ES+
368.1604 14584
100+
%7
369.1649
e
] 2121029 pe0 100y [370.1698 735.3136 s
194.0600. | | 7 4 4931412 §10.2044 | . _773.2606 956.7995.990.8812 1126.4631  1238.0027
O——rrrr e O R S N e S Ly S RN L RS Ba A e aa s catats s S etV
200 300 400 500 800 700 800 900 1000 1100 1200
Minimum: -1.5
Maximum: 200.0 30.0 50.0
Mass Calc. Mass mDa PPM DBE Score Formula
368.1604  368.1610 -0.7 -1.8 S11.5 1 C20 H22 N3 04
O
[N/\(
NH
o) NP

CagHa1N30,4
Exact Mass: 367.15
Mol. Wt.: 367.40



X. Table 1, 2h: [5~(3,4—Dimeth0xy~phenyl)—6—phenyl—hexahydr0—3a,6,7—triaza—azulene—4,8—di0ne]

Q\(o

NH
0 N
o :

0
White S(;id; m.p (Met-Temp): 73°-74°C (uncorrected); "H NMR (CDCls, 400 114Hz); o= E.75 (m, i;l),
1.99-2.08 (m, 2H), 2.55-2.60 (m, 1H), 3.70-3.74 (m, 1H), 3.75 (s, 3H), 3.82 (s, 3H), 3.5;7-3.94 (111,6 ' 6)
4.39-4.44 (m, 1H), 5.87 (s, 1H), 6.63 (s, 1H), 6.67-6.69 (d, J=8.2, 1H), 6.79-6.81 (d, J=8.28, 1H>,66.47-
7.03 (m, 4H), 7.33-7.37 (m, 2H); *C NMR (CDCls, 100 MHz): 22.07, 27.87, 48.71, 55.77, 57,483., 42,
111.19, 111.54, 112.76, 120.92, 121.17, 126.79, 129.92, 145.88, 149.12, 149.27, 168.89, 172.55; LCM

(UV): 382.1 (M+H"). Anal. Calcd. for Cy;H3N304: C, 66.13; H, 6.08; N, 11.02. Found: C, 66.22; H, 6.12;
N, 11.11.

C-1500-138-9299033

!\N\DCDLWHOC’NDD(\IL’“I@C‘DNr"}wO‘)HQ‘GJH-—ikal\I\CDNMI\DNNW‘I\OONU\ODO\'@HDUWI\(\INQ‘
r—lmﬁommm("'7?‘\DLﬂOLDOmmw‘l\(\I\D!\CDLD\QHONLﬂmV\O\QLﬂ{\HCDmDI\Hm[\NOmmmmm
!\Lﬂm[\NOOOO\QOCDC‘COK\kOmm\D\DmHO‘\QmH@m[\wmmNH\DLDFWMNOOCU'\QL“Q‘NHOG\LQ
mmmmooommml\\c\c\c\sm\cmccvvmmmmcooomoacocooomr\:\ﬁl\:\l\r\ooooooocn\ - Current Data Parameters
v\;\.:\h:\r\r\\o@w\o‘ou\o\omc. M . WAME C-1500-138-9299033-D20
r VST ITOMMOOMMNMOMNMONMMMMMOMO NN NSNS O EXPNO 1
L\\\l\\ \ / | I\ ////// - :
\7 s = / F2 - Acquisition Parameters
o \ Date_ 20090826
Time 14.31
INSYRUM spect
PROBHD 5 mm PAEBO BB~
PULPROG 2930
TD 32768
. . SOLVENT CDC13
s 16
( /\/\O DS 2
N ( SWE 8223.685 Hz
) NH FIDRES 0.250967 Hz
J RQ 1.9823444 sec
o) N RG 256
Dw 60.800 usec
DE 6.00 usec
TE 294.3 K
AN D1 2.00000000 sec
(6] DO 1
O ======== CHANNEL fl ========
\ NUC1 1H
Pl 14.00 usec
PL1 0.00 dB
SFO1 400.1524711 MHz
F2 - Processing parameters
SI 32768
I SF 400.1500000 MHz
WDW EM
| SSB 0
; LB 0.30 Hz
| ]/ GB 0
PC 1.40
1ih'g {
DN S N N TN -
T T T T T T T T T T
9 8 7 6 5 4 3 2 1 ppm SYNGENE INTERNATIONAL LTD.
AT I | " 1 SC/AD/01-003
dlss L <ol IAAN
vjofolol—] (o) o= o= vl (ol
m]v;o;rxim = 153 w;x—lo o o m[r\I
S5858  |n =Bl S =25
li<l~lolcsl ol Isl=lslml= < il




C-1500-138-9299033-D20

CNOON ADNDNDDITNMNONATWAAMOC~ONMSO NN~
T HO MM T UNOoONOMAT-NLURONWYAONINW <O WL~
DM~ NOODVONO-YVMMUOVUOUMAHANTMEHONENOLWMN O LN
MO NOOCONND-VOLOUVYVLLO MO MMM M®d MO~ ~
l\r\r\l\x\q\:\taocwmww-ao@mvvv-vmmmmmmmmmmmmm
k \\ ‘\\ﬂ"‘ﬁ
I f]

3.7380
3.7330
3.7202
3.7018
2.0839
2.0676
2.0521
2.0400
2.0299
2.0092

\

O N
N
o\
/
O\
1 } /
y - M /
Uu . ;\{& LN
T T T T T T T T
9 8 7 6 5 4 3 2 1 ppm
S I ) | Lo
< [ofo(o)o o~ olfx(o]|—|a w| (ol
||| — DN~ OO o Iseling
Ol*i@4Q ] @ @}CZQ O.f’ ml -\
NN[O|+~]|O (] Ojl~lm|m|~— o ~l—

Current Data Parzmeters

NAME C€-1500-138-9293033-D20
EXPNO 1
PROCKO 1
F2 - Acquisition Parameters
Date 20090826
. 14.31

RUM spect
E..OBHD 5 mm PABBO BB-
PULPROG zg30
TD 32768
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250867 Hz
2Q 1.8923444 sec
RG 256
hi] 60.800 usec
DE 6.00 usec
TE 284.3 K
Dl 2.00000000 sec
TDO 1

CHANNEL £1

wucl 1H
Pl 14.00 usec
PL1 0.00 dB
SFO1 400.1524711 MHz
F2 - Processing parameters
SI 32768
SF 400.1500000" MHz
wow EM
SSB 4]
LB 0.30 Hz
GB Q
PC 1.40

SYNGENE INTERNATIONAL

SC/AD/01-003

LTD.



C -1500-138-9199033

88 3Jor 85383835 cNOND - ~
58 K-8 GREGRREZ JHLNISIY 3K
8 2%2¢$3¢s8r-c R g N
— - e T NRKNOWLOWOT N~
O\(O
N
/K\/ NH
07 N\—N
\,
Weld
O
O\
"ﬁﬁwﬁ NEO— L m . Jw e Y VS | "
§\ T T — T T T T T T T T T T T
< Q 220 200 180 160 140 120 100 80 60 40 20 0 -20 ppm

Current Data Parameters

NAME C -1500-138-9189033
EXPNO 2
PROCKNO 1

F2 - Acquisition Parameters
Date_ 20090825

Time 21.48
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg30

TD 32768
SOLVENT CDCl13

NS 1547

DS 2

SWH 30120.482 Hz
FIDRES 0.819204 Hz
2Q 0.5439988 sec
RG 912.3

W 16.600 usec
DE €6.00 usec
TE 297.0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999998 sec
TDO 1

CHANNEL f1

NUC1 13C

Pl 9.30 usec
PLL -1.00 dB
SFO1 100.6499905 MHz

CHRNNEL £2

CPDPRG2 waltzl6
Nuc2z iR
PCPD2 80.00 usec
PL2 -2.00 de
PL12 15.00 dB
PL13 15.00 dB
SFO2 400.2316009 MHz
F2 - Processing parameters
SI 32768

SF 100.6379211 MHz
WDW EM

SSB 0

LE 1.00 Hz
GB 0

PC 1.40

SYNGENE INTERNATIONAL LTD.
SCc/AD/01-002



LC/MS REPORT

Syngene International Pvt Ltd
A Biocon Company
Data file D: \DATA\AUG-09\9199035.D Vial No. : Vial 6
Injection Date 27/08/2009 Injection vol 2 ul
Sample Name :C-1500-138 Acq Method :AT3070FM1.m
Method info :Method : A 0.1 % HCOOH, B : MEOH , Flow 1.0 mL/min 0
column :Atlantis dC18 ( 50*4.6) mm, 5.0u [3\(
Time % B N
0 30 NH
3 95 0 N
5 95
5.5 30 < 14 N
8 30 0\ /I "=
O\
] . CKZF\AHZBNBOAI
T - xact Mass: 381.17
Maximum Chromatogram of D:\DATA\AUG-09\9199035.D, Signal Id A
o o Mol. Wt.: 381.43
mAU - 5
i =
1754
150~
125
100
75
50
25 8 g
s %
o JoN ]
T T T T T T T T T T
0 2 4 6 min
| Peak| RT | Area | Area |
| No | min | | $ |
il Rt [ === === |
11 |0.666 [1.944e+001]1.473 |
|2 13.107 11.239e+003]93.933 |
I3 [3.283 |6.061e+001]4.594 |
Analysed By éjﬁ’ Instrument Code SC/AD/10-002 Page 1 of 1



MASS REPORT SYNGENE INTL PVT LTD

Data File: D:\DATA\AUG-09\9199035.D Instrument: LC-MSD-Trap-XCT

Method:  AT3070FM1.M . Sample Name:  C-1500-138

T T T T T T T T T

0 1 2~ 3 4 5 6 7 Time [min]

[++--9199035.D: TIC Al MS - |

Intens. +MS, 3.1min #154|
x107-
O
382.1 O\/(
N
NH
0 N
5
Weld
(6]
O
n N
Ca1Hyahiz0,

Exact Mass: 381.17
Mol. Wt.: 381.43

244.0
N
24
N
.
306-2 2560

145.0

H 186.9 265.1 7645
oL, L Ll L i Il[‘ [ . . 1 i
100 200 300 400 500 600 700 800 miz

Analysed By :é} Pagel of 1 Instrument code : SC/AD/10-002



Syngene International Ltd HPLC REPORT
A Biocon Company

Data file :C: \CHEM32\1\DATA\AUG09\9199033.D Vial No. : Vial 3
Injection Date :26/08/09 01:37:50 PM Injection vol HE pl
Sample Name :C-1500-138 Operator : ANAND

Acqg Method ->C:\CHEM32\1\METHODS\SY TM9010.M

Sample info

A:0.1%TFA B:MeOH

Method info : Symmetry C18(4.6X250)mm, Sum
Flow:0.7mL/min
Time % B
0 10 O
20 70 N
25 100 NH
35 100 o) N
38 10
45 10
N
0
O\
*Maximum Chromatogram of C:\CHEM32\1\DATAVAUG09\9199033.D, Signal Id C
AU ] ®
o
m
800
600 -
400
200
<
o~ +- N e N
0+ LA |
T T - - . - - T . T -
1b 2l0 30 40 min
| Peak]| RT | Area | Area
| No | min | | % |
[==mm | == R R v
11 120.214 17.677 10.100 |
|12 [21.460 16.722 |0.087 |
|13 121.639 186.589 [1.125 |
| 4 121.997 1337.231 |4.380 |
15 122.414 146.021 |0.598 |
|6 [22.618 |7187.858 [93.363
|7 123.076 126.702 10.347 |

***End of report***

Analysed By :/44( Checked By : @2///
of 1

Instrument Code : SC/AD/04-063 Page



XI. Table 1, 2i: [5~Benz0[1,3]dioxol—5~y1-6—(4—ﬂuoro-phenyl)—hexahydro-3a,6,7—triaza-azulene~4,8-
dione]

0
N NH

7

©) N

F
O\/O
White solid; m.p (Met-Temp): 95°-96°C (uncorrected); '"H NMR (CDCls, 400 MHz): 6= 1.86 (m, 1H),
2.02-2.11 (m, 2H), 2.57 (m, 1H), 3.70-3.75 (m, 1H), 3.81-3.84 (m, 1H), 4.47-4.51 (m, 1H), 5.81 (s, 1H),
5.95 (s, 2H), 6.57-6.59 (m, 2H), 6.74-6.76 (d, J=8.44, 1H), 6.93-6.96 (m, 2H), 7.03-7.08 (m, 3H); Bc
NMR (CDCls, 100 MHz ): 22.09, 27.82, 48.69, 57.80, 67.20, 101.33, 108.62, 108.74, 114.31, 116.35,
116.58, 122.16, 127.90, 142.11, 147.91, 148.10, 156.44, 158.84, 168.28, 172.50; LCMS (UV): 384.2
(M+H"). Anal. Calcd. for C;o0HisFN;O4: C, 62.66; H, 4.73; N, 10.96. Found: C, 62.73; H, 4.81; N, 10.89.

Current Data Parameters

C-1500-121-9195181 WEME C-1500-121-9185181
EXPHO 1
PROCNO 1
F2 - Rcguisition Parameters
Date_ 200¢%0821
Time 14.15
INSTRUM spect
PROBHD 5 mm BRO BB-1H
PULPROG zg30
TD 32768
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.250867 Hz
2Q 1.80923444 sec
RG 362
poled 60.800 usec
DE 5.50 usec
O%O TE 293.0 K
Dl 2.00000000 sec
N TDO 1
1 NH
======== CHARNNEL &
07 N—N NuCl
Pl
7 N\ PL1
_ SFO1 400.31
\ = F2 - Processing par
O sI 32768
o/ SF 200.3100000 MHz
Wwow EM
SSBE 0
LB 0.30 Hz
GB 0
PC 1.40
- ; T AAsaan e B ] ey : §
10 g g 7 5 4 3 2 4 ppm SYNGENE INTERNATIONAL LTD.

sc/ap/01-004, .




C-1500-121-9195191-D20

T OO OMAN~NTMEMN~ ANV INONATNNWOSTMNONNT HSENMONOLNO T MO0
HOOMOMMUOUNOMANOOUMEMODOANALEVONITITAROCNOOMNNHOMAN LD WM
N T NNOLTMNMANOONTONRTTMOUOITNITNNOMNNODNASVN IO TN AN WM
OO0 ~NR~ONNAANNDIT TITOOOESETCTVVOHNVNATO0O0DO0TOO®®O® . I
Current Data Parameters
NFE NN~ OLLVLLLVYVVVVVVLLLNT T TITMMOMMMOMMMAONNNNNNNNNNNN NAME C€-1500-121-8185181-D20
EXPNO 1
\ \/ \ ///// PROCNO 1
F2 - Acquisition Parameters
Date_ 20100322
Time i
INSTRUM Ject
PROBHD 5 mm PAD5O BB-
PULPROG zg30
TD 32768
SOLVENT CDC13
NS 8
DS 2
O SWH 8223.685 Hz
FIDRES 0.250967 Hz
N $ EQ 1.982344¢ sec
NH RG 406
’ W 60.800 usec
O N DE 6.00 usec
TE 294.5 K
Dl £.00000000 sec
// D0 1
N\ CHANNEL
(@] 14
14.00 usec
O~ 0.00 dB
400.1524711 MHz
F2 - Processing parameters
ST 32768
SF 400.1500000 MHz
WDW El
SSE 0
LB 0.30 Hz
GE ¢
PC 1.40
1S W AV
T T T T T T T T T T T T
11 10 9 8 7 6 5 4 3 2 1 ppm SYNGENE INTERNATIONAL LTD.
y/' { Y ' It LN 5C/Ap/01-003
[@(wo|o)w] [cfo ™ ﬁ-;wﬁ, o] (oo
|BoiSie| |~ =<3 mj@] Q| |N|=
NI— 12| DR m] @12 @ (NS
lailadl =11 1=l Si—i ol o=




C-1500-121-9195191

0 N TO Mo oNNOWL T OW
O © O ™ v v~ O TOSNO OO nom m ~ [=>) (S =]
o~ TYT O~ < O VW™ ™M < M o™ ~ ™~
=~ N QT O WV MMOMN~NOMm Qum O o [=2] o @
o © 0w o~ NN NNWOOT oD N N «Q Q Q9
M~ 0 OW < << NN~~~ O0O0O ~NOO N~ ~ © ~ N
- - - e e e N~~~ © 0 < ISR
! kv y) \\\ %//
[\ 0
N/&\(
P NH
| :
F
O\Jp '
i
|
[ ‘ Jl J J L S it
T T T T T T T T T 1
200 180 160 140 120 100 80 50 40 20 ppm

Current Data Pa eters
WAME C-1500-121-9195181

EXPNO
PROCNO

[EIN]

F2 - Rcguisition Parameters
Date_ 20090821
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
us

DS

SWH 3
FIDRES

5 mm DUL 1

@ oo

sec
usec
usec
TE 296.6 K

.00000000 sec
-02000000 sec
.8598999598 sec

o
—
=

SEIN

PL1 -1.00 dB

CPDPRG2
wuc2
PCPD2
PL2
PL12
PL13
SFO2 400.23

®
1
»

< - Co ot

]
X7 NS}
B
.
o o =
[=X=Nakd
m
o

PC 1.

SYNGENE INTERNATIONAL LTD.*
SC/AD/01-002



Syngene International Ltd LC/MS REPORT
A Biocon Company

Data file : D:\DATA\AUGO09\9195191.D
Vial No. : P1-D-06
Injection Date : 8/21/2009 6:08:56 PM
Injection vol : 2ul
Sample Name : C-1500-121
Acg Method : C:\CHEM32\1\METHODS\EP7030FM.M o
Method info :Column-:Eclipse Plus C18(50X4.6)mm, Spm
MOBILE PHASE::A : 0.1%HCOOH B: MeOH NH
Flow = 0.8 mL/min o N
Time (min.): O 3.0 5.0 5.5 8
$ B : 30 95 95 30 30
MS-SCAN, ESI\APCI: DUAL POLARITY F
O
O\/
Ca0H18FN304
Exact Mass: 383.13
Mol. Wt.: 383.37
*Maximum Chromatogram of D:\DATAWUG09\9195191.D, Signal Id C -
mAU 3 |
~
‘ 600 - o ‘i
1 I
: 500 - |
! i
! 400 - !
! 300 - ‘
] |
! 200 - %
| |
100 |
1‘
0l B -
2 4 & min
| Peak| RT | Area | Area
| No | min | | % |
R R | === [=m==mmms !
11 13.798 [2.183e+003197.890 |
|2 14.428 [4.707e+00112.110
MSD2 TIC, MS File (D:\DATAAUG09\9195191.D) MM-ES+APCI, Scan, Frag: 50, “Positive" - |
' | g |
110000000 | @ i
\ 5000000 ; e e LA NPV V.V NPT S ]
{ 2 4 6 min
| "MSD2 SPC, time=3.753:3.919 of D\DATA\AUGO9\9195191.0 MM-ES+APCI, Scan, Frag: 50, "Positive” |
i - o~
i ! 3 !
; 30 i ES ‘
i 25 !
: 20 ‘ |
| 15 l ' o
! 10 & g ~ ]
5 | P9 I
| e i
0 “ L. - JLIN ¥ Lo - e ———— e — }
200 400 .......B0O . . 800 _omE

Analysed by : %ﬁ/ Instrument Code : SC/AD/10-014 Page 1 of 1



Syngene International Ltd HPLC REPORT
A Biocon Company

Data file :C:\HPCHEM\1\DATA\AUG09\9195191.D Vial location: Vial 11
Injection Date :21/Aug/2009 12:42:06 PM Injection vol : 3 pl
Sample Name :C-1500-121 Operator :  VINAYAGAM
Sample info : Acg Method : SY_A7030.M

Method info : Mobile Phase: A:10mM NH40OAc B: ACN

Column:Symmetry C18(4.6X250)mm,5n SC/LC/1062 (0]
Flow: 0.8mL/min N
TIME 3B NH
0 30 e} N
15 100
20 100 7N\
23 30 _
28 30
[S
o °
*Maximum Chromatogram of C:\HPCHEM\1\DATA\AUG09\9195191.D, Signal Id B
mAU 3
(<}
600 -] &
500
400
300
2u0
100 @
= e R
S lae N
@ T e
0 LN i o s o
— L R LN T T T
0 5 10 15 20 25 min
| Peak]| RT | Area |Area % | Name
| No | min | [ === | |
=== | === | | === |
|1 19.474 122.754 | 0.57] |
|12 19.968 13850.311 | 96.04]
|13 ]10.710 120.647 | 0.51]
|14 |11.026 184.702 | 2.111
|5 [11.349 ]4.084 | 0.10]
|6 |12.286 [2.092 | 0.05]
17 |12.485 120.720 | 0.52]
|8 112.759 |3.845 | 0.10]

***End of report***

Analysed By :;@f Checked By : 37/

Instrument Code : SC/AD/04-15 Page 1 of 1



XII. Table 1, 2j: [5-(3-Methoxy-phenyl)-6-o-tolyl-hexahydro-3a,6,7-triaza-azulene-4,8-dione]

)

N
NH
O/ \SN f
N
O

White solid; m.p (Met-Temp): 78°-79°C (uncorrected); "H NMR (CDCls, 400 MHz): 6= 1.93 (m, 1H),
2.06-2.13 (m, 2H), 2.39 (s, 3H), 2.61 (m, 1H), 3.69 (s, 3H), 3.76-3.81 (m, 1H), 3.92-3.97 (m, 1H), 4.93-
4.97 (m, 1H), 5.16 (s, 1H), 6.44 (s, 1H), 6.53-6.55 (d, J=7.56, 1H), 6.61-6.63 (d, J=7.6, 1H), 6.86-6.88 (d,
J=8.24, 1H), 7.10-7.15 (m, 2H), 7.22-7.28 (m, 3H); BC NMR (CDCls, 100 MHz): 19.16, 22.38, 27.81,
48.69, 55.20, 58.34, 71.87, 114.22, 114.88, 119.75, 121.33, 125.22, 126.72, 129.85, 130.09, 132.10,
134.76, 145.43, 159.69, 168.60, 172.36; LCMS (UV): 366.2 (M+H3. Anal. Caled. for Cy1HpsN;O5: C,
69.02; H, 6.34; N, 11.50. Found: C, 69.14; H, 6.40; N, 11.55.

Current Data Parameters

C-1500-122-9185188 NRME €-1500-122-9195189
EXPNO 1
PROCHO 1
F2 - Acquisition Parameters
Date_ ' 20090820
Time 19.15
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
™D 32768
SOLVENT CDC13
NS 8
DS 2
SWH 8223.685 Hz
FIDRES 0.250967 Hz
p:Xa} 1.992344¢ sec
RG 144
oW €0.800 usec
DE 6.50 usec
e} TE 283.0 K
4 D1 2.00000000 sec
N ' ™00 1
/NH ==mz=m=== CHANNEL fl ========
0] N / NUCL 1H
- Pl 13 50 usec
_— // AN PL1 -00 dB
SFO1 400. 3124721 MHz
N N / —
[e] F2 - Processing Dara'r\ete S
SI
SF 400. 3100000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.40
T T T T T T T T T T T
11 10 9 8 7 5 4 3 2 1 ppm SYNGENE INTERNATIONAL LTD.

SC/AD/01-004




Current Data Parameters

C-1500-122-9165189-D20 GRME C-1500-122-9195189-D20
EXPNQO 1
PROCNO 1
O N N NEEO BT~ A~ TN~ TNITANNMDOETONTOOOTANNNEOHO O = o GO -
gc\mrﬁr‘mc\O\Dv—‘.ml\mHKDOl\vcom('-')ﬂ‘:-!eriODch\EDG\CDCDO'\V—(MONMKDOQ*COG\MMOOVGJCQH F2 - Rcquisition Parameters
L’)anvvmmrtomwmcoucvwNc\1owommmwmomwmmomr\@momr\lomc\wr\\omvh Date_ 20080821
NC\JNN.—«-—(.—4Hﬁﬁommmmwwuwmmmvwvmﬂmmmm C\ccr\[\t\'\x\ﬁ')r—iﬁooooooom Time 16.01
[\l\[\l\l\l\!\{\t\l\l\@kDLDKO\D&O\D\QKDKD\DkQ\DKD o vvmmmmmmmmmmmmmmmw(\lmwﬁ INSTRUM spect
i ROEHD 5 mm BBO BB-1H

[Te} < 5
PULPROG zg30
TD 32768
SOLVENT CcDCl13
NS 16

DS 2

SWH 8223.685 Hz
FIDRES 0.250967 Hz
AQ 1.9923444 sec
RG 161

oW 60.800 usec
DE 6.50 usec
TE 293.0 K

/O Dl 2.00000000 sec
N TDO 1

CHANNEL f1

o) N/ ‘ 18
13.50 usec
0.00 dB
400.3124721 MHz
~N
O F2 - Processing parameters
sI 32768
JM‘J\ MLA JL\:J\_ALJ_____

SF 400.3100000 MHz
wDwW EM

SSB [¢]

LB 0.30 Hz
GB [

PC 1.40

T T T T T T T T T T T

- SYNGENE INTERNATIONAL LTD.
10 9 8 7 6 5 4 3 2 1 ppm sc/ap/01-004

I

v@or\ﬁﬁ cnmko af~Jolo

N|IDO ||| NS ~ || W<

SIS Sl BIEE! S|ol=|S

NN~ |—|O|O -~ \—'\—“m ~—|MIN|~—



—1oU0-.72-9195189
VWO O MUVUOoOOUANNMINON Current Data Parameters
me L wmooEENnE Ay wsas 293 =52 NEME C-1500-122-9195185
N O OTNOOWVVL oo T = - - . EXPNO 2
~©® MmN NN N A ~~OV- ©OU® ~oo PROCNO 1
—_ o o e e e e ~esm~ 0 S NN
| \ Ul \ F2 - Bcquisition Parameters
Date_ 20090821
\ \ . Time 0.14
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zgpg30
, Tpb 32768
“LVENT cbcl3
Wo 2000
08 4
SWH 2403B.461 Hz
FIDRES 0.733596 Hz
@] 20 0.6816244 sec
/\( RG 161
N DwW 20.800 usec
NH DE 6.00 usec
{ TE 295.3 K
N b1 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89959998 sec
TDO 1
CHRNNEL f1
i3c
7.13 usec
-3.00 dB
100.6278593 MHz
= CHANNEL f£2 ==
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PL1Z 15.14 dB
PL13 15.00 dB
PL2 .~ 0.00dB
SFO2 400.1516006 MHZ
F2 - Processing parameters
ST 32768
SF 100.6177980 MHz
wow EM
SSB 0
LB 1.00 Hz
GB 0
. PC 1.40
T T T T T T T T I T T
200 180 160 140 120 100 80 60 40 20 ppm
SYNGENE INTERNATIONAL LTD.

sc/ap/01-003



Syngene International Ltd LC/MS REPORT
A Biocon Company

pata file : D:\DATA\RUG09\9195189.D
vial No. : P2-F-05 °
Injection Date : 8/20/2009 7:47:15 PM
Injection vol o 2ul
Sample Name : C-1500-122
Acq Method : C:\CHEM32\1\METHODS\EP7030FM.M
Method info :Column-:Eclipse Plus C18(50X4.6)mm, Spm (@)
MOBILE PHASE::A : 0.1%HCOOH B: MeOH N
Flow = 0.8 mL/min NH
Time (min.): 0 3.0 5.0 5.5 8 o N
¢ B : 30 95 95 30 30
MS-SCAN, EST\APCI: DUAL POLARITY
N
@]
C21H23N303
Exact Mass: 365.17
Mol. Wt.: 365.43
~sMaximum Chromatogram of DADATAVAUG09\9195189.D, Signalid C o ' '
mAU | by
! al
700 | <t
H I
600 | “'
500 - I
| |
400 - |
A |
: 300 ! |
‘\ i i
© 200 | [
; I
100 ! i
0! I, - S
2 - 4 - ~ min
| Peakl| RT | Area | Area
| No | min | | % |
R R |-=m=mmmmme fmmmmmmme |
|1 [4.031 12.479e+003199.180 |
|12 14.442 12.049e+00110.820 |
MSD2 TIC, MS File -
i ‘Df
20000000 | %\ :
110000000 3 |
0 S —
min
100 o !
| | 3 |
80 -
60-! |
‘ l 'N |
40~ ~ !
J 1 12 1
B | !
' | i ;
[ Sy S ——— ]
_400 S 600 o 80 maz

Analysed by : é} Instrument Code : SC/AD/10-014 Page 1 of 1



Syngene International Ltd HPLC REPORT
A Biocon Company

Data file :C:\HPCHEM\1\DATA\AUG09\9195189.D Vial location: Vial 4
Injection Date :21/Rug/2009 9:41:00 AM Injection vol : 1 ol
Sample Name :C-1500-122 Operator : VINAYAGAM
Sample info : Acqg Method : SY_A7030.M
Method info : Mobile Phase: A:10mM NH40Ac B: ACN o
Column:Symmetry C18(4.6X250)mm,5p SC/LC/1062
Flow: 0.8mL/min N
TIME %B NH
0 30 0 N
15 100
20 100
23 30 N
28 30 0
->
*Maximum Chromatogram of C:\HPCHEM\1\DATA\AUG09\9195189.D, Signal Id B
mAU N
1 ©
=
250
200
150
100
50 INER=) ©
s B48& §
] |ty ¢
0+ P N
T T T T T R T T T
0 5 10 15 20 25 min|
| Peak| RT | Area |Area % | Name
| No | min | | === | |
=== = | === | [mmmmm |
|1 19.793 |4.988 | 0.28] |
|2 |10.524 |1772.189 | 98.43| |
|3 |11.025 |4.101 | 0.23] |
|4 |11.822 14.106 | 0.23] |
15 112.699 17.240 | 0.40] |
|6 |14.378 |7.914 | 0.44] |

**+*End of report***

nalysed By :ZQ‘/f Checked By :\é

Instrument Code : SC/AD/04-15 Page 1 of 1



XIII. Table 1, 2k: [5—(4~Methylsulfanyl—phenyl)~6—phenyl—hexahydro—3a,6,7—triaza—azulene-4,8-
dione]

()

N
NH
O?EN
5\

White solid; m.p (Met-Temp): 189°-190°C (uncorrected); "H NMR (CDCl;, 400 MHz): 6= 1.82-1.85 (m,
1H), 1.99-2.11 (m, 2H), 2.45 (s, 3H), 2.54-2.58 (m, 1H), 3.71-3.75 (m, 1H), 3.81-3.84 (m, 1H), 4.43-4.47
(m, 1H), 5.91 (s, 1H), 6.93 (s, 1H), 6.97-7.02 (m, 3H), 7.06-7.08 (d, J=8.32, 2H), 7.19-7.21 (d, J=8.32,
2H), 7.33-7.35 (m, 2H); 3C NMR (CDCls, 100 MHz ): 17.94, 24.59, 30.36, 50.99, 60.02, 68.68, 115.11,
123.54, 129.16, 131.34, 132.38, 134.05, 141.79, 148.42, 170.31, 175.06; LCMS (UV): 368.2 (M+H").
Anal. Caled. for CoHyN30,S: C, 65.37; H, 5.76; N, 11.44. Found: C, 65.32; H, 5.81; N, 11.38.

Current Data Parameters

C-1500-134-9195200 NAME C-1500-134-8195200
N EXPNO 1
PROCNO 1
N O NN AMI~NANN ANDITOMNNNEOOON0NO O DA NNOTOMAOVANY -OMAWC
MO~ <<~V MNGOOY®—O0O N Q\DNLDNmLﬂl\OmmOmﬁHvNO&\DNNm@N-—(I\G\Nl\N F2 - Acquisition Parameters
LOLﬁMI\\DOCOm@HG\cDGMHI\Lﬁmva—iOGMNHOI\{\\DWQLQWHO\@K\O'7@("7:——(00\@{"7("\(‘%(\! Date 20090822
mmmNNNHooommmmmvvvwmmmr\t\l\:\hmmmmwvvﬁqoc?czqqcaooc‘:mmo:fo?m rime 1525
1\(\r;l\l\‘l\r\l\:\l\\o\ocumqummmmmmmmmmmmmNNNNNNNNNNNNNHH.—&HHH INSTRUM spect
L \ PROBHD 5 mm BBO BB-1lH
\\\H\\ ‘\H\\l\‘\‘\ // PULPROG 2g30
= = = A\ D 32768
< 0 T SOLVENT CDC13
HIRL | ns 8
DS 2
SWH 8223.685 Hz
FIDRES 0.250867 Hz
RO 1.8923444 sec
RG 203
oW 60.800 usec
DE 6.50 usec

\ O : TE 293.0 K

L /X\~<? D1 2.00000000 sec
N TDO 3

1
Pl 13.50 usec
PL1 0.00 dB
SFOL 400.3124721 MHz

F2 - Processing parameters

SI 32768
S\\ SF 400.3100000 MHzZ
WDW EM
sSB 0
LB 0.30 Hz
GB 0
pC 1.40

SYNGENE INTERNATIONAL LTD.
SC/AD/01-004

N
o
©
o -]
~
o -
()]
w
o -
N
-
hel
3 ]

1.101 ~—
1.002—
3.145 ~
2.060 —
1400~

2147\
2.000\=
2.066 =
3.050

0.983/
1013>=
.
1.026 =
1.024 ™7



C-1500-134-9195200-D20

Current Data Parazmeters

WAME

C-1500-134-9185200-D20
1 .

usec
usec
K
sec

usec
dB
MHz

MHz

Hz

SYNGENE INTERNATIONAL LTD.

. EXPNO
PROCHNO 1
CVHMMMOMAA—"ILVVONMTMEHOUMN ATV ITITEEOO—OMOAN—HDDMNDOATNO O HN .
OO MNTT~ENMNMTOOO A HEONROAMATE O HOOY O Me MM N0 F2 - Acquisition Parameters
A.'WQ"N\DOQ’JC:)LOHCﬁcO\DGDl\L’Wm-—(Lﬁm(\!FIOWNHOU\O\[\\DL’)LQWK)CDL’)OJ(\@v‘va—iC\mmNNHLﬂ Date 20050824
m(”)mN(\lHOOOU\@G\QI\Q‘@VGDCXJQDQCDI\{\l\l\kommmmmlﬂvq‘vooOOOOOG\O;JCOCU@CJN Time_ 8.28
l\r\l\[\l\(\l\[\l\\DkOkDLﬁtr'wv@MMWMMMF’;MMMNNNNNNNNNNNNNNNN;—!:—\.—&:—*H-——!r—t INSTRUM S'pect
. PROBHD 5 mm BBO BB-1H °
PULPROG zg30
TD 32788
SOLVENT CDC13
NS 8
DS 2
SWH 8223.685 ¢
FIDRES 0.250967
Al 1.9923444
RG 203
oW 60.800
DE 6.50
I} TE 293.0
=~ Dl 2.00000000
TDO 1
X .
NH CHAMNEL £1 =
0 N 14
13.50
.00
400.3124721
F2 = "Processing parameters
SI 32768
S SF 400.3100000
N WoW EM
SSB 0
LB 0.30
GB 1)
PC 1.40
le ,L Mo A S _
[ T T T T T T T T T
10 ‘9 8 7 S] 5 4 3 2 1 m
PP SC/AD/01-004
< (o~ o} <! [o]w o|wijolo
wiN|oln » Wl |o N O DD
QP RS @ @ L™ ceneio
—|=|~] o ~i I



C-1500-134-9195200

o @ D DO MDD - O
- @ D OO BVITWL O ©ow - v % @ oo~
S & = E Sn@ed = gr: RN ] g8 s Current Data Parameters
g 5 C = o o ; N+~ © O =} @ on o a M
=R T TEenAR 2 So% = o g S ¥~ HENE €-1500-134-9195200
[ i PROCHC 1
l F2 - Rcguisition Parameters
Date_ 20050824
Time 11.51
INSTRUM spect
PROBED S mm DUL 13C-1 ~
PULPROG zgpg30
TD 32768
SOLVENT cbDCcl3
NS 2048
O Ds 2
Z \ SWH 30120.482 Hz
N/\< FIDRES 0.918204 Hz
| NH RO 0.5433988 sec
’ RG 645.1
O\ -N DW 16.600 usec
DE 6.00 usec
TE 286.4 K
D1 2.00000000 sec
diz 0.03000000 sec
DELTR 1.689899998 sec
TDO 1
S\\ == CHANNEL
CPDPRG2
nuc2
PCPD2
PLZ
PL12
PL13 15. dB
SFO2 400.2316009 MHz
F2 - Processing parameters
1] 11 ] sI 32768
§ 5F 100.6379211 MHz
WoW EM
SSB 0
T T T T T T T T T LB 1.00 Hz
200 180 160 140 120 100 80 60 20 ppm GB 0
PC 1.40

SYNGENE INTERNATIONAL LTD.
SC/AD/01-002



Syngens International Ltd LC/MS REPORT
A Biocon Company
Data file D:\DATA\AUG09\9195200.D
Vial No. . P1-B-09
Injection Date 8/24/2009 11:59:28 AM
Injection vol 2ul
Sample Name C-1500-134
Acqg Method C:\CHEM32\1\METHODS\EP7030FM.M
Method info :Column-:Eclipse Plus C18(50X4.6)mm, 5um
MOBILE PHASE::A 0.1%HCOOH B: MeOH @]
Flow = 0.8 mL/min N
Time (min.): 0 3.0 5.0 5.5 8 NH
$ B 30 95 95 30 30 0 N
MS-SCEN, ESI\APCI: DUAL POLARITY @
" Exact Mass: 367.14
S\ Mol. Wt.: 367.46
i “*Maximum Chromatogram of D:\DATA\AUG08\8195200.D, Signal1d C - I
mAU i
250 -
200 - !
|
150
100
50
0 : - - . S
L = oo e g e 1
S _ 6 . min
| Peak| RT | Area | Area
| No | min | | % |
== [ === | === |
1 13.941 16.166e+000(0.664 |
12 14.046 18.981e+002196.653 |
13 |4.467 [1.274e+001(1.371 |
14 14.719 11.219e+00111.312 |
‘ © T TTWISD2 TiC, MS File (D)\DATAVAUG09\8195200.0) MM-ES+APCI, Scan, Frag: 50, "Positive” h
110000000 | %f\
i ~H
| 5000000 I i
] [ H
' 0 ‘* s e — hd s e s e o o]
2 5 min
*MSD2 SPC, time=3.997:4.181 of D:\DATA\AUG08\9195200.0 MM-ES+APCI, Scan, Frag: 50, "Positive” ‘:
100 | o |
i 3 1
80 - |
|
| 60 -] |
: 40 -i |
4 o~ o~ |
20 o 9 ‘
i ‘ [35) <t |
é R —— ! - e ————————————— ?
H T T T ~
b 200 400 600 800 miz
Analysed by : A/ Instrument Code SC/AD/10-014 Page 1 of 1l



Syngene International Ltd
A Biocon Company

HPLC REPORT

Data file
Injection Date
Sample Name

Sample info

:C:\CHEM32\1\DATA\AUG09\9195200.D
:8/24/2009 9:07:48 AM
:C-1500-134

Acq Method

Vial No. =-> P1-A-01
Injection vol HE nl
Operator HEMA

C:\CHEM32\1\METHODS\S AM73.M

Method info

A:10mM NH4OAC B:MeOH
Hypersil BDS C18(4.6X50)mm, 5u
Flow:0.8mL/min

Time B NH
0 30 (0] N
4 90
8 90
9 30
12 30
S\ N
! “*Maximum Chromatogram of C:\CHEM32\1\DATA\AUG08\9195200.D, Signal Id C )
' mAU | 8 :
1000 | ¢ !
| |
800 |
i 600
i i
[ |
N 4001
i
200 |
| © Lo
| \ 888
, ol - _ A - -
) o o 8 10 min
| Peak| RT ] Area | Area
| No |. min | | % |
=== == | === | === |
|1 14.276 124.898 10.634 |
|2 14.395 13877.893 198.748 |
|13 14.508 [15.911 10.405 |
14 14.658 18.371 [0.213
***End of report***
Analysed By :/Q5/ Checked By

Instrument Code

SC/AD/04-062

Page 1 of 1



XIV. Table 1, 2I: [5-(4-Methoxy-phenyl)-6-phenyl-hexahydro-3a,6,7-triaza-azulene-4,8-dione]

@\(o

N NH
OZ %; N
O\

White solid; m.p (Met-Temp): 69°-70°C (uncorrected); 'H NMR (CDCls, 400 I\EHZ): &= 1.84—1.874(1511;
LH), 2.01-2.12 (i, 2H), 2.58-2.63 (m, 1H), 3.73-3.75 (m, 1H), 3.80 (s, 3H), 3.813.87 (m, 1H) ]43.49I;IM§
(m, 1H), 5.99 (s, 1H), 6.84 (s, 1H), 6.85-6.87 (m, 3H), 6.98-7.08 (m, SH), 7.3”5—7.39 (111, ZH),q C29 )
(CDCls, 100 MHz ): 22.16, 27.96, 48.57, 55.31, 57.67, 66.22, 112.71, 114.43, 121.03, 127.03, 1 74
129,94, 146.08, 159.69, 168.31, 172.70; LCMS (UV): 352.2 (M+H"). Anal. Caled. for Cy0HyN30;5: C,
68.36; H, 6.02; N, 11.96. Found: C, 68.23; H, 6.09; N, 11.88.

C-1500-128-9199041

Current Data Parameters

NAME C-1500-128-9196041
EXPNO 1
PROCHO 1
F2 - Acquisition Parameters
Date_ 20090828
Time 13.52
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPRCG zg30
TD 33852
SOLVENT CDC13
NS 8
Ds 2
SWH 8012.820 Hz
FIDRES 0.236702 Hz
1 \ O 2Q 2.1124148 sec
RG 1024
N DW 62.400 usec
NH. DE 6.00 usec
Y TE 296.0 K
o N D1 2.00000000 sec
TDO 1
=
/ ======== CHANNEL fl ==—=====
N wucl 1H
Pl 13.70 usec
PL1 0.00 dB
—0 SFO1 400.2327984 Miz
F2 - Processing parameters
SI 32768
SF 400.2300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
l ) /
T —— . ; - - T T - T T T
10 9 8 7 5 4 3 2 1 0 ppm SYNGENE INTERNATIONAL LTD.

SC/AD/01-002

2.900 ~
1.000 = CD—‘
1.091 =
1171 =
T AA—
=
— e



Current Data Parameters

C-1500-28-9198041-D20 NAME C-1500-28-9199041-D20
EXPNO 1
PROCNO 1
DHHOD AN A TNMMOVN AN NONNOOOITOSAN~OOONTON®MN MO < N
DONDNOMNE O TN VNN TONANNNOOAMMANONOOONNOOTME=A MO MNO < F2 - Acquisition Parameters
PN TN~ VOO N YN NV OUNTTONOITNTMNN—ACONDTMNAATAD O M A O M D Date N 20090829
MMM MANNCOOCCO00N0N0 LRI I ITODDODOC N~ ~OOCOOOO0O00 O ® A Time— 0
NN 00OV VVVTTTTINONMMOMMOMMMEOI M NN NN NN NN INSTRUM spect
. PROBHD 5 mm BBO BB-1H
/ PULPROG zg30
TD 32768
SOLVENT CDC13
us 8
DS 2
SWH 8223.685 Hz
FIDRES
2Q
RG
bW
4 O DE
TE 293.0 K
Dl 2.00000000 sec
/NH TDO 1
o N
CHRNNEL f1
NUC1 1H
Pl 13.50 usec
PL1 0.00 dB
SFOL 400.3124721 MHz
-0 . F2 - Processing parameters
) ) SI 32768
SE 400.3100000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB o]
PC 1.40
T T T T T T T T T T T
10 9 8 7 6 5 4 3 2 1 ppm SYNGENE INTERNATIONAL LTD.
SC/AD/01-004
o~ —
NI 2 sl €82 gl 88
DD (=} O |M|O~— — —|O
NN ~— ~—| |~={Nj— — o~



Current Data Parameters

C-1500-128-8199041 NAME C-1500-128-9199041
o— o © TTMmmo EXPNO 2
~m o O~ O00O I~ NOO N~ v © PROCNO 1
. S MmMoWw o VWmn o~
~N © N e} [N o) . [ - .. . L
~ O v < NN NN ~NNY W ~OY © ~ F2 - Acquisition Parameters
— — o I R CRRR T, = NN Date 20090829
Time 11.02
INSTRUM spect
PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
TD 32768
SOLVENT CDC13
NS 1608
Ds 4
SWH 24038.461 Hz
FIDRES 0.733536 Hz
AQ 0.6816244 sec
RG 2050
Dw 20.800 usec
DE 6.50 usec
TE 293.0 K
Dl 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89999988 sec
TDO 1

== CHANNEL f1

0.0
100.6680954 MHz

—0

nuc2 1H
PCPD2 80.00 usec
PL12 15.46 dB
PL13 16.00 dB
PL2 0.00 dB
SFO2 400.3116012 MHz
F2 - Processing parameters
SI 32768
SF 100.6580300 MHz
WDW EM
SSE ]
LE 1.00 Hz
GB 0

PC 1.40

SYNGENE INTERNATIONAL LTD
. SC/AD/01~004

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



Data file

Vial No.
Injection Date
Injection vol
Sample Name
Acqg Method

Method info

Syngene International LC/MS REPORT

A Biocon Company

: \DATA\RUG0S\9199041.D
P2-F-02
8/28/2009
2ul

3:25:18 PM

C-1500-128
C:\CHEM32\1\METHODS\EP7030FM. M

Column-:Eclipse Plus C18(50X4.6)mm, Sum

MOBILE PHASE::R 0.1%HCO0OH B: MeOH o
Flow = 0.8 mL/min <_iX\N€
i in) . N
_ime {min.): © 3.0 5.0 5.5 8 NH CogHo1N303
% B : 30 95 95 30 30 0 N Exact Mass: 351.11
MS-SCAN, ESI\APCI: DUAL POLARITY Mol. Wt.: 351.40
—~0
"Maximum Chromatogram of D\DATAVWUG09\8199041.D, Signal Id C
mAU 7 3
4 I~
8004 N
700
600 -
500 4
400
300
200
] [=2]
100 E o
0 S T >
: T T T T T g T T
2 4 (<] min
|Peak|  RT | Area | Area
| No | min | | 5 |
e | oommoe |oemmeee !
|1 |o.812 |1.665e+001|0.438
|2 |3.76¢ |3.788e+003|99.562
MSD2 TIC, MS File (D:\DATAVAUG09\9198041.D) MM-ES+APCI, Scan, Frag: 50, "Positive”
j Iae)
15000000 g
10000000
5000000
0 ; . - . ; . ; T
2 4 6 min
"MSD2 SPC, time=3.721:3.923 of D:\DATA\AUG09\9189041.0 MM-ES+APCI, Scan, Frag: 50, "Positive"
3 3
o
el
404
304
o~
204 o ~
N © s
104 3 j a
o
04 | l\ .
; - : - - ; - - - -
200 400 600 800 ml"!
Analysed by : Cﬁ/ Instrument Code SC/BD/10-014 Page 1 of 1



Syngene International Ltd HPLC REPORT
A Biocon Company

Data file :C: \CHEM32\1\DATA\RUGO9\9199041.D Vial No. : Vial 51
Injection Date :8/28/2009 2:39:23 PM Injection vol 1 pl
Sample Name :C-1500-128 Operator : HEMA
Sample info : Acq Method : C:\CHEM32\1\METHODS\SY T7030.M

Method info :A:0.1% TFA B:ACN

SYMMETRY C18(4.6%X250)mm, Sum, o
Flow:0.8mL/min N

Time B ] NH
0 30 ¢} N
15 100 ‘
23 30 '
28 30
—0
->
*Maximum Chromatogram of C\CHEM32\1\DATAVAUG08\9199041.D, Signal Id C
mAU N
~
400 o
300 - 1
i i i
. i i
. 200 5 I
R i
B .25 min
Area
| No | min | | % |
[ == | === |
|1 |6.382 [14.102 10.590 |
|2 19.179 15.309 10.222 |
|3 19.589 |11.036 10.462 |
14 19.722 |2272.342 195.047 |
|5 110.954 [52.101 12.179 |
|6 |11.266 135.863 11.500 |

***End of report***

Analysed By :/4{7 Checked By : ﬂg/

Instrument Code : SC/AD/04-064 Page 1 of



XV. Table 1, 2m(A): [6-Benzyl-5-(3-fluoro-4-methoxy-phenyl)-hexahydro-3a,6,7-triaza-azulene-4,8-
dione]

White solid; m.p (Met-Temp): 85°-87°C (uncorrected); [a]p -18.52 (¢=0.866, CH,ClL, at 20°C); 'H NMR
(CDCl;, 400 MHz): 6= 1.85-1.94 (m, 2H), 2.07-2.12 (m, 1H), 2.56-2.61 (m, 1H), 3.39-3.44 (m, 1H), 3.49-
3.52 (m, 1H), 3.70-3.74 (m, 1H), 3.87 (s, 3H), 3.91-3.95 (m, 1H), 4.54 (s, 1H), 5.38-5.42 (m, 1H), 6.98-
7.03 (m, 1H), 7.09 (s, 1H), 7.15-7.17 (d, J=7.64, 2H), 7.26-7.32 (m, 5H); "°C NMR (CDCl;, 100 MHz ):
22.44, 26.46, 48.26, 56.30, 56.92, 57.08, 75.17, 113.90, 124.83, 128.23, 128.77, 128.87, 130.18, 134.49,
148.19, 14830, 151.42, 153.88, 168.86, 172.14; LCMS (UV): 3842 (M+H"). Anal. Caled. for
CyH»nFN30;5: C, 65.78; H, 5.78; N, 10.96. Found: C, 65.69; H, 5.75; N, 10.83.

C-1500-135-9204332

Current Data Paramsters
M HO AN ~NMTMNMEMNONMN—AOERONMUL AN CNOMNMNTODONY~NUMNINAHO~DO OO N2ME C-1500-135-9204332
MUOOoOCONTOL oSN MUMNECEMNETMNOUAITOOT~ONMNMVALRINANMNMTANONONMSYOWN EXPNO 1
NOO~LUNULNOMNOOHCOAOMUEAON N TNAN AN TNORNCA~VANOR~MNMNO DM~ DO PROCKO 1
™ oMo N == O COSITMMUANAN XU TTITMNMLNONNA—OOOO0 DKM ®OD @ FROCRO -

0 o238
0 RG 181
{ >\// ow 60.800 usec
N { DE €.50 usec
/1 NH TE 293.0 K
i Dl 2.00000000 sec
e
_— \ ======== CHZNNEL {] ========
/ WUCL 1H
Pl 13.50 usec
FX\ PLL 0.00 az
d SFO1 400.3124721 MHz
N . F2 - Processing parameters
SI 32788
SF 400.3100000 MHz
WDW EM
SSE 0
LB 0.30 Hz
GE 0
PC 1.40
il
} | ¢
L N AV e

3 2 1 ppm SYNGENE INTERNATIONAL LTD.
SC/AD/01-004




o~
o
w
—
~

7.0276

7.0066

6.

9846

5.4041

C-1500-135-9204332D20

™
™
—
<

=

o w
~™m
oy @
mm
mm

(<))
<
o
\D

1.8832
1.8668
1.8502
1.8356.

F
¢}
AN
T T T T T T
10 9 & 7 5 4 3 ppm
Q<< (=] o Ofv— ||+~ -~ mo
Q|| o ~ TIOO|M o™ ol ]
x|ee < I R N S RIN
<tiON|+— ~ ~ O f—j—{ — —lN

Current Data Parameters

NEME c- 1500 135-9204332D
E. o} 1
PROCNO 1

INSTRUM
PROBHD
PULPROG
TD
SOLVENT

S5 mm BBO

3444 sec

usec
usec
TE 283.0 K

sec

SFO1 400. 3124/21 MHz
F2 - Processing parameters
SI 32768
SF 400.3100000 MHz
wWDwW EM
SSB 0
LE 0.30 Hz
GB 0
PC 1.40

SYNGENE INTERNATIONAL LTD.

SC/AD/01-004



Current Data Parameters

C-1500-135-9204332 WAME C-1500-135-5204332
TSV ONOOO<T O~ MMO EXPNO 2
HO OO TN DN MO~ ©ONO W o < PROCNO 1
T T T MmMoOWwW—-H OO MmN - <
NE BRI RRRI’I S e ™ F2 - Rcquisition Parameters
o o A I R R N Date_ . 20090831
Time 20.50
INSTRUM spect
PROEED 5 mm BBC BB-1H
PULPROG zgpg30
TD 32768
SOLVENT cDC13
NS 2048
Ds 4
. SWH 24038.461 Hz
*' FIDRES 0.73359¢6 Hz
.. 2Q 0.6816244 sec
A RG 2050
DW 20.800 usec

o] DE 6.50 usec
TE 93.0 X
N Dl 2.00000000 sec

NH dll 0.03000000 sec

7 DELTR 1.89959998 sec

N@ D0 1

CHANNEL £1
NUC1 13c
Pl $.25 usec
PL1 0.00 dB
SFOl 100.6680954 MHz
- CHARNNEL £2
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PL12 15.46 dB
PL13 16.00 dB
PL2 0.00 dB
SFO2 400.3116012 MHz
F2 - Processing parameters
ST 32768
SF 100.6580300 MHz
wow ElM
SSB 0
i LB 1.00 Hz
GB [¢]
} PC 1.40

S Akt . WY

SYNGENE INTERNATIONAL LTD
SC/AD/01-004

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




Syngene International Ltd LC/MS REPORT
A Biocon Company - -

Data file A\SEP09\9204332.D

Vial No. H P1-A-08

Injection Date : 9/1/2009 11:30:55 AM
Injection vol o 2ul

Sample Name : C-1500-135

Acg Method

C:\CHEM32\1\METHODS\EP7030FM.M

Method info :Column-:Eclipse Plus C18(50X4.6)mm, 5um o
MOBILE PHASE::A : 0.1%HCOOH B: MeOH O\/(
Flow = 0.8 mL/min N NH
Time (min.): O 3.0 5.0 5.5 8 O/ N/ ;
$ B : 30 95 95 30 30 \/@ :
MS-SCAN, ESI\APCI: DUAL POLARITY :
r Ca1H22FN303
Exact Mass: 383.16
0 Mol. Wt.: 383.42
N
*Maximum Chromatogram of D:\DATA\SEP09\9204332.D, Signal ld C
mAU | o
] <
1200 4
1000 -
800
600
400
200 E
0 ;
T T T T T
2 4 6 min
| Peak | RT | Area | Area |
| No |  min | | % |
|1 |4.131 |6.012e+003|97.201 |
|2 |4.233 [1.731e+002]2.799 |
MSD2 TIC, MS File (D:\DATA\SEP09\9204332.D) MM-ES+APCI, Scan, Frag: 50, "Positive”
30000000 &
20000000
10000000
0 ; : : : : : ; ;
2 4 6 min
*MSD2 SPC, time=4.089:4.255 of D:\DATA\SEP09\9204332.D MM-ES+APCI, Scan, Frag: 50, "Positive"
50 g
o«
bel
40
30
p o
20 S
el
10 |
o l ‘
T T T N T T T
200 400 600 800 m/z
Analysed by : Instrument Code : SC/AD/10-014 Page 1 of 2



Syngene International Ltd
A Biocon Company

HPLC REPORT

Analysed By

Data file :C:\CHEM32\1\DATA\SEP09\9204332.D Vial No. =-> P1-E-01
Injection Date :9/1/2009 9:06:49 AM, Injection vol 1 pl
Sample Name :C-1500-135 Operator HEMA
Sample info Acg Method C:\CHEM32\1\METHODS\S_AM73.M
Methoed info A:10mM NH40RC B:MeOH
Hypersil BDS C18(4.6X%50)mm, Su [j_>x\%g3
Flow:0.8mL/min N
Time %B NH
0 30 O N
4 90
8 90
9 30 F
12 30 I
AN
| " fMizximum Chromatogram of C:\CHEM32\T\DATA\SEP0915204332.D, Signal Id C h - ;
i mAU g i
: - "-ﬁ !
4 V“ i
1
| ! M >
i 800 - i
! 1 'i
| : .
! 600 i :
i |
b
400 !
i i
j 200 - i
Bl oM ‘1 = o uD7
! 1 5+ }\ « @ S}
i 02 i< R i n R
i i . .
4 - l 8 .10 min
| Peak| RT | Area | Area
| No | min | | %
| === === | === | === |
11 13.903 |3.294 10.076
|2 14.113 |3.110 10.072
|13 14.770 14319.696 199.512 |
|4 15.201 |7.744 10.178
|5 |5.941 14.106 10.095
|16 |7.050 12.933 ]0.068
*++End of report***
Checked By ':
Page 1 of 1

Instrument Code

SC/RD/04-062



XVI. Table 1, 2m(B) [6-Benzyl-5-(3-fluoro-4-methoxy-phenyl)-hexahydro-3a,6,7-triaza-azulene-4,8-

dione]
Y.
N NH
O
F
O\

White solid; m.p (Met-Temp): 80°%82°C (uncorrected); [o]p -49.25 (¢=0.944, CH,Cl,, at 20°C); 'H NMR
(CDCls, 400 MHz): 6= 1.89-1.93 (m, 1H), 1.99-2.02 (m, 1H), 2.08-2.13 (m, 1H), 2.53-2.58 (m, 1 H), 3.66-
3.77 (m, 3H), 3.88 (s, 3H), 3.90-3.91 (m, 1H), 4.78 (s, 1H), 5.08-5.12 (m, 1H), 6.74 (s, 1H), 6.78-6.86 (m,

2H), 6.97-7.01 (m, 1H), 7.27-7.37 (m, SH); PC NMR (CDCls, 100 MHz ): 22.38, 27.37, 48.59, 56.30,
58.14, 58.48, 70.10, 113.90, 117.54, 124.89, 125.88, 128.32, 128.91, 128.95, 135.07, 147.90, 148.01,

150.91, 153.38, 168.07, 171.03; LCMS (UV): 384.2 (M+H"). Anal. Calcd. for C;;H»FN;05: C, 65.78; H,
5.78; N, 10.96. Found: C, 65.74; H, 5.81; N 10.99.

C-1500-135-9204334

Current Daztz Parameters

N NZME €-1500-135-920433¢
mzr:]l\\'_‘)coDNrﬂv(\lmO(\:N@ﬁrmi\oom!\(\:ot"(‘dmvomﬁr{v(\!vr—(c‘vr\@mmr—« N < &
m:fggggv—‘:\ccmmmGmr\\:}(\lcamomOomom,-ior\mc\omqﬂf\r\mmvr\mcmor\ml\ EXPNO 1
Hn'q'—'m,—co@'—em\ommmmor\v,—(@.m:\-—iomr\f:qmomwl\mwomvwmv—wm(\VQG\mrﬂm PROCNE b
;r"m(“"‘-(”y”"’""(\JOG\C\‘@@@@T\K\I\HOo{\@vmujl\l\’\f\l\wow\Dmmmmmﬂﬂoooommmm
o o . ;

. S 2
SWH 10000.000 Hz
o) FIDRES 0.305176 Hz
O\// 30 1.6382500 sec
RG 161
N I\QH Dy 50.000 usec
/| ) DE 6.50 usec
O/V/N TE 283.0 ¥
Dl 2.000000C0 sec
TDO 1
=
/ CHANNEL f£1
FN\ HUC1 1H
Pl 13.50 usec
PLL 0.00 dB
O\ 5701 400.3136028 MHz
F2 - Processing parameters
SI 32768
SF 400.31 OOOOO MEz
WOW
SSB G
LB 0.30 Hz
GE 0
BPC 1.00
Jk fi_ M
T T T T T T T T _
3 12 11 10 9 3 2 1 ppm SYNGENE INTERNATIONAL LTD.

SC/AD/01-004




C-1500-135-9204334D20

Current Date Parameters

© o~ csmcoc\:ovmNmml\n\ul\\ocaml\nnmooowmmcﬁwmvmﬂmmvmmﬁvl\oom(\:r—(mm WRME €-1500-135-5204334D
mr\mhmommr\oo‘\o::moowmoow\nwz\kaDr\Nvmmmmr\:mvmmwmwr\moovv—iwow@mm EXPNO 1
(:D\Dv("‘;(ﬁ(\l:—(O\\DMOS\D\OLOMNGWI\OCDKDM(\]O\I\\D\DU?MNOU\I\LHQ"LOQ‘NOOJ[\OG\G\P(\!O@LDI\ PROCNO 1
aRsalial mmmwxmommmmmmx\h.—«ooml\wwwhn\hhl\w\owommmy—«oooo\mmmmwmo
o~ ~ 000 \D\QG\QLN\D\DVQ"(")MMMMMmmmmmmNNNNN(\}NHr—(\—lg—ir—il—lHO F2 - Rcquisition Parameters
Date_ 20090901
Time 10.47
IWSTRUM Spect
PROBHD 5 mm BBO BB-1H
PULPROG zg30
TD 32768
i SOLVENT CDC13
' NS 8
N DS 2
' SWH 8223.685 Hz
FIDRES 0.250967 Hz
()] RQ 1.9923444 sec
V7 RG 161
N jal4) 60.800 usec
/J NH DE 6.50 usec
/ — TE 283.0 K
O N D1 2.00000060 sec
N\ /) TDO 1
. CHANNEL £ =
1 1
F .
400.3124721 z
O\
F2 - Processing parameters
SI 32768
ST 400.3100000 MHz
wowW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.40
/
|
‘\_____}(_,ML’J;——J—’
[N T T T T T T T T T T T
10 e] 8 7 6 5 4 3 2 1 ppm SYNGENE INTERNATIONAL LTD.

SC/AD/01-004

5.242
1.118
2.024
1.000
1.025
4.377
3.330
1.036

4

5
1.188



C-1500-135

MO AHOC W0 ANQNWNON T b
n < o ~ @ S Current Data Parameters
cemacasaanesaanny ZIZRITIRD = NAME C-1500-135-5204334
HOMOEMWMmOEWNW < <~~~ M o EYPNO 2
SO NI T ONNNNN NN A N~V O Y ~ o
B R B e M e B S o o S SR O NTS TS I ISR PROCNO 1
F2 - Rcquisition Parameters
Date_ 20090901
Time 5.
INSTRUM spect
PROBHD 5 mm PABBO BB~
PULPROG zgpg30
D 32768
SOLVENT /ot
us R Lo
Ds 4
o] SWH
/\< N FIDRES
N ' 20
NH RG
ow
@] N DE
TE 295.1 K
Dl 2.00000000 sec
dll 0.03000000 sec
F DELTA 1.89999998 sec
TDO 1
Q. CHANNEL f1 ==
N 13¢C
7.13 usec
-3.00 dB
100.6278593 MHz
CHENNEL f£2
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PL12 15.14 dB
PL13 15.00 dB
PL2 0.00 dB
SFO2 400.1516006 MHz
F2 - Processing parameters
SI 2768
SF 100.6177980 MHz
wWowW EM
1 | J ss3 0
T LB 1.00 Hz
GB 0
PC 1.40
T T T T T T T T
200 180 160 140 120 100 g0 60 4 2 ppm

SYNGENE INTERNATIONAL LTD.

Sc/AD/01-003



Data file
Vial No.

Injection Date
Injection vol

Sample Name
Acg Method

Method info

Syngene International
2 Biocon Company

D:\DATA\SEP09\9204334.D
P1-A-09
9/1/2009
2ul
C-1500-135
C:\CHEM32\1\METHODS\EP7030FM .M

11:40:32 AM

:Column-:Eclipse Plus C18(50X4.6)mm,5um
MOBILE PHASE: :A 0.1%HCOOH B: MeOH

Flow = 0.8 mL/min
Time (min.): O 3.0 5.0 5.5 8
% B : 30 95 95 30 30
MS-SCAN, ESI\APCI: DUAL POLARITY
F Ca1H22FN30g
Exact Mass: 383.16
¢ Mol. Wt.: 383.42
N
*Maximum Chromatogram of D:\DATA\SEP09\9204334.D, Signal Id C
mAU ] &
- o
: )]
1200 -
1000 -
800 -]
600 - ‘
400 -]
200 4 i
4 ) :
B o) 1
0] L
T T " T T T T T
2 4 6 | min
| Peak| RT | Area | Area
| No |  min | | % |
|1 |3.834 |6.133e+003|99.464
|2 |3.942 |3.307e+001]0.536
r MSDZ TIC, MS File (D:\DATA\SEP09\9204334.D) MM-ES+APCI, Scan, Frag: 50, "Positive” I
3 & |
20000000
10000000
01 . . ; ; . = ; - ; - ; : - .
2 4 6 min
*MSD2 SPC, time=3.794:4.070 of D:\DATA\SEP099204334.D MM-ES+APCI, Scan, Frag: 50, "Positive”
| o
60 3
™
50
40
304 o
| w0
204 3
104
Q E Jy
T T ] T T 1
200 400 600 800 m/
Instrument Code SC/AD/10-014 Page 1 o0f 1

Analysed by :é}/



Syngene International Ltd
. A Biocon Company

HPLC REPORT

Data file :C:\CHEM32\1\DATA\AUG09\9204334.D Vial No. =-> P1-C-04
Injection Date :8/31/2009 5:34:06 PM Injection vol 1 pl
Sample Name C-1500-135 Operator HEMA

Sample info Acq Method C:\CHEM32\1\METHODS\S_AM73.M

A:10mM NH4OAC B:MeOH
Hypersil BDS C18(4.6X%50)mm, Su
Flow:0.8mL/min

Method info

Time B

0 30
4 90
8 90
9 30
12 30

N

*Maximum Chromatogram of C:\CHEM32\1\DATA\AUG0919204334.D, Signal Id C

mAU
|

800

4.115

600

4007

1 T o i
.8 10 min
|
|2 14.115 12482.573 196.151
|3 14.434 14.832 10.187 |
|4 14.581 14.466 [0.173 |
15 14.753 133.310 11.290
|6 15.188 125.938 [1.005 |
|7 15.333 118.617 ]0.721
|8 15.935 16.273 10.243
**+*End of feport***
Analysed By :;4/7 Checked By
Instrument Code SC/AD/04-062 Page 1 of 1



XVIL Table 2, 4a(A): [6-Benzyl~4-naphthalen-1—yl—hexahydro—3a,6,7—triaza—azuléne-5,8—dione]

White solid; m.p (Met-Temp): 210°-211°C (uncorrected); [a]p +84.607 (¢=0.890, CHCI;, at 20°C); 'H
NMR (CDCl;, 300MHz ): &= 1.78-2.14 (m, 3H), 2.36-2.41 (m, 1H), 2.91-2.99 (m, 1H), 3.18-3.24 (m,
LF), 3.41-3.45 (m, 1H), 4.58-4.72 (i, 2H). 5.65 (5, 1H), 6.62 (br s, 1H), 7.10-7.13 (m, 2H), 720.7.20 (.
310, 7.46-7.64 (m, 3H), 7.82 (d, J = 7.82 Hz, 2H), 7.91 (4, J=9.3 Hz, 1H), 8.46 (d, J= 8.46 Haz, 111); "°C
NMR(CDCls, 75MHz): 22.40, 23.06, 52.39, 52.44,59.97, 61.47, 121.22, 125 .46, 125.78, 126.51, 127.32,
128.78, 128.93, 129.13, 129.37,129.44, 130.11, 131.31, 133.51; 133.71, 168.23, 169.82; LCMS (ELSD):
386 (M+H"); HRMS: 386.185503 [Calculated for Ca4Ho4N50, 386.186852 (M+H)'].

Name: D.Naskar 0
Solvent: COC13

Ambient temperature

INDVA=300 ‘“erpstr N ,

Relax. delay 0.300 sec N —_
Pulse 45.0 degrees

Acg. TImE 2.667 sec \
Vidth 5000.2 Hz (@] Y /

22 repetitions
0BSERVE  Hi, 2




ppm
169.824
168.515
168.234
160.829
160. 562
160.301

—133.706

7
/
)

L2230 mn g o - U N <o
nRSFevmoEIYNg ~Nam
Lo~ -aREgY MWON S o
=== = =R INE R R
fooanaad 88y NN

121,200 -
116.281
114.372

77.208
76.997
76.785
——— 69.563

61.466
—_— 59.965
T 58.971

— 52.435

51.856

TT— 43.825

23.063
22.702
22.396
20.435

1.848

Current pata Parameters

EXPND
PROCNO

1
1

F2 - Acquisition Parameters

INSTRUM
PROBHD
PULPAOG
0
SOLVENT

CPDPAGZ
Nucz
PcrPoz
PL2
PLi2
PLi3
SFD2

Spect
5 om Duz) 13
2gpg30
32788
coci3
40830

4

37533.984 k2

1.147277 1z
0.4358544 sec

1024

13.300 usec
6.00 usec

300.0 k
1.00000000 sec
0.03000000 sec
0.00002000 sec

= CHANNEL 1 =
13C

usec

5!
8

.00
0.00 gf

150.9183476 Muz

CHANNEL £2

waltzig

H

110.00 usec
-6.00 dB
17.00 d8
17.00 o8
800.1324005 My

F2 - Prncess:ng Parameters
SI

SF
HOK
558
LB
G8
PC

iD NHA plot Parameters
cx

32768
150.9028157 Mz
EM

0
4.00 Hz
0

1.40

20.00 cm
180.000 ppm
2BB71.54 Hz

8.50° pom/en
1433, Hz/em




C24Ha3N30;
Exact Mass: 385.18
Mol. Wi.: 385.46

Openlynx Report — DS2-314 LC/MS (ESI) LC with UV at 220 nm and ELSD NASKAR

Page 20
. _ Page #:54
Comment / MW:COS/385 Vial:1:98
Sample Report (continued):
ELSD 2.0e+006
1004 5.1
%
0 e ; e e T S e Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 g.00 5.00
Peak# Time AreaAbs Area %  Width Height Mass Found Compound
o 4.7e+005
(4)
100 385 {
5.13 l'l
it
% i
(1) |
D.41 I
P
o T T 7 T T T T T T T T T T Time
1.00 2.00 3.00 4.00 5.00 €.00 7.00 g8.00 8.00
Peak# Time AreaAbs Area %  Width Height Mass Found Compound
1 041 4.373e+002 10.70  0.200 5.881e+004
4 513 3.648e+004 89.30 0.600 4.230e+00E 385.00 Found
MS ES+ :TIC 1.3e+006
(5)
100 385 “‘
S_Zl]l
: i
@) I
3.33 [N
A £ .
0 T T T T T T T T EARRE T T Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 .00
¥S ES+ :386 8.1e+005
100 (5) _
q 385 |
5.21 ?,
I
5 I
H
0 (R L B R T T UNABAREAZNS [ S S A 7 Time
1.00 2.00 -00 4.00 5.00 6.00 7.00 £.00 .00



Co4H23N307
Exact Mass: 385.18
Mol. Wt.: 385.46

Openlynx Report - DS2-314 LC/MS (ESI) LC with UV at 220 nm and ELSD NASKAR Page 22
Page #:54
Comment/ MW:COS/385 Vial:1:98
Sample Report (continued):
PeakID Time Mass Found
4 513 385.00
{Time: 5.13) Combine (125:130-(118:121+138:141)) 1:MS8 ES+
100 386.0 2.0e+005
o
;87,1
358.0
276. i 427.9 484.0
o e T A L, ; — e | —n/z
200.00 400.00 600.00 800.00 1000.00
PeakID Time Mass Found
5 521 385.00
(Time: 5.21) Combine (128:133-(118:121+140:143)) 1:M8 ES+
100 386.0 3.8e+005
%
387.1
358.0
o T T T T T T T T T T /2
200.00 400.00 £00.00 B00.00 1000.00
Peak!D Time Mass Found
1 041
(Time: 0.41) Combine (7:12-(3:6+13:16)) 2:M5 ES-
143.6 8.1le+001
100
En 210.7
} L] J‘ ZGT'S 3868 456.9 ?49‘7 575.3 702.3754.3804.1 836.5 963.8571-0
D
o .“L. HHH‘] lkhlﬂ[ ,MH\H\,;y\u‘i‘ul‘\‘lu!‘f M;!'/m‘ 1 ’ mr} ol |!| ‘|h |_l||\ ) “ | |ﬁ Low ‘JH]IH )2
200.00 400.00 §00.00 800.00 1000.00
PeakID Time Mass Found
2 055
(Time: 0.55) Combine (10:15-(5:8+27:30)) 2:MS ES-
100 137.0 6.7e+002
%
177.0
! ” 229.1 B47.1
[ UL — U T ————! —— m/z
200.00 4£00.00 £00.00 800.00 1000.00



NH
DRASY
O
C24Ha3N302

Exact Mass: 385.18
Mol. Wt.: 385.46

Openlynx Report -~ DS2-314 LC/MS (ESI) LC with UV at 220 nm and ELSD NASKAR

Page 23
Page #:54
Comment/ MW:COS/385 Vial:1:98
Sample Report (continued):
PeakID Time Mass Found
4 513
: 5.13) Cowbine (125:130-(118:120+138:140)) 2:MS ES-
582.2 5.5e+002
1172.1 50q g 240.8 383.9
\ ‘II ( T ’ T T T T T /2
200.00 400.00 600.00 800.00 1000.00



File:50701 Ident:47_5 SMO (1,37 PKD(S,S,Q,0,00-s,0.0,(S.UO-&,F,F) SPEC(Heights, Centroid) T +10:38 >
AutoSpecETOFFPD FAB+ Voltage BpI:3782464 TIC:5522873856 Flags:NORM
File Text:Naskar/Morand ; 4-55 ; HREFAB
100)’3 - 386.1855 3.1E6
85 3.0E6
BOj 2.8E6
85j £2A7E6
t -
80 [—\ o 2.586
75 N)\( 2.3E6
O
. oo
&5, 0 2.0E6
Co4H23N30 )
50 24M23N307 1.986
Exact Mass: 385.18 E
55 Mol. Wt.: 385.46 1.786
50
45
40,
35 384.1698
30
387.1884
25
20
385.1754
15
10
5 388.1931
o 384.3768 385.3806 | |385.3891 387.3377 388.4043
: . i
384 3ds 386 387 3ds




Elemental Composition

File:50701 Ident:47_57 sMO(1,9) PKD(S9,5,9,0.00%,0.0,65.00%,F,F)

2utoSpecETOFFEP + Voltage-Bpl:37A2464 TIC:5522873856 Flags:NORM
——fiTe Text:Naskar/Morand ; 54-55 |; HRFRB
" Heteroatom Max: ~ 20 "TonT "EGEHE Even and 0dd
Limits:
s
383.5009 1.0 ﬁ &é /0.5 0
388.933 100.0 10.0 L e 00 00 30
Mass ERA Pks std PPM mDa Ccalc. Mass DBE C
387.18B44B 26.9 A 4.5 1.8 387.190207 14.5 23
386.185503 100.0 (rth‘* 3.5 1.3 ARG 186852 14.5 24
e\ 8.1 -3.1  386.182282  15.0 237
385.175445 16.6 -2.3 -0.9 385.174557 15.5 3
o 9.3 3.6 385.179027 15.0 24
384.169810 33.9 3.6 1.4 384.171202 15.5 24
-8.0 -3.1 384.166732 16.0 23

C24H23N30,
Exact Mass: 385.18
Mol. Wt.: 385.46
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Area Percent Report

Page ] of 3
Data File: C:\ChromQuest\3459-dn-54-55.dat

Analyst: System
Sample ID: 54-55 Vial: A0§ Injection Volume: 10

12215 nm, 5 nmi 4000
3455-dn-54-55
Retention Time
2000
~ .
a ao J
* o« . <5, ) .
) . ! ,{ : A | E

-
~ o
2 =5 B 5e B
~ o © @ N s
~ o W ©© ~
| il -~ L. |
3 T T T e 0
T T T T T T T T T T T T T T T T T T T 1
0 1 2 3 4 5 6 7 8 g 10
Minutes
2:255 nm, 5 nm
3455-0n-54-55 r 750
500
F250
0
T T T L e T — T g T
1 2 3 4 5 6 7 8 9 10
Minules
Spectrum Max Plot |-4000
3458-dn-54-55
Jk» 2000
D1~\_/;/L 0
T T T T T T T T T T T T T T T T —
0 1 2 3 4 5 8 7 8 9 10
Minutes
Instrument Name: System 2 Software Version: 2.51

Acquisition Method: C:\ChromQuestMETHODS\30acnsjs.met
Sequence: C:\ChromQuest\SEQUENCE\thZ?99jzc—129—3»2-9.seq

mAU

mAU



Area Percent Report Page2 of 3
Data File: C:\ChromQuest\ 54-55.dat

1430 100465 0.34
SS 2411 1906194 6.39
SS 2.651 65647 0.22
sS 3.597 1362145 4.57
Vv 5.968 73635 0.25
vV 6.254 279718 0.94
A% 6.462 522876 1.75
\AY% 6.678 310279 1.04
SS 6.728 124864 0.42
% 6.895 25009432 83.89
A 7.492 57123 0.19

VS

‘ Totals
29812378 100.00
(3§
O
-0
O
Instrument Name: System 2 Software Version: 2.51

. Acquisition Method: C:\ChromQuest\WMIETHODS\302cnsjs.met
Sequence: C:\ChromQuest\SEQUENCE\hes2790jz¢-129-3-2-9.seq



Area Percent Report
Data File: C:\ChromQuest\ 54-55.dat

2: 255 nm, 5 nm
Results (Original)

Page 3 of 3

Name Retention Time Area Area Percenl Intepration Codes
6.462 60564 179 VvV
6.726 53290 1.58 SV
6.882 3263006 96.63 VV
Totals
3376860 100.00
0
2
o
NH
-0
(6]
Instrument Name: System 2 Software Version: 2.51

Acquisition Method: C:\ChromQuestMETHODS\30acnsjs.met
Sequence: C:\ChromQuest\SEQUENCE\hcs2790 jze-129-3-2-9.seq
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White solid; m.p (Met-Temp): 215°216°C  (uncorrected) [o]p +93.171 (c=0.946, CHCls, at 20°C); 'H
NMR (CDCl;, 400MHz ): &= 1.77-2.14 (m, 3H), 2.31-2.36 (m, 1H), 2.912.93 (m, 1H), 3.16-3.18 (m,
1H), 3.37-3.40 (m, 1H), 4.54-4.57 (m, 1H), 4.66-4.70 (m, 1H), 5.62 (s. 1H), 6.66 (br s, 1H), 7.10-7.11 (m.
2H), 7.19-727 (m, 3H), 7.44-7.61 (m, 3H), 7.77-7.83 (m, 2H), 7.88-7.90 (d, J=7.92 Hz, 1H), 8.43-8.45
(d, 1=8.48 Hz. 1H); "C NMR(CDCL, 100MHz ): 22.94, 24.42, 52.97, 54.03, 58.55. 68.23, 123.55,
12451, 125.44, 125.66, 126.54, 128.41, 128.43, 128.48, 128.77, 128.87, 129.18, 130.85, 132.61, 133.75:
133.80, 169.84, 171.62; LCMS (ELSD): 386.2 (M+H"); Anal. Calcd. for CoyHysN3O,: C, 74.78; H, 6.01:
N, 10.90. Found: C, 74.69; H, 6.05; N, 10.92 .

C-1 502-07-9211005 Current Data Pzrameters

NAME C-1502-07-9211005
EXPNO 1
PROCNO 1

oM~ o
] 9\ g g ~ 2 F2 - 2cquisition Parameters
) ~ - g1¢
oo~ ~ o E;te_ 20080818

............................................ Time 18.43
l\l\l\r\(\l\t\l\r\\omvvvvmmm MMM N~ INSTRUM spect

8
DS 2
- SWH 8223.685 Hz
FIDRES 0.250867 Hz
2Q 1.9923444 sec
RG 228e
bW 60.800 usec

DE 6.50 usec

TE 283.0 K
(@) D1 2.00000000 sec
N /\/< D0 1
N
O\& N ' S S £ e
N Vi 1 5
o)

N 13.50 usec
PL1 0.00 dB
SFO1 400.3124721 MHz

F2 - Processing parameters
SI 32768

SF 400.3100000 MHz
wWoW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.40

L

11

[ J IMMMMM

o i T
8 7 6
rw vj
o ©
) < =
= -~ o

s |

SYNGENE INTERNATIONAL LTD.
SC/aD/01-004

—
10 9 ppm
)
™

b

=l

r
42

19
48

053—

000
0

0
0




C-1502-07-9211005

NTOU AW OMEM-OM - O W Current Data Parameters
LeenmYedeneyene sy oodn vos S NEME C-1502-07-9211005
HOMMONOMNDOM®®O®WYOnYTM . . EXPNO . 2
COUMMOMMANNNNNNNNNN SOV O @SN < o PROCNO 1
A A A A A A A A A A A A A A=~~~ O 000 o~ o
F2 - Rcguisition Parameters
Date_ 20080820
\ Time 3.32
| INSTRUM spect
- PROBHD 5 mm PABBO BB-
R PULPROG *zgpg30
’ TD 32768
SOLVENT CDC13
NS 5000
Ds 4
SWH 2403B8.461 Hz
FIDRES 0.733596 Hz
2Q 0.6816244 sec
RG 114
DW +20.800 usec
DE 6.00 usec
TE 295.1 K
Dl 2.00000000 sec
dil 0.03000000 sec
DELTR 1.89999998 sec
TDO 1
= CHRNNEL f1
13C
7.13 usec
-3.00 dB
100.6278593 MHz
CHENNEL f£2 ==
CPDPRG2 waltzl6é
nucz 1H
PCPD2 80.00 usec
PL12 15.14 d&
PL13 15.00 dB
- PL2 0.00 dB
SFO2 400.1516006 MHz
F2 - Processing parameters
SI 32768
SF 100.6177980 MHz
wow EM
SSB [¢]
LB 1.00 Hz
GB 0
PC 1.40
L L A J. L
T T T T T T T T T T T
220 20C 180 160 140 120 100 80 60 40 20 pRm

SYNGENE INTERNATIONAL LTD.
SC/AD/01-003




Syngene Internatiomal Ltd
A Biocon Company

LC/MS REPORT

Data file :  D:\DATA\SEP09\9211005.D
Vial No. : P1-A-01

Injection Date : 9/22/2009

Injection vol o 2ul

Sample Name : C-1502-07

Acg Method

Method info :Column-:Eclipse Plus C18

(504 .6)mm, 5pm
MOBILE PHASE::A : 0.1%HCOOH B: MeOH
Flow = 0.8 mL/min

Time (min.): O 3.0 .0 8
B 30 95 30 30 N
MS-SCAN, ESI\APCI: DUAL POLARITY o
Ca4Ha3N30,
Exact Mass: 385.18
Mol. Wt.: 385.46
*Maximum Chromatogram of D:\DATA\SEP09\9211005.D, Signal ld C
mAU =
el
<«
800
600
400
200 I
© o
] & $L 2
@ ]
0 > I Ein
2 min
|Peak| RT | Area | Area
| No |  min | | % |
R R R |
|1 |4.676 |5.917e+001|1.630 |
|2 |4.811 |3.484e+003|95.946 |
|3 |4.880 |6.678e+001]1.839 |
|4 |5.590 |2.122e+001]0.585 |
15000000
10000000 4
5000000 3
0 : : : : : : ‘
2 4 6 min
*MSD2 SPC, lime=4.775:4.996 of D:\DATA\SEP09\9211005.0 MM-ES+APCI, Scan, Frag: 50, "Positive"
o~
80 <
@
704 @
60
50
40+ o
30 g
N
204 o
104 ]
! 04 L I .
T T T T
200 400 500 800 mi

Analysed by : @%7//
1%

Instrument Code

SC/AD/10-014

Page 1 o0f 1



XIX. Table 2, 4b: [6—Benzyl—4—(4~methoxy-phenyl)—hexﬁhydr0—3a,6,7-triazé~azulene—5,8-dione]

White solid, m.p (Met-Templl): 64-65°C (uncorrected); '"H NMR (CDCls, 300MHz): & = 2.02 (m, 3H),
2.55 (m, 2H), 3.10 (m, 1H), 3.86 (s, 3H), 4.66 (m, 2H), 4.78 (m, 1H), 5.02 (d, J= 14.1 Hz, 1H), 6.99 (d, J=
7.5 Hz, 2H), 7.49 (m, 5H), 7.52 (d, J= 7.2 Hz, 2H), 8.21 ( br. s, 1H); PC NMR (CDCls, 75MHz): 22.35,
23.26,52.18,52.95,55.29, 59.92, 65.45, 114.08, 125.04, 128.76, 129.13, 129.37; 131.08, 133.51, 160.41,
166.95, 168.31; LCMS (ELSD): 366 (M+H"); HRMS: 366.181249 [Calcd for Cy;HyN;05 366.181767

(M+H)"].

o7y co o
‘Ambisnt temperature
INOVA-200 “zeeman' N
Relax. celay 0.300 sec s
Pulse 45.0 degrees N
Acg. time 2.567 sec
Hz
32 o O
E 2
ATA
: 1 H
7
1

T

6.990
14
I

AN IPIT
b“\\/‘7 515
5;\_7.&:7
=
—

4.775

=~

f.973

~g3

=7 . 401

0
1.97
q
iy B AT

— P — e e e
0.56 2.00 5 050 23
— T ,.7” — ‘ 0.95 2.00 .80 :
T L— 7 T T L— T T T ———y
10 s 8 7 6 5 4 3 2 ! T
+ ppm



mmmwmr\omcom-vowovl\«oomﬂ moml\vmm“m\nmr\m W~ <
-—w?LﬂOLﬂOﬂY\HLDmLOCDVNQOU)mm!\ -—VOL‘D('UVL'JNI\U?U"V!’\K"] 0 uvw o
£ G omoo TR NERBRE8ES  SERNICHERESEE @~ an
3 EDLQ‘-'“*“OM*‘*D’IEND’)E){DLF]EUDLDVVWN I\I\LDLUL’?LHU‘DL’]LDWFU('UO? O < mo
TTTITF T80 2Ea=02Y  RRRCPREZEEEEEY? s3oy
\ i !}x | I 1 i
(0]
[3\(
N
NH
!
o
~N
0o (@]
‘
] L ' . -
—_ — ————r
ppm - 160 140 120 100 80 60 40 20

Current Data Parameters

EXPNO h 1
PROCND 1

F2 - Acquisition Parameters

INSTRUM spect
PROBHD 5 mm Dual 13
PULPROG zgpg30
0 32788
SOLVENT cociz
NS 42824
os 4
SHH 37593.964 Hz
FIDRES 1.147277 Hz
AC 0.4358644 sec
RG 4086
[:4 13.300 usec
DE 6.00 usec
TE 300.0 X
D1 1.00000000 sec
D1y 0.03000000 sac
D12 0.00002000 sec
CHANNEL 1
13C
6.00 usec
0.00 dB
SFO4 150.9133478 MHz
Fssmessszzes CHANNEL 2 ==
CROPAGZ %3ltz16
nuc2 iH
pCPO2 110.00 usec
PL2 -6.00 dB
PL12 17.00 d8
PL1Z 17.00 d8
SFD2 600. 4324005 MHz
F2 - Processing parameters
ST 32788
SF 150.8028157 MHz
KO EM
§SB 0
LB 3.00 Hz
GB 0
PC 1.40

10 NMR plot parameters

ox 20.00 cm
Fip 180.000 ppm
Fi 28571.54 Hz
Fap 0.000 ppm
F2 0.00 Hz
PPMCH 8.507 ppm/cm

HZCM 1433.% Hz/em




o

]

C21H23N303
Exact Mass: 365.17
Mol. Wi.: 365.43

Openlynx Report - DS2-314 LC/MS (ESI) LC with UV at 220 nm and ELSD NASKAR

Page 1
Page #:119
Comment / MW:COS/366 Vial:1:83
Sample Report:
ELSD (9) 2.0e+006
100 4.36
%
o B ma— . U i o S T Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
Peak# Time AreaAbs Area% Width Height Mass Found Compound
9 437 2.722e+008 100.00 0.280 1.520e+00€
v 1.8e+006
(8)
100 3557\
4.30 j\ (10)
J\ 366
|
4 &) I 5.8¢
) 3.82 I
J R
e e AR R T A R S e T T T T T Time
1.00 2.00 3.00 4.00 5.00 5.00 7.00 8.00 9.00
Peak# Time AreaAbs Area% Width Height Mass Found Compound
2 180 8.535e+004 17.02  0.620 1.832e+005
6 3.82 2.314e+008 4614 1.960 2.135e+00%
8 4.30 1.411e+005 2814 0540 1.315e+00€ 366.00 Found
10 8.64 4.366e+004 871 0.760 1.456e+008 366.00 Found
MS ES+ :TIC 1.2e+006
(8)
10_01 366 ).
4,217}
I
|
% {4) !
.08 (8) | |
A 3273 | (11)
NN 8.77
0% T N T DN T A I T T T T T T 7~ Time
1.00 2.00 3.00 4.00 5.00 £.00 7.00 8.00 9.00
XS ES+ :367 1.8e+005
(8)
100—!- 3657".‘
4.21fg
I
5 I
i
] B
0 T T T T Tl T \' T T T T o7 T T T 1 ‘l“T"Time
1.00 2.00 3.00 4.00 5.00 5.00 7.00 8.00 9.00



Openlynx Report —~ DS2-314 LG/MS (ESI) LC with UV at 220 nm and ELSD NASKAR

Page 3
Page #:119
Comment/ MW:COS/366 Vial:1:83
Sample Report (continued):
Peak D Time Mass Found
8 421 366.00
(Time: 4.21) Combine (103:107—(97:100+112:115)) 1:MS ES+
100 366.1 5.5e+005
%
0 m/z
200.00 600.00 800.00 1000.00
PeakID Time Mass Found
S 437
(rime: 4.37) Combine (106:111- (104:106+116:118)) 1:MS ES+
100 400.3 5.0e+002
142.1 396.2 731.5

§33.7 989.4
i. . 754.1

. 848.0 942.2 | 999.0
. ‘ il

m/z
800.00

A A cn Cn 1Tl
. . . . 1000.00
,NH PeakID Time Mass Found
N Vam 10 864 366.00
(Time: B. b
\O o \\ / ime

B.64) Combine (213:218—(204:207+228:23"))

1:MS ES+
moq 803.0 1.0e+003
CaiHaaN3Os 803.7
Exact Mass: 365.17 112.1 3860 804.5
Mol. Wt.: 365.43 48.7
22 . 550.2576.3
] 190.2 225. 3 526.2 §62.0 841.0853.5 950
0 14l ) i ‘IHIHIH TR P TT ei
N m L [ .i Ll il i [ LTI O M AT O Ilh ol |y | w/
200.00 400.00 §00.00 800.00 1000.00
PeakiD Time MassFound
2 180
(Time: 1.80) Combine (42:47-(30:32+50:53)) 2:¥S ES-
. k!
100 137.1 2.1e+003
183.1
kS
0~ T T T T g T B T
200.00 400.00 600.00 800.00

— m/z
1000.00



Sepive

C21H23N30g
Exact Mass: 365.17
Mol. Wt.: 365.43

Openlynx Report — DS2-314 LC/MS (ESI) LC with UV at 220 nm and ELSD NASKAR Page 4
Page #:119
Comment/ MW:COS/366 Vial:1:83

Sample Report (continued):

PeakID Time Mass Found

6 373
(Time: 3.82) Combine {92:97- (45:48+99:102)) 2:M5 ES-
515.3 6.0e+002
100 | 643.9
%
] 327.0 448.1
J135.3 279.3 306.1 424.0
e
0 t L [ ] Tt T T T T — w/z
200.00 400.00 600.00 800.00 1000.00
PeakID Time Mass Found
9 437
(Time: 4.37) Combine (106:111-(103:106+115:118)) 2:MS ES-
1 +002
100 _ssl.s 1.3e+00
S 2054 248.3 877.1
403.4
Ly gy e s YRI et ot BTN R
o-lLLALIT 'u! stk iy u}\ll SN 1) 1l ! I 1t ‘("’. | ]\ 11 !\U] L 1\1\..‘ . w/z
200.00 400.00 §00.00 800.00 1000.00
PeakD Time Mass Found
10 8.84
(Time: 8.64) Combine (213:218-(204:206+228:230)) 2:MS ES-
100 207.8 772.3 5.1e+002
*l145.2
760.3
|‘ g 239.1 309.0 382.6 444.9
oML 1k g 5T | | 1 .
T U L A R T T T T T - m/z
200.00 400.00 §00.00 800.00 1000.00



File:50444 Ident:I15_25 SMO(1,7) PRD(7,4,7,0-00%,0.0,65.00%,F,F) SPEC (Heights,Centroid) T I4:28 44 #4046 ©>

lAutoSpecETOFFPD FAB+ Voltage BpI:5627392 TIC:2545539840 Flags:NORM .

File Text:Naskar/Morand ; 115-71 ; HRFAB
100% 366.1812 5.0E6
95 ELBEG
90 4.5E6
asj Z /\(‘O 4.3E6

N
80, NH _0ES
N - L
753 \O . 0 \ / : E6
21H23N303 S
70 Exact Mass: 365.17 3 o
o Mol. Wt.: 365.43 F3.386
50 [3.0E6
55 f2.886
50 F2.586
45 F2.386
40; 364.1660 F2.0E6
Aasi F1.8:6
3 P
303 F1.5m6
25 367.1845 FL-3E8
20 F1.0E6
) 365.1716 g
15 £7.5E5
10 £ 5.0E5
53' ’ 368.1873 [-2-5E5
0 _ : . : : ’ . £ 0.0E0
364 365 366 367 368 n/'z
—t

= =




Limits:

363.309 3.0

368.745 100.0
Mass ERR

367.184502 23.3

. 366.181249 100.0

365.171582 17.9

364.166000 39.5

Pks

e

Elemental Composition

1,7
2 Bpl:56273

Ion:

HRFAB

Both Even and 0dd

10.0 Ther -
std PPY mba Calc. Mass
1.7 0.6 367.185122
1.4 0.5 366.181767
-5.8 -2.1 365.169472
6.5 2.4 365.173942
0.3 0.1 364.166117

C21Ha3N304
Exact Mass: 365.17
Mol. Wt.: 365.43

PKD(7,4,7,0.00%,0.0,65.00%,F,F)
IC:2545539840 Flags:NORM

5 0 0
50.0 80 1
DBE € 13C
11.5 20 1
11.5 21
7520 1
12.0 21
12.5 21

[NENENENEN
[EEENE N

H

[REREREWER]

ww

24

LW

o

LW Wiw W



Area Percent Report
Data File: C:\ChromQuest\

Analyst: System

-119-71.dat

Page1of3

Sample ID: 3265-DN-119-71 Vial: A01 Injection Volume: 10
4000 s am, S om - 4000
3265-DN-118-T1
Retention Time
2000-] I 2000
~ 2
=0 O F — t
] Eg et g
ol Toat o
0 Ll (NR /e 0
e
T
T T T T T T T T T T T T T
0 1 2 3 4 5 6 7 8 10
Minutes
{ ___ 2:2s50m5mm
E 3265-DN-118-71 £
600
> F 400
2
E
F 200
-0
r T T Rasss . T T T T T T -
0 1 2 3 4 5 6 7 8 10
Minutes
4000 Spectrum Max Plot - 4000
1 3265-DN-119-71 t
2 2000+ ‘ F 2000
€
Mv\) '
0" c
T T r T r r T ; T T T ;
0 1 2 3 4 5 3 7 8 10
Minutes
Instrument Name: System 2 Software Version: 2.51
Acquisition Method: C:\ChromQuest\METHODS\S0acnsjs.met
Sequence: C:\ChromQuest\SEQUENCE\hcs2790jzc-129-3-2-9.5eq

mAU



Area Percent Report

Page 2 of 3

Data File: CAChromQuest\: [-119-71.dat

0.955 593786 147
sV 1.068 292539 0.72
\'A% 1.180 60474 0.15
VS 1.317 1688232 4.17
SS 1.503 253051 0.63
Y% 1.781 72871 0.18
Vs 1.955 2491941 6.16
Y 2,171 410787 1.02
VS 2.227 1074351 2.66
Y% 2.672 33404453 82.59
VB 8.661 103536 0.26

BB

[Tomls
40446021 100.00
[P
N
OO
\O = (@]
Instrument Name: System 2 Software Version: 2.51

Acquisition Method:
Sequence:

C:\ChromQuest\METHODS\50acusjs.met

C:\ChromQuest\SEQUENCE\hcs2790jzc-129-3-2-9.5eq




Area Percent Report Page 3 of 3
Data File: C:\ChromQuest\ -119-71.dat

2:255nm, S nm
Results (Original)
Name Retention Time Area Area Percent  Intepration Codes

Instrument Name: System 2 Software Version: 2.51
Acquisition Method: C:\ChromQuestMETHODS\50acnsjs.met
Sequence: C:\ChromQuest\SEQUENCE\hc52790jzc—129-3—2-9.seq



XX. Table 2, 4¢c: [6-Cyclohexylmethyl-4-phenyl-hexahydro-3a,6,7-triaza-azulene-5,8-dione]

Liquid; "H NMR (CDCls, 300MHz ):6= 0.96-1.28 (m, SH), 1.65-1.7;8(121, ?IPB, };2?%141(;};’ ?;I-i)g ?2?
J 3 3 3.87 (m, 1H), 4. s, 1H), 4. m, 1H), 7.43-7.
H), 2.61 (m, 1H), 3.06 (m, 1H), 3.27 (m, 1H), 3 , 1H), _ ; 3
83, éH% o 45 ((br. s )H_D; BC NMR(CDCls, 75MHz ): 22.56, 23.31, 25.48, 25.61, 26.?7, 30.579., ﬁél\(ifls
35739 5’2 9.4 55.48, ;60.15, 66.29, 116.59, 128.59, 129.29, 129.74, 133.71, 160.70; 167.3+), 168.92;
(ELSI,))‘ 3427.2 (M+H"); HRMS: 3422167 [Calculated for CyHasN;0, 342.2182 (M+H)"].

Name: D.Naskar
Solvent: COC13
Ambient temperature
INOVA-300 “zeeman"

Relax. delay 0.300 sec
Pulse 45.0 degrees

Acg. time 2.667 sec

Width 5999.7 Hz

32 repetitions

OBSERVE H1, 300.4517140 MHz
DATA PROCESSING

Line broadening 0.1 Hz

FT size 22758
Total time 1 min, 41 sec

e i — e — _— e e p—
0.76 0.76 0.94 1.0 0.85 0. 5.87 2.38
5.21 2.13 1.00 0.365 0.92 2.84
; T LI e s e e —— T T : : ‘
10 El 8 7 6 5 4 3 2 1



Current Dsta Paremeters

~ 4 SV,
mEreo 2aae oo %88 § BLY  snsssgsg b, :
3 MmO~ N~ n [lelNTa) v oo~ o - < m Mo wow mwo
3 HREE : N nw >N T e e T ewes
e 25583 G888 83 NRE B8 288 RERRELSY F2 - Acquisition Parameters
k\] \V \\/ \/ / Ir \/ I //// INSTRUH spect
I | I PROBHD 5 am Dusl 13
PULPAOG 20pg30
i) 32000
SOLVENT cociz
NS 44175
s 4
S 37583.9584 Hz
FIDAES 1.174812 Hz
4B 0.4238500 sec
RG 1145.4
(o) DK 13.300 usec
23 6.00 usec
D\( TE 300.0 K
D1 4.00000000 sec
| NH D11 0.03000000 sec
] A N i 0.00002000 sec
= (@] CHANNEL {1
13¢
B.00 usec
0.00 08
SFO1 1509183478 HHz
= CHANNEL f2
CPOPRG2 waltz16
NuCz i
PCPD2 110.00 usec
L2 -6.00 05
PLIZ 17.00 ¢8
PL13 17.00 o8
SF02 600. 1324005 MHz

F2 - Processing parameters

SI 32788
SF 150.90268134 MHz
HDH EM
588 0
LB 4.00 Hz
GB 0
PC 1.40
1 10 NHR plot parameters
| e cx 20.00 cm
U RO Pl M ot Fie 150,000 pon
Fi 28871.54 Hz
Fap 0.000 ppm
&.‘.;.“.;,.,.J;..[‘.;,...,..y['.‘[,‘rﬁ Egnm SsgéggHz/
. ppm/cm
ppm 180 140 120 100 B0 60 40 20 Hzoh 143357878 Ha/en



NH

0
(0]
CapH27N30;

Exact Mass: 341.21
Mol. Wit.: 341.45

Openlynx Report -DS3-314 LC/MS (ES) #2 Flow Injection- NASKAR

Page 2

Page#:128
Comment/MW:cos/347 | Vial:1:94
Sample Report (continued):
(9) 2.0e+006
\ 5‘/14
T T T T T T T T T T T — Time
2.00 4.00 6.00 8.00 10.00
Peak # Compd Time AreaAbs Area %Total Width Height Mass Found

1 0.37 3.058e+002 092 0.220 4.177e+004
4 2.39 1.855e+002 0.56  0.340 2.396e+004
5 3.49 4.469e+002 013 0.280 4.625e+002
7 4.49 1.745e+002 0.53  0.260 1.618e+004
8 4.73 1.054e+002 032 0240 1.020e+004
9 514 3.222e+00% 96.97 0.430 1.853e+00€

o (8) 2.0e+006

5.11
T T T T T T T T T T —— Time
2.00 4.00 6.00 8.00 10.00
Peak# Compd Time AreaAbs Area %Total Width Height Mass Found

1 0.39 1.577e+004 444 0.350 2.316e+00E
2 1.37 1.398e+004 3.84 0.740 2.125e+004
3 1.89 1.008e+004 284 0.720 1.598e+004
9 5.11 2.058e+00% 57.88 0.430 1.828e+00€
13 7.78 2.512e+004 7.08  1.080 4.082e+004
14 8.82 5.974e+004 16.83  1.150 1.026e+00%



[ 3P
N \
,NH
OO
0]
CapHa7N30;

Exact Mass: 341.21
Mol. Wt.: 341.45

Openlynx Report -DS3-314 LC/MS (ESI) #2 Flow Injection- NASKAR

Page 5
Page #:128
Comment/ MW :cos/342 Vial:1:94
Sample Report (continued):
Mass Found Compound
7: Couwbine (102:104) 1:MS ES+
4. 2
100 448.2 5.2e+004
%
449.3
135.8 209.1p239. 450.3
| , /39 B 333.1 /
O~ T T T T T T T T T T T ——ym/z
200.00 400.00 £00.00 800.00 1000.00
Mass Found Compound
8: Combine (107:110) 1:MS ES+
100 430.2 1.9e+004
% 448.2
171.1259.1.281.3 B
! 372.2 449.3 616
127.8 231-1j 582.0 °°)°
et {,[ Al gy L #s22 o] w/
T EL B A T T T T T n/z
200.00 400.00 600.00 800.00 1000.00
Mass Found Compound
9: Combine (117:120) 1:MS ES+
100 342.2 2.2e+006
5]
343.3
314.2| 344.3
0 — T T T T U 1m/z
200.00 400.00 §00.00 800.00 1000.00



Openlynx Report -DS3-314 LC/MS (ESI) #2 Flow Injection- NASKAR Page 10

Page #:128
Comment/ MW :c0s/342 Vial:1:94
Sample Report (continued):
Mass Found Compound
9: Combine (116:119) 2:M5 ES-
100 340.2 3.0e+004
O %
U\// 4
N 4 4 341.3 681.3
| NH ] 342.3 682.4
N N 3 /385.2
SO R SO E AU —— . [ ——r——— m/z
0 200.00 400.00 §00.00 800.00 1000.00
CooH27N302 : Mass Found Compound
Exact Mass: 341.21
Mol. Wi: 341.45 13: Combine (177:180) 2:MS5 ES-
R 199.0 339.2 6.7e+002
100 -
5 325-3 1 sp1n
203.9 112 .
250 % 3822 sas.0 768.8 883.2
250 488.0 . 650.3 . 4. N -
(I SR limwi w1 st GPe2.3 650.3 N Bof-9.828.3/ 8%2.7
k ¥ e B e T L T - T —tr T T i m/z
200.00 400.00 600.00 800.00 1000.00
Mass Found Compound
14: Combine (201:204) 2:MS ES-
- + 2
1000 172:1 3.2e+002
£
339.4
173.2 225.0 ., 5 [40-3
o 421.2517.3 545.8 £50.¢ 791.7 =
387.2 587.2 = 899,2 854.1 37
O]HL»uhl il!u@‘mﬁ‘,d,xmw Y S W Mk Sl R B I St =
200.00 ) 400.00 §00.00 500,90 1000.00



Elemental Composition Report

Single Mass Analysis
Tolerance =30.0 PPM / DBE: min =-1.5, max = 50.0
Isotope cluster parameters: Separation = 1.0 Abundance = 1.0%

Monoisotopic Mass, Even Electron lons

1 formula(e) evaluated with 1 results within limits (up to 50 closest results for each mass)

HRMS_080808_04 26 (0.537) AM (Cen,4, 50.00, Ar,5000.0,556.28,0.70,LS 25); Sm (Mn, 2x3.00); Cm (26:33-(3:6+51:58))
100 ‘ 342.2167

Page 1

1: TOF MS ES+
5517e4

/z

1343.4921
3142238 |
2992142 360.2300 g4 014
204.1043 § X
. (1 4 B101818  gpa 2016 11805812 4506 2010
T T T T T T T P [ [ o e e e e
200 300 400 500 600 700 800 900 1000 1100 1200
Minimum: -1.5
Mazcimum: 200.0 30.0 50.0
Mass Calc. Mass mDa PPM DEE Score Formula
342.2167 342.2182 -1.4 -4.2 8.5 1 C20 H2B N3 02
Ol
N
NH
N
/
O
CapH27N30;

Exact Mass: 341.21
Mol. Wt.: 341.45



xXxj. Table 2, 4d: [6-Cyclohexylmethyl-4-(4-methoxy-phenyl)-hexahydro-3a,6,7-triaza-azulene-5,8-

dione]
O

N

NH
Iopave
\O 0

White Solid; m.p (Met-Temp): 89°-90°C (uncorrected); "H NMR(CDCls, 300MHz ):8= 0.93-1.22 (m, 5H),
1.7-1.74 (m, 6H), 1.85-2.21(m, 3H), 2.45(m, 1H), 2.60 (m, 1H), 3.1(m, 1H), 3.21(m, 1H), 3.83(s, 3H),
3.84(m,1H), 4.61(m, 1H), 4.72(m, 1H), 6.95(d, J=9 Hz, 2H), 7.43(d, J= 8.4Hz, 2H), 8.4 (br. s, 1H); e
NMR(CDCls, 75MHz ): 22.91, 23.76, 25.89, 26.03, 26.48, 30.98, 31.44, 35.81, 53.32, 55.7, 55.9, 60.42,
66.04, 114.43, 125.84, 131.44, 160.74, 167.84, 169.16; LCMS (ELSD): 372.1 (M+H"); HRMS:

372.229450 [Calculated for CyH3oN505 372.228717 (M+H)+].

Name: D.Naskar
Solvent: COCI3

Ambient temperature

Relax. delay 0.300 sec
Pulse
Acg. time 2.667 sec
Width 6000.2 Hz
32 repstitions

/O
INOVA-300 “ernst" N

45.0 degrees

/
@]
O
z.
=z
é I
,—3.837
— 7

OBSERVE Hl, 289.5918195 MHz
DATA PROCESSING h
Line broadening 0.1 Hz

FT size £553§

Total time 1 min, ¢l sec

g/
| 5
/ )/
e ros / );f ’ A
i [
W ‘/l‘vaA’U‘iluﬁflurﬂku-«‘\\/ H'\\# f/. l!L Mvg\

10 ; : ,.7




Current Data Parameters

EXPNO 140
PROCNO i

F2 - Acquisition Parameters

o g@:g}v ¥ o oo @mmo mvmmv v!\r\mmmmv

TR spect “eon N 5:'2 =2 QE:Q Y8y 5?523‘%’55
o, DN - ~ N oo

gﬁggg@ 5"""“2;@53 fLowvs oo =3 RRRg 88883 r‘ﬂ%%r‘ﬁ'%ﬁ?ﬁr{h’

0 32758 \ |

SOLVENT coc13 \ //q//’

NS 25000 I

s 2

SH 395 Mz

FIDAES .577884 Hp

40 0.8651252 sec

Ac 4095

on 26.400 usec

DE 4.50 usec

TE . 300.0 ¥

D1 0.20000000 sec 0

D11 0.03000000 sec

Di2 0.000020G0 sec N

= CHANNEL f1
8.00 usec
3, ~
-1.00 o8 (@] o

75.4777800 MHz

PDPRG2

ucz 1
ZPD2 112.00 usec
.2 -3.00 g8
12 17.00 g8
i3 17.00 o8
az 300. 1412008 MHz

- Prucessmg Rerameters
32768
75.4702330 Mz
EM
0
3.00 Hz
¢}
1.40

HA plot Rarameters
25.00 cm

s EITUES,
17015.77 Hz
~25.488 ppm

i 0203807 ppmi/em
97.57574 Hz/em g 25 0



Co1H2gN303
Exact Mass: 371.22
Mol. Wt.: 371.47

Openlynx Report - DS2-314 LC/MS (ESI) LC with UV at 220 nm and ELSD NASKAR

Page 1
Page #:117
Comment/MW:cos/371 Vial:1:23
Sample Report:
ELSD (8) 2.0e+006
100 5.01
%
0 B B o B o B A B e B A SaEa e T 7 Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 5.00
Peak# Time AreaAbs Area %  Width Height Mass Found Compound
8 501 3.423e+008 100.00  0.300 1.833e+00€
ov 1.6e+006
(7)
100 3717,
4.94 "\‘
,% €
% ;!1 8.66
1
3!
o T R A A A T T IR U B IR R SUR Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
Peak# Time AreaAbs Area % Width Height Mass Found Compound
1042 1.427e+004 7.91  0.340 1.690e+00%
7 494 1.324e+002 73.44 0300 1.314e+00¢€ 371.00 Found
S 866 3.361e+004 18.64  0.640 1.268e+00%
MS ES+ :TIC 2.4e+006
(7)
100 717,
4.85;\
{
|
% i
r |
In
Iy —
0 T OAREE T T T L S R T T R T T+ Time
1.00 2.00 3.00 4.00 5.00 §.00 7.00 8.00 S.00
MS ES+ :372 1.6e+006
(7
100 3717
4.85‘11\.
i
I
S ;‘ {\
o
I\
T T T T T S T e e Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 8.00



/O
N
N
Ca1HagN303

Exact Mass: 371.22
Mol. Wt.: 371.47

Openlynx Report -- DS2-314 LC/MS (ESI) LC with UV at 220 nm and ELSD NASKAR

Page 2
Page #:117
Comment / MW:cos/371 Vial:1:23
Sample Report (continued):
MS ES- :TIC ( 1.2e+005
() 3 5
10? 1.54 1-87 (4)
. (2) /\ /‘1’5{
0.67 /\7\/\!l \\‘{ /
- A k.
sl [ [l " }
\f ik |
o T T T T T T T T T Time
1.00 2.00 7.00 8.00 9.00
MS ES- :371 1.4e+003
100 483
%-| 4.91
l 1.07 1/\71 §.71 }-11 9.27
L B R s e oSSR S M—— . L A Time
1.00 2.00 3.00 4.00 5.00 6§.00 7.00 8.00 9.00
PeakID Time Mass Found
1042
(Time: 0.42) Combine (8:13- (1:2+13:15)) 1:MS ES+
100 106.2 1.1e+004
5 125.2
(IBEAZ
OJ’“G‘] T T T T T T T — m/z
200.00 400.00 §00.00 800.00 1000.00
Peak D Time Mass Found
7 485 371.00
(Time: 4.85) Combine (119:124-(113:116+128:131)) 1:MS ES+
. -
100- 372.1 8.8e+003
373.2
413.
"‘{- T ‘\( T Tt T —— /2
200.00 400.00 600.00 800.00 1000.00



Co1H2eN303
Exact Mass: 371.22
Mol. Wt 371.47

Openlynx Report - DS2-314 LC/MS (ESI) LC with UV at 220 nm and ELSD NASKAR Page 3
Page#:117
Comment/MW:cos/371 Vial:1:23
Sample Report (continued):
PeakID Time Mass Found
8§ 501
(rime: 5.01) Combine (122:127-(120:122+132:135)) 1:M5 ES+
142.2 7.9e+002
1007 414.1
219.3
% 259.2
1 Jz207. L) B 521.5
B - | 661.0 765.1
| d} ¥ ]365 T‘\ il r 552.7602.8 | 74650 862.0500.0
TR TS O I (O o L [T A R ] Iy i .
ottt e e e : T G - —— m/z
200.00 400.00 600.00 800.00 1000.00
PeakID Time Mass Found
g 8.66
(Time: 8.66) Combine (214:219-(204:206+225:227)) 1:MS ES+
- 2
100 803.5 5.2e+003
802.9
804.3
/
¥ 454.1
. 804.9
216.8 s28.0  413.1 506.4 624.7 679.0 4
o Y T Ll I e L ; o w/z
200.00 400.00 £00.00 800.00 1000.00
PeakID Time MassFound
1 042
(Time: 0.42) Combine {7:12-(1+12:15)) 2:M5 ES-
1
100 137.2 1.0e+003
183.2
L
I 187.3
) ( 229.1
""lﬂlﬁ . —r— T —— T - m/z
200.00 400.00 600.00 800.00 1000.00
PeakID Time Mass Found
8 5.01
(Time: 5.01) Combine (122:127-(119:122+132:134)) 2:MS ES-
100 137.2 4.3e+003
S
183.1
0= ,',,. L U T T T " T ——m/z
200.00 400.00 600,00 800.00 1000.00



-00%, F,F] SPEC Heights, Ce
840 Flags:NORM

File: 4 Ident:45_ SMO (I,7T PED
2utoSpecETOFFPD FAB+ Voltage ﬁpT-7514§5é TIC 24227
; e BpI:1514 TIC:242422
File Text:Naskar/Morand ; 117-53 ; ngij_j
372.2294

1008

sol (3§

o5 N NH
Jopavy

g0 \O o]

75,

3 Ca1H2gN303
70_:} Exact Mass: 371.22
1 Mol. Wt.: 371.47

Gi_j )

370.2130

30
25

37 321
0 373.2321

L5,

0.
3698.3510

5,

374.2358

375.?330

oAl
]

375




File:50445 Ident:49_59 sMO(1,7)

Elemental Composition

PKD(7,4,7,0.00%,0.0,65.00%,F,F)

AutoSpecETOFFPD FAB+ Voltage BpI:1514752 TIC:2424227840 Flags:NORM
_File Text:Naskar/Morand
i

117-53 ; HRFRB

Heteroatom Max:

Limits:
369.053
375.563

Mass

373.232144
372.320857

372.229450
371.315501
371.217111
370.212889

100.0
wRn

23.3
3.3

100.0
i1.1
18.9
36.7

50

Pks

%

Ion:

std

Both Even and 0dd

-0.5 0

10.0 ’qudO 150.0 80
PPN  mDa Calc. Mass DBE c
-0.2 -0.1 373.232072 8.5 20
4.7 1.8 372.322618 1.5 20
-7.3 =-2.7 372.318147 2.0 19
-2.0 -0.7 372.228717 B.5 21
-2.1 -0.8 371.314793 2.0 20
-1.9 -0.7 371.216422 9.5 20
0.2 0.1 370.213067 9.5 21

C21H2gN303

Exact Mass: 371.22

Mol. Wt 371.47

ww

=4

[REVERERERENEN)

(R

o]

W W W W W



K g

Area Percent Report ' Page 10f 3
Data File: D:\Public\SYSTEM2\ 117-53.dat

Analyst: System

Sample ID: 3265-DN-117-53 Vial: A01 Injection Volume: 10
E 1: 215 nm, 5 nm 3
1 3265-DN-117-53
3000  Retention Time f- 3000
2000 4 F 2000
10004 - - o F 1000
1 S ~O @
o oo [i=}
E ~ ) \ < 3
! [ |
07 J T 1 0
T T T T T T T T T T T T T T T T T
0 1 2 3 4 5 6 7 8 ] 10
Minutes

2:255 nm, 5 nm
| 3265-DN-117-53
400 - 400
=]
< ] i
S 2004 - 200
0 0
3 T T T T ™ L T T T T L T S T S T LI T T
0 1 2 3 4 5 6 7 8 e 10
Minutes
Spectrum Max Plot
K 3265-DN-117-53 i
3000 F 3000
5 20004 2000
<
E A s
10004 k1000
07 -0
0 1 2 3 4 5 8 7 8 El 10
Minutes
Instrument Name: System 2 Software Version: 2.51

Acquisition Method:

Sequence:

C:\ChromQuest\METHODS\c18shortl0min.met
C:\ChromQuest\SEQUENCE\hes2790jz¢-129-3-2-9.seq

mAU



Axea Percent Report
Data File: D:\Public\§YSTEM2Y 117-53.dat

1: 215 nm, 5 nm

Page 2 of 3

Resulis
(Original)
Sample Data
1.904 138524 094 SS
5.912 82131 0.56 BV
6.004 116430 079 VvV
6.623 14375828 9727 VV
§.689 67048 045 VS
‘| Totals
14779961 100.00
{ \ O
N/\/(
NH
Iopate
\O 0
Instrument Name: System 2 Saoftware Version: 2.51

Acquisition Method: C:\ChromQuest\METHODS\c18short10min.met

Sequence: - C:\ChromQuest\SEQUENCE\hcs2750jze-129-3-2-9.seq




Area Percent Report
Data File: D:\Public\SYSTEM?2\ 117-53.dat

2:255 nm, S nm
Results (Original)

Page3 of3

Name Retention Time Area Area Percent Integration Codes
6.623 2053047 100.00 BV
Totals
2053047 100.00

Instrument Name:
Acquisition Method:
Sequence: '

System 2 Softyvare Version:

C:\ChromQuestMETHODS\c18short10min.met

C:\ChromQuest\SEQUENCE\hcs2790jzc-129-3-2-9.seq

2.51




XXII . Table 3, 6a: [7—Benzyl—6-(4—methoxy—phenyl)—hexahydro—4a,7,8—triaza-benzocycloheptene—S 9-
dione] ,

5

N

White solid; m.p (Met-Temp): 220°-221°C (uncorrected); 'H NMR (CDClLs, 400 MHz): &= 1.64-1.75 (m
3H), 1.82-1.90 (m, 2H), 2.01-2.05 (m, 1H), 2.26-2.29 (m, 1H), 3.20-3.24 (m, 1H), 3.81 (s, 3H), 3.86.3.87
(m, 1H), 3.94 (m, 1H), 4.23 (m, 1H), 4.83 (m, 1H), 6.47 (br. s, 1H), 6.92 (d, J= 8.68 Hz, 2H), 7.23-727
(m, 2H), 7.30-7.36 (m, SH); Be NMR(CDCls, 100 MHz ): 22.75, 24.58, 26.75, 44.02, 55.32, 58.32
73.98, 74.03, 114.51, 128.18, 128.26, 128.87, 128.91, 129.02, 130.28, 159.89, 170.01, 172.06;3 LCMé

(UV): 380.5 (M+H").Anal. Calcd. for CnHasN305: C, 69.64; H, 6.64; N, 11.07. Found: C, 69.73; H, 6.69
N,11.19. o ,

C-0760-60-8077026

NN NNONNMN A OMAOANMOMNONEE A~ NSO T INITITOTNOANNT AN T~ OO0Q0OOO
~MoOMO MMM ANMNM AN~ T~TNNOOOSE~TMOONNAAAO-MAdmMoOoOoVNnOWn WY WNn W
COUSTTMMNM AN MNMHLONSCTTONTUOUMANFONTNOCOANNTNN OOV TMHIT OS>V N T
MMM NNNNONTDNNNDODVDORC~TNNNNNOOOCOOROXXOOUSSS OOV OY
N R N N R S R e e A N e R R R R R A R T T T T TR o T i g S i
Current Data Parameters
&\‘\\ NEME C-0760-60-8077026
———— Co—aSeS = EXPNO 1
i i | [ PROCNO 1
F2Z - Rcquisition Parameters
Date 20080417
Time™ 10.18
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
O\{O D 32768
SOLVENT CDC13
NS 8
N NH Ds 2
/ : . SwWh £223.685 Hz
0] N FIDRES 0.250867 Hz
Q 1.8923444 sec
RG 322
B oW 60.800 usec
DE 6.00 usec
TE 295.1 K
| Dl 2.00000000 sec
o) TDO 1
\ ======== CHBNNEL f]l ========
NUC1 1H
rl’ 14.00 usec
PL1 0.00 dB
SFOL 400.1524711 MHz
F2 - Processing parameters
sI 32768
SF 400.1500000 MH=
wow EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.40

5 5 4 3 2 1 SYNGENE INTERNATIONAL LTD.
PPM  sc/ap/01-003

5.386"—
1.909
2.106>=
1162=
0.935 ™




C-0760-60-8077026

Current Data Parameters

NAME €-0760-60-8077026
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date 20080417
Time 10.44
INSTRUM spect
PROEHRD 5 mm PABEO BB-
PULPROG 2gpg30

D 32768
SOLVENT cpclz

us g1s

Ds 4

SWH 24038.461
FIDRES 0.733596 Hz
2Q 0.868162¢4 sec
RG 80.6

Dw 20.800 usec
DE 6.00 usec
TE 286.2 K
D1 2.00000000 sec
dil 0.03000000 sec
DELTA 1.89999888 sec
TDO 1

CHANNEL

-3.0
100.6278593 MEz

= CHRNWEL f2 =

CPDP! waltzlé
Nuc2 18
PCPD2 80.00 usec
PL12 15.1¢ d8
PL13 15.00 dB
PL2 0.00 de
SFO2 400.1516006 MEz
F2 - Processing parameters
sI 32768
SF 100.6177980 MHz
wWDwW EM
SsB Q
LB 1.00 Hz
GB 0

i BC 1.00

ppm
SYNGENE INTERNATIONAL ITD.
SC/AD/01-003



Co2H25N303
Exact Mass: 379.18
O_ Mol Wt.: 378.45

Acq. File: 8077026.wiff
Acq. Date: Thursday, April 17, 2008

A:0.1 % HCOOH, B: ACN, FR:1.0mL/min
COLUMN: SunfireC18(4.6X50) mm,5p
B:0min-20%-1.0 min-65%, 2.0-4.0min-85% 4.5-6.0min-20%

Syngene Intl.Ltd.
LCIMS REPORT

Method Path: D:\Analyst Dat
Sample Name: C-0760-60
Sample D: 14

1 T T v T

3805
2.5e6

2.0e6 -

1.5€6

1.0e6 -

Intensity, cps

5.0e5 - ‘

1102.0 |
b )

B +Q1: 2.676 min from Sample 1 (C-0760-60) of 8077026 wiff (Turbo Spray)

Max. 2.5e6 cps.

i
100 150 350

400

450
m/z, amu

500 550 600 650 700

3551 ;
3000 i

2000

1000 sy -
ok .
1000+

-2000 -

Absorbance, mAU

-3000

-4000

-5000 1

Ei TWC of DAD Speciral Data: from Sample 1 (C-0760-80) of 8077026.wiff

2.66

Max. 3550.7 mAU.

2.0

0.0 05 10 15 25

3.0
Time, min

35 40

Egva}g_gishtjgﬂr»"TVVC of DAD Spectral Data: from Sampl}e“j (C-0760-60) gf§07702~6.v‘viﬁ'1“

' Time (min) : Area (mAUx min) | %Area |

Height (mAU) | %Height

| Width (min) |

17 728623 '17917e4

100.000 15871.3456

100.0000 0.1333

Analysed By

SC/ADI/10-003



Syngene International Ltd
2 Biocon Company

- HPLC REPORT

Data file
Injection Date
Sample Name

Sample info
Acg Method

C:\CHEM32\1\DATA\RPROB\8076969.D

:17/04/08

C-0760-60

Vial No.

05:08:47 AM Injection vol

Operatox

:C:\CHEM32\1\METHODS\YA_TF7030.4

vial 31
6 ul

Aravind

Method info

A:0.1% TFA in water B:ACHN
YMC-AQ- (4.6X%250) mm, Sum

Flow:0.8mL/min
Time

0

15

20

23

28

100
100
30
30

T aimim Ghromatogram of CRCHEM32\IDATAVAPROBIS078968.D, Signalld €

I omAU =
’ b
| ; =t
I |
800 | :
O\(O o |
i
N | ;
J NH L e ;
o N i : ;
{ 1 i
) i
| 400
! i :
EN i ! !
| 200 -! :
J ‘ . R 5 E i
| ‘ = el !
| [ T ge ;
: 0- B . T - |
i I : - -
b e 5 10 B _min'
| Peak] RT | Area | RArea
| No | min | | $
| === [mm=mmmm | ===
|1 [11.278 ]136.365 12.654 |
12 112.130 14979.673 196.930 |
|3 1]16.381 |6.629 10.129 |
|4 116.981 114.734 10.287 |
*+**End of report***
Analysed By :C%ﬂgéﬂ
Instrument Code SC/RD/04-064 Page 1o0f 1



5 l 6 ph n l h ah)’d O 5/ Py

oV

NH
-0

V/ e S (l ) Vit —ie ; - (; ecle \/l 2 () )‘ 4()() Z): (() /()" /11]
2 I), 1.8.‘ . 5 5 5 ( ) > 5
) N ( 5 01 .65 128.207 12 ; 5
.81, 5 . 1, 5 5 5 > C l
)] >, .857/ 16 1D, 1 2.18 LCMS (UV) _)5 .2 (M :[_I+)-Ana . CalC . fOI C) I])ij()). . ;218. l 5
44 7 34 ) 7 7 ; O 1 1

6.63; N, 12.03. Found: C, 72.15; H, 6.7, N, 12.11.

C-0760-80-8099710

g Current Data Pa:ameters

~  NAME C-0760-80-809971¢
““““ EXPNO 1
7T Brocio 1
r2 - Acquisition Parameters
Date_ 20080521
Time ©14.15
INSTRUM Spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
D 32768
SOLVENT CDC13
NS 8
Ds 2
SWH 8223.685 nz
FIDRES 0.250867 nz
AQ 1.9823444 sec
RG 406
Dy 60.800 usec
DE 6.50 usec
TE 2893.0 K
D1 2.00000000 sec
D0 1
m======= CHANNEL f1 =S======
Nuc1 1H
Pl 14.15 usec
PL1 0.06 dB
SFO1 400.3124721 MEz

F2 - Processing Parameters
I

SI 32768
SF 400.3100000 MHz
won EM
SSB Q
1B 0.30 5z .
GB Q
PC 1.40

SYNGENE IN TERNATIONAL 71, D

5 4 3 ) 1 ppm SC/AD/01—004
)l I JUL J J 1 J )
© W] {r\Io\' [olold) (m" ~ Lc}c\'\,g;%[
o o~ i) ‘C:JI‘(Q w k=2 I~ Nio
@.’ 0.! St B B PN =]
@ —i I=I=l=icl=] = Nlail= =i




v C-0760-80-8099710

23

@ o ooV nno o
m oM ~NNO~ 3O o Mo ~O < w — I~ ®
2L 2588829y SEgE o8 b 885 nt Data Parameters
oo Iygssess Nong S%F @ ©w9 C-0760-80-505
~o DONNNNN N ~MOCST oo o] © o C-0760-80-8089710
= ey ~NNNN ©n < NN EXPNO 2
§ / PROCNO 1-
Y\\ /////) F2 - Acguisition Parameters
Lol Date 20080522
Time 11.36
INSTRUM spect
PROBHD 5 mm DUL 13c-1
PULPROG zgpg30
TD 32768
SOLVENT CDC13
) NS 1300
0 Ds 2
V4 SWH 30120.482
FIDRES 0.812204
N NH - 20 0.5435988
h RG 1024
oW 16.600 usec
0 N DE 6.00 usec
TE 289.1 K
- Dl 2.00000000 sec
dii 0.03000000 sec
DELTR 1.89993998 sec
TDO 1

= CHANNEL f1

13c
9.30 usec

-1.00
100.6499305

= CHANNEL £2 =:

CPDPRG2 waltzlé
NuC2 1H
PCPD2 80.00 usec
PL2 -2.00 dB8
PL12 15.00 dB
PL13 15.00 dB
SF02 400.2316009 MHz

F2 - Processing parameters

SI 32768
SF 100. 6379211 Mz
WD El
- ssB 0
LB 1.00 Hz
60 40 20 PPm o o
BC 1.40

SYNGENE INTERNATIONAT ITD.
SC/AD/01-002



CoyHasN302
Exact Mass: 349.18
Mol. Wt.: 349.43

Syngene International Ltd

A Biocon Company

Data file D:\DATA\MAY08\210508A\8099710.D
Vial No. P1-E-05

Injection Date 5/21/2008

Injection vol ¢ 2 pL

Sample Name C-0760-80

Rcq Method DATA\MAY08\210508A\AT30-70

HCOOH .

M

Method info :2 : HCOOH ;  B- RCN, Flow = 1.0 mL/min,
Column- Atlantis 4C18 (75X4.6mm-5pm )
Time (min.): 0--3.5 3.5--4.5 4.5--5.0 5.0--7.0
5 B : 30--85 85 95--30 30
MS-SCAN, ES\APCI: DAUL POLARITY, SINGLE QUAD.
MS- Signals MEDL Negative Mode, MSD2

Positive Mode

LC/MS REPORT

*Maximum Chromatogram of D:\DATAWAY08\210508A\8099710.D, Signal Id A

mAU &
] ©
200+ I
1753
150 -
125 -
1004
757
504
E ol
25 ':._P-J\ 2
| ,____’__/\\
E - it —
e 1 T T i T T T -
1 2 3 4 5 6 min
[Peak]| RT [ 2rea | Rrea |
| Yo |  min | | % B
|1 |3.632 |6.017e+002]99.988 |
|2 |3.698 |7.065e-002]0.012 |
MSD2 TIC, MS File (D\DATAWAY08\210508A\8088710.0) MM-ES+APCI, Pos, Scan, Frag: 50, "Positive”
4 9y
10000000 4 g
5000000 4 7 e
1 el i e S
T N T T T T T T " 1
1 2 3 4 5 6 min
“NISDZ SPC, lime=3.555.3.76 of D:\DATAWIAY0B\21 0508A\8086710.0  MM-ES+APCI, Pos, Scan, Frag: 50, "Positive”
. o
304 3
| ™
253
204
154 o
102 8 N
o
57 ‘ <
I N
T T T T T
200 400 600 800 m/z
Instrument Code SC\aAD\10-014 Page 1 of 1



HPLC REPORT

Data file :C:\HPCHEM\1\DATE\MRY08\8099710.D Vial No. :Vial 25
Injection Date :5/22/2008 9:30:41 BM Injection vol :8ul
Sample Name :C-0760-80 Injection No. 01
Sample info B Acq Method :XB_A9010.M
Method info : Column:¥BRIDGE C18 (4.6*150)mm 3.5u
Mobile phase:A=10 mM NH4OARC; B=RCN
Flow 0.7ml/min @]
Time (min) B N
: 10 NH
5 10 N —
15 60 0 )
20 95 N\
25 95
28 10
35 10
*Maximum Chromatogram of C\HPCHEM\T\DATAWAY08\8099710.D, Signal Id A
mAU ES
1 o
] ~
350 -
300
250
200
150
100
50 X 3
~ ©
ha o
o
0_’__—‘
— — - - - - : — . ——
0 5 10 1’5 20 2‘5 3‘0 min

I |
11 ]17.771 [70.6368 14.480 |
12 |17.864 |7.1260 |0.452 |
13 |17.985 [1489.2017(94.441 |
|4 |20.584 [9.9012 10.628 |

***End of report***

—

Analysed By : Jél Instrument Code : SC/AD/04-007



XXIV. Table 3, 6¢: [6~Benzo[1,3]dioxol—5~yl—7—benzyl—hexahydr0-4a,7,8-triaza—benzocycloheptene~
5,9-dione]

@]
N
NH
Pty
O\/O

White solid; m.p: (Met-Temp): 61°-62°C (uncorrected); '"H NMR (CDCls, 400 MHz): 6= 1.68-1.77 (m,
3H), 1.85-1.89 (m, 1HD), 2.03-2.05 (m, 1H), 2.24 (m, 1H), 3.26-3.28 (m, 1H), 3.81-3.88 (m. 1H), 3.96-
3.90 (m. 1H), 4.17 (m, 1H), 4.67-4.78 (m, 1H), 4.86 (s, 1H), 5.98 (s, 2H), 6.68-6.85 (m, 3H), 7.17 (m,
1H), 7.27-7.39 (m, 5H); °C NMR (CDCl;, 100 MHz ): 22.35, 24.31, 26.47, 43.86, 58.19, 61.88, 74.27,
101.35, 108.42, 108.69, 122.78, 128.20, 128.26, 128.37, 128.67, 134.74, 148.09, 148.25, 169.96,172.30;
LCMS (UV): 394.2 (M+H"). Anal. Caled. for CoH3N304: C, 67.16; H, 5.89; N, 10.68. Found: C, 67.22;

H, 5.85; N, 10.59.

Current Data Parameters

C-1502-04-9204344
’ WAME C-1502-04-9204344
EXPNO 1
PROCHU 1

#2 - Rcquisition Parameters
Date_ 20090810
Tz

10T 13.45%6
INSTRUM spect
PROBHD 5 mm BBU BB-1H
PULPRUG z2g30
D 32768
COLVEET cDhCl3
NS 8
Ds 2
SWH R273.685 Hz
FIDRES 1.250967 Hz
nQ 1.9923444 sec
G 512
o va 60.800 usec
L DB 6.50 usec
N ?E 293.0 K
) D1 2.00000000 sec
o ’NH D0 1
N —
=wm===== CHANNEL f] ========
8 ) NUCL 1H
Pl 13.50 usec
PL1 0.00 dB
) SFOl 400.3124721 MHz
o\/o F2 - Processing parameters
SI 32768
| 8T 400.3100000 MHz
wowW EM
38B Q
L 0.30 Hz
o] 0
PC 1.490

Tr T T g ’
10 9 8 7 6 5 4 3 2 1 ppm SYNGENE INTERNATIONAL LTD.

r {/\r j SC/AD/U.1~004
OO~
==
O|@|O|D
wlo|~|—




C-1502-04-9204344A

LN oL - ! .
OLANNTOINNNOMMLONDONIT OO ooy ! n e
SYTORRONMNMOOVONNOTNOLONDNINTCTNODOVODTO NN
CQOWVLDNVULONNOOVLONMOTrONTONTNOT AW T T @O~ O
MONOMNVODOVDOMNMANNOONNOTMOUMONNNONDOON~NNO T + +
NSO I YO P OO DB O VDO NDOD = NAONXT MDD ETMA O Current Data Parameters
T T T T T T T T T T T e r AN~ NOO UL T NN NN EXDNG 2
/ / J PROCHO 1
/ F2 - Acquisition Parameters
Date_ 20080912 R
Time 3.25
INSTRUIM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpg3C
TD 32768
SOLVEWT CDC13
ws 10000
0 DS 2
SWH 30120.482 Hz
N FIDRES 0.91820¢ fiz
AQ 0.5439988 sec
(0] 'NH RG 812.7
N DW 16.600 usec
DE 6.00 usec
TE 287.2 K
D1 2.00000000 sec
dll 0.03000000 sec
DELTA 1.89898998 sec
TDO 1
o._ 0
== CHANNEL £l =
13c
Pl 9.30 usec
PL1 -1.00 dB
SFO1 100.6498905 MHz
CHRNNEL f£2
CPDPRG2 waltzl€
wucz 1H
PCPD2 80.00 usec
PL2 -2.00 dB
PL12 15.00 dB
PL13 15.00 dB
l SFQ2 400.2316009 MHz
N L ll F2 - Processing parameters
Motk . L J|r i ook SI 27
v o SE 100.6379211 MHz
wDW M
T T T T T T T T T T T T T EZB 1_08 Hz
260 240 220 200 180 160 140 120 100 80 60 40 20 ppm GB 0
PC 1.40

SYNGENE INTZRNATIONAL LTD.
SC/AD/01-002



Syngene International Ltd LC/MS REPORT

2 Biocon Company

Data file
Vial No.
Injection Date
Injection vol
Sample Name
Acg Method

D:\DATA\SEP09\9204344.D
P1-D-08
9/10/2009
2ul
C-1502-04
C:\CHEM32\1\METHODS\EP7030FM.M

1:43:41 PM

Method info :Column-:Eclipse Plus C18(50X4.6)mm, 5um
MOBILE PHASE::A : 0.1%HCOOH B: MeOH o
Flow = 0.8 mL/min N
Time (min.): 0 3.0 5.0 5.5 8 NH
$ B : 30 95 95 30 30 O N
MS-SCAN, ESI\APCI: DUAL POLARITY \.ﬁ<::j>
C22Ha3N304
o\/O Exact Mass: 393.17
Mol. Wt.: 393.44
*Maximum Chromatogram of D:\DATA\SEP09\9204344.D, Signal ld C
mAU { S
] <
800 |
600-]
400
200 -
1 o o o3
4 © O < ©
o N 9N g
) © o
0 DA AR % il W
: : ‘ ‘ : : : . : : :
2 4 6 min)
|peak|  RT |  Area | Area
| No |  min | | % |
e et [-mmmmoee- |----m--- 1
|1 |3.383 |3.216e+001]0.818
|2 |3.709 |1.759e+001|0.447
|3 |4.042 |2.856e+001|0.727
|4 |4.132 |3.780e+003|96.158
|5 |4.221 |8.189e+000]0.208
|6 |4.393 |6.450e+001]1.641
MSD2 TIC, MS File (D\DATASEP09\8204344.D) MM-ES+APCI, Scan, Frag: 50, "Positive”
15000000 3
100000C0
5000C00
0 \ A A A |
T T . T T T
2 4 6 min)
Analysed by %SZ Instrument Code SC/AD/10-014 Page 1 of 2



Syngene

International Ltd
A Biocon Company

LC/MS REPORT

*MSD2 SPC, time=4.107:4.273 of D:\DATA\SEP09\9204344.0 MM-ES+APCI, Scan, Frag: 50, "Positive"

100 3
&
80—
60
40
1 3y
20 QL
] [
260 460 6(‘30 860 m/z
0
N
NH
) C
Ca2H23N304
O\/O Exact Mass: 393.17
Mol. Wt.: 393.44
Analysed by @ Instrument Code : SC/AD/10-014 Page 2 of 2



Syngene International Ltd
A Biocon Company

HPLC REPORT

Data file
Injection Date
Sample Name

Sample info

:C: \CHEM32\1\DATA\SEP09\9204344B.D
:9/10/2009 3:04:19 PM
:C-1502-04

Acq Method

Vial No.

Injection vol

Operator

: Vial 2

4 nl

HEMA

C:\CHEM32\1\METHODS\S_AC73.M

Method info

:A:10mM NH40OAc B:ACN
Hypersil BDS C18(4.6X50)mm, S5um
Flow:0.8mL/min

Time B
0 30
4 100
8 100
9 30
12 30

- “Wiaximum Chromalogram of C:\CHEM32\1\DATA\SEP09\9204344B.D, Signal 1d C

! mAU
| 1200

1000 -
800
600 -
400~

200

©
o)
ol
o

|
|

o
@0
™

)

3.172

L)
©
©
o

3.839
-4.139
14.312
~4.596

-

i bt

N
@

11 ]2.361 116.821 10.318

12 12.501 |8.448 |10.160

13 12.819 |10.167 [0.192

| 4 13.172 15.380 [0.102

|5 |3.308 15014.516 194.870

3 13.403 113.775 10.261

|7 |3.485 139.471 10.747

|8 i3.665 150.8399 10.963

19 13.839 183.286 11.578

110 14.139 110.555 10.200

|31 14.312 126.238 10.496

|12 14.596 16.031 [0.17.4 |

*#**End of report***
Analysed By : @%7 Checked By :

Instrument Code : SC/AD/04-064

Page

1 of 1



XXV. Table 3, 6d [7-Benzyl~6—(3~ﬂu0r0—4—methoxy-phenyl)~hexahydr0-4a,7 ,8-triaza-
benzocycloheptene-5,9-dione]

\ -
White solid; m.p: (Met-Temp): 80°-81°C (uncorrected); "H NMR (CDCls, 400 MHz): &= 1.69-1.75 (m,

3H), 1.85-1.89 (m, 1H), 2.02-2.03 (m, 1H), 2.23-2.25 (m, 1H), 3.23-3.26 (m, 1H), 3.82-3.91 (m, 4H),
3.95-3.99 (m, 1H), 4.17-4.19 (m, 1H), 4.65-4.67 (m, 1H), 4.80 (s, 1H), 6.91-6.95 (m, 1H), 6.98-7.02 (m,
1H), 7.08-7.11 {m, 1H), 7.27-7.39 (m, 6H); 3C NMR (CDCls, 100 MHz ): 22.35, 24.32, 26.41, 43.97,
56.18, 58.23, 61.84, 73.73, 113.62, 116.42, 116.61, 125.07, 126.95, 128.32, 128.85, 128.95, 134.63,
148.04, 148.15, 151.10, 153.57, 169.65, 17227, LCMS (UV): 398.2 (M+H"). Anal. Calcd. for
CpH2sFN;05: C, 66.48; H, 6.09; N, 10.57. Found: C, 66.59; H, 6.15; N, 10.55.

- Current Data Parameters
4
C-1500-148-9204350 NEME C-1500-148-520£350
EXPNO 1
. PROCNO
N O ~MUOUEODEMOTOO—HONARNMACOMO TS NOYSNG =~V AN M )
PN O~NLOLL VNN~ OTOAVNN AN AONTTNMOOOANEMNNYS F2 - Acguisition Paramesters
C e N O OO~ NOSETNOOARNAYONONTNNL MM N OMSY T 0N e - 20090914
MM MNMENN IO OGN~ U0 A0 DOOINANNNNOOSD® M YN - T
S e S S S S S SRR MM OMOMM MM NN NN e spect
) X m 530 BB-1H
\\\ // \\\ ' / = 2930
2768
N / \j ¢ / gaég
] i - i 2

293.0 X
2.00000000 sec
1

O'//\_.N' ’E‘DO

\—© ======== CHANNEL {1 ====s===
NUC1 1H
Pl 13.50 usec
PL1 0.00 dB
SFOl 400.3124721 MHz

AN F2 - Processing parameters
sI 32768
SF 400.2100000 MHz
Wou EM
S§SB 4]
LB 0.20 Hz
GB
PC 1.40

bl ol

T T T A
3 SYNGENE INTERNATIONAL LTD.
SC/AD/01~004

© |
o0
-~ -
[s)}
IN]
N
o
ks
3

10

= b

5.599\
1037
1.026,= ~ -
1.022/ :
o ]
1307\
1.060,~
1.091—
0.970°=
4.174 /7~
1000 =
1,030~
1.057 =
1,057 =
1.053 ~
3.327,~




¢

C-1500-148-9204350

TY O9TrCTOOUNTYTNNOO MO
G 8388I8a3eegRInes BRzYT el 2 538
N © mfgowgzggzggggg NeBIN T2 8 Shn:s Current Data Parameters
~N o o0 — @ ~r LR d . . ks - - -
e ogeysodogadgdone RREER 88 ¢ g3y Bxpno  C 1800-148-9204350
PROCNO 1
\ F2 - Acquisition Parameters
Date_ 20090912
Time 18.29
INSTRIM spect
PROBHD S mm DUL 13C-1
PULPROG zgpg30
D 32768
SOLVENT CDC13
ns 1300
3 2
SWH 30120.482 Hz
FIDRES 0.919204 Hz
o 2Q 0.5439988 sec
P ) RG 645.1
N \( bW 16.600 usec
DE 6.00 usec
O‘J /NH TE 296.9 K
N D1 2.00J00000 sec
dll 1.03500000 sec
DELT2 1 8997929¢ sec
TDO 1
E
= CHANNLL f1 = =
/ 13C
O, 2.30 useu
N\ .00 d3
- Bt 1n0.6499905 MHz
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 usec
PL2 -2.00 dB
PL12 15.00 dB
PL13 15.G0 dB
SFO2 400.2316008 Mz
' F2 - Processing parameters
4 i SI N 32768
iais ! SF 100.6379211 MHz
WDW EM
. SSB 0
T T T T T T T T T T [ 52} 1.00 Hz
200 180 160 140 120 100 80 60 40 20 ppm SCB . 43
SYNGENE INTERNATIONATL LTD.
SC/AD/01~-002



Syngene International
A Biocon Company

Ltd

LC/MS REPORT

Data file

Vial No

Injection Date
Injection vol

Sample Name
Acq Method

Method info

D:\DATA\SEP09\9204350.D
P1-E-03

9/12/2009 5:15:37 PM
2ul

C-1500-148
C:\CHEM32\1\METHODS\EP7030FM.M

:Column-:Eclipse Plus C18(50X4.6)mm,5pm

MOBILE PHASE::2 : 0.1%HCOOH B: MeOH

Flow = 0.8 mL/min

Time (min.): O 3.0 5.0 5.5
% B : 30 S5 95 30

MS-SCAN, ESI\APCI: DUAL POLARITY

30

C2oH24FN30y
O, ExactMass: 397.18
Mol. Wt.: 397 .44

“Maximum Chromatogram of D:\DATA\SEP09\9204350.D, Signalld C

o
<

mi

|2.169e+001|1.560 |
|1.369€+003]98.440 |

15000000
10000000 =
5000000

0

MSD2 TIC, MS File (D:\DATA\SEP098204350.D0) MM-ES+APCI, Scan, Frag: 50, "Positive"

)
o

T T T T

T
min

354
30
252
204
153
104

o
Lovaeboes

398.2

3992

(C456.2

2 4 6
“MSD2 SPC, time=4.070:4.273 of D:\DATA\SEP09\9204350.0 MM-ES+APCI, Scan, Frag: 50, "Positive"

T
200 460

T
600

800

m/z

Analysed by : é%/

Instrument Code : SC/AD/10-014

Page

1 of 1



Syngene International Ltd HPLC REPORT
A Biocon Company

Data file :C:\HPCHEM\1\DATA\SEP09\9204350.D Vial location: vial 15
Injection Date :14/Sep/2009 9:33:05 AM Injection vol : 2 pl
Sample Name : C-1500-148 Operator : VINA
Sample info : Acg Method : SY_A7030.M

Method info : Mobile Phase: A:10mM NH40Ac B: ACN
Column:Symmetry C18(4.6X250)mm, 5p SC/LC/1062

Flow: 0.8mL/min N o
TIME %B
0 30 o NH
15 100 . N -—
20 100
23 30 N\ /
28 30 ‘ F
(@]
AN
*Maximum Chromatogram of CAHPCHEM\I\DATA\SEP09\9204350 D, Signal 1d B
mAU - &
~
1000 -]
]
€30
600 -
400
200; o || =
o -~ T D
@ 9N S
— o
0 9‘\‘7;/\\‘-"\ hf\
— . — — ‘
0 5 10 15 20 25 min
| Peak]| RT | Area |Area %
| No | min | |-====-= |
R Bt R — 1 |
|1 ]10.915  [8.944 | 0.15]
|2 |11.222  |5728.248 | 95.74]
|3 |11.849  ]40.757 | 0.68]
|4 |12.153  |167.482 |  2.80]
|5  ]12.751  [37.506 | 0.63]

***End of report***

:\%
Analysed By :[444/ Checked By

Instrument Code : SC/AD/04-15 Page 1 of 1



XXVL Table 3, 6e
benzocycloheptene-5,9-dione]

@)

AN

[7-Benzyl-6-(4-methoxy-2-methyl-phenyl)-hexahydro-4a,7,8-triaza-

" White solid; m.p (Met-Temp): 60°-61°C (uncorrected); "H NMR (CDCls, 400 MHz): 6= 1.61-1.74 (m,
3H), 2.04-2.06 (m, 1H), 2.46 (s, 3H), 2.49-2.55 (m, 2H), 3.68-3.3.70 (s, 1H), 3.77-3.80 (m, 4H), 3.96-4.02
(m, 2H), 4.61-4.62 (m, 1H), 5.19 (s, 1H), 6.72-6.78 (m, 3H), 6.93-6.95 (m, 1H), 7.22-7.33 (m, 5H); Be
NMR (CDCls, 100 MHz ): 20.05, 24.39, 24.54, 31.73, 42.42, 53.99, 55.19, 59.07, 62.46,111.86, 116.55,
127.85, 128.45, 128.54, 128.70, 128.89, 136.85, 139.30, 159.24, 163.39, 165.86, 170.85, 173.18; LCMS
(UV): 394.2 (M+H"). Anal. Calcd. for Cy3HyN305: C, 70.215 H, 6.92; N, 10.68. Found: C, 70.30; H, 6.89;

N, 10.66.

C-1502-05-8210899

NN TN O 00O~ N~ HAOLA VYN VOrEMNHODITONANMNORODAN N T W NWD
NANOOTOONSANONOANRH~FANOMNONMN TN TN HNOOO0ON~TO0~C AV M-S
N O RN AN MOV TNNNTMNNA—AALAO~NVO~TNNNND O TC VT T AT D
MM ANNNNNNOO NN~~~ HLOOUOLONEEEEOVNNNITIITTOON-VOVOLYO
E N, e, N E NN YOV CDLVLLVNT T TTTMMMOMMNM OO N NN

SSh
@]
S\Jj\(
NH
o N —
— \ /
Y/
O\
/ & NLJXJ}L_ J
I T . T T T T 1 T T T T
10 9 6 5 4 3 2 1 0 ppm

EET—
5231 =
0.959 >~ ~I'

y <
2.817 —
[
0.992 —
0.999

Current Data Parameters
NEME C-1502-05-9210988
EXPRO 1
PROCNO

F2 - Rcquisition Parameters
Date_ 2005091"

Time 15.55
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 32768
SOLVENT - CcDC13

NS 16

Ds 2

SWH B223.685 Hz
FIDRES 0.250867 E=z
AQ 1.8823444 sec
RG 128

DW 60.800 usec
DE 6.00 usec
TE 284.9 K

D1 2.00000000 sec
TDO 1
======== CHENNEL fl s=======
WUCL 1H

Pl 14.00 usec
PL1 0.00 dB
SFO1 400.1524711 MHz

F2 - Processing parameters
S5I 3

SF 400.1500000 MHz
WDW EM

SSB Q

LB 0.30 Hz
GB a

PC 1.40

SYNGE?® INTERNATIONAL LTD.
SC/AD/01-003 '



C-1502-05-9210999

TONOMNANNO N0 TN OO g L S . Current Data Parameters
AneuardenYeioXaonavansulsIgqanosa Ty NAME C-1502-05-5210999
AOAVNANDODODODSOWOWO = = o v v 1 e v v s e e e O EXPNO 2
LDMMOMONNNNNNNNNNAA— AN OMNMNATTTO O - PROCNO i
A A A A A A A A A A A A A A A AT NSO NOON TN NN NN N
L | L ‘ / ¥2 - Rcquisition Paramerers
\ \ // 2 / Date_ 20650917
\ N l/ Time 21.15
! vl INSTRUM spect
PROBHD 5 mm PA:BO BB-
PULPRCG 2gpg30
TD 32768
SOLVENT CDC13
NS 1000
Ds 4
SWH 24038.461 Hz
FIDRES 0.733596 Hz
AQ 0.6816244 sec
RG .6
oW 20.800 usec
DE 6.00 usec
TE 295.8 K
Dl 2.00000000 sec
dil 0.03000000 sec
DELTA 1.899993898 sec
TDO 1
CHANNEL f£1
13C
7.13 usec
-3.00 dB
100.6278593 MHz
- CHANNEL £2
CPDPRG2 waltzl6
nNuC2 18
PCPD2 80.00 usec
PL12 15.14 4B
PL13 15.00 dB
PL2 0.00 dB
SFO2 400.1516006 MHz
F2 - Processing parameters
SI 2768
B SF 100.6177980 MHz
= WDW EM
| ’ ssB 0
| | LB 1.00 Hz
! v ! GB 0
[ 11 :
AL e I J |
I T 1 T T T T T T T T T 1
200 180 160 140 120 100 80 60 40 20 0 pPpm

SYNGENE INITRNATIONAL LTD
EC/in/01-003



Syngene International Ltd LC/MS REPORT
A Biocon Company

Data file . D:\DATA\SEP09\9210999.D

Vial No. : P2-A-06

Injection Date : 9/16/2009 7:48:27 PM
Injection vol : 2ul

Sample Name : C-1502-05

Acqg Method : C:\CHEM32\1\METHODS\EP7030FM.M

Method info :Column-:Eclipse Plus C18(50X4.6)mm, 5um

MOBILE PHASE::A : 0.1%HCOOH B: MeOH 0o
Flow = 0.8 mL/min
Time (min.): 0 3.0 5.5 6.0 8 NH
% B : 30 95 95 30 30
MS-SCAN, ESI\APCI: DUAL POLARITY -
\
Co3Ha7N303
O._ Exact Mass: 393.21
Mol. Wt.: 393.48
*Maximum Chromatogram of D:\DATA\SEP09\9210999.D, Signal id C
mAU I
™
1000 - <
800 -
600
400 -
200 o
12
©
ob— LS
. : - . . . : . . .
2 4 6 min
|peak| RT | Area | Area |
| No |  min | | 5 |
R e el DU !
|1 ]4.372 |5.358e+003]99.662 |
|2 |4.675 |1.815e+001|0.338 |
MSD2 TIC, MS File (D\DATA\SEP09\9210988.D) MM-ES+APCI, Scan, Frag: 50, "Positive”
3 N~
15000000 - <
10000000 =
5000000 -
0 Fome A MAN A - A S A A A NN
T T T T ’ T T T
2 4 6 min
“MSD2 SPC, ime=4.328:4.567 of D:\DATA\SEP09\9210999.D MM-ES+APCI, Scan, Frag: 50, "Positive”
100 o
(o2}
] 3
80
60—
40
N
20 N p
B o~
04 L , .|
; ; - : T - . . ; : - ; .
200 400 600 800 m/z

. A
Analysed Oy : éf/ Instrument Code : SC/AD/10-014 Page 1 of 1



Syngene International Ltd HPLC REPORT
A Biocon Company

Data file .C:\CHEM32\1\DATA\SEP09\9210994A.D Vial No. : Vial 32
Injection Date :9/15/2009 3:45:10 PM Injection vol 1 nl
Sample Name :C-1502-05 Operator : HEMA
Sample info : Bcg Method : C:\CHEM32\1\METHODS\ZE_AC73.M

Method info :A:10mM NH4OAc B:ACN
7orbax Extend C18(4.6%50)mm, Sum
Flow:0.8mL/min

Time %B

0 30

4 90

8 90

9 30

A 12 3C
->

i v Chiomatogram of CACHEM3ZV\DATA\SEP0S\9210994A.D, Signal Id c T
[omaud 8 i
! 400 -] 3 '
i 350 4 !
| 1
A—7> N - i
min

11 |4.488 11995.281 [99.508 |
12 15.435 19.871 10.492 |

*+*End of report**¥

Analysed By k Checked By :({)&
1

Instrument Code : SC/AD/04-064 Page of 1



