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Sample Wame: CRO80-T78-91-91A

INDIA
Acg. Time: 12:15

Bcg. Date: Friday,

March 12, 2010
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Sample Name :

CRO80-73-91-91A

Sample ID - CROBO-78-91-91A
Column - Gemini C-18 {150 x 4.6 mm) Data File Name : 15-02-10_CR080-78-91-21A_03.lcd
Wial # iy Method File Name : GEMERAL_BZ Icm
Inj. Volume 25 uL Batch File Name : 150210.Ich
Tray # : Data Acquired : 21152010 2:458:06 PM
Acquired by - AVINASH Data Processed - 2M5/2010 3:13:10 FM
Ref.Mo.: DIVAD257/95
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Sample Wame: CROB0-T78-19%-19E5B Acg. Time: 10:30 Acg. Date: Thuraday, Dctober 29, 2009
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PROCNO 1 0 NO O~ IR ENINE ] M -0 © < - «©
Date_ 20091105 3 NN 6o MO NNNN ~ MNP ] © @ ~ =]
ime . © © 0 0 0 O 0 o0 © O NSNS~ o« PS -
INSTRUM T-
PROBHD § mm DUL 13C-1
_l;gLPROG 2930
SOLVENT OMSO
NS 4
oS []
SWH 8278.146 Hz
FIDRES 0.252629 Hz
AQ 1.8792372 sec
RG 645.1
bw 60,400 usec
T sk HR
N-CH; N-CH;

-1.00 dB
SFO1 400.1324740 MHz
sl 16384
SF 400.1300015 MHz
WDW EM

.
ERCERCA )

T T T T T T T T T T T T T T T
9.2 91 9.0 89 88 87 86 85 84 83 82 81 80 79 78

|

5 0304
2
B ° S

PC 0.50 =

T T T T T T T T T T
ppm 36 35 34 33 32 31 30 29 28 ppm

L H5 Hd Ha H7 He Hb
77

TN O T TONNOTONODO [N
T MOOM~N DO~ MDNOCOD el =]
OANCOMMMUOUNMNNMLOWL MO~ [=E=]
DEROOOONNNNRN OO B B
0 €0 €0 €0 00 €0 00 0 €O O O M M N~ I~ o N

7.6610
——5.7608
_—3.3436
——3.2156
T——3.0676

2

(P

-

d__

~
@
x

'(_,—

—
3.08
w 4278 ~

2 1 0 ppm

~ -
N
o
»

12 11 10 9 8
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L69"
60L"
EvL”
PSL”
9G6L"

raeg*
Loe-
8LZ"
4

68E°
T0F°

809-"
129°

6TIL"
BEL?

900°
600°

H&

H5

Hce

H7

Hd

Ha

B

7.6 ppm

/e

(]
(=]
-

7.8

9.0 8.9 8.8 8.7 8.6 8.5 8.4 8.3 8.2 8.1 8.0 79

9.1

m
-
-
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H&

H5 Hd Ha H7
“ Hb Hc
ppm i ML‘\Q“
7.6 - He
7.8 (&
. Hb
8.07 2 :
8.2
: | @ H7
8.4 ) o Ha
. Hd
8.6 o’ W 8/
i 1 |
8.8 HR
9.0 Q@% - %HS
© e
9.2
I T T T T T I T T I
9.2 9.0 8.8 8.6 8.4 8.2 8.0 7.8 7.6 ppm
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HS
H5 Hd

H7 Hb Hc

| O S |

1184

1204

122+

124+

1264

1284

130

132

134

136

138

T 1 T T T T T T 1 T T T 1 T T T T
9.2 9.1 9.0 8.9 8.8 8.7 8.6 8.5 8.4 8.3 8.2 8.1 8.0 7.9 7.8 7.7 ppm
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H& H7

H5 Ha
—_A_’A“—_Md____)d\_jﬁ Hb 3
ppm AN JMMNK_‘
1154
120—- "r [,
125

130_3 0 i | (‘ | ir

135—: ”

1404

1454

S28



ppm
28
304
32
344
364
384
404
424
444
464
48—
504
524
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Sample Wame: CRO8B0-37-09-09% LOWER SEOT Acg. Time: 11:08 Acg. Date: Thuraday, Wovember 05,

20039

"W +Q1: 2.485 to 4.122 min from Sample 5 (CRO30-97-09-09 LOWER SPOT) of CROS0-MONI-0SHNOY09-B01 wiff (Turbo Spray), Subfracts..

4
Aot 35“80

1.824+
14244
12844

1.024+

Intensity, cps

8000.0+

&000.0+
437 .8

! 38,0 &" H

4000.04

I ﬂ

2000.0M

Max. 1.8e4 cps.

428 434 436 438 4&: 442 a4 446 448 450 452
mi'z, amu

454

+(11: 2.485 1o 4.122 min from Sample 5 (CRO80-57-08-05 LOWER SPOT) of CROS0-MONI-DSHNOY09-B01 wiff (Turbo Spray), Subtracte...

438.80

1884+
1684
1484+
1284
1.04 \
/
4 N‘

B000.0+

Intensity, cps

E000.04 104.20 158.90

4000.04
121.50

.

2000.0+ 702.10
i

166.30
|

Max. 1.824 cps.

=50 600 850 700

500

1EIEI 15D 300 350 400

750

aon

*Sample Comment: [M+H] 437 =*hnalyzed By : **Checked By :
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Sample Name: CROE0-57-09-05 LOWER SPOT Acg. Time: 11:08 Acqg. Date: Thursday, Fovember 05, 2003
[ W TIC of =Q1: from Sample 5 (CROB0-57 .. Max. 3.0e7 cps, W +Q1- 2.522 to 2.989 min from Sample ... Max. 4.2e4 cps)
0.77 991 43890
3.0e7 i 1064
2ser] I | 3504
587 " Ay f N DB
Il.u'..lu.'u \v W 271 san §'3;M i §ﬁ\ o
S LN nh ALVl LU |
& 20e74W PP ."",’/" [ -
£ 157 £ 200
2 1per] 2 15
1084 30810 4D 4948150
5.0e69 5000.0
[ZIOl
! 05 10 15 20 25 30 35 40 45 50 200 300 400 500 600 700
Time, min miz, amu
| W XIC of +21- 436.5 0 437.5 amu from _ Max. 6.8e5 cps| W +Q1- 3.655 to 3,788 min from Sample Max. 8324 cps]
G.8e5 O 3-F5? g 8ad 438.80
| | 8.0ed+
6.0854 N
-0 | 288 ]
oes] | Br C N 70( ¥ 7.084
8 1§ I g oo
~  40esq NTIN ||| ~  5.0ed
2 3De5- o N \ | T 4004
3 Iy 3
£ 2pes] ‘ \ £ 30 4090
RS o8 2.0e4 ] 3077030 gn
1085+ I Wl 1004 l
D.C" e f 1 T e ""Iu T T - .x et pl T Y T
05 10 15 20 25 30 35 40 45 50 200 300 400 500 600 700 200
Time, min miz, amu
[ W Defecior A, Channel 1 from Sample 5 (CR... Max. 2 6ed | Detector A, Channel 2 from Sample & (CR... Max. 4 ded |
G'E?JG.?Z 361
20e4q — 4.0ad
1.0e4] T~
y [ 250 3084
0.0;\,- N\ '
3 -1.0e4- 3 20e4
2 20e4 \ 2
< -20edq =< J
\ 847020 070
3.Ded \ / _3.81
- f L
4.0e4 | ! TT—
| -
00 0% 10 15 20 25 30 25 40 45 50 00 05 10 15 20 25 30 35 40 45 50
Time, min Time, min
Peak List for "Detector A, Channel 1 from Sample 5 (CR080-97-09-|Peak Listfor "Detector A, Channel 2 from Sample 5 (CR080-97-09-{
Time (min) | Area (counts) | % Area = Height Time (min) | Area (counts) | %Area | Height
1 0.2265 25414ed 6.1011 |4781.6726 1 0.2003 1.6291ed 47171 |3544.7317
2 05714 5.5330ed 132829 |1.6848e4 2 0.7041 2.2472ed 65070 |4851.3842
3 0.7163 7.3242e4 17.5829 |15801e4 3 36068 2.6447eb 76.5769 |5.1266e4
4 0.8661 3.0647ed 7.3574 30464484 4 38127 4 2123e4 12.1970 [1.0432e4
5 3.6042 20575e5 49.3930 |4.1310e4
6 3.8133 26171ed 6.2827 |7587.3881
LCHMS-1 REACH MONT (TFA Buffer) PEAX MERGED Analysed By -

Channel 1 at wavelengcth 220nm, Channel 2 at wavelength 260 nm
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CROB0-9 S—-0SLOWER SPOT -
¥XTERRL RP (25034 .8)mm 5n
Injection date Mon, 15. Feb. 2010 Location Vial 23
Sample Name LOWER 3POT Inj 1
Rcg Cperator I pl
Analysis Method
Last Changed
Acg. Method h
UPLC_GENARAL GRAD 5%.M
HMethod ref DI/ROZ257T/93
CADT D, Sig=245 4 Ref=off (CACHEMIZZ\DATAFEE-10V 502108 2010-02-15 14-00-21V150210000001.0)
mal 3 ]
3 ]
= r~
4004 T
300 ‘
200 | é B
= - - =1 uy
100 %@ 28 R= 8§ ;I
E ke € =]f R 8K Ny .
—— T T T T— 7T
s 10 15 20 25 min
DAD1 D, Sig=243,4 Ref=off
Peak RT Width Area Area %
z M4 in
3
4
: (2
g \
7 o N—
8 Br N Y
10 .
i N™N
11 2. y N
12 9. N=N
13 7. 9
14 0.
15 2.
1&g 9.

Beportse®
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A rf‘q_lﬂl ™

NG \/ \_/\ ) /Jw—;'wx\[ /"‘“’H ,Ifml'l Ir"| |1|ﬂ'| ,r’lﬁ'll II|"1t,I Ilr'p Jlﬁ'lnln ! |
| |

1904.71 | /
w 62014 |467.60

904 smem |"I».“‘|I /
522.02

85| | | |
sopian| M | | A |
80 311505 | I| I
1330.2
AN

|| 793.75
[ ||| || 1263.30 | | I
o ’
100319 | ,
1082 56 735.78
= \‘

E13.94 ||
1

332.19

YT

40 O | 1541.75 |
N - | \' |
3 Br C ’
30

O © 138186 |
25 N | 997.38

\ /
NN ‘ | 25620

1138.76

7 1756.85

4000.0 3000 2000 1500 1000 300 400.0

cm-1
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INSTRUM

——1.9860
—1.8693 - ¢

' - .

NAME  CR080-78-103-103A2 o —lN O WONON NOWD DT OO OO ND N
EXPN h 3 ® QOO KROOWOL - ko ODOWDT MO DX
By TON ORNOL IO - OOOROONON QW

EROCHO 4 o9 NN SSYSYY ANaN NNNKNNOOWYGGY
?i:ee' 2‘:"29“22 oo o 0 0O 00 00 0 00 0 O 6O O O NNNNNNNNNSSN
% WoN N NN\

spect
PROBHD_ & mm DUL 13C-1
PULPROG 2930
™ 327
SOLVENT DMSO
NS 8
DS 0
SWH 8278.145 Hz

FIDRES 0.252629 Hz
AQ 1.9792372 sec
574.7

Q
&

R

ow 60.400 usec

DE 6.00 usec

TE 297.4 K

D1 3.00000000 sec

TDO 1
CHANNEL f1

NUC1 1H

P1 12.50 usec

PL1 -1.00 dB
SFO1 400.1324710 MHz
SI 16384

EET W W W W W W 5

o'%o it T T T T T T T T

6B
PC 0.50 7 0 79 78 77 76 75 7. T T T ' "
92 91 90 89 88 8 86 85 84 83 52 81 80 79 78 77 76 75 7.4 ppm 21 20 19 18 .
S OR8N REIDICRBCCLBNE 8 ~ o Orhm Om
SRS e R e IR 28R R8o5Re233 & {8 338 283
CORNRNSTIIITANNNRSANNENOOOLDOY & o @ NYEYT 0o
. CHg
Br Xy" OH
CH;
N N
/
N=N
10 Ar-H Ar-H |
r-H Ar-H
OH L
J | N f
el ie| e =|e ~ «©
| |~=l{~] |+ —lai o ~
T T T T T T T T T T T T
10 9 8 7 6 5 4 3 2 1 0 ppm
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MAME CRO80-TE-103-103A2
EXPH

*] 2
PROCHNOD 1
Dt _ 0090623
Tmes 1844
INSTRLUM jgerl
PROBEHD  § mm DUL 13C-1
PULPROG b
1o 1276
SOLVENT DME0
HE ]
3 o
S B2TH A48 He
FIDRES 0.252629 Hz
AQ 19792372 sec
RG 54T
oW 0,400 usoc
DE 6,00 usec
TE 234K
o1 300000000 sec
DO 1
sss=ame= CHAMMEL 1
MUY 1H
Lx] 12.80 usec
L1

-1.00 d8
400 1324710 MHz

8.8802

2c8 s £8% 8322583388
238 s 888 SRET §3388
oo ol ol o o o o P P P B P P [ [ P
| \l

\ AVERN

Ar-H

Ar-H

Ar-H Ar-H Ar-H

SFOH
i 6184
SF 4D0.1300026 MH L . . .
S8 0100 e e E B 5 5
358 o = = - | = I
] el T T T "1 T T T | T T T T T T Tl ity el
PC )] 9.3 9.2 9.1 9.0 88 8.8 ar BE B5 B4 83 8.2 81 &.0 T.8 7.8 77 TE 75 T4 73 T2 ppm
o uw [ = ] & 0 o D ot ] Mo o (=1 L B
22IRROCCERERLARARH “r&oco = o
o o o0 &0 00 o & 6 P e P e P P P P P L iod -
! | ! ||
S S N ¥
O | CH;
e
Br
X" OH |
]
NN
N=N
N Ar-H
10 Ar-H Ar-H
Ar-H | L
1 [ .
- JL_AlL_JrI\.H'[_-_JII-'—'I\-._A_ ..... - I ‘\-M_ .A._A_,._.._.._n_fl I"L lLu\ l -
BYLNL |
5)e [ele) [l g
—| = —— =l [ ]
[ — ——T T T T T - T -
10 9 8 7 6 5 4 3 2 1 0 ppm



Cunwre Dwda P
HAME
[
PRODMO 1

I2 - Acouiskien Paremsism
Owta_ MmN

Tims prE
MITRUA )
PEOOHD % mm

11C-4
PULPRCD o
SOLVINT TS0
HS L]
os
il IS0 He
FioDRE3 LIS Ha
L1=] 1.3554TIE6 nnc
RG 1508
ow IS0 uses
oc £ 00 amc
TE MOk
oi EALTTITIIRECS
1 [AFIIIIFI vec
DELTA 1 REOROE wac
IO

CIDII}?1I A3-A00AT

1523113

Ar-C

SO N 1}

143 5452
1352950

Ar-C
Ar-C

134 9863

—— 1339650

]

———— 133.4903

Ar-C

——— 1280322

—T—— 1286255

1272970

——— 1235558
——— 1225259

1211698
1188130

e 121 2608

—

Ar-C  Ar-C

A-Cl

LS, L-le H IL..,»{'W

77EE2S

395252
394187

I3mzNo
— 39.0032

387450
38 567G
3832
Te— 240170

—_—

I . . . . . : : : | —————— i ———— — —w—
T 155 150 145 140 125 130 125 120 pprm S0 80 70 80 30 40 20 pEmM
B i
. oy - YREEGUREBREST & QEoBRES E
o § CvE3IgdgEntaRe ~ GG GG ¥
Ls LD br — T T T T T T T T T = 3 0% M O 0 0 M o
3 v | |
S\W\Z4 W
|
H‘\\\ |f|
. CHs
Br O 7" OH
\ \,N
N=N
10 Ar-C C-OH CH;
Ar-C
Ar CAr— U
180 170 160 150 140 130 120 110 100 a0 a0 T0 i) &0 40 3o 20 10 ] ppm
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INDIA

Sample Mame: CROB0-T78-103-103A2 Acg. Time: 12:21 Acg. Date: Friday, March 12, 2010

W 21 3.521 to 3.621 min from Sample & (CRO30-73-103-103A2) of CROE-MONI-12MAR10-B01 .wiff (Turbo Spray), Subtracted = +01: 0. Max. 1.3e5 cps.

369,00
1.2085-
1.1085
1.00e5
9.0024]
B.0024
7.0024
6.0024 24190
5 D0ed|
4.0024
3.00e4]
2.00e4]

1.00e4 4
"1

32250

350.50

Intensity, cps

3361

411.50
Li5~ 190~ |430.90459.60 53000 756.20. 78140
R LN .L'.‘-u,-l-‘.--:--. NS N T L I TR RN LT il i
100 150 200 250 300 350 400 450 500 3550 GO0 650 700 750 200
miz, amu
W 01 5521 to 3.621 min from Sample 6 (CRO280-T2-103-10342) of CROS0-MOMI-12MAR10-B01 wiff {Turbo Spray), Subtracted = <01: 0. Max. 1.3e5 cps.

29520 33%.

369.00

1.20e54 |
110835+ 366.50

o f
1.::35— O n |‘I \ A Il I
9.00ed 4 . IIH o |

B.00=4 3 Br
T.:Ee4! O OoH ‘ | | |
£.00=4 N |

\

5.00e4 N=N | | ‘
4 00e4 10 | | II |
3.00e4 : [ :

2.00e44 [
=

Intensity, cps

1.00e4

A A L

3% 358  3e0 362z 3|4 36 s 30 32 34 3e 3we 380

*Sample Comment: [M+H] Expectad 367 =*Analyzed By : **Checked By :
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Time: 11028

Tic of +Q1; from Sample 4 (CROS0-... Max. 5.3e7 cps

W +Q1 251810 2.652 min from Sampl... Max, 8584 c:ps,

- 208
o 8.0e4
l _ 122
4 De? 2 |
- g 804 360.0
054 76, i 268 2 404
2 0e? : s b e e 5 f 3 4927
o A £ 20e44 [
_” A BT g5g s 5253
P, e I [URPTISTATUL'Y NI | SO AP N il R |
05 10 15 20 25 30 35 40 45 (’) 300 350 400 450 500 550 |
L Time, min ? miz, amu |
031 2084 10 2 117 min from Sampl... Max 1.3e6cps| WM +Q1: 2,184 to 2.217 min from Sampl... Max, 1.785 cps
seeg 691 353.0
10006 ' f 1.00e5 |
" 1
8 !
= { 1
) UNes T 5004 |
3884 3701 E {
962 364 366 368 370 372 374 376 @ﬂ 250 450 500
L miz, amu o i
O A1 of +031: 366 5 to 367.5 amu from... Max. 6.986 cps. W +Q1: 2.084 to 2.117 min from Sampl.. Max 1 36 cps
2.09 3691
B . CHs i 1,00e6 | |
r | |
O Xy" OH & | |‘
b = ] |
l\\] NN '% 500&54_ |:
/ . 3 .
N=N e = 32323489 | |
1 | L
10 oo I L S aop299.52034 L 4 __ilf?‘??:‘?,_.:-.4.?',5.-?.---4“1 25050,
20 25 30 35 40 45 250 300 350 400 450 500
o Time, min | ) miz, amu o
Ceector A, Channel 1 from Sample 4 (C.. Max. 4.0e5 | W Detector A, Channel 2 from Saas 4(C Max, 4 4e5
4 s 2.06 206
Dt 4065
Oet |
3.0e5
= i
e 3 20e5.
< | ?
1.0e5
o '3‘25 177 249 ) uo’l el % A8 ﬁ?
00 08 10 15 20 25 30 36 40 45 50 o0 05 10 15 20 25 30 35 40 45 50
o . Time, min Time, min o
L 1sl for "Detector A, Channel 1 from Sample 4 (CR0OB0-78-1Peak List for "Detector A Channel 2 from Sample 4 (CR080-78-1
Time (min) Area (counts) %Area  Height Time (min) Area (counts) %Area  Height
.6532 1.6637e5 §.2272 2.0038e4 1 1.7734 19157e4 0.9386 58665226
17714 2.3808e4 11773 73685984 2 2.0576 1.8720e6 91.7187 44124eb
20572 1.7666e6 87.3612 4.0132e5 3 21754 7.8583e4 3.8501 2.0268e4
2.3805 1.5872e4 0.7849 4108.7069 4 2.3817 1.9746e4 09674 51589867
24919 4.9531e4d 24493 1.0487e4 5 2.4959 5.1542e4 25252 1.1378ed
etiemMomstoring amTER — T hmslysed By T -
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Sample -78-103-103 AZ -
Column: XTERREZ RF (250X4.6)mm 5n
1jection date : Thu, 11. Feb. 2010 Location Vial 24
Sample Name : CROBO- 3 Az T . Ho 1
Lcg Operator HUSHAN Inj. Vol. H 3 pl
Analvsis Method - HEM3IZWZ\METHCDZ\UPLC GENARARL GRAD _1.M
Last Changed : T 11. Feb. 2010,
Acg. Method C:\Chem32\Z\DATAVFEB-10%110210E 2010-02-11 1&-18-57\
UPLC GENARAL GRAD 1M
Method ref : DI/RDZ57/88 -
*DADT, Sig=233.00, 2.00 Ref=off, EXT of 110210000021.0
mal [
= ay
1400 3 =
1200 3
1000 3
&00
500 3
400 3 o @ E 3
200 3 =
Df o o |r -
N T T min
DAD1, Sig=238.00, 2.00 Ref=off, EXT
Peak RT Width Lrea Lrea ®
£ (Min) (Min)
1 8.470 0. 0.154 O
2 9.178 0. 0.091
3 9.967 0. 57.810 . CHy
4 | 10.354 0. 1.582 Br ~" “OH
= 11.154 0. 3.353 O
N

#*#% End of Beport®*##
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” Iﬂl‘ | | 2 - .
75 |'| !|I ' | | | V n-mlr. &2 614?;;&\5.

1 59 | tr3ks /
rl- 125500 48,

g =
h
4
_,_o——_'—_
_—
—_—
ek
=
%*" " w
W0
& =0
-
e
—
=
-
¥ =]
A
s

1654 - | | |
12347 .

| 19.98
950.07
l{m:':.'.rz .02

p

| w0 !

# ‘x_ |
2 137342 | _
. | b, wdLes Do
" i} D 135723 $32.5049.98
O 1093 85

15 |

) ! ) T 1
4000.0 B(NJ'D 2000 1500 1060 S00 4000
I cme=1
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NAME CRO080-97-51-51A
EXPNO 1
PROCNO 1

Date_ 20091202
Time 10.20
INSTRUM spect
PROBHD § mm DUL 13C-1
PULPROG 2930
b1 32768
SOLVENT CcDCi3
NS 4

DS

SWH 8278.146 Hz
FIDRES 0,252629 Hz
ao 1.9792372 sec
ow 60.400 usec
DE 6.00 usec
TE 2929 K

D1 3.00000000 sec
TDO 1
s===zz=e CHANNEL {1 s=xx=n==
NUC1 1H

P1 12.50 usec
PL1

-1.00 dB
SFO1 400.1324710 MHz
16384

-® &~
™ O L3228
[= ] - O
RE K
o« 0 0
Ar-H Ar-H

g

l

f

_—8.2392
T—8.2202
8.0030
7.9982

7.9812
7.9764
7.6673
7.6495
7.6469
7.5811
7.5776
7.5624
7.5585
7.5513
7.5485

w0 -
=] IN]
- o
e ©
™ o~

W e

~—2.0021
— 1.5559

St I U ! I 1 ) L) I 1 ' r Ll L 1 I 1 !
S, 401300133 Mz 9.0 89 88 87 86 85 84 83 82 81 80 7.9 78 7.7 7.6 75 ppm 45 40 35 20 15 ppm
ls.BSB 0.3%Hz
GB 0
PC 0.50
CTOONANONNTNVITOTNMOO @ P
MON - NOMOVO - ONMNDOTNND—OND wn - &N
QA OMNMNODRONOTTONDOWLIDT M w P=g=}
DONMNONNOOIRNOOOOWVLWLWVWVINDN w :
WOBWOWOOMNMNMNMNMNNMNNNNNNNN N - =
e
Br N N
O\« ~
Hla
N:N/ AI'-H
11 Ar-HAr-H|
| S L._JL,L Au‘u
! I~l~irlon
e mmm— , - - , — P , , ,
14 13 12 1 10 9 8 7 6 4 0 ppm
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T

¥ [ ] E F= = E i Ly = 2 — o0 0g un
g 7 =] B3 CEochni rEd = om o
o0 = @ w0 YO T G0 O Fm O} CT8 V) L LR ?\j
@ 2 2 82 SHE838 445 2 oo g
= — — — T Ao i i . S Lol . - =y o
Conere Onta Pramaters
HAME - CROGL-S7.A1518 | ] | | | |
ERA 1 I| IIlI | || I| II
Eﬁf‘mlguplﬂmprn“m | I | N 1
Tima w3
mETAUE 5
PROGHD & mm SUL 13C-4
PULPED =
SOLVENT coaz
Boor Ar-C Ar-C  ArC
SaH TSR N A CH
FIDEES [L3S5300 Hx I 3
5 e N-CH;
ow 003 ez
g e Ar-C Ar-C  ArC
01 ZaBERRNNmec |
3300330 e
i

U

i
%
!

R, : : :
S 155 150 145 40 125 120 125 120 pam S R N ETT
CPOPRGZ  wisld
=) 1H
iz A
pLiz 7 am
BFCE  detaiom e . . 4 e £ o
L?-M:ll;g!‘%rlllnrhl ? 'ZB;EE%%EEE%E%%E ER]E': Em aq
F SREEA ZTTAT M el R R T R R e R T H=3 o= o
L s 3 EORERNEAARNNNE 5 e o o o -
A Lo - rrrrrTrTrrTICC T T b ™ o
o ]
= wm ll| |
W\V4Z4 \ \
\
\
i I

11 CH;
Ar-C Ar-C N-CH3

Ar-C CH;-C- OH
OCON | |
W«Wm

180 170 160 150 140 130 120 110 100 90 80 7o 60 50 40 30 20 10 0 ppm
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Sample Wame: CROBO-37-51-51&

INDIA
Acg. Time: 11:21

Zog. Date: Wednesday, December 02, 2009

5.0e4
4.5e4
4.0e4
3.5e4

Intensity, cps

430.30

o

"W +01: 3153 to 4.256 min from Sample & (CROS0-97-51-514) of CROS0-MONI-0ZDECOI-BOT.wiff (Turbo Spray), Subfracted < <21: 1.816...

Max 2.0e5 cps

437.50

|
H

!
AT I

r|
|
|

4

440.00

437}4;.

3"':,.’,;?] 4‘41 10
l\.' [} “Lﬂ
!
| 45990 48190

it

an

430

435

]
—n .
440 450

mi'z, anu

Ged
.Be5

JBa5

1.4e5

Des+

8.0ed

Intensity, cps

B.024
4.0ed
2 0ed

124.10 .
158.70 485 3n
P

alp,

242.00

260.90 302,

i TR N Sy

"W +Q1: 3187 to 4.390 min from Sample & (CRO30-97-51-514) of CROG0-MONI-0ZDECDI-BOT.wiff (Turbo Spray), Sublracted < +@1: 2.284...

Max 1.9e5 cps

350.80

320.30

30
e

A b

N

Hew

Br !

o

437.80

460.10
F——

80 _366.280

430.
(1 — L LJ . -

4
1

100 150

200

280

300

400 450 500 550

'z, anu

380

*Sample Comment: [M+H] 438

Expected

=*inalyzed By :
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Sample Heme: CROE0-57-31-51A Acg. Time: 11:21 Acg. Date: Wednesday, December 02, 20035
[ W TIC of ~Q1: from Sample 6 (CRO80-97 . Max_1.226 cps] M +Q1: 3.788 [0 3.855 min from Sample Max. 1666 cps]
1.15e8 2z 4.065 437|'m440i-00
1.00e8{ 3505 ] ’al r‘l
3.0e5] T
« 8.00e7 | @
& | \ & 25e5] | |
z £.00e7 2z E
z s noss 1E o 330 R |'. a 208 | ‘ |
3 400e7 $4% N M VS A Y n,.] o4 |E 1.5e57
= A At e E 39040 _440.70
1005 438 ff i
2.00e7 5 004 | "\
[« A I ) S N —
05 10 15 20 25 230 35 40 45 50 428 430 432 434 435 438 440 442 444 446 443
Time, min m/z, amu
W XIC of +Q1: 438 5 1o 4305 amu from Max_ 1326 cps| W =Q1: 3.782 o 3.855 min from Sample Maz. 1.6e6 cps]
378 24870
— 1.626
| 1486
1.00e6- . CHs | “ 1.2¢6
& sooes{ | Br ~7 o NN & 106
= \\< | 2 5065] 242.00
T 6.00e5 N (o) g =
g y N | £ 60e5 322.40
£ 4.00e5 =N £
L | 40651 437.70
2.00e5 | 435 2.0e54
0,00 Lo i _<4-60 4§1.90
: 05 10 15 20 25 20 35 40 45 50 100 200 200 400 500 00 700 800 @00
Time, min n'z, amu
[ W Detector A, Channel 1 from Sample 6 (CR.... Max. 7.8e5 | Detector A, Channel 2 from Sample § (CR.. Max. 8.0e5 |
7.85 e 8.0¢5 ar
7085+ 7 0e5
6.0e54 6.0e54
5.0e54 5.0e54
= =
::; 4.0e5 :'_3_ 4025
I 3.0e5q < 2.0s5
20857 2.0e5
1.0e5] 1.0e5 ]
J e
00 T T T T e : r - 0o’ ; ; 7 7 + T Forerrer r r
00 05 10 15 20 25 30 35 40 45 50 00 05 10 15 20 25 30 35 40 45 50
Time, min Time, min

Peak List for "Detector A, Channel 1 from Sample 6 (CR080-97-51-

Peak List for "Detector A, Channel 2 from Sample 6 (CR080-97-51-

Time (min) | Area (counts) @ % Area Height Time (min) | Area (counts) | % Area Height
1 02436 1.3881e4 0.3695 24595985 1 02199 30714114 00834 10596488
2 06013 26760ed 07123 (98307255 2 07886 5245 4871 0.1424 11068128
3 0.8708 3.0907e4 08227 18044309 3 35293 392714 1.0658 |1.0568e4
4 38277 663794 1.7670 |1.3350e4 4 37704 36312e6 98.5494 |5.0196e5
5 37698 36125e6 96.1618 |8.1976e5 5 43519 5863.1002 01581 [1211.8792
6 43522 6262.8132 0.1667 |1326.0400
LCHMS-1 REACN MONT (TFA Buffer) Analysed By -
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Sample Name : CRO80-97-51-51A
Sample ID : CROE0-97-51-51A

Column - Gemini C-18 {150 x 4.6 mm) Data File Name : 11-02-10_CR080-97-51-51A_04 lcd
“ial # =T Method File Mame : GENERAL_BZ lcm

Inj. Volume cdul Batch File Mame - 130210.ch

Tray # 1 Data Acquired - 2/13/2010 3:36:00 FM

Acquired by AVINASH Data Processed  2/13/2010 4:01:02 PM

Ref.No.: DI/AD257/90

25

mau
J ’C' FDA Multi 1
250+
] s g= | ‘I £ 2
& L ~ P
0 . _ el Ll Y g
T — " T T
0 5 10 15 20
min
1 PDA Multi 1/242nm 4nm
PeakTable
PDA Chl 247nm dmm
Peak# Ret. Time Area Area %o Height
1 6.78 3076 008 490
2 847 38385 098 3979
3 8200 [ 308
4 A1 3811649 o709 437964
3 12.06 785 002 121
6 13.78 63090 161 4027
Total 3025783 100.00 447089 O
)
Br. N
O X O\\< ~
NN
N=N
11
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|

14124
1602.13 J
1374

1543.87
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1084.39

™ i
BAV ALY

My
I.'ﬁ |11 \ 1)

afl 528.13

b

479,89

T5E.75

40000 3000

Spectrum Name: CRO80-97-51-51A sp

2000 1500

cm-1

Analyst: GANESH

Description: CR0O80-97-51-51A IN KBr
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1000

Accumulations: 16

Resolution: 4.00 cm-1

500 400.0

Tiume: 10:04:53 AM

Date: 2/3/2010
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Br
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Current Data Parameters
NAME  CRO0B0-37-8181A

E

PROCNO 1

F2 - Acquisition Parameters
Date_ 20100126

Time 10.18
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG __ 2gpg30
SOLVENT coci3

N 456

-
wQo

DS 4

SWH 23980.814 Hz

FIDRES 0.365918 Hz
\Q 1.3

Al .3664756 sec
RG 2580.3

bw 20.850 usec
DE 6.00 usec
TE 292.4 K

D1 00000000 sec

24
d11 0.03000000 sec
DELTA 1.89999998 sec
TO

===smmm=x CHANNEL {1 ========
NUC1 13C
P1

148.7831

CR080-97-81-81A IN CDCI3 -CMR

143.6517

137.9480

136.7046

133.7915

131.3319

M~
o
-
<
«©
N
-

Ar-C

123.8513

——— 122.4315
T 122.0756

3

119.3978

B B I J ' T ‘ '
5220230 Wiz 150 145 140 135 130 125 120 115  ppm

===zm==x CHANNEL 2 ========
CPDPRG2 waltz16
Nuc2 1H
PCPD2 100.00 usec
P -1.00
PL12 14.92 dB
PL13 18.92 dB
SFOZ 4001316005 MHz [ts} TRNOOWVWAMO M M YO v -
2 Bn23snaraSnnls 0 5o S 58
st 3271
SF 1006127735 MHz e OGO O S as s b R =g L K
wow EM @ VO OO COHDOONNOD D QW ol
ssB 0 © TITONONOOANNNNNN— o NN o [ B
LB 8.00 Hz -~ T T T T T T T T T T T v 0 N~ M~ ~N NN

. CH3

Br O BN -
O\\(
N © '
N=N
12
] Ar-C
| Ar-C ArC 0=C-CH,
1 C-CH;
ooty
T T T T T T T T I T T T I T T T T L f
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Sample Wame: CROB0-37-21-B81a

Acg. Time: 10:36

Acqg. Date: Monday,

January 25, 2010

11984
1.10e4-|
1.00e4-]
5000.00
&000.00+
. ]
& 7000.00
R
£ 5000.00+
T—
2 5000004
400000
300000
2000.00
1D00.00

11

o

4 PR I I |

435'".0'3
|

A|| |F|"‘|

|

"

RETTVE

[ W +Q1: 2.819 to 4.056 min from Sample & (CROB0-97-81-814) of CROS0-MONI-25JAM10-B01.wiff (Turbo Spray), Subtracted < +Q1: 1.883

411.10

|
I

Max. 3.9e4 cps.

f
!

AL

s L

399

400 401

40z 403 404 405

408

407 408 4albg

411 412 #1344 415 4is

miz, amu

410

419 420 421 422 423

L

3824 4
3.584

3.0e4]
2 5ed]

2.0e4

Intensity, cps

Se4

De4

5000.0y

137.90 15900

140 180

24220

160 200 220 240

260 300

280

+011: 2.819 o0 4.058 min from Sample 5 (CRO80-57-81-314) of CROSD-MONI-25JAMN10-B01 wiff (Turbo Spray), Subtracted = +Q1: 1.783 ..

32280

351.00

340 360 400 420 440

miz, amu

320 360

Max. 3.824 cps.

500

340

*Sample Comment:

[M+H] 404

Expected

S49

=*inalyzed By :

**Checked By :



Sample Name: CROE0-97-81-81A Acg. Time: 10:36
[ TIC of +Q1: from Sample 5 (CROB0-07-81-814) of CROB0-MONI-25JANT0-B01 wiff (Turbo Spray)

Acg. Date: Monday, January 25, 2010
Max. 6.8eT cps|

340
I./-\\_/" ' /\,"\-.J"\_/—-'A'--..._-_.,A‘____

02 04 06 08 10 12 14 16 18 20 22 24 26 28 30 32 34 36 38 40 42 44 46 48 50
Time, min

6.8e7
6.0e7

4.0e7
144

088 A

20874/

Intensity, cps

0.0

"W +07: 3.589 to 3.980 min from Sample . Max_ 7.9e4 cps| W +07: 3.859 10 3.939 min from Sample . Max. 8.0e4 cps]
32290 32280
7.9e4 _351.00 8024 n 3490035100
§_ 6.0ed4 § 6.0e4 ‘
2 4p0e4 2 4004 |
5 g
£ 2084 E 2004 l‘-m Sfliﬁh.m 34 Fn 365.00
[ . ILulh.il JITLL; Y. .
100 200 300 400 500 600 700 800 900 310 320 330 340 350 360 370 380
miz, amu m'z, amu
[ +Q1- 3,788 to 3.822 min from Sample Max_ 2025 cps] W ~Q1. 3.788 10 3,622 min from Sample Mazx. 4.025 cps|
405 4.065 32330
8.90 348.90
g_ 3.0e54 241.90 § 3.0e54
£ 20e5 £ 20851
= 408.80 z 408.80
@ o
Z  1.0e5q o L £ 1.0e5{
) i/ LI N . O f_ sz
150 200 250 300 350 400 450 500 550 GO0 G650 300 320 340 360 380 400 420 440 4460
miz, amu miz, amu
[ W Cefecior A, Channel 1 irom Sample 5 (GR._ Max_2.7e5 | W Detecior A, Channel 2 from Sample & (CR.. Max. 3.525 |
375 375
3.5e5
25659 3085
2.0e5
= 1.5e5 > 20054
2 10es] 3
= =
5.0ed4] 1.0e5
o ——
e s —
00 05 10 15 20 25 30 35 40 45 00 05 10 15 20 25 30 35 40 45 50
Time, min Time, min
Peak List for "Detector A, Channel 1 from Sample 5 (CR080-97-81-[Peak List for "Detector A, Channel 2 from Sample 5 (CR080-97-81-
Time (min) | Area (counts) | % Area Height Time (min) | Area (counts) | % Area Height
1 02417 2.60656e4 1.6493 32369711 1 0.1973 2.7965ed 15362 |4341.0894
2 06275 6.5509e4 4.1449 |1.5835e4 2 0.7570 3.9939e4 2.1939 |8605.0930
3 07832 1.9888e4 1.2584 34479606 3 1.1050 3584.9029 0.1969 |864.0747
4 1.1388 6934.9241 0.4388 12397454 4 35296 42728e4 23472 73248247
5 35273 3045.8599 0.1927 14532988 5 37537 1.6905e6 92.8629 |3.5741e5
6 37517 1.4590e6 923158 |3.2225e6 6 41595 1.0864e4 05968 |2469.0353
7 47745 4844 5106 02661 |1226.2988
LCMS-1 REACH MONT (IFA Buffex) FEAF. MERGED FLEASE GIVE ERACT HAZS Analysed By -

Channel 1 at wavelength 220mm, Channel 2 at wavelength 260 nm

S50
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= N
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Sample Name : CR0O80-97-81-814A
Sample ID  : CRO80-97-81-81A

Column - Gemini C-18 (150 x 4.6 mm)
Wial # 60

Inj. Violume -4 ul

Tray # 1

Acquired by AVINASH

Data File Name : 11-02-10_CR080-37-81-81A_04.Icd
Method File Name : GENERAL_BZ Icm

Batch File Name : 130210.1ch

Data Acquired : 2132010 6:11:53 PM
Data Processed © 2113/2010 6:37.01 PM

Ref No.: DI/A0257/91

mAU
i § PDA Multi 1
10004 {‘:
500+ ‘
' ol e _
] 8cg &) BR W R Feg
Fop TlL S 72 2 5 gE¢
) S— : . N S S, S .
0 5 10 15 20 25
min
mAU
500 r% PDA Multi 2
250 ‘
; I s ses
] Szg Bl IHE EEE g
0 I gp T%.#m"?.#"?'fﬁ i
T T —T T T
0 5 10 15 20 25
min
mAU
] @ PDA Multi 3
500 r:
2504
1 =] o I @ T r-
«o e - -
e e . e e
0 5 10 15 20 25
min

1 PDA Multi 1/242nm 4nm
2 PDA Multi 2/220nm 4nm
3 PDA Multi 3/260nm 4nm

S51

FDA Chi 2
Peaks Area Area %o Heazht
1 239133 224 300035
2 1512 0.14 1668
3 19700 0.18 2130
4 96383 0.90 2833
b 0705432 0184 1112000
6 7310 0.07 977
7 2353 0.22 355
8 083 13432
g 1.29 19633
10 1.37 21316
i1 041 2331
12 11761 011 1019
13 11675 011 579
14 9189 0.09 301
15 19111 0.18 1485
Total 066578 100.00 1220699
PeakTable
PDA Ch2 220nm 4nm
Peals Area %o Heaght
1 248 16333
2 0.26 939
3 083 5108
4 1.03 4564
3 89.72 530597
[ 031 2487
7 081 6163
8 1.74 12663
] 021 1022
10 1.69 12578
11 0.44 1307
12 013 77
13 013 760
14 0.20 902
Total 100.00 306314
PeakTable
PDA Ch3 260nm 4um
Peal= Ret. Time Area Area o Heaght
1 A7 137488 213 16586
2 9.10 9426 0.16 934
3 967 33843 0.57 3831
4 1 514663 0. 483
3 5302038 0103 608664
[ 6931 0.12 3
7 17416 0.29 2183
8 58850 0.99 2083
g 80398 1.36 10680
10 123673 2.09 13893
11 7930 0.13 57
12 3573 0.09 323
13 8118 0.14 693
Total 3924251 100.00 672278
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| 150039
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174004
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480.46

32182

756.10

4000.0

Spectrum Name: CRO80-97-81-81A sp

Description: CRO80-97-81-81A IN KBr

3000

2000 1300 1000
cm-1

Analyst: GANESH Accumulations: 16

Resolution: 4.00 cm-1
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300 400.0

Time: 10:45:32 AM

Date: 1/25/2010
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Ha Hb Hece
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Sample Wame: CROB0-37-53-53A

INDIA
Acg. Time: 15:20

Acg. Date: Friday, December 04, Z009

I

9.8e4 |
9.0e4

&.0ed+
7.0e4
E.0e4 4

5.0e4+

Intensity, cps

404+
3024
2.0ed4

H
1.0e4+

'ﬁ"’“v.w .

481.00
araro_ |

+11: 3,153 10 4.851 min from Sample & (CRO30-87-53-334) of CROS0-MONI-04DECO9-BO2.wift (Turbo Spray), Subfracted = +021: 1.730...

i "|

A i
SLEYIRTS L .

s

e LAt

Max. 2.5e5 cps.

A
L

4350

‘455

485 ) 495

miz, amu

475 “a30

500

25

si0

‘515 520

3.5254
3085
2.5e5

2.0e5]

Intensity, cps

Se5
1.0e5

5.0e4

L

242.00

by

33310

£43.90

32110 451.00

I P b b Ll it b

b

[ W +01: 3152 to 4.891 min from Sample & (CROS0-87-53-52A) of CROB0-MONI-04DECDI-BOZ wiff (Turbo Spray), Subfracted = +31: 1.750...

663.20

635.10

G7o.40-.

0

Max. 3.5e5 cps.

74120

200

——
250

" 500 550 " 600
Mz, amu

300 350 “ato " 450

" B50

o0

730 E

*Sample Comment: [M+H]

480

Expected **Enalyzed By :
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**Checked By :



Sample Name: CROEO-87-53-33A Acg. Time: 15:20

Aeg. Date: Friday, December 04, 2008

Time, min

[ W TIC of =Q1: from Sample 6 (CROB0-97_. Max_2.428 cps| W ~Q1: 4.056 to 4.123 min from Sample . Max. 2.3e5 cps|
2468 4.I29 473.90
2.0e8 || 20254 663.20
m ag0 , |/ l\- =
§ 1oe8y = 045 437 245 263 4.0 NaVN[ T 485 |8 1.5e5]
%‘ Wl "v*"""g‘n“'\'qll“"x"'\--a.-"'“'““-ﬁ' Y (Al F oW o ‘-F:
§ 1087 5 10es]
- 5 067 - 741.20
Oe 5004 45340 G85.2
) |
(1YL N S NP PN N — Ll
05 10 15 20 25 30 35 40 45 50 200 300 400 500 600 TOo 800
Time, min m'z, amu
[ "W XIC of +Q1: 470.5 to 480.5 amu from Max_ 2426 cps| W =01: 4.390 10 4.423 min from Sample . Max. 1.2e6 cps]
442 33810
2486 i 1.20e6+ I
343.90
2,066 O |'-. 10026
. CHy | 320.80.
§ 1mes] | O ~ om 40 || £ 8.00es 48090
z NSy © ' | £ 500e5
§ 10867 N=N \I 5
k= 13 |,| | T 4.00e5 241,90
5.0e5 | | II 2005 s530
Y S .0 e GG s | S B Al
05 10 15 20 25 30 35 40 45 50 200 300 400 500 600 700
Time, min m'z, amu
[ W Detector A, Channel 1 from Sample 6 (CR... Max. 6.aen | W Detector A, Channel 2 irom Sample 6 (CR... Max. 6.7e5 |
442 442
£ 085 6.7e5
6.0e5
5.0e5
5.0e54
4.0e54
- ~  4.0e5q
= 3.0e54 =
2 = 3.0e5
“ 2088 h
T 2.0e54
5
1'09“. 412 1.0e5 402
o S 04 S S ———— | .
00 05 10 15 20 25 30 35 40 45 50 00 05 10 15 20 25 30 35 40 45 50

Time, min

Peak List for "Detector A, Channel 1 from Sample 6 {CR080-97-53-

Peak List for "Detector A, Channel 2 from Sample 6 (CR080-97-53-5

Time (min) | Area (counts) | % Area Height Time (min) | Area (counts) | % Area Height
1 0.2221 1.0097ed 0.2606 |2068.1318 1 0.2037 273356839 0.0725 |954.6030
2 0.5832 1.8688e4 04824 [7374.1384 2 07117 79498087 02107 |1161.9433
3 07210 3.4376e4 0.8873 |8704.5195 3 39303 1.1425e4 0.3028 |2808.9083
4 40207 4.0995e5 10,5814 |9.0225e4 4 40191 26394e5 6.9958 |6.2609e4
5 42487 2.4120e4 06226 |5662.2632 5 4.2405 33886255 0.0898 |1331.3241
[ 44176 3.3733e6 87.0690 |6.6245e5 6 44170 3.4833e6 92.3284 |6.7416e5
7 49575 3746.0716 0.0967 [1071.9310
LCHMS-1 REACN MONT (TIFA Buffer) Analysed By -
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Sample Name :

CRO80-97-53-53A

Sample ID - CROB0-97-53-53A
Column - Gemini C-18 (150 x 4.6 mm) Data File Name : 15-02-10_CR080-97-53-53A_06 lcd
Vial # ] Method File Name : GEMERAL_B1 lcm
Inj. Yolume c1ul Batch File Mame : 150210.Ich
Tray # | Data Acquired - 2152010 1:23:16 FM
Acquired by AVINASH Data Processed : 2/M15/2010 1:45:20 PM
Ref.Mo.: DI/AD257/04
mAL
B ] PDA Multi 1
] |:;
250 |
i e h;—_' W | || g =
e S . . . ——
0.0 25 5.0 7.5 10.0 125 15.0 17.5 20.0 ]
min
1 PDA Multi 1/242nm 4nm
PeakTsable
PDA Chl 242nm dm
Peak# Ret. Time Area Area % Height
1 44 202832 433 7133
2 6 3518 0.07 752
3 2 103626 2.16 13846
4 5 4318 0.0o 646
3 75 27218 057 3303
6 12 4375878 91.31 392648
7 19 7426 013 BR6
8 30 7291 013 380 CH,
9 48 60431 126 1872 Br .
Total 4702539 100.00 421954 O = Om
NS ©
N=N
13
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CHEMBIOTEK A TCG Lifesciences Enterprises, PUNE

100.0_
1 gt h Ir"nlll i r"".-.'l III
05 | /\ \ | r I ™ L
\ | [ AN Y
ap 2240 2364.11 1200.00 I| / || '| |‘ | ."|r I|' h ||| '||
285 37aTes | ] | ' | | | J' ﬁlﬁl."-i ‘
- ||..w,"-|| | (1] | | | | II" s?3|...4 || si02 |
4 | | | '\f | | | 479.80
_ | | ‘ 1 U.]JIJ 94779
73] 1usé.:14 [ | | | f | Ilﬂ I,-’ zsal* |
| | ol :
70 ] | I| I ||I] n}szé_ﬁ AR I,f" ' f,.
N . | | 191.1:?1 1&“ N I |
60 | ‘ [
| | ) 158z00 || | [ 1290 | U | f|| .
35 | | 400.45 1 |'|
5 ‘ ! P 17113 ‘
T ‘ Il-l r|| 145718 ‘Il H IDLE.ED 8087
45 l |
40 ] l Al | 54333 1373.86 uan_v:
35 | |H 1235.67
159890 756.41
30 ‘. ‘ | E17.47
23] | H|
20 %55.31 ‘ msg r&
| (3
15 2955!1? |i| . CH,
10 2028.04 Y 1074.03 o O = om
3 1733.87 N"ON ©
0.0 N=N
40000 3DIDI:I Eﬂlﬂﬂ' liICII:l lﬂlﬂ'ﬂ' 13
cm-1

Spectrum Name: CRO080-97-53-53A sp

Description: CR0O80-97-53-53A IN KBr

S68

Analyst: GANESH

Accumulations: 16

Resclution: 4.00 cm-1

Time: 10:30:35 AM

Date: 2/3/2010



NAME  CR080-86-161-161A
NO 1

PROCNO 1
Date_ 20100421
Time 8.57
INSTRUM

PROBHD 5 mm DUL 13C-1
PULPROG 30
™ 2768
SOLVENT cbci3
NS 8

DS [

SWH 8012.820 Hz
FIDRES 0.

AQ 7731 sec
RG 181 -

ow 62.400 usec
DE 6.00 usec
TE 293.8 K

m====c=x CHANNEL {1 ========

NucCt 1H

P1 12.50 usec

PL1 -1.00 dB

SFO1 400.1324710 MHz
sl 6384

1
SF 400.1300128 MHz
w EM

<
~
~
«
@

Ar-H

__—8.0007
79813
79480

X

7.9431
7.9377

V-0 O©NM [yl
O OMNWOND n
OO DM N OO )
RROSQOnn <
NhT???T? T
Ar-H Ar-H Ar-H

4.1950

NH,

ppm

g’SDB 0 T T T T T T T T 4.3 4.2 4.1
e I 84 83 8.2 8.1 8.0 7.9 7.8 7.7 76 7 pm
PC 0.50
Yy’ N5 C8nR 28288838 2 3 2
' SSRIIFeCHEITIELR] =] < S
MoaHIANROCOOY BTN < o 2
Br Q o
L,
N~ “NHNH,
14
Ar-H Ar-H NH,
Ar-H
W, Y I N - JL i\
ElEaE:E g
Slio|a|v|olo et
<l<lolail<l< =
T T T T I T T T I I
10 9 8 7 6 5 4 3 2 0 ppm

Analysed by: Yogita
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T M SUl 4 SERE-EREPERIRRERZER
D Iz P B
L oo I. -\.-\.I-\.r‘-.l‘-.l S .
e T v oy
Ewm II?EI!I]EIJ
L3 ]
=] 1]
I FAZ B30 He
FIDRER I.BI_II:I:I Hz
ﬁ .'l‘[ﬂillr{ 1 mac
oW EZARD e Ar-H Ar-H Ar-H
T sk Ar-H
%I :II:II\EIIIIIIT- L1
manmmmmn CHAKKEL |1 mesaanms R— ,_WH,JL_W.IMJM |
:‘lcl 1:.!1|"ull= 1 III|
FL1 =100 40
raq 31324790 MEx EI’ |$|I ‘-‘_‘le —
gll" ﬂdigll?‘lﬂ' I MHz T T T T |1- T T T ? T T T 1'-lr_l'_— T T-j T T T T T T T T
‘;HT nu 48 4847 86 B5 B4 43 82 81 BO VS FA VY V6 V5 V4 V3 TZ T ppm 5 4 ppm
Ia!ﬂ 00 He
FT L&
SEECHB-EEEPYRAGERRLEE 5 z
0 T e P e [ 0D A A D D WD W WD W T il o
%|5Thﬁ.ﬁ-h|u|uhhﬁ-ﬁ- - 2
Br ! Q o
N/ NHNH,
14
J L h‘ — el J
LN
3 @A
— il |=—
T I I T T I T T T T T
11 10 g g 7 6 5 4 a 0 ppm
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Sample Name: CR080-96-161-161-A-IIND SPOT

Acq. Time: 17:29

U -

Acq. Date: Monday, April 19, 2010

"W TIC of +Q1: from Sample 4 (CR080-96-161-161-A-IIND SPOT) of CR080-MONI-TFA-19APR10-BO1....

Max. 6.0e7 cps.

i 6.0e7
| 5.0e7
1”3
‘% 4.0e7
Z 3087
§ ° 459 493
L 2.0e74 :
=
} 1.0e7 -
(Y
02 04 06 08 10 1.2 14 16 18 20 22 24 26 28 3.0 32 34 36 38 40 42 44 46 48 50
Time, min
"W +Q1: 2.685 to 2.719 min from Sample... Max. 2.2e5 cps. +Q1: 2.685 to 2.719 min from Sample... Max. 2.2e5 cps)|
34000 4,50, 340.00
2.0e5 " , 2.0e5 ]
2 J; : @
|8 1.5e5 It i g  1.5e5]
z 1l Z
2 1.0e5- o 3 1.0e5
g L 2
£ 5.0e4] n 1% £ 5.0e4
)
’ T - ’v L T Al . g sy i)
355 360 150 200 250 300 350 400 450 500 550

m/z, amu

"W XIC of +Q1: 339.5 to 340.5 amu from ... Max. 2.0e6 cps|

W XIC of +Q1: 351.5 to 352.5 amu from ... Max. 2.9e4 cps.

2066 C 2.9e4
1 2.5e4 | 282
a  15e61 ] " “ I an
e | g 20847 Il 318 374 | i
Z  1.0e61 i £ 15041 225 | J T
g | § 1004 AL
£  50e5 i £ : Dl ‘1 i
i 5000.0 417 | | i By i
] SV S S 5 ——— L L SN A | O -
05 10 15 20 25 30 35 40 45 50 05 10 15 20 25 30 35 40 45 50
Time, min Time, min
"W Detector A, Channel 1 from Sample 4 (CR... Max. 4.1e4 | W Detector A, Channel 2 from Sample 4 (CR... Max. 7.1e4 |
o 2.68 7104 2.68
3.0e4- 6.0e4
2.0e4
> . >
:E> U | Y Tr— g —
¢ o 1 2064 ;
-1.0e4 b : -Oe
| - :
; : . R SRS : L 0.0% : < o R : - -
00 05 10 15 20 25 30 35 40 45 50 00 05 10 15 20 25 30 35 40 45 50
Time, min Time, min
Peak List for "Detector A Channel 1 from Sample 4 (CR080-96-161Peak List for "Detector A, Channel 2 from Sample 4 (CR080-96-16
Time (min) | Area (counts) | %Area Height Time (min) | Area (counts) | %Area Height
1 1256802 12621e5 100.000 |3.8425e4 1 26752 2.3972e5 96.9652 |7.0659e4
2 3.0425 4433.2904 17932 [1229.8433
3 3.9743 1508.2804 0.6101 [405.5891
4 49362 1561.2646 0.6315 |265.1650
LCMS 2 Reaction Monitoring (TFA Buffer) Analyzed By :

*Channel 1 at wavelength 220 nm , Channel 2 at wavelength 260 nm
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100.0_

%T

|
348345 | |

|
3314.58

178

282416

N

95__w1\ﬁ| ]

Br
|]l: P
N

14

NHNH,

400000

3000

Spectrum Name: CROS0-96-161-161A 5p
Descniption: CR080-96-161-161A IN Kbr

S72

2000

Analyst: GANESH

1000

Accummlations: 146

Besohation: 4.00 cm-1

500 40000

Tme: 9:22:49 AM
Date: 4/23/2010



ZE9°

L
wqw.ﬁy
LG9 L —
POL L —~—
BLL L ———
mmh.hl\\l
00€°8

mom.m/
GTE"8

mﬁm.mw
Gge"8

mmm.m\
869°8 —
€698 —
688

e —
69T 0T

H9

Hd

Hb Hece

HS

H5

H7

Ha

N

ppm

7.5

8.0

8.5

9.0

9.5

10.0

L

|

-
o
-

/|

-

d

g

-
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195 190 185 180 175 170 165 160 155 150 145 140 135 130 125 120 115 ppm
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H9 H7
HS
Hd Hb
HS5 Ha Hc
ppm ll 1L [ i
- .__-' -
1 r -
2_
3_
4_
5_
. |
7_ ey
8 ,5" ..- =
o —
9_
104 ® —
1 1 | | | 1
in 9 R 7 1 N nom
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HS

Ha H7
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Dom

Hc
Hb

Hd




H9
q Hb
H5 Ha H7 Hd

ppm AA l m

118+

120

1224

1244

126

128+

130

132

134+
136
138 @ O @ ”

1404

10.0 9.5 9.0 8.5 8.0 7.5 ppm
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H9

HSY Hbh
L HS5 Ha H7 Hd Hc
ppm n | Jl MM U

110+

120 o 9 ® b

N 0 o

) 9 e
1404 ) “

150

160

1704

180+

190 ]

10.0 9.5 9.0 8.5 8.0 7.5 ppm

S78



Hd
Hb He
H7

ppm

Cc3

1204

i

122

124+

1264

128+

1304

1324

134+

136

138

140

142+

144

146 9 a

1484

b B R R bl bk b o A | | R h | WA | | Rt = JFEASRERSS | AR I =
8.9 8.8 8.7 8.6 8.5 8.4 8.3 8.2 8.1 8.0 7.2 7.8 7.7 7.6 7.5 7.4 7.3 7.2 ppm
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H9
Hd
Hb He

H5 HR
ppm | ﬂ FJ?_JF7 U
120 ' ) @ b m
125 a 0 ' & ﬁ

ﬂg g !

1354 Q g e

140+
[ a

1454

150+

10.0 9.5 9.0 8.5 8.0 7.5 ppm
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INDTA

Aog. Time: 13:23

Sample Name: CR0OB0-84-87-87A

Acqg. Date: Friday, March 12, 2010

349.80
2.0e4q

1.8e4

1.6e4+

1.4ed+

1.2e4

1.0e4

Intensity, cps

158.90

400
miz, amu

150 200 250 300 350

"l +Q1: 0.847 to 4.557 min from Sample 9 (CRO80-84-87-87A) of CROS0-MONI-12MAR10-B01.wiff (Turbo Spray), Subtracted < +Q1: 0.179...

Max. 2.1e4 cps.

550 600 650 700

500

450

+Q1: 0,847 to 4557 min from Sample 9 (CRO80-84-87-87A) of CROB0-MOMI-1ZMAR10-BO1.wiff (Turbo S

349.90
2.0e4

1.8e4

1.6e4 4

1.4ed

1.2¢4

1.024 4 |

8000.0 |
|

Intensity, cps

6000.0-
4000.0)
2000.0-

i
f
A

i

|
350

lod 1 b A oy e B

50.80

ra Subtracted < +Q1: 0.179... Max. 2. 1ed cps.
pray), p

_-351.60

!r'H f

452\_90

| ’I![ h

W 1
W YAm  ay

g Ish ; .
; p M Wy 1 NI YR 11N
354 356

364 366 368 370 3r2 374

In

360

a Lon
T

352 358 362

|
T

336 338 2340 342 344 346 346

miz, amu

*Sample Comment: [M+H] Expected 350 **2nalyzed By :
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**Checked By :




Br

anple Mame: CROBO-B4-BT7-87A Aog. Tima: 10:53

W TIC of +@1; from Sample 3 (CROB0-...

Max. Sge?cps‘ W +Q1 3,187 to 3.254 mlnfrom Sampl...

Wax, 1.3e6 ops

I
N )
. - |
—_— 4.80 o)) 349.90 t
i i 1 1.00e6- f o 35170 |
o 1 k) &) ! @ 1 hn
& 40e7 i g |
5 £ 5.00e5] |
& | e [ .
;5_, 2087, .t o o, 4}4‘,# L ] !
g [ T S w | ! 135111035300 |
L N T — R e e i
05 10 15 20 25 30 35 40 45 50 345 350 355 360 365 |
R S—— ___Time, min__ . __ mz.amu N
B +01- 2 953 to 3.020 min from Sampl... Max. 1.2e5 cps. W +Q1 3.187 to 2.254 min from Sampl Max. 1.126 cps 1
- |
@ 274,30 D 349,90
1.00e51 1.00e6 1 I ‘
. eb | @ 1
8 1 ‘ g 800e5 |
= . z 6.00¢5 1 l
g 5.0084 T 4.00e5 | |
= ) =
e ) , 20800 35000 = 2.00e5 | \
10.00 bk F— .,_u_,.ll el Bt ’_r_, . e
| 200 250 300 350 400 450 150 200 250 300 50 400 450 500 |
miz, amu miz, amu

"B RIC of +Q1; 353 5 to 354.5 amu from...

Max 2.265 cps | W AIC of +Q1: 339.5 to 340.5 amu from

] 3.23 252
2.0e51 4 8.0e47 ]
B e ; g oou| |
i | . ] |
P = ! I
‘% 1.0e51 i £ 40ea] |
= ] 1 4 | ) |
2 | | £ H |
‘E 50edq £ 2.0ed- . Y . 4.2 |
oo” o s n e o oo* REa i e i
20 25 30 35 40 45 50 0.5 50 |
C e Time, min o n_ ]
B Detector &, Channel 1 from Sample 3 (C... Max. 3.1e5 | W Detector A, Channel 2 from Sample 3(C.. Max, 4. Be5
3065 3.18 4805 | @15 !
i 4.0e54 |
. 2.0e5 1
> | > 30e5y |
= =2
| 1 1
2 0e5 . 2 20e5] l
! oo (‘&30 " — I bt 0.69 2@ |
L T o oo¥. 289 B S ——
o0 05 10 15 20 25 30 35 40 45 50 0o 05 1 D ‘I 5 20 25 30 35 40 4:: 50 |
o ) Time, min Tirme, min
iPeak List for "Detector A, Channel 1 from Sa d
|

] Time (m m} Area (coums} % Area

11 05624 7d5Eeed 44166 23 !

i2 0.7090 6.7170e4 39772 1.6309e4 |

'3 3.1613 1.5420e6 A5 l
15050.1019 ]

fe' 39113

—TPeak List fcr"DelecLor A, Channel 2 from Sample 3 (CROBD 80-84

-Tlma{mm) Area [counts] % Area Height

4 34073 71299.3311 0.0576 5631716
F 34858 1.1128e4 04930 3179.7698
& 37939 2.7937e4 12376 64405485
"?_ 3.9087 1.1944e4 05291 3137.3396

(TFA Butfar}

5.1 FReaction Monitoring

S82

Analyzed By f [



Sample Name : CROB0-84-87-87A

Sample ID - CROB0-B4-87-87A
Column - Gemini C-18 (50 x 4.6 mm) 5u Data File Name - 05031021 lcd
Wial # 147 Method File Name : GENERAL-A.lcm
Inj. Violume D6 ul Batch File Name : 050310.Ick
Tray # 12 Data Acquired - 3/5/2010 4:25:22 PM
Acquired by - AVINASH Data Processed - 3/5/2010 4:37:29 PM
Ref.No_:NP/ADD11/53
mAL
400 ',-'3 PDA Multi 1
300 ”
2001 ‘
1004 “
i | o
] Sy w oo 8 o SR
] 28 B3 g |eBEE EERE
o 31"11‘ ITT .QH‘{.«;,_* e L
— — ———— —
0.0 25 5.0 7.5 100
min
mAL
400 = PDA MU 2|
300 ”
200+ ‘
1004 “
i o - Hoosa oz ma ||§mngw¥°3§
i §8 @ 52383 88||° gy ek Exg
of——— s e pe e Y proge oy
—— — T
0.0 25 5.0 7.5 100
min

1 PDA Multi 1/263nm 4nm
2 PDA Multi 2/244nm 4nm

S&3

PDA Chl 263nm 4nm

PeakTable

Peaks Eet Time Area Area % Height

1 4.14 3336l 1.15 5426
2 448 4262 0.13 614

3 3.08 7344 0.26 72
4 .44 14603 0.50 2121
3 386 12304 0.42 1806
[ 6.02 3419 01a 7
7 6.58 2540019 87.23 380831
2 686 120304 445 20022
9 726 3236 0.11 467
10 7.51 4366 0.16 736
11 7.88 3400 019 488
12 862 40701 1.40 4832
13 580 62481 2.14 4655
14 9.20 47218 1.62 5628
15 048 1260 0.04 303
Total 2012801 00.00 438174

PeakTable
PDA Ch2 244nm dnm
Peak# Fet. Time Area Area e Height

1 198 3854 0.13 400
2 320 3725 012 539
3 3.60 4615 0.15 40
4 414 34984 1.14 3862
3 448 13886 045 2049
] 4.23 1148 0.04 209
T 3.06 3400 011 362

2 4404 047 1971
4 0.31 1569
10 0.13 309
11 £2.62 382074
12 5.54 22795
13 0.09 439
14 0.16 779
3 22 700
16 0.02 128
17 1.98 7162
12 276 6218
19 1.56 10869
Total 100.00 445305




L ¥
vl 1373.04 118

100.0 _

[ iy _—
% | || /_/‘,_/ | (” T
N

[0
a0 | A I |1 |n:.
83 ‘ I|I I"Ir‘ ||il 175185 |I |Fm ‘ |

[ i

804
75

3422.37 |

. {2922.45 ]
70 '

| 13p5 7 126318
65 | | 123439
60 l | 152179

| 1607.00 1410.04
55 1540.57

2363 84 | | ' |

50 £31.00

-

L
Ln

45
310013 74843

1724.27

40000 3000 2000 1500 1000 300 4000

cm-1

Spectrum Name: CROB0-84-87-87A sp Analyst: GANESH Accumulations: 16 Tiume: 4:42:44 PM

Description: CRO80-84-87-87A IN KBr Resolution: 4.00 cm-1 Date: 2/5/2010
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P v e s

[ ~ . e = _
© =) By 6 ©F ORMO® w
- < © N O® 0O MmN 0
o «Q © 0 Mmoo o NN~ on N~
- © W W 0o NNNNN w0
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INDIA

Sample Name: CRO80-96-33-19B Aceg. Time: 18:38 Acg. Date: Wednesday, November 11, 2009

"W +Q1: 2,786 to 3.788 min from Sample 19 (CR080-96-33-19B) of CROB0-MONI-11NOV02-BO2.wiff (Turbo Spray), Subtracted < +Q1: 1.31... Max. 3.085 cps.

367.80
1.20e5 365.80 r'l'.
1.10e5
1.00e5 1.
9.00e4- || |
8.00e4- I| ‘
7.00e4 [
6.00e4+ 349.80 ‘ ‘
5.0084 e -
i

4.00e4- il ]II -
3.00e4 {1 J | | |
2.00e4- |' || || \ |
1.00e4 - [l I

|r { ‘l-r- . | |

Intensity, cps

S o, 3 L - ez VS D m
350 352 354 356 358 360 362 364 366 368 370 7z 374 376 378 380 382 384 386 388 380
miz, amu

"W +Q1: 2,786 to 3.788 min from Sample 19 (CRO80-96-33-19B) of CRO80-MONI-11NOV09-BO2 wiff (Turbo Spray), Subtracted < +Q1: 1.31...

0.00 =Adpased e : .
342 344 346 348

Max. 3.0e5 cps.

367.80

1.20e5
1.10e5
1.00e5
9.00e4d -
8.00e4
7.00e4
5.0004 349.80 |
5.00e4
4.00e4
3.00e4
2.00e4 _
350.90 |

11008 304.00- 34190 1879.90 452,80 47510 542.90 732.40
0.00’ Al st S i ol P S j_l.s.a.:'-l\\uul sk 2k ; L ! ! - e iz
200 250 300 350 400 450 500 550 600 650 700 750 800

miz, amu

Intensity, cps

*Sample Comment: [M+H]366 Expected **Analyzed By : **Checked By :

S8&8



Sample Name: CROB0-36-33-15B Acg. Time: 18:38 Acg. Date: Wednesday, HWovember 11, 2005
[ W TIC of =1 from Sample 19 (CROB0-9 Max 9167 cps| W +Q1- 3.153 to 3 254 min from Sample Max_ 8085 cps
9.1e7 349 8.085- 2658020780
8.0e7+ | 7.0e5
[ £.085
052 I w |
BoeT| TN g7 207248 AT & 50e51
AN W N, 459 |2 40es 9.30
v WA WY Y W i £ De5 .
4067 A \ Ve |2 347.9034 :
VlE 30es] F |
20671 2085 | .80
1.0e5 b.m
17 M N — . Y , : :
05 10 15 20 25 30 35 40 45 50 340 350 360 370 380 390 400
Time, min miz, amu
[ W XIC of +21- 365 5 to 366 5 amu from __ Max. 8.6e6 cps| W +Q1: 3,153 to 3 254 min from Sample . Mazx. 8.0e5 cps]
. 319 5085 - 357.80
8.04
O 7.025-
6.025
g *9 . OH & 50es]
g 406 Br X7 CH, %‘ 4085 240 80
z N g 3085
204 N\: N 2,085
N 1.0e5
. 16 L i
TF 10 15 20 2F 30 25 40 45 5O 200 300 400 800 | &00 | 700
Time, min miz, amu
Ll Detector A, Channel 1 from Sample 19 (C.. Max. 6.1e5 ] | Detector A, Channel 2 from Sample 19 (C._. Max. 5.5e5 |
6 0651 315 £ 5e5 315
5 025
5 05
4085
4,085
> 3.0e5 3 30e5
= ’ =
“ 20e5] * 205
1.0e5- i
[P SNy 269 1o
pof e ——— B - poMo20 072 200 B
00 05 10 15 20 25 30 35 40 45 50 00 05 10 15 20 25 30 35 40 45 50
Time, min Time, min
Peak List for "Detector A, Channel 1 from Sample 19 (CR080-96-3]Peak List for "Detector A, Channel 2 from Sample 1% (CR080-96-3
Time (min) | Area (counts) | % Area Height Time (min) | Area (counts) | % Area Height
1 0.2284 1.6182e4 0.6007 [2729.7931 1 0.2008 25056703 0.1101 |876.6607
2 0.5906 42547ed 15794 [15293ed 2 07178 23234ded 10209 (49137550
3 0.7287 3.6782e4 14397 |1.0618e4 3 2.6681 3.2469%e4 14276 (92163112
4 26855 3.4256e4 12716 [1.0332ed 4 315637 22176e6 97.4414 |5 4463e5
5 31523 25621e6 951086 |6.2997e5
LCHMS-1 RBEACK MONT (TFA Buffer) Analysed By -

Channel 1 at wavelength 220nm, Channel 2 at wavelength 260 nm
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SAMPLE: CRO30 33-15 B >

umn: GEMINI-C12 (250H4.6)mm 5.
Injection date : Mon, 8. Mar. 2010 5 Vial 11
Sample Name : CROS8O S B 5 1
Acg Operator 1 GANEESH Z Inj Vol. H 20 pl
_2_3.M

HEM32\2\METHODS\UPLC_GENARAL Gl
8. Mar. 2010,
C:\Chem3242\DATA\MAR-10\080310E 2010-03-08 17-23-58)
UPLC_GENARAL GRAD _2 3.M

Analysis Method
Last Changed
Acg. Method

Method ref : NP/RO011/52
*DADT &, 5ig=200,2 Ref=0ff (CACHEM3Z\Z\DATAWMAR-10W080310E 2010-03-08 17-22-59080310000005.0 - CACH
maU ] 2
4 -
] &
1400 i
12004 ‘
1000
2004 |
£00 ﬁ
u'r:v w3y o] | Q = ﬁg
A G B B
— [ W -
. il = L \ﬁ'ﬁxﬁ
-————Y————r——F—7——r—T—— T[T
] 5 10 15 20 25 min

: &

: . OH
3 Br

N N
10 \:N/

11 16

¥¥¥ End of Report¥®*¥
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Spectrum Name: CRO80-956-33-19B sp

Description: CR080-96-33-19B IN KBr

S91

Analyst: GANESH

Accumulations: 16

Resolution: 4.00 cm-1

Time: 10:40:37 AM

Date: 2/10/2010
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INDIA

Sample Name: CROS0-96-99-99A7 Acg. Time: 15:21 Acg. Date:

Thursday, January 28, 2010

W +Q1: 2.786 to 3.855 min from Sample 3 (CRO80-96-99-29A1) of CROSO-MOMI-28.IN10-BO2 wiff (Turbo Spray), Subtracted < +Q1: 1.582 ..

365.90
8.0ed 264.00 i
7.0e4
6.0e4 | \ r
2.0e4 'I | “

4024

Intensity, cps

3.0e4+

2.0e4

1.0e4 " " v

Max. 8.3ed cps.

i G LL r=
352 368 370 372 374 378 378
mfz, amu

350 356 358 360 366

Lo
380

+Cr1: 2.786 to 3.855 min from Sample 3 (CRO80-96-29-99A1) of CROS0-MONI-28JM10-BOZ wiff (Turbo Spray), Subtracted < +Q1: 1.582 ..

365.90
8.0ed+

7.0ed+

§.0ed 4

5.0e4
O

(2

N \/N
—N

4.0e4

Br!

17

Intensity, cps

3.0e4

2.0e4+

1.0e4-

Loyl e _....l I “ L - [ i

-

Max, 8.3e4 cps.

L T R |
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*Sample Comment: [M+H] 364 Expected **Analyzed By :
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**Checked By :



Sample Name: CROE0-96-39-3SA1

Acqg. Date: Thursday, January 26, 2010

[ W TIC of =Q1; from Sample 3 (CROB0-96_.

Max. 3.3e7 cps] W

+31: 3.889 to 3.955 min from Sample _. Max. 1.2e5 cps)

419.90

3307345 380 356 360 365 370 375 380
mfz, amu

] o8 4.79
oot ' | oes 201, ads. i
|.| i 1.86 ) e AL
2.0eT A W A flupd LA / i
\ |'. yov ._‘I W
1.0e74
L. NESUUNNINSNSSSUNNSMNSNSMMSSSMBSSS | SSUSNSS S
05 10 15 20 25 30 35 40 45 50 200 250 300 350 400 450 500 58R0
Time, min miz, amu
W+ 2187 to 3254 min from Sample .. Max. 6.5e5 cps| W ~1: 3.320 0 3.387 min from Sample .. Max. 1.2e5 cps]
364.10 355 80 365.90
6.0e5] fi
| f 1.00e5]
| )
4 05 =
=
E 5.0024
2.0e5 264,702 h.ED £
W | h Y N
0.0 T T T T 0.003

200 250 300 350

400 450 500
miz. amu

W XIC of +Q1. 3625 to 364 5 amu from

7.3e6 223
6.0e6 - |
: |
> 4.0e6
|- [
£ 20e59 |I
0.0 ; e

15 20 25 20 35 40 45 50
Time, min

05 10

W =1 3.167 1© 3.254 min from Sample . Max. 6.5e5 cps]

364.10
6.0e5

5.0e5
4.0e5
3.0e54
2.0e54
1.0e54

M

Intensity, cps

1, -,
200 250 300 350 400 450 500 550 €00 650
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Br O

17

o8

N \/N
=N

| W Cetector A, Channel 1 from Sample 3 (CR._ Max. 2.4e5 | W Deteclor A, Channel 2 from Sample 3 (CR.... Max. 3.5ef5 |

2.4e5 220 3.525 219

2.0e5] 3.0e5

1.5e5]
2 10es5] 3 2085
3 5.0ed 053 _poz "':':

QoS T 1.0e51 383
T T T T T _. “.‘“‘. T r GD'% T T .—'L. T T
o0 05 10 15 20 25 30 35 40 45 50 00 05 10 15 20 25 30 35 40 45 50
Time, min Time, min
Peak Listfor "Detector A, Channel 1 from Sample 3 (CR080-96-99-Peak List for "Detector A, Channel 2 from Sample 3 (CRO80-96-99-
Time (min) | Area (counts) | % Area Height Time (min) @ Area (counts) | % Area Height

1 02212 1.4871e4 09488 29735358 1 02024 3.1745e4 16483 |[7509.7079
2 0.5909 4.7847e4d 3.0627 |155T75ed 2 07076 1.6375e4 0.7983 47403948
3 0.7209 2.726%4 1.7398 |8533.2895 3 3.1936 1.6252e6 843812 13.5180e5
4 09183 1.15628e4 0.7355 |952 2236 4 37211 6004 4767 04186 24562077
5] 31952 1.2609e8 804437 |2 7206eb [ 38343 2 4569e5 127567 |4 4151ed
6 3.5520 27181e4 1.7342 |6733.3221
T 3.8343 1.7783eb 11.3455 |3 5638e4
LCHMS-1 REACK MONT (IFA Buffec) Analysed By -
Channel 1 at wawsleagth 220om, Channel 2 at wavelength 260 om
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Spectrum Name: CRO80-96-99-99A sp

Description: CR080-96-99-99A TN KBr

S107

Analyst: GANESH

Accumulations: 16

Resolution: 4.00 cm-1

Time: 1:02:38 PM

Date: 2/5/2010
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Sample Name: CRO80-96-39-35a

Aceg. Time: 19:49

Acq. Date: Monday, November 16, 2009

"W +Q1: 2.852 to 3.922 min from Sample 10 (CRO80-96-39-39A) of CROB0-MONI-16NOV02-BOZ.wiff (Turbo Spray), Subtracted < +Q1: 1.958...

Max. 3.625 cps.

392.00 394.00
3.5e5 fl n
m n
| |
3.0e5] | ‘ |
2585 ‘ |
a8
S 20e5
: \
w
; |
£ 1.5e5 ‘
| 95.10
1.0e5 351 -:,\g 4 A
‘ \ f'l
‘ VT
5.0e4- ‘ v
37790 _.379.80 ) 396.10
o PN P _ [ V1 s
' 374 376 378 380 382 384 386 388 380 392 394 396 398 400 402 404 406 408 410 412 414 416 418 420 422
miz, amu
"W +Q1: 2,852 to 3.922 min from Sample 10 (CRO80-96-39-39A) of CROB0-MONI-16NOVO08-BOZ wiff (Turbo Spray), Subtracted < +Q1: 1.41... Max. 3.685 cps.
392.00
3.5e5
3.0e5 O
‘ o)
2566 Br SN
a8 N\
© 205 NN
z /\V)—N
w
5
£ 1.5e5 18
395.10
1.085 l
. 663.40
5.0e41 i 475.20
326.20 377.90 | | 453.40 |
- 1 680.50 708.30
P ; ; J .uL 2 .-L'. \ e o .I_r'! L,. i i S : l& . e
200 250 300 350 400 450 500 550 600 650 700
miz, amu
*Sample Comment: [M+H]392 Expected **Analyzed By : **Checked By :
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Sample Name: CROE0-96-39-35A Acg. Time: 19:49 Acg. Date: Monday, Wovembsr 16, 2009
[ W TIC of +Q1: from Sample 10 (CR0O20-96-39-39A) of CROB0-MONI-16NOV09-B02.wiff ( Turbo Spray) Max. 1.4e8 cps)
1.4e8
:‘Q‘, 1.0e8 I|
2 38, |
] 261 - 468
c 1] 048 064 1.39 \ Far Y — =2
E =L AN AT '\Lf-/-\x\.—xfx_ﬁ-\/\-/'v"'\f\"u’“' e ""\\ )
02 04 06 08 10 12 14 16 18 20 22 24 26 28 30 32 34 36 38 40 42 44 46 438 50
Time, min
[ W +01- 3487 to 3554 min from Sample Max_ 3326 cps] W +0Q1: 3.187 0 3254 min from Sample Max. 1.6e5 cps
392.00 32590
_-384.00
3.0e6 h f 1.5e5]
8 I 3
s 20861 | || : 1.0e5
8 il 392.9]:,__ 510 B ]
icItes l'h"r Et £ 504 329 20.4350.00
| 366,10 45520
0.0H : . e : : Mt . forimsnliy ik :
380 385 340 385 400 405 200 250 300 350 400 450 500
iz, amu miz, amu
[ XIC of +Q1° 202 5 10 393 5 amu from Wax 13e7 cps| W <01 3487 10 3.654 rmin from Sample Max. 3 3e6 cps
198eT 350 392.00
| 2.0e6
. 1.00e7 | "
g g
= “ = 2.0e6
2 5.00e6] 2
£ | £ 1026
E \ £
|'., 400
0,008 e e 0.8 , | : , .
05 10 15 20 25 30 35 40 45 50 200 300 400 500 600 700
miz, amu
W Detector A, Cha O Max. 5.2e5 | W Detector A, Channel 2 from Sample 10 (C... Max. 6.6e5
3.48 3.48
50e5 Br o S
4.0e5 O
N™Ny
= 3.0e5 =N = 4.0e5
= 2
S 20e5 /:? 2
1065 0500 2.0e5
e ~ 3.19
g e — S S—, e san e — S S
00 05 10 15 20 25 30 35 40 45 50 00 05 10 15 20 25 30 35 40 45 50
Time, min Time, min
Peak List for "Detector A, Channel 1 from Sample 10 (CR080-96-39Peak List for "Detector A, Channel 2 from Sample 10 (CR080-96-39
Time (min) | Area (counts) | % Area Height Time (min) | Area (counts) @ % Area Height
1 02199 1.5650e4 05804 |28855159 1 0.1956 22211ed 0.6324 |4249.1929
2 0.5854 317294 11767 [1.1446e4d 2 07174 279794 0.7966 |5671.8634
3 07283 4.4141e4 16371 [1.1932e4 3 0.8567 28865774 0.0822 |b46.7729
4 3.1892 1.6793eb 62283 [42234e4 4 3.1906 2.0133e5 57323 [49338ed
5 33177 3.9042e4 1.4480 |9899.6632 5 3.319: 6.0928e4 1.7347 |1.4381e4
6 34774 2.3916e6 88.6997 |5.5154eb 6 34781 2.9466e6 63.8944 |6.6170eb
T 46650 6198.2488 02299 |1657.1961 T 3.6298 4.2246e4d 1.2026 |5013.9989
LCHMS-1  REACH MONT (TFA Buffer)

Channel 1 at wavelength 220nm, Channel 2 at wavelength 260 nm
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SAMFPLE:

17 L
Sample
Log Operator
Analysis Method
Last Changed

Aog. Method

M32\2\METHODS\UPLC_GENARA
8. Mar. 2010,

] \DATA\MAR-10%050310E
 GENARAL GRAD 1.HM

Method ref : NP/A0011/56

ocation
nj. Ho.
nj. Vol. :
L_GRAD _1.M

2010-03-05

*DAD1, Sig=264.00, 2.00 Ref=off, EXT of 020210000005.0
mall

11.814

1000

00

G500

400

200

11673

14,467
| 14792

{E.sas

115,182
15.589

11

Il

16288
17.563

>

=
-
-
=)

=
o

min|

Bef=off, EXT

Peak Area %
3
1 1.939
2 2.330
3 2.052
4 1.249
5 0.173
& B3.5&5
7 0.289
8 0.837
=] 7 0.820
10 15.182 0.0%2
11 15.5&% 0.142
12 16.31¢€ 0.283
13 €.508 0.288
14 17.553 B.

#** End of Reporc®s*
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fy
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82587

|133>

T46.26

300 400.0

0.0
40000

Spectrum Name: CRO80-96-39-39A sp

3000

Description: CR080-96-39-394 TN KBr

2000

Analyst: GANESH
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cm-1

1300

1000

Accumulations: 16

Reselution: 4.00 cm-1

Time: 5:49:57 PM

Date: 2/5/2010
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INDIA

Sample Name: CRO80-96-35-35a Acg. Time: 15:15

Acg. Date: Wednesday, November 11, 2009

"W +Q1: 2,184 to 4.123 min from Sample 6 (CRO80-96-35-35A) of CROB0-MONI-11NOV03-B02 wiff (Turbo Spray), Subtracted < +Q1: 1.482...
4 s 407.90

1.20e5 i '|
1.10e5 |
1.0085
9.00e4-
8.00e4-
7.00e4 - |
6.00e4 - |
5.00e4-
400847 407,00
3.00e4- |
2.00e4-

1 .00e4i Lo .

Intensity, cps

= PETETY

Max. 1.325 cps.

380 395 400 405 410 415 420 425 430

mfz, amu

435

440

445 450

"W +Q1: 2,184 to 4.123 min from Sample 6 (CRO80-26-35-35A) of CRO80-MONI-11NOV09-BO2.wiff (Turbo Spray), Subtracted < +Q1: 1.014...

2

1.29e5 40750

1.2085 -
1.10e5
1.00e5 Br

9.00e4 |
8.00e4
7.00e4 .
6.00e4
6.00e4 -
4.00e4
3.00e4
2.00e4

663.00

Intensity, cps

1.00e4 +
b

g the d i

453.00 _475.00

Sl \ il

409.90

L

680.00

LM

707.90

k g

Max. 1.385 cps.

812.20

e

150

200

300 350

450 500
miz, amu

400

550

600

650

700

750

800 850

*Sample Comment:

[M+H] 406

Expected

**Analyzed By :

S118

**Checked By :




Sample Name: CROE0-36-35-352 Acg. Time: 15:15

Acg. Date: Wednesday, November 11, 2008

[ W TIC of +Q1: from Sample & (CROS0-36... Max. 6.4e7 cps

6.0e7

8 40e7

£ 0.58.0.75 | 258

5 2007 IlIN\;._‘ h A 4l |'J‘uf

= - AR ATINY! A, “ﬂu\ Y |r.".'u||\ RIS L\
0.0 e

05 10 15 20 25 30 35
Time, min

] W +Q1- 2187 to 2.320 min from Sample .. Max. 6.2e5 cps,

9 8ad 24010

Intensity, cps

150 200 250 300 350 400 450 500 550
miz, amu

W +Q1. 3655 0 3.721 min from Sample .. Max. 1.9e6 cps| W +Q1. 3.654 (0 3721 min from Sample Max. 1.9e6 cps)
1.9e5 407.50 1926 4ps.80. 40720
\

w1565 w1506 | |
g g ||
3 1.05 F 100 [M 41
& a4
= 50e5q £ 6Qes 407. A 9.00

i . [ U 70

200~ 200 400 00 600 700 | 800 35 400 405 a0 415 420 425
miz, amu miz, amu

[ XIC of +Q1- 406.5 to 207 5 amu from .

W XIC of +Q1. 2305 10 340.5 amu from Max. 6424 cps)

Time, min

358 420
7568 I £.0e4 ‘
. 6.0es || - 251
2 2
S 40e4 ‘ ||
= 4085 “ ) |
3 \ 5 || |
LT I £ 204 'II : J \ 4.:36
\ Tl VLT M
oo e J S — 0.0 n-"g‘? A 1'5'1.%‘" Ll ““"III*"' a My I I"". -y Wy dl
) 05 10 15 20 25 30 35 40 45 50 ! 05 10 15 20 25 30 35 40 45 50
Time, min Time, min
| W Detector A, Channel 1 from Sample 6 (CR... Marx. 3.4e5 | W Detector A, Channel 2 from Sample 6 (CR... Max. 4.7e5 |
363 4765 163
30e5 4085
- 2.0e5 L 30e5
3 3
=2 2
< 1085 z 20
0.57.0.71 1.0e5
P 5 318
) e —— WO oS LN S -
00 05 10 15 20 25 30 35 40 45 &0 00 D5 10 15 20 25 30 35 40 45 5O

Time, min

Peak List for "Detector A, Channel 1 from Sample § (CRO80-96-35-
Time (min) | Area (counts) | % Area Height

Peak Listfor "Detector A, Channel 2 from Sample 6 (CROB0-96-35-f
Time (min) | Area (counts) | % Area Height

4 27893 2.0217e4 1.1491 |6252.1247 3 27899 2.7466ed 1.2813 |8011.6475
5 31773 1.0515e5 L9768 |2.5466e4 4 3T 1.2962eb 6.0472 |3.0764ed
6 3.6308 1.5266e6 86.7720 |3.6518e5 5 34739 2637.0729 01230 10325532
7 38214 33843915 0.1929 |1486.3814 6 36300 19525e6 91.0862 |4.6398e5
8 42372 8609.3228 04894 17303281 T 38166 1573.8917 00734 [852.1187

] 42298 5265.7844 02457 13196463
LCHE-1 FEACK WONT (TFA Buffez) Enaly=ed By -

Channel 1 at wavelength 220nm, Channel 2 at wavelength 260 nm
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SAMPLE: CR0O80-%&-35-35 A -
Column: GEMINI-C13(250X¥4.&6)mm 51
Injection date Fri, 5. Ha” 2010 Location ial 13
Sample Name B -35-35 o I 1
Bog Operator I : 10 pl
Analysis Method I 1. M
Last Changed HE- T. Mar. 2010,
Acg. Method C:\Chem32\2\DATA\MAR-10%\050310E 2010-03-05 1&-35-20%
UPLC_GENARAL GRAD 1.M
Method ref HNE/R0011/54
*DADTE 5 g—"E.D Ref=off (CACHEM3IAZDATAWMWAR-10V0S0310E 2010-03-05 18-35-20M050310000004 D - CACH
maU ] o
o
1000+ o
800
500
400
200
: ;3 8 [ g
J w - w3
0] o5 - |E =
T T T T T T T T T T T T T T T T
] 5 10 13 i
DAD1 E, 5ig=2&0,4 Ref=off
Peak ET Width Aresa Area % O
3 {Mim) {Min)
1 8.697 0.067 Br N ‘:" @)
2 G.5941 0.074
3 | 11.908 0.080 ZSN AN
4 12.€81¢ 0.080 |
5 | 13.094 0.101 N
& 15.420 0.147
------------------------------------------ 19
W

End of Report¥*#®*
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|""H |-

it
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| '.'
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|||l]

|"" .
nl L] |',

|?m:u.
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04227

|
74534

4000.0

3000

Spectrum Name: CRO80-96-35-35A 5p

Description: CROB0-96-353-35A IN KBr

S121

2000 1500

cm-1

Analyst: GANESH

Accumulations: 16

Resolution: 4.00 cm-1

1000

300 400.0

Tiume: 10:18:07 AM

Date: 2/10/2010
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HAKE CROBD-EE-10-10141
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EXFHO

FROCHD 1
Cate_ 0100307
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INDIA

Sample Name: CROB0-96-101-101A1 Acg. Time: 13:11 Acg. Date: Wednesday, January 27, 2010
W +Q1: 2.152 to 4.222 min from Sample 8§ (CRO80-96-101-101A1) of CROS0-MONI-27JAN 10-BO1.wiff (Turbo Spray), Subtracted < +Q1: 1.... Max, 2.9e5 cps.
2.9ed 42(}:'00 422720
Vi ,|I|'|
1 H|
2.5eb |
|
2.0e5- ‘
w !
o
o
Z 15654
w
[ =4
&
E |
1.0e5- | 12’1.10 23‘I_20
Y g
YA
Pov
5.0e4 | |
| |
|
| PN
S FET S e a S Sy S 4 S o e e f—v——r) T 4 T - T \"‘““—|——'—V"'v B i e S e e e s At i
402 404 406 408 410 412 414 416 418 420 422 424 426 428 430 432 434 436 438 440 442 444 446 448 450
miz, amu
I +Q1: 3.153 to 4.323 min from Sample § (CR0O80-96-101-101A1) of CROS0-MONI-27JAN 10-BO1 . wiff (Turbo Spray), Subfracted = +Q1: 1.... Max. 2.9e5 cps.
2.9e5 420.00
2.5e5
2.0e5 I
(0]
2 Br XN
- |
> 1.5e5 P~
g N™ SN
= o
£ N
1.0e5
20
5.0e4
124 20. 13830 _158.00 42110
O i S e o i TR W T TV R " . ; : s ’ ;
100 150 200 250 300 350 400 450 500 550 500 650 700 750 800
miz, amu
*Sample Comment: [M+H] 420 Expected **hnalyzed By : **Checked By :
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Sample Name: CROE0-96-101-101A1 Acg. Time: 13:11

Zcg. Date: Wednesday, January 27, 2010

Time, min

[ W TIC of =Q1: from Sample 6 {CROB0-96.. Max. 1.0e8 cps| W =01:3.822 to 3.689 min from Sample ... Max. 2.9e6 cps]
3.83 420.00
1.00e84 W Il“,,1192.10
2566 II “|
8.00e7 |
w w2026 |
& £
- 6.00e7 .
= £ 15e5 ‘
2 105 271} g |
4 8 A
E 4.00e7 0.45}[1. 8\' _.".! A W | E 10264 |4Fl 0 43320
o1 .'.."‘~"A"'.-' '-|' W Il"‘v‘u'\u“"I A WA e | i" WA
200e7{ '™ 5.0e54 I i
43400
171 N I Y N I
05 10 15 20 25 30 35 40 45 50 412 414 416 418 420 422 424 426 428 430 432
Time, min mi'z, amu
[ W XIC of +01: 3635 to 364 4 amu from May 3.0ed cps| W +Q7: 3.222 1o 3889 min from Sample Max. 2.926 cps]
30e4 463 2 066 420.00
2.5ed44 ‘ 2 5ef |
g 20e4] | 8 2,026
= ] Z  15e6
G 1oed 275 353 H & ©
z | k]
= 1.0ed] 1.80 ' “ ‘ | _|E 1.026
so000] os0]  1ea I ||‘ |'|| J'l|| | ﬂ | 5085
P 0 |||'| T |1||I| i M |||||,| |"| 1||,’
oot LA AT T I LU NN, i AL BN
05 10 15 20 25 30 35 40 45 50 150 200 250 300 350 400 450 500 550 GO0 650
Time, min miz, amu
[ W Detector A, Channel 1 flom Sample 6 (CR... Max_ 1.7e5 | W Delecior A, Channel 2 rom Sample 6 (CR... Max. 2.8e5 ]
17e5 278 2865 276
1.5e57 25654
1.0e5 2.0e51
= 3 1.5e5]
S 50e4] =]
< 18029 110  1Des
N A
003 N 5004
— W16 073
T T T T T T I\ T T II| GD- e T =
00 05 10 15 20 25 30 35 40 45 50

00 05 10 15 20 25 20 35 40 45 50
Time, min

Peak List for "Detector A Channel 1 from Sample 6 (CR080-96-10
Time (min) | Area (counts)  %Area | Height

Peak List for "Detector A, Channel 2 from Sample 6 (CR080-96-101
Time (min) | Area (counts) | %Area | Height

1 0.1825 1.2445e4 1.1092 |2507.9324 1 0.1605 2.1085e4 14096 (48796883
2 05874 6.0706e4 54106 |1.3183e4 2 0.7280 3.2566e4 21772 73162624
3 0.7542 1.7437e4 15542 |29279639 3 2.7534 12754333 00853 (5093171
4 1.1028 5925.4056 05281 10864141 4 3.0142 1.3621e4 09107 38986749
5 3.7581 1.0255e6 91.3979 2.1588eb & 33877 946.8859 00633 (47544086

6 3.7566 14214e6 950252 |2.8874e5

7 41375 10895715 00728 |461.2058

8 44458 38274378 02559 16436293
LCHM3-1 REACHN MONT (TFA Buffex) Analysed By -

Channel 1 at wavelength 220nm, Channel 2 at wavelength 260 nm
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Sample Name - CRO80-96-101-101A1

SampleID  * CRO80-06-101-101A1
G mCeditma gmnee cme | FeTi
Inj. Volume -8 uL Batch File Name - 050310.0ch FDA Chi J63nm 4nm _ _
Tray # 12 Data Acquired © 3/5/2010 3:59:20 PM Peaks Bet. Tume Area Area % Height
Acquired by AVINASH Data Processed - 3/5/2010 4:11:24 PFM 1 421 45077 117 1223
Ref No NP/ADD11/52 5 157 588 K] =73
A 3 1.90 1369 0.04 246
q 2 FOA MUl 1 4 3.14 3182 0.13 233
500 s 3 5.49 20524 0.53 2847
] [i 5.90 21766 057 2310
400_: 7 6.61 3377885 27.96 319168
] g 688 163707 431 26200
] ‘ 9 1.7 4079 0.11 623
300 10 7.52 5512 0.14 937
] 11 1.87 6384 017 604
o001 ‘ 12 861 36802 143 8625
] 13 228 69056 1.80 3330
] | 14 921 35366 1.44 054
100 | . Total 3840286 100.00 321066
P I SRS A 42 411 A T RS S PeakTable
| T L T T PDA Ch2 24d4mm dnm
oo 29 =0 7o 100 min Peak? | Fet Time Area % Height
1 3l 0.14 Q68
mAU 2 3.83 Q.19 715
] 2 PDA Multi 2 3 41 1.2 7842
. o 1 137 0.46 7632
1 O 3 4.0 0.04 306
400 ] 313 0.11 72
1 7 349 049 2623
2o Br =0 ‘ g 5.90 063 1313
] | _ 9 6.61 3308844 8522 506203
] N \/N 10 6.88 161467 4.16 253504
200 =N 11 727 4317 0.11 G54
] 12 1.52 3705 Q.15 973
1007 20 | 13 7.88 033 0.21 839
] ——— . 1 F ... s 14 861 77998 .01 937
1 g gabége 3 j [l° 85 8 B33 3 228 a37a2 242 7424
s e R P e 16 921 94113 242 12453
T T T e T T, e Tota 3882650 100.00 581605
min

1 PDA Multi 1/263nm 4nm
2 PDA Multi 2/244nm 4nm
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Spectrum Name: CRO80-96-101-101A1 sp
Description: CR080-96-101-101A1 IN KBr

S128

Analyst: GANESH

Accumulations: 16

Resolution: 4.00 cm-1

Time: 10:02:49 AM

Date: 2/10/2010
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Sample Name: CRO80-96-37-87A

INDTA

Acg. Time: 10:00 Acg. Date: Friday,

January 15, 2010

L

3.9e5

3.5e5

3.0e5+

2.5e5

2.0e5

Intensity, cps

1.5e5

1.0e5

5.0e4

N 41’9_.801/421.80

+Q11: 2.219 to 4.356 min from Sample 1 (CRO80-96-97-97A) of CRO80-MONI-15JAN10-BO1.wiff (Turlbo Spray), Subtracted < +Q1: 2.385 ..

433.50

Max. 3.9eb cps.

405 410 415 420 425

445 450 456 460 465 470

mJiz, amu

420 435 440

475 480 485

490

3.9e5

3.5e5

3.0e5+

2.5e5

2.0e5

Intensity, cps

1.5e5

1.0e5+

5.0ed

’ | 3 . | 1

+Q1: 2.919 to 4.356 min from Sample 1 (CR0O80-96-97-97A) of CROB0-MONI-15JAN10-BO1.wiff (Turbo Spray), Subtracted < +Q1: 1.917 ...

433.50

419.60-_ A 576.50
I} L

PP L - .
b T

.80

349.00 S?Q.UOH\ 70[3\.30

762.30
k

Max. 3.9e5 cps.

B868.40

50 100 200 250

400 450 500 550 600 650 700
miz, amu

300 350

750 800

850 900

Expected

*Sample Comment: [M+H] 434

**Analyzed By : **Checked By :
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Sample Name: CROEO-96

-37-37A

Acg. Time: 10:00

Acg. Date: Friday, Jaouary 15, 2010
[ W TIC of +Q1: from Sample 1 (CROB0-96-37-97A) of CROBO-MONI-15JANT0-BOT.wiff (Turbo Spray) Mazx. 1.5e8 cps]
158 395
& 10es
E:
I 50e7 -
= 1.27 178 /AW |-
T f\."\.-___.'\‘V‘v\__.\,---\__/\.../'\_N’\_,z\f (S e N I
0.0 T r T T T T T T T T T T T T T T T T T T T T T
02 04 06 08 10 12 14 16 18 20 22 24 26 28 30 32 34 36 38 40 42 44 45 48 50
Time, min
W G- 3.755 to 3.822 min from Sample Max. 1.4e5 cps] W +Q1: 3.022 fo 4.022 min from Sample Maz. 3.826 cps)
5
1.4e5 419.60 433r.|_0 ;‘).435 o
12e5 (!
& 10es g 306 | L
g 80 Z 2066 | ‘
£ 60e4 z +3 \.4?0 43880
T 40e4 Z 10e6 N
76240 |
2.0ed 5180 576.40 (! ldému
by dpdt ot e bt 1 ey 0.0M—— T — T T T
200 300 400 500 600 700 800 425 430 435 440 445 450
miz, amu miz, amu
[ XIC of +Q1- 434 510 435 5 amu from Max_ 26e7 cps| W +Q1- 3.022 to 4.022 min from Sample . Mazx. 3.3e6 cps)
395 43350
2.5e71 H 3.8e6
w 2067 || . 3.0e6-
g | g
z 1.567 | Z  20e6
5 1067 | | g
£ | £ 1
E o] | £ 1.0e6
Y. N E () SE— [ — ; N : : :
’ 05 10 15 20 25 30 35 40 45 &0 200 300 400 500 600 T00 800
Time, min miz, amu
[ W Defecior A, Channel 1 from Sample 1 (CR._ Max. 5.4e5 | W Deiecior A, Channel 2 from Sample 1 (CR.. Max. 7.1e5 |
6 0o 3.89 71e5 3.89
T 6.0e5+
4.0e5
% 3.0e5q 3 40254
3 20e5 =
20854
1.0e54
© 012057 1.09
0ol R - ) - ooW7 073 375 M 492,
00 05 10 1& 20 25 30 35 40 45 50 "00 05 10 1& 20 25 30 35 40 45 50
Time, min Time, min
Peak List for "Detector A, Channel 1 from Sample 1 (CR080-96-97-|Peak List for "Detector A, Channel 2 from Sample 1 (CR080-96-97-
Time (min) | Area (counts) | %Area | Height Time (min) | Area (counts) | %Area | Height
1 0.1768 1.0174e4 0.3769 |2917.6786 1 0.1658 3.7296e4 1.1489 (9617 5762
2 0.5689 6.1903e4 22935 |1.3867ed 2 0.7338 5820.7035 0.1793 14905523
3 0.8642 5.1125e4 1.8942 15143005 3 3.7501 36354ed 1.1199 |1.0238e4
4 1.0890 67234059 0.2481 12969450 4 38912 3.1613e6 97.3846 |6.9874eb
5 37519 2.4455e4 0.9061 |7168.7077 5 49226 54296115 0.1673 |1168.5468
6 3.8915 2.5243e6 935257 |5.7261e5
7 49390 2.0363e4 0.7544 |2855.1379
LCHMS-1 REACN MONT (TFA Buffer) Analysed By -

Channel 1 at wavelength 220nm, Channel 2 at wavelength 260 nm
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Sample Name - CROB0-96-07-97 A

Sample ID - CRO20-96-97-97A
Column Gemini C-18 (50 x 4.6 mm) 5u Diata File Name - 05031016.lcd
Vial # 149 Method File Name : GENERAL lcm
Inj. Volume  :2uL Batch File Name : 050310.1ch
Tray # Data Acquired - 3/5/2010 3:32:40 PM
Acquired by AVINASH Data Processed : 3/5/2010 3:45:28 PM
Ref.No.:NP/ADD11/51
mAL
o PDA Multi 1
’m
500+ ‘
250 ‘
1 8 3 iﬁj || g g8
ool N AV —§a
T T T
00 25 50 75 10.
min
mAL
o PDA Muiti 2|
’m
500 ‘
250 ‘
|
] g3 8|l & &8
o ST PN 'nl.r“’.l
T T T
00 25 50 75 10.
min
1 PDA Multi 1/244nm 4nm
2 PDA Multi 2/264nm 4nm

S134

PeakTable
PDA Chl 244nm 4nm
Peaks Eet Time Area Area % Height

1 334 6772 0.21 1513
2 ELE 1437 0.04 333
3 438 1527 0.05 235
4 467 37319 1.14 8574
3 4 88 3125584 95.32 655500
[i 334 78146 2.38 12920
1 6.04 13389 0.48 2235
8 640 12322 0.38 1097

Total 327809G 100.00 682505

PeakTable
PDA Ch2 264nm 4nm
Peaks Ret. Time Area Area % Height

1 334 12391 037 1841
2 3.85 1352 0.04 301
3 438 1919 .06 262
4 4.88 3198471 06.64 670681
5 3.34 61963 187 o787
[i] 6.04 33620 1.02 037

Total 3310716 100.00 A85529
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Spectrum Name: CROB0-95-97-97A sp

Description: CR0OB0-96-97-97A IN KBr

S135

2000

Analyst: GANESH

1300
cm-1

1000

Accunmmlations: 16

Resolution: 4.00 cm-1

300 400.0

Time: 12:19:02 PM

Date: 2/10/2010
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Sample Name: CROB0-96-51-43B

INDIA
Acg. Time: 10:31

Acq. Date: Monday, November 30, 2009

4.8e3
4.5e5+

4.0e5

3.5e3

3.0e54

2.5e5

2.0e5

Intensity, cps

1.5e5
1.0e51

5.0e4
s

392.10-393.60
7t 18

W +Q1: 2.986 to 4.323 min from Sample 6 (CR080-86-51-43B) of CRO80-MONI-30NOV08-BO1 wiff (Turbo Spray), Subtracted < +Q1: 1.014..,

42GDDW?2?00
| |
|

426.70_429.00

i

‘ 42&30

447.80.-449.80

B o P 2

A

Max. 4.8e5 cps.

0.0 r
380

385 390

435 440 445 450 455 460 465

miz, amu

395 400 405 410 415 420 425 430

470 475

480

485

490 495

L

4.9e5
4.5e5

4.0e5
3.5e5
3.0e5

2.5e51

Intensity, cps

2.0e5

1.5e5+

1.0e5

50e4

179.00
|

+Qr1: 2.986 to 4.290 min from Sample 6 (CRO80-96-51-43B) of CROS80-MONMI-30MNOV02-BO1 wiff (Turbo Spray), Subtracted < +Q1: 1.014..,

428.00

237.00  274.10 30200 33039 Sedu 4%%30 1780 47530 _s1230

663:: 40

Max. 4.9e5 cps.

741.10164.30-

150

200

400 450 500 550 600

m/z, amu

250 300 350

650

700

750

*Sample Comment:

[M+H] 426

Expected **Analyzed By : **Checked By :
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Br

Sample Name: CROBO-36-51-43B Acg. Time: 10:3L

Acg. Date: Mondsy, November 30, 2008

[ W TIC of =Q1: from Sample 6 {CROB0-36.. Mai. 2.628 cps.

363
25084
|
n  20e8]
23a I~
& 231 235 A \
- 1.5e89 0'|§«$m,-.“r"‘;\’mh.\«r“'-./‘”df"“ el ’
z V y
§ 1068 |
= 50e7§02 |
o
0] S —
05 10 15 20 25 30 35 40 45 50

Time, min

T W =Q1: 3.487 to 3.554 min from Samgple ... Max. 6.2e5 cps
15690
6.0e5
. 50e5
& 40e5
£ 30e5
§ 2pe5 392.10
2 i
1.0e5
N

'S y
150 200 250 300 350 400 450 500 550 600 650
miz, amu

"W +Q1.3.621 (0 3.688 min from Sample

Max_3.6e6 cps| W +21. 4.524 (04 657 min rom Sample

Max. 2.5e5 cps]

42550 544.00
3666 | 1.0025
. 208 , B00ed
& &
= 2066 Z B00ed
g 1 064 4280 E 4004 42770
L 2.00e4'23?.10 20520 8.10
e —— SO WERRUFIURIN VARRPSIN Y. St
400 410 420 430 440 450 460 470 250 300 350 400 450 500 550 600
miz, amu miz, amu
W XIC of +Q1- 4255 10 426 5 amu from Max 3.4der cps] W +0Q1 3.621 10 3,685 min from Sample Max. 3.6e6 cps
1467 363 1 feh 42550
30e7 F 3086
g | &
= 2087 | Z 2066
3 ‘ '. £
£ 10wt | \ £ 10s5
00 | N
} 06 10 15 20 25 30 35 40 45 50 200 300 400 500 600 700
Time, min m'z, amu
| W Detector A, Channel 1 from Sample 6 [CR._. Max. 6.425 | W Detector A, Channel 2 from Sample & (CR... Max. §.4e5 ]
0.62 361
6.0e5 361 6.0e5
- 40e5 =~ 405
2 =
3 3
RS 2065
025 e 063
o e ———=__ S (Y S CSR——LN NS
00 05 10 15 20 25 30 35 40 45 50 00 05 10 15 20 25 30 35 40 45 50
Time, min Time, min
Peak List for "Detector A, Channel 1 from Sample 6 (CR080-96-51-Peak List for "Detector A Channel 2 from Sample & (CRO80-96-51-
Time (min) | Area (counts) | % Area | Height Time (min) | Area (counts) | %Area | Height
2 06173 6.0369e6 604763 |6.1442e5 2 34795 3.7941e4 0.7760 |9893.1836
3 34743 2.4657ed 02470 |7075.7050 3 3.6097 4.1709e6 85.3086 |6.3796e5
4 3.6091 3.7350e6 374161 |5.8903e5 4 45364 1.6538e5 3.3826 |3.2105e4
5 45360 1.5732eb 15760 |3.0972e4

H

LCMS-1 REACH MONT (TFA Buffer)

Chanzel 1 at wavelengrth 220nm, Channel 2 at wavelength 260 nm
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SAMPLE: CR -51-43 B -
Column: GEMINI-C12 (150X¥4.6)mm 5n

Injection date : Mon, 8. HMar. 2010 Location : Wial 1€
Sample Name H . Ho. 1

Acg Operator H Inj. WVol. : 10 pl
Analysis Method : THCDSWUPLC GEMNARAL GRAD _33 .M

Last Changed H

Rcg. Method : 2010-03-08 11-42-19)

Hethod

UPLC_GENARAL GRAD 33.M
ref : NB/ROO11/57

*DADT B, Sig=205 4 Ref=off (CACHEMIZ2\DATAWAR-TOIMIS0310C 2010-02-038 11-22-150080310000011.0 - CACH
mal ] =
o
] g
300+
A00
400
200 P | &
4 — ) [ ]
: 5 g ¢|p¥E -
) .
D_- .l1ll\\. e Ll 5 _1_./'\_1" I:'_‘_'_ N A N— ——
- ; . . - . : : ; ; : : : : . ; ; . .
L 3 10 15 i
DADL B, Sig=205,4 Ref=off
Feak BT Aresa Aresa %

1] 7.051 38. 477

2 | 7.301 53. 658

3 027 24 305 N

4 | 10.233 166. 047

s |1 8 7.0 001 =

& | 11.374 3% 451 Br

71 7 14,607 0.179 |

8] 1 15.508 190 ZONTY

5 | 1 17 | 10.940 134 =N

10 | 1 0.190 |&93 517
"""""""""""""""""""""" 22

**% FEnd of Report**®*

S140



100.0_

el
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134566
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Br l
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H | | ||r - Hm
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331 154139 | | |

160284 144180
141231
1367.45

1269.02

|
171645

4000.0

3000 2000

Spectrum Name: CRO80-96-51-43B.sp

Description: CR0O80-96-51-43B IN KBr

S141

Analyst: GANESH

1300 1000
cm-1

Accummlations: 16

Resolution: 4.00 cm-1

300 400.0

Time: 2:48:26 P

Date: 2/10/2010
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wn oo
-97-33- [22] WO WOMNMNIDN (2}
e SR @ R5¥SB2RERELT
N~ o - T HOUONOON T NOONLW
O y co T 90000nnLnunYIY
Date_ 20100323 - - 0 OMNMNNMNNMNNNMNNNNNN
Time 19.13
INSTRUM spec
PROBHD 5mm DUL 13C-1
PULPROG 2930
0 32768
SOLVENT DMSO
NS 8
DS
SWH 8278.146 Hz
FIDRES  0.252629 Hz
AQ 1.9792372 sec
RG 228.1 _
DW 60.400 usec AI' H AI'
DE 6.00 usec Ar- Ar-
TE 291.8 K
D1 3.00000000 sec
TDO 1 .
EEaEs=SE cHANNEL f{ ======== M FTPT VP Py
NUcs sy i T e L s I I B .
P1 1§ Sgtésaec
PL1 1.0
SFO1  400.1324710 MHz jgr fS) W“!( jgf
S| 16384 < « o «,
SF 400.1300016 MHz T T T T T T T T T T T T T T
WDW EM
SSB 0 15 14 13 ppm 11.0 10.5 10.0 9.5 9.0 8.0 7.5 ppm
LB 0.30 Hz
GB )
PC 0.50
n oo
- N~ N - OORONNNMNO T~ —M oN N —
o~ ORI -o-NOoRaNY © ® o
N © CeOWHWMOON T AN DN WY © fol]
- - WONNMNNNNNNNNNN © NN
Ar-H Ar-H Ar-H
A ] el
©)
© o] |o] ey
r0,| S A
ool A o~ [ap}
T T T T T T T T T T T T T
16 15 14 13 12 1 10 9 8 7 6 5 4 3 2 1 ppm
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H5
HS Hb  Hc

1 LY

10.0

10.54

1L.0:—

11.0 10.5 10.0 9.5 9.0 8.5 8.0 7.5 ppm
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INDIA
Acg. Time: 15:37 Acg. Date:

Sample Name: CROS0-97-33-33A

Friday, Nowvember 20,

2009

W +Q1: 2.318 to 4.891 min from Sa mple 4 (CRO80-27-33-33A) of CROS0-MONMI-20NOV02-BOZ wiff (Turbo Spray), Subftracted < +Ql: 1,516,

1.30e4 -
1.20e4
1.10e4
1.00e4 - |
£ 9000.00 | h" ‘
Z 8000.00- ‘
£ 7000.00
6000.00
5000.00

n

4000.00m
3000.00 |

LAl

AT
Hal

I

Max. 2.0e5 cps.

iu I]'.'l

386 388 390 392 394 396
mfz, amu

364 366 368 370 372 374 376 378 380 382 384

398

400

402

404

406

408 410

W +Q1:2.351 to 4.891 min from Sa mple 4 (CRO80-97-33-33A) of CROS0-MONI-20NOVO2-BOZ wiff (Turbo Spray), Subtracted < +Q1; 0.780..,

2.0e5 338.10

1.8e5+

1.6e5
1.4e5
1.2e54
Br
1.0e54 ‘

&.0ed

Intensity, cps

65.0ed 4

b 416.30

267.00 I

321.40 340.20 383.60 -430.80

2. 0ed
254 80
2730 2qps0 248G | CNT T sossoh [0

't -

475,20
M L

506.10

567.00
- A

Max, 2,085 cps.

180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500
mfz, amu

520 540

560

580

600

620 640

[M+H] 332 Expected **Analyzed By : **Checked

*Sample Comment:
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Sample Name: CROE0-97-33-33A Acg. Time: 15:37

Acq. Date: Friday, November 20, 2009

[ W TIC of +Q1: from Sample 4 (CR080-97-33-33A) of CROS0-MONI-20NOVOS-B02.wiff (Turbo Spray)

Max. 2 2e8 cps)

0008 et e
05 10 15 20 25 30 35 40 45 50
Time, min

4./42
2088 I
" 0.62 0.91 ez 248 283 314 3_34m 1\1/ A _\/,4 724 o
2 £on ] h__.0.91, ) o A8 S AT " A8
; 1.5e8 ‘QE‘JEE"\%’_“' LA \\__-./ﬁ.\_rjll.;\j‘,\, o ’\f._‘ffw_\:_/ o e A
E  1.0e8
g
£ 50e7
02 04 06 08 10 12 14 16 18 20 22 24 26 28 30 32 34 36 38 40 42 44 486 48 50
Time, min
| W +CQ1: 3.055 to 4.089 min from Sample . Max. 7.624 cps] W +Q1: 3.721 1o 3.889 min from Sample . Mazx. 8.0e4 cps]
7.6ed 506.10 8,084 - 383.80
38190
g 60044 g 60e4] 1
%“ 4 Oed~ JE' 4 Dedy
5 5
£ 2.0ed £ 20ed L
M
. —L ; | k ! i bl ; : i L.Inli
200 250 300 2350 400 450 500 550 600 360 370 380 360 400 410 420 430
iz, amu miz, amu
(W XIC of +Q1- 3815 to 2625 amu from Max. 1.226 cps| W +Q1: 3.721 to 3.680 min from Sample . Max. 5.6e4 cps]
1.2306 3-(0 564 B
B E
. 1.00es] " Ded
2 \ £  40e4
2 | g 30e4
§ 5.00e5 || E 2.0e4
- ‘ 405 T 1.0=4y 50780
i I\V‘W-"“)\_

L P |JILA N T, ,
100 200 300 400 500 600 70O 800 900
miz, amu

Time, min

[ W Defector A, Channel 1 from Sample 4 (CR. Max_ 5525 | W Detector A, Channal 2 from Sample 4 (CR... Max. 2.1e5 |
063 369
5.0e5 2.0e5
4.0e5 1.5e5
= 3.0eb =
; ]
160 =  1.0e5
3 20e5 =
1.0e5 5.0e4 0.65
0.25
—_— 022 . 3.96
0.08- — R r o= - e !
00 05 10 15 20 25 30 35 40 45 50 00 05 10 15 20 25 30 35 40 45 50

Time, min

Peak List for "Detector A, Channel 1 from Sample 4 (CROB0-97-33-
Time (min) | Area (counts) | % Area Height

2 06335 4 2336e6 797072 |5.2696e5
3 36949 1.0599e6 19.9540 |2.47599e5
4 39629 2813.5490 00530 [1211.7812

Peak List for "Detector A, Channel 2 from Sample 4 (CRO80-97-33-
Time (min) | Area (counts) | % Area Height

3 28136 1412.1798 0.1001 |660.8329
4 36933 9.5910e5 67.9760 |2.1202e5
5 39609 1.0863e5 76993 [1.2210e4

LCHM5-1 REACN MONT (TIFA Buffer)

Channel 1 at wavelength 220om, Chamnel 2 at wavelength 260 nm
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100.0_
o5 | NSV \I/\ _‘-ﬁl |1 ,-‘W'l e _““'W N A ; ||“‘\,I M I;“"\ /v’(
[ . | I|I I| | [ | I | | | W II| /\’
90 sssar| 448 | || J | | \ I| | l,I 1| ’ | 1 || | ' I| \1 ||331.?-:j| .'I |I
83 Il Jl ’“H |.F | ]H?_:‘T 1 | |ﬂr |' r-|| | |-J J | ,I'I l
804 | It | Ll |‘| i | Lol | | se3m0
7% | | ||I 236023 |l qfu' L ﬁza&L |' J | I",PII |'I
. | ‘ ls5.82 J |14|5c-._EJ ] | | l o41.30 | | I_II
T | 281510 157,38 157571 N
63 lmlz.us 47420 | 110576 ||
] | | 1520.51 131936 I
[ ‘ [ [g | 1333 80 !
33 H |I 82146
1262.81 74627
ot 507 | 31
e i 142028 120867
454 | 110653
40 3074.21
35
30 ‘
25 1024 50
20
15 1715.55
10
54
0.0
40000 3000 2000 1300 1000 300 400.0
cm-1
Analyst: GANESH Accumulations: 16 Time: 1:17:39 PM

Spectrum Name: CRO80-97-33-33A sp
Resolution: 4.00 cm-1 Dhate: 2/5/2010

Description: CROB0-97-33-33A TN KBr
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EROBEY e \/ | NV NI |\
;gLVENT [=ak]
EH 0
mﬂ. TH.‘I* Hl:‘g
E 'I.II'IH;H‘H:
D B0 uhee
EI; AR Ar-H Ar-H
Tow T Ar-H Ar-
A AL r rJ | Ar_j' Ar_HN H O-CH I-CHa
12.88 yses | -
FES L oo v
4D2,1300138 MHz -~ ~ .
B D SRS - e -0 A0 L
e Y B4 a3 a2 84 80 78 78 77 78 18 74 pom 40 38 38 a7 ppm
CEBNCEYEBIEceR9RE z 38828 8
SRR LR TR 2 §EERE 3 5
t:n:hh—hhhr—lll;—h;hﬁht—_;:: ur ™ e - 9
SN\ N\ |
BrO
NN OH
24 H
Ar-H Ar-H, Ar- O-H 0-CcH, N-CH,
] Lobed i) W B
A L. !
4 et § &
T T T |'I'_I ‘_IN‘_I"_:‘_I T T ' Icl'l' LI " Nlﬂ | I T T T N T T T " T
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MAME  CROBIET- 1638634 w s -
EXFRO H [ % §
Dabe_ 20090611 = o -
Time noe !
IHSTRUM ||
PROBHD & mm DUL 130-1 |
AL QM
o 12748
BOLVENT _ COCH
NS )
o0& o
SHH EITH 148 Hz
FIORE [
AQ LTI wec
AG [iEE]
D B0 ADD useec
% ane
o1 1 OGO sec Ar-H
DO 1 Ar—
l:HlllHEL'I“I
NUC1
12,60 umea
PL1 -1Lo0 98
SFO1 AD0.132TIS Wik oo
5l 16384
SF  ADOAMO1I MMz
WD EM \|D|’) '\I,Dl)
558 ] - -
] £35He ey ; ; R .
GB 0
PC 0.8 8.5 8.4 83 2 a1 B0 79
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= ™
CREEEIELE %ﬁﬁv@qhn
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L.__q_
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e
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j— 76940
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4. 7EO9

o W

3.BO52
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0O-CH, { N-CH,
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T
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38852
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Current Data

Parameters

NAME  CR080-67-163-163A
EXPNO 1

PROCNO

1

F2 - Acquisition Parameters
Date_ 20091126

Time 2056
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG _ 2gpg30

D

SOLVENT DMSO

NS 12303

DS 4

SWH 23980.814 Hz
FIDRES  0.365918 Hz
AQ 1.3664756 sec
RG 18246

ow 20.850 usec
DE 6.00 usec

TE 295.6 K

D1

2.00000000 sec
d11 0.03000000 sec

DELTA  1.89939998 sec
T00 1

151.4079
151.2414

<
~t
w0
b
N
0
-

-

-CR080-67-1

139.809
132.3140 &
131.0633

3

163A IN DMSO -CMR

Sz 8 8§ &8
CONVANWLTO
S= & 5 S AN EREE
o © =4 8 ©QWOITORNIOM
DD DD DB DD
- - - - HDLTOOOONO

T 118.1861

<

==zma==s CHANNEL H ss=zx=z=
Nuc1 13C
Pl 7.80 usec
Sk01  1oisszases e J T T T T T T ! ! T T 0 2
,,,,, CHANNEL 2 wmmmmns 155 150 145 140 135 130 125 120 115 110 ppm- 80 60 4 0 ppm
CPDPRG2 waitz16
NUC2
PCPD2 100.00 usec
PL2 -1.00 dB
pLYZ 1492 dB
PL13 18.92 dB
SFO2 400.1316005 MHz o - <t o ~ om -0 N O
g 5 3 385 2 3% 8838 § 2 228238
St 3271
SF 1006128630 MHz N ! s ormNa © fred 589828 x
Wow EM oo o e @ o oOWO < QOIOoNnOM
$SB DN n oW ™ Do — o o [} — M M G O W 0
L8 8.00 Hz - - — - - -~ -~ - At ol el e wn TOOOONOO
sg 0.20 ' n
\
O w/
Br C 0
=z OH
O N2
24 H
-
0=C Ar-C Ar-C
WWMW A WU P J“ e WA A M-
T T T T T T T T ; T ; IR : I T [RRARRARAAN 1 T 1
210 200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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ADES D aEadliz
Al A AT 5SS wer
RG HEEE
ow D e
oE LR
TE A K
CHETE 415000000
v e
HE 00 e
DELTA (41
ToR 1
........ P p—
HuC 130
Pe LD L
[ L0
Bi 52 T ' ' ' ' ' ! ' '
_________ SR £ eemmrmn 138 1368 134 132 130 128 126 124 122 ppm
CROPAGE mmiats
HuCE W
] 1350 wme
RI_ .
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P -0 Al
P2 P E 4; g ht\-i 3 E ;;
P
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Sample Name: CROB0-67-163-163A

INDIA

Acg. Time: 12:27

Acg. Date: Friday, March 12, Z010

Max. 9.8ed cps.

L

3.0ed

2.5ed4

2.0ed

1.5e4

Intensity, cps

1.0e4

120

1

57.00

160 180 200 220 260

280

368.80

37[.10

3860 380

340
m/fz, amu

200 320

+C11: 0.613 to 4.490 min from Sample 7 (CROB0-67-163-163A) of CROB0-MONI-12MAR10-BO1.wiff (Turbo Spray), Subtracted < +Q1:0.0...

430.860

400 420 440 480 480 500

520

540 560

Max. 5.7ed4 cps.

L

1.5e4
1.4e4+

1.2e44

1.0e4

28000.0

6000.0 4

Intensity, cps

4000.0
b

2000.0+

P OH
N N/\/
24 H

M

+Q1: 0.613 to 4,490 min from Sample 7 (CRO80-67-163-163A) of CROS0-MONI-12MAR 10-BO1 wiff (Turbo Spray), Subtracted < +Q1: 0.0...

368.80

| |l =

b0l red [ |
T

374 376 378

e |l

380

1 n E
382 384

n |l
346

|
348

350 352 354 356 358

1
3

&0

364 366
mfz, amu

**Checked By :

*Sample Comment:

[M+H]

Expected 369
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**Analyzed By :



sample Hame: CROBO-6T-163-163A ]'“""1 e "] Acq. Time: 13:50

Acq. Date: Wednesday, June 10, zou¥

Max 4 2e5 cps.

W TIC of +Q1: from Sample 1 (CROB0-... Wax 6.2e7 cps| W +Q1: 2.960 to 3.020 min from Sampl...
470 370.80
8.0e7 - 4 4,085 C‘K® %Q.O&t h
| | I| @ . il |
§ BQE?] 1 & 3.0e54 il il
£ 40e74 2z T A £ 20 el
2 N’” s SUSATETIT | A SR ° iy
2 207 PorhmM) Sa 1B g 0es a70.do_371.90
= - R |RFTE
] | 3s3zo !
» A [f—354.20 373004,
0.0 P = — A o : - 0.0 il e e
05 10 15 20 25 30 35 40 45 50 350 355 360 385 370 375 380 385
Time, min miz, amu
W +Q1: 2.786 to 2.819 min from Sampl... Max_ 8185 cps.| W +Q1: 2.953 to 3.020 min from Sampl... Max. 4.2e5 cps.
475.00 370.80
5-034'@ 4.0051 ) i
5 4.0 34 8 3.0es5
= Z .
a 246.50 36770 3 20e5
£ 20e4 £ e
= S 1057 27420 4oo 47490
00 Al e n , S & - L, ———
200 250 300 350 400 450 S00 550 600 200 300 400 500 600
miz, amu miz, amu
W XIC of +Q1; 344.5 to 345.5 amu from... Max. 2.9e4 cps. "W XIC of +Q1: 368.5 to 370.5 amu from... Max. 1.2e6 cps
2.9e4 2.56 1.17e6 288
1 I|'| 1.00e6«] t
g 2oea| i'I & ] il
= ! z |
3 1 H 4.19 & 5_0055] I
& 1.0e4 144 225 ||295 358 || kS l i
= III 'I \ h |'I' )} i' J ||I |||| = 1 279, ||
CIG |'|| il I|l .|'| " I'II" II“| | i |§ |'| ant '|.|! 1 I||l| U.OUE— i — A Mo
05 1.0 15 20 25 30 35 40 45 50 05 10 15 20 25 30 35 40 45 50
Time, min Tima, min
| W Detector A, Channel 1 from Sample 1 (C... Max. 1.6e5 | W Detector A, Channel 2 from Sample 1 (C... Max, 2.185
i
1505 293 2,065 . Q.ss
B ! - cr,
11135] 1.565 ~ T’ '
3 . 3 = \[ )I":ri"(r/'\/m
. 5.084- 1.0e5 e
2 %% o%ora 2 [ra= 349]
o S I 5084 L
[ | | . odozior 2 B
00 05 10 15 20 25 30 35 40 45 50 00 05 10 15 20 25 30 35 40 45 50
Time, min Time, min
F'eak List for "Detector A. Channel 1 from Sample 1 (CRO80-67- Peak List for "Detector A, Channel 2 from Sample 1 (CRO80-67
7T Time (min) | Area {counts) | %Area | . Height .- T Time (min)- | Area {counts). | %Area | Height
0.3231 6216864 6.8468 |2110.8398 0.2142 1.0920e4 1.0989 [2103.3701
0.5962 50731e4 55872 |1.4327e4 0.7234 1.0999e4 1.1069 |2576.3264
0.7439 1.1911e4 13118 |2865.3704 T7{2.7335 15328e4 1.5426 |3030.4582
2.9297 7.8319e5 86.2542 [1.7317e5 ]2.8303 {9.5643e5 96.2516 |2.0715e6 |
Analyzed By :

1/M5=-1 HReaction Monitoring [TFA Buffar)

~hannel 1 at wavelength 220 nm,Channel 2 at wavelength 260 nm
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o

Sample:CROB0O-6T-163-163A -
Column: Z0ORBAX SB-C1l8(50X4 . &)mm 1.8u
Injection date Fri, 23. Cect. 2009 Location Vial 21
Sample Mames CROBO-67-163-163A Inj. Ho. : . 1
fcg Operator GANESH 2 Inj. WVol. 13 pl
hnalysis Mathod C:\CHEMEEHEHMETHDDSMUPLC_GEN&RAL_GRHD _25.M
Last Changed ¢ Fri, Z23. Oot, 200%,
hog. Method O NChem3Z W2\ DATANCCT-09N231003E 2009-10-23 11=-54=41%
UFLC_ GENARAL_GRAD _25.M
Method ref DIfADZET /48
- TTOAD, Sig=274 00, 2.00 Ref=cff, EXT of 2310090000027 O - DAD1, Sig=274.00, 2 00 Ref=off, EXT of 2310090000
ALl §
1750 o
1500
1250
1000
750
500 N
250 ﬁ glk |
u ___*_M_,___ . *II |I|.\'| — — — ___.
L T T T T I
0 2 4 5 8 10 min
DED1, Sig=274.00, 2.00 Ref=off, EXT
|Peak | RT | Width | Area | Area % |
| # | (Min | iMin) [ I I
e | =mmmm | ————==== | === |
| 11 4.560 | 0.044 | 14.392 | 0.272| O
| 2 | 4.B66 | 0.027 | 12.573 | 0.238| - [0
| 3| 4.348 | 0.030 | 76.562 | 1.446] O
| 4 | 5.088 | ©0.043 |5189.865 | 98.044| NSO
N e e 24 H

End of Report=*=
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63
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55
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40
35
30
4
20
15
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5

0.0
4000.0

a7

3362.16

\ YT "”“”““wl

,#l,m

12171754 |

mm:s.1

52457 |
75576

105792

1 Br
156010 O _

24 H

|
CARBONYL GROUP PRESENT L 1533.04

| 15en 9l
1697.53

T T !
300 2000 1 500 1000 500 400.0

.r.r F o ‘:”;? ]

Spectrum Name: CRO80-67-163-1 63A.Sp Analyst: GANESHZ ~ Accumulations: 16 Time: 5:21:48 AM

Description: CRO80-67-163-163A IN KBr Resolution: 4.00 cm-1  Date: 7/6/2009
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Sample Name: CRO80-90-41-41a

INDIA
Aceg. Time: 15:32

Acg. Date: Thursday, Cctober 22, 2009

1.18e5
1.10e5

1.00e5 -
9.00e4
8.00e4+
7.00e4
6.00e4
5.00e4
4.00e4

Intensity, cps

3.00e4 -
2.00e4M
1.00e4

0.00

350.80 i
I'\-" \\. VA

i

O —

"W +Q1: 1,516 to 3.755 min from Sample 2 (CR0O80-20-41-41A) of CRO80-MONI-220CT09-B02 wiff (Turbo Spray), Subtracted < +Q1: 0.914.

Max. 1.2e5 cps.

345

346 347 348

349

350 351 353

355 356

mfz, amu

354

357 358 359 360

361

362

363

364

365

1.18e5
1.10e5

1.00e5 -
9.00e4
8.00e4
7.00e4
6.00ed
5.00e4d

Intensity, cps

4.00e4
3.00e4
2.00e4

1.00e4-
L

352.90

353.60

e =

453.20

i o~ ) .

+Q11: 1.516 to 3.755 min from Sample 2 (CR080-90-41-41A) of CRO80-MONI-220CT09-B02 wiff (Turbo Spray), Subtracted < +Q1: 0.914...

Br C
(LA

25 \__/

(6]

N

_-475.00

Max. 1.2e5 cps.

150

200 250

300 350

400 450
miz, amu

500 550

600

650

*Sample Comment:

[M+H] 351 Expected

**Analyzed By :
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**Checked By :



Br

Samplae Mame: CROBG-90-41-41A Acg. Time: 15:32

Acg. Date: Thursday, October 22, 2009

[ W TIC of +Q1: from Sample 2 (CROS0-80.. Max, 6.1e7 cps |

W =07 2615 to 2 652 min frem Sample ... Max. 2 De6 cps )

e 2.63 | 2006 | 350.70352‘.90
1 il
@ 1.5e6 |
gf 4.0e7 115 ! 8 1 i
= pia 087, | KXt 452 2 1.0e6] I
£ i Ty -« |5
£ 20e7 £ 50e5 393,60
N {34 70
oo S ] — : : =
05 10 15 20 25 30 35 40 45 540 340 350 380 370 380 390
| Time, min . Mmiz,amu
W XIC of +Q1: 351.5 to 352.5 amu from ... Max. 5.9e6 cps| W +Q1: 2619 to 2.652 min from Sample .. Max. 2.0e€ cps
5.0e6 el 2,066 Ly
5.0e6 - 1
o 1 i 1.586 1
& 40es If % ]
£ 3.0e6- | £ 1.0e6
f= 1 = 1
a2 2.0e6 3 1
= ; E 505
1.0e6 i
00 e e | -
' os 10 15 20 25 30 35 40 45 50| 100 200 300 400 500 600 700 8OO 90D
Time, min miz, amu
d — e —
"W XiC of +Q1. 388.5 to 370.5 amu from .. Max. 1.3ed cps| W XIC of +Q1, 367.5 to 388.5 amu from . Max. 8501.0 cps.
1.28e4 | 4'?9| Bo00{ | |
1 i ! ] H
o 1.00e4 ] E |
& | 2.?5 5l g 6000 |
’ : | : 1 4.07 431
"E‘ i ¥ | ﬁ\ 40004 | | I | 11
5 5000.004 ! L 2.40 Ii_ 3.27.3.44 E i' il [
E 4 | 1l U Vil £ 20009 | ||
| } I |
| ,l | il |I |
| oo™ Lol ] S AW ITELLI | oM
05 10 15 20 25 30 35 40 45 50
_____ Time.min N . Time, min S
W Detector A Channel 1 from Sample 2 (CR | W Detector A, Channel 2 from Sample 2 (CR... Max_ 7.9e5 |
7.505 250 7.865 2,57
6.0e5 ¢ e
> | i
3 4.0e5 . 5 A
=
2.0e5+ 2.0e5
y _ 057071 |
aot — o ¥0.19_0.69 |
I e T e 1 e e e e |
00 05 10 15 20 25 30 35 40 45 50 0 05 10 15 20 25 30 35 40 45 50
Time. min Time, min

Peak List for "Detector A, Channel 1 from Sample 2 (CRO80-90-41+
Time (min) Area (counts) % Area Height

2 0.5710 5.5280e4 16366 1.9162e4
3 0.7070 1.0311e4 0.3052 3196.1749
4 2.5643 3.2437eb 96.0301 7.5053e5

Peak List for "Detector A, Channel 2 from Sample 2 (CRO80-90-41-4
Time (min)  Area (counts) %Area Height

2 0.6939 1987 9664 0.0565 894.3511
-3 2.5655 35131e6 99.7913 7.9201a5
4 0.0612 2818.0143

3.2862 2152.8718

LEHMS-1 HREACH MONT (TEA Buffex)
Charmal 1 at wavelength 220nm, Channel 2 at wavelength 260 nm
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Sample:CROS0-30-41-41A -

Column: ZPORBAX SE-C19|E0X4.6lmm 1.3p T S e ————
Injection dats :Mes, 26, Cot. 2009 Locatlen = vial 13 . . . - o
) i = |Prak | BT | Width 5 Rrea
Gample Namp  :CROBO-90-41-41A mi. Mo 1 G e ! !
hoq Operator  RHUSHRN Inj. Vol. 5 pl R — |mmmm—— |- S —
Analysis Method 1C:\CHEMIZ\Z\METHODS\UBLC_GENARAL GRAD _5.M |30 5.741 | 0.085 | 32.673 0,378
Laat Changed Wed, 21. Oct, 200%, e mm————————— S ———— I
feg. Method +Cr\ChemdZ\2\DATAVOCT-094 261000 2005-10-26 11-45-43%
UPLE_GENARRL_GRAD _5.M == ———— . a R o
Wethod ref : DIFROZET 44 wor End of Reportes+
~ SGAOTE, Srpeaki & Fief o [CACHENSEZ AT AOG T G9ET004C 2003-10-25 11464525 1C0900004 -cﬂ1
ma I |
] L
1300 - I
1400 |
1200 - :
1000 |
o0 I
snn! !
1 |
ana - |
200 8
e N — .
B S— 2_ 4 B . :
“[07, Sig=27.00, 3,00 Aet=af, EXT of 261009000040
L a Br (6]
3 H
2000
1 N \N
a0 | | 25 \_/
1 i |
00 - |
|
! - S
I e = —
. i L 8 10 min
kb1 E, 5ig=250,4 Ref=off
|Peak | RT | Widtr | Area | Area ¥ |
|4 | IMini | iMin) | |
|==== | I= el
|l 2.4u 0.032 | 56.220 | 0.960|
| ¥y 2.994 | 0.056 |5776.817 | SR, 623|
3| 3.438 1 0.081 | 7.964 | 0.138]
I 41 5,741 | 0,063 | 16,448 0,281
DADL, =278.00, 2.00 Ref=off, EXT
Peak | AT | wWidth | Area | Area b |
L] | (Min} | (Min} | |
|mmn | mmmmmn ol Rl
|10 z.891 | 0.028 0 17,050 | 0,157
| 21 F,995 | 0,058 1B5BE.340 | 99,4241
Instrument 2 Man, 26. Oct, 200% 01:37:51 gm Fage 1 of 2 Iretrumant 2 Mom, 26. Dot, 2009 01:37:51 pm Fage 2 of 2
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1.

Spectrum Name: CR080-67-183-183A1.sp
Description: CR080-67-183-183A1 IN KBr
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1

T
2000 1500 1000 Sillﬂ 401110

Analyst : GANESH 7 Accurmulations; 16 Time: 4:30:59 PM

Resolution: 4.00 ¢m-1 Date: 7/8/2009
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INDIA
Sample Name: CROB80-%0-65-53B Aog. Time: 16:38 Acqg. Date: Tuesday, December 08, 2009

W +Q1: 1.549 to 3.721 min from Sample 1 (CRO80-90-65-53B) of CRO80-MONI-08 DEGOS-BO2.wiff (Turbo Spray), Subtracted < +Q1: 0.647... Max. 1.3e5 cps.

368.90
1.3e5 366.90-_ f

\ulll ‘LI' ‘I

1.2e5

1.0e5 ‘

8.0e4+

6.0e4 | |

Intensity, cps

4.0e4

A LY
[ Iql |\I|

|

SYO.QU 381.00
s 1% e

(A

||
2.0ed 248 ?0351_00 || V
; W\
MY as2.00
00" . { dupe Y7, ; ———s - ot - : ; - , : - g
340 345 350 355 360 365 370 375 380 385 380 3485
miz, amu

'l +Q1: 1.549 t0 3.721 min from Sample 1 (CR0O80-90-65-53B) of CROE0-MONI-08 DECOS-B02 wiff (Turbo Spray), Subtracted < +0Q1: 0.647 .,

Max. 1.3e5 cps.

368.90
1.30e5 4
1.20e5
1.10e5
1.00e5 O
9.00e4
w -
a 8.00ed Br o
2 7.00e4
@ N
S 6.00e4 N° N
/
2 soves 26
4.0094!
3.00e4d 4
2.00e4
1.00e4 M ‘
T T T T T 1 T T T T 'L T :L I*‘L T T - T = T A T T T T T T T T T T
160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 520 540 560 580 600 620 G40 660
miz, amu
*Sample Comment: [M+H]367 Expected **2nalyzed By : **Checked By :
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Sample Name: CROEQ-30-55-53B Acg. Time: 16:38

Acg. Date: Tuesday, December 0OF, 2003

[W TIC of +Q1: from Sample 1 (CROB0-00-65-538) of CROB0-MONI-08DEC09-B0Z Wift (Turbo Spray)

188y, 266
15ea])| 0.5, 0.71
e Y| o0z / 146, 158
g TNVAYLY, TAVAV S g \ 3.01
= 10e8] |V ¥ W 450
= = N
£ 50e7] DY ANY N A
0.oM

Max. 1.8e8 cps|

02 04 06 08 10 12 14 16 18 20 22

24 26 28 30 32 34 36 38 40 42 44 46 48 50
Time, min

W +Q1: 2610 to 2.685 min from Sample Max. 2.5e6 cps.

5 5o 359.00
2.0e6

g

= 1.5e69

5 1.0e64

~ 505 351.40
'I T T l T T T T
100 200 300 400 500 600 700

'z, amu

T W =01 2610 to 2.685 min from Sample Max. 2.5e6 cps]

2566 36660 369.00
|
., 20e6] | r
2
é’_ 1.506 ] ‘ |
5 105 3:1?H_,.359?n
£ 50054 AN
i | L
35 360 65 | 30 315 30 388

miz, amu

[ XIC of +Q1. 367 5 10 368 5 amu from ™Max. 1.5e7 CDS.

285
1.5e7+
a
g 1.0e7]
=
|
g s0es] |
Iy
0.oM .

15 20 25 30 35 40 45 50
Time, min

05 1.0

W XIC of +Q1. 35715 10 352.5 amu lom 5. Max. 7.8e5 cps]

7.3¢5 266

£.025 ’I

4.0e5 “

Intensity, cps

2.0e54 | |

D5 10 18 20 25 30 38 40 45 B0
Time, min

0.0

| W Detector A, Channel 1 from Sample 1 (CR._

Max_ 8325 | W Detector A, Channel 2 from Sample 1 (CR...

Max. &5e5 ]

264
8.0e5

6.0e5

4.0e5

Ay

2.0e5

0.72
0.0% T T T T
0o 05 10 15 20

25 30 35 40 45 50
Time, min

264
&.0e5
6.0e5
3 5
= 4.0e5
=
2.0e5
0.59.0.73
0.0 058078 . _r
00 05 10 15 20 26 30 35 40 45 50
Time, min
Peak List for "Detector A, Channel 1 from Sample 1 {CR080-90-65-
Time (min) | Area (counts) % Area Height
2 0.5873 4.1746e4 1.1596 |1.437%e4
3 0.7333 5.3065e4 1.4740 |1.3802e4d
4 26378 3.4912e6 96.9735 |8.2786eb

Peak List for "Detector A, Channel 2 from Sample 1 {CR030-90-65-

Time (min) | Area (counts) | % Area Height
1 0.7224 2.7191e4d 0.7458 |5739.3274
2 2.6367 3.6186e6 99.2542 |8.5385e5

Br

LCHMS-1 REACK MONT (IFA Buffesz)

Channel 1 at waveleagth 220nm, Chasnel 2 at wavelemgth 260 nm
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Analyzed By -




Sample Mame -

CRO20-90-65-53B

Sample ID - CROB0-90-65-538
Column - Xterra RP-18 (250 x 4.6 mm) 5u Data File Name - 17-02-10_CR030-90-65-536_01 lcd
Vial # L 22 Method File Name : GEMERAL_B11.lcm
Inj. Yolume 2 ul Batch File Mame - 170210 1ch
Tray # 12 Data Acquired - 2/18/2010 3:32:59 AM
Acquired by AVINASH Data Processed - 2182010 4:03:02 AM
Ref Mo.: DIFAD257/97
mal
= PDA Multi 1
T w0
. w
1000+
500-] h
0.0 25 5.0 7.5 10.0 125 15.0 17.5 200
min
1 PDA Multi 1/252nm 4nm
PeakTable
PDA Chl 252nm 4nm
Peaks Fet. Time Area Area %o Height
1 6.33 3095 0.04 363
2 6.61 7930395 0014 1247755 7\
3 7.09 14101 018 1716
4 7.32 52185 0.63 0324 —
Totall 8049776 10000 1259258 Br
N OH
N™ N
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Spectrum Name: CRO80-90-65-53B.sp

Description: CR0O80-90-65-53B IN KBr
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Analyst: GANESH Accumulations: 16
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2D

Current Data Parameters.
NAME  CR080-80-69-69A
EXPNO

PROCNO 1

F2 - Acquisition Parameters
Date_ 20100206
Time .

INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG _2gpg30

TO 65536
SOLVENT CDCI3
NS 600

os 4

SWH 23980.814 Hz

FIDRES 0.365918 Hz

AQ 1.3664756 sec

RG 25803

bW 20.850 usec

DE 6.00 usec

TE 2931 K

D1 2. sec

dt1 0.03 sec

DELTA 1.89999998 sec
Do 1

zzzxmexe CHANNEL f1 ====s===
NUc1 13C

154.3017
152.1983
149.8202

—— 139.7365
T 138.9884

137.2374
134.5484
132.4996
128.7446

123.4791
121.6242
120.0241

113.6787
112.0420

83.6632

53.8760
45.7806

23.3882

5;101 10;);522“52;:!MHZ T T T T 1 T T T T J T y y J ! ! y y B ! y y : y !
e 155 150 145 140 135 130 125 120 115 110 ppm 85 80 75 70 65 60 55 50 45 40 35 30 ppm
CPDPRG2 waltz16
Nuc2 1H
PCPD2 100.00 usec
PL2 -1.00 dB
PL12 14.92 dB
PL13 8.92 dB
EROZI0 1S 1€h0s s NONUYTLTTOOOO-NTNO
e S ——— THOOVORVDINONY T ©N N -y o © 0 o o
2 QONMNONTDITDON NN N T o 3TOD @ o o = ©
SF 100.6127738 MHz MO ONOIT~ODNTOOOO QNS R = @ N «
wow  EM TND DO T NDDN M= O © Mo = i oNr Ot
S$sB o LWTOOMOOONNNNNN~ — M M~ N~ O [y2] w O © «
L8 8,00 Hz DR R b At R IR R 0~~~ 0 <t ™Mo ~
gg " | \ / \\ / / / \/
[ X
Br X OAN/
\
NN
Ar-C
Ar-C | . =N-CH, o
Ar-C Ar-C Ar-C i N- Hz 3
' | - | | N-(CHs),
| |
L '
Sl wkw’ / !
- o T T 7 T T T T T T T i ! T f
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 pp
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NAME  CROB0-90-69-69A
o 2

|3

PROCNO 1
Date_ 20100217
Time 7.01

INSTRUM S|
PROBHD S mm DUL 13C-1

— 132.6027

——128.7255
—127.5365

—123.5013
——121.6056
113.7788

PULPROG dept135 < ~
T0 6! fe2d 8 wv 2
SOLVENT cDCi3 © «® ~ ©
- = g. . 8
~ [ w Ie)
SWH 23980.814 Hz ~
FIDRES 0.365918 Hz i N ™
AQ 1.3664756 sec
RG 3251
Dw 20.850 usec
DE 6.00 usec
2917 K

CNST2 145,0000000

. ke
dz2 0.00344828 sec

d12 0.00002000 sec
DELYA 0.00000993 sec
TDO 1

====w=x= CHANNEL f1 ========

Nuc1 13C

P1 7.80 usec

p2 15.60 usec
d

PL1 -2.00
SFO1 100.6228298 MHz

======== CHANNEL f2
CPDPRG2 waltz16
1H

T T T T T T
o 140 135 130 125 120 115

NUC2 . :

K3 T 80 75 70 65 60 55 50 45 40 35 30 25 20 ppm

g‘ 25.00 usec

CPD2 100.00 usec

PL2 -1.00d8

PLI2 14.92 dB

SFO2  400.1316005 MHz

si 32768

SF 100.6127795 MHz .
MW  ©

iz g NWDO©— W O < © ~ Ir]
OCNMOO I~ D © w o

e LU ©o~NnWwoe M~ © <2 ~ 0

3 0 NN~ o - 0N 2

- ONNNN — ~ ] 0 o«

- - ~ [ ~ ~

. N-CHZ ':N-CHZ
T T T T AR Laatiidied AAAMAE! MAAALY\FoA AMAAE MAAMMAAN MAAMM] M e | MAddAdddas adiaaasss Lasaiaates LARLAAAMY M [T T

T T
210 200 190 180 170 160 150 140 130 120 110 100 S0 80 70 60 50 40 30 20 10 0 ppm

Analysed by: Yogita
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Sample Name: CROB0-90-69-65A

;d:::[_iiTime: 10:29 Acg. Date: Wednesday,

December 02,

2009

T

Intensity, cps

Intensity, cps

+Q1: 1.449 to 3.889 min from Sample 1 (CRO80-90-69-69A) of CRO20-MONI|-0ZDECOS-BO1.Wilf (Turbo Spray), Subtracted < +Q1: 0.312...

438.00 _440.00
1.20eS \

1.10e6 | |
1.00eS
9.00e4 ‘
8.00e4
7.00e4 -
6.00e4

5.00e4

4.00e4 -

3.00e4 - J
2.00e4 - 43 i 4D |

453 .40
Wl
452{6@ f

B L Y

1.00e4 4 |
L] o /

Max. 2.1e5 cps.

455 460 465 470 480

m/z, amu

415 420 425 430 435 445 450

485 490

495

+@1: 1.482 to 3.889 min from Sample 1 (CRO80-90-6%-89A) of CROB0-MONI-02DECO0S-BO1 wiff (Turbo Spray), Subtracted < +Q1: 0.312...

5 1e5 3485.80
2.0e5+
1.8e5-

1.6e5

1.4e5
438.00
1.2eb5
1.0e5

8.0ed

4.0ed 440.80

6.0e4 '

2.0e4q

| 12410 o 394.00 5?;-40 _475.40

Max. 2.1eb cps.

36
— ¥ S NP NS ——— _;_.4.3_] _,.ni‘;._.]L..'u’Ll T |}L . i : 0 5
200 250 300 350 400 450 500 600 650
m/z, amu

L _1.‘_ S BN S S

150

750

800

*Sample Comment:

[M+H]1 438 Expected **Analyzed By : **Checked By :
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Br

Sample Hame: CROED-S0-63-65A

Acq.

Time:

10:2%

Acg. Date: Wednesday, December 02, 2009

[ W TIC of +Q1: from Sample 1 (CROB0-90-59-69A) of CRO80-MONI-02DEC09-BO1 wiff (Turbo Spray)

Mazx. 2.7e8 cps]

27e8 e
a |
S 20e8 |
= | <428
@ | Y
g 108 221 / g e
= e e e P e —e” s —
0.0
02 04 08 08 10 12 14 16 18 20 22 24 268 28 30 32 24 36 38 40 42 44 48 48 50
Tirme, min
[ Q1 2.619 to 2.652 min from Sample ... Max. 3.525 cps] W +Q1. 2.719 (0 2.786 min from Sample ... Max. 3.5e8 cps|
36710 440.00
2gA 438.00-._
. 1ses | [ 368.80 . 2.0eB RO
g |'1 o |
i f o |
= 10e5 | = |
E | E 10e6 2,00 _441.00
I 50e4 25000 :1S|MD| 37020 g J:l | ﬁl.
= 0 oMbt 25800] T ) 376.60 38480 1= 00 f L
ol T T T T t 7 L T T T T T T
360 365 370 375 380 385 430 435 440 445 450 455
miz, amu m/z, amu
W XIC of +Q1- 4385 to 438 5 amu from Max 1327 cps| B =01 2710 to 2786 min from Sample Max. 3 528 cps
1.3e7 272 3508 348.80
“n m 3.0=6
g 10e7 ' ; 440.00
2 | & 206
2 50es || g
z il £ 1.0=6
- AN - 380.70
0.0 T T T T T T T T T T 0.0 T T T T T T T T T
05 10 15 20 25 30 35 40 45 50 200 250 300 350 400 450 500 550 &S00
Time, min miz, amu
[ 3IC of +Q1. 3675 to 36B.5 amu from . Max. 5.025 cps] W +Q1. 2.619 (o 2.652 min from Sample .. Max. 1.6e5 cps|
265 36710
; S5.0e5 N 1.5e5
o 4.0e54 o
i o
Z ! & 1:0e59 453.70
£ 2.0e5q ]
g % ||| £ 504 59.10
c ! c -
= o.oM I\ A = 20790 | 384.8439910 444410 55250 ge2sg.
. T T T T T T f T T T Py T T T T T T ' T t
05 10 15 20 25 30 35 40 45 50 200 250 300 350 400 450 S00 550 ©00 650
Time, min miz, anmu
| W Detector &, Channel 1 from Sample 1 (CR. Max_7.525 | Bl Detectar A, Channel 2 from Sample 1 (CR Max. 7.6e5
7.5e5 269 7.6e5 269
6.0e51 5.0e5
3 40851 32 apes]
2 3
< 2.0e5 i as = 2.0e5
poM 957072 00000 =5 . i oo 071 253
oo 05 10 15 20 25 30 35 40 45 50 00 05 10 15 20 25 30 25 40 45 50
Time, min Time, min

Peak List for "Detector A, Channel 1 from Sample 1 (CR080-90-69-

Peak List for "Detector A, Channel 2 from Sample 1 (CR0O80-90-55-

Time (min) | Area (counts) | % Area Height Time (min) | Area (counts) | % Area Height
1 0.5651 2.9263e4 0.8025 |1.0150e4 1 0.7060 645965548 0.1793 | 15944783
2] 0.7194 6.5053e4 1.7840 |1.5700e4 2 2.2852 4.0229e4 1.1102 |1.0801e4
3] 2.2831 63482182 01741 (27052257 3 2.5275 1.0285e5 2.6384 |2.3857e4
4 25262 1.0511e5 2.8826 |2.2843e4 4 2.6886 3.4740e6 958721 |7 5658e5
5 26869 3.3844e6 92.8139 | 7.6305eb
6 3.6549 5621.9603 0.1542 |2036.7344
LCHS-1 REACH MONT (TIFA Buffer)PEAE HERGED Analysed By -
Channel 1 at wawalangth 220nm, Chanmel 2 at wavelangth 260 om
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Sample Name - CRO80-90-62-694

Sample ID - CRO80-00-69-694 . _
Column - Xterra RP-18 (150 x 4.6 mm) 5u Data File Name : 07-01-2010_CR030-30-63-63A_07 Ilcd Peak# | Ret Time Areath Heaght
Vial # 153 Method File Name : GENERAL_B1.lem 16 18.19 158 o103
Inj. Volume  :1uL Batch File Name - 07-01-2010.ch 17 19.35 713 1.96 4077
Tray # 1 Data Acquired : 1/7/2010 2:46:10 PM :S 20.21 35339 0.44 3458
Acquired by : VISHAL Data Processed : 1/7/2010 3:10:08 PM 19 20.80 90998 1.14 4961
Ref No.: DIfAD257/84 Total 8006384 100.00 1572330
PeakTable
mAL PDA Ch2 252nm 4nm
J E] PDA Multi 1 Peak# Area % Height
1 ] 1 160 15388
1 2 148 14946
1000+ 3 141 17503
] 1 213 31348
1 5 026 1168
1 6 3673 1036381
5007 7 302 44506
] - b 8 0.60 10046
. E 8 %3z8 &E g 388 5 01 3160
1 c Lot per g9 2 %ER 10 0.1 1784
0 1 ) 7
—Yr et L e rr - 0+ 11 0.90 4513
0 5 10 15 20 i [ 1063
min 3 001 2363
Total 100.00 1186762
mAU
10004 g PDA Multi 3
500
1 o B aw , z 2
] R e 8 g =
e e e e .
0 5 10 15 20
min
1 PDA Multi 1/200nm 4nm
2 PDA Multi 2/252nm 4nm O
PeakTable o
PDA Chl 200mn 4mm Br o
Peal# Ret Time Areq Area %o Height X N
1 177 75640 004 5376 \
2 00352 13 3620
3 SR i 35 2675 N N N
1 5011 a7 L/
5 788
5 n
7 ) 79
2 7 6
533 388
564 042
6.5 015
6.81 020
7.6 014
8.68 0.6
9.1 013

C:\LabSolutions\Data\Preoject \HPLC-01WJAN-10107-01-2010_CR080-90-69-69A_07.lcd
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Spectrum Name: CRO80-90-69-69A sp

Description: CRO80-90-69-69A IN KBr
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Analyst: GANESH Accumulations: 16

Resolution: 4.00 cm-1
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Fréu 1|:::?;::|n: i 1 [
EE;’:'?"“ME&'?.““' JLJI. N ‘.___,_._..-I L,..-JUI\_,\,__..\IL j\,“,_h_,\_ﬂll._,.,__ |u I.'JI“'I Il\..J'I lk“'"".l \'—M-_...._....u.-—.. o IbHJIMW
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Analysed by: Yopita
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Dae_  FOLOGHE
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ME WEH
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e
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Sample Name: CRO80-90-47-03B1

bAocg. Time: 18:53

Acqg. Date: Monday, November 09, 2008

6.5e4
6.5e4 5

6.0e4
5504
5 0ed 4
45041
4.0e4
3.5e4
3.0e41
2.5e4
2.0e4
1.5e4 1
1.0e4
5000.0M

Intensity, cps

365.80

W +Q1: 2,619 to 2.364 min from Sample 14 (CRO&0-90-47-023B1) of CROS0-MON|-09NOWVOS-BOZ.wiff (Turbo Spray), Subtracted < +Q1: 1.0... Max. 1.9e5 cps.

367.80

f

"

368 .80

Lo

MA L
"\

| i " _ .

h

354

356 358

260 262 364

368

370 372 374 376 378 380 282 284
miz, amu

6.9ed
6.5e4

6.0ed 4
5.5e4
5.0e4
4.5ed 7
4.0e4d 1
3.5ed 4
3.0e4
25e4
2.0ed 4
1.5e4
1.0e4

5000.0
K

Intensity, cps

160

175.00

180

200 220

240

260 280

365.80

28920

300 320 340 360

380

W +Q1: 2.619 to 3.354 min from Sample 14 (CR0O80-90-47-03B1) of CROS0-MONI-09NOY09-BO2 wiff (Turbo Spray), Subtracted < +Q1: 1.0... Max. 1.9e5 cps.

430.40 45310 474.90

400 420 440 460 480 500 520 540 560 580 600 620 640 660
mfz, amu

*Sample Comment:

[M+H] 368

Expected

**analyzed By :
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Sample Name: CROB0-90-£7-03BL Acg. Time: 18:53

Acq. Date: Monday, November 03, 2009

[ W TIC of +Q1: from Sample 14 (CRO80-90-47-0261) of CROB0-MONI-09NOYDS-B02Z. wiff (Turbo Spray)

Max. 9.8a7 cps,

9.867 |, 312331
8.0e74 " A [};53 1 08138 150 179 2, [J5 —~ N
4 MR WiV S e Y AN e NN W
s 607 Vv v SN
£ 4.0e7
= 2067
0.0 T T T T T T T T T T T T T T T T T T T T T T T T
02 04 06 08 10 12 14 16 18 20 22 24 26 28 30 32 34 36 38 40 42 44 486 48 50
Time, min
W +Q1: 2710 to 2819 min from Sample . Max. 2 5e5 cps] W +Q01: 2710 to 2.819 min from Sample . Max. 2.5e5 cps)
367.90 555 365, FD~36? 0
2.0e5 2.0e5 |
& & I
S 15e5 S 155 ‘
|7 1.0e5 |7 1.0e5
=  50ed =  E50ed
ey T t T T T pdber—y q 5 ¢ T T ; . T T T T
100 200 300 400 500 600 VOO 800 900 345 350 355 360 365 370 375 380 335 3490
miz, amu miz, amu
[ W XIC of +@1. 266.5 0 3675 amu from Max. 1.8e6 cps] W XIC of +Q1. 3515 1o 3525 amu from Max. 4.3e4 cps]
278 281
1.8e8 4084 I
155 H
8 &  30ed
g 10e5 % 20e4| |
g || z |
Z  50e5 (\ T 1pead | 3 1? 8 |
\ il 16 ||. il |\"I I ||I | A
(1L I Rt SIS oot Y AL .'v'.. a0 s O i ul
05 10 15 20 25 30 35 40 45 &0 05 10 15 20 26 30 35 40 45 50
Time, min Time, min
[ W Defecior A, Channel 1 from Sample 14 (C_ Max. 2 4e5 | W Detector A, Channel 2 from Sample 14 (G Max. 3.0eb |
2.4e5 276 3.0e5 276
2.0e54 2.5e54
1.5e53 2 De5
3 1.0e5] 086 3 1ses5]
= =
<L 3 <L 3
5.094E ?rzs . - 1.0e5
008 S e 5.0e4
- 0.68
T -[ D_g!_u;zz_/‘\_ S— S—— .
00 05 10 15 20 26 30 35 40 45 50 06 05 18 TE 26 25 30 325 40 45 50
Time, min Time, min
Peak Listfor "Detector A, Channel 1 from Sample 14 (CR080-90-44Peak List for "Detector A, Channel 2 from Sample 14 (CROB0-90-47
Time (min) | Area (counts) | % Area Height Time (min) | Area (counts) | % Area Height
3 0.8812 64259238 0.3764 [1229.2909 2 06752 1.0913e4 0.8992 [1808.9480
4 27553 1.0024e6 58.7187 |2.4521e5 3 27573 1.1986e6 98.7618 |3.0097e5
5 29767 53742e4 31481 |[12835e4 4 35470 1320 5049 01088 |617.3673
6 35454 2.8991e4 1.6982 |7484.5389
LCHMS-1 REACN MONT (TFA Buffex) Analysed By -
Channel 1 at wavelength 220nm, Channel 2 at wavelength 260 nm
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Sample Name :

CRO20-90-47-0281

Sample ID  : CROBO-90-47-03B1
Column - Xterra RP-18 (250 x 4.6 mm) 5u Data File Name : 17-02-10_CR080-90-47-03B1_02 Icd
Wial # ©23 Method File Name : GENERAL_B11.lcm
Inj. Volume 4 ul Batch File Name : 170210.Ich
Tray # 12 Data Acquired - 2/18/2010 5:05:56 AM
Acquired by AVINASH Data Processed - 2/18/2010 5:35:59 AM
Ref.No.: DIFAD257/98
mAU
5004 |§ PDA Multi 1
250+ ‘
0 T 39? T.l” r T - Fs
T T + T T ] T U
0 5 10 15 20 25
min
1 PDA Multi 1/252nm 4nm
PeakTable
PDA Chl 252nm 4nm
Peak® Ret. Time Arez Area %o Height
1 6.31 3452 0.10 334
2 6.70 3362 010 319
3 2 1029 0.03 133
4 129 0.02 160
3 502035 145 9915
b 3328354 96.02 511507
7 8.1 36183 1.04 5768
] 104 7190 021 883
g 10. 28623 0.83 3718
10 16.17 3454 0.10 328
11 1825 3510 0.10 132
Totall 3466182 100.00 333419
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70, \ | | || 182 | 1173.20 { V
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65 | 576,42 | | '| ' 00
200477 ] "
60 155356 | | rlh
N 34218 ‘ 130?.03‘ | | |
4 I |I
1
. 50 \ |||FW\ ﬂ f
- | ‘ | | il
45 1436.73 | '|I RS
40 | ‘ l{:smﬁ .\l I"| || H
35 O I ( !
30 OH | 100298 52236 |18
—n 797.94
25 Br O N N |'| 1260.30 U
20 NN ll ‘ .'--ul.as
15 28 I|
10 Y
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0.0
4000.0 3000 1500 1000 300 £00.0
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Spectrum Name: CRO80-90-47-03B1 sp

Description: CR080-90-47-03B1 IN KBr
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Analyst: GANESH

Accumulations: 16

Resolution: 4.00 cm-1

Tume: 10:01:14 AN

Date: 2/5/2010
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HAME CROED-BO-49-4843
EXPHO 2

FROCHO
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Sample Name: CROB0-90-43-48A3

Acg. Time: 17:03

Acg. Date: Friday, November 13, 2008

[ TIC of +Q1: Exp 1, from Sample 3 (CROB0-00-49-40A3) of CRDE0-MONI-13N0VOD-B02 Wil (Turbo Max. 2.057 cps
29e7
25674 |
n |
& 2087 |
Z 15679 |
c B
£ 10e79 1 B NS TN
= \ N/
5026 I e N
e
05 10 15 20 25 20 35 40 45 50
Time, min
W Q7 Sip 1, 3.074 to 3764 min from Wiz, 1.266 cps] W +Q1- Exp 1, 3.074 to 3964 min from Wiax. 1,326 cps
437.00 43?'.091 43920
4 10025 p 10025 |‘
z z |
g 5.00e5 5 5.00e5 4 ‘ o
0.00¢— : ; ; : ; 0.00M e ."'19"?“3'””. ds0t04R1On
200 300 400 500 600 700 420 425 430 435 440 445 450 455 460 465 470
vz, amu miz, amu
W XIC of +Q1 Exp 1, 366.5 10 367 5 am Wax. 4664 cps] W XIC of +Q1° Exp 1, 437 510 438 5 am Wiax. 2686 cps
4 Ged 2 Eafq N
4.Ded |
w g 20663 I
; 3.0ed+ : 1 Ees | |
E 2084+ z [
5 : 5 1.0e64 |
Z 4 0s4] = 5 I
A 5.0e54 ‘ \__j\;'\/‘*/\_.f\
0.0¥ 0.0® : : ! , o
i 2 ] i 5
Time, min Time, min
| W Deatector A, Channal 1 from Sample 3 (CR... WMax. 2.2e5 | W Detecior A, Channel 2 from Sample 3 [CR._. Max. 3,365
3.10 310
2065 3.0e5
15e5
3 105 3 205
S z
=
5.0e4 1065
ool -
} : T T T T A paa  Eaaam T 004 T T T T T 1
00 05 10 15 20 25 30 35 40 45 50 00 05 10 15 20 25 230 35 40 45 &0
Time, min Time, min

Peak List for "Detector A, Channel 1 from Sample 3 (CR080-90-49{Peak List for "Detector A, Channel 2 from Sample 3 (CRO80-50-49
Time (min) | Area (counts) | % Area Height Time (min) | Area (counts)  SArea | Height
1 3.1015 1.3896e6 93.0984 |2.4608e5 1 2.9454 9563.6300 04653 2232739
2 49305 1.0301e5 69016 |1.7544ed 2 3.1014 1.9567e6 952029 |3.3436e5
3 34388 4.9591e4 24129 |6016.7544
4 36190 3.9438e4 19189 |7507.8208
LCHS 2 Reaction Monitoring (NH4OAc Buffer) Analyzed By :

*Channel 1 at wavelensth 220 nm Channel 2 at wavelensth 260 nm
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Sample
Column
Injection
Sample MNamse
Aog Operator
Analvsis

Lasat
Aog.
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HMethod

Method ref

Method

e:CRO80-90-45-45A3
1 tGEMINI-C12 (15034 . 6)mm 51
date
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=T R
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(SR e
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EXT
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0.0z3 0
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Spectrum Name: CRO80-90-49-49A3 sp

Description: CRO80-90-49-49A3 IN KBr
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1500

cr-1

Analyst: GANESH

1000

Accumulations: 16

Resolution: 4.00 cm-1

300 400.0

Time: 10:15:44 AM

Date: 2/5/2010



Table S1: Comparison of Chemical shift values (8) of quinoline ring protons after formation of fused ring system’

Br X
N N
Y zsy
2b : P =0, Q = Methoxy v B Q
b Z 7 :Y=Z=N,P=0 (o I
ipoo 8 : ,rﬂﬂg;’;g,’“fty*;y' 8 :Y=z=N, P=NOH || 13:Y=2=N, R=0-C"(CH,)sCHs
2e: P =0, Q = 1H-Pyrazol-1-yl 9_:Y=Z=N, P=N-O-C-N(CHy), 27-Y=Z=CH,. R=O- C-N(CH
2f : P =0, Q = 4-(2-Pyridyl)-piperazin-1-yl 15 : Y:Nj Z:C , P=0 _ TeTe 2 R ﬁ: (CHa),
2g : P = NOH, Q = Imidazol-1-yl 17 : Y:N’ _Z‘(_C'C_H3)’ P_‘O
2h : P = NOH, Q = 4-(2-Pyridyi)-piperazin-1-yl 23 Y=NH; Z=(C=S), P=0
6 P=0, Q=Cl 25 : Y=Z=CH,, P=0
28 : Y=Z=CH,, P=NOH
Structure Hs H- Hs Ha Hb Hc Hd Other signals

9.00 8.27 8.12 8.66 7.90 7.78 7.90

(d,J= (dd,J=19,|(d,3=9.1 | (d,I= | (m) t,J=74 |(m)

1.9Hz) 9.1 Hz) Hz) 7.6Hz) Hz)

O d 8.66 7.95 7.77 8.34 7.70 7.58 7.66 4.08 (s) CHs
a (d,J= @d,J=19,|(d,J=91 |d,I= |@tI=76 |@tJI=76 [, I=72
Br o) 1.9Hz) 9.1 Hz) Hz) 7.6Hz) Hz) Hz) Hz)
‘ N o~
2b
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O d 8.89 8.20 8.14 8.51 7.78 7.66 7.76
a (d,J= (dd,J=1.9,|(d,J=9.1 |(d,J= dt,J=1.1, | (t,J=74 |(d,J=6.8
Br o) 1.9Hz) 9.1 Hz) Hz) 7.6Hz) 7.6 Hz) Hz) Hz)
(L,
N~ CF,
2c
O d 8.90 8.13 8.01 8.55 7.80 7.67 7.78 8.44 (t,J=1Hz)
a (d,J= (dd,J=1.9,|(d,J=8.8 |(d,J= (dt,J=1.3, | (t,J=7.6 |(d,J=7.6|H2, 789 (t,J=
Br o) 1.9Hz) 8.8 Hz) Hz) 7.6Hz) 7.6 Hz) Hz) Hz) 1.3 Hz) H5', 7.13
O (t) Ha
N Ny
2d \~
O d 9.01 8.24 8.11 8.65 7.85 7.71 7.82 9.85(t,J=1.3
a (d,J= (dd,J=1.9,|(d,J=9.1 |(d,J= (dt,J=1.3, | (t,J=74 |(,J=7.3|Hz)H2, 835 (,J
o] 1.9Hz) 9.1 Hz) Hz) 7.6 Hz) 7.6, Hz) Hz) Hz) = 1.7 Hz) HS',
P 7.98 (t) H4'
8.88 8.11 8.01 8.51 7.78 7.65 7.72 8.42 (d,J=2.5
(d,J=19 |(dd,J=109,|(d,J=88 |(d,J= (dt,J = (t,J=74 |(d,J=73|Hz)H3',7.84(d,J
Hz) 8.8 Hz) Hz) 7.6 Hz) 7.6,1.3 Hz) | Hz) Hz) =1.6 Hz) H5',
6.59 (dd) H4'
8.85 8.07 7.97 8.49 7.75 7.61 7.69 8.41 (s) H3', 7.83
(br. s) (d,J=8.8 |(d,8.8Hz) |(d, (dt,J=7.6 |(t,J=74 |(d,J=7.3](s)HS',6.57 (d)
Hz) 7.6Hz) Hz, 1.3 Hz) | Hz) Hz) H4'
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8.62(d,J=]7.86(dd,J |7.66(d,J [833(d,J|770(¢t,d= [7.57(tI=|7.67(d,J |8.15(dd,J=1.7,
2 Hz) =2,9.1 =9.1Hz) |=7.6Hz) | 7.3 Hz) 7.3Hz) =7.6 Hz) | 4.7 Hz), 7.56
Hz) (ddd, J=1.9, 6.9,
8.8 Hz), 6.89 (d, J
=8.5 Hz), 6.67
(dd, J=6.9,4.7
Hz), 3.72 (s, 8H)
8.65(d,J=17.90(dd,J |7.69(d,J |837(d,J|7.71(t,J= |7.57(tJI=]7.68(d,J |8.07(dtJ=1.9,
2 Hz) =2,9.1 =9.1Hz) |=7.6Hz)| 7.3 Hz) 7.3Hz) =7.3Hz) | 6.9 Hz), 8.06 (d, J
Hz) =6.9 Hz), 7.51 (d,
J=9.1Hz), 7.00
(t,J=7.3 Hz),
3.94-3.84 (m, 8H)
9.05 (br.s) |8.16-8.11 |[8.16-8.11 [8.74(d,J|7.77(t,d= |7.73(t,I=8.57(d,J | 9.67 (br.s), 8.25
(m) (m) =7.9 Hz) | 7.6 Hz) 7.6 Hz) =7.6Hz) | (t,J = 1.6 Hz),
7.90 (br. s)
H2,5&4 Im, 13.43
(OH)
9.06 (br.s) | 8.18-8.12 |[8.18-8.12 [8.75(d,J | 7.77(t, J= |7.74(t,J=|8.57(d,J |9.83(t,J=1.5
(m) (m) =7.9Hz) | 7.6 Hz) 7.6 Hz) =7.6 Hz) | Hz), 8.30 (t,J =
1.7 Hz), 7.98 (t, J
= 1.5 Hz) H2,5&4
Im, 13.43 (OH)
8.72 (br.s) | 7.76 (s) 7.76 (5) 843 (d,J 757, J= |7.52(t,J=18.73(d,J |8.06(dd,J= 1,6,
=7.6 Hz) | 7.6 Hz) 7.4 Hz) =7.6 Hz) | 4.4 Hz), 7.34 (br.
t,J=7.6 Hz),
6.68 (d,J=28.2

Hz), 6.59 (dd, J =
5.0, 6.9 Hz), 3.70-
3.60 (m, 8H)
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O 877(d,J=|788(d,J=|7.84(dd,J |851(d,J|7.68(dt,J=|7.63(t,J=|8.61 8.14-8.07 (m, 2H),
7 LOH 1.9 Hz) 8.8 Hz) =1.9,88 |=7.6Hz)|13,7.6Hz) | 7.3 Hz) 7.53(d,J=9.5
Br O N N Hz) Hz), 7.02 (t,J =
Z 6.6 Hz), 3.95-3.74
N N + s
g N (m, 8H)
2hH* | Z
9.15 (s) 8.48(d,J= | 8.85(d,J |8.66(d,J|7.88 (m) 776 (t,J=1792 (d,J
8.7 Hz) =8.7Hz) |=7.6 Hz) 7.2 Hz) =7.2 Hz)
9.11 (br.s) |833(d,J= |8.82(d,J |8.65- 7.78-7.82 7.72-7.77 | 8.65(d,J | 13.82 (br.s)
8.7 Hz) =8.4 Hz) [870(m) | (mJ=64, | (M J=6.8 | =6.4Hz)
6.8 , Hz) Hz, 6.4
Hz)
9.01(d,J=|827(d,J=[873(d,J |861(d,J|7.76(,J= |7.70(d,J |8.40(d,J |3.22(s);3.07(s)
1.9 Hz) 1.9Hz, 9.1 |=9.1Hz) |=7.6Hz) | 7.6 Hz) =7.6Hz) |=7.6Hz)
Hz)
9.18(d,J=|8.38(dd,J |886(d,J |8.68(d,J|7.69-7.76 7.69-7.76 | 7.87(m) |0.90(t,J=7.1
2 Hz) =2.0,9.1 =9.1Hz) |=7.6Hz) | (m) (m) Hz); 1.18-1.35
Hz) (m); 1.49 (quint, J
=6.9 Hz); 2.04
(5);2.39(t,J =
7.3 Hz)
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8.84 (d) 831(d,J=|8.65(d,J [839(d,J|7.77(t,dJ= |7.64(t J=|7.78(d,J |10.17 (s, IH) H9
9.1 Hz) ~9.1Hz) |=7.6Hz)|7.6Hz) 72Hz) | =6.6Hz)
O 8.68(d,J=|8.08(dd,J |837(d,J |822(d,J[7.65(td= |7.52(tJ=|7.64(d,J |3.06(s,3H)
2.1 Hz) =2.1,9.1 |=9.1Hz) |=7.6Hz)|7.6Hz) 73Hz) |=73Hz)
Br O o HZ)
NN
=N
17
8.76 (s, 823(d,J= | 10.98(d,J |839(d,J |7.80 (L I= |7.67(L,I=|7.78(d,J | 14.93(5)
1H) 9.1 Hz) ~9.1Hz) |=7.6Hz) |7.6Hz) 75Hz) | =6.6Hz)
T
N™ SN
S NH
23
. O . 8.19 757(m) | 6.68(d,J |7.87(d,J | 7.48 (m) 7.56 (t,J= | 7.73(d,J | 4.26 (t, J=10.2
d,J=1.9 =9.1Hz) |=7.6Hz) 7.6Hz) | =72Hz) |Hz),3.93 (t,J=
Br O C (@] HZ) 10.2 HZ)
N\\\/N
9 10
25
a § 8.65 8.10(d,J= | 7.52(d,d |8.15(d,J |7.76 (d,J= |7.67(t, I=|7.83(d,J | 4.86 (dd,J=09.1,
(s) 9.1 Hz) =9.1Hz) |=7.6Hz) | 7.6 Hz) 74Hz) |=72Hz) | 10.6 Hz); 4.49
B =0 (dd, 3=9.1.10.6
LI Ho)
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8.28 7.63(dd,J |694(d,J |[8.16(d,J |7.48(dt,J=|7.44(t,J=]|7.55(d,J |4.08-3.93 (m, 4H),

(d,J=23 |=23,87 =8.7Hz) |=7.6Hz) | 1.1,7.6 Hz) | 7.2 Hz) =7.2Hz) | 295 &2.59

Hz) Hz) (2xbr. s, 2x3H),
1.73 (s, 3H)

8.87 8.15(dd,J |7.76 (d,J |8.57(d,J |7.67(,J= |7.63 (1, J=]7.74(d,J |4.90-4.77 (m, 2H),

(d,J=19 |=1.9,8.8 = 88 Hz) |=7.6Hz) | 7.3 Hz) 7.6 Hz) = 7.3 Hz) | 4.29-4.19 (m, 2H),

Hz) Hz) 3.05 & 2.63
(2xbr. s, 2x3H),
1.84 (s, 3H), 9.97
(s, 1H)

8.46 7.76 (dd,J | 7.16(d,J |[831(m) |7.55(m) 7.55 (m) 8.00 (m) |4.38(,J=10.1

(d,J=22 |=22,8.8 = 8.8 Hz) Hz, 2H), 4.10 (t, J

Hz) Hz) =10.1 Hz, 2H),
15.58 (s, OH)

874 (br.s) | 8.11(d,J= |7.73(d,J |856(m) |7.67({,J= |7.63(t J [845(m) |[4.78(,J=9.5

9.1 Hz) =9.1 Hz) 7.3 Hz) =7.6 Hz) Hz, 2H), 4.20 (t, J

=9.5 Hz, 2H),
9.23 (s, OH)

Synthesis of compounds 2b, 2d, 2g, 2h and 2f and their analytical data has been given in reference 14 of manuscript.

2¢ Unpublished result

T We have used arbitrary systematic position numbering of protons for the sake of easier comparison within the same structural scaffold.

The IUPAC nomenclature of compounds is used throughout text in the Experimental section.
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11.0-

10.5- —— Compd 6

” 10.0- —— Compd 25

‘= 9.5- Compd 25H+

O 9.0- —— Compd 15

% 8.5- —— Compd 23
T 8.0- —— Compd 7
N ;z —— Compd 8
6.5 —+— Compd 9

6.0 Compd 13

0 Ha Hb Hc Hd H8 H7 H5 - Compd2b

Proton

Figure S1: Plot of aromatic 'H Chemical shifts for various fused azoles. Maximum variation of proton shifts is observed for aromatic
protons H8, Hd and H7 (shown in the square box).
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Computational details: All geometry optimizations have been carried out using closed-shell Hartree-Fock method' and 6-31G(d,p) basis
set” as it is implemented in Gaussian 03.* Then GIAO nuclear magnetic shielding tensors were calculated using the same method and basis
set as the one employed during the geometry optimizations. Isotopic shielding part of the GIAO nuclear magnetic shielding tensors® have
employed to calculated proton NMR chemical shifts relative to TMS (see Table S3). The TMS reference signal for proton chemical shifts
was found located at 32.3355 ppm. Chemical shifts have been calculated as follows: & (calc) = Isotropic Shielding(TMS) — Isotropic

Shielding(proton).

1 Ab initio studies and comparison of theoretical proton chemical shifts with those of experimentals.

1.1 Thiol-thione tautomerism of compound 23

Our energy calculations have showed that thione tautomeric form of compound 23 is more stable than thiol form by 16.95 kcal/mol.
Calculated proton chemical shifts for both forms are found to be almost identical (see Table S2) with exceptions of proton associated with
the tautomerization (proton in position A, Table S2) and proton interacting with the mercapto part of 23 (proton in position 8, Table S2).
Comparison of experimental and theoretical proton chemical shifts (see Table S2) suggests that thione form is indeed the only tautomeric
form present in solution. Thus the calculated chemical shift of proton in position 8 (11.10 ppm) in the thione form is found to be within 0.12
ppm from the experimental value of 10.98 ppm while in thiol form the theoretical value is 8.39 ppm (2.59 ppm from the experimental J).
Calculated chemical shift of proton in position A in thione form is also much closer to experimental value than the one in thiol (9.54 ppm
versus 5.58 ppm) but is still quite far from the experimental value of 14.93 ppm. This difference suggests that proton in position A is

probably involved in interaction with solvent which is not taken into account in our theoretical calculations.

S216



1.2 Ab intio simulation of proton chemical shifts

The assignment of experimental NMR spectra has been confirmed via ab initio simulations of proton chemical shifts (see Calculations
details in computational part). A good agreement (standard error 0.37 ppm, Figure 2) between experimental and theoretical values has been
obtained for the aromatic and aliphatic protons of all compounds (see Figure 2 as well as Table S3). However, the fast exchanging protons
of hydroxyl groups in compounds 8, 29, 2gH+ as well as proton in position A of compound 23 are not reproduced well missing the target
13 to 14 ppm chemical shift by almost 7 ppm (Table S3). Taking into account generally good reproducibility of experimental values by the
computational technique employed (see Figure 2), such large deviation cannot be explained by deficiencies in technique per se and can
probably be attributed to strong interactions of these protons with solvent which has not been taken into account in the gas phase
calculations employed. Calculated chemical shifts of protons in position d of all compounds under investigation have also shown quite large
0.5-1.2 ppm deviation from the experimental values (see Table S3) which suggests presence of interactions unaccounted for by the

theoretical model employed.
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Figure S2. Comparison between theoretical and experimental proton chemical shifts of all protons (excluding
hydroxyl protons of 8 and 29 as well as proton in position A of compound 23) in all compounds investigated
(Table S3). Linear regression y = (1.0146 #0.0179) x - (0.0120 #0.1405 ), R = 0.982, R? = 0.965, standard
error of estimate = 0.37 ppm. Excluding from this statistics the aromatic protons in positions 8 and d as well as
imidazole proton in position A of compound 2g (red diamonds) significantly improves statistical parameters
(linear regression y = (1.0121 # 0.0105) x - (-0.0940 #0.0809 ), R = 0.995, R* = 0.991, standard error of
estimate = 0.21 ppm). The fact that these protons can spacially interact with C2-substituents in the series via
solvent suggests a presence of additional interactions with the solvent which are not accounted for in the
theoretical model employed. Blue dashed line represents ideal 1 to 1 correspondence between theoretical and
experimental values.
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Table S2. Hartree-Fock energy of thiol and thione tautomeric forms™™° of compound 23 as well as calculated
(relative to TMS) and experimental chemical shifts® of aromatic protons (ppm) in compound 23.

HF energy

(au) 3(Hs) |8(H7)| 8(Hs) | 8(Hz) | 8(Hy) | 3(Hc) | 8(Hq)

876 | 823 | 1098 | 839 | 780 | 7.67 7.78
-3854.02610644| (8.89) [(8.21)| (8.39) | (8.12) | (7.89) | (7.77) | (8.49)
A=0.13 | A0.02 | A=2.59 | A=0.27 | A=0.09 | A=0.10 | A=0.71

876 | 823 | 1098 | 839 | 7.80 | 7.67 7.78
-3854.05312372| (8.74) | (8.20) | (11.10) | (8.21) | (7.93) | (7.83) | (8.48)
A=0.02 |A=0.03| A=0.12 | A=0.18 | A=0.13 | A=0.16 | A=0.70

23 (thione)
“The chemical shifts in parenthesis are from the ab initio calculations.
PA is a difference between experimental and calculated values (ppm).
‘AE = -0.02701728 a.u. = -16.95 kcal/mol, which means 23 (thione) is stabilized by 16.95 kcal/mol over 23 (thiol).
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Table S3: Comparison between theoretical and experimental chemical shifts

A =3(exp) -
Sr. No. Structure Proton 5 (exp), 5 (calc), d(calc),
position ppm ppm
ppm
5 9.00 8.80 0.20
7 8.27 8.08 0.19
8 8.12 8.39 -0.27
6 a 8.66 8.34 0.32
b 7.90 7.94 -0.04
c 7.78 7.84 -0.06
d 7.90 8.49 -0.59
5 9.15 9.00 0.15
7 8.48 8.39 0.09
7 8 8.85 9.38 -0.53
a 8.66 8.27 0.39
b 7.88 7.96 -0.08
c 7.76 7.87 -0.11
d 7.92 8.57 -0.65
5 9.01 9.01 0.00
7 8.33 8.28 0.05
8 8 8.82 9.39 -0.57
a 8.68 8.40 0.28
b 7.80 7.95 -0.15
c 7.76 7.88 -0.12
d 8.65 9.15 -0.50
OH 13.82 7.09 6.73
5 9.01 9.01 0.00
7 8.27 8.31 -0.04
8 8.73 9.42 -0.69
a 8.61 8.42 0.20
9 b 7.76 7.99 -0.23
c 7.70 7.84 -0.14
d 8.40 8.99 -0.59
A 3.07 2.97 0.10
B 3.22 2.99 0.23
5 9.18 9.05 0.13
7 8.38 8.29 0.09
8 8.86 9.37 -0.51
a 8.68 8.35 0.33
b 7.73 7.88 -0.16
c 7.73 7.84 -0.12
d 7.87 9.08 -1.21
13 A 2.04 234 20.30
B 2.39 2.04 0.35
C 1.49 1.53 -0.04
D 1.27 (1.18-1.35) 0.93 0.33
E 1.27 (1.18-1.35) 1.14 0.12
F 1.27 (1.18-1.35) 1.15 0.12
G 0.90 0.95 -0.05
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5 8.84 8.91 -0.07
15 7 8.31 821 0.10

8 8.65 8.23 0.42

a 839 8.12 027

b 777 7.89 20.12

c 7.64 777 20.13

d 778 851 20.73

A 10.17 921 0.96

5 8.76 8.89 20.13

23 7 8.23 821 0.02

, 8 10.98 8.39 259
(thiol form) a 839 8.12 027
b 7.80 7.89 20.09

c 7.67 777 20.10

d 778 8.49 20.71

A 14.93 5.58 9.35

5 8.76 8.74 0.02

23 7 8.23 8.20 0.03

8 10.98 11.10 20.12

. a 839 821 0.18
(thione form, b 7.80 7.93 20.13
more stable) c 7.67 783 -0.16
d 778 8.48 20.70

A 14.93 9.536 539

5 8.17 851 20,34

o5 7 757 786 20.29

8 6.68 6.80 20.12

a 7.89 8.05 20.16

b 757 7.80 20.23

c 7.46 775 20.29

d 773 8.36 20.63

A 3.92 334 0.58

B 425 397 028

5 8.65 925 20.60

25 H+ 7 8.10 8.76 20.66
8 752 757 20.05

a 8.15 8.62 20.47

b 776 8.36 20.60

c 767 8.43 20.76

d 7.83 8.82 20.99

A 486 441 0.45

B 4.49 421 028

C ; 6.73 ;

5 9.05 8.96/8.96 0.09/0.09

2 7 8.11 8.05/8.04 0.06/0.07

8 8.16 8.44/8.42 20.28/-0.26

a 8.74 8.59/8.59 0.15/0.15

b 777 8.00/8.00 20.23/-0.23

c 773 7.89/7.90 20.16/-0.17

d 8.57 9.14/9.15 20.57/-0.58

A 9.67 8.45/8.15 122/1.52
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8.25 7.50/7.83 0.75/0.42

C 7.90 7237127 0.67/0.63

OH 13.43 6.44/6.43 6.99/6.95

5 9.06 9.25 20.19

7 8.15 8.50 2035

8 8.15 8.47 20.32

2g H+ a 8.75 8.83 20.08
b 777 836 20.59

c 774 8.29 20.55

d 8.57 928 2071

A 7.98 8.41 20.43

B 9.83 934 0.49

C 8.30 9.16 20.86

D 13.43 6.46 6.97

5 8.66 8.76 20.10

b 7 7.95 8.02 20.07
8 777 8.19 -0.42

a 834 831 0.03

b 7.70 7.89 -0.19

c 758 779 2021

d 7.66 8.42 -0.76

A 408 401 0.07

5 8.90 8.87 0.03

2d 7 8.13 8.11 0.02
8 8.01 836 -0.35

a 8.55 8.43 0.12

b 7.80 8.00 20.20

c 7.67 788 2021

d 778 8.54 -0.76

A 8.44 8.77 -0.33

B 7.89 8.12 2023

C 7.13 732 -0.19

5 8.90 8.87 0.03

20 7 8.13 8.11 0.02
8 8.01 836 -0.35

a 8.55 8.43 0.12

b 7.80 8.00 -0.20

c 7.67 788 2021

d 778 8.54 -0.76

A 7.84 8.06 -0.22

B 8.42 8.60 -0.18

C 6.59 6.45 0.14

5 8.89 8.92 20.03

2 7 8.20 8.16 0.04
8 8.14 8.64 20.50

a 851 8.41 0.10

b 778 7.99 2021

c 7.66 787 2021

d 7.76 8.55 -0.79
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Table S4. Coordinates, charge, multiplicity, Hartree-Fock energy and dipole moment of ab initio
optimized geometries (HF/6-31G**, Gaussian 03).

Compound 6

Charge = 0 Multiplicity = 1
C,0,2.8321931156,-0.3539189876,0.0001501645
C,0,2.9056053728,-1.7657535663,0.0012153337
C,0,1.7614997579,-2.4922835998,0.0015944185
C,0,0.4953369331,-1.8527663348,0.0010105859
C,0,0.4307432081,-0.4434296756,0.0001151986
C,0,1.6441732963,0.2951614289,-0.0003822407
C,0,-0.8735941104,0.1178225207,-0.0002080945
C,0,-1.9618938651,-0.7197704298,-0.0006451507
C,0,-1.7597109082,-2.115926438,-0.0003887429
N,0,-0.5957282278,-2.6535667933,0.000816634
C,0,-1.3550495041,1.5370077913,0.0001312069
C,0,-2.7492440943,1.5090408507,-0.0005111458
C,0,-3.2211478661,0.092397202,-0.0010721999
0,0,-4.3488120441,-0.2777590361,-0.001558295
Cl1,0,-3.1157194747,-3.1907555048,0.0000072416
C,0,-0.7054317893,2.7548467321,0.0013695015
C,0,-2.8537753288,3.8765813488,0.0006192099
C,0,-3.5119932421,2.6500293798,-0.0002921291
H,0,1.777963683,-3.5654690114,0.0023117374
H,0,-3.4177256151,4.7916527318,0.0007340403
H,0,-4.5846367036,2.584829923,-0.0008161826
Br,0,4.4465412433,0.6383757844,-0.0007433574
H,0,3.8651940481,-2.2461841863,0.0016581501
H,0,1.6341203189,1.3625673132,-0.0014550378
H,0,0.3613349522,2.8444797842,0.0024307023
C,0,-1.4719923372,3.9198258183,0.0015077274
H,0,-0.9716810099,4.8716701691,0.002499054

HF=-3768.686413

RMSD=6.219¢-009

Dipole =1.0156339,1.6672115,0.0008983
PG=CO01 [X(C16H7Br1CIIN101)]

Compound 7

Charge = 0 Multiplicity = 1
C,0,-2.7546423812,-0.211321651,0.0301817128
C,0,-2.8608595116,-1.6013872744,0.0045938737
C,0,-1.7244253663,-2.3669670465,-0.0243731759
C,0,-0.4790968458,-1.7417665378,-0.027751935
C,0,-0.3510963872,-0.3457086034,-0.0023178356
C,0,-1.534716591,0.407920594,0.0269862453
C,0,0.9914188179,0.2221703118,-0.0080475764
C,0,2.0806958966,-0.579992122,-0.0371896005
C,0,1.9320981158,-2.0009533558,-0.0628024104
N,0,0.6836766345,-2.4919802425,-0.0567459169
C,0,1.4510556106,1.6542933034,0.0140273104
C,0,2.8483953621,1.646712965,-0.0036707184
C,0,3.3331874557,0.2347426361,-0.0371300736
0,0,4.4557628738,-0.1449517814,-0.0584983975

S223



N,0,2.7594395824,-3.0051799111,-0.0924304918
C,0,0.788683952,2.8623856056,0.0458835204
C,0,2.920999511,4.01559428,0.0415186265
C,0,3.5949507302,2.7953502971,0.0093133967
H,0,-1.7761707248,-3.4378319267,-0.044458224
H,0,3.4738316749,4.9372718473,0.0524973491
H,0,4.6683306056,2.7441040382,-0.0051681794
Br,0,-4.3300456313,0.8374457994,0.0700545265
H,0,-3.8275490205,-2.0669758121,0.007604584
H,0,-1.5007450866,1.4737154276,0.047185071
H,0,-0.2782735774,2.9446630267,0.0608823728
C,0,1.5416197065,4.039420711,0.0593249412
H,0,1.0272772793,4.9834250821,0.0841704199
N,0,0.7690182894,-3.8247037347,-0.0835657969
N,0,1.9948918514,-4.0941825534,-0.1041024299

HF=-3472.4876487
RMSD=4.911¢-009
Dipole=-2.0009017,2.5810999,0.0749247
PG=C01 [X(C16H7BrIN401)]

Compound 8

Charge = 0 Multiplicity = 1
C,0,-3.0030838179,-0.2478445663,0.039511649
C,0,-3.1048994734,-1.6370444626,0.013903926
C,0,-1.9624294829,-2.3938401885,-0.017766694
C,0,-0.7218625018,-1.7602797899,-0.0237401007
C,0,-0.5976756806,-0.3650713535,0.0016933905
C,0,-1.7864435263,0.3795506425,0.033784192
C,0,0.7446560631,0.2093235518,-0.0069287041
C,0,1.8385802222,-0.5870496283,-0.0387831751
C,0,1.6922544754,-2.010561627,-0.0644389952
N,0,0.4465868622,-2.5053367491,-0.0556049822
C,0,1.2070264541,1.6288575735,0.0141484161
C,0,2.61217113,1.6308512131,-0.0066823921
C,0,3.0685563212,0.2229486386,-0.0411481553
N,0,4.2064840429,-0.3091058692,-0.0685939816
N,0,2.5226588864,-3.0141963739,-0.0963613958
C,0,0.5270089849,2.8314892037,0.0479803934
C,0,2.6327203632,4.0112996104,0.0399791371
C,0,3.3296854104,2.8086252511,0.0058904601
H,0,-2.0064905153,-3.4651035957,-0.0380422504
H,0,3.1740756385,4.9400972884,0.0502838072
H,0,4.399943413,2.7957432071,-0.0102531321
Br,0,-4.5838250993,0.7950194802,0.0832039243
H,0,-4.0689086111,-2.1079069096,0.0189576972
H,0,-1.7616264875,1.4452750832,0.0542010492
H,0,-0.5411465359,2.8903377826,0.0649885729
C,0,1.2516942126,4.0188182636,0.0606434721
H,0,0.7225076976,4.9545905562,0.0869798023
N,0,0.5350581935,-3.8366149803,-0.0828077573
N,0,1.7618773849,-4.104338331,-0.1063463177
0,0,5.2292307072,0.578291381,-0.0663820545
H,0,6.0052657043,0.0416658648,-0.0884763341
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HF=-3527.4606282

RMSD=5.653¢-009
Dipole=-0.5696856,2.1381979,0.0503419
PG=CO01 [X(C16H8BrIN501)]

Compound 9

Charge = 0 Multiplicity = 1
C,0,-4.2900581858,-0.2404878818,0.074473012
C,0,-4.425679385,-1.6222083728,0.1918538627
C,0,-3.3023941946,-2.4050655225,0.2545006973
C,0,-2.0462340782,-1.8049680374,0.2005163769
C,0,-1.8881067556,-0.4179969584,0.0846663328
C,0,-3.0582542492,0.3538522397,0.0213776593
C,0,-0.5312734318,0.11881887,0.0341087966
C,0,0.5425024942,-0.7024483081,0.0832400182
C,0,0.3620700062,-2.1174058281,0.2124420101
N,0,-0.8973113525,-2.5762135132,0.2624320702
C,0,-0.0358235802,1.5242827921,-0.069990371
C,0,1.3691532245,1.494339749,-0.0800315665
C,0,1.7937645691,0.0754943208,0.0074620921
N,0,2.9108728117,-0.4988394312,0.0102523807
N,0,1.1651255344,-3.1369904773,0.3121626037
C,0,-0.6902210279,2.7377465843,-0.150082508
C,0,1.4377526889,3.8695056603,-0.2596295486
C,0,2.1083989043,2.6536483712,-0.1773861106
H,0,-3.3725748085,-3.4713334727,0.3439379408
H,0,1.9991753749,4.7831074814,-0.3357057927
H,0,3.1776134009,2.6221472614,-0.1922872057
Br,0,-5.8445142075,0.8380571327,-0.0144525385
H,0,-5.401099525,-2.0672259122,0.231658655
H,0,-3.0083968447,1.4146658776,-0.0714590785
H,0,-1.7566239338,2.819596228,-0.1433329164
C,0,0.0583558644,3.9072765297,-0.2437671077
H,0,-0.4519235363,4.8517015114,-0.3060802095
N,0,-0.8434355478,-3.9027929914,0.3931635932
N,0,0.3762309392,-4.2015002406,0.4194230113
0,0,3.9544087868,0.3837830081,0.0031404877
C,0,5.1127268632,-0.1573723108,-0.4645275142
N,0,6.1760545179,0.5630052991,-0.0495295807
C,0,6.1074543437,1.6921047241,0.8558116757
C,0,7.4801552637,0.2577648882,-0.6049186629
0,0,5.1428843575,-1.10956004,-1.1700014354
H,0,5.2137945615,1.6530061033,1.4559837599
H,0,6.1330353127,2.637019224,0.3173714385
H,0,6.9648898219,1.659633806,1.518234131
H,0,7.8743592576,1.1189955483,-1.1375257167
H,0,7.3956185011,-0.5726945877,-1.2850431586
H,0,8.1732902018,-0.0023720306,0.1889311681

HF=-3773.3083721

RMSD=5.117¢-009
Dipole=-0.5776884,3.4349931,0.4627808
PG=C01 [X(C19H13BrIN602)]
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Compound 13

Isomer 1

Charge = 0 Multiplicity = 1
C,0,-4.7836692929,-0.1983297716,-1.2972301773
C,0,-4.7783617447,-1.5486436696,-1.6389824322
C,0,-3.7068064421,-2.3268873696,-1.2847974938
C,0,-2.6450196932,-1.7529481699,-0.5897175321
C,0,-2.6318024978,-0.3977241886,-0.2341455916
C,0,-3.742291582,0.3702158937,-0.6134680207
C,0,-1.4719854482,0.1192300392,0.4932905347
C,0,-0.4470764674,-0.6910273413,0.8168462336
C,0,-0.4791757038,-2.0691349684,0.4438399595
N,0,-1.5491971919,-2.5188267155,-0.2218510501
C,0,-1.148704238,1.4857426868,0.9945286615
C,0,0.1110445558,1.4331187731,1.6032761846
C,0,0.6657833003,0.0137554173,1.5597669534
0,0,1.8020581936,-0.1269596787,0.6996843055
N,0,0.3375638536,-3.0713755098,0.6165164433
C,0,-1.8473015287,2.6802272536,0.9635063308
C,0,-0.0361581045,3.7512417486,2.1372339364
C,0,0.6678460444,2.5527862932,2.1816188815
H,0,-3.6712732551,-3.3694393009,-1.5338247969
H,0,0.389169366,4.634893834,2.5783067762
H,0,1.6318873273,2.5016920671,2.6477189165
Br,0,-6.264841319,0.8746424309,-1.7903545638
H,0,-5.6052544374,-1.973202983,-2.1747510986
H,0,-3.7922824722,1.4087931495,-0.3768049797
H,0,-2.8165681192,2.7691028247,0.5184555922
C,0,-1.2782803919,3.8112667032,1.5352134524
H,0,-1.8178388297,4.7411928093,1.5099618624
N,0,-1.3685747364,-3.8212844508,-0.4563265655
N,0,-0.2560403437,-4.1156745186,0.0466868195
C,0,3.0211470984,0.2992738717,1.0115230075
C,0,4.0057754279,-0.1037524983,-0.0579874158
C,0,5.4318102068,0.3579877229,0.2238980838
0,0,3.288494492,0.9131230788,1.9942081313
C,0,6.4057206014,-0.0665594549,-0.8759832066
C,0,0.9010119826,-0.6030283299,2.9399027346
H,0,3.6392878822,0.2955769285,-1.0000270376
H,0,3.9487442495,-1.1847256093,-0.1525033418
H,0,5.7557826756,-0.044384614,1.1790808104
H,0,5.4444531554,1.4387114158,0.3312935625
H,0,6.0730812691,0.3378469729,-1.8312656963
H,0,6.384155112,-1.1504512088,-0.9807221614
C,0,7.8417218544,0.3862673548,-0.6091761877
C,0,8.8222871372,-0.0344259567,-1.7047861579
C,0,10.2550289681,0.4206785964,-1.4320627519
H,0,-0.0361765702,-0.6141890939,3.484989008 1
H,0,1.6261446594,-0.035390211,3.5018042084
H,0,1.2504888553,-1.6222785801,2.8287497385
H,0,8.1747743384,-0.0182803643,0.345533202
H,0,7.863748316,1.4701434686,-0.5042296448
H,0,8.4908071786,0.3702181911,-2.6593211099
H,0,8.8016420427,-1.1175370966,-1.8096122091
H,0,10.6282223324,0.0040492924,-0.5005464626
H,0,10.3151720807,1.5029655525,-1.3563811186
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H,0,10.9253322018,0.1070448238,-2.226461231

HF=-3859.6739138
RMSD=4.372¢-009
Dipole=-0.8192255,1.5281333,-0.307326
PG=CO1 [X(C24H23BrIN402)]

Isomer 2

Charge = 0 Multiplicity = 1
C,0,-4.6382289576,-0.2509237662,1.7405099546
C,0,-4.5806776669,-1.597053397,2.0938183707
C,0,-3.5352131721,-2.3641150571,1.6489125252
C,0,-2.5516514703,-1.7832284095,0.8519597828
C,0,-2.5921005562,-0.4320932957,0.4831641557
C,0,-3.673856317,0.3244054358,0.9567974804
C,0,-1.5131310212,0.0928114306,-0.3546003835
C,0,-0.5108576827,-0.7065945807,-0.7645272799
C,0,-0.4872537903,-2.0806765468,-0.3763760929
N,0,-1.4835286054,-2.5377504536,0.3909576103
C,0,-1.2586454122,1.4579814631,-0.8973843603
C,0,-0.060645008,1.4161325477,-1.6208614286
C,0,0.5169378234,0.0052890965,-1.6153542342
N,0,0.3248099372,-3.0732556677,-0.6145446405
C,0,-1.9690095266,2.6428678869,-0.812830303 1
C,0,-0.2917409035,3.7258391197,-2.1615133124
C,0,0.4228667288,2.5368807089,-2.2598031873
H,0,-3.4608984855,-3.4031587853,1.9039698715
H,0,0.0772552807,4.6103311631,-2.6491646399
H,0,1.3397828393,2.4940124677,-2.8135766787
Br,0,-6.0830141466,0.8065952547,2.3590110259
H,0,-5.3475035671,-2.0270865419,2.7087163399
H,0,-3.7613913948,1.3593963815,0.7153599105
H,0,-2.8936119644,2.7232643628,-0.279814749
C,0,-1.4728726812,3.7752701628,-1.4464416445
H,0,-2.021545763,4.6977953569,-1.3798967891
N,0,-1.2622145592,-3.8347664556,0.6206122523
N,0,-0.1971767467,-4.119204689,0.0187306256
0,0,1.7306526426,-0.1096868688,-0.8639956638
C,0,2.9086816178,0.3302035973,-1.2926445371
C,0,3.9947596225,-0.0465609953,-0.3157837456
C,0,5.381159382,0.4318815094,-0.7344110771
0,0,3.0739031742,0.9365268045,-2.3021254396
C,0,6.459680719,0.0338724856,0.2739845298
H,0,3.9630942166,-1.127058871,-0.2052913233
H,0,3.7118001993,0.3584739983,0.6522572819
H,0,5.3674096109,1.5113529722,-0.8535921751
H,0,5.6206653346,0.0230162611,-1.7114968472
H,0,6.4643282251,-1.048926046,0.391377815
H,0,6.2115118617,0.4446328132,1.251964606
C,0,7.8575474933,0.5037238105,-0.130422265
C,0,0.6315246039,-0.6237878211,-3.0051877443
C,0,8.94222664,0.1096008324,0.8730662238
C,0,10.3362846731,0.5815233021,0.4630110199
H,0,7.8533368786,1.5865121694,-0.2480523342
H,0,8.1061905356,0.0928490328,-1.1078730176
H,0,1.2924470141,-0.0524638366,-3.638071058
H,0,-0.3521671985,-0.6542217507,-3.4601616566
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H,0,1.0050952997,-1.6367064075,-2.9169934366
H,0,8.9477360287,-0.9723976644,0.9905079445
H,0,8.6951644377,0.52066387,1.8501741551
H,0,10.3728012235,1.6635839997,0.3708147954
H,0,10.6272322165,0.1592575517,-0.4949112159
H,0,11.0823747572,0.286667846,1.1945505045

HF=-3859.6739138
RMSD=4.372¢-009
Dipole=-0.8103326,1.5200273,0.367354
PG=C01 [X(C24H23BrIN402)]|

Compound 15

Charge = 0 Multiplicity = 1
C,0,-2.7653725384,-0.1913512223,0.0306524043
C,0,-2.8847954436,-1.5749886312,0.0061271348
C,0,-1.7509931619,-2.3493242168,-0.0223779792
C,0,-0.4922263176,-1.7529429206,-0.026673808
C,0,-0.3602275773,-0.3549183459,-0.0021263831
C,0,-1.5331443069,0.4086651479,0.0267040331
C,0,0.9850780934,0.2143751165,-0.0081275274
C,0,2.0679669698,-0.5883729145,-0.0363346947
C,0,1.9338023199,-2.0157230364,-0.061164209
N,0,0.661935164,-2.5272331836,-0.0552965419
C,0,1.4419010495,1.6484964783,0.0126804329
C,0,2.8391836808,1.6407798075,-0.0047566975
C,0,3.3222483424,0.2280455199,-0.0368229147
0,0,4.4462122639,-0.1473567829,-0.0577436858
N,0,2.8043095252,-2.964880784,-0.08929964 74
C,0,0.7828285437,2.8584554347,0.0431152329
C,0,2.9166734985,4.0099957989,0.0380014218
C,0,3.5876162189,2.7877305642,0.0071493973
H,0,-1.8445431115,-3.4177534271,-0.0412845452
H,0,3.4711019265,4.9307773255,0.0481333267
H,0,4.6609282792,2.7335812333,-0.0071395432
Br,0,-4.3257531648,0.880312453,0.0700790553
H,0,-3.8542531117,-2.0348922844,0.0094310253
H,0,-1.4844687465,1.4737114006,0.0461642974
H,0,-0.2837992674,2.9450143608,0.0578105195
C,0,1.5378647682,4.0348503692,0.0554899483
H,0,1.0241631455,4.9793912328,0.0792487941
C,0,0.8651662092,-3.8782340908,-0.0825942078
N,0,2.1188958285,-4.1347881536,-0.1025765348
H,0,0.0851278258,-4.6068297362,-0.0866217606

HF=-3456.5228163
RMSD=4.870e-009

Dipole=-2.5890061,1.6114949,0.0613891
PG=CO01 [X(C17H8BrIN301)]

Compound 23

Thiol form

S228



Charge = 0 Multiplicity = 1
C,0,-2.7498096995,0.267081408,0.0361160337
C,0,-2.8816811233,-1.1111117979,0.0133987089
C,0,-1.7558631393,-1.9009119132,-0.0133896668
C,0,-0.4847849435,-1.3327509049,-0.0179654057
C,0,-0.3460975507,0.069618392,0.0051641851
C,0,-1.5075233328,0.8465276964,0.0321041314
C,0,0.9934166715,0.650164468,0.0001198368
C,0,2.0754022719,-0.1480630522,-0.0263684117
C,0,1.9485233744,-1.5737861579,-0.0500996283
N,0,0.6776375298,-2.1165952941,-0.0451316344
C,0,1.4460085766,2.0867040472,0.0204040666
C,0,2.8436491711,2.0804690057,0.0043110919
C,0,3.3296422048,0.6690478981,-0.0262251133
0,0,4.4543847334,0.2962207115,-0.0456644234
N,0,2.8425527789,-2.4926615677,-0.0765575974
C,0,0.7877130897,3.2973690329,0.0494071903
C,0,2.9215128597,4.4496312157,0.0453823015
C,0,3.5921590546,3.2272495503,0.0160546029
H,0,-1.8877547805,-2.96081568,-0.0305224889
H,0,3.4758225921,5.3704832184,0.0553451979
H,0,4.6654582977,3.1725657609,0.0028088293
Br,0,-4.2932772267,1.3612814405,0.0729927644
H,0,-3.8538638697,-1.5650360322,0.0165571671
H,0,-1.4409807643,1.9100227236,0.0500262008
H,0,-0.2785260154,3.386532592,0.0632325342
C,0,1.5428837301,4.4738201958,0.0616041791
H,0,1.0286159757,5.41807893,0.0842330039
C,0,0.9305427419,-3.466970909,-0.0718733108
N,0,2.1935305008,-3.6805347653,-0.0901123973
S,0,-0.2427893503,-4.7816596008,-0.0817362175
H,0,0.6952738285,-5.7158816674,-0.1095896778

HF=-3854.0261064

RMSD=4.565¢-009
Dipole=-2.1563163,1.403344,0.0493519
PG=C01 [X(C17H8BrIN301S1)]|

Thione form

Charge = 0 Multiplicity = 1
C,0,-2.7599825159,0.2489170144,0.0212177502
C,0,-2.8872638383,-1.1278969522,0.0056421774
C,0,-1.7611271928,-1.9220099825,-0.0113492481
C,0,-0.4951832908,-1.3477860193,-0.0129331286
C,0,-0.3589314576,0.0555607929,0.0030323265
C,0,-1.5180946899,0.8322589967,0.0199681676
C,0,0.9782405443,0.6448963799,0.0013090502
C,0,2.066387779,-0.1432822039,-0.0156294497
C,0,1.9469248742,-1.5703571897,-0.0321980209
N,0,0.6767039797,-2.1356867728,-0.0303096612
C,0,1.4255620399,2.0839361192,0.0160401378
C,0,2.8236251265,2.0835483419,0.0066464989
C,0,3.3154288434,0.674337715,-0.0139465585
0,0,4.4410595554,0.3010550967,-0.0260336683
N,0,2.8616715943,-2.4563729806,-0.0492746639
C,0,0.7608819731,3.2910644968,0.0354503466
C,0,2.8894691318,4.452501629,0.0354208584

S229



C,0,3.5669251673,3.2335749198,0.0158298043
H.,0,-1.8632618879,-2.9847035041,-0.023388752
H,0,3.4392915031,5.3760139375,0.0431080066
H.,0,4.6404914325,3.1847632421,0.0080249313
Br,0,-4.3036843215,1.3434858478,0.0444718908
H,0,-3.8583956752,-1.5842785354,0.006650573
H,0,-1.4538120604,1.895690111,0.0321835518
H,0,-0.3055290807,3.3749822221,0.043747794
C,0,1.5106789103,4.4709416619,0.0449567804
H,0,0.9922046471,5.4128721505,0.0600966023
C,0,0.857107404,-3.5029925987,-0.0481935693
N,0,2.1771997547,-3.6205945023,-0.0587287332
S,0,-0.2073480588,-4.8043037648,-0.0565999901
H,0,2.6541347197,-4.49162377,-0.0724618263

HF=-3854.0531237

RMSD=8.709¢-009
Dipole=-0.3412225,2.4638613,0.0323475
PG=CO1 [X(C17H8BrIN301S1)]|

Compound 25

Charge = 0 Multiplicity = 1
C,0,-2.7882386501,-0.1234294834,0.0349727118
C,0,-2.9010909136,-1.504944916,0.0111520027
C,0,-1.7689392851,-2.2848937345,-0.0181981483
C,0,-0.4993277426,-1.6979336474,-0.0243760224
C,0,-0.3841875537,-0.2905262128,-0.0002489829
C,0,-1.5512520512,0.4725378809,0.0293689448
C,0,0.9650923942,0.2657562216,-0.0081107194
C,0,2.0468878673,-0.5391539176,-0.036908009
C,0,1.9305103753,-1.9836968681,-0.0616252466
N,0,0.6260029492,-2.4693389837,-0.0533185681
C,0,1.4236614644,1.7002726142,0.0116836681
C,0,2.8193012813,1.6896011668,-0.006767483
C,0,3.2984580884,0.2730316134,-0.0386183084
0,0,4.4279412744,-0.0899923399,-0.0599358478
N,0,2.8440234613,-2.8476679109,-0.0894543909
C,0,0.7653688927,2.9113513851,0.0419203171
C,0,2.9006662222,4.0581352013,0.0346449402
C,0,3.5699239873,2.8352454786,0.0039633858
H,0,-1.8668875792,-3.3526641864,-0.036395101
H,0,3.4565733326,4.978270142,0.0438973105
H,0,4.643117543,2.7790329069,-0.0111060707
Br,0,-4.3496844379,0.9524359859,0.0755939394
H,0,-3.8703708208,-1.9666336428,0.0156233256
H,0,-1.5010513202,1.5378392307,0.048317033
H,0,-0.3010119904,2.9987004734,0.0572351096
C,0,1.521457836,4.0863896407,0.0531167229
H,0,1.009666612,5.0320127587,0.0767069919
C,0,0.6845762786,-3.9245280184,-0.0805857768
C,0,2.2162805601,-4.1602803127,-0.1051909971
H,0,0.1854659869,-4.3140016824,-0.9614838859
H,0,0.2088159295,-4.346025189,0.7984929187
H,0,2.5214475723,-4.7041818664,-0.9924607196
H,0,2.5445806836,-4.7362260182,0.7531247034

S230



HF=-3441.7125376

RMSD=8.244¢-009
Dipole=-1.5758249,0.1144842,0.022368
PG=C01 [X(C18H11BrIN201)]

Compound 25 H+

Charge = 1 Multiplicity = 1
C,0,-2.8183252567,-0.1203978507,0.0463851809
C,0,-2.8972196284,-1.5149008551,0.0188301416
C,0,-1.7560958941,-2.2744731801,-0.0167501332
C,0,-0.5058364283,-1.6532151424,-0.0255827934
C,0,-0.4111806399,-0.2455073856,0.0019572544
C,0,-1.6022503506,0.5008916332,0.0381409622
C,0,0.9079183735,0.333872481,-0.0089323748
C,0,2.0026898669,-0.4836637506,-0.0449769913
C,0,1.866752335,-1.8767031746,-0.0714596717
N,0,0.6486879225,-2.4159462817,-0.0614805571
C,0,1.4006171082,1.7457236793,0.0119313842
C,0,2.8038429167,1.7131898988,-0.0130209284
C,0,3.2602978649,0.2969193756,-0.0504725633
0,0,4.3635723021,-0.1497625178,-0.0789162164
N,0,2.807890574,-2.792942141,-0.1066728454
C,0,0.7527094333,2.9618609498,0.0484523669
C,0,2.9025191713,4.0795481565,0.0345096746
C,0,3.5652975319,2.8517286745,-0.0024956646
H,0,-1.8366368104,-3.3436367773,-0.0375415184
H,0,3.4676900672,4.9931884233,0.0437297155
H,0,4.6379050397,2.7934290671,-0.022252135
Br,0,-4.4002508009,0.9010631384,0.0950574589
H,0,-3.8577765038,-1.9938083088,0.0255950462
H,0,-1.5686390446,1.5674625024,0.0596671364
H,0,-0.3132298853,3.0569211914,0.0689220247
C,0,1.5229232547,4.1268539271,0.0593622924
H,0,1.0253617423,5.0787882745,0.0877813883
C,0,0.733191258,-3.8871559747,-0.0932860602
C,0,2.2587222599,-4.1441054746,-0.1252032755
H,0,0.2351979283,-4.2658617223,-0.9747693378
H,0,0.2659584901,-4.3021935017,0.7886798815
H,0,2.5613404764,-4.6672729405,-1.0216490625
H,0,2.5919954175,-4.703841518,0.7376483895
H,0,3.7755441638,-2.5528613585,-0.1187518449

HF=-3442.1415096
RMSD=5.212¢-009
Dipole=1.2767589,-2.3448734,-0.0708537
PG=C01 [X(CI18H12BrIN201)]

Compound 2g

Charge = 0 Multiplicity = 1
C,0,-3.4139534617,-0.1682739282,0.1962565909
C,0,-3.4076773197,-1.5769454835,0.093721865
C,0,-2.2226732944,-2.2276820993,-0.0041958103

S231



C,0,-0.9978051412,-1.5121942737,-0.003479443
C,0,-1.0123720643,-0.1086648362,0.1041709047
C,0,-2.2661163367,0.5509856167,0.2021541839
C,0,0.2598134006,0.5282224676,0.0649242291
C,0,1.3967374889,-0.2307450909,-0.0776823573
C,0,1.2841175081,-1.647276529,-0.1060614277
N,0,0.137771135,-2.2382552418,-0.08169261
C,0,0.6463186909,1.9653423689,0.0921820576
C,0,2.0289757338,2.0518824829,-0.1160867083
C,0,2.5584498846,0.6760092226,-0.2696548261
N,0,3.7020900537,0.2555265201,-0.5758433833
N,0,2.3998047495,-2.4980650867,-0.1645230734
C,0,-0.089791382,3.1190176612,0.2938933877
C,0,1.9243627098,4.4247110763,0.056938378
C,0,2.6752630868,3.2728141238,-0.1397643288
H,0,-2.1759348793,-3.2974320489,-0.0816350444
H,0,2.4099195381,5.3839090642,0.0448602265
H,0,3.7311074031,3.3308968433,-0.3020937989
Br,0,-5.0818904404,0.724869216,0.3243060096
H,0,-4.3366002594,-2.1142598919,0.0940474438
H,0,-2.3235303944,1.6140499647,0.2712593183
H,0,-1.1436551955,3.1027182984,0.4777042307
C,0,0.5609784831,4.3461671986,0.2736611739
H,0,-0.007822705,5.2449276276,0.4318905455
C,0,3.5456041482,-2.4782698085,0.6101910102
C,0,4.1973947891,-3.6170820849,0.3230149373
N,0,3.4972259175,-4.3555348646,-0.6060632725
C,0,2.4383939655,-3.6768344034,-0.8515457529
H,0,3.7728129615,-1.6747029485,1.2723385745
H,0,5.1286812236,-3.9602183825,0.7228913382
H,0,1.6496479745,-3.9548105802,-1.5177203359
0,0,4.6201794065,1.2360255208,-0.7755384664
H,0,5.4057361659,0.7734939546,-1.0189171132

HF=-3588.4210539

RMSD=5.458e-009
Dipole=-0.0307091,2.0660834,0.2518793
PG=CO01 [X(C19H11BrIN401)]

Compound 2gH+

Charge = 1 Multiplicity = 1
C,0,-3.4376962199,-0.1497917312,0.2215476191
C,0,-3.4262739095,-1.5633608778,0.1514472138
C,0,-2.2437622364,-2.2172233756,0.0570631911
C,0,-1.0235153438,-1.4969764658,0.0283884306
C,0,-1.035059497,-0.0867281774,0.1016214177
C,0,-2.2906681102,0.5709611974,0.1984969604
C,0,0.2285153099,0.5610589164,0.0473244863
C,0,1.3763648906,-0.1982371532,-0.0681112148
C,0,1.2422408882,-1.5933047552,-0.0898951863
N,0,0.1191275824,-2.2147336443,-0.0539710093
C,0,0.6190182374,1.9953847048,0.0471673967
C,0,2.009632429,2.0756247581,-0.1229361792
C,0,2.54637382,0.7006760171,-0.224977449
N,0,3.7021964942,0.2556885064,-0.4430796763

S232



N,0,2.3786007931,-2.4774135735,-0.1662189845
C,0,-0.1228882854,3.1537327826,0.1862165576
C,0,1.9009152284,4.4506854019,-0.0272563105
C,0,2.6586916043,3.2938841373,-0.1640602281
H,0,-2.2006911002,-3.2886038476,0.0065530938
H,0,2.3864511825,5.408942943,-0.05485244
H,0,3.7188809168,3.3496499133,-0.295800835
Br,0,-5.0993559847,0.7346359832,0.3486134183
H,0,-4.3544038938,-2.1012450162,0.1749163221
H,0,-2.3488694709,1.6345959059,0.2495772095
H,0,-1.1826406196,3.1461829219,0.3304367616
C,0,0.5311112632,4.3792804065,0.1472235969
H,0,-0.0407848705,5.2826600413,0.256109085
C,0,3.5063983112,-2.4963582109,0.6381001427
C,0,4.2049217091,-3.5883021062,0.3097547519
N,0,3.4920980526,-4.2228834964,-0.6914275326
C,0,2.4007049318,-3.5391217599,-0.9418859773
H,0,3.6994160664,-1.7351018142,1.357603873
H,0,5.1256578648,-3.9739194767,0.6874905986
H,0,1.6407010742,-3.7962515465,-1.6472827123
0,0,4.6407646903,1.221057091,-0.5998752087
H,0,5.4407774069,0.7629960584,-0.8014758317
H,0,3.7525368041,-5.0665290215,-1.154237995

HF=-3588.8237819

RMSD=7.051e-009
Dipole=4.6452388,-3.7795648,-0.7429579
PG=CO1 [X(C19H12BrIN401)]

Compound 2b

Charge = 0 Multiplicity = 1
C,0,-2.8124827911,-0.1866511805,0.0161225686
C,0,-2.9427105787,-1.590696118,-0.0062719526
C,0,-1.8285485564,-2.3660595086,-0.0267325077
C,0,-0.5353160958,-1.7872486632,-0.02600484 12
C,0,-0.4169309658,-0.3813957138,-0.0035996538
C,0,-1.5943473383,0.4074937688,0.0176020201
C,0,0.9147172172,0.1278587127,-0.0042988851
C,0,1.9627070945,-0.7484178755,-0.0256429537
C,0,1.715396296,-2.1477646535,-0.0469942074
N,0,0.5221217648,-2.6352767044,-0.0470768178
C,0,1.4562981634,1.526740354,0.0148813913
C,0,2.8487684062,1.4373636163,0.0042961888
C,0,3.2552827809,-0.0028658035,-0.0219361761
0,0,4.366634294,-0.422207996,-0.0360637395
0,0,2.7674846295,-2.9400459377,-0.0670192208
C,0,0.8603077987,2.7705613615,0.038819851
C,0,3.054437474,3.7987459091,0.0412073219
C,0,3.6590108413,2.5440089644,0.016924591
H,0,-1.8961433332,-3.4373282034,-0.0439800151
H,0,3.6580409128,4.6883199735,0.0516846776
H,0,4.7279751271,2.4329713216,0.0080977367
Br,0,-4.3828836516,0.8775481101,0.0446889196
H,0,-3.9207818485,-2.032976778,-0.0069067499
H,0,-1.5361552974,1.4736926564,0.035037803
H,0,-0.2018983162,2.9053994176,0.0477695096

S233



C,0,1.6766957843,3.9021747016,0.0518229715
H,0,1.2179013639,4.8746812189,0.0705246233
C,0,2.5652189718,-4.338475788,-0.088535223
H.,0,2.0138109029,-4.6334107016,-0.9710008164
H,0,2.0253322384,-4.6621976468,0.7909570016
H,0,3.5540153033,-4.7705992159,-0.1020575716

HF=-3423.6905686

RMSD=8.253¢-009
Dipole=-0.5022873,0.5041672,0.0112763
PG=C01 [X(C17H10BrIN102)]

Compound 2d

Charge = 0 Multiplicity = 1
C,0,-3.2110980415,-0.0992350338,0.146798779
C,0,-3.2071045236,-1.5104976955,0.0409476045
C,0,-2.027791918,-2.1696402235,-0.0510121668
C,0,-0.7959395847,-1.4617029565,-0.0413784487
C,0,-0.809280255,-0.0561496061,0.0657868946
C,0,-2.0608832031,0.612227532,0.159002544
C,0,0.4613642142,0.5706470758,0.0416207933
C,0,1.6028930089,-0.1948290096,-0.0681189417
C,0,1.4884549646,-1.6102222089,-0.124183448
N,0,0.3319126437,-2.1921306836,-0.1181736537
C,0,0.8398228204,2.0207236096,0.062036742
C,0,2.2198047187,2.0946757971,-0.1036001202
C,0,2.7833691121,0.7193815246,-0.21009517
0,0,3.9286633709,0.452506228,-0.3881607863
N,0,2.5858517723,-2.4712322032,-0.2054636149
C,0,0.1169558944,3.1879836543,0.2077197252
C,0,2.1701719344,4.4603074142,0.0003971296
C,0,2.9021560872,3.2851321167,-0.1407183057
H,0,-1.9884349942,-3.2393967611,-0.1298676601
H,0,2.6679060502,5.4127279116,-0.0226652746
H,0,3.9684307408,3.2956587229,-0.2737151244
Br,0,-4.8762642375,0.7969624787,0.2712586152
H,0,-4.1388695214,-2.0430988599,0.0349919291
H,0,-2.1097433451,1.6754112913,0.2355615904
H,0,-0.9433040089,3.2032759368,0.351834791
C,0,0.799819019,4.40347594,0.1747010099
H,0,0.2420803824,5.3158029861,0.2884322435
C,0,3.8463271721,-2.3712370664,0.3672304181
C,0,4.4480487085,-3.5451616798,0.1237984074
N,0,3.6130662289,-4.3856791159,-0.5828393802
C,0,2.5263018916,-3.7314433904,-0.7437039519
H,0,4.1838738051,-1.4929958453,0.8628982102
H,0,5.4346584742,-3.8463639267,0.4070483007
H,0,1.6471771256,-4.0780787771,-1.2413246728

HF=-3533.4539629
RMSD=8.752¢-009
Dipole=-1.2295682,2.3341505,0.429061 1
PG=CO1 [X(C19H10BrIN301)]

S234



Compound 2e

Charge = 0 Multiplicity = 1
C,0,-3.0626403782,-1.008425992,0.0162591648
C,0,-2.6581183911,-2.364521498,-0.0229229471
C,0,-1.338247833,-2.6658074769,-0.0349451329
C,0,-0.3561846687,-1.6386002319,-0.0077573588
C,0,-0.7696714208,-0.2901447316,0.0309963593
C,0,-2.1620031837,0.0000096718,0.0412511084
C,0,0.2724980737,0.668841613,0.0376667909
C,0,1.5835278925,0.247226833,0.0207601557
C,0,1.8700296332,-1.1425337172,0.0069073981
N,0,0.9320711151,-2.027910085,-0.0057523078
C,0,0.2377090453,2.1671259637,0.0067659515
C,0,1.5539088751,2.6151910161,-0.0763764893
C,0,2.478403718,1.445750103,-0.0759987629
0,0,3.6654818851,1.4958202753,-0.1399205755
N,0,3.1863810649,-1.6300331477,0.0004978947
C,0,-0.7859757041,3.0922079439,0.042965499
C,0,0.8489031335,4.8768421572,-0.0991356006
C,0,1.8836719779,3.9463582773,-0.1310405467
H,0,-0.9928347871,-3.6815504709,-0.0657792787
H,0,1.0667450725,5.9286228365,-0.1409217071
H,0,2.9130063322,4.24816225,-0.196360594
Br,0,-4.9172849564,-0.6157521928,0.0319012477
H,0,-3.4019011779,-3.137937248,-0.0435850683
H,0,-2.5113629308,1.008186656,0.0675956743
H,0,-1.817585057,2.8162913085,0.1148993267
C,0,-0.4622376555,4.4479502287,-0.0110787565
H,0,-1.255938307,5.1730253342,0.0168562899
C,0,4.2420519505,-1.2238180504,0.750874362
C,0,5.2526269077,-2.0940155128,0.522658188
C,0,4.7058304396,-3.0204314185,-0.4029256968
N,0,3.4766240385,-2.7454881575,-0.6945955309
H,0,4.1904279162,-0.358918317,1.3720309577
H,0,6.2354922438,-2.0769476655,0.9431220396
H,0,5.1850410888,-3.865381478,-0.8556292142

HF=-3533.42936975
HF=-3533.4293698)|

RMSD=9.021¢-009
Dipole=-0.7143412,1.496856,0.5894937
PG=C01 [X(C19H10BrIN301 )]

Compound 2c

Charge = 0 Multiplicity = 1
C,0,-3.1179834437,-0.052030197,0.156271184
C,0,-3.2001301068,-1.4608139089,0.0726723508
C,0,-2.0605306189,-2.1872171477,-0.0308506319
C,0,-0.7937955639,-1.5501153482,-0.0559622021
C,0,-0.7205361237,-0.1440473354,0.0279458896
C,0,-1.9285414275,0.5951564492,0.1358116751
C,0,0.5847685707,0.4151464226,-0.0039467081
C,0,1.6651266084,-0.4239048413,-0.1113810184
C,0,1.4654168576,-1.8204715787,-0.1881939148
N,0,0.2923567785,-2.3495280456,-0.1612262493

S235



C,0,1.0704333622,1.8315412402,0.0593929446
C,0,2.4628644538,1.8026830022,-0.0135204385
C,0,2.9268852078,0.3891845985,-0.1253093003
0,0,4.0493113267,0.0127340352,-0.2062620659
C,0,2.6348890655,-2.7842433534,-0.3083611831
C,0,0.4268405743,3.0475169479,0.167821937
C,0,2.5771555874,4.1655399309,0.1276685183
C,0,3.2294750686,2.9406307775,0.018160917
H,0,-2.0813410153,-3.2584391739,-0.0965366868
H,0,3.1441325395,5.0783109745,0.1555528732
H,0,4.3005009311,2.8746613295,-0.0406044923
Br,0,-4.724286195,0.9415003414,0.3003536396
H,0,-4.1610847731,-1.93793373,0.0920850982
H.,0,-1.9141000652,1.660467776,0.201509466
H,0,-0.6381982369,3.1383568663,0.2277203808
C,0,1.1974783892,4.2096143802,0.2007717082
H,0,0.7015574003,5.1600632723,0.2851580716
F,0,3.4410909959,-2.6709655379,0.7300543931
F,0,3.3316587642,-2.5379421891,-1.401512494
F,0,2.2315461527,-4.0320028793,-0.3654899199

HF=-3645.4038559

RMSD=5.418e-009
Dipole=-1.3094064,1.853069,0.1824836
PG=CO01 [X(C17H7Br1F3N101)]
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