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Sample Name: CR080-09-33-23B

Acg. Time: 17:43
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RG 1149. 4
bW 20.850 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
dll 0.03000000 secc
DELTA 1.89999998 sec
TCO 1
=====-== CHANNEL (] ====-===
NUC1 13¢C
Pl 7.80 usec
Ar-C PLL -2.00 da
SFO1 100.6728298 MHz
OCH; ==—==_== CHANNFL 2 =—=-=-==
CPDPRG?2 waltzle
NUC2 1H
C:O : PCPD2 100.00 usec
H PL2 -1.00 dB
PL12 14.92 dB
| i PL13 18.92 dB
J { ST02 400.1316003 Miz
. X | o . N | " ’L I
y i " L W rZ - Processing paramezters
' ‘ ‘ : ‘ , ' ‘ s ‘ 8T 32768
' ' ! ' ! ! j i : ! ! r L0061 3 MHz
200 190 180 170 180 150 140 130 120 110 100 90 8O 70 60 50 40 30 20 10 O  ppm O VUL eLaTTIE
538 O W
LB .00 Hz )
=3 o ot
°C $.00 R (H
0
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Br

wn 4
ammple Name: CROB0-22-105-13E A TCG Ent: i PUNE
sq. Time: 15:37 Acq. Date: Friday, darch 06, 2009 -
W TIC of +Q1: from Sample 2 (CROS0-.. Max 2.567 cps| WM +Qi1: 4.080 0 4. 123 min from Sampl. Max. 5.765 cps.|
42,1
2.6e7 Erp 3403, 3 :
! 5 Oesi o
2.0e7+ N
2 i g 40es .
3 1.5e7 > J
S 0P gg 158 258, 2 3.0e5 [
3 5 o) 1N @ Y
5 10e7 | g !
E 2 20e5 W12 g,
5.0e6 : 1.085 ; ¥
0.0 e o e s e e e+ A 00— — oy — T
05 10 15 20 25 30 35 40 45 50 335 340 345 350 355
Time, min miz, amu
W XIC of +Qi¥; 3405 to 341.5 amu from. . Max. 1766 cps| B +Q7: 4.089 0 4.123 min from Sampl.. Max. 5.7€5 ops.
1.7e6 408 © 342.1
15e6- ! 5.0e5- i
! | o aces]
2 ! | 2 40e5
S 1.0e8 i < f
g i | 2 5005
2 2
2 | ' 2 l
£ 505, ' = 2.0e59
! ' !
N L 1v0e5j 23;‘-4
0.0 -+ e e e e (e e SR E—
05 10 40 45 50 150 200 250 300 350 400 450 500 550
mfz, amu .
W Detector A, Channel 1 from Sample 2 (C Max. 1.4e5 | W Detector A, Channel 2 from Sample 2 (C Max. 13¢5
406 4.06
1.4e5 13€5 - ¢
1.2¢5 12¢5 D
1.0e5 | 1.065 |
5 @ 0ea : 5 80s4
2 8084 3 60e4
avedy o
2004 028 072 4084
0 oﬁ) \, e 2.0e4
N Uy =S - oY) 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

ngkkf{for "Detector A, Channel 1 from Sample 2 (CR080-22-

Peak List for "Detector A Channel 2 from Sample 2 (CR080-22-

Time (min} 1 Area (counts) ; %Area : Height i

1 01758 6.4788e4 17?551'2’ 11443e4 j
2 0.5324 3.3735e4 139528 1.0743e4
3 0.7183 7659764 89749 14717ed |
4 4.0626 16.4822e5 1759523 1.6631e5 i
5 749350 '3.0117e4 " [35388 5206.1896 |

" Time {min) | Area (counts) ' %Area . Height
177740820 '5.2174e5 100,000 1.3241e5

LChS-2 ReactionMenitoring in TFA
“hannel 1 at wavelength 220mm, Channel 2 at wavelength 260 nm

Analyzed By : T

LAY
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e e e mvmee e e aa mmeass & ULy LA

Sample Name: CR080-22-105-13E Acqg. Time: 17:23

Acq. Date: Thursday, November 13, 2008

[ W 4Q1: 2,652 to 2.752 min from Sample 6 (CR080-22-105-13E) of CROBO0-MONI-13NOV08-BO2.wiff (Turbo Spray), subtracted (0.079 to 2.585 min)

340.10 _342.10
8.565 - b

8.0e5+
7.5e5

7.0e5 I

6.5e5

6.0e54 ‘? i O
‘ I
5.5e5] Br C o

5.0e5 I
IR ¥

45e5 b N (0]

Intensity, cps

4.0e51 P 4

3.5e5] a
3.0e54 P
2,565 .

. 2051

310.20
|

~312.10

344.10
325.40.. 327.50 32920 334 80
N SRS s

v

362.20 -364.10
s

Max. 8487e§c;s.

305 310 315 320 325 330 335 340 345 350 385 260 365
m/z, amu

e

385 _J

370 375 380

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

S21
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weo_ P P e
| v \n .'
| LI
ap | 3410.17 b
| "
! [ 1
80 | i :Ii
[
| :’niss 26
f H
0 1 2958180
|
60 2924.92
|
50
|
%T I
40
|
|
30
|
2004
|
|
10
|
0|
| KETONE PRESENT
ool o . R
4000.0 3000 2000

a L A ,fj
™ P S oY
! ™ ; -n| -ﬁ’;: o N / Y / i
. N e L oA f
I \ :'nl Iil| I;II Py 'I ™ . i :.;'u.' }
Vol | R [ i Vg
[ | :IJI; RN !|| | :I il Il | I|‘ ||i| I/ 42787
:I I [ | (Rl 'i | #'3753 il \ o |
1 f I | N | i
I 14']3*? |::1'53.a4 P kml?p- { ! 'LJ 54530
A T £ T ’I.."’,U-l?él | 7847 ! 52661
oL ek 1948.76 14359
| .|i | | | fll y | |i 1053_57:. II'
' WL el | 82024 |
i | - H { it If." H 'i
|| 1so0mr] |4 178l | I \ 76123
[ fol [ nisses |
| Clrafsas |0 1001 34
L T
! | 15{32.31
f ' Lmﬁ.?n 1| !!
|
: || |
| | II
i | ‘ 1359.73
| 1321.61
| |l
[ H
‘ |
i (|
Il I
| 1
[
| s
1719.68
1500 1000 500 400.0
cm-1
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8.4765
8.4717
8.0402
8.0213
7.7427
7.7376
7.7200
7.7149
7.6892
7.6812
7.6704
7.6477
7.6132
7.56942
7.5754
7.4836
7.4653
7.4465
7.2501
7.0148
6.9917
6.9773
6.9720
6.9651
3.8398
3.8278
3.8154
3.3837
3.3512
3.3391

i
<

|
|

1.5635

CF3

Ar-H
Ar-N-CH2-CH2

e fseR

Ar-N-CH2-CH2

EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

bW

DE

-0.0119

T T T T
95 90 85 80 75

S23

CRO8B0-07-179~5
1

1

20071229
21.08
spect

5 mm DUL 13C-~1
zg30
65536
CDC13

38

0

8278.146
0.126314
3.9584243
645.1
60.400
6.00
300.0
3.00000000

CHANNEL f1 ==—
1H
12.50
-1.00
400.1324710
32768
400.1300140
EM

0

0.30

[¢]

5.00

9A

MHz

Hz
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8 828 g H X o m oY o0 G ) N oD ©  ©w
b4 NN s 8 © N ~ O ANWm N O = ® OO ¥ O —
Current Data Parameters ; g ?) r:r E 2 3 3 E 8 E '0\') 59 % 8 5 : :: 8 8 g LrB ‘ér’
NAME ~ CR080-32-127-127A - 8t oo © F o — ] 5 ;
EXPNO 1 © L0w v T 3 < DO O® & I8 & 22k e e
PROCNO 3 i ‘ L ‘ - - - e - v - - - - -
i ; | .
F2 - Acquisition Parameters ‘ \‘ I I I | l | !
Date_ 0081209 i Vol ] |
Time 19.46 | [ | | { !
INSTRUM spect | [ | | \ | |
PROBHD § mm DUL 13C-1 | i
PULPROG 2gpg30

TD 6;
SOLVENT cpciz
NS 13312

DS 4

SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.36B4756 sec
RG 1625.5

DW 20.850 usec
DE 6.00 usec

TE 291.9K

D1 200000000 sec i
d11 0.03000000 sec ;
DELTA  1.89999988 sec |
TDO 1

CHANNEL {1 a===:
13C

7.80 usec T T ! 1 T T T T 7 T T T T T
LY -2.00 dB
SFO1  100.6228298 MHz 158 156 154 152 150  ppm 140 135 130 125 ppm 118 117 116 ppm
=s====== CHANNEL 12 =
CPDPRGZ  waltz16
NUC2
PCPD2 100.00 usec
PL2 -1.00 dB
PL12 14.92 48 0 QOONOONNMNDIMNOTODDLINONL DO O IO
PL13 18,92 dB 53 COTCNTONANNOANDDONTMOD T O NDQ
SFO2  400.1316005 MHz © DANNNDOEITOTR VA -~ QB T K0 o N’
= TOUMNOROT-RN TN VAN - ARG T N E=E:
F2 - Pracessing parameters - DOUWFT - PO - I0LMOOO T O — 000N Q 00 0O w0
S1 [22] LWOUOLOLWLIETTTOOOMNOINNNN = = — = — M~ PO
- e R =l J Sl S I I NN

32768
100,6127733 MHz
EM

N

_— 50.4139
T 48.9898

Br O

N N C=0 Ar-N-CH2-CH2

5

i ik LJJUJUJLH j

200 180 160 140 120 100 80 60 40 20 0 ppm
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© ~
<+ o
Current Data Parameters (’v\) L
NAME  CR080-32.127-127A i
EXPNO 2 (=4 «©
PROCNO 1 w ~
F2 - Acquisition Parameters ’
Date_ 20081210 1
Time 8.49 {
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG dept135
™D 85536
SCOLVENT CDCi3
NS 1466
Ds 4
SWH 23980.814 H2
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 1625.5 o e
ow 20.850 usec
DE 6.00 usec M\\
TE 2916 K
CNST2 145.0000000
D1 2.00000000 sec
d2 0.00344828 sec
d12 0.00002000 sec
DELTA 0.00000993 sec
TOO 1
A1 7.80 usec T T T T T T 7 T T T T T T T
pz 1560 usec
PL1 53.0 525 520 515 51.0 50.5 50.0 49.5 49.0 485 48.0 47.5 47.0 46.5 ppm

-2.00 dB
SFO1 100.6228298 MHz

CHANNEL 2

Br C @

5 \\/N

135.7117
134.0711
130.9368
123.9704
123.8760
118.0739
117.9974
115.6324
115.4135%

= Z 130.1291
~
~
N

a

— 126.8604
_—— 50.3746
———— 48.9524

e L

!

Ar-N-CH2-CH2

200 180 160 140 120 100 80 60 40 2I0 0
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Br

CF;

{'.M(. «
S “ A TCG L

Ent PUNE

Sample Name: CROB0-07-179-53A Acq. Time: 12:19

Acq. Date: Friday, March 06,

2009

W TIC of +Q1: from Sample 3 (CRO8O-... Max. 7.8e7 cps.|

7867
y  B.0e7-
g i
g |
2 40e7!
3
E 2071455 0 36
0ok o

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

W +Q1: 0.814 to 0 847 min from Sampl

156.9

325.0

|

Intensity, cps

e

miz, amu

Max. 4.2e5 cps.

i
4376
2208280 3BI 012, #T6
150 200 250 300 350 400 450

WG 3.588 to 3.621 min from Sampl... Max. 2.7e5 ops

3459

2.0e5 ¢
|

1.0e5 -

intensity, cps

12012 3077 3410
i o ’ S—
200 250 300 350 400 450 500 550 600 650

@]o.o'
miz, amu

W +Q1: 4.450 to 4.557 min from Sampl..

5378 _530.9
2,066 R
2 1566 R
8
’E 1,086 5389 5409
g 3 A
< 5.0e5J i
0.0% o e e
530 535 540 545
m/z, amu

Max. 2.1e6 cps.

550

W XIC of +Q1: 538.5 to 539.5 amu from... Max. 1.1e7 cps.

W +Q7: 4.490 to 4.557 min from Sampl.

Max. 2.1e8 cps.

Time, min

Time, min

4.51 537.8
1.0087 ¢ 20e51
i i 1
2 i ! 4 15es:
5 ; i 4 :
£ 50065 | o % 1.0e0] 3509
] i s 1
z | £ 50e5d
Y [ :
0.00% - s s+ e et S . N 0.0 e
05 10 15 20 25 30 40 45 50 @ 100 200 300 400 500 600 700 800
Time, min miz, amu
UV from Sample 3 {CR080-07-179-5... Max. 6339.8 %.| W Detector A, Channel 2 from Sample 3 (C ZB( 1.0e6 .
0.56 1.00e6 44
50004} R 445 R 1
1 L
. 4000- W » > ;
> . S 5.00e5
2 2000+ < 1 & @
H _0.74 T
Rk 052.071 255
oL B oy LS LI SURNMNNRNE S 0.00  m e -
00 05 10 15 20 25 30 35 40 45 50 00 05 10 15 20 25 30 35 40 45 50

Peak List for "UV from Sample 3 (CR080-07-179-59A) of CR080

Peak List for “Detector A Channel 2 from Sample 3 (CR080-07-

L Time {min)  Area {counts) : % Area . Height (%) ! i Time (min) | Area (counts) . %Area Height
1 0.5567 4.9240e4 63.0446 6144.4445 0.5176 3.0002e5 48034 4.2344ed
b2 07361 T 7023906 24797 3088977 ] 0.7051 1312338e5 49614 6.3349e4
'3 35903 69.1401 0.0885 46.8734 ‘ 3 735497 1.0887e5 18705 2.7290e4
r4 744521 27092e4” T 1346872154254886 1 ;4 44119 1578516 887647 1.0364e6
LCMS-1  Reaction Monitoring {TFA Buffer) Analyzed By :

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

6“}’\/”@"‘Aﬂ
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cem P@

* **CHEMBIOTEK RESEARCH INTERNATIONAL , PUNE, INDIA *

Sample Name: CR080-32-127-127A Acq. Time: 17:55 Acq. Date: Thursday, November 13, 2008

- W +Q1: 2.619 to 2.719 min from Sample 1 (CR080-32-127-127A) of CROB0-MONI-13NOV08-B02.wiff (Turbo Spray), subtracted (0.045 to 2.451 mi.. Max. 1.2e6 cps|

538.00

1.1506 ‘
1.10e6 4 ‘
1.05¢6 1 ‘
1.00861 !

i !

9.5065-]

9.00e5 1
8.50e5 1

8.00e5 O

7.50e5

7.00e5 Br C o

6.50e5

6.00e5 7 N/\\N CFs
5.50e5 5 \\/

5.00e5 4
4.50e5 1

h Intensity, cps

4.00e5
3.50e5 1
3.00e5

2.50e5 4
2.00e54
1.50e5

1.00e54 130.20 310|.40 541.80

5.00e4 | ‘ i i
0.00 drtemmd s s NN IR SV, W 'm\ b ek ‘ T VU . ‘
100 150 200 250 300 350 400 450 500 550 600 650 700 750 800
_ miz, amu

*Sample ﬁmgcﬁ{ﬁﬁi}ég Expected *+Checked By :
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1 g R o o
i ! Al 0035 208142 - [
95 i v ML 192399 176346 i\J f ' A76.14
' 2.58 Vot L Tl , f Il P | s44.01
90 s \agsasy | | () I T | N T 466.23
Vo 173578 | |/l , | b i -2
338657 | | 1Y ) : [ | f |! .
824 329155 i | l I' f il I {1 : i f 'll I: |
! 3083 928E319) | 16aal2 ) | (- LA
80 | | [ | | i [ | I!I-'| II| i
f| ' ' | I [ !
754 | R | A I AL L
| |i | | | | | el IR
| 1 | | | n |l
" | ' : ' 1 | VR X 1%}4_43
65 | ' [ L : |-'| f | Fob | fe93.49
! I | | , NN | . i N I‘}Sg‘?ﬂ | TR2 19
60 ] LoD, DU D 1] bsoar 7sess
55 283904 ! | | i : 'III | I. | &‘I | ! ; i 82302
1 o |||l [ | faooles frapesel
50 [ ,.j Hesise | [ 1ozl | T
] 'i: f il l.:'-,!i F' Lol ors
%T 45 || aspopol || 1p fpmsael| (L
! [ ] ;msF_s? | 1213 | 9606l
404 L Ll meeas g () | ss0
15 | (Y ETR
- I | ¥ | |J 1 ¥ I | |
| [l | IERE
304 | teoaz6 | 1 4 136136 il
[ [ 49016 134872 | [ 1]
B g C o L] || 144581 R
20 | ' A IR
| CF | t 123178
it A
15 N N\ 3 - E
| \\/N 1560.28 {
10 | 5 154265 1157.28
5. 1702 50 111084
00 CARBONYL GROUP PRESENT
| — — - — . —_ - -
S — B N .
' 1000 500 400.0
3000 2000 1500
4000.0 -
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NAME CRO080-50-77-77A (o D~y O NN ODWONOMWOEQWODHOTODI-0O N0 R et =]

EXPNO 1 @ @ S aw T OV O OPOONTOVTLOANANNDNCO MO Y - OF
rex's] AN NDO ANDODOBYMOCHVROOON—QODONO T W NO©OW T ®

PROCNG ! < S NN 00 NNEROCOHOOGUUIHDIDHN T T TT I N ©©oo

?ia:e_ 20225217107 © © 0 o5 6 oo DI T T S N N N N N N N N N O A A N N T N © O OO OO

INSTRUM spect /

PROBHD § mm DUL 13C-1

PULPROG

T0
SOLVENT CDCI3
NS 8

0
SWH 8278.146 Hz
FIDRES 0.252629 Hz
AQ 1.9792372 sec
RG 40.3
DWW 60.400 usec
DE 6.00 usec
TE 300.0 K
D1 3.00000000 sec
TD 1
z======= CHANNEL {{ m=======
Nuc 1H
P1 12.50 usec
PL1 -1.00 dB
SFOt 400.1324710 Mz

S| 16384

AL o o

ssB 0 a 2 2

L8 030 Hz

GB ] T T T T T T
8.5 3 8.2 (4}

T T
PC 0.50 8.6 8.4 8. 8.1 8.

-

T
79 78 77 78

EE

T
73 72 71 70 69 68 67 66  ppm

CROULITVOUVNEFOTROOL TR MDD NN D OOMNOT — O g -3 - -
(")NPFNO(")NOme(’)oOIOQKDLO(')NFOOOEQI\IDVLDNO(DIOVO’) [} oo
QANNCBRRRREEEBRENOIBOVLNEBLITIITNNEQOO O ~ !

|
%

Br
O N/ N/\\ N

6 \_/

Ar-H Ar-N-CH2-CH2

deEe @ 3

T T \ T T T T T T T T
95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 115 10 05 00 ppm

S29



Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2010

(=] QONMNNOCOWOWTMHNOWNIL MO ~ N

[(e] WMNOMNNMNTCTCQOMNMNWONTNSWLO S OO w0 M~
o QoM OOTOMNN TN OYMMON @D O N
\n DIIONNITNHNN®O NN = QOO =9«
- BIOFTONCKNBONOSEN O — N0 O I Mo ®w
) VWOVBDBITTOOOINOEOANNNN - O NN 6
- D R Al o I R LR A= N~~~

G

<

NS

/
™~

Ar-N-CH2
Ar-C

——48.6873
——45.28856

FCH2

1

T T T T T T T T T

T T
200 190 180 170 160 150 140 130 120 110 100 90 80 70 60 50

S30

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SwH
FIDRES
AQ

RG

DW

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
SFO2
SI

SF
WDW
SSB
LB

GB

pPC

CROB0-20~-151-151A
10

1
20071130
18.17
spect
5 mm DUL 13C-1
2gpg30
65536
CcDC13
456
4
23980.814 Hz
0.365918 Hz
1.3661756 sec
le25.5

20.850 usec
6.00 usec

300.0 K
2.00000000 sec
0.03000000 sec
1.89999998 sec

CHANNEL fl ========

7.80 usec

-2.00 dB
100.6228298 MHz

18.92 dB
400.1316005 MHz
32768
100.6127775 MHz
EM
0
1.00 Hz
0
2.00
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Br:

{2
O

N N

W NMRONMOMNOO
N OO =TSO n o
T O NN MO ™ o=
BTN NDROMNDON T DB
I N R g =N N e R oA
T HEBRBENALE & P
0]
/\\N N Ar-C
Ar-N1(H2-CH2
T T T T ¥ 1 T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Current Data Parameters

NAME CR080-20-151-151A
EXPNO 11
PROCNO 1

F2 - Acquisition Parameters
Date 20071201
Time 7.42
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG deptl135

TD 65536
SOLVENT CDC13

NS 125

DS 4

SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 23170.5

DW 20.850 usec
DE 6.00 usec
TE 300.0 K
CNST2 145.0000000

D1 2.00000000 sec
d2 0.00344828 sec
d12 0.00002000 sec
DELTA 0.00000993 sec
TDO 1

p2 15.60

usec
PL1 -2.00 dB
SFO1 100.62282598 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz1l6
NUC2 1H
P3 16.00 usec
p4 32.00 usec
PCPD2 100.00 usec
PL2 ~1.00 dB
PL12 14.92 dB
SFO2 400.1316005 MHz
F2 - Processing parameters
SI 32768
SF 100.6127775 MHz
WDW EM
ss8B 0
LB 1.00 Hz
GB 0 Vi
PC 2.00 \ k)
L
\(ﬂ"\ A ”vﬁ}
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Acq. Date: Thursday, February 12, 2009

Acq. Time® 09:29

"W TIC of +Q1: from Sample 1 (CROBO-.. Max. 1.0e8 cps.

W Q1. 3.053 10 3.066 min from Sampl...

471.4

Max 3 2e6 cps.

1.00e8 - 4736
) 3.0e6 ’” i
1
8.00e7 - ‘ 2.5e6 : w
a 1.08 » .
8 cooer| °Th 182 [ 8 206 i
z IR RNV =S i
K W Y T T 1.5e6 ié
o 4.00e7 - ‘I \ S q 4745
z W = At
£ \\\ 3_&%” £ 1.0e65 ! N .(‘l
] NSNS i Fn
2.00e7 ‘ y 5065 i
- J IV1 u758
0.0 e e 0.0M———rr ey -t 7 ,
05 10 15 20 25 30 35 40 45 50 460 485 470 475 480 485 490
Time, min \ miz, amu

"W XiC of +Q1. 471.5 to 472.5 amu from... Max. 1.567 cps.

W 5Q7:3.053 to 3.086 min from Sampl...

Max. 3.2e6 cps.

307 ) 4714
1.467 i 3.0e6 1
1.2e74 ‘l 2566
@ | o
g 10e7 & 20e6
% 80e6] 1 2 e
7] @ e
5 6.0e6] ‘ 5
£ £
T 4.0e6 i = 1.0e6
20861 ’ | 5.0e5 3512
. 1211 \ |
0 . e T e L .
05 10 15 20 25 30 35 40 45 50 G) 100 200 300 400 500 600 700 800 900,
Time, min mfz, amu
W Detector A, Channel 1 from Sample 1 (C.. Max. 1.7¢6 | W Detector A, Channel 2 from Sample 1(C... (7 Max. 9.5e5 .
768 0.58 9505 305
1.566 8.0e5
> 1.0e6 > 6005
= 2
< 3.05 X 405
4
5.0e5
2.0e5
; 2.82.
0.0 aane PUARARSEIY T T T 0.0p————r——~ T T T T Vo
00 05 10 15 20 25 30 35 40 45 50 00 05 10 15 20 26 30 35 40 45 50
Time, min Time, min

Br:

el

N

Peak List for "Detector A, Channel 1 from Sample 1 (CR08(0-68-¢

Peak List for "Detector A, Channel 2 from Sample 1 (CR080-68-4

Time (min) | Area {counts} | % Area : Height Time (min) | Area (counts) | %Area { Height
1 0.5819 §.2904e6 783655 1.7216e6 1 26575 1.4023e4 03639 4089.6904 ;
p1 28187 4.1529¢4 0.3503 1.0912e4 2 238191 59878e4 15538 15113e4 |
3 3.0536 2.5233e6 2128426.3510e5 3 3.0536 37796e6 198.0822 9.5231e5 !
[MS-2 Reacticn Monitoring in TFA Analyzed By : t‘(

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

e
(P/;‘MQM
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(omf §

* **CHEMBIOTEK RESEARCH INTERNATIONAL , PUNE, INDIA *

Sample Name: CR080-32-107-107A Acq. Time: 18:00 Acq. Date: Thursday, November 13, 2008

W +Q1: 0.246 to 0.413 min from Sample 12 (CR080-32-107-107A) of CRO80-MONI-13NOV08-B02.wiff (Turbo Spray), subtracted (0.045 to 0.112 mi_..

! 473.10
8.0e5]

7.5e5
I 7.0e5-
! 6.5e51

6.0e5 -

5.5e5- O
5.0e54
: Br C ©

, | N N
4.0e5 | \\/N\Q
3.505] | 6 Y4

236.20

Intensify. cps

3.0e5 123.20

2.5e5 1

487.00
2.0e5 |
445.00

1.5e5 [

?74'90‘: 48?.30

1.0e54 | 244.20 1 it

118.10 22420 & ’ i ‘
| [ 1 i

b |

L.
! I ! ; h oo
I . ! TR [ | Wi I,
0.0l ! ‘..pl.n’J::.J PRI ik “Lm,-i,',,u‘,_ TN {n Ko N A i . b lr)',&‘aj hgk Sl A W, i

H
il

L
5.0e4E

Max. 8265 cps)

100 150 200 250 300 350 400 450 500 550 600 550 700

m/z, amu

750

*Sample Comment : [M+H]L\_‘1’ Expected **Analyzed By : d **Checked By :

L
m‘b
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100.0 .

90
85
80
75
70
65 |
60
55
50
T
45
40 |

35

sl N\
\

3382.09

3049,
300124
2979.03

2848.06

30
25
20
15
10

(2

Br O

6

g

N" N\/\\\/N

5
0.0

CARBONYL GROUP PRESENT

Mﬂ\frm'ﬂmx'\,ﬂ/ﬁ\’vﬂk

I I i B B 2177.27
i 2507 26
62

1930.80 180098
175903

1658 88

1594 39,
1502 48
148375

1434.67
156087

1154.58

1234.79

014 962.14

T36.81

(AT
Snn
W3 STEep |

7368
' 64235

534,01

| 47553
617.75
54409

4000.0

3000

2000

cm-1
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Current Data Parameters
NAME CR080-32-131.77B
EXFNO 1

3.8350
38233

3.811

3.3625
3.3503
- 3.3385

PROCNO 1 S -~
F2 - Acquisition Paramet SN | / : | u
Eifeoston armees N W | | |
Time 16.49 5 \ 7z | ! |
INSTRUM spect 1 i if I
PROBHD & mm SE! HID-
PULPROG
T 32768
SOLVENT ~ CDCI3
NS 8
S e278.148 H
5 iz
FIDRES  0.252629 Hz Ar-N-CH2-CH2
AQ 19792372 sec —
oW 60.400 - -
B 0,400 usec Ar NEﬁCH2 CH2
D1 3,00000000 sec
- 1 _/M _JJ JJ[& J
CHANNEL f1 i
et 12.50 - - ) S I T N 5
.50 usec .. [— -
pL1 -1.00 dB - -
SFO1  400.1324710 MHz Tér Br Wgﬂg Rr Wgr \igﬁ Tg(
- - ol =] {= pd hd <
;IZ L T T T T T T 1 T T T T T T T T T T T T T
SF 4001300139 MHz 86 8 82 80 78 76 74 72 70 ppm 41 40 39 38 37 36 35 34 33 32 ppm
wow EM
5SB 0
LB 0.30 Hz
5 240
3 — - - - — 3
PR RS EEHE P IR FRP IS UL EEPES : :
anmlﬂl\l\f\l\'\l\l\l\r '\I\T\I\I\I\T\V\I\I\KOQD(D(D(O&D mmmmmm - Q
Br C o
~ |
=
NN Ar-H |
7 F ‘ |
1‘ n
L_I L ' ‘k |
N ) N ! SN AL o N
IR
(O\‘ /y\\/m I/A ‘\—“ /Ln\
21 192l |, “Tw <
; R R P R R
ST T T T T T T T T N
A% (v 11 10 9 8 7 6 4 3 2 1 0
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SF 100.6127733 MHz
wDw EM

Q SR 3 9 @ NOWo @ @ @~ I5e) O~ M <+ o
N ok =1 by © DT O @ & - o] &0 Q) N =]
4 506~ 159 S ] YTOw ©w© o <N I\ -0 & <+ © 0
Current Data Parameters : - At ~Newn O 0 o o © —aom (=R 4
NAME  CR080-32-131.778 2 g8y o ? - Yo oo © < - © 0~ © 0
EXPNO 1 - - - = < DO A ~ INEN o g -
PROCNO 4 ‘ - PgREgNE L - - - - - - - ——
F [ o | [ P
F2 - Acquisition Parameters ; L | i | [ ! ' ) i
Date_ 20081210 ! I ‘ | i | ’ ! o
Time 19.41 i H i i i i i ! ; [
INSTRUM spect P i ! ! ! - | %
PROBHD § mm DUL 13C-1 Pl : | ! i [
PULPROG 29pg30
T
SOLVENT €hCI3
NS 13312
DS 4
SWH 23980.814 Hz
FIDRES  0.365918 Hz
©AQ 1.3664756 sec
RG 20642.5
bw 20.850 usec ‘
DE 6.00 usec ! |
TE 291.7K |
D1 2,00000000 sec
d11 0.03000000 sec
DELTA  1.89999938 sec
TDO 1 | J
bt A (' [N
‘ ‘ T ‘ ] T ! T T T i T T T T 7 T T T : T
158 156 154 152 150 ppm 140 135 130 ppm 124 123 122 121 120 119 118 117 116 ppm
CHANNEL f2 =
waltz16
1H
100.00 usec
-1.00 d8
14.92 4B CTUONTONLOODPONDDTOONOTOD
1832 dB ONFOOOYATCINNN-ONIODA DS o= o
400.1316005 MHz N —ROMNTOTOORD N MDY OD O oy
OQNQO TN VRO NM— OO O 8%
F2 - Processing parameters QUL =W TOOOWF N 00N @IS LS Mmoo
32768 DODUOUT TN ONNNNT — = = v — ~~©
Rl e ol IR SR T —r e — M~ N
; |

—--—— 191.8856
158.4526
< 124.0039

504131
T 48.9884

-N-CH2-CH2
N C=0 Ar-C

200 180 160 140 120 100 80 60 40 20 0 ppm
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© o - o - o~ © o [TelTo]
Ps3) I~ o~ oo} o <t < I~ o
o © eI 15 © ~ ~ o 0 —
Current Data Parameters ™~ < @ - w© @ [SX=] © =
NAME  CRO080-32-131-77B g ;r’ g 8 L(\Dl m g w0 ,‘: oo
— - =
E;‘c’)’é‘:‘o 7‘ - T - - — - - - - -~
! : ! ; | | !
F2 - Acquisition Parameters | I H | i \
Date_ 20081211 i ‘ 1 ¢ | P
Time 3 | i !
INSTRUM c ‘ : ! ; {
PROBHD 5 mm DUL 13C-1 1 ! I It |
PULFROG  dept135
™ 5
SOLVENT cOCI3
NS 1886
DS 4
SWH 23980814 Hz
FIDRES  0.365918 Hz
AQ 1.3664756 sec
RG 2580.3
ow 20.850 usec
DE 6.00 usec
TE .
CNST2 _ 145,0000000
D1 2.00000000 sec , i
d2 0.00344828 sec
d1z 0.00002000 sec
DELTA  0.0000093 sec
TDD 1
======c= CHANNEL f ========
NUC1 13C
P1 7.80 usec T T T T T T T T T T T T T T T T T T T T T T i
2 15.60 usec
] 2,00 48 136 135 134 133 132 131 130 129 128 127 126 125 124 123 122 121 120 119 118 117 116 ppm
SFO1  100.6228298 MHz
—======= CHANNEL f2 ========
CPDPRGZ  waltz18
NuC2 1
P3 12.50 usec
pé 25.00 usec
PCPDZ 100.00 usac OH =D =D 0O WO
PL2 -1.00 B AN~ FNNM )
PL12 14.92 dB SOMANWBONND M 0 N
SFO2  400.1316005 MHz KO-V IHNVOD O ~ 0
. WSYOOWM®MONWL®D m R
F2 - Processing parameters AOOONNNT — — — o ©
sl 32768 B R A A it i o<
SF 1006127771 MHz f |
wow EM o ] J
SSB 0
L8 1.00 Hz Br
GB [
PC 2.00
N /\\ \Q\
Ar-C
|l l
i
Ar-N-CH2-CH2
- s o ; ; i T 7
200 180 160 140 120 100 80 60 40 20 0 ppm
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G ‘23‘ IOTEK A 106 Lifesciences Enterprise,PUNE
Sample Mama: cRO80-32-131-77p LT ) M) ~2 ! 7ime: 22:59 Acq. Date: Thursday, May 08, 2008

"WTICSf +Q1. from Sample 1 (CROBO- Max. 7.1€7 cps.

W Q11,638 1o 1.705 min from Sampl. Max. 4.2e5 cps.

i
327.2 :
70T 540 4065 i
6.0e7 113 187
o 5.0e7 R 3.0e5+
. 2 2
g 193 243 8 5
Z 407 SR =
2 s - g 2005
£ g ;
20e7 1065 |
1.0e7 : 55 3583
308,
00% . e O Y 3892 ases .
05 10 15 20 25 30 200 300 400 500 600
Time, min miz, amu
WXIC of +Q1: 488 5 to 489 5 amu from . Max. 3 4e6 cps.| W +Q1: 2.941 to 3.008 min from Sampl, Max. 5,685 cps
297 & 4883
N I
3.006 ' 5.0e5- ! |
|
2566 | ,  40e5 J '
a ! 4 |
g | 8 i
5 20es! ! F 30e5-
2 i 2
5 1ses! E 20es 3532
1086 4 1.0e5 ;
j 3383 i
5.0e5 220 2151 T 00
S P PO ST & B o

s TTE s we TTTE T e
Time, min

o - Yo .
100 200 300 400 560 600 700
miz, amu

" Detector A, Channel 1 from Sample 1 (C... Max 8.7e4

157

ALY

00 05 10 15 20 25 30
Time, min

W Detector A, Channel 2 from Sample 1(C

1195 19807

1.00e5 -
x e

8.00e4 290
>
2 6.00e4 |
= .
<

4.00e4

2.00e4 -

© y 239
000 7 . . - -

S
00 05 10
Time, min

2eak List for "Detector A, Channel 1 from Sample 1 (CR080-32-
Time (min) Area (counts) %Area Height

Peak List for "Detector A, Channel 2 from Sample 1 (CROBO-:SF
Time (min) Area (counts) %Area Height

Max. 1.2¢5

15 20 25 mo !

1 15741 3.5736e5 63.3590 1.0294e5 1 02397 4576.4615 05944 6256353
2 2.9024 2.0666e5 366410 5.6195e4 2 1.5763 4.2279e5 549165 1.1879e5
3 21285 1095.0829 01422 4627754
4 23937 4.8872e4 6.3479 8945.8441
5 29012 2.9255e5 37.9989 7.5820e4
Q¥ Reaction Monztoring Analyzed By : -

hannel 1 at wavelength 220mm, Channel 2 at wavelength 260 nm
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(ovp 7

* **CHEMBIOTEK RESEARCH INTERNATIONAL ,

Sample Name: CR080-32-131-77B Acqg. Time: 18:04

PUNE, INDIA *

Acqg. Date: Thursday, November 13, 2008

B +Q1: 2.084 to 2.151 min from Sample 13 (CR080-32-131-77B) of CRO80-MONI-13NOV08-B02.wiff (Turbo Spray), Subtracted < +Q1: 0.847 to 0.9...

1.4e6
1.4e6

1.3e6

1.2e64

: 1.1e6

1.0e6 1

9.0e54

8.0e5 Br

7.0e5

Intensity, cps

6.085- 7

5.0e5

4.0e54

3.0e54

2.0e5

. 1.0854

DU e e

. \ ‘ . A4 e
100 150 200 250 300 350
o 7/ miz, amu

Max. 1.4e6 cps]

[ ¢
400 450

490.10

|

i

i

|
490.00

B

N

‘\v T T 'A*x“"va*"ﬁ*~'—r~ﬁ‘-“'i

500 550 600 650 700 750

*Sample Comment : [M+H], 4, Expected

**Analyzedy

%
[V

AR

S39

**Checked By :
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30

20

J-"'.“\

oy

343113

306739

N

i 0

2BRIBE

—TT

2836.79

52

170310 123300

1064.20

103927

Y4814

959.41

15585

79

L

i

\ o
f | sh*;r.:' 3.48
61797 | 4p434

1642

528.75

2

4.67
10.02

753,54

820.03

2000

cm-1
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NAME  CRO080-50-89-89A2
PNO 1

PROCNO 1 0 - - -

Date_ 20081211 g 8T 8 NS S5 IZNeees S

Time 10.42 N ol oe) © = DO VOO NODNWT e}

INSTRUM spec hod 0 < - D@D VOSSN ©O0Q -

PROBHD 5mmDUL13C1 «© © 0o © 0 © I e T S AN ~

PULPROG ngO | | | ) | | )
32768 | \ J / !

| Vo VoI

NS 8

DS [+

SWH 8278.146 Hz

FIDRES 0.252629 Hz

AQ 19792372 sec

RG 512

DE 6.00 usec

TE 291.3 K

D1 3.00000000 sec
DO 1

=== CHANNEL f1 ======x= ,\j\,l
1H
12,50 usec
-1.00 dB
400.1324710 MHz —
16384 N

DW 80.400 usec A
|
1

400.1300050 MHz
0.30 Hz - 1“ -
T T T T T T T T T T T T T T 1
0.50 92 91 90 89 88 87 85 8.4 83 82 81 80 79 .6 75 74 73 72 ppm
BO—ONTTCTAONDD D — — I\Acno o
TOMNONOND-NDBNDD O N O~ T <
NOOOOCTDOROXB DN T O DT o <
VOO T - NNV NMNN OO Q- D ON <
W00 W WM MMNMNMNMNNMN NN N [ e Nae) o~

S — _—2.4997

11 1 ‘
o 0 9 8 7 6 5 4 3 2 1 ppm
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L NS N = Qe ~ Qw~ @ - @ © o
o3 % Qo o = o O~ 0 ™ © ¥ ©
OO K < o S N by Sk 0 o 3 =
Current Data Parameters ] g 3 : o n oo ~t o) [} — —
NAME  CROB0-50-83-8942 Q9T a3 89 o o & o ~ <~ - - o
EXPNO I3 3 Qo oL @ NN o~ N N N N
PROCNO - - - - - -
F2 - Acquisition Paramoh .
Date 20081231
Time 14.12
INSTRUM
PROBHD 5 mm DUL 13C-1
PULPROG qug
™ 65536
SOLVENT TFA
NS 548
DS 4
SWH 23980.814 Hz
FIDRES  0,365918 Hz . .
AQ 1.3664756 sec
RG 14596.5
bow 20.850 usec
DE 6.00 usec
TE 291.0 K
D1 2.00000000 sec
d11 0.03000000 sec
DELTA 1.assssssu sec
DO I
==s=a===s CHANNEL ] ==zm====
NUC1
:1‘ 7!0 usec T T
2,00 d
SFO1 1oo.szzuzsa MHz 142 140 138 ppm 130 0 129 5 129 0 128 5 128 Q ppm 124 123 122 121 ppm
===za=== GHANNEL f2 ===sz===
CPDPRG2  waltz16
NUC2 1H
PGPD2 100.00 usec
PL2 -1.00 dB
PL12 14.9248 © noocoNwmr\vvvovmwhomr\m‘—moowna
PLI3 18.92 dB - PO "ANNTANNINNT-OATNDMOT O G B
SFO2  400.1316005 MHz ® QOUINDVRPOODLT - Ot D=~ OO T T O 0 e
< VIO NOORITNANOONNITNN~ @ < ©
F2 - Processing parameters g vrvvncn‘—mmwouoou)mwooomaor\v‘—v-ooosnw
sl 327 ) COOOOUWITIINMNNIONOONNNNNNNN N
SF 100.6124908 MHz - T rrCr T rr e T r e e e e N
wow EM
SSB 0
LB 1.00 Hz
GB [)
PC 1.00
Br C
Ar-C
/ —
N N/X C=0
8 \§N
1 | K
T I T ] I T T I T T T T T T
200 180 160 140 120 100 80 60 40 20 0 ppm
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Br

LorrP A A 106 1a8 - P
‘ample Name: CROBO-S0-89-89A2 Acq. Time: 10:20 Acq. Date: Thursday, Decembar 11, 2008
W TIC of +Q7: from Sample T (CROBO-... Max_42¢7 cps| B +Q1: 1.716 10 1.750 min from Sampl... Max. 6.1e5 cps.
170
4007 i s.oesw }SV
‘ 5.0e5+ [
031 084 iy
P S " s o
3 i - 3 4.0e! ; ;
4 - i
% 20e7! 2 30es | |
c < .
e ) 1 .
= £ 20e5+
1.0e7 - 1 ar5.8. 57721 3792
1.0e5J LA
0.0 e« - . . e X .
’ 05 10 15 20 25 3.0 370 375 380 385 390
Time, min m/z, amu
W XIC of +Q1: 376.5 10 377.5 amu from... Max._ 3.6¢6 cps.| M +Q1: 1.716 to 1.750 min from Sampl.. Max. 6.1e5 cps.
169 376.2
3.56 ! 6005 O
3006 4 505 -
g 2566 o 8 40e54
S 2.0e6 i :
Z | y 2 30es
§ 1566 i g
£ : ! € 2.0e51
1.0663 !
5005 | v 1.0e5
o . - B T il .
0.5 10 15 2.0 25 3.0 200 250 300 350 400 450 500 550 600 650
Time, min m/z, amu
"W Detector A, Channel 1 from Sample 1 (C.. Max. 1.6e5 | M Detector A, Channel 2 from Sample 1 (C Max, 2.265
1565 161 Ot
: 2.0e5
1.0e5
: 1.5e5
> 50e4! >
3 S 10651
3 0.18 > 1
Do 2 e
. ‘ 5.004
-5.0e4 ~ J'
~ 0.
At - T T 0o 2 T ~ -
00 05 1.0 15 20 25 30 0.0 05 1.0 15 20 25 3.0
Time, min Time, min

Peak List for "Detector A, Q[\gr]n_gl 1 from Sample 1 (CR080-50-

E_eak List for "Detector A, Chan_rpl 2 frorT] Se}[nple 1 (CR080-50-

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

Time (min) . Area {counts) | %Area ; Height J Time (min) { Area (counts) : %Area Height
1 0.1801 2.7881e4 140311 106634 1 [T 02786 24089668 02574 6237667
2 16133 6.6550e5 95.9789 1.7505e5 27 16123 9.3364e5 997426 2.1887e5
IEET FReaction Honitoring (77 Butfer) Tralyzed By

e e
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3)
Batch No. :- CHEMBIOTEK RESEARCH INTERNATIONAL 13-Dec-2007
ICR080-20-163-163A PUNE, INDIA 19:30:13
;ﬁ .’J'/, s '47/
Analysed By - /" (M+H) 77> expected Checked By
13DECO07_68_FIA 71 (2.449) Cm (69:101-(105:126+14:67)) 1. Scan ES+
100+ 378.05 2.24e7
Br C O
S O y
N N/X
8 \§N
196.06 346 01 ]l
Il
‘“"L‘J‘“"': ISEREEDUE u" 'Lw “VI'L“WMM\H‘\L'*%‘ T T T T T T T m/z
125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700
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I P e T e -

1000 ) S
| ! i

93 | ".l 1 ¢ I L

| | f o It | oy
| | { ' fl i {17 47550 16405
[ | 81448 177347 | o . 0
" ’ . 2590.12 1763 93 \ i |(easT2 50442
5 -' | o 15T | [ Dol L esase 54581
. ' o . '| dL o vzamee L T - 61742 48448
80 | U S : " had026 120108
| N Vol | 31aar . T
5 I b 12066 | il bwsed | |y
! l I | | ¢
- - - . 1236.15 |
7 [1e07I0 0| 117913 1051 33 |/ [
o V| ol 106713 46,80 | a6
65 IR E .
| 1 \ !
| _ |
| -
. 3398005 | Vrly 139.34
33 - | { "N 738.01

I
| AT
2T [ It

| 138878

| [l | 1
35 | i
| 0 |. !:
30 | [1488.12
C | Il
=

25 | Br o i' |
20 O | '-'
154| N '\\I:X | 155740

8 \N |
10

i)
34 CARBONYL GROUP PRESENT 1712

0.0 4 S - — - S S -

cm-|
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Current Data Parameters - W 0w - < DILTON DT OMN™O

NAME CR080549595A ~ TOVO [ OTONONMINOT Qo

EXPNO ~ TN O © < O ODYT ITNOCON = @~

PROCNO ' ™~ R Qo QD 0D ISR ©Q oW
© © 0 W0 © 0 © MNSNS NN NNNNN

F2 - Acquisition Parameters

Date, 20081114

Time 14.15

INSTRUM spect !

PROBHD 5 mm DUL 13C-1

PULPROG 2g30

D 32768

SOLVENT DMSO

NS 8

DS 0

§! 8278.146 Hz

WH
FIDRES 0.252629 Hz

AQ 1.8792372 sec
362
ow 60.400 usec
DE 6.00 usec
TE 300.0 K /\
D1 3.00000000 sec
oo 1 j ! L
ss==s==== CHANNEL f{ ======== \—A—'an — - T
uc H K r

NUC1 1
N
P1 12.50 usec ~,
PL1 oods :;f i 2 8f ﬁg jg 5 sf
SFO1 400.1324710 MHz o - o - =] - — —!

F2 - Processing parameters ' ! ' ' ‘ : :
si 16384 81 90 89 88 87 86 85 84 83 82 81 80 79 78 77 76 75 74 ppm
SF 400.1300045 MHz
Wwbw EM
sse 0
LB 0.30 Hz
GB 0
PC .50
TOOOSTELTHLTONDEONNO ™ @) — o ™M N
vvmovwvmvov\omvl\ov@wm\—m o« T O
P\VNFDLOQ'MFIDVVNO’.OLO!“OJI\OIG’)OO < oo
€00 0560 00 63 60 N I I N N N N I e M M N (S O O o oo

\

—3.0970
2.4964
——1.9843

TEEN

Br
Pyrazol-CH

gEgEEE

‘ :
11 10 9 8 7 6 5 4 3 2 1 0 ppm
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510G Ulestiencss Erieaprse

S & > D < o oy - = ~y
© ™~ e 0 =] o © Itel
© (=) O o4 s o IS i~ =
Current Data Parameters ' o,
NANE  CRORC E4.u5.0Sp = = o< e -
EXPNG 1 - . 33 e se RN o} o, .
PROCNO 1 - — . -

F2 - Acquisition Parameters
Date_ 20081115

Time

INSTRUM spect

PROBHD 5 mm DUL 13C-1

PULPROG 2g9pg30
85536

1
= 1218

— 1

———— 149.6030
s 1455508
- e 1426352

1
[

6
—-——= 133 0463

7

4

™
SOLVENT CcDC13
NS 450

DS 4

SWH 23980.814 Hz

FIORES 0.365918 Hz

AQ 1.3664756 sec
2298.8

|
I

RG vy

oW 20.850 usec )}

OE 6.00 usec ;

TE 300.0K " 3

D1 2.00000000 sec ! | | I :

d11 0.03000000 sec N

DELTA 1.89999996 sec 1 H }v k : ) I

oo ! ‘—J s A SR Y. B % W W

== CHANNEL f1 =:
e

NUGH 13C i
P1 7.80 usec 7 ! T T T T T T T T T T [ -
PL1 2.00 dB T y T
SFO1  100.6228288 MHz 155 150 145 140 ppm 134 133 132 ppm 126 124 122 120 ppm
= == CHRANNEL f2 =
CPDPRG: waltz16
NUC2 1H
PCPDZ 100.00 usec
pL2 -1.00 d|
PL12 169248 N NQUANM = QXA NTD DN OO —
PL13 18.9 o OO NNHOCITOHOMOM YT TOO ~NO O
SFO2  400.1316005 MH2 @ QOLOANOYTOIVAON O DT D IE=ENS
© MOVWOMOORNTRO- O~ ®W o~ ©
F2 - Processing parameters o TOHONOC O F Y~ — —(© T 5N~ N
st 32768 «© DT TLTTOODONNNONNNNN—O M~ M~ 0
SF 100.6127740 MHz — Radb it el R iR R L et M~
WOW EM | | , [ L
S5B8 4 \ -~ /
L8 1.00 Hz N
GB 0 \ /
PC 1.00
, (v
AN
Br O
Ar-C
C=0 |
|
| [
N N \ i
\ ‘ H
=
9 N Y |
l L | ; ,
L
. I |
I T T T T T T o Rl Sl T T v -
200 180 160 140 120 100 80 60 40 20 ¢ ppm
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acq. vate: monday, ApPril Ub, ZuUY

11C of +Q1 from Sample 7 (CROBO- .. Max. 5.7e7 cps.

W Q7 3.688 to 3,755 min from Sampl. Max. 1.066 cps. j

'
Ge 3.69 376.10.. 378.20 £
3 e E 1.00e6 ¢
Oe? i
8.00e6 + !
< Oe? ) @ |
R . 6.00e5- !
“el . 142 ‘ 3 : :
2
o 62 286 ] g 4.00e5- :
386, £ i 377.20 37910 i
108 LI 2,005 ‘
{ \’ vvvvvv % ’] - i 380 % - i
00 @ : |
05 10 15 20 25 30 35 40 45 50 %(/ 360 365 370 375 380 385 i
e Time, min . miz, amu ]
XiC of +Q1 376.5 to 377.5 amu from Max. 6.4e8 cps 87 3Q1: 3,688 to 3.755 min from Sampl Max 1.0e6 cps.i
3.69 378.20
: 1.00e6 | f
4 Oof 8.00e5 - !
2 R
#0e8 ;; 6.00e5 {
5 Ceb 7]
& 40085
7 eb £ |
066 2.00e5 ! 269.20297.30
s’ o U oooh9470 1Ll 39820 ss320 eoreorrato
05 10 15 20 25 30 35 40 45 50 100 200 300 400 500 600 700 800 900
e Time, min m/z, amu
O “»atector A. Channel 1 from Sample 7 (C Max. 1.8¢6 | W Detector A, Channel 2 from Sample 7 (C... Max. 2.1e5
Br 0}
- S8 0.60 3.68 ;
2.0e5- i i
i
N/ N \ T hed : ! .
\ 1.5e5 i
9 N= yes 3 : i
S 1.0e5-
< i ¢
5 et 1 |
yileh 5 0844 H
3.68 : f
oo B » oo a0 B
00 05 10 15 20 25 30 35 40 45 50 00 05 10 15 20 25 3.0 35 40 45 50/
Time, min Time, min i
-k Listfor "Detector A, Channel 1 from Sample 7 (CR080-54-$Peak List for "Detector A Channel 2 from Sample 7 (CR080-54-£1'
i
Time (min} Area (counts) %Area Height Time (min} Area (counts) %Area  Height H
0.6007 1.5530e7 96.1148 1.7896e6 1 05789 1.3583e4 16954 28863436 ’
36835 6.2777e5 3.8852 1.6573e5 2 2.9952 9912.8927 1.2373 24143256 2
3 3.1852 6793.5822 0.8479 1913.8477 i
4 3.6849 7.7091e5 96.2194 2.0942e5 ’
i

tionMonitoring in TFA

v 1 ay waveiength 220nm, Channel 2 at wavelength 260 nm

Analyzed By :

&

gt

S48



Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2010

Py T
Sample Name: CR080-54-95-95A / :72 ) Acqg. Time: 14:10

Acq. Date: Thursday, March 19, 2009

B +Q1: 3.688 to 3.855 min from Sample 10 (CR080-54-95-95A) of CRO80-MONI-19MARO9-BO1 . wiff (Turbo Spray)

375.90
1.6e6- I 37770
1.5e6- 1
Coo
I
1

1406 |

1.3e6 ] i
1.2¢6 ] i
1.1e6- i o
1.0e6 |
9.0e5- : |

8.0e5 | [

Intensity, cps

7.0e5 | |
6.0e5- | N
5.0e5

4.0e54

3.0e5+
2.0e5+ !
1.0e5; 319.70
004 : :

Br

382 384
m/z,_amu

358 360 362 364 366 368 370  ar2 374 376 378 380

386

388 390 392 394 396 398

400

402

404

T 408 408

Max. 5.8e6 cps.

*Sample Comment : [M+H] Expected **Analyzed By :
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I
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| f
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3954 12113
1203.11
1247.71 I

e

1067.36
1050.67

|
1179.34

Il‘ |||f| ” | .~'III | A

v |
A |

883.76

s
—

| 946.98

|
‘ 83958
i 757.06

|
|14S?.[]6
| | 1387.95
|

20 | | 1558.98

15 | U

1710.68
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W

Current Data Parameters 8 88
NAME  CR080-54-83-83A 2 588
EXPNO 1 @« nwn S
PROCNO 1 6 oG0S
F2 - Acquisition Parameters
Date_ 20081105
Time 12.33
INSTRUM apect
PROBHD & mm DUL 13C-1
PULPROG zg30
D 32768
SOLVENT DMSO
NS ]
DS
SWH 8278.146 Hz
FIDRES  0.252629 Hz
AQ 1.9792372 sec
RG 71.8
ow 60.400 usec
DE 6.00 usec
TE 300.0 K
D1 3.00000000 sec
TDO 1
CHANNEL 14
NUCH 1H
PLt o I o g
SFO1  400.1324710 MHz 2 o 2
F2-Frocessln arameters r 1 i i T T T 1 1 i i 1 i 1 i 1 1 i T 1 1 4
st to3bf 96 95 94 93 92 91 90 89 88 87 86 B5 84 83 82 81 80 79 7.8 7.7 76 15
SF 400.1300045 MHz .
Wi EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

13.3844

C=N-OH
Ar-H

TT—— 4.0387

_—— 4.0849

OCH3

3.00 =

L
ﬁ

T T T T T T T
74 73 72 71 70 69 68

3.3500
2.5024
2.4989
1.2098

— '

T g
ppm

T T T T T T T

dq 13 . 12 11 10 9 8 7
Tluley
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ATG

NAME  CR080-54-83-83A(IMM-38)
EXPNO 4

10 0 < < @ © 0 O 0 I 0 mo
PROCNG ) ~ - - pas =) DOM®O O 5) < N © <
Date 20084211 0 © ©~ o o N ® ~ © ~ &
el prde o0 - © o o > WM QYm0 © - - &~
INSTRUM spect ~ =] oo ~ o OO ® © T < o ~ N
PROBHD_5 mm DUL 13G-1 2 2 32 2 2 oo o s - ==
PULPROG 29pg30 . i . . i
™ 855 ; i i ‘ {
SOLVENT DMSO ! i Vo | /
NS 15080 i { { i : |
DS
SWH 23980.814 Hz
FIDRES  0.365918 Hz
AQ 1.3664756 sec
RG 3643.1
DW 20.850 usec
DE §.00 usec
TE 2916 K
D1 200000000 sec
di1 0.03000000 sec
DELTA  1.89999998 sec
TDO 1 .
===a==== CHANNEL f1 ==
NUCH 13C l i
P1 7.80 usec H
PL1 -2.00 dB i
SFO1 1006228298 MHz LW'\ ;\M ; A
CPDPRG2 waltz16 T T T T T T T T T T T T T T T - i
Novoz 10000 usee 155 150 ppm 138 136 134 132 130 128 126 124 122 120 118 ppm
PL2 4100 dB
PL12 14.92 dB
PL13 18.92 dB
SFGZ  400.1316005 MHz
si 32768
SF 100.6128204 MHz
WD! EM
SSB 0
LB 1.00 Hz
GB [ DT TNVRO =M TONNNOD
3 1.00 N Do O0OMDOO TN QT DO TGO T O

OMONNRONDDOS DN D ODONM T © N

Q— © WO GWEMKMLU D= — O N AT IDAC D

NOUIENNOOSH OO T NN TOROITNCOMN

LOETTOOOONNNNNN T~ = NOD D DO D DB

igeLan RRUENLAHE R I A AL L S DIOHOO®HOO

¢ \\ ' \\ /// I (NN I
OCHj3
Ar-C
| i
| ;
. L . | o R
¥ ’ y o iy » -
200 180 160 140 120 100 80 60 40 20 0 ppm
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CHEMATOTEXK A TCG Lifesciences Enterprise, PUNE l U\
Sample Nama: CRO80-54-B3-83A1 IMM-36 Acq. Time: 15:15 Acqg. Data: Wadnesday, March 04, 2008
(W TIC of +Q1: from Sample 7 (CR080-54-83-83A1 IMM-36) of CRO80-MONI-04MARO09-B02 wiff (Tu... Max. 2.4e8 cps.
0.65 1.38
2.4e8 ) AP A
2.0e8 WiAa Y -
8 R A v
- 1.5e8Do8 i AW i
= i I Y% 11284
= A AN AN 15 476
2 108 e WL, 324 a4 '
2 o (P \/’N_N«v\ LR
0.0 T T T oo v T T T T T T T o
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: 4.022 to 4.056 min from Sampl... Max. 3.2e5 cps. W +Q1: 4.122t0 4.188 min from Sampl... Max. 2.0e5 cps.
3547 2283
3-0e51 k‘ _386.7 20e5 :
LI
3 [ @ 15e5
S 20e5- 1y 8
= 0 2 1.0e5 542 3549
I 5 ! ‘
£ 105 456.0.358.0 S 50e4- |
T
ool a0 a7 1903 || B3 4553 s81 7170 89s7.
. : T T e | T
340 345 350 355 360 365 370 375 380 ~- 100 200 300 400 500 800 700 800 900
" mQ/Lq m/z, amu @/ miz, amu
W X[C of +Q1: 3555 to 356.5 amu from... Max. 9.6e5 cps.| M +Q1: 4.022 {0 4.056 min from Sampl.. Max. 3.2e5 cps.
4.06 354.7
9.6e5 | 3065 i
8.0e5 i i
"3 | @
5 i 8
> 6.0e5 il . 2.0e5
z i Z
g 4.0e5 H §
z i £ 10ed
£ 2065 o < 1489
P 205.0
Y SRS e o e L
05 10 15 20 25 30 35 40 45 50 150 200 250 300 350 400 450 500 550 600
Time, min Al m/z, amu
W Detector A, Channel 1 from Sample 7 (C.. Max 8.4e5 | W Detector A, Channel 2 from Sample 7 (C... Max. 3.8e4 .
8.065 083 3.8e4 0.63
3.0e4 AW
6.0e51 S
3 a0es. El V
= Oed- =
2 ! 2 104
2.0e5+ N
o.M N _ e
0.0%- - B - H - - -
} . . T r T T — e ‘ T : : - - - = 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 Time, min
Peak List for "Detector A, Channel 1 from Sample 7 (CR080-54-8Peak List for "Detector A, Channel 2 from Sample 7 (CR080-54-
: | Time (min) ‘ Area {counts) l % Aroa Height | ; Time {min) | Area (counts) * % Area Height
5| 6266 |7.0289e6  [99.8585°'83270e5 1 |1 06329 12.8608e5 703290 3.6967e4
P Shini S s A LI S R ST N
2 3.9661 19959.2553 10.1415  3115.0085 ; 2 155680 2069e5 296710 1.8471e4
LCMS-1 Reaction Monitoring {(TFA Buffer) Analyzed By :

“hannel 1 at wavelength 220 nm,Channel 2 at wavelength 260 nm

@Q@QCM”‘J

R

6Fh fiovthoy
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*

Sample Name:

"B Q1 251610 2.619 min from Sample 2 (CROB0-54-83-83A(IMM-36)) of GROBO-MONI-0BNOV08-BO1 wiff (Turbo Spray)

3.6e5
3.4e5;
3.2e54
3.0e54
2.8e5
2.6e5
2.4e5

2.285+

Intensity, cps

2.0e54
1.8e5
1.6e5
1.4e5-
1.295:
1.0e5

8.084!

6.0e4+

CROBO-54-83~83A(IMM-36)

**CHEMBIOTEK RESEARCH INTERNATIONAL ,

Acg. Time: 11:29

PUNE, INDIA

"100 150 200

*Sampléamment H

[M+H] H5& Expected

' **Analyied é; :

11

*

Acg. Date: Wednesday, November 05, 2008

Br

300 350 " 400

S55
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550

**Checked By :

500

e
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" Max. 7.5¢6 cps
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2/23/2009 11:47:18 1/1
oo 43

CHEMBIOTEK
A TCG LIFESCIENCES ENTERPRISE,PUNE,INDIA

Sample Name : CR080-54-83-83A~(IMM-36}
Sample ID : CR080-54-83-83A-(IMM-36)

Column < Eclipse XDB C-8 (150 x 4.6 mm) Data File Name : 21_02_D9_CR080-54-83-83A-(IMM-36)_01
Vial # 126 Method File Name : CRO80.lcm

Inj. Volume  :10uL Batch File Name :

Tray # 1 Data Acquired : 2/21/2009 2:00:10 PM

Acquired by  : KAVITA Data Processed : 2/21/2009 2:39:47 PM

Ref.No.: PAC/1140/90

mAU e
g POA Multi 1
500 i
w \
iy
250 1
] g
b g g =3 |
0 1 y e e - - - - |
o 5 10 15 2
min
mAU
]ﬁ PDA Mulﬁ!
300 ‘
i ‘
2003 ; |
moj } ‘
3 T ‘ ! g ES ‘
] 5”3 !
0’ e e I . ]
0 5 10 s 20
1 o min
1 PDA Multi 17241nm 4nm
2 PDA Multi 2/260nm 4nm

PeakTable
PDA Chi 241nm dnm e R
T Peakd . RetTime | T Ara 7 Area% T _ Heght |
N il T odss; TSI
92999 308! T 40s3]
B | 6411556 _TssmnT
. 552673 0,

T 60108 0843 T
i " 7izgase [ 1000007

PeakTable
PDACh2260um4am_ o
| Peakdt Ret.Time '~ Area ! Ara%_ | _Height |
1 7 68807 . 1304 3491
2; _Tag34tor! _ §8.188) _ 7612
3 410899 8983 37864,
4. 60627 L3Sy s4ss)
Total 4574434° 7 000007 7 394450

C:\LabSolutions\Data\Project\HPLC-01\FEB-09121_02_09_CR080-54-83-83A-(IMM-36)_01 R.fcd
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|
B I| 121!1511 ‘ ! lﬁ:ﬁj

65 | f 1387,
. I
60 |
|
55 5.46 o5 .60
- | | 1154.20 QF
wT ] | \
45 L
40 |
354 \/

30

3

128185 |

b | | f

53.14

oI -

1215.40

1034 IZIEr

14

|
748.53 555.65

B17.36

25
20
15 4

1501.55

1364.74

10 | 157020 l

101448
0.0
4000.0 3000

T T T 1
2000 1500 1000 300 400.0
cm-1
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o @O = DEOY OENNMNONOODOL &« Do~
Gamart 2o Paraetrs 53 E8 8% SE5C gREREEERER Ry 3Tz
y X - = o -
EXpig Cose-E)Te-TeA &R b8 93 S885 Bk 8B0a5 5T 58
PROCNO 1 © o e oo L R e N R e S o S O A e S NNy © WO
¢
F2- Acqulsmon Plrameten
Date_
Time 1940
INSTRUM

spect
PROBHD § mm DUL 13C-1
PU ROG 2930

32768
SOLVENT DOMSO
NS 16

DS [

SWH 8278.146 Hz

FIDRES 0.252629 Hz

1.9792372 sec
2

B, SRR, R0 Wr T e ¥

|
=]
F2 - Processing parameters ! ! ! . ' 7 T T T 7
s 16304, 89 88 67 86 85 84 83 82 80 79 78 77 76 75 74 73 72 71 70 63  ppm
SF_ 400.1300045 MHz
WOW EM
SSB 0
LB 0.30 Hz
GB ) ©
PC 0.50 - meza“vml\mlﬂﬂl\I\Nl\mNOWOWO)FWON(D(DI\OFOQQVQS
[ N~ T (DN‘—(DlO(DmI-D(DF)I\IDI\O)(D(.DI\V‘CDgGJ'-VNwLOlﬂN!\mv—("
() oonmovhmmwMMrrmv\me—mr\l\v NODNVOODNDOOD®D OO
P NHQQYYQQQQ@QQQNN@QQO@Y?ﬁQQQQQNQQ@OQQW
-~ o0 oo @

Q e\ (2

Br
(7

095 = ————

.

T T T i T T T T T T T T 1
@ & 4 13 12 11 10 9 8 7 6 5 4 3 2 1 0 ppm
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RANE " CRo.207870A 225 o8 825 382328 9% 835 nos 39g

EXPNO 2 o O~ N O NEC" Rodomse 28 oaog 5'38 gﬁg}

PROCNO 1 T M@ Qe ~ANNOWIB w6 S o O DD o3&
W Ww o O NNNNNN NN N O © e & 0 o

F2 - Acquisition Panm.ters

Date 200811

Time~

INSTRUM .

“spect
PROBHD 6 mm DUL 13¢-1
zg

32768
SDLVENT DMSD
NS

ps u N_ﬂg_CH2

SWH 8278.148 Hz

FIDRES 9. 252&29 Hz ’ - -
AGC st e N-CH,-C
RG

ow 50.400 usec

DE 6.00 usec

TE 300.0 K

D1 3.00000000 sec

TOO

===mmz== CHANNEL f{ ===mz=z==

B JEE. B e e W e e -l

F2 - Processing parameters
si 16304 87 86 85 84 83 B2 8.1 80 79 78 77 76 75 7.4 73 72 71 70 ppm 18 37 36 m
SF 400.1300045 MHz pp
wow EM
558
LB 0.30 Hz
GB 0
ke 050 DOENOOED VNI ONT VO [ o
- —wo-
EERS R Y R T ERECEI8S
<
BV RH03ANRNZEETR3ES 282343333
aoeooomuocor\hl\r\r\n\x\hhr\h-mw OO O OO

O | N

OH

_ 7/

Br C N
O N/ N/\\ N

\\/N \ Ar-H
11 VA
UMM ML A

Eoeenite
: ~loi— -‘-— ailailo v,-
9 8 7

T
4.24
3.96 —
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NAME  CR080-50-79-79A
EXPNO 3

PROCNO 1
Date_ 20081224
Time 9.44
INSTRUM spect
PROBHD §mm DUL 13C-1
PULPROG 20pg30
TD 65536
SOLVENT THF
NS 1334

DS 4

SWH 23980.814 Hz
FIDRES 0.366918 Hz
AQ 1.3664756 sec
RG 2298.8

ow 20.850 usec
DE 6.00 usec
TE 2926 K

D1 2.00000000 sec
d11 0.03000000 sec

DELTA 1.89999998 sec
TDO 1

s=zz=z=== CHANNEL f{ ========
NUC1 13C

P1 7.80 usec

PL1 -2.00 dB

SFO1 100.6228298 MHz
======== CHANNEL f2 =====rzs
CPDPRG2 waltz16
NUC2

PCPD2 100 00 usec
PL2 -1.00 dB

PL12 14.92 dB

PL13 18.92 dB
SFO2 400 1315005 MHz
Si

SF 100 6126651 MHz
WD! EM

s$8B 0

LB 1.00 Hz

GB o

PC 1.00

160.8937
157.6008

152.9101
148.5963
-~ 147.0466

Ak Lk T

AMJMMW’ A

e A e o

——132.1329

" Mbbwww

- - 131.1475

-- 130.6546
--130.1077

129.3135
- 128.5072

- 126 6911

l

- 50.3615

—— 123.9607
- 123.6851
122.5641

N-CH,-CH,

OH
7
Br C N

T i T l

45.8737

N-CH,-CH,

o JWL

WW

S60

162 160 158 156 154 152 150 ppm 132 131 130 129 128 127 126 125 124 ppm 50 48 bpm
585388320 EREREEnx3e o~
CDO‘—CnVNLO("Jva‘—OELDUOLDLD;V mw%ggg 2?} gONU‘c:‘O_‘tE N~
VOOANONO -~ O+~ NOCITONO T O <+ QMmN © N~ M~ s s~ ©
SMNANBRNINA GO E MmN Do N W HOITNS 0 m e N o= o ©
OUOTTOMOOOOCONNNNANNT O (o2 I N S e e Qo n 0 WO 0N W < <
D il S T e R R I R R it rxnogogogow Ln?- Nf‘\lr‘\lt\l(?i —
RSN VN
N/\\ Nae Ar-C
N \ P |
|
! I l |
HATT i
L o T AU N X
200 180 160 140 120 100 80 60 40 20 0 ppm
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Sendno L

NAME CR080-50-79-79A
EXPNO 2 = o oM OND I~ 0 o 0
PROCNO 1 ~ < OO O [%5] o o
[=) 3] ND =D D <] 0 n

?ianl‘eg 20:%12224 [rs) (0o e ol ] Y X} [s2] [Te}

g ™~ -
INSTRUM spect i 3 23285 & N o 3
PROBHD 5§ mm DUL 13C-1 A\ ~ R ol i o A\ - - ~
PULPROG dept135 | | [ ! ! i

5536 ‘ | I , ‘ :
SOLVENT THF i | [ | ; I i
NS 1584 :
DS 4
SWH 23980.814 Hz
FIDRES 0.365818 Hz
AQ 1.3664756 sec
RG 18390.4
bw 20.850 usec
DE 6.00 usec
TE 2924 K
CNST2 145.0000000
D1 2.00000000 sec
dz2 0.00344828 sec ‘ | i J
d12 0.00002000 sec |
DELTA 0.00000993 sec
TDO 1 U
======== CHANNEL f{ ======== )
NUC1 13C
P 7.80 usec . .
p2 15,60 usec ! i T T T T 7
PL1 -2.00 dB 150 145 140 135 130 125 120 118 110 105 ppm
SFO1 100.6228298 MKz
======== CHANNEL {2 ========
CPDPRG2 waltz16
NUC2 1H
P3 12.50 usec
p4 25.00 usec
PCPD2 100.00 u
PL2 -1.00dB
PL12 14.92dB X U8BRY0BHBN & NN > © @ w0
SFO2 400.1318005 Q OOND OO N O OO~ 0 — < ™ <t o~
sl 3 N ®ooo- M 0O N® polb g ©
SF 100.6127748 OH N OO MONO NN © D~ W0 N~ QO :};
Sow it / T E0BARRSNT 8 888 2% SIS
ssB ° —N A 5 « T = [N =]
LB 1.00 Hz Br . I i !
GB 0 i [ ] i !
PC 3.00 i :

11 \ Ar-C

L 1 | [
TT

I

N-CH,-CH,

160 140 120 100 80 60 40 20 0 ppm

200 180
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Br

‘ Y

Sample Name: CRO8D-50-79-79a | LM HH—) Acq. Tima: 09:44 Acd. Date: Tuesday, November 11, 2008
{ W TiCof +Q1 from Sample 2 (CROSO-. Max 2.2¢8 cps| W +Q1:1.883 to 1.984 min from Sampl. Max. 1.7e6 cps
! 228, 486.0 881
| 20e84, [

e o
‘ ; W o
2 1.5e8 ,
|8 | b
M !
@
2
£
£

[
485 490 495 500 5085

| o5 e s 475 a80
| Time, min m/z, amu
’ XIC of +Q1: 486.5 to 487.5 amu from... Max. 1428 ops
] 1.92 486.0
i | i |
I
’! 1.2086 1 i 20e57 | ‘
il 4 i 4
i
fa 10064 ‘ v 15es] P
19 | ! 5 {
|z oo B = )
3 : : @ 1
l§ 6.00e5 | ! g 10es] [
E i < 1 '
i 4.00es i
i i 5 Oe“q 279.2 |
| 20051 , !
| N, L,77LL7,~77,7747;,W,Y77-,,v,,,,, {
! 5 10 s 00 300 400 500 600 700

m/z, amu
Detector A, Channel 2 from Sample 2 (C.

Ti‘me, min
Detector A, Channel 1 from Sample 2 (C.

1.87 1.87 ‘
1.4e5
! ! 25e53 ) ]
| 1
f 1.0es 2,085 |

i 1

. !
lg 5.0e4 ] | Sesi{ !
2 i 2 !

oo 027, . 1.095}
I

1

!

e i

00 05 1.0 . 2.0
i Time, min ~— _J
Peak Llstfor'DetecloYrA Channe! mple 2 (CROB0-50- "Detector A, Channel 2 from mple 2 (CR0O80-50-
Sohmn Rl Detector A Channe RSP mmmnnnne, 2, 22T £ TOM SaMple 2 (CROBC

Time {min) ' Area (count: o Area Height ; Time (min) | Area {counts) « %Area : Height
1 0.2691 6040.3386 10.9659 i2510.38457, fiq 0.2537 11.4437e4 1.4099 47153873

1.8679 6.1932e5 99.0341 1.6309e5j 27 16775 1910.3159 0.0889 362.0839

’ e e = T T T  eees "10086e8 i88.5012 2.5930e5

Reaction Monitoring Analyzed By :

hannel 1 at wavelength 220nm, Channel 2 at wavelength 260 nm
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u\“ . ‘) ! . ‘5
* *+*CHEMBIOTEK RESEARCH INTERNATIONAL , PUNE, INDIA *
Sample Name: CR080-50-79-79A Acqg. Time: 18:41 Acq. Date: Wednesday, March 18, 2009
B +Q1: 2.852 to 3.187 min from Sample 2 (CR080-50-79-79A) of CRO80-MONI-18MARQ9-BO3 wiff (Turbo Spray), Subtracted < +Q1: 1.616 to 2.251.. Max. 8.2e4 cpg
486.40
8.0e4
7.5e44
7.0e4 |
6.5e4

6.0e4 O
OH
5.5¢4 366.10 /
, | g

Br
5.0e4 ] | O
8 45e4] 3 N N N N
@ 4.0e4 ' ‘
5 ! 11 Y,
E 5
3.5e41
3.0e4+
2.5e41 121.10 ;
2.0ed
i 488,70
1.5e4 ! 34820 | !
i |-369.20
1 : 307.90
1.0e4 14920 = ‘
5000.0,107.20 ‘l 228.30 27020 I ﬁ :
[ \'( R [ |
i ‘k } [;‘AAJ:uxlhmt“;ﬂn‘h"hk;ni;!n;"hl:,;.‘k%-kup,i»n»npuul‘#ww “ bV e o i biga s N ! walh . . u ; 1 ; e —
100 150 200 250 300 350 400 450 500 550 800 850 700 750 800
i miz, amu 7 o e
*Sample Comment : [M+H][4<5"{> Expected **Analyzed By : ﬁ LLIIL” **Checked By : / T
0 Ll
19 X
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| Tt —— v L ERFRIDE FUNE, INDIA

Sample Name : CR080-50-79-79A

Sample ID
Column
Vial #

inj. Volume
Tray #
Acquired by

-_ e

mAU
500

mAU

: CR080-50-79-79A
: Eclipse XDB C-8 (150 x 4.6 mm)
166

Data File Name : 17_02_09_CR080-50»79-79A_01 lcd
Method File Name : GENERAL-GS-2.lcm

;4 uL Batch File Name : 17-02-09.Icb
i1 Data Acquired : 2/18/2009 1:11:20 AM
L KAVITA Data Processed : 2/18/2009 12:11:58 PM

Ref.No.: PAC/1140/85

PDA Muiti 1

1 PDA Muiti 1/255nm 4nm
2 PDA Multi 2/260nm 4nm

PeakTable
“Ara_ " Awa% T Height
73] T Tga50T _ 1361
) ¥ 7] S 5
8472 0.178 1047
, % — . %665 02031 T T i433
o — 18T T Tmeals|T T 99366] T mmash
—Toal T T T 4756393, ﬂ&ﬁt 488900
PeakTable
PDA Ch2 260nm 4nm _ o .
~Peid | RetTime [~ Area T Awa% T Tieight ]
i Q — IS2L[ - R96B| T 0507 = EW
— 2T a0 T Teny 01591 T T "5
F o3 e T 19T om T e
— e — T T @1093s! T Tw0ag3 | g,
B - e R 7 11 o711

C:\LabSqutions\Data\ProjecH \HPLC-02\FEB-09\1 7_02_09_CR080-50-79—79A_01 .led
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100.0
95 |
Y SN 11 I . A I
y | VIII J 1 m |I | l'ﬂ |] ||| L'|| || || "Ilf|| f ||1 | rﬂ i |'f |||m|h|,f""u\| |
g5 / 51 | | ‘| |‘ ] |‘| | III | |v| I| ‘ ||||I||1||I
‘ |‘ 12[17?}15 f |' |‘|I L 1553.53
7

1b94> | ‘ | |I|’?J5. 1| 68t
- ‘ ‘ 3158 | | 106954 ‘ [ ‘ |66?.95|
734 H 1psod | | i | | | 620.68
- A 1hsp 1 105198 (I
70 f "‘F ‘ ( b
A ‘ [ | | H | 86731 H |,||
‘ |‘| | |I ‘

313.68 |‘( | | .
| T
) ml

(2]
[=]
1

—

.‘ ‘ | 87/83

1161.83
375.79 i

0/
T 2830.25 |

1485.26']

30 O 1550 88 143136 087.20
25 OH

=N
20 123075

1603_0m| | ‘

0.0
T T T T
4000.0 3000 2000 1500 1000 500 400.0
cm-1
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NAME  CR080-43-IMM-41
XPNO 1

PROCNO 1

Date_ 20081112

Time 23.36

INSTRUM spect

PROBHD § mm DUL 13C-1

PULPROG zg30

TD 32768

SOLVENT DMSO ©

NS 8 ® CONQONVLTDCRRON= 0D 00O~
DS 0 - NN ONNNON QMM O3 0O
SWH 8278.146 Hz ~ CTOOIONORNUMODOION NN O~
FIDRES 0.252629 Hz ) MOV NTOONNMNOOONOOOO oo
AQ 1.9792372 sec - © 0NN NSMNNNMNNNN~ oOMmmnom

B L SR N

TE 300.0 K

D1 3.00000000 sec

TDO 1
CHANNEL 1

NUC1 1H

P 12.50 usec

PL1 -1,

SFO1 400.1324710 MHz

Sl 16384

SF 400.1300045 MHz

WDW EM

SSB 0

L 0.30 Hz

GB 0

PC 0.50

N-CH,-CH
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Current Data Parameters ggzggg 850’%,388
-
MEXL‘,EO CR“"";"MM'“ HSONG « © B ~Y DN G
PROCNO 1 ©Lowin < a QMO ONnnY
© o NSNS

F2 - Acquisition Parameters
Date_ 20081114

Time 9.37
INSTRUM |
FROBHD 5 mm DUL 13C-1
Pg LPROG 2930
Tl
SOLVENT DMSO
NS 8
0

WH 8278.146 Hz
FIDRES 0.252629 Hz
AQ 1.9792372 sec
RG 2281
bw 60.400 usec
DE 6.00 usec
TE 300.0 K
D1 3.00000000 sec
TDO 1
sz=z==== CHANNEL {1 swanzassz
NUuC1 1H
P1 12.50 usec
PL1 -1.00 dB w&’r }Emﬁ(
SFO1 400.1324710 MHz [STEN ST

T

7.0792

Qwm
< v
(s MTol o)
SS9
M~~~

;ﬁi
N

— 3.5737

N-CH,-CH,

-3.2773

N-CH,-CH,

e

lo]

F2 - Processing parameters T T T T T T
94 9.2 8.8 84 82 80 78 76 74 70 6.8 m
g:: 40;2?5%: MHz pp 37 36 35 34 33 32 ppm
WDW EM
§sB 0
LB 0.30 Hz
GB 0
Fe 050 TAHNONON T ORRUODTNOOM MOM-OTONO < 0 @
CAVEMMODT-IITVO—OCO T —x DENOND DO N Q - <
DONOT O DBNTFTWND S TN QIO OOY—NNONN =] o<
QOWWYMONMNNOEYNDINOOOO oeCoamainN 0 - Qe
00 00 00 00 00 00 M I I e I N I N N N N NN TELT SO0 o -
OH SN\ N/ |
=N
N/\\
N
F
Ar-H
Auyijg_ﬂnﬂ - A
OOl —icd o« oilm —lO
T T T l T T T T T T T
" 10 9 8 7 6 5 4 3 2 1 ppm

TN
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NAME  CR080-50-75-75A
EXPNO 2

XP|

PROCN:

Date_ 20090116

Time 19.39

INSTRUM )

PROBHD 5 mm UL 13C-1
LPROG zgpg30

65536

SOLVENT OMSO

NS §1200

DS

4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3

~——155.7810
—— 154.8929
—150.8153
——148.1849
—— 146.4395
~——144.3746

-——132.9682

——130.8049

——130.2352
T~—130.1788

— 129.3640

— 128.6106

—117.5104
—117.2849
T~117.2132

——115.4810
——115.2555

664756 sec
RG 9.1
DwW 20.850 usec
DE 6.00 usec
TE 291.5 K
D1 2.00000000 sec
d11_ 0.03000000 sec
DELTA  1.89999998 sec
ToO 1
e W“IMMMQ MM M
NUC1 13C
P1 7.80 usec
PL1 -2,00 dB
SFO1  100.6228298 MHz T T
HANNEL 12 156 154 152 150 148 146 ppm 133 132 131 130 129 ppm 118 117 116 ppm
CFDPRGZ waltz18
NUC2 1H
PCPD2 10000usec
PL2 -1.00 d
PL12 149zda
PL13 18.92 dB
SFO2  400.1316005 MHz I
si 32768
SF_ 100.6128116 MHz CPMOVONNDINOVOOWVWOVEOTDHNO W
wo EM bR eI BN IBRICNEIS SIS SERI282LT
SSB 0 ROO-EITMINONTMNOOONOONNTN rR0IHRBGY
8 100 Hz VSO BOLTNNOOSDOWE =0~ N I 100 QU VOINO®
DODIITONNORONNNNN T« = v = v v DBCHDD B D @
® L ””,,WF_,_,—/F/Q% \*W
O ,OH
Br N
LN N-CH,-CH,
12 F Ar-C
—— " Jxv.'J‘JJLJ L‘.L‘M““I“”h e Y ” l JL - o .
T T T {AAAARRAANS AARAAASA T T T T T T | T T T T T AR T
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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NAME  CRO80-50-75-75A
EXPNO 3

PROCNO 1
Date_ 20090119
Time 8.42
INSTRUM sBect
PROBHD & mm DUL 13C-1
PULPROG dept135
0 65536
SOLVENT DMSO
NS 13919
DS 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.36€4756 sec
RG 3649.1
bw 20.850 usec
DE 6.00 usec
E 2923K
CNST2  145.0000000
il 2.00000000 sec

d2 000344828 sec

——49.0535
——48.8619

—132.8571
—130.7797
_—130.2325

TT—130.1772
—— 128.6099

—117.2688
TT—117.1949

— 115.4586
——115.2439

|
E

d12 0.00002000 sec
DELTA  0.00000993 sec
DO 1
ss====zx CHANNEL f{ ====an==
NUC1 13C
P; 175'.'5%':";‘2 T T T T T T T T T T T —T T T T
L1 -2.00 dB 50.0 495 490 485 ppm 133 132 131 130 129  ppm 117 116 ppm
SFO1  100.6228298 MHz
m==zzm== CHANNEL f2 ========
CPDPRGZ  waitz16
NUC2 1H
T
Pepoz 100,00 usec
RO NAICOCOBWORN
MONNMNOOMNOY @M WLOHMOD e~
ONONOONOO LW M= 0D
DN OM~NON~ N WO N
O NOCOS O NNGW QOO O
OMMOONNN™ ™+ v DODODDDADOD
OH DRl i R L A E B tFETONO®
—N Va7 N N
Br N ‘\N
12 \Q\F Ar-C
U] .
oy g "l v
N-CH,-CH,
T T T T I T T T T T T
200 180 160 140 120 100 80 60 40 20 0 ppm
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T

Sample Name: CROB0-50-75-75a1 LT Y} L‘r) Acq. Time: 13:10

Acq. Date: Thursday, December 11, 2008

["@TIC of +Q7: from Sample 8 (CROBO-..

|
i
|
!

Br

Max. 2.2¢8 cps.| W +Q1: 1282 to 1.349 min from Samp!

Max. 7.866 cps |

503.4

2.2¢8
| 2.5e5]
20e8! , i v‘ﬁ’@ ‘ 5055
Loy IS i
! ’ w  20e5] [
g 1 58 Yy 8 IQ/I{ i
Z ! 1 z 1.5e5 o
2 1008y Vo5 1 il
z i \ < i
5.0e7 \ 1,085 )
] \ i
o e M — (— T
05 1.0 15 2.0 25 30 505 510 515 520 525 530
Time, min m/z, amu
WXIC of +Q7. 5035 0 504.5 amu from... Max. 1.6e6 cps.| W +Q1: 1.282 10 1.349 min from Sampl... Max. 2.5e5 cps.
1.30 503.4
1.6e6 ? 2_5&5«1 @
1.4e6 | ! I
1.2¢6 1 H 2085
0 N i 4
8 1.0e61 ) 5
= 1 ] E ]
2 eoes! ! 2 1.5e5
£ 6.0e5- o 2 .
= i S 10es{1197
4.0e5 ] h 1
2.0e5 { ]
ot 5.0e4]
S T e
05 1.0 15 100 200 300 400 500 600 700 800 900
Time, min miz, amy 1
W Detector A, Channel 1 from Sample 8 (G Max. 6.8e4 .| W Defactor A, Channel 2 from Sample 8 (C.. Max. 1.2e5
| i
! 124 1.16e5 Or24
Bed ; 1
| i 1.0085 4
4ed+ 1
264 | 022 8, 00e41
ES 0 - 3 6.00e4
S 1 b =
< 2e4) - < 4.00e4 ]
-de4d T 200840 g
'
A
Bed i 000" /
P et e <O L — e
00 05 10 15 20 25 30 00 05 1.0 25 30

Time, min
Peak List for “Detector A Channel 1 from Sa

SR A et

mple 8 (CROB 50-

Time, min
0 Tmemn

n Sample 8 (CR080-50-

Time (min) . Area (cou;ts) % Area Height Time(min) { s) : %Area Height
1 0.2248 1.3775e4 ;32405 43039547 { {1 0Zba7 " 53606976 0.7920 13133680
2 1.2420 4.1130e5 '96.7595 '7.6652e4 3 T 2.4B13es 136457 5463.9417
" LT e '6.504 " 7'95.5623 1.1551e5
!
i
LCMS-1  Reaction Monitoring (TFA Buffer) Analyzed By :

“hannel 1 at wavelength 220nm, Channel 2 at wavalength 260 nm

N \q/\%ﬂ
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*

Sample Name: CRO80-50-75-75A

Comp 12

**CHEMBIOTEK RESEARCH INTERNATIONAL

Acq. Time: 19:33

, PUNE, INDIA *

Acq. Date: Wednesday, March 18, 2009

L
1.29e5
1.25e5
1.20e5]
1.15€51
1.10e5]
1.05e5
10085
9.50e4-
9.00e4 ]
8.50e4
8.00e4
7.50e4
7.00e4 1
6.50e4
6.00e4
5.50e4
5.00e4
4.50e4]
4.00e4~:
3.50e4 ]
3.00e4 ]
2.50e4
| 2.00e4
| 1.50e4]
1.00e4 -
5000.00

Intensity, cbs

505.40

'

L sy s

+Q1: 2.585 to 3.086 min from Sample 9 (CR0O80-50-76-75A) of CRO80-MONI-18MAROS-B03.wiff (Turbo Spray), Subtracted < +Q1. 1.783 to 2.284..

Max. 1.3e5 cps.

Br

100

;;Sample” Comment :

180

: 200 250

400 450 500
miz, amu

300 350

[M+H] GOL\ Expected

**Analyied By : i
f [‘«’ﬁ/

. L(]Mmq,)th 1] ﬁ
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Sample Name : CR080-50-75-75A

Sample ID : CR080-50-75-75A
Column : Eclipse XDB C-8 (150 x 4.6 mm) Data File Name : 18_02_09_CR080-50-75-75A_02.lcd
Vial # 169 Method File Name : CR080.lcm
Inj. Volume  :8uL Batch File Name : 18-02-09.Icb
Tray # 1 Data Acquired : 2/19/2009 2:39:05 AM
Acquired by : KAVITA Data Pr d : 2/19/2009 12:22:23 PM
Ref.No.: PAC/1140/87
mAU
f 8 PDA Multi 1
300~ “g
200 “
: | !
100~ . !
N &R a2y 3
: £ 88 &
B\ e 2 :
o oo - L g S
0 5 10 15 20 25
min
mAU
300- ] PDA Multi 2|
s
. I
200 !
100- “
12
20
B 85
iacd EP]
[ b s TN
. 71 T T T T T
[} 5 10 15 20 25
min
1 PDA Multi 1/253nm 4nm
2 PDA Multi 2/260nm 4nm
PeakTable
PDA Chl 253nm4nm I o
| Peak# | Ret.Time | — Ama T Area%_ | Height
| 14.173 23803 | 92 3904
14425 19432 .75 3639
15.120 2358574 9135 337493 OH
= 15919 164605 .37 21263 !
- 16.527 11133 431 1525 B N
18232 4343 168 549 r
Total 2581889 : 100.000 | 36837
PeakTable Z N/\\
PDA Ch2 260nm dnm N
Peal# | Ret. Time Ara | _Ara% | Height \\/N
14177 17751 07631 301t 12
14.428 13909 0598 2691
15.120 2119465 91.110 302591
159194 162985 7.006 21158

C:\LabSolutions\Data\Project\HPLC-02\FEB-09\18_02_09_CR080-50-75-75A_02.Icd
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100.0

n
|

\ 29|f?s.371| |

|
L

\ lﬂ '|| ||I

\ - ) |
. Ivf\/*’\\l f-— N \II IIFH

4000.0

“L |
'n ;'Iusos. 3 ‘L

—o—
[}
—_——
o
=
————

—

Has

i

1432.19

J l 1378.66
4!

4
A

1553.08
1404.94

1508.61

|‘1
b
u|

i
* qugw
f

1L3 2.88

fr

1262/9

12?&0le|| H

|
4

1157.

124331

||rI | |\I In ‘r‘\l
|'| [ || |
i

1069.)40 | 9’6'_021

1136.73 9 ‘2.96 l

988.63

8303

820.79

756.20

T
3000

T
2000

T
1500
cm-1
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NAME CR080-54-147-141B
EXPNO

1

PROCNO 1
Date_ 20081230 5 S 58 2%
Time 16.48 o3 [} < N 0 <
INSTRUM | ~ (= o TR ]
PROBHD & mm DUL 13C-1 ] o we oo
PULPROG 2930
TD 32768
SOLVENT DMSO

S 8

S ]
S 8278.146 Hz
FIDRES  0.252629 Hz
AQ 1.9792372 sec
RG 456.1
bw 60.400 usec
DE 6.00 usec

TOO
===xuszmm CHANNEL f1{ ssz=====
NUC1 1H

P1 12.50 usec

PL1 -1.00 dB

SFO1 400.1324710 MHz

S| 163!

——8.2878

e} — © T
a5 & @98
- @ NN
w0 ~ NN

SF 400.13%40019 MHz .
B E lef W W e W W e
LB 0.30Hz . - - | - o - . el
GB 0 T T T T T T T T T T T T T T T
PC 0.50 10.0 98 9.6 94 9.2 9.0 88 8.6 84 82 8.0 7.8 78 74 7.2 ppm
2 NOANMNOD—0M— @M M~ =]
3 SR INBEeEsT BN g 8
] NOMNMNOON-GONNN h o
i S P
C=N-OH
Ar-H
o S| |o|=|nlaola|ex
o -~ =l —{—{N|l—|N
I T T T T T T I T T T T T
14 13 12 11 10 9 8 7 6 5 4 3 1 ppm
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NAME  CR080-64-163-141D
EXPNO 2

PROCNO 1
Date_ 20090107
Time 19.09
INSTRUM spect
PROBHD & mm DUL 13C-1
PULPROG 7930
0 32768
SOLVENT DMS0
NS 16

DS Q

SWH 8278.146 Hz

FIDRES 0.252629 Hz
Al 1.9792172 sec

ow 60.400 usec
DE 6.00 usec
TE 290.9 K

D1 3.00000000 sec
TDO 1

=s======= CHANNEL | sxzxzxux
NUC1 1H
P1 12.50 usec
PL1 -1.00 dB
SFO1 400.1324710 MHz
16384
SF 400.1300023 MHz
EM

LB 0.30 Hz
GB 0
PC 0.50

—3.8165
~———2.5000

S75

13 =N Ar-H
o
s
o Ol ||~ {|+|N
T T { T T T T T T T T ey | T
15 14 13 12 11 10 9 8 7 6 5 3 2 ppm
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o S =38 <+ © o ~ 1= < < - o wo
& BN o 5D o XM = D < ~ ~ o = =
by 89 o 288 3 ~ g ~ © N D < @ ]
Current Data Parameters s "6 < @ 0~ L © N N ~ s el
NAME | CROBO-54-147-1418 2 LY s 583 == o 0 © 0 b 3] of &N
EXPNO - - = - R Qoo o o N o N N N
PROCRO Y papia - - - - - - - -
FZ Acqulsmon Panmm
20080
e oy
INSTRUM spect
PROBHD 5 mm DUL 13C-1

PULPROG 2gpg30

5536
SOLVENT DMSO
NS 16362

5
SWH 23980.814 Hz
FIDRES 0.365918 Hz

AQ 1.3664756 sec
RG 3648.1

ow 20.850 usec
DE 6.00 usec
TE 2M.6K

D1 2.00000000 sec

d11 0.03000000 sec
DELTA 1.89999998 sec
TDO 1

-
:
E

sm====x= CHANNEL {{ =ssz===x
NUC1 13C
P1 7.80 usec T

L 0B 150 145 140 om 132 131 130 139 ppm 126 125 124 123 ppm
=znE===x CHANNEL f2 ====wan=

CPDPRG2 waitz16
Nuc2 1H

PCPD2 100.00 usec

PL2 -1.00 dB

PL12 149248 DQANCNTOLTOONDYT~ONNMNO

PL13 18,92 dB TORArdNOTOITDIRLSRe Y COTNO MmN

SFOZ  400.1316005 MHz ODUNTCTDODARITNOANDT? T O O SvrodwN
QOYOUONTNONNOTNNTOO D RO ~©InF

F2 - Processing parameters cntom-—r\wg‘-‘—‘—meoomvmmmm T QO T NOQ®

sl 32768 IITTOMNOOOONNNNNN NN = SO DA D 0

wWow

Br C =N

N 'L/X Ar-C
— L il | Jm

T T T 1 1 "
200 180 160 140 120 100 80 60 40 20 0 ppm
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Br =N

cempPag

Ent BUNE

Acq. Date: Tuesda

Dacember 30, 2008

‘W TIC of +O1. from Sampie 5 (CRO80- Max. 3.567 cps.

75

‘e 3.0e7-
8
2 20e7 < 295 242272 -
H 0.92 " Nt ey
8 10e7 B :
£

ook [FPS— 1 S

05 1.0 15 20 25 3.0

Time, min

70172017 10 2.050 min from Sampl.. Max. 3.8e5 cps.:

N 391.4
8
8 404 3410 | ;
&
2 p0eq 1361 2444 75
g
£ 294.1 4537
£ ; _475.5
- .o A8 Mk il o

150 200 250 300 350 400 450 500 550 600
miz, amu

@ Q1 1,649 to 1.683 min from Sampl... Max. 3.2e5 cps|
p—

' 2065 3783

2

S |

- I

2 1065
8

L

=

[y S— 8 e,
200 250 300 350 400 450 500 550
miz, amu

W +Q1: 1.750 to 1.783 min from Sampl "Max 75€5 cps.

54 391.3.393.4

1 fo :
& 6.0es- :
2 4.0e5 ;
% - 94.3 I
g 2088 373.2.3754 392 5T3 . ‘

370 375 380 385 380 395 400 405 410
miz, amu

W XIC of +Q1: 341510 342.5 amu from

2.6e5 318
a :
(8 2.0e5-
-
2 1.0e5
8
-E
0.0k

W31 1.750 to 1.783 min from Sampt “'Max 7 585 cps.

3934

8 |

a

S

i |

®

g

£ 373 1

- b

200 300 400 500 600

miz, amu

B XiC'of +Q1: 376.5 to 377.5 amu from Max. 7.8e5 cps.

W X(C of +Q1: 3915 to 392.5 amu from. Max. 3 3e6 cps.

78¢5 185
@
& 60es
£ 40es5!
F ‘
2
£ 20es
£ g - 255
ook . et e 255
i 05 10 15 20 25 30
Time, min
B Deiector A Channel 1 from Sample 5 (C... Max. 3.8¢5
3.8e5 168
30e5
'3 2.0e5
2 10es5- .
| a0k - :
o0 o8 Mo Tas 20 25 30
Time, min

175
»  3.066 '
2
8
5 2088
5 |
g 1.0e6
£ | 201
[X0 L S PR
0.5 1.0 15 2.0 25 30
Time, min o
W Detector A, Channel 2 from Sample 5 (C Max 4.9e5
4.9¢5 188
4.0e5 !
2
3
>3
3 205 o w
196
ook 026 ... . AP 266
0.0 0.5 10 15 20 25 30

Time, min

Peak List for "Detector A, Channel 1 1rom_$ample 5 (CR080-54-

Peak List for "Detector A, Channel 2 from Sample 5 (CR080—54»

Time (min) Area (counts) %Area Height Time (min) Area (counts) %Area Height
1 0.1680 1.2187e4 0.6254 5075.0515 2 1.6792 2.2804e6 96.3072 4.8873e5
‘2 1.6803 1.8633e6 956136 4.0092e5 3 19579 7.7169e4 32591 1.6624e4
i3 1.9572 7.3296e4 3.7611 1.6601e4 4 22167 3623.9344 0.1531 1407.9438
5 26610 31878660 01346 1213.8358
1Gis"1 Reaction Monitoring (TFA Butfer) “Analyzed By

Channel 1 at wavelength 220mm, Channel 2 at wavelength 260 nm
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Sample Name: CR080-147-141B IMM-39

Acg. Time: 13:53

Acqg. Date: Thursday, March 19, 2009

1.5e6+

1.4e6+

1.3e6{

1.2e6+

1.1€6

1.0e6

9.0e5-

8.0e5

Intensity, cps

7.0e5
6.0e5
5.0e5 +
4.0e5
3.0e5
2.0e5+

1.0e5
»

0.0

B +0Q1:2.886 to 2.986 min from Sample 9 (CR080-147-141B IMM-39) of CRO80-MONI-19MAROS-BO1 wiff (Turbo Spray)

390.90
!
L 393.00

37600 37760

i (N \

Max. 6.6e6 cps)|

Br _N

360

365

370

ars | a8 385 390 395

m/z, amu

400 405 T4t

415 420 425

*Sample Comment :

[M+H]

Expected

**Analyzed By :

S78

**Checked By :
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Sample Name : CR080-82-101-95-B

Sample ID : CR080-82-101-95-B
Column : Eclipse XDB C-18 (150 x 4.6 mm) Data File Name : 10_08_09_CR080-82-101-95-B_07.lcd
Vial # 126 Method File Name : GENERAL-GS-1.lem
inj. Volume  :2uL Batch File Name :
Tray # 1 Data Acquired : 8/10/2009 4:58:25 PM
Acguired by : KAVITA Data Processed : 8/11/2009 9:30:32 AM
Ref No.: KS/AQ275/96
mAU e e
[N PDA Multi 1
<~
©

1 PDA Muiti 1/205nm 4nm

PeakTable
PDA Chl 205nm 4nm

Peak# Ret. Time Area _Area% Height
1 1.757 21559 0.601 6384
2 3.013 4768 0.133 1051
3 4107 25210 0,703 1396
1 5.826 85896 2.395 17154]
.3 6.071) 3174 0.089 849
6 6477 3271433 91.223 454749
7 7.029 7647 0213 1316
8 8.374 151276 4.218; 16811
9 10643 3731 odeat T 803
[ 10859; 6907 710,493, 1286
o 12.138] 4610 0129, 816!
Total ; 3586229 100.000; 50311

CaLabSolutions\Data\Project!\HPLC-021AUG-09\10_08_09_CR080-82-101-95-8_07.Icd

#z &
oo o
R I
" v T
10.0 125 15.0

min
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W

30

20

-10.0
4000.0

313150

ALCOHOL PRESENT

f 171021

Br

3000

cm-1

S80

Wi
Wy |

154829

153085 |

1%

1493 &5 b

1500

i o
/1234 63
| |

| AN ' 9301 |
| (w404 | |
=|L3_4.11 it 5 [
: 1095.47| . ! ‘ |

| "u! 106676 |
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NAME  CRO80-54-101-101A{IMM-37)
EXPNO 1
PROCNO

Date_
Time

INSTRUI

1
20090116
1348

T spect
PROBHD 5 mm DUL 13C-1
PULPROG 930
TO

SOLVENT TFA

NS 8

32768

s o

swWH B278.146 Hz
FIDRES 0.252629 Hz
Ac 1.9792372 sec
RG 4.7

oW 60400 usec
DE 6.00 usec

TE 2913K

Dt 3.00000000 sec
00 1

exxam—z CHANNEL {1 =z====—=
NUC1 1H

P1 12.50 usec

PL1 -1.0

SFo1 400.1324710 MHz
sl 16384

SF 400.1300045 MKz
wbw EM

SSB 0

LB 0.30 Hz

1]
0.50

——9.3415

i

)

o
=}

P

1

D < < D 0N~ (o) ol SN o)}
™ W0 - = (© 0~ v 0
P~ ~ 0 s o w 0 Y N N
Koo 5 e LR
[-e] 0 ¢ © o0 o 0 W W

7.7834
7.7638
—7.7455

~

7.7276
7.7104

1

=g

7.0786
7.0690

~_ ,

_~7.0843

e

T T T T T T T T T T T T T T T T T T T T T T T
95 94 93 92 91 90 89 88 87 86 85 84 83 82 81 80 79 78 77 76 75 74 73 72 71 70

——11.6245

-

-

Ar-H

14

13

12

"

T
10

3096 ~

T

7 6 5

S81
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NAME  CR080-54-101-101 A{IMM-37)

EXPNO 1 @ m = MW — O @ o - X T~ B -0 ® oo
PROCNO 1 < 0 N 0o N D o DO 0 D O = D N § DO
Date_ 20090116 N = - Mo N DO = N D 0O N = o D MO W O
Time 18.55 © N o ©un < oK o ©oN ~ N Own K @ @ M o
INSTRUM spect = w0 o~ o S o > ] )+ ) ® Vv o o
PROBHD 5 mm DUL 13C-1 33 < 385 38 9 28 & & &3 Q - == & 28
PULPROG 2gpgy30 ~ - -~ ‘—I-/F - - -~ - ~ - - -~ - - — -
70
SOLVENT TFA [
NS ]
DS 4
SWH 23980814 Hz
FIDRES  0.385518 Hz
AQ 1.3664756 sec
RG
ow 20.850 usec
DE 6.00 usec
TE 2914 K
o1 200000000 sec
d11 _ 0.03000000 sec
DELTA  1.89989998 sec
TDO 1
==m==xe== CHANNEL {1 ssx==cxx
NUC1 13C
P1 7.80 usec
PL1 -2.00 dB
SFO1  100.6228298 MHz l I

" SNty
s=az==== CHANNEL {2 =w=z==az Wy v
CPDPRG2  waltz16
NuC2
;E;D? 1'33:3""= T T T T T T T T T T T T
PLz ::g; g 150 145 140 ppm 134 132 130 128 126 ppm 120 115 ppm
sfoz  aou 316008 MHz
SF  100.6127744 MHz
Wow EM
ssB 9
LB 1.00 Hz
GB °
PC 1.00

P N T N TN OMOr YYD -0

RN R RN YAND OO ORI TN TR

PN MO NI O TN OB oSS S Y

“"“.".N.‘QNQ‘Q"?TO'\G‘ON'\NOW'\.Q“.‘Q"’.QO

SRR Y E N YN N OO TN OEMS o

e e e R R R R R R R R R = =)

At i ot RS B0 S S s i

Ar-C
| ll‘ 1L
1 I T T T T I T T T
200 180 160 140 120 100 80 60 40 20 0 ppm
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CHEMBIOTEK A TCG Lifesciences Enterprise,PUNE

Acq. Date: Friday, A

. 2008

L. uf +Q1 from Sample 4 (CROBO- Max_ 2.2e7 cps.

W Q13721 to 3,788 min from Sampl Max 5 5e5 cps. |

373 393.10
|
o7 50e5 i
| |
oy . 40e5d
8 |
= 3.0e5- '
t ey @ E ! i
5 | |
S LS | i
¢ 39210 i
ted g 1,085 373.10 1
o IR R oon 9 2035090/38020 9540 41500 a3080
05 10 16 20 25 30 35 40 45 50 350 360 370 380 390 400 410 420 430 |
. Time, min m/z, amu |
<iC of +Q1. 391.5 to 392.5 amu from Max. 2.1e6 cps. W Q1 3721 to 3.788 min from Sampl... Max. 5.5e5 cps. 1
o ‘ 5 565 393.10 [
gt ' 5.0e54
/OH b . 40e5q :
N g ;
Br | = 305 !
tled » '
§ i
£ 20e5 ¢ !
= el 5
N N \ 1.0e5 37310 ;
14 N o i o hsso ‘ ;i
05 10 15 20 25 30 35 40 45 50 100 200 300 400 500 600 700 800 900f
. Time, min m/z, amu )
cioctor A, Channel 1 from Sample 4 (C... Max. 2.6e4 .| W Detector A, Channel 2 from Sample 4 (C Max 9.2e4
i
372 92e4 872 ‘
055 086 8.0e4
Jes 8.0e4
3 B
5or E d
N 32 40ea |
X i
RCT
, 2.0e4
] 4,18
e e . : ool e Vs -
00 05 10 186 20 25 30 35 40 45 50 00 05 10 15 20 25 30 35 40 45 50
Time, min Time, min

« List for "Detector A, Channel 1 from Sample 4 (CR080-79-

Peak List for "Detector A Channel 2 from Sai‘nple 4 (CROB0-79-

Time (min) Area {counts) %Area Height Time (min) Area (counts) %Area Height
37236 1.7924e5 87.4938 4.8231e4 1 27834 2739.5001 0.7413 700.3213 :
4.3200 2.5620e4 125062 4549.7824 2 2.9808 1532.6325 04147 4788503 :

3 3.3036 966.2949 02615 315.0039 :
4 3.7224 3.5910e5 97.1669 9.1718e4
5 41608 52316157 14156 1329.2564
§
|
i
keacticnMonitering in TEA h Analyzed By " =
! st wavelength 220nm, Channel 2 at wavelength 260 aom (%
ApPoT

ot

S8&3
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Sample Name: CR080-54-101-101A IMM-37

Acqg. Time: 13:47

Acq. Date: Thursday, March 19, 2009

1.5e6 4

1.4e6 +

1.3e6

1.2e6+

1.1e61

1.0e6 1

9.0e5+

8.0e5

Intensity, cps

7.0e5

6.0e54

5.0e5 -

4.0e5

3.0e54

2.0e5+

1.0e5+

o.cj———ﬁﬁT -

365

B +Q1: 3.755 to 3.855 min from Sample 8 (CRO80-54-101-101A IMM-37) of CRO80-MON!-19MAROS-BO1.wiff (Turbo Spray)

39q.90
fi

i
)
i
i
|

Max. 5.6e6 cps.

" 370

375 380 385

m/z, amu

390

395

400

405

*Sample Comment :

[M+H]

Expected

**Analyzed By :
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**Checked By :
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CHEMBIOTEK
A TCG LIFESCIENCES ENTERPRISE,PUNE,INDIA

Sample Name : CR080-54-101-101A (T‘*"rf‘,»zt]’}
Sample ID : CR080-54-101-101A

Column : Eclipse XDB C-8 (150 x 4.6 mm) Data File Name : 17_02_09_CR080-54-101-101A_02.lcd
Vial # 187 Method File Name : GENERAL-GS-2.lcm

Inj. Volume  :8uL Batch File Name : 17-02-09.icb

Tray # 1 Data Acquired : 2/18/2009 4:06:17 AM

Acquired by : KAVITA Data Processed : 2/18/2009 12:26:01 PM

Ref.No.: PAC/1140/92

mAU
5 PDA Multi 1
!n
2
1000 i
\
|
] !
500~ i
S R ‘ -
0.0 25 5.0 125 15.0
min
1 PDA Multi 1/260nm 4nm
PeakTable
PDA Ch1 2600m 4nm
Peak# " "Ret. Time |
6.3201
- Br
T Tozssaes;

C:\LabSolutions\Data\Project1\HPLG-02\FEB-09\17_02_09_CR080-54-101-101A_02.lcd
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100.0
95

— \ A |I- "I II(\
90 R/f\"'\ ;f[\ flnl\ "rl / /‘ | IHI |r|| I'I\U'rll |II| I |I II I II| I
] 51.35 {0\ i ' f [T My ] o ARAY.

375135 [ [ ,r\_J | | || l || HIA 1 | I ||| (1Y
g5 | [ [ / f L . 7780 [\ | N | [] | |48228
| [ III | | | | | |I | || I| | | U' | | | | | | | | %44.18
80 | | 178202 | | ' | | | | Bl l

| | |
345323 | [
75 | 2] | | \ I| | II | | |II
[ | \f | [V
|

60 | 3124.70 |/ | |
I'./ 1660.66
55 |

50 2788.74 ¥ |||| ‘ll L |
|

%T
45 2080.67 | |
‘ || {

1400.52

1018.71

‘ >
10 14 N=

0.0 .
4000.0 3000

T T T T 1
2000 1500 1000 500 400.0
cm-1
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NAME  CR080-54-89-89A-1(IMM-38)}
EXPNO 1

N
PROCNO 1
Date_ 20090430
Time 1833
INSTRUM spect
PROBHD § mm DUL 13C-1
PULPROG 293
TD 32768
SOLVENT b MO T T O TON NN TR~ O~ DM~ — o m o« @
NS 16 TOWOOAONNNMNIDOTOANMNDNOTNDDIODNOD @Q ~ 0 o~ N
s o O VONO=NWOTOTTANNODONCO W [sg] ~— N N~ S
SWH. 878z DWW OO NNONKNENMNOOOOYOEOWVIN TN N o 0 pad
FIDRES 0.252629 Hz WOWWMDOWMNMNMNMNMNMNMNMNMNMNNMMNNNNRSNN <t mm -— <
AQ 1.9792372 sec
RG 812.7
ow 60.400 usec
DE 6.00 usec
TE 2927 K
D1 3.00000000 sec
TDO 1
===zzz== CHANNEL {1 ====ss==
Nuct 1H

P1 12.50 usec

PL1 -1.00 dB

SFO1 400.1324710 MHz
sl 16384

SF 400.1300129 MHz
wow EM

SSB

LB 0.30 Hz
GB 0
PC 0.50

O-CH

224 T | T I ™ T T T T | "
9 8 7 6 5 4 3 2 1 0 ppm
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Current Data Parameters
NAME  CRO080-54-39-39A(IMM-38)
EXPNO 10

PROCNO 1

F2 - Acquisition Paramaters
Dat 0090104

Time .
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zgpe30
TD 65336
SOLVENT TFA
NS 52

os 4

SWH 23980814 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 4597.6

ow 20.850 usec
DE 6.00 usec
TE 291.7K

D1 2.00000000 sec

a1 0.03000000 sec
DELTA 1.89999998 soc
TDO 1

=ze===== CHANNEL {1 smasax=s

159.9572
159.454

~

(=]

158.890

1567.1146

141.4683
139.0647
138.5789

_—— 136.6598
T 136.3134

132.9434
1324794

130.5689
129.0646

126.1010
123.5419
T 123.3299

121.0918
119.3831

N O Vs I 1 W S S

NUCt 13C
P1 7.80 usec
PL1 -2, T T T T T T T T T T T T T T T™ T T T T
SFO1 1006228268 MKz 161 160 159 158 ppm 140 138 136 134 132 130 ppm 126 125 124 123 122 121 120 ppm
smusen=n CHANNEL {2 ========
CPDPRG2  waltz16
NUC2 1H
PCPD2 100.00 usec
PL2 1.00dB
f e
b wotsiass ue R L PP ERERE T LES LR P T 2 <o
F2 - Processing parameters gggggggzggrﬁgggv%ox—ﬁmomm<r4.o o mg
sl 32768 NTOOBADON-DBOONNS DGO — 00w ] -
F 1006124946 MHz CQUOOUVOVOYVITOOOOMOOANNNNNT™ ™« =] RN ©
wWDw EM R e e bbb al i SR R R © PR
= 0l \\\\ \\\\/////// \/
6B
PG 1.00
Ar-C
O-CH; N-CHj3
e Ll I .
T T T T T T T T T T T
200 180 160 140 120 100 80 60 40 20 0 ppm
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2

cowf 18

lame: CROBO-52-89-B9A TR A TCG Lif

Ent PUNE

w 19:47

Acq. Date: Thursday, November 06, 2008

ol +Q1 lom Sample 3 (CRO80-.. " Max. 4.667 cps. | W +Q1.2573 10 2.607 i from Sampl. “Max. 4 765 ops
" H
s 245 @ ey 42614280 i
Jes 117 ¢ E’ |
& . 093 153 ;[ 277 g 155, !
2 0.19 200 41 Z 10651
e? PR 5 '
31 ] ! 426.9
: o7 S 504 I
3 401 4
s o B o.M 01.3 _400.5 430:5.433.1 4413 4510
05 10 15 2.0 25 3.0 410 420 430 440 450 460
R Time,_min miz,amu . i
W01 2406 to 2.473 min from Sampl.. Max_4.6e5 cps.| M +Q1: 2.573 to 2.607 min from Sampl... Max. 4.7et op=
?@Y(W 426.0 &= 428.0
()4 0 i
& 30e5 2 15855 [
8 < : |
2 e £ 1085 |
H 2 : H
4 2 i 339.1.3620
Ied E?o S 50e4: 1451 2162 .
4 0.1 H 2042 Oi :381.0 o
pop 9823 4008 4072 a,A L. 8482 4645 0.0Mets s s 242 40p 37N T 4510 5973 662
390 400 410 420 430 440 450 460 470 100 200 300 400 500 600
- .. ..Mz, amu m/z, amu .
& 10 of +Q1 426.5 10 427.5 amu from Max. 1.3e6 cps.| W +Q1:2.406 to 2.473 min from Sampt. Max 4 6e5 cps.
©
o6 2.46 4005 426.0
i
8 6 8 30e5i
& ° i
£ 20851
2
£
T 1.0e5¢
S } R S 4 on294 2153 334036203035 4482 sere. 6794
05 10 15 2.0 2.5 3.0 20 300 400 500 600
... .Time, min miz, amu
€1 ¢:ector A, Channel 1 from Sample 3 (C Max. 25e5 | M Detector A, Channel 2 from Sample 3 (C... Max. 2 7ot
D
s 247 2765 247
+Jab
2.0e5
. 565 -
3 ]
37 es S5
£ <€ i
e o 1085 |
»0J14 2,60 i 260 (B
ook”a B o o 20
0.0 0.5 10 1.5 20 25 30 00 0.5 1.0 15 2.0 25 3.0
. ____ _Time, min e __Time, min
Pez  Listfor "Detector A, Channel 1 from Sample 3 (CR080-54-§Peak List for "Detector A, Channel 2 from Sample 3 (CR080-54-.
Time (min) Area (counts} %Area Height Time (min) Area (counts) %Area Height
1 0.1436 2.6979%e4 2.0947 1.0320e4 1 24688 1.1106e6 91.6381 2.7166e5
2 0.4943 2.9242e4 22704 12885526 2 25978 1.0134e5 8.3619 2.7568e4
3 24695 1.1242e6 872836 2.7407e5
4 25963 1.0756e5 8.3513 29060e4
o Kaction Monitoring

o

at. waveienqth 220nm, Channel 2 at wavelength 260 mm
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—
[ ]

*

Sample Name: CR080-54-89-89A-1 (IMM-38)

e
L6
**CHEMBIOTEK RESEARCH INTERNATIONAL , PUNE,

Acqg. Time: 11:57

INDIA

*

Acq. Date: Friday, November 28, 2008

7.5e5

7.0e5+

6.5e5 -

6.0e5

5.5e5

5.0e5

4.5e5

Intensity, cps

4.0e5

3.5e5

3.0e5

2.5e6

2.0e5

1.5e5 4

1.0e5

5.0e4

Q.0 —rt—s

426.00

+Q1: 2.552 to 2.619 min from Sample 8 (CR080-54-89-89A-1(IMM-38)) of CRO80-MONI-28NOV08-B01.wiff (Turbo Spray), subtracted (0.112to 2.

|
|
|

Max Q.Oeggps.l
|

100 150 200

300 350 400 450 500

550 600 550 " 700

750

*Sample Comment : [M+H]).¢7_"¥ Expected
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CHEMBIOTEK
A TCG LIFESCIENCES ENTERPRISE,PUNE,INDIA

Sample Name : CROB0-54-89-89A(1) IMM-38
Sample ID ; CROB0-54-89-89A(1) IMM-38

Column : Eclipse XDB C-8 (150 x 4.8 mm) Data File Name : 21_02_09_CR080-54-89-89A(1) IMM-38_0
Vial # ] Method File Name : CRO80_01.lcm

inj. Volume  :10uL Batch File Name : 21-02-2009.Icb

Tray # 01 Data Acquired : 2/22/2009 12:19:48 PM

Acquired by  : KAVITA Data Processed : 2/23/2009 9:21:04 AM

Ref.No.: PAC/1140/88

mAU
I 2 PDA Multi 1
12 ‘
500~ i !
! | :
] i \
250- i N |
ar =gl ¥ 0% ‘
' 8y 8@l 3 ¢

o i - i e e |
| Y |
2507 \ — \ \ ‘ :

o. 2.5 5.0 75 10.0 12.5 15.0
min

mAU
; 2 PDAMuIliZ‘
@

P | !
250~ . i
|
] r |
e g ‘
j 2% oS |
# B _ _ _ - 7_\‘\\ N _ _ _ ~ ~ |
0} T T T T T ——

0.0 25 5.0 75 10.0 125 15.0
min

1 PDA Multi 1/241nm 4nm
2 PDA Multi 2/260nm 4nm

PeakTable
PDA Chl 241nm 4nm .
Peak# | Ret Ti Area | __Area% Height 1
i . 13551 . 2040
2 1476,
3 o _ 3,
4 %
s _ 65524
6 26394
7. 39790
Total i 743935
PeakTable
PDACh2260nm4nm L
Peakt  Ret. Time__  Area | . Area% . Fleight
1 6948 _ T sde! 0211 __ 1305}
2] 7.22# 14189 - a5
37T 8979 3326807) 83299 375566

C:\LabSolutions\Data\Project\HPLC-01\FEB-09\21_02_09_CR080-54-89-89A(1) IMM-38_04.Icd
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|
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NAME CRO080-50-81-81A
EXPNO 1
PROCNO 1

Date_ 20081113

Time_ 16.39
INSTRUM spect
PROBHD_ 6 mm DUL 13C-1
PULPROG 2930

D 32768
SOLVENT cpci3
NS 16

DS [

SWH 8278.146 Hz

FIDRES 0.262629 Hz
AQ 1.9782372 sec

RG 456.1

DW 60,400 usec

DE 6.00 usec

TE 300.0 K

D1 3.00000000 sec

TDO 1

=mamwzxz CHANNEL 1 =======x
NUC1 1H

P1 12.60 usec

PL1 -1.00 dB

SFO1 400.1324710 MH2
St 16384

SF 400.1300144 MHz
WOwW EM

ssB 0

LB 0.30 Hz

GB 0

PC 0.50

8.5767
8.5721
8.3824
8.3636
8.2334
8.2137
8.1950
8.1920
7.7938
7.7713
7.7286
7.7238
7.7081
7.7012
7.6285
7.6097
7.5907
7.5115
7.4922
7.4743
7.4572
7.4524
7.2499
6.7527
6.7313
6.6152
6.6020
3.8788
3.8655
3.7432
3.7301

<
"\_’—4

——3.2039
—3.1096

y
/
L
<
!

N-CH,-CH;

1| Y
T R T )

T T
8.8 84 82 80 78 76 74 72 70 68  ppm 42 40 38 36 34 32 3.0 ppm

M TOLTNOOONOO-NWNNIDN®

NN AN AN, N oSNNI’k S S8HS o
NRROOO - OOORNNOONOA =N DOTOM— OG0 ~NOTO ]
MOVOONNTE S NENRNRRODOVIEIITITARNOD O IO o0 @ I~ 0
WHDWOOWWBONMNINNNNNNNNINNNNNGO OO 6O K K Xy) -

_———3.2039
—3.1096

P
~

S

e
—|—lN | <t Nl

T T T T T | I I T T T T T
1 10 9 8 7 6 5 4 3 2 1 0  ppm
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BTG Ubosaiceis briespean

© 0o © —onN
) o © O
Q 2® g FEEN o o brNS S ™~ o ~
~ - ~N© = < @ Do B © o © @
Current Data Parameters . TN j : ® ~ =] tTOoo o - - 0 ©
NAME ~ CRO80-50-81-81A 2 88 3 RS o] - coo o w - <+ ©
EXPNO 1 L s 2 I © © Ao a & ) W0 ~ @
PROCNO 1 i ) N - - -~ - = < < o5
! : \ | [ i : H |
F2 - Acquisition Parameters : / ‘ 1 1 1 ‘ P
Date_ 20081216 | ! | ; ! | o
Time 20.11 | ! ; i : ! ! ! i
INSTRUM speat | \ | ! ; | ! | i .
PROBHD_ § mm DUL 13C-1 : | [ | i ! i
PULPROG 29pg30
™ 36
SOLVENT cDCI3
NS 13187
S 4
SWH 23980.814 Hz - - H
FIDRES ~ 0.365818 Mz N CH2 C |
AQ 1.3664756 sec
RG 4096
ow 20.850 usec
DE 6.00 usec
T ek 0-CO-N N-CH,-CH, N-CH;
D1 2.00000000 sec | =
411 0.03000000 sec
DELTA  1.89999956 sec
oo 1 R - - - W
N
P T 160 158 156 154 152 150 148 g ‘ N 0 48 46 44 49 20 A8 An e
SFO1  100.6228298 MHz 5 ppm 134 132 131 130 ppm 52 50 48 46 44 42 40 38 36 ppm
=s====== CHANNEL {2 ========
CPDPRG2  waltz16
uc2 H
PCPD2 100.00 usec
PL2 1,00 dB
PL12 14.92d8 VROV QNN OO =0~ @
PL12 18.92 o DO ROCRONN— WO NN OO~ NGO~ O —co =T Y
SFOZ  400.1318005 MHz FTTOANNDNOYITDRRONDID v = 10N = N n B ©o®m
MONTINO-OONDITONOO—OFTNOM 598 % s - Lo
F2 - Processing parameters DOOITONNON M -—OODD WO — 0O N I~ Mmoo L - TQ
5! LOLLYETTLTTOOOOONNNNN — = O M~ 0 [« 2o} M~ ©
oF 100.6127733 MHz B R T SR ORI B A S S = NN~ RS I ]
wWDW EM I | |
$SB 0
L8 1.00 Hz
GB [) |
pC 1.00 Pl i [ | P | |
_N/O\\(
Br o)
_ /\\
C NN N
LN~ Ar-C
/ ;
e e 1 L 'I x |
B i ! i ! i o | I I ] B
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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AL Ubesoences Enterprasn

Z
A
s

3
NAME  CR080-50-81-81A
EXPNO 4 o - o
PROCN 1
Date_ 20081222 S 2 Z g
Time 20.13 < < v 9
INSTRUM spect @ [T N ©
PROBHD 5 mm DUL 13C-1 <+ < o ®
PULPROG  dept135 ! | | |
D 65536 :
SOLVENT CDCI3 J | |
NS 14076 '
SWH 23980,814 Mz
FIDRES 0365918 Hz
AQ 1.3664756 sec
RG 20842.5 e U N
DW 20.850 usec ( 1
DE 6.00 usec |
TE 292.4 K
CNSTZ  145.0000000
D1 2.00000000 sec
d2 0.00344328 sec
d12 _ 0.00002000 sec N-CH,-C 5
DELTA  0.00000993 sec 2 N-C CH
TDO 1 28 vy 2
======== CHANNEL f{ ===s==x==
NUC1 13C
P.:, 17'5° usec T T T T T T T LAAAERAAS Maaaadads iananansas s HRED S A Mttatet tatstaasisnsnasns st R
P 5.60 usec '
PL1 -2.00 dB 54 53 52 51 50 49 48 47 46 45 44 43 42 41 40 39 38 37 36 35 34 ppm
SFO1  100.5228298 MHz
===x==== CHANNEL 2 ==a==ez=
CPDPRGZ waltz16
NUC2 1H
P3 12.50 usec
P4 25.00 usec
PCPD2 100.00 usec
PL2 -1.00 dB
PL12 14,92 dB SnY3I083I58% 8 o 29 ~o
SFO2 4001316005 MHz LINE528828 = 3 38 9q
SF 1005127748 wr EN0LSRTST N N T IS 3o
w B EM memmNNNN\—O M~ D M~ O
LB 1.00 Hz | [ ! P
GB 0 H | | i J

i f i ! I i

| \
O o N— Ar-C
_
—N \\(
Br C ] )
° Ul )
J Il L I] 1 L e
ANV N
NT N ] |
B : - : : : ‘ —
200 180 160 140 120 100 80 60 40 20 0
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e (1)

) Aot Ent eone
Sample Name: CROB0-50-81-81A rm m Lf Acq. Time: 11:07 Acq. Date: Wednesday, February 18, 2009
W TIC of +Q1 from Sample 5 (CROB0-... Max. 4.3¢8 cps.] W +Q1: 0,680 fo 0.747 min from Sampl Max_ 6286 opt
177 201,245 N 156.90
4.08 i 51394, D 6.006
1 A '
@ | I 0 .
g s 068-1‘ & 40es4
=
% 20e8 f . = !
2 ! 2 2006 }24.00
E  10e81 = !
- ) Nl _174.20
0.0 ——e o e ey e - oohboabow
05 10 15 20 25 30 35 40 45 50 100 200 300 400 500 600
Time, min mz, amu
[ W ¥Q7.3.153 to 3.220 min from Sampl... Max_ 3.0e6 cps| W +Q1.3.053 to 3.086 min from Sampl... Max. 2.7e6 cps.
. D
Erp ot 556.90559.00 @ 488.20
8.0e5 ! |
8 60es4 B 3
2z i 0 2z 556.80
G 4.0es5- ; i3
g o0
£ 20e5- ‘ml = 79 80
oo{—frﬁ—~ e e a1
520 530 540 550 560 570 580 350 400 450 500 550 600
miz, amy
W XIC of +Q1: 557.5 to 558.5 amu from... Max. 4766 cps.| M +Q1: 3.153 to 3.220 min from Sampl. . Max. 8.7e5 cps.
)
3.19 o 556.90
4.7e8
1 8.0e5 |
4.066 i ! I
S i . a !
O 3.0e64 i 8 60e5 279.90
| - i d 2 4ot \
2 20e6 i 2 065 '
2 i 2 1
O = rose = 20 2356
_N/ \\< YL i e e e (e i L o e
Br. 05 10 15 20 25 30 35 40 45 50 100 200 300 400 500 700 800 900
O Time, min m/z, amu
W Detector A, Channel 1 from Sample 5 (C... Max. 0.5¢5 | W Defector A, Channel 2 from Sample 5 (C... Max. 2.065 .
3
_ /\\ <
N N N N 9ses, OO 2,085, 314
\\/ 8065+ 1
16 \ ! 1.565]
/ 3 60851 > i
S 40es! S 15| (D
< A < 1 e
2065, 313 5.0e47 y
¥ " | 3.03.
0.0% - 0.0% - I -

00 06 10 15 20 26 30 35 40 45 50
Time, min

00 05 10 15 20 25 30 35 40 45 50

Time, min

Peak List for "Detector A, Channel 1 from Sample 5 (CR080-50-

Peak List for “Detector A, Channel 2 from Sample 5 (C:R_O\@}O-

50-

k ; Time (min}  Area (counts) | %Area | Height ' |me(min)1: Area {counts) ; %Area : Height
,,,,, I L EST e DT VR SRR NROHITRY AR
i 0.4369 198095 16235 1.4450e4 1 0.3045 3826.6979 0.3029 763.8537
(2 " TTgE118 193.7491 9.3884e5 [2° 706240 43572e5 344873 4.5876e4
- 99 20116995 3 9900 787.4286 102206 570.5841
141775 1.1642¢5 4 13.0270 ]3.9914e4 131592 1.0048e4
- 45 T 3359 7811865 671.8301 1.9975e5
RO RGN A =,
i '\
AMS-1 Reaction Monitoring (TEA Buffer) Analyzed By
‘hannel 1 at wavelength 220 nm,Channel 2 at wavelength 260 nm Q /f/l//i
2R
VRFER
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Lebrp 177

* **CHEMBIOTEK RESEARCH INTERNATIONAL , PUNE, INDIA *

Sample Name: CR0O80-50-81-81A Acq. Time: 18:53 Acq. Date: Wednesday, March 18, 2009

"W +Q1,3.020 to 3.220 min from Sample 4 (CR080-50-81-81A) of CRO80-MONI-18MAR0S-BO3.wiff (Turbo Spray), Subtracted < +Qi: 1215 to 1 783... Max 6.2e4 cps.
|
 g2ea 120.90
6.0e4 |

5.0e4+

4.5e4+

|
4004 O N—
.0
Br _N \\(
3504 O o)
~ /\\
N N\\/N =

3.0e4 \
16 / 559.20

Intensity, cps

2.5e4-

2.0e4+
1.5e4

1.0e4
350.00

468.00 t 579.40

239.70 L
376.10
296.40.. 325.80.335.10f1  37° 45110 47140 seoe0. |

.-172.80227.90.
i L

|

[ I Lo [ | -1

0.0 ‘\i:h‘i‘ P ni.‘l‘wu-.’ il L iill\‘\“!l\l‘ alk by lLu‘ndmil,J‘mm st L it of b ; i g R N TSI e i ,,“zlyl,l‘ g 1q 0 e b
100 150 200 250 300 350 400 450 500 550 ‘

162.70

- e i o Miziamu -
*Sample Comment : [M+H]55S’ Expected **Analyzed By : “ **Checked 7577
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CHEMBIOTEK
A TCG LIFESCIENCES ENTERPRISE,PUNE,INDIA

Sample Name : CR080-50-81-81A
Sample ID : CROB0-50-81-81A

Column : Eclipse XDB C-8 (150 x 4.6 mm) Data File Name : 21_02_08_CR080-50-81-81A_01 R.lcd
Vial # 127 Method File Name : CR080.lcm

Inj. Volume  :60uL Batch File Name :

Tray # i1 Data Acquired : 2/21/2009 2:27:13 PM

Acquired by  : KAVITA Data Processed : 2/21/2009 3:49:38 PM

Ref.Ng.: PAC/1140/89

mAU

500~ 8 PDA Muiti 1
Tei
|
|
2501
i 3 |
P b '
! & T f i
0 e - - _ LS _ - ;
i T T T T T U
Q 5 10 15 20 25
min
mAU
! K3 PDA Mulfi
j 18
i i |
ii !
250-| :
|
’
LR
2 2
g =
0 ; s e - PR
i T T T T 1
0 5 10 15 20 25
min

1 PDA Multi 1/262nm 4nm
2 PDA Multi 2/260nm 4nm

PeakTable
PDA Chl 252nm 4nm o o
Peakf | RetTime | ~Area _ Arca% | Height |
1 7265 499 1S 79l4
2 119347 " 661002| © 48928
23 12955, 831101 1 484685 .
Total i 6566402 ] 541527 Br-
PeakTable
PDA Ch2 260nm 4nm .
Peakd# Ret. Time Area. Area% . Height
1 7266] 771 1316° 8037
2 i1.934; 611192 10,625 44088,
3. 12,936 5065347 88059 420406!
Tota] _ 5752461 100000! 7472530,

C:\LabSolutions\Data\Project\HPLC-0T\FEB-09121_02_09_CR080-50-81 -81A_01 R lcd
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| /| [ r! : | I f "
| H (. | 81559
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NY YT YOTCTNNOMOYTOORUEOYT—OWOMMONN
Current Data Parameters O OrNOVUNTNOORNOONDDOO D~ — ©oa Sodg 2 =
NAME CR080-50-85-85A1 ~ s FOMccORNDONANTOONMNNOOONND— QWS 82 gg% 82
EXPNO 1 LD OONNSENENENNOOQOOYITNODOR ~ ~ IR - =
PROCNO 1 W WOWONMNMNNENNNNMENAEMNMNNNNOOO© oo I - -
F2 - Acquisition Parameters \
Date 20081118 ’
Time 14.18 |
INSTRUM sgect !
PROBHD § mm DUL 13C-1
PULPROG 2930
TD 32768
SOLVENT CDC13
NS 8
DS Q. '
SWH 8278.146 Hz
FIDRES 0.262629 Hz
AQ 1.9792372 sec
G 512
bw 60.400 usec
DE 6.00 usec
TE 300.0 K
., 3.00000000 sec
TDO 1
=m====== CHANNEL f{ =====z==
Nuc1 H
P1 12.50 usec .
SFOT 4001324710 MHz ‘ L S | Joil e 1 : A : b P P
F2 - Processing parameters T T T H T T
si 153%4P 8.8 8.6 84 8.2 8.0 78 76 74 72 7.0 ppm 4 4 2
SF 400.1300144 MHz 0 38 36 3. 3 3.0 ppm
WDW EM
$§B ]
LB 0.30Hz
GB D
PC 1.00 NTOTTO DO TOOIROI T OO NN WO NNO O~ ® 0o -0
DT ENDNTNOOUMOONODOODNMI = OBOOND W - ~ © oo &
MREROOcCONDONTOOINNOOVOORN D= 0O ONFTONG D — M~ o © [rrgpy
VVONNNRMNNENNROQOQONNIINOCORDD DN R R Rk N N ®© o2
WIBOBOBONINNNNNNNNNNMNNNNNNOWO e N R R N N RN - - o c @
-CH;
Felil-ciiielin]
=Nl
T T T f ] T
4 3 2 1 0 ppm

S100



Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2010

NAME  CR080-50-85-85A
EXP 5

NO N Q D N Om - M~ WO 0 O 0 ~— o~ [o/ ¥ =]
B 2% B 8§ 28 3 8% 39 g 8 8 88
ate : @ . o > N - ; - ) ) — &
INSTRUM  spect 28 & ] p 38 & 88 S8 a & & 88
PROEMD. § mm BUL 13C-1 e = - = == - - - - - = v ==
PULPROG 29pg30
65536
SOLVENT 2 %py
NS 15360

D! 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz

AQ 1.3664756 sec
RG 26008

DW 20,850 usec
DE 6.00 usec
TE 2924 K

D1 2.00000000 sec
di1 0.03000000 sec

?[E)IGTA 1.891939998 sec 0O-C=0-N

=mmmscwe CHANN'EL 1 ==
NUC1 13C
P1 7.80 usec

PL1 -2.00 dB
SFO1 100.6228298 MHz T T T T

mmmmmman CHANNEL {2 s==s==== 160 158 156 154 ppm 142 141 140 139 138 137 ppm 133 132 131 130 129 128 127 126 ppm
CPDPRG2 waltz16

NUC2 1
PCPD2 100.00 usec
12 <1.00dB

P!
PL12 14.92 dB
PL13 18.92 dB
SFO2 400.1316005 MHz
gL 32768

100.6125087 MHz OT VAT ONTORNOONTNODNDDOTTNDDOVTOINODTOD
WDW EM Nun\nngmmx—momvmvmommervmmgwmwvxavh
8SB Py DO -V NV ODOANOOVITLTUORANNOOCDOT OO~
LB 1.00 K ROVIANULTINRONCTOTOTN—O-OITNN— OO0
68 o Z MO OONNTORRNOONNCTOUBBNN - — OO OO

DOOOVOULLWLEONNOOOOPANNNNNNNNN~ — —

PC 3.00 R I R R R R R R AR AL kL R LR

——58.1404
——50.4368
_—39.1279
T~-38.3263

TUTESSTS

-

e

Ar-C
N-CH,-CH, N-CHj

LS JL . l l - .

T T T T T T ' T
200 180 160 140 120 100 80 60 40 20 0 ppm
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NAME  CR080-50-85-85A
2

X NOo g 2 2 3 S 3 > b KR
Date " 20080107 3 e g s = 38 & @ ®
INSTRUM s T 238 S 3 & Q& & RS
PROBHD 5 mm DUL 13C-1 - - - - - - = - - -
PULPROG  dept135 ‘ \ / ’ | |

65536
SOLVENT TFA \/ | \ /
N 20
DS 4
SWH 23980.814 Hz
FIDRES  0.365918 Hz
AQ 1.3664756 sec
RG 20642.5
DW 20.850 usec
DE 6.00 usec
TE 201.4K
CNST2  145.0000000
D1 00000000 sec
d2 0.00344828 sec
d12 0.00002000 sec
DELTA 0.00000993 sec
TD0 1 A
zzozzz=== CHANNEL f1 ======== A
NyC1 13C
] B0 use T T T T T T T T T T T T T T T T T T T T T T T T T

L1 -2.00 dB 142 141 140 139 138 137 136 135 134 133 132 131 130 129 128 127 126 125 124 123 122 121 120 ppm
SFO1  100.6228298 MHz
CPOPRG2  waltz18
NUC2 1H
P3 12.50 usec
F4 256,00 usec
P(L:ZPDZ 1183.23 usec
SR, ERRBEEERRRE 2 8 &g
o
S 2760 * SEISI=S3NQA s & &8
SE  100.5124974 MHz TOONQGIVYMOO oo wo
Wow o TOOOONNNNNN Q o o 0
woy . PUIRALIBEANTI A L IR I JEL A [ S 1 > o
L8 1.00 Hz
GB 1]
PC 3.00
Ar-C
N-CH;
" L LA L |- aabbe " "
o o N P s
™
N-CH4-CH,
T [ T T T T T T T T T T T
200 180 160 140 120 100 80 60 40 20 0 pPpm
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Ny Y-

A TC6

Ent: ise, PUNE

‘ample Name: CRO80-50-B5-85A1 Aeq. Time: 14:17

Acq. Date: Wednesday, March 04, 2009

W TIC of +QT: from Sample 5 (CROBO-50-85-85A1) of CROB0-MONI-04MARQS-BO2 wiff (Turbo Spra...

Max. 1.7€8 cps.

1768
1.5e8
” 1 oz
g i M
Z 1.0e8 {
2 i
2 50e7] L
- NV -
NS SR
02 04 06 08 10 12 14 16 18 20 22 24 26 28 30 32 34 38 38 40 42 44 46 48 50
Time, min
"W +Q1: 4.624 to 4.691 min from Sampl. Max. 2.8¢5 cps.| M +Q1; 4.022 to 4.056 min from Sampl... Max. 2.1€6 cps.
488.0 573, ?575,8
! . Z.OES—i .“'
8 2065, & 15e6] i
z ! % 106 % shd8575.9
& 10es] 2653 s i ]x’
= ; 2243 | 3509 = SOESJ P
0.0 e s seg b il S S SV S, NS
200 300 400 500 600 540 550 560 570 580 590 600
m/z, amu miz, amy
| W XIC of +Q1: 574.5 to 575.56 amu from. Max. 1.4e7 cps.| W +Q1: 4.022 to 4.056 min from Sampl... Max. 2.1e8 cps.
5738
1.4e7<| 2.0e61
8 1.0e7] i 8 1sesd
£ i 2 106 4850
5 5006 . 5 i 287.5
£ N ' < 5.0e5] 05.0
| : 349.9
1Y) A——— - . | TR TG VUL § S Sy
05 10 15 20 25 30 35 40 45 50 200 300 400 500 600 700
Time, min miz, amu
| W Detector A, Channel 1 from Sample 5 (C... Max. 1.565 | B Detector A, Channel 2 from Sample 5 (C. Max. 2.9e5
1,565+ 397 2005, 397
1 |
1.0e5 1 2065 l
= 3 ]
2 soet] om 089 =
< Y ’ AT 2 1oesd
0.0 ~. |
F i - | q
e e oL 0.0 i =y e i el
00 05 10 15 20 25 40 45 50 00 05 10 45 20 25 30 35 40 45 50
Time, min Time, min
Peak List for "Detector A, Channel 1 from Sample 5 (CR080-50- Peak List for “Detector A Channel 2 from Sample 5 (_CRO§0-50-
[ Time (min) LArea (counts) | %Area | Height Time (min) ] Area (counts) | %Area  Height
3454e4 4B554 55003723 | |1 02150 27773343 01818 7210726
T57062e4 152649 11626 2 § 7 'i5523e4 T 10161 39943520
11.3924e4 11.4297e6 19356846 2.9697e5
1984765 '88.0604 '2.0102e5 (27 145780 7.9707e4 52175 1.1991e4
161057682 105546 16024083 T

LOM-1 Reaction Monitoring (TFA Buffer)
Channal 1 at wavelength 220 nm,Channel 2 at wavelength 260 rm
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Cepnf \2
* = rrt \ **CHEMBIOTEK RESEARCH INTERNATIONAL , PUNE, INDIA *

Sample Name: CR080-50-85-85A1 Acqg. Time: 19:55 Acq. Date: Wednesday, March 18, 2009

H +Q1: 2,819 to 3.287 min from Sample 13 (CR080-50-85-85A1) of CRO80-MONI-18MAROS-BO3.wiff (Turbo Spray). Subtracted < +Q1: 1.750 to 2.3... ' 7 Max 2.2¢5 cps|

2265 574.40
2.1e54
2.0e5

1.9e51
1.865
1.7e54

1.6e5-

1.5e5
1.4e5
1.3e5
1.2e5+
1.1e5 1

Intensity, cps

1,065
N

9.0e4- \©\

8.0e4 - F

7.0e44
6.0e4 !

| 5.0e4

4.0e4 1 H
i 3.0e4
I 2.0e4 ‘
: 176.90 485.40 573‘-20
1.0e4 i

¥ | i
‘14+ﬁ*‘~"~""* v‘lv .o "“‘"‘“\‘“ﬂl‘ T try b T A b e [ T ™ . Y Ty e e e ey
100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 800
o o . m/z, amu e ;
*Sample Comment : [M+H]-6:’6' Expected **Analyzed By : @ﬂtﬁk—» **Checked By : / .

== R
gtrma ] W -
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CHEMBIOTEK
A TCG LIFESCIENCES ENTERPRISE,PUNE,INDIA

Sample Name : CR0O80-50-85-85A1
Sample ID : CROB0-50-85-85A1

Column : XBridge Phenyl(150 x 3.0 mm) 3.5u Data File Name : 13_03_09_CRO080-50-85-85A1_02 R.lcd
Vial # i4 Method File Name : GENERAL-GS-2.lcm

Inj. Volume  :5uL Batch File Name

Tray # 1 Data Acquired : 3/13/2009 12:36:18 PM

Acquired by  : KAVITA Data Processed : 3/13/2009 1:10:52 PM

Ref.No.: KS/A0278/12

mAU,

1000 = PDA Multi 1!
ho |
|
|

500+ \\

l
39l %
5 9 | ©
o— - 1&&" L5 F
T T T T T T
0 5 10 15 20 25
min
mAU

750] ﬁg PDA Multi 2|
|

500 }‘
|
1

250 1
(W § g =

o e e ;
T T 1
0 5 10 15 20 25
min
1 PDA Multi 1/250nm 4nm
2 PDA Multi 2/260nm 4nm
PeakTable

PDA Chl 250nm 4nm

| Peakt Ret, Time |~ Area Area % Height
! 1 EX 20234 0.167 496
2 3.625 122752 1.010 16765
3 1. 11631007 95.743 “oa1175|
_ 4: 3. 231081 902 27284
5 15.06 26362 0217 94
Al 16.649] 23602 NEC] I}
) 13,469 537201 71 4066
" Total [ T2148159] _100.000 994301

PeakTable

PDA Ch2 260nm 4nm

Peald? Ret. Tim Area Area% Height
3.623 113859 _ 1.113 15840
, 4.141 9706094 94.891 784668

5375 232373 2272|7329

N

C:\LabSolutions\Data\Project\HPLC-01\MARCH-09\13_03_09_CR080-50-85-85A1_02 R.lcd
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100.0 _
95 - T |
A \ / ~ T M, I . N /“
90 \ 1y il M () [\
85 . ] | || I|| || I| | i |ﬁ| ||'*. /
30485p | |'|1609.7L Il ." | | ‘ 'Y
80 34016 | | ' ! 1592.‘51 |‘ | ‘ |' | L || ;'ﬂ
' | | 552.64
75 | I | , 2
lh‘ﬂ'.“| | ‘ ( ‘ |N |H U " f II.' 526.00
70 | | ‘ | | 1 |
I | | “ o | |J I
65 | | | L |
\ J | r | u |
60 ' || [1050.04
2831.84 || | ‘ | | too2pr |
55 | | | ‘ 01 .48‘ ‘ L
50 |' ||| ‘ J i ?3‘ 00
%T | ‘ ‘ !
45 | | | ‘ 126251 ‘
il | ‘ ARR $70.53| 75078
404 ‘I‘ || u” ‘ | ‘ |] | .:u|| 50.
Y |
334 | |43c! 7 | ‘ ‘ |‘| |
30 | ( I‘]1 N [ il 82613
_ - |||| H| iw -
| 1558.00 [ | | |
25 | | 977.89
| || 14&9.62 l' {f | | 950.03
20 | | 1375.54 l V
U 1508.63
15 | 123321
10 1752.00 1138.17
5 |
0.0 T T T T T 1
4000.0 3000 2000 1500 1000 500 400.0
cm-1
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NAME  CRO080-54-91-91A(IMM-40}
EXPNO 1

PROCNQ 1

Date_ 20081106

Time g
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2930
TD 65536
SOLVENT cbci3

IS
Ds [
SWH 78.148 Hz
FIDRES 0.126314 Hz
AQ 84243 sec
RG 362

60400 usec

DE 6.00 usec

E .0 K
o 3.00000000 sec
TDO 1
zmazwess CHANNEL {{ sumazuaz
Nuci 1H

P1 12.50 usec

PL1 -1.00 dB

gFO1 400.1324710 MHz
SF 400.1300145 MHz
WDW EM

0

LB 0.30 Hz
]

PC 0.50

_——8.5399
T—8.5352

i

8.3014
8.2899

5
=

~r~
- -
0~
N~
o o0

—-8.1189
———8.0996

7.9216
7.9141
7.9034
7.8991
7.8923

£
%

— 77774
——-7.7551
7.7049
7.7013
T 7.6840
7.5769
7.5630
7.5602
7.5448
7.5405
7.5306
7.5253
75111

-

7.4929
7.4779
7.4589
7.4397

4
N
§

(el ol o))
odOdD
O~
RERR]
M~~~
\‘f/

T
8.0 79

N

77

T
N |
« -

T T T
76 7.5 7

4

73 7.2 ppm
o
233oANES232337888-8RB888588 & ]
NT=ONMDAMND OO MNOOITTON—ONNDMO 0N o =< S
FRRRVONRRROBOBOLOLOOIITTRNNNG & 2
NENNNNNNNNNNRNNENSNSNENNNENNSNESNSNSNSO ~ Q
C=NO({H,Ar
3
Ar-H O-CH;
JL L JL “ PR A A .
Of={oft(o|N O ¢ F = ™~
S I Rt it il Bt N B < o
— NI~ = N[ ] o [3p]
T T T T T T T T T T T
9 8 7 6 5 4 3 2 1 0 ppm
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Q ~t O — [*2]
o o @ N 0O QY © ~ ~ro  © o o)
§ g 58 ¢ £ 8 Bg gE503% & 2 T8E 3 g & B
= =
Current Data Parameters < X ow s = & 88 ¥ ORGN— 3 © No@o =~ o - =
NAME  CRO0B0-54-91-91A{IMM-40) X b ew R V] o N o CROB D © ~ © v W 3 © o~
EXPNO 1 0 v hidh « ] « © ¢ N ONNNN N o~ NN N ~ N &~
PROCNO 1 — - - - BRI A S bt - - - - -~ - —
]
£2. Acauisition Parameters | ! ] I
Date_ = 20081107 I [ ! !
Time 15.10 | i l | i
INSTRUM spect i
PROBHD 5 mm DUL 13C-1 | f i
PULPROG _ zapa30
D 65536
SOLVENT  CDCla
NS 686
D 4
SWH  23980.814 Hz
FIDRES  0.365018 Hz
AQ 1.36B4756 sec
RG 22088
ow 20.850 usec
DE .00 usec
TE 300.0 K
D1 2.00000000 sec
d11_ 5.03000000 sec
DELTA  1.89999998 sac
o0 1 <
B ey P
-cuAm:ELn Ao ity
7.80 usec
SFo1  ronetases ‘ 1 : : 1:15 ! ! . : : . : ; , : . ! ; !
. iz
55 150 ppm 133 132 131 130 129 128 127 126 125 124 123 ppm
1H
100,00 usec
-1.00 dB
14.92 dB
PL13 18.92 dB
! HE N A, OO NONOAMENOOOWON~~OWOO T O 0
- ONLBOWCETNVOND-TOTXWVOI-—ANDTONND DO NN 0 OM=ro
) NOLDONNONDOITORNOTr IO - ODOD DN S @80 T 0 WWo~S
F2 - Processing parameters CIMOU-TOOOIONONT-NONSO—RrMI N e BN~ S NNToOd
sl 32768 PO ONN TS OB RANTONCIW OGO~ N0 Q © NO®oQ®
SF  100.6127930 MHz VORI TR ANNANNNNNANNNNNNE C N OO o o comoo
WDW EM P!—‘—‘—v—‘—\—\—PF\—!—Q—\-‘—N—I—\—N—\—FFT’!—I—\—I\'\'\'\ n tTTOHOM
s58 ‘
LB 1.00 Hz J
GB o
PG 300
C=NOCH,Ar
Ar-C =
O-CH;
e L . i ‘ —
” e N . " " "
! T T T T 7 T T T T T
200 180 160 140 120 100 80 60 40 20 0 ppm

o\~
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© o < ™ © ©
2 S I £X 3 2 g 85 X 2 2
© © SN ©ON < - - O a e} [’
Current Data Parameters © < NO N © © N ©O - -] -~
NAME  CR080-54-91-97A(IMM-40) o~ o SFH oo © ~ © 0w NS I P
EXPNO 2 « © AN NN o~ o~ N NN N I o1
PROCNO 1 . -~ PRI - — - - - - —
F2 - Acquisition Parameters | ! |
Date_ 81107 |
Time 17.18 |
INSTRUM spect l
PROBHD_§ mm DUL 13C-1 | | [
PULPROG dept135 I
65536
SOLVENT cocla
NS 393
4
SWH 23980.814 Hz
FIDRES  0,365918 Hz
AQ 1.3664756 sec
RG 22988
oW 20.850 usec
PE 6.00 usec
TE 300.0 K
CNSTZ  145.0000000
D1 2.00000000 sec 1
d2 0.00344828 sec
d12 0.00002000 sec
DELTA  0.00000993 sec
TDO 1
== CHANNEL f1 ====s=2=
13C
7.80
TEED s T T T T T T T T T T T
-2.00 di
ALK - 133 132 131 130 129 128 127 126 125 124 ppm
G2 wait216
1H
12.50 usec
26.00 usec
PCPD2 100.00 usec VNI TTDOONM~ T DO
PL2 -1.00 dB RN NDDOTO N 0N - [
PL1Z 14.92 dB COONONT - —WBO NI ~ ~
SFOZ  400.1316005 MHz OINON-OONDO ™ R o o
. NODDDDON G000 @ o ™~
F2 - Processing parameters CPONNNNNNNNNNCN [{e] [w]
s 32761 PR AR LR L ~ 17}
SF 100.6127930 MHz
wow EM |
ss8 0
LB 1.00 Hz
GB
(19 3.00
—N"~ Ar-C
Br
O-CH;
N/ T I m[
C=NOCH,Ar
T T T T T T f I T T 7
200 180 160 140 120 100 80 60 40 20 ppm
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SUNE

anp © Name: CROBO-S4-91-91A IMM40

waq. fae

A rce Ent
Acq. Date: Thursday, November

06, 2008

B 11 of 5Q1 from Sampie 8 (CROB0-54-61-61A IMMAO) of CROBO-MONI-0BNOV08-BOZ wiff (Turb. Max. 1 de8 opa |
14e8 023 0.54 &
. 1.32 284
< 231
2 108 R L £
8 v i i
z : # .
H
& 90e7 % ,
£ ! s i
0o” .- e e = e g e e i !
02 04 06 08 10 12 14 18 18 20 22 24 26 28 30 32
e . Time, min o i
Bt Q12819 to 2.852 min from Sampl... Max. 1.1e8 cps. M +Q1: 2.953 to 2.986 min from Samp! Max. 3.2e5 cps |
P 496.9 @ 497.0
s O 4948 | Ges -
a X " i i i
e 8 20e51 i :
- z . i
@ 1, 00e5 . a H b
§ 4859 S 10es] 26526
< £ = i i
i.1239 290.2 453
4748 534.9_ K 1 3238 2 (499 06102 6794
000K - w8, e 0.0pL- " a2 i
460 470 480 490 500 510 520 530 200 300 400 500 600 700
.. mizamu miz, amu !
L. XIC of +Q1: 4955 to 496.5 amu from.. Max. 3.5e6 cps | W +Q1: 2.819 to 2.852 min from Sampl... !
4566 . 283 @ 496.9
3066 ¢ 1.00e6 4 .
2 8 | i
8 8 |
> 20e6: > ; !
o 299 % s 00es | !
& ] 8 :
£ 10e6- : = | ‘
1
0oF - . e BRI oooK <1202 2532 3814 4331 53496115
05 10 15 2. 25 3.0 200 300 400 500 800 700
. Time, min miz, amu .
¥ Detector A, Channel 1 from Sample 9 (C Max. 1.8¢6 .| W Detector A, Channel 2 from Sample 9 (C... Max. 1.2e5
186, 017 11805 , 281
1 566 1.00e5 |
: i
3 10e6: 3 i
2 : 2 5004 :
50e5- 281 !
; I 018 iy
0. B el e —_ 0.00) e - e et
0.0 0.5 1.0 15 20 25 30 0.0 0.5 1.0 1.5 20 25 3.0
. Time, min Time, min ~
Peak List for "Detector A Channel 1 from Sample 9 (CR080-54-§Peak List for "Detector A, Channel 2 from Sample 9 (CR080-54-
Time {min) Area (counts) %Area Height Time (min) Area (counts) %Area Height
“ 0.1703 1.0433e7 86.5245 1.8414e6 1 0.1608 3.1402e4 56615 6447.2789
12 2.8141 1.5669e6 12,9946 3.7156e5 2 28143 5.0096e5 90.3195 1.1804e5
'3 29732 5.7982e4 04809 1.5181e4 3 29741 2.2292e4 40190 55652479
i

Yoms 5 Hesdiion Vienitering

Channel 1 ab wavelength 220mm, Channel 2 at wavelength 260 nm
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Sample Name: CR0B0-54-91-91A-R.M. (IMM-40) Acqg. Time: 15:10 Acqg. Date: Thursday, November 06, 2008

W +Q1: 2.685 to 3.220 min from Sample 4 (CR080-54-91-01A-R M. (IMM-40)) of CROBO-MONI-0BNOVO8-BO2.wiff (Turbo Spray), Subtracted < +Q1:.. Max. 5.2¢5 cps|

4054 492.00
3.8e5- A '
3.6e5- ‘. ‘
3.4e5 . Lo
3.2e54

3.0e5- (!

2.865 L
2.665- . [ | O
2.4e5 5 |
2.25

2.0e54

Intensity, cps
v )
=
pzd
\
@]

Py
1.8e5- 5 | 18

1.6e5 ) |
by
1.4e54 495_‘9q

Py ~498.10
1.2e5+ ' i

1.0e5- |

8.0e4

6.0e4- ‘
i , 51510 i
4,084+ i ; ! 532.30

2.0e4¥ f

e hian

. ' . . , —_ ot e : e et S . e
475 480 485 490 495 500 505 510 515 520 525 530 535 540 545 550

*Sample Comment : [M+H] Expected **Analyzed By : B **Checked By :
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Sample Name : CR080-54-91-91A(IMM-40)
Sample ID : CR080-54-91-91A(IMM-40)

Column : Eclipse XDB C-8 (150 x 4.6 mm) Data File Name : 24_02_09_CR080-54-91-91A(IMM-40)_02.
Vial # 138 Method File Name : CR080_02.lcm
Inj. Volume  : 10 uL Batch File Name :
Tray # 1 Data Acquired : 2/24/2009 11:32:25 AM
Acquired by : KAVITA Data Processed : 2/24/2009 3:07:55 PM
Ref.No.: PAC/1140/96
mAU
S PDA Multi 1
13
1000 i i
! 1 ®
. i I
| i €
: TN T B T
o B i s A
i
T T T T T a
[ 5 10 15 20
min
mAU
2 PDA Multi 2
C O : !
-
=N s
Br ; ;
250 H
Z ; 2
N ? : i b
K 52 83 = 2 i
18 1 B 5% g S
SERNE L N YRS
0 5 10 15 20
min

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

PeakTable

Peak#  Ret Ti

PDA Chl 220nmdnm
g

1

2 523942

3 148247

4 3134%2”

5 62657

6 (12321859

7. 16718 3377604

Total ) 16918108

PeakTable
PDA Ch2 260nm 4nm

. Pealdf ; Ret Time Area . Ara% |  Height
oo T aser, 33820 0.578] 3488’
251 259291 0451} 2967
3! T} 22501 15564

C:\LabSolutions\Data\Project1\HPLC-01\FEB-09\24_02_09_CRO080-54-31-31A(IMM-40)_02.Icd
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100.0 __

%T

SRV VR

|

W 1920.66
| nas

07y 233231
|

Y|||

3047.01

286544

3441.00 2048 48

'| if

| 0

||
1F4_04m
P

\
|

1498.28

h| l||
1472.11 133s.

1214.50

128333

f

1567.30

1363.55

‘ LléiSﬁ
|

525.71

975.60

T 1
500 400.0

4000.0

T T
3000 2000

T
1500
cm-1
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ZLSEY
9289 -~
9509°9
T
5G£9°'9 ,\
Peot L ~
Ge8% L -
60052

820674 -

181572 /
£6£G°L -

60VG' 2 %
88YG L — i
215572 \
1596/ -
189 L —
0999 L —
71892

0989 77/ -
ov0L L/ /
980.°2

Y0LL L -
12621 - \
01882 -
9L06'L -
Glce'/

8626°L

CLEB L

ZsvoL -/

1
1
20081113
16.45

F2 - Acquisition Parameters

NAME CRO80-50-33-83A
Date

Current Data Parameters
EXPNO

PROCNO
Time

spect
PROBHD 5 mm DUL 13C-1

PULPROG

INSTRUM
TD

2930

32768
€DCI3

SOLVENT
NS
DS

16
0.252629 Hz
1.9792372 sec

0
8278.146 Hz

SWH
FIDRES

(.
e
g

64 ppm

W o
6(7 67.6 615 ‘

T
ppm

Y,
o B

/
wn
o

77

|
!

!
f

i

VA

|

I

J\L_J‘V@_N

.
"

~
=
o
79

282

&

85 84 83

4

87

1H
12.50 usec

-1.00 dB
400.1324710 MHz

456.1
60.400 usec
6.00 usec
300.0 K
3.00000000 sec
1
CHANNEL f1

16384
400.1300144 MHz,

F2 - Processing parameters

St
SF

$0LO0- -~ —

900Z'L ———

1£09°¢
8619'¢€
€L€9°€
1g9e
6PS0'S
12009
C1GE9
9zLE'9
96099
68199
92¢9'9
§G5€9'9
905z L
65ve'L /
)4 L
9gee’s

690Y L
SLivL -
882V L —~
0ovy'L ~
S06v .
v69r L
Gegy L
600G°Z ~
80672
1816/
£€e5’/ =
60¥5°2L

NOC_H;AI’

C:

| U | G

Ar-H

=

> 90

|

|

vam.n L“
06218 -
98818 -/

88¥5'.L
[221*I2
16952
L8Y9L -
0999/ -
L8892
09892
ovol L
98042
v0LLL
126.°2
01882
9106°L -
GlLes'L -
86¢26°L
2.€6°L

.

008

v.Ory
_rel
o
{801
60 L
s
6Ly
5z

\€e
262
A\PO'L
\LO'}

0 ppm
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‘;' % 'ir) :"{\4’ 8 S)') 8 g wn w = - [ = R @ ™
> 2 3 S8 & 8% @ ~ @ © & NP D > S B
A bat h © ™ 0 S %53 i il ~ D OO ™~ O ™~
Current Data Parameters o @ ~ _—e N @ o S © © N&®© < < ©
NAME  CRO080.50-83-83A 2 © o [ Y R 5 © I o = o oo [T R
EXPNO ] -~ - - - - - ~ < © s o © O oo wN NN
PROCNO 1 ' -~ - < h 2 28y oY u
| i [
F2 - Acquisition Parameters ‘ ‘ | | | i |
ate_ 0081115 | | | i
Time 7.42 | | [ i
INSTRUM spect | | | i | i |
PROBHD § mm DUL 13C41 I | I b ! !
PULPROG 2gpg30
i) 5
SOLVENT coci3
NS 700
DS 4
SWH 23980.814 Hz
FIDRES ~ 0.365918 Hz
AQ 1.3664756 sec
RG 2298.8
DwW 20.850 usec
DE 5.00 usec [ i
TE 300.0 K T ]
D1 2.00000000 sec l £ 5
a1t 0.03000000 sec (O }:\ ” i
DELTA  1.89999998 sec Iy I i
i Wi A
P1 7.80 usec T T T T ! v T T T T T
PL1 -2.00 dB
SFOT  100.6228298 MHz 160 155 150 145 140 ppm 133 132 131 130 129 ppm
CHANNEL £2 =
waltz16
1H
100.00 usec
-1.00 dB
14.92 4B NQUUVOOUVODUVIT-OTDODOVM T TN WO WO DI O
PL13 18.92 dB CTRTADBDOOORNOORANNONPONOOTOMN e O ON— D I~ oo
SFO2  400.1316005 MHz RO QOO IDONFTRNIOPNORNITIINNOOIOPITOD DO G < N
COITXNRROOILNOANNDTI-ONNONOAROT-NOND N DD 2]
F2 - Processing parameters DONNNDONNNN TSSO RNNINRVOCOOHOMNNDO® MO - -
st 32 DOVILITMNONONOONOCNANNNNNNNNNNN =™ v O MO =R
wow EM LA L L bbb it Lttt J
ssB 0
LB 1.00 Hz
GB
BC 200
V‘ C=NOCH)Ar
Ar-C N-CH;-CH,
&
F )
T T T I T f T T T T T f
200 180 160 140 120 100 80 60 40 20 0 ppm
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NAME_ CR080-50-83-83A
EXPNO 11

PROCNO 1
Date_ 20081116
Time 13.03
INSTRUM S|

ect
PROBHD § mm DUL 13C-1
PULPROG dept136
D 65536

T 13
SOLVENT CDCI3
NS 357

DS 4

SWH 23980.814 Hz
FIDRES 0.365918 Hz
AQ 1.3664756 sec
RG 2298.8

ow 20.850 usec
DE 6.00 usec
TE 300.0 K
CNST2  145.0000000
D1 2.00000000 sec
d2 0.00344828 sec
d12 0.00002000 sec
DELTA 0.00000993 sec
TDO 1

======== CHANNEL {1 ==s=====
NUC1 13C

P 7.80 usec

p2 15.60 usec

pL1 -2.00 d8
SFO1 100.6228298 MHz

======== CHANNEL {2 ========
CPDPRG2 waltz16
NUCc2z H

P3 12.60 usec

p4 25.00 usec
PCPD2 100.00 usec
PL2 -1.00 dB

PL12 14.92 dB
$FO2 400.1316005 MHz
Sl 32768

SF 100.6127801 MHz
wDw EM

Ss8 0

LB 1.00 Hz

GB 0

PC 1.00

TNOO T
HWMPOO
©nQan
DS ON
NNOOO
O MOOm
- -

_7%,
§

129.9054
129.4332
129.1040
128.6794
126.5462

N NM S YW
DN OO®©N ©
VOO OTOD -
Y DO M NS =
1610 W0 MO0 O ©
ANNNNN T~ O ©
P N R ~

——49.1949
—— 45,1518

C=NOCH,Ar

N-CH,-CH,

T T T T
190 180 170 180

T

T
150 140 1

T T T T

T LA
30 120 110 100 90 80 70
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QWF ’Z'/(’ CHEMBIOTEK A TCG Lifesciencas Enterprisa, PUNE
{xmm 85}

Sample Name: CROBO-50-83-83A Acy. Time: 11:52 Acq. Date: Thursday, November 13, 2008
W TIC of +Q1 from Sample 1 (CR0OB0-... Max 2.7e8cps.| W +Q1:241810 2.451 min from Sampl. Max. 1.5e6 cps
o
Qe 626 2.628.1
2.7e84 499 { -
25681 5 ~081 ’
; SN 8.065 1 ;
J A -
@ Z'OBBJ« 9 1 ‘n i
g i 8 60654 Iy
2 1sesd z 1 :
2 e 2 40e54 6268 6292
12 10e8 ! 2 ! A
! N P
5.0e7 20854 ! 5!30,0
] . {
Y G}
0.0% - o T T T 0.0 by e e e 2
1.0 16 2.0 25 30 615 620 625 630 635 640 645 650 655
Time, min miz, amu
XIC of +Q1: 626.5 to 627.5 amu from. Max. 5.3e6 cps.! TQ1: 2.418 to 2.451 min from Sampl. Max. 1.7e6 ¢ps.
\
{
i 2.42 1.20e6+ ~119.8
| 50es: | 1
! k 1.00e6 1 157.0 628.1
‘ 4,066 4 : i
g . J g s cJOeHl ‘
- 3.0e6- \ A
\%” | | £ 6.0005 |
3 ! | 5 i
T 208 | L T 4.00e5
1.0e64 i 20085 |
,' A\ ’ 277.&31?.8 H
0.0 o e e ez 0.00 ikt st bty b -
0.5 1.0 1.5 20 25 3.0 100 200 300 400 500 600 700 800
Time, min m/z, amu
Detector A, Channel 1 from Sample 1(C... Max. 9.1e5 .| Detector A, Channel 2 from Sample 1(C.. Max. 3.2e5
9.1e5 0.18 2.34 (D
! 3.0e5 ]
N 8.0e54
]
\ ! 2505
X |
6.0e5+
2.0e5
| z t 234 2 1
F S 40es! S 15657
< t <
1.0t
2,005 25 1
. 5004] 020
0.0= - '
‘ L e ey e e R 0. OE,_,_H_,‘_'ﬁ/ e S
00 05 1.0 15 20 25 3.0 0.0 05 1 . 2.5 3.0
Time, min Time, min

Pe ﬂgtectorA Channel 1 from Sample 1 (CR080-50-8Peak List for "Detector A, Channel 2 from Sample 1 CRQE}D-\S(
: me (min) | Area {counts) | "/«Area‘l Height __LTima(min) | Area (counts) | % Area ' :
1 0.1926 6.6343e6 77.3182:9.0020e5 149015 3.5397e4
2 2.3363 19462e6  226818150287e5 01738 789.6926
T B - 84.9247 3.1750e5
|
i
1
|
l
]
lx.msq Reaction Monitoring Analyzed By ®

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

Sample Name:

CR0B80-50-83-83a

tomb ¢
**CHEMBIOTEK RESEARCH INTERNATIONAL , PUNE,

RAcq. Time: 19:04

INDIA *

Acq. Date: Wednesday, March 18,

2009

"W +Q1: 3.387 t0 3.721 min from Sample 6 (CR080-50-83-83A) of CR080-MONI-18MARQS-BO3.wiff (Turbo Spray), Subtracted < +Q1° 1.816 to 2.552...

1.04e5
1.00e54

9.50e4
9.00e4 -
8.50e4
8.00e4 |
7.50e4

7.00e44
6.50e4
6.00e4
5.50e4

5.00e4

Intensity, cps

4.50e4 ]

4.00e4 ]

3.50e4
3.00e4
2.50e44
2.00e4 -
1.50e4
1.00e4

5000.00M

100 151

it 1] i ] A
A__LJTMJL: i ~¥ALMJ&&MLLMMM»PWMLM fuidet s v a4
] 200 250 300 350 400 450 500 550

141.00

121.20
‘ -148.80

SOTZO
i

“1
;

366.10
3030
15530 !

: |

1

m/z, amu

*Sample Comment :

628.50

Max. 1.0e5 cps)

1 ; ALNL

1 4
600 650

700 750 800 850 900

,ﬂ,(tV

[M+H]€Z'} Expected **Analyzed By : Q>
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(iof‘) 3/19/2009 09:04:48 1/ {

CHEMBIOTEK
A TCG LIFESCIENCES ENTERPRISE,PUNE,INDIA

Sample Name : CROB0-50-83-83A
Sample ID : CR080-50-83-83A

Column : XBridge Phenyl(150 x 3.0 mm) 3.5u Data File Name : 18_03_09_CR080-50-83-83A_04.Icd
Vial # 136 Method File Name : CR080_01.lcm

(nj. Volume :8uL Batch File Name :

Tray # 1 Data Acquired : 3/18/2009 1:02:47 PM

Acquired by  : KAVITA Data Processed : 3/18/2009 3:05:33 PM

Ref.No.: KS/A0278/11

mAU -
500 \‘g PDA Multi 1
|
|
250
& o =
2 = g 5
@ o < o
o, o -
T T
0 5 15 20 25
min
mAU
300 8 PDA Multi 2
e
200 li
"
100 i
L
& oseRgl 8
5 28 8
e ey gy -
0 5 10 15 20 25
min

1 PDA Mutti 1/222nm 4nm
2 PDA Multi 2/260nm 4nm

PeakTable

PDA Chl 222nm 4nm
;

Peak# ~ Ret. Time |
\» . 1 1.965
2 618
’z‘,f 896
. 1 765
5 232
6 5951
| 7 336
[ 3 986
T 831
10 12.151

Touill[' 12881931
PeakTable
PDA Ch2 260um 4nm

C:\LabSolutions\Data\Project1\HPLC-01\MARCH-09\18_03_08_CR080-50-83-83A_04.Ic

. Peddt

",
;S@w\la\mwbum‘.—,

“Totaf

pd

/

\

C:\LabSolutions\Data\Project1\HPLC-01\MARCH-09\18_03_09_|

3/19/2009 09:04:48 2/ 2

CR080-50-83-83A_04.Icd
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e
ATCG Lifesciences Enterpase
o (=g =] - D~ Q) — DO ITNNOODUNONNON - RBVO © NN R~
<+ 0O @ © N oD Ire] o BOAI TR ON DD OWO T DD e Nons ©Ow
NAME  CR080-50-87-87A1 o™ < © <~ o Q © o Vo) LDI{)(')LOO’)MOCOLONLD(D(DIDNO’!I)@(O 0 — M MO
EXPNO 1 S N b 0w ™~ I HOOWRMHAQN OO O GE - NG Qg N oo~
PROCNO 1 o] n© o] @ @ O © @ CLONCC - OODBDIN IO OO T T 0 S OO ©WW
Date 20081230 n [TRs) ] <+ < < < ] SemnoomEaNNNNANNNNN &N e T
Lo e - - - - - - - PR rr o m - - T e
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG 2gpg30
ht 65536
SOLVENT THF
NS 11264
DS 4
SWH 23980.814 Hz
FIDRES  0.365918 Hz
AQ 1.3664756 sec
RG 7298.2
ow 20,850 usec
DE 6.00 usec
TE 291.7K
D1 2,00000000 sec
d11 0.03000000 sec
DELTA  1.89999998 sec
TDO 1
CHANNEL f1 ==
13C
7.80 usec |
PL1 -2.00 dB " A WY WP ~ v vl -
SFO1  100.6228298 MHz Ak T A pryEeT Y o v
Z PDPRG=Z CHANNEnl;:’é T T T T T T T T T T
wal
NUC2 iH 160 155 150 145 140 135 130 125 120 115 ppm
ACPD2 100.00 usec
PL2 -1.00 dB
PL1Z 14.92dB
PL13 18,92 dB
SFO2  400.1316005 MHz
si 32768
SF 100.6124780 MHz
WOW EM
SSB 0
8 1.00 Hz Noo‘—mv\r\m‘-mvomvvxmomwmwnmom-—mwowwmmmv\w
GB ) <rnnoou:NNm-nNmov<r‘—ooor\mm-—oomm<roouo<r‘—wwmr\m0x— o @ QWD 0O X0 [Fo ) MO - OND
NfrvaOOOOLnKOln(')I.DG)O’)OOOLDNlO!D(DLOI\mOOmlD(D‘—mm(")(ov NN NOO @O rrodN®
pe 100 0."“?“.'0.‘0.“?".‘”.°‘."’.°’.“”.°°."’.“!”Q“!".‘D."’.O.G’.W‘—.'\.‘QO.“’.",‘{“’.O.U!" N RN ©3 MO
cn\comcnmwwm<rcmmx—ﬂ-\—comon\r\cocoa.ovvmoeoooaucomm NOOONn TN ~o Moo e0
P8RRI ER IO NmanmenNNNNANNNNNd T T T T o R S S N oo 0 W0 W WY
rrrrrrrvvrrrrrvrrvrwr% I\W riTe] NN NNANN

C=NOCH,Ar

NO\ Ar-H CHb-CH,
SRR — 1 R

T T T T T T T T T T T T T T T T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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NAME  CRD80-50-87-837A1
EXPNO 2

PROCNO 1

Date_ 20081231

Time 9.01
INSTRUM spact
PROBHD 5 mm DUL 13C-1
PULPROG dept135

™ 65536
SOLVENT THF
NS 307.

DS 4
SWH 23980.814 Hz
FIDRES 0.365918 Hz

AQ 1.3664756 sec
RG 22988

ow 20.850 usec
DE 6.00 usec
TE 231.7K
CNST2 145.0000000
D1 2.00000000 sec
d2 0.00344828 sec

d12 0.00002000 sec
DELTA 0.00000993 sec
TDO 1

==z=zz22= GHANNEL f{ ========
NUC1 13C

Pt 7.80 usec

n2 15.60 usec

PL1 -2.00 dB

SFO1 100.6228298 MHz

CHANNEL {2 ==:
2 waltz16
1H

DANOOT QNN TN ©m N

DONDTODUNMONDOTD Ha o 0O~ © g

NPT ONONOONOD® o0 o oMo N

RN ONN~OOON N~ <m e~ OO ® © T

V-0 OPIN~OOOT T 0w 0w eun ~

OO NN NNNNNNN — — < P P QO

Tt - e - - © 0w [rily s

T UYL T T T T T T T T T T T T T T T T T T T T T T T T

134 132 130 128 126 124 122 120 118 116 ppm 68 67 66 65 64 63 62 61 60 59 58 57 56 55 54 53 52 51 ppm

133.9389
131.8962
131.3426
130.8930
130.2634
129.7288
129.6557
127.3733
127.0667
126.9575
126.8794
126.2035
124.7947
124.5891
118.4356
118.3598
115.9642
115.7451

I N2

[

e
A

—77.2758

68.0305
67.8096
67.5907

— <

__—50.7626
T—50.3409

25.9021
25.7036
25.5043

<

C=NOCH,Ar

CH,-CH,

200

180

T T T T
160 140 120 100
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lepp 2
* **CHEMBIOTEK RESEARCH INTERNATIONAL , PUNE, INDIA *
Sample Name: CRO80-50-87-87A1 Acqg. Time: 10:17 Acqg. Date: Thursday, March 19, 2009
"W +Q1 3.220 to 3.487 min from Sarﬁple 2 (CR0O80-50-87-87A1) of CROB0-RPT-19MARDS-BO1 wiff (Turbo Spray), Subtracted < +Q1: 2.251 to 2.585. Max_ 1.4e5 cps)
1.4e5 J 64580
1.3e5
1.2e5
1.1e54
1.0e5 1 '
.0
o0e4] g
, 8.0e4
|
8 N |
2  7.0e4 :
2 5 ! !
o i
=
= 8.0e4
5.0e4+
4.0e4 1 486.30
} 3.0e4+ ! ‘
i 2,064 i !
487.60 847.10
i 1.0e4 4 Il 542_L0
200 10 229.40237 00 338.30 471.30 503 50 81740531 3& l«—-659 40 71470
S } bt o i hog s r e i ¢ T N ; ; t
150 200 250 300 350 400 450 500 550 600 650 700 750 800 850
. B m/z, amu o
*3, le Comment : [M+H] Expected **Analyzed By : <
ample G4t P
) 9M MRachey
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CHEMBIOTEK
A TCG LIFESCIENCES ENTERPRISE,PUNE,INDIA

Sample Name : CR080-50-87-87At

Sample ID : CRO80-50-87-87A1
Column : XBridge Phenyl{150 x 3.0 mm) 3.5u Data File Name : 13_03_09_CR080-50-87-87A1_01 R.lcd
Vial # 125 Method File Name : GENERAL-GS-2.lcm
Inj. Volume  :4uL Batch File Name :
Tray # ] Data Acquired : 3/13/2009 9:20:40 AM
Acquired by  : KAVITA Data Processed : 3/13/2009 12:15:36 PM
Ref.No.: KS/A0278/10
mAU
PDA Muiti 1
8
2
500 \©
i
i
h
250+ J‘\
|
g % I 8 g
S 4 =T
o—— D i o
r T T T T T
0.0 25 5.0 75 10.0 12.§ 15.0 17.6
min
1 PDA Multi 1/223nm 4nm
PeakTable
PDA Chl 223nm dnm __ . o
[ Peal | Ret Time | Area ! TAra% _ Height _
- 1 3.881 65873 | 1102] | 10043
- 2 s 7147 04541 3464
; 3 T 64%] 5751490 96.225 494938
,74+7 14109 18136 0.303 786
H 14540 114461 1915 4055
Total [ 5977107 100000 __ 513288
AN

O O \3“\W
Br _N/O O
O NTONTY

20 N

C:\LabSolutions\Data\Project1\HPLC-01\MARCH-09\1 3_03_09 CR080-50-87-87A1_01 R.lcd
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100.0_
\ 1 ‘hI
95 | - M (¥ '
AL N f T R My
J AN M N O R A
o '| ll' 07555 | H‘ / 1021.26 | |' l | I‘|| || @ ‘H ‘I |?“ 'lkséll (1 |
41 3368.05 | | 110153 | 17.32 | |470.85
| \
h | E | , W f H M ﬂ| | ﬁII J | ' 525.82
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75| | | |~| f | | J ‘r 10§1.8 I ‘
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1 1 || | 304084 | L HIN\ | IR EHARN
65 | |‘ | | | N\ (| Jotehl sgserfl )\
NI n f | : | 13?39‘l 106755 gﬁngs {3647
60 | | H 009,58 | s41.4| 76621
H;‘ } fw | ' | 38817 ||
551\ | M | | |'| w
- |I l"'," ‘| | | | [ |
50 ! " I“\ 56 le7
. 3838.68 | | | | 1156/82
Vel e IJ36;§21 29136f F = [ 157395 f 1142 86 F
il | | | | \
| | ‘ ‘ \
404 373600 2838.31 234358 ‘ | |' J|
35| | | | 79202
30 | 235002 f ‘ : 126144 | gjﬁjﬁf
\ | ‘ 945.68
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20 | ) —N/O 1705.91 ‘ Fk ||| |J
r |
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CR080-23-111-3F INCDCI3 . At 1D )
CHEMBIOTEK RESEARCH INTERNATIONAL

Current Data Parameters

BNOILABLEIRNRDY 5 3 L 8 NAME CROB0-23-11 1-3F
=R g R - s 1 &> S o ® 8 >3
S8358332LHIER = < QB EXPNO 1
GONNNNNNNNMNNN < I} - - <? PROCNO 1
F2 - Acquisition Par ameters
Date_ 20080123
Time 18 .37
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 4
DS 0
SWH 8278. 146 Hz
FIDRES 0.126314 Hz
AQ 3.9584 243 sec
RG 322.5
bW 60. 400 usec
DE 6.00 usec
TE 300.0 K
D1 3.00000000 sec
TDO 1
OCH; -CH; S L R
- NUC1 1H
. Pl 12 .50 usec
PL1 -1.00 dB
SFO1 400.1324 710 MHz
F2 - Processing parameters
SI 32768
N SF 400.1300142 MHz
WDW EM
SSB 0
Ar-H CH-OH LB 0.30 Hz
- GB a
PC 1.00

2 e :

T T T i T T T T T T T T T T T T T T T T T

T N
100 85 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 45 10 05 00  ppm L et
/gfow‘%
/
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DRODDM T Mo wnow (3]
I930RhISTILINTLRS &
31335883385 838558y =
L S e S A N R A N NN e ~

= 75741

/
\

OCH;

Ar-H

LL .

-CH;

o [ g

1.7931
-0.0136

Current Data Parameters

NAME CR080-23-111-3F

EXPNO 2

PROCNO 1

F2 - Acquisition Parameters
Date_ 20080124

Tine 8.29

INSTRUM spect

PROBHD 5 mm DUL 13C-1

PULPROG zg30 ‘
D 65536 i
SOLVENT CDC13 il
NS 4 IR
Ds 0 il
SWH 8278. 146 Hz L
FIDRES 0.126314 Hz I
AQ 3.9584 243 sec

RG 322.5%

DwW 60. 400 usec

DE 6.00 usec

TE 300.0 K

Dl 3.00000000 sec

TDO 1

======== CHANNEL f] =====e==
NUC1 id

Pl 12 .50 usec

PL1 -1.00 dB

SFO1 400.1324 710 MHz

F2 - Processing parameters

SI 32768

SF 400.1300142 MHz

WDwW EM

S3B 0

LB 0 .30 Hz

GB 4]

PC 1.00

T T T T
95 90 85 80 75 70

6.5

T

6.0
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o ™ @ o () I~ = DO < Q@0
o 0 010 ~t @ O ND T © VN o I~
8 g g 5 2 383 & B2§ 3
Current Data Parameters g I d i ?
NAME  CROBO-54-45-238 2 b Qe Q R 53283 NI ~
EXPNO 1 2 2 Iz 32 2 22328 & FEY pas
PROCNO 1
F2 - Acquisition Parameters
Date_ 008101
Time 19.52
INSTRUM spect |
PROBHD 5 mm DUL 13G-1
PULPROG 2pg30
D
SOLVENT cDCI3
NS 363
[ 4
SWH 23980814 Hz
FIDRES  0.365918 Hz
AQ 1.3664756 sec
RG 26008
oW 20.850 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
di1 0,03000000 sec
DELTA  1.89999995 sec
TDO 1
y T T T T T T T T T T
PL1 -2,00 dB
SFO1 1006208208 MHz 160 155 150 145 140 135 130 125 120 ppm
waltz16
1H
100.00 usec
-1.00 d8
14.92dB NMONON=—MNO©D Y QRN
PL13 18.92 dB CHUEDTDOCNRTODNOI NN O o -
SFO2  400.1316005 MHz NQOENMe-NhNOmT O0VONO R B © -
MENQO NN T NHONO0W0a O N9 ® @« ©
F2 - Processing parameters DM = OO WWO M NN M~ Moo N o2}
st 22768 VT TOOONNNNNNN - I~ I~ © o «3
o 1006127858 MHz Frr Tt rT e e e — [N N N w ~
wDwW EM | !
$SB 0 \
LB 1.00 Hz
GB 0 |
PC 2.00 |
Br Ar-C
CHj3
NZ O CHOH OCH -CH3
T T T T I I T i I T T T
200 180 160 140 120 100 80 60 40 20 0 ppm
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CHEMBIOTEK A TCG Lifesciences Enterprise,PUNE

“ple Name: CROB0-23-111-3F Aoq. Time: 19:05

Acqg. Date: Wednesday, April 01, 2009

: T1C of +Q1: Exp 1, from Sample 4 (C Max. 1.1e8 cps

W +Q7 Exp 1, 2.886 to 3.976 min from " TMax 3466 cps

3.94 &\@ 355.80357-90
1 5ces ;((» v
i 3.0¢6 :
| B0ue? it , 2566 |
i i g '
 00e7 - i 2066 1 i
2! 2 gesd 1
1o0e7 - 085107 'L g 5eby
. £ i 359.00
2 00e7 R ! 1066 | 337.80340.00 ‘??
e v i i [
, . . 5.0e5; 32580 i ;Y
- A ~ d Ay oy !
o® e C : 0.0 2L U :
1 2 3 4 5 310 320 330 340 350 360 370 380 390
o Time, min miz, amu R OH
XIC of +Q1: Exp 1, 356.5t0 357.5a Max. 1.1e7 cps. W o Exp 1, 3.886 to 3.976 min from Max. 3.4e6 cps
Br
8 357.90 X
100e7 - N O CH3
. 3.0e6 ~ o
#.00e6 ” 2.5e6‘ ‘ N |
i Q 1
5.0086 ; 2066 1 | 21
. ; ]
" 400es ‘ 5 1.6e0
- ! =  1.0e6 337
2 00eB : : .
; 5.0&5: 34$.00
Q.00 e - . By s r b de e
1 2 3 4 5 150 200 250 300 350 400 450 500 550 600
. Time, min miz, amu —
Dotector A, Channel 1 from Sample 4 (C... Max. 1.6e6 | W Detector A, Channel 2 from Sample 4 (C... Max. 1.4e6
A
&
1.6e6 359 1.4¢6 1 589
5
Tae6 1.2e6
1266
1.0e6 -
©.0e6 - .
8 Ues 3 80e5:
S |
6.0e5 < 6.0e5
4.0eb - 4.0e5
2.0eb
y 061 113 2085+
00" ~ N - . N . ¥0.21 0.70 351
S U S et 0.0 . - o
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

-k List for "Detector A, Channel 1 from Sample 4 (CR080-23-

Time (min) Area {counts) %Area Height

0.3185 1.0872e5 0.8266 4021.2892
2 06125 6.0924e4 04632 1.9993e4
”v 0.8942 1.8929e4 0.1439 2266.1698
& 1.1330 1.2989%e4 0.0988 2788.5630

3.5078 7.4947e4 05698 1.8071e4
[ 3.8946 1.2876e7 97 8977 1.6407e6

Peak List for "Detector A, Channel 2 from Sample 4 (CRO&T-ZE»

Time (min) Area (counts) %Area Height
1 0.21386 6560.9950 0.0682 21654519
2 0.7022 2.5644e4 0.2665 2189.4446
3 3.5082 4690.7788 0.0487 1942.7825
4 3.8875 9.5867e6 996166 1.4169e6

{TFA Buffer)
+ at wavelength 220 nm,Channel 2 at wavelength 260 nm

Reacrion Monitoring

Analyzed By :

ﬂ.;/m Javop
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* **CHEMBIOTEK RESEARCH INTERNATIONAL , PUNE, INDIA *

Sample Name: CROB0-23-111-3F Acqg. Time: 19:05 Acq. Date: Wednesday, April 01, 2009

W Q1 Exp 1, 3.886 to 3,976 min from Sample 4 (CROB0-23-111-3F) of CROBO-MONI-01APRILD

35580, 25790

1
]
3.0e6 }
2.5e6 }
1

2.0e6

Intensity, cps

1.0e6

356.80.. 359.00

i
1
4
1
]
1.5e6 i
% 33780 340,00

5.0e5 ;{ 325 80 340.60
N e e "

~ N Mo
M st A 8 -

o e e G S e R, T e — R A e e e
310 315 320 325 330 335 340 345 350 355 360 365 370 375 380 385
m/z, amu

0.0

[ g

357.90
2.0e5 J i

i 1.8e5-
1.6e5 J
1.4e54
1.2e5 j
‘1.0e5J
8.0e4 j
6.0e4 4
4.0e4

206411920 14219 32890, 369.80

0.0 A e, o 1670021000 30290 0 L 110 43610 4550049760 53260 5692057690 623.40 66590 712.40.720.80

150 200 250 300 350 400 450 500 550 600 650 700 750

- . ) o . ___m/z, amu . e o
*Sample Comment : [M+H] Expected **Analyzed By : = **Checked By : ’}L
' s,
g e o

oAl

Intensity, cps

337.80 .

148.90

251.00 577 0

S130

[ —
390

B +Q1: Exp 1, 0.637 to 4.157 min from Sample 4 (CR080-23-111-3F) of CRO80-MONI-01APRIL08-B-03.wiff (Turbo Spray) ) Max. 1.4e6

T Max. 3.486 ops|

cps.
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Sample:CR0OB80-23-111-3F
Column :Zorbax

Tnjectlan Date

Sample Name
Acqg Operato

r

Analysis Method

Last Change
Acg. Method

Fethod Ref

d

$B - € 18 {50x4.6mm) ,1.8u ->
:Thu, 24. Jan. 2008 Location : Vial 12
:CR080-23-111-3F Inj. No. : 1
: PRAKASH Inj. Vol. 2 nl

:C:\CHEM32\2\METHODS\UPLC_GENARAL_GRAD _1.M
:Thu, 24. Jan. 2008, 04:29:00 pm

{modified after loading)
:C:\Chem32\2\DATA\JAN-08\240106A 2008-01-24 10-11-45\
UPLC_GENARAL_GRAD _1.M

NP/757/35

*DAD1, Sig=230.00, 2.00 Ref=off, EXT of 240108000018.0 - DADT, Sig=230.00, 2.00 Ref=off, EXT of 240108000

mAU 8
3
-
800
700 4
600
500 =
400
300 4
200 - ‘
100 4 -
8 .E- &
04— = R
3 2 4 [ 8 min
3ignal: 1 DADl, Sig=230.00, 2.00 Ref=off, EXT O
|Peak|  RT | width | Area |Area % | OH
# | [min] | [min] | Br
R [ === I-- X CH
[ 4.39]  0.03] 0 3
| 2| 4.94]  0.03]1629.10] 99.23] —
| 31 5.141 0.031 1.83] 0.11] N O
| 41 5.221 0.03] 4.79] 0.29! |
| 5i 5.511 0.05¢ 1.89) 0.11] 21
7777777777777777777777777777777777777777 Q%“"
*#+* End of Report ***
EPLC Thu, 24. Jan. 2008 04:31:12 pm Page 1 of 1
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100.0 f
y

| [

90 I| |

70 ll f L"{

60 |

[~
|

50 |
%T |
40

30

20 |

T

| {\_

I

1574.40

1369 86

2000

cme-1
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8.6202
8.1823
8.1648
7.8374
7.8334
-7.8150
-7.8111
7.7478
- 7.7438
7.7255
7.7215
7.6419
7.6346
7.6265
7.6218
7.6115
7.6075
7.5427
7.5275
75242
7.5117
7.4963
7.2502
- 52889
42037
4.1876
3.0083
3.0002
2.9939
29757
2.9603
29506
2.9446
2.9387
2.9312
2.9227
2.9011

2.8855
2.8718
2.8154
2.8010
27838
2.7745
26375
26242
26141

2,6008
2.3554
2.3494
2.3427
2.3369
22755
2.2690
2.2632
2.2568
1.8434
1.8383
1.6004

R N

Current Data Parameters

0]
(3 c,
. O\/)
Br- N CH,
N7 0
22
OCH;
epoxyCH, &
ArH OCH,CH
g - L

| S—

e
2

&

;

\ (")

Wo\%i

T T T T T T T

65 60 55 50 45 40

T T T T

f
15 15 10 05 00

ppm
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NAME CR080-11-129-91-F
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date 20070721
Time 11.51
INSTRUM spect
PROBHD S mm DUL 13C-1
PULPROG 7930
TD 65536
SOLVENT CDC13
NS 8

DS 0

SWH 8278.146 Hz
FIDRES 0.12€6314 Hz
AQ 3.9584243 sec

G 512

oW 60.400 usec
DI 6.00 usec
TE 300.0 K

D1 3.00000000 sec
TDO 1
======== (CHANNEL fl ==——== =
NUC1 1H

Pl 12.50 usec
PL1 -1.00 43
SFO1 400.1324710 MHz
F2 - Processing parameters
ST 32768
SF 400.1300140 MHz
WDW EM
5SB 0
LB 0.30 Hz
GB ]

PC 1.00

U
d Wﬁﬂ
2/(
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P~ W NOON— QMOADOALTOORANTENONNOONNOO

mr‘NNN<tv\-r\camu':mvmmmmfomcaoov-\—covmm@wwmwvNr\vvu)m
“‘V\U’LOLD(")NV\—m(\lmDD"w(D‘_OwoV\(DNV—I(POOT{\P’)(")V\?‘I\MLDD’(’)VI\LON
NODVOONOUONORONODNNMROANDBONO S PDNMONG O D MG M 0T
DDOONS DO NNDDNDANVOCOGOIOOOMONLTONSOCONOW QW
DT I TSI ITONOONNNANANNANNNNNNNNNTC e NN~ O OL6m o
B e e R iR o i R R A i R R g L N N N L g T S

: ; Ul A D [ [ ‘

|

\

\
:
3
N
AN
_\/1

Br

O

Z\ /.
E:

22 | Ar-H

epoxy

efoxy(H,

44 8858
447201

CH

CH,

S

- 29.6645
23.4890
23.4147

-CH;

190 180 170 160 150 140 130 126 110 10C 90 80 70 &0 50

S134

NAME

EXPNO 10
PROCNG 1
FZ - Acquisition Paramex
Date_ 20070622
Ti 19.27
IN spect
PROBHI S mm DUL 13C-1
PULPROG zgpg30
TD 65536
SCLVENT CDCL3
NS 27648
D3 4
SWH 2398C.814
TIDRES 0.3€55918

ata
CROBC-:11-101-9 1R (DURE)

Ters

Hz
Hz
sec
usec
usec

sec
se
Lec
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Current Data Para
NAME CRC8O-11-1
EXPRG

PROCNO

129.8059
129.6909

- 129.5753
—— 128.3245
—- 126.3008

A

- 132.7289
132.7009
126.2806

- 123.8733
123.8352

- 123.7131
123.6535
53.5725
53.5495

-~ 50.6973
- 50.6533
< 44.8934
447273

- 23.4907
23.4146

72 - Acguisition Parameters
Date_ 20070624
Time 23.56

TNSTRUM
(@) PROBHD 5 r
PULPROG
D
. O SOLVENT
AN C
bz

T 65.2606

._—— 65.8780

NS
DS ]
Hs SWi 2398C.814
FIDRES 0.365938 1

o) Ar-C Ag

N | RG
D

22 i F
| epoxyCH
-CHs a1z

OCH; | %
[ o

(s

epoxyCll,  OCH, al

Br

100.622

= CHANNEL f2 ==

12.50 usec
25.00 usec
109.00 usec
-1.00 dB
16.00 dB
400.1316005 MHz

- Processing par
G
]

R TR R R e p— . —

190 180 170 160 150 140 130 120 110 400 90 80 70 60 50 40 30 20 10

S135
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CHEMBIOTEK A TCG Lifesciences Enterprise,PUNE

Saiple Name s CRO80-11-129-91F Acqg. Time: 18:00 Acq. Date: Wednesday, April 01;\(3?037 o
TIC of +Q1 Exp 1, from Sample 3 (C... Max. 1.8e8 cps. W .Qf: Exp 1, 4.248 to 4.338 min from... Max. 3.3e6 ¢
413.90
1 8e8 e 41160...
| 3.0e61 FN‘{ :
1,508 i |
; 2.5e6 '
v @ : o
4 | g : [k
R \ 4 2,008 o
g 1.5e6+ i
' =4 S0
5.0e7 251 ¥ < 1.0e6 4
; i
g 1 5.0e5 4
oo — ' . . 0.0 ———— - e
1 2 3 4 5 390 400 410 420 430 440
Time, min m/z, amu
‘¢ XIC of +Q1: Exp 1. 4125104135 a Max. 1.4e7 cps. | JYeY] Exp 1, 4.248 to 4.338 min from. Max. 3.3e6 ¢
1487 427 O 3a7.g0 130
0 1087 i 3.0¢6
1087 1 \ 2.5¢6
" i w
0 L g 0es | o 8 2066
i ! ; -
Br 2 6.0c6 : % 1.5e6 -
O D o o = 10 326 00
pZ 2.0¢8 ! 5.0e5y '
N~ O 4 i . L !
| 0.0 - e - ; 00!+ o b I
1 2 3 4 5 200 300 400 500 600
22 . Time, min m/z, amu
+ Detector A, Channel 1 from Sample 3 (C... Max. 1.1e6 | W Detector A, Channel 2 from Sample 3 (C Max. 7.7e
Y
113e6 421 7.7€5 . Q 421
1.00e6 7.085 -
) 6.0e5
8.00ch 1
5.0e5 |
5 00e5 - 3 4.0e5
5 =
v 4.00e5 < 3.0e5
2.00e5 2.0e5
N 0.64 1.0e5
0007~ A 00" -
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 o
Peak Listfor "Detector A, Channel 1 from Sample 3 (CR080-11-1Peak List for "Detector A, Channel 2 from Sample 3 (CR080-1-
Time {min) Area (counts) %Area Height Time (min) Area (counts) %Area Height
. 03052 1.0452e5 1.2740 3467.7615 1 0.1938 5623.3691 0.1112  1908.6085
? 06379 1.6375e5 1.8741 4.3388e4 2 0.7668 3.2112e4 0.6465 4854.9598
K 0.8722 1.1071e5 1.3495 4321.2856 3 4.2080 4.9293e6 99.2423 7.7788e5
4 4,2092 7.8349e6 95.5024 1.2101e6
Reaction  Monitoring (TFA Buffer) Analyzed By

sel 1 at vavelength 220 nm,Channel 2 at wavelength 260 nm

G pofeafrect
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* **CHEMBICTEK RESEARCH INTERNATIONAL , PUNE, INDIA *

Sample Name: CR080-11-129-91F Acg. Time: 19:00 Acq. Date: Wednesday, April 01, 2009

( W Q1 Exp 1. 4.248 16 4.338 min from Sample 3 (GROB0-11126.1 F) of CROS0-MONI-01APRIL09-B-03 wiff (Turbo Spray). subiracted (0366 753 T Max 33e6 ops|
I
|
1

413.90
411.60

3,006 | ~ O o)
2.5e6 - . O\/)
2.0e6 | Lo Br XY ¢

~

1.5e6 N 0]

Intensity, cps

1.0e6 }
]
5.0e5
M
0.0+

41380 41490 22

T T T — 0 TTITTTTTY ey Tt T T o e —— e e — T T T T T T T e -
390 395 400 405 410 415 420 425 430 435 440
m/z, amu

W Q1 Exp 1, 1,630 to 5.060 min from Sample 3 (CR0B0-11-129-G1F) of CROBO-MONI-01APRILO9-B-03 wiff (Turbo Spray) Max. 9.9e5 cps|

413.90

1.8e5 4 337.90

1.6e5 I !
N
]
1.485’) ‘

1.2e5
1.0e5+
8.0e4+

Intensity, cps

6.0e4 i
14?.00 326.00 “

Co
307.90 $46,70.353.90 453,90

ay i PN WY p SO g e o LT

- . . S%230_ 56950 60630, 63380 66600
150 200 250 300 350 400 450 500 550 600 €50 ‘

]

4.0e4 - B

2
%% 19200 isee 21010 25070 278.90

390.0 415.90_42590
0.0 Fuit LU :

497.70

— - R S mizamu - . . — ,J
*Sample Comment : [M+H] Expected **Analyzed By : 4 **Checked By : J/ Z
R ;/f/m9
, 62 APR o

4
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100.0_

i .
s~ ’\\ ) l || ||| ﬂ ’ ' || ||1 n'pl M el
ﬂ : I \ M A
\ / | r|
90 _ 340121 |"‘ [ | J‘ || || | | ‘ |‘ | n IILJ
b | 2382.66 ‘ﬂ ‘ (| ‘ ‘ osio | f ‘ ‘ | \f \ 45253
85 'y 2279.95 [ Il [ | A
| i
% 306"}.5’7|l| || | } | | H ﬂ n | / ‘ |J| ||| 592.0] |'||
. A | | [ 14115 55083
HU 1610/06 ‘ ‘ ‘ | !
e |UJ|5 | ‘ 4:55 9 v‘ ’ | | 8957 | |
6.44 | 880.97 49824
70 T| ﬁ ‘ ‘ ‘ 577 ‘
65 ‘ ‘ l ' 113474 L
h | \ | ‘ 108717 |p51.31
60 || 1151.98 730.10
2087.93 |1 ]| fotss || 768195 524.87
55 2020.72 | I'|J| | m
504 | 857.00
e [ 1466.42 ‘ | | 828.66
45 | 1450.07 67,63
n 140034 [123001  1050.44
1 1006.50
35 | O \/O) 1589Hl | |1315.1
. o 1497.65 .
30 750.50
Br. SN CH, ‘| ‘ |
25 g Jl | k
20 N | | 1275.18 N
1 22 { 1110.82
15 157224 ‘
10 l
34 1366.58
0.0 T T T T T 1
4000.0 3000 2000 1500 1000 500 400.0

cm-1
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NAME  CR080-79-27-27A-1
EXPNO 1

PROCNO 1 MO OROVONOULOONOONNMNMOOOMMNWON T RO NONODN T~ 00N N n
Date. 20090416 PN BORE AN NP IONINOORENO 000 S 0 RSP8I RCSBENISSR 5
L 9@3r.°°’.r':.ﬁ.v\.53.8.@@3335833333333@3333?§?§§333833333333333?35 S
PROBHD. & mm BUL 13C-1 QD NN <
PULPROG 2030 ‘\‘XWMMWV%/
™ 32768
SOLVENT ~ CDCI3
NS 8
5 0
SWH 8270146 Hz
FIDRES  0.252629 Hz
AQ 1.9792372 sec
RG 143.7
pw 60.400 usec
DE 6.00 usec
TE 2914 K
DI 300000000 sec
™0
NUC1
P 1zsousec
PL1 dB Cl
sFo1 400132A710MH2 Q OH —
SF 4001300120 Wi
wow Mo O\)\/N\ %
58 0 N Cl
£ o Br N
PC 0.50 CHS
~
Y
23
OCH;
-CHj
Ar-H
CHOH
Pyarazole-H
| NCH, & (Ju%OHL—Z CH,
]
=3 )
[o g [g [
- B
T T T T T T T T T T
9.5 9.0 8 5 .5 60 55 50 4, 5 4. 0 2. 5 2.0 16 10 05 ppm
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NAME CR080-79-27-27A-1
EXPNO 2
PROCNO 1
Date_ 20090417

12.36

INSTRUM spe

ct
PROBHD 5 mm DUL 13C-1 L
PULPROG 2930
D 32768

SOLVENT cDCi3
NS 8

DS 0

SWH 8278.146 Hz
FIDRES 0.252629 Hz
AQ 1.9782372 sec
RG 143,

Dw €0.400 usec
DE 6.00 usec
TE 292.7 K

od] 3.00000000 sec
100 1

CHANNEL f1
. NUC1 1H
P1 12.60 usec
PL1 -1.00 dB
gIF01 400.1324710 MHz
Sl

O v o COr
V
F 4001300128 MHz . O\)\/N\N Cl
wow EM Br. AN
o 0.30Hz CHs
£ 050 Z

- N~ O

OCH;

Ar-H Pyarazole-H

NCH, & CHOH

l e

-CH;

OCH,

= 95 90 85 80

T I I T T

T T
S5 70 65 60 55 50 45 4.

W -8

S140
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Current Data Parameters
NAME  CRO80-7$-27-2TA-1
EXPNO 1

PROGNO 1

F2 - Acquisition Parameters
D 20090418

Time~ 10.20
WSTRUM 5y

PROBHD §mm DUL 13C-1
PULPROG _ z0pg30

85538
SOLVENT coC3
NS 8192
DS 4
SWH 23580.814 Hz

FIDRES 0.366918 Hz
AQ 1.3864756 sec
RG 2048

20.850 usec
DE 6.00 usec
TE 202.5 K
D1 2.00000000

a1 0.03000000 sac

DELTA 189999998 sec

ToO 1

[ PV | [—
Nuct 13C’

Pt

PLY -2.00 dB
SFO1 100.6228268 MHz

HANNEL 12 nessamax
CPDPRG2 ‘waltz16
2 1H
PCPO2 100,00 usec
Pl 00 dB

.92 dB
8FO2  4D0.1316005 MHz
F2 - Process!

SF 100.5127743 MHz.
‘WDW EM

S 0

1B 1.00 Hz

Ge [)

PC 0.20

mm‘-moommwr\wgowwmm‘-l\vO\-mw

PO OLW e NGO KLW O‘OIDO)!D\—O)O'QOS("J T OO~ o N
COMNMAVO- NN TROT OO TS~ 10 A NQ®© N O
DOV OORNONNNTCTORHNOING T SO N N 00© o
OMTTTTOOOOONOONNNNNNNNNN~ O <t MW O 0
Rk o R L A S A D =4 W NN~ O ®

NS

V

0 ¢ Qe
V
. . 0\)\/N\N cl
L
~
3
23

-¢H-OH NCH,
OCH;

Ll -1 Wiy | [ f ppe

23.2560

-CH;

T T | I T

T
190 180 170 160 150 140

A1 A A AAASASARAS LaRARAARY Ty T T

T T T T
130 120 110 100 90 80 70 60 50 40

S141

30

20
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- © < — o @ @ O ® —
T+ & DO D © o @ © 0
NAME  CRO80-79-27-27A-1 Yo [=] <+ -0 < @ T o ©
PNO 2 ~ ™ < ~ o~ =) - O - <
PROCNO H ; PRy -
Date 20090417 g % g o~ 2 o~ g f‘\; g g
Time 5.03 - — — - ~ ~— - — -
INSTRUM spect
PROBHD 5 mm DUL 13C-1
PULPROG __ depti3s

D
SOLVENT CDCi3
NS 3072

DS 4

SWH 23980814 Hz

FIORES 0.365918 Hz

AQ 1.3664756 sac
2048

-
-
-
-

mmmmmmx CHANNEL f1
NUCt 13C
P; ‘15';&-:.;::‘ T T T T T T T T T T T T T
o) -2.00 dB. 133 132 131 130 129 128 127 126 125 124 123 122 ppm
SFO1 100.6228298 MHz
exznzzes CHANNEL 12 sxssnune
CPDPRG2  wahzi6
NUC2 1H
b gﬁm WO— QYT ON WD 2]
ol 3822855888 3 2% 38 3

SRR AR R-RoR R 10 - 9 © N

oo oNOT O o -9 o] N

Cl COONANNIANE o g8 38 &
Cl
ARC -CH-OH
“ m OCHj3 -CH,
) | —
OCH, NCH,
T T T T T T 1 T T T T T T T T T T T T T

T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0 ppm
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ASq. Date: Tuesday, April 21, 2009

oot +Q1 from Sample 4 (CRO8O-... Max. 4.9e7 cps. W Q1 2.585 to 2.652 min from Sampl... Max. 1.1e6 cps E
w 2.59 1.7¢5 626’ 20 E
1.5e5 i |
¢ 216 I !
i & 624.30 . 628.20 E
et oo O 10es S :
P g 62730 |
o | < ARl !
o b | [N {
Lo =  5.0e4 . |
e 624.7082540! - 650 40 i
o [ N\l . !
' 13 I !
y ' g Y e e e e | 631,60, |
00 s : - | : 0.0 R e :
05 10 15 20 25 30 35 40 45 @ 7 620 625 630 635
Time, min m/z, amu
<10 of +Q1" 624 5 to 6255 amu from .. Max. 7 1e5 cps.| @ +Q1: 2 585 to 2,652 min from Sampl Max 1.1e6 CQ
|
oh 258 1.14¢6 338.10 ;
I i
L b i 1.00e6 - ?
s o 8.00e5 i
; 8
Ve E 2 6.00e5
es h g
. i £ 4.00e5
H2D
o5 | 2.00e5 626.20
L 2871 9 31360 1
Ly 0 e TR D IR S
05 1.0 15 20 25 30 35 40 45 @ 200 300 400 500 800 700 800
_ . ... Time, min mfz, amu !
tector AL Channel 1 from Sample 4 (C... Max. 2.7e5 . Detector A, Channel 2 from Sample 4 (C... Max. 2.1e5
!
2.58 2.5
. 2.0e54
eh N
@ 1.5e5-
sy 2 1
S 1 Oesi
e < !
o4 0.93 5.0e4
ao” ost k120 . 0.93
; o e e R e ey 0.0 o TS e e e e e -
00 05 1.0 15 20 25 30 35 40 45 50 00 05 10 15 20 25 30 35 40 45 50

Time, min

Time, min

g i,lstfor”DetectorA Channel 1 from»SamAplgﬂ.‘(CROSO(—?S—
Time (min) Area (counts) %Area ‘Height :
09308 1.0375e5 7.9003 2.8581e4
25794 1.2095e6 92,0997 2.8287e5

Peak List for "Detector A Channel 2 from Sample 4 (CR080-79-1
Time {min) Area (counts) %Area Height

1 09318 4831.8188 05354 13443395

2 25785 8.9758e5 994646 2.0891e5

LionMons toring in TFA

! at wavelength 220nm, Channel 2 at wavelength 260 nm

Analyzed By : o

a
?,s»mmj
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B +Q1 0.780 16 3153 min from Sample 4 (CROB0-79-27-27A-1 (Imm-65)) of CROB0-MONI-21APRCS-BO1 wiff (Turbo Spray), Subtracted < +Q1 05 ..

282,40
9.5e4 |

i
9.0c4

8.5e4
8.0e4
7.5e4

7.0e4 -

6.5e4
6.0e4 - | 333.20
5.5e4 N

5.0e4

Inténsity, cps

4.584

4.0ed-

3.5e4

2.0e4 !

256.30 !

e 429520 P
247 20, 28840%

. ‘f 309,30 34230
(FRPUPL U RPN SRR I I T 12 VY ST

159.20

Cl
CHj3

L, oo
[ o
Br O SN

—

Y

23

563.80

626.30

430.90 | 628.40
L 50760 567.40.. 99070 ahe g
j Ll
4

|
|

i |
W Y O .

y \fu' il SR

L

Max. 8 7e4 cps’

838.90

100 150 200 250 300 350

*Sample Comment : [M+H]g‘$§ Expected

400

450 500 550 600 650
__m/z, amu

700

750

e ~'\'-,-—
800

T T+*analyzed By : Wz
Y NN 22
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Sample Name : CR080-79-27-27A-1(IMM-65)

Sample ID : CR080-79-27-27A-1(IMM-B65)
Column : Gemini C-18 (50 x 4.6 mm) Data File Name : 24_04_09_CR080-79-27-27A-1(IMM-65)_02
Vial # 144 Method File Name : GENERAL.Ilcm
Inj. Volume  :40ul Batch File Name :
Tray # 1 Data Acquired : 4/24/2009 10:29:53 AM
Acquired by : KAVITA Data Processed : 4/24/2009 11:58:56 AM
Ref.No.: KS/A0278/24
mAU
750+ 5 PDA Multi 1
] %
500
250 \
0___\;‘ x ¢PH — e
——— T T T T T T T T T T T
0.0 25 5.0 7.5 10.0 12.5 15.0 17.5 20.0 22.5
min
1 PDA Multi 1/205nm 4nm
PeakTable
PDA Chl 205nm 4nm
Peak# Ret. Time Area Area % Height
1 4.89 273868 2.59 27224
2 5.87 46580 0.44 3970
3 6.95 59415 0.56 4758
4 845 10119905 95.52 745392
e 5 9.57 14737 0.14 1606
6 10.42 79860 0.75 3783
Total 10594365 T100.00] 786732
Cl
' o

S145



Supplementary Material (ESI) for Organic & Biomolecular Chemistry
This journal is (c) The Royal Society of Chemistry 2010

S146



Supplementary Material (ESI) for Organic & Biomolecular Chemistry

This journal is (c) The Royal Society of Chemistry 2010

100.0 _
e S ' . h
95 _V\ Vf'r\f(\l'. Il'M'l IIIJr j\ﬂ\'ul ||I|h'\,l| I."II \//_\-/-\Illl t ‘ ﬁ |r|| M |1| |'I| I||r|| Fﬂ Il] I”lI ll‘ |'ﬂ‘1|,I fJ'| |l | W‘
| | WAY, \ \ | V)
20 379; 41 I'I i || lll IIIISEL | e | \ 1 h | |' H' "I II| “i'l M | YE Hw |J “ T{VUT
SR | 03.19 173708 | 11%5 03 . 687.04 |\
85 | | | lﬂ | T \ 153}_39 f | H' | ‘u | HJ L l|l| | !
' ' ' [ gsh 04 75.22 490 15
80 III ,’I | || 230204 | 1538 4p ‘ ‘ | } 967.54 | 621|.?2 i
- |II f 29??‘?3 || | | ‘ ‘ | T 1 By ‘ 592.03
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\ | |L | 131247 ‘ wsaBs | s776 |
60 Vo N f *398. 1 M
| (' [| ps0.73
55 \ / | ‘ ‘ 10p8.21
\V’J ‘ mlos\}\z | 1000.24 525.76
50 ‘ ‘ f |
b 3300.74 ‘ |I ” | / 130.74
45 zgsn_ou ‘ 145054 ‘ | i ‘ |H
f
o “ ‘ ' 11331?{1,
35 | 1315.7 U 070.45
| 120184 ||
30 | 1496.52 I
2020.47 15892 w' ‘
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NAME  CR080-79-27-2TA(H)IMM-66
EXPNG 1

PROGNO 1

Date_ 20090427

Time 19.11
INSTRUM spect
PROBHD 5§ mm DUL 13C-1
PULPRGG 2530

TD 32768
SOLVENT CDCI3
NS 12

SWH 8278.146 Hz
FIDRES 0.252629 Hz
AQ

1.9792372 sec
RG 56

TE
D1 3.0000000D sec
TDO 1

amz===== CHANNEL { sezzzsaz
Nuc1 1H

mM 12.50 usec

PL1 -1.00 dB

SFO1 400.1324710 MHz

sl 384

8F 400.1300129 MHz

WOwW EM

$sB
LB
GB ¢
PC 0.50

a
0.30 Hz

8.6089
8.6038
- 8.1631

i
[
/
yA
§\
\&

8.1457
7.8234
7.8011
7.7828
7.7780
7.7528
7.7477
7.7307
7.7255
7.5691
7.5530
7.5489
7.5274
7.5085
7.5035
7.4948
7.4894
7.4824
7.4758
7.4574
7.4518
7.4067
7.3860
7.2508
6.4522
6.4466

Pyarazole-H

— 1.8326

o
I
@

O\/L\/N‘ﬁ
Br Cl
X
9
N~ O

NCH, & CHOH
OCH,

es H EA

-CH;

— 1.5474

lb(g}LO%l4:i-EHi “_JLJKNJQ_A~_**~

T T T
§5 50 45 40 35 30 25 20 15
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Current Data Paramel

ers
W“EO CWI‘I-Z‘FITMIHMHGG

P
PROCNO
F2 - Acquisition Pacamaters

20090424

1832

WSTRUM spect
PROBHD 5 mm DUL 131
PULPROG

65536
SOLVENT cocn
NS 15360

4
SWH 23920.814 Hz
FIDRES  0.38591BHz
AQ 1.3664756 sec
RG 57928
ow 20.850 usec
DE 6.00 usec
TE 2333 K
D1 2.00000000 sec
a1 0.03000000 sac
DELTA 1.88999998 sac
™ 1

sssnzzux CHANNEL {{ ssomamm

CPDPRG2 6
IuC2 1H
PCPD2 100.00 usec
+1.00 d8
PL12 145248

PL13 18.92 d8
SFO2 4001316005 MHz

F2 - Processing parameters.
SF 1006127733 Mhz
‘Wow EM
ss8 0
L8 1.00 Hz

[y

GB
PC 0.20
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OO TN NAEYTONBWONDONS YO

R R R R ERER R DS RN I )
WOONRMNOWNOLONOWVAI-ONNOT 0D B oNY © © ©
NGTTOBOCNDO-~ANTOOITNNOQOO T~ v~ O NO® O % -
COONWONONNNTODD NGO T T 0N v Mo N 0o
O TLITOOOOONONNNNNNNNNN—O < SISO O X ©
cd I I I rrrr S rrrrrrr e - @ KKK © © ~

_— 54.5214

~T—— 53.5879

A

Ar-C NCH,
CH;C-9 CH-OH — ° _CH,

Co B \hll()‘Cj[ﬂ T

T T T T T T T T T T T T T T T T prerTee e T T
190 180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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TUOQWO R~ DO~ o
Covrent Dats Parameters:
Croad AWM OTOONBNOOND ©
B i VOOV WWNO M N O K~ 8 5
Rt BeIBBYNBBSY R 3 2
NNCS DO TN G T F O o 2 >
Bate” gy OOD NN NN NN NN o i o
Tine~ 1501 T Y YT T T T T T T -~ @ <

SWH 23960.814 Hz.
FIDRES ~ 0.365918 bz
Ad 13684756 vac

20.850 usac
DE 6.00 usec
TE 293.0 K
CNST2 _ 145.0000000
) 2.00000000 sec

CHANNEL 1
Nuct 13
P 7.80
B2 15.60 usac
PL1 2.00 B
SFOT  100.6228208 MMz
meamsues CHANNEL 12
CPOPRGZ  waltzi8
Nuc2 1]
P3 12.50 usec

2500 usac

bopoz 10000 ueee

PL12 1492 dB.

SFO2  400.1316008 MMz
-Processing parameters

F2

si 7

sF 100.8127725 Miy
wow EM

$3B ]

w 1.00 He.

G8

PC 020

L
@)
S
2
e
A

O g o
/4
. O\)\/N\N Cl
Br
L™
—
N~ O

24 |

[ | vvvvvv I vvvvvvv [ vvvvvvvv T I [ T T [ T T T T T T T T T T Ivuv . I
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CHEMBIOTEK A TCG Lifesciences Enterprise,PUNE

tame: CROBO-79-27-27A(IT) IMM-66 Acq. Tima: 17:06

Acq. Date: Monday, April 27, 2009

+Q1° from Sample 3 (CRO80-... Max. 8.0e7 cps

Bued 214, 242
|

15 20 25 30 35 40 45 50
Time, min

05 10

W +Q1: 4223 to 4.290 min from Sampl.. Max. 1.2e6 cps.

({ VJ\‘\\@ 62550
R i
5.0e5{ p
o 4065 623.60
8 .
Z  3.0e5
a
£ 20es

1.0e5

0.0M . o ;

810 615 620 625 630 635 840
miz, amy

{C of +Q1 624.5 t0 625.5 amu from... Max. 4.5e6 cps

T . e
15 20 25 30 35 40 45 50
Time, min

05 10

W +Q1: 4.223 to 4.290 min from Sampl. Max. 1.2e6 cp?

N 339.80
1,006 - H

8.00e5

6.00e5 ] 625.50

Intensity, cps

4.00e5

2 0065 | 313.60
b

0.00 bbb e e e
200 300 400 500 600 700 80O 900
miz, amy

lar A Channel 1 from Sample 3 (C... Max, 3.2e5 .

4.18

00 05 10 15 20 25 30 35 40 45 50
Time, min

B Detector A, Channel 2 from Sample 3 (C.. Max. 2.8e5

®4.18

2.8e5
2.5e5

2.0e5

1.5e5+

AUV

1,065+

5.0e4 -

0ok =

00 05 10

15 20 25 30 35 40 45 50
Time, min

=5t for "Detector A Channel 1 from Sample 3 (CR080-79-

Time (min) Area (counts) ‘ °/;Area‘ Heiglit
5730 5.4278e4 25814 8296.9217 !
41771 2.0484e6

97.4186 3.6919e5

2 4.1761

Peak List for "Detector A Channel 2 from Sample 3 (CR080-79-
Time (min) -~ Area (counts} - %Area Height
11562 3781.8061

1 0.5632 1.8664e4
1.6956e6 988438 2.8312e5

keaction Monitoring (TFA Buffer)

. 1 al wavelength 220 nm,Channel 2 at wavelength 260 nm

Analyzed By

2?/‘(’( g
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NI.A »

* T ACEAMBIOTERR ARSTLARI R En LONAG 4 = z
Sample Name: CRO80-79-27-27A(I1) IMM-66 Acg. Time: 17:06 Acq. Date: Monday, Aprail 27, 2009
@ +Q1 4.223 to 4 280 min from Sample 3 (CRO80-79-27 27A(I1) IMM-66) of CRO80-MONI-27TAPR09-B02 wiff (Turbo Spray), subtracted (0.179 to 4... T T Max 1206 ¢ps |
625.50
5.0e54
AV
4.0e5+ N 7 62360
2 o “N f
o Br: Cl
2 3.0e54 O " CHs 627.50
7] HY
1= b7 .
Q y
£ N~ O Vi
= 20854 | 626.40"
24 624.30824.60
1.065 | VAN 52{?-30628 70
; a7\ 630.60
o kLT T VS Ty e — L e ‘ —
604 606 608 610 612 614 616 618 620 622 624 626 628 630 632 634 636 638
miz, amu
W +Q1: 0.680 to 4.657 min from Sample 3 (CR080-79-27-27A(l) IMM-66) of CRO80-MONI-27APR09-B02.wiff (Turbo Spray) Max. 3.2¢6 cps|
340.00
3.5e4 337.60
X ;
3.0e4 391.20 475.00
200.10 | i
o 2.5e4] i '
Q | i
Q i i
é‘ 2.0e4d 625.50
2 :
9] '
£  1.5e4]
24090  278.90 453.20 ‘
1.0e41 ; L _.294.90 43070493 627.60
77.00 20410 292 90 293900 oo ; ! | I
H R I
50000 0 e 1R 358 3035590 | 412.80 se10 | 470 I 566,60 !
. ..229. oo ; o ! 436.10 ' 47 506.80 551.20..
i A201 .00-. 2 . ‘ ; - ; ( 55120. 9 605,00 1553 % 6730 90673 70 702.30 24510
0.0 1= X -»l b «-(.& k,k\-ﬂ’(M'ﬁ—Sﬁ&( Ao oot o gttt wp.-»_m \_»ﬁn-..z\.“-.-.m Ea ; “T“"""“" e S ~._....< u_m-,na-,.,-o.\x.*_*‘s.,.,.
zoo 250 300 " 350 400 450 500 550 600 650 700 750
m/z, amu o
*Sample Comment : [M+H] Expected **Analyzed By : +**Checked By i!/ﬂ
2%, LR e
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Sample Name : CR080-79-27-27A(IIMM-66

Sample 1D : CR080-79-27-27A(I}IMM-66

Column : Eclipse XDB C-8 (150 x 4.6 mm) Data File Name : 29_04_09_CR080-79-27-27A(I)IMM-66_0:
Vial # 143 Method File Name : GENERAL-GS-5.lcm

Inj. Volume  :8uL Batch File Name : 29-04-2009 A.lcb

Tray #

Acquil

1 Data Acquired : 4/30/2009 12:20:04 AM
red by : KAVITA Data Processed ; 4/30/2009 1:07:06 AM
Ref.No.: PAC/1102/92

mA

U
500 ,2 PDA Multi 1
4 &
250+ ~
2 g
0f o — e —
R S T - T T
0 10 20 30 40
min

1 PDA Multi 1/226nm 4nm

PeakTable
PDA Chl 226nm 4nm
| Peak# | Ret Time Area Area % Height
et 6.451 14214 0118 7701
2 23.785 11548254 95.710 512607
F 3 25.447 503452 4.173 20333
! Total 12065921 100.000 535642

O v ol
oJ»N\N/ .
N |
~

C:\LabSolutions\Data\Project{\HPLC-02\APRIL-09\29_04_09_CR080-79-27-27A(I)IMM-66_02. led
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