Supporting Information
The anticancer activity and cellular repression of c-MYC by the G-quadruplex-
stabilizing 11-piperazinyl quindoline is not dependent on direct targeting of the G-
quadruplex in the c-MYC promoter
Peda V. L. Boddupally,1 Seongmin Hahn," Cristina Beman,' Biswanath De,’

Tracy A. Brooks, '™ Vijay Gokhale,"™ Laurence H. Hurley1"3*

Spectral data ('"H/">*C-NMR, HRMS, and HPLC) for compounds 2-16.
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Current Data Parameters
NAME VB-GSA-Piperazine
EXPNO 9
PROCNO 3
F2 - Acquisition Parameters
Date 20090203
Time 11.39
INSTRUM spect
Compound 2 PROBHD 5 mm QNP 1H/1
- N PULPROG zg30
— - TD 65536
@/Z \10 SOLVENT DMSO
NS 16
H DS 2
PR SWH 6172.839 Hz
FIDRES 0.094190 Hz
hll?MHu AQ 5.3084660 sec
RG 574.7
fA DW 81.000 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
======== CHANNEL fl ========
NUC1 1H
Pl 9.25 usec
PL1 0.00 dB
SFO1 300.1318534 MHz
F2 - Processing parameters
I SI 32768
_ SF 300.1300000 MHz
I WDW EM
SSB 0
h LB 0.30 Hz
GB 0
PC 1.00
|
g LN
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NAME
EXPNO
PROCNO

Date_
Time
INSTRUM
PROBHD
PULPROG
N——= TD
SOLVENT

Compound 2

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13

_ SFO2

VB_PZ
1
1
F2 - Acquisition Parameters
20080505
9.41
spect
5 mm QNP 1H/1
zgpg30
65536
mmmww,stwd
13312
4
17985.611 Hz
0.274439 Hz
1.8219508 sec
2298.8
27.800 usec
6.00 usec
300.0 K
2.00000000 sec
0.03000000 sec
0.00002000 sec
CHANNEL fl ========
13C
6.00 usec
2.00 dB
75.4752653 MHz
CHANNEL f2 ========
waltzlé
1H
90.00 usec
0.00 dB
20.00 dB
20.00 dB
300.1312005 MHz

ST
_ | SF
_ WDW
| SSB
_ LB

Current Data Parameters

32768
75.4677190
EM

0

1.00

0

F2 - Processing parameters

MHz

Hz
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Data File D:\HPCHEM\1\DATA\MASSl\AP30_Ol9.D

MeOH
‘\

Injection Date : 4/30/08 7:30:22 PM
Sample Name : VB-pz Vial 4
Acqg. Operator : Karen Inj : 1

Inj Volume : 0.1 ul
Method : D:\HPCHEM\l\METHODS\SCOTT_C.M
Last changed : 4/30/08 7:45:44 PM by Karen

(modified after loading)

Zorbax C18 SB column,3.5u, 4.6 x 150mm, mp=30/70/0175, MeOH:water:formic A; scan 150-500;

flow 0.5mL/min; vcap 2500, frag 100; col temp 40 STAERS

Sample Name: VB-pz

S4
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0- - S N— -
2 4 6 8 10 12 14 min
Area Percent Report
Sorted By : Retention Time
Calib. Data Modified : Tuesday, November 27, 2007 2:17:56 PM
Multiplier : 1.0000
Dilution : 1.0000
Signal 1: MSD1 TIC, MS File
Peak RetTime Sig Type Area Area Name
min %
R T U S Compound 2
1 4.509 1 MM 1.32405e7 99.0278 ?
2 13.332 1 MM 1.29587e5 0.9722
Totals : 1.33705e7

1 Warnings or Errors

Warning : Calibration warnings (see calibration table listing)

**%* End of Report *x*x*

Instrument 1 4/30/08 7:48:03 PM Karen

Page 1 of 1
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Print of all graphic windows

MeOH S5
Injection Date : 4/30/08 7:30:22 PM
Sample Name : VB-pz Vial : 4
Acg. Operator : Karen Inj : 1
Inj Volume : 0.1 ul
Method : D:\HPCHEM\1\METHODS\SCOTT C.M
Last changed : 4/30/08 7:45:44 PM by Karen

(modified after loading)
Zorbax C18 SB column,3.5u, 4.6 x 150mm, mp=30/70/0175, MeOH:water:formic A; scan 150-500; flow
0.5mL/min; vcap 2500, frag 100; col temp 40

Current Chromatogram/(s)

MSD1 TIC, MS File (MASSTAPS30_016.D)  APLES, Pos, Scan, Frag: 100
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MS Spectrum
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Instrument 1 4/30/08 7:48:36 PM Karen Page 1 of 1
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Generic Display Report

Analysis [nfo
Analysis Name

DADATAFacility_April_08\WB-PZ_000002.d

Acquisition Date  5/2/2008 2:25:45 PM

Method ESI_101506 Operator Administrator
Sample Name  VB-PZ Instrument apex-Qe
Comment Venkat Boddupally
VB-PZ in MeOH:ACN
fntens.
x107 |
4292805
473.3070
Compound 2
3_
. T
361.1465 " -
2 Ty 385.2544
3034603/
T 517.3334
14
341.2282
561.3598
i
242 2841 273.1339 E
v |
; i
i » | . 605.3855
| h, ! 1 ! 1 i
Ty 1 '
“[ !II !. “ HI [ m%-.,. AL H| L ...ji.. IL L “le
0 250 300 350 400 450 © 500 550 600 650 miz
|-—-— +MS |
Bruker Daltonics DataAnalysis 3.4 printed:  5/2/2008 2:36:39 PM Page 1 of 1
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C:Xcalibur\data\Facility Data\WVB-PZ
Venkat B., MeOH:ACN

VB-PZ #40-43 RT: 1.43-1.53 AV: 4 NL: 1.39E7
T: + p Full ms [ 150.00-2000.00}
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C:\Xcalibur\data\Facility Data\VB-PZ

Venk

vB-P

at B., MeOH:ACN

05/02/2008 09:38:26 AM VB-PZ

Z #40-43 RT: 1.43-1.53 AV: 4 NL: 1.39E7

T: + p Full ms [ 150.00-2000.00]
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C\Xcaliburdata\Facility Data\VB-PZ 05/02/2008 09:38:26 AM VB-PZ

Verkat B., MeOH:ACN
VB-PZ #30-32 RT. 1.06-1.15 AV: 3 NL: 5.88E5
T: + p Full ms2 303.30@40.00 [ 90.00-2000.00]
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Generic Display Report

Analysis Info

Analysis Name

D:\DATA\Facility_April_08\VB-PZ_000002.d

0)

Acquisition Datg 5/2/2008 2:25:45 PM
©

Method ESI_101506 Operator 8 Administrator
Sample Name  VB-PZ Instrument g_ apex-Qe
Comment Venkat Boddupally N
VB-PZ in MeOH:ACN
Intens. | VB-PZ_000002.d: +MS
x107
303.1603
1.5- Compound 2
— ~
—
—
K
N
o
0.5
304.1636
305.1571
0 G \ Liranad A 2oiads Dlonds A
] VB-PZ_000002.d: C19H19N4, M ,303.16|
2000 303.1604
1500+
1000+
5007 304.1638
1 305.1671
0 T T T T T T T T T T T T T T T T T T T A T T T T T T il T T T T
303.0 303.5 304.0 304.5 305.0 305.5 306.0 m/z
Bruker Daltonics DataAnalysis 3.4 printed:  5/2/2008 2:38:31 PM Page 1 of 1
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Compound 2

Min Genstate j
Max | ’ r
cizal O T )

Note: for m ¢ 2000 the slements T, H, N, and 0 are considered implicitly.

Messuedm/z (3031603 | Tolance 2 |[mDs v Chage [1 2

gy

- # Mol Formula m/z  en{mDa] fenlfppm] en Ippm] mean en [ppm] ¢
1 CI8HZ304 303.1591 11,24 41
2N1o1 s w47

[] Automatically locate manoisotopic peak  Wawimum number of formulas @M

[7] Check rings plus double bonds Minimum [0 Masimum o
e .

U Apply nitrogen rule Electron configuration
[IFiter H/C element ratio  Minimum H/C [, woread Hitmum HIC

N et

Estimate carbion number {7l Generste immediately

1 Save for Reparting l
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Current Data Parameters
NAME VB-Code-5
EXPNO 6
PROCNO 1
F2 - Acquisition Parameters
Date_ 20080602
Time 13.44
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg30
TD 65536
Juu SOLVENT DMSO
NS 16
_ DS 2
SWH 6172.839 Hz
H FIDRES 0.094190 Hz
w AQ 5.3084660 sec
RG 287.4
DW 81.000 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
======== CHANNEL fl ========
NUC1 1H
Pl 9.25 usec
PL1 0.00 dB
SFO1 300.1318534 MHz
F2 - Processing parameters
ST 32768
SF 300.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

1.018
2.171
1.072
4.318
1.125
4.054
4.000
3.180
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Data File D:\HPCHEM\1\DATA\MASS1\MY210008.D

MeOH

Injection Date
Sample Name
Acqg. Operator

VB-N-Me-Pz
Karen

Method
Last changed

Inj Volume : O.
D:\HPCHEM\l\METHODS\SCOTT_C.M
5/21/08 3:36:29 PM by Karen

Sample Name: VB-N-Me-Pz

5/21/08 3:38:02 PM

Vial : 4
Inj : 1
1

S14

Zorbax C18 SB column,3.5u, 4.6 x 150mm, mp=30/70/0.175, MeOH:water:HAc; scan 150-500; flow

0.5mL/min; vcap 2500,

frag 70;

col temp 40

MSD1 TIC, MS File (MASSTIMY210008.0)

APIES, Pos, Scan, Frag: 70

1 ] 2 s°
700000 - ) 4@f
ib
AY
600000 @&
i e

| 500000 —

400000 -

300000 - L o
| o
! o ﬁ&

200000 g
|

0 2 4 6 8 10 12 14 mi
Area Percent Report

Sorted By Retention Time
Calib. Data Modified Tuesday, November 27, 2007 2:17:56 PM
Multiplier 1.0000
Dilution 1.0000
Signal 1: MSD1 TIC, MS File
Peak RetTime Sig Type Area Area Name Compound 3

# [min] %

1 4.909 1 MM 1.43495e5 1.9484 ?
2 5.450 1 MM 7.22117e6 98.0516 jf{:::]

Totals 7.36467e6 ‘\‘_‘t md

1 Warnings or Errors

Warning

Calibration warnings (see calibration table listing)

**% End of Report **x*

Instrument 1 5/21/08 3:58:26 PM Karen

Page 1 of 1
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Print of all graphic windows

MeOH S15
Injection Date 5/21/08 3:38:02 PM
Sample Name VB-N-Me-Pz Vial : 4
Acg. Operator Karen Inj : 1
Inj Volume : 0.1 ul
Method D:\HPCHEM\ 1\METHODS\SCOTT_C .M
Last changed 5/21/08 3:36:29 PM by Karen
Zorbax C18 SB column,3.5u, 4.6 x 150mm, mp=30/70/0.175, MeOH:water:HAc; scan 150-500;
flow 0.5mL/min; vcap 2500, frag 70; col temp 40
Current Chromatogram(s) - o
M8D1 TIC, MS File (MASST\MY210008.D)  APLES, Pos, Scan, Frag: 70
B ©
‘ ¥ S
700000 - 5 A&
i | r{,\\
rfr’]/
600000 W Compound 3
o 7
500000 - - w /
400000 1 N
300000 |
i o)
“H
j 2 "'\b‘
: & &
200000 ¢
0 2 4 6 8 10 12 14 min
Apex Mass Spectrum of Peak 5.45 of MY210008.D
MED1 BPC, time=5.454 of MASSTWMY210008.0  APLES, Pos, Sean, Frag: 70
N
100 - ]
| T Max: 277952
N
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‘ s
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0 -~ e o~ N 132) ™M» M ™ ® o o < < <t <
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Instrument 1 5/21/08 3:58:15 PM Karen

Page 1 of 1
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C:\Xcalibur\data\Facility Data\VB_45
Venkat Boddupally; MeOH:H20 AcOH

05/22/2008 04:29:09 PM

VB_45

VB_45#31-34 RT: 0.86-0.95 AV: 4 NL: 7.85E6
T: + p Full ms [ 85.00-2000.00]
317.3

100- ¢ T

85—

807

856

80
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65
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55
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45

Relative Abundance
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Compound 3
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C:\Xcalibur\data\Facility Data\VB_45 05/22/2008 04:29:09 PM VB_45
Venkat Boddupally; MeOH:H20 AcOH

VB 45#9-16 RT: 0.24-0.36 AV: 8 NL: 2.55E6
~T: + Zms [ 312.00-322.00]

)
100~ 317.2

- 317.2
95 5

80 317.2

4 URT g

Relative Abundance
L))
T

Lol ligs
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3125 m:wﬁ ,
0 __7 T T ] w‘_ww.wwlw_blw.,b _m._%..m_ _w‘_.m\.b l T ,wuw.m T A (.,,w._zﬂ.m MH@.A wmw.m wNTMJw.MN.MimN._.A
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C:WXcalibundata\Facility Data\WB_45
Venkat Boddupally; MeOH:H20 AcOH

05/22/2008 04:29:09 PM

VB 45

VB _45#26-29 RT: 0.68-0.79 AV: 4 NL: 4.85E6
T: + p Fuli ms2 317.90@30.00 [ 85.00-2000.00]

Relative Abundance
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N R
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Generic Display Report

Analysis Info Acquisition Date  5/27/2008 1:04:23 PM
Analysis Name  D:\DATA\Facility_May_5\VB_45_000001.d
Method ESI_101506 Operator Administrator
Sample Name  VB-45 Instrument apex-Qe
Comment Venkat B., MeOH:H20:AcOH
Intens.
x1081

s17.4757 et

Compound 3
6_
o\
T~ —~
s
1 H
-
] s “]
5- L—(\}/
|
%
4-
3_
2_
1_
296.1315
260.1182
',“ '|||.I' a1 'l. 'Il . :L'. . ‘,lu — 'I SV SOV N N — S O —— .
250 300 350 400 450 500 550 600 miz
[---- +MS

Bruker Daltonics DataAnalysis 3.4 printed:  5/27/2008 1:06:40 PM Page 1 of 1
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Generate Molecular Formula

Min  [Cyq | Generate |
Hat | ]
Cl4n L [_Hep ]

Neote: for m < 2000 the elements C, H, N, and 0 are considered implicitly.
Measwedmz (3171757 | Tolerance [2

# Mol Formua miz: enlmDal leni{ppm} et fppm]  mean er [ppm]

1 C19H2504 3170747 035 30 30 31 ¢
3 C22H23N101 3171774 1.3 55 55 53 (

Compound 3

[ Check rings plus double bonds Minimum [0 |
] Apply ritrogen nile Election configuration

[ Fiter H/C element ratio  Minimum H/C [0 B
E stimate catbon number {71 Generste immediately

(SamioForoin
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o
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. QJ QJ QJ 04 1L 1L rO rO rO rO :J EJ :J 1 N Aﬁ QJ 7/ ﬂu QJ CJ EJ RJ Aﬁ Aﬂ A% < nlx
o e ne
— ou ou [e¢) Qu [ee] oo 7/ v/ v/ 7/ v/ w/ ﬁ/ ~ 0~ o~ QJ QJ 04 04 nL 64 nL nL qL 44 04 AN N h/m
Current Data Parameters
NAME VB-0820-2 nd
EXPNO 3
_ é@(ﬁqm} OR PROCNO 1
X F2 - Acquisition Parameters
@iﬂum) -0l rrw Date 20080714
—  Compound 4 Time 11.30
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg30
TD 65536
SOLVENT DMSO 7
NS 16
DS 2
SWH 6172.839 Hz
_ FIDRES 0.094190 Hz
AQ 5.3084660 sec
Y RG 362
DW 81.000 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
======== CHANNEL fl ========
NUC1 1H
Pl 9.25 usec
PL1 0.00 dB
SFO1 300.1318534 MHz
'F2 - Processing parameters
ST 32768
SF 300.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
Il
_
|
_ A
......... | BRSNS NN AL LA BN BN DL DL B AL DAL I N DA B
11 10 9 8 7 6 5 4 3 2 1 ppm

1.000
4.013

1.091
4.300
4.053
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E o A e B s B e R e R e TR e O e T TR s T e R s R R IR LWOWOWOWOWO T ITTITTOM —
Current |[Data Parameters
NAME VB-Code-7-13 C
EXPNO 3
PROCNO 1

f

F2 - Acquisition Parameters

Date_ 20080604
Time 11.15
INSTRUM spect
OOBUOCDQ h. PROBHD 5 mm QNP 1H/1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 2501
DS 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 3649.1
DW 27.800 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
dll 0.03000000 sec
di2 0.00002000 sec
======== CHANNEL fl ========
NUC1l 13C
Pl 6.00 usec
PL1 2.00 dB
SFO1 75.4752653 MHz
_ _ ======== CHANNEL {2 ========
CPDPRG2 waltzlé
_ NUC2 1H
PCPD2 90.00 usec
PL2 0.00 dB
PL12 20.00 dB
PL13 20.00 dB
SFO2 300.1312005 MHz
| _ | _ : _ F2 - Processing parameters
_ _ [ ST 32768
SF 75.4677190 MHz
| [ WDW EM
_ SSB 0
LB 1.00 Hz
GB 0
_ | PC | 1.40

le0 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Data File D:\HPCHEM\1\DATA\MASS1\MY280020.D
MeOH

Injection Date
Sample Name
Acqg. Operator

Method
Last changed

5/28/08 5:04:30 PM

VB-48-373
Karen

Vial 13
Inj 1
Inj Volume 0.1 ul

D:\HPCHEM\ 1\METHODS\SCOTT_C.M
5/28/08 5:02:33 PM by Karen

(modified after loading)
Zorbax C18 SB column,3.5u, 4.6 x 150mm, mp=40/&0/0.¢%&, MeOH:water:HAc; scan 150-500; flow
0.5mL/min; vcap 2500, frag §0; col temp 30

Sample Name: VB-48-373

S23

MBD1 TIC, MS File (MASSTWMYZ280020.D)  API-ES, Pos, Scan, Frag: 50 T
K A
> S
800000 i N4
: ’ &
N
, A
700000 &
600000
500000
400000 -
300000 .
0"& ‘
200000 o G0
\ 1 & &
‘ , eny™ P
100000 - g e .
L 2 4 6 8 10 12 14 min
Area Percent Report
Sorted By Retention Time
Calib. Data Modified Tuesday, November 27, 2007 2:17:56 PM
Multiplier 1.0000
Dilution 1.0000
Signal 1: MSD1 TIC, MS File
Peak RetTime Sig Type Area Area Name
#  [min] % Compound 4
1 3.813 1 MM 1.01024e5 0.8864 7
2 4.748 1 MM 1.12961e7 99.1136 g//’/
Totals 1.13971e7
1 Warnings or Errors

Warning

Calibration warnings (see

*** End o

Instrument 1 5/28/08 5:22:49 PM Karen

calibration table listing)

f Report **x

Page 1 of 1
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Print of all graphic windows

MeOH S24
Injection Date : 5/28/08 5:04:30 PM
Sample Name : VB-48-373 Vvial : 13
Acqg. Operator : Karen Inj : 1
Inj Volume : 0.1 ul
Method : D:\HPCHEM\1\METHODS\SCOTT_C.M
Last changed : 5/28/08 5:02:33 PM by Karen

(modified after loading)
Zorbax C18 SB column,3.5u, 4.6 x 150mm, mp=20/60/0.p8E, MeOH:water:HAc; scan 150-500;
flow 0.5mL/min; vcap 2500, frag 5b; col temp 30

Current Chromatogram(s)

MSH1 TiC, MS File (MASS1WMYZB0020.0)  APLES. Pos, Scan, Frag: 50
| % $
<t X
800000 - X a8
K3
] N Compound 4
700000 vv?@'?’
: | —
600000 » —
. u H
500000 - ]/\'\i;[
400000 | \
300000 - N
: IR
¢
200000 - - o N
i 5 Q?'
m L
100000 e P e e e
, 2 4 6 R 10 12 14 min
MS Spectrum
*MSD1 SPC. time=4.745 of MASSTWIY280020.0  APLES, Pos, Scan, Frag: 50
[(o]
100 %
T Max: 501120
80
60 -
40
<
ﬁ:
M~
[3p]
20
‘ o
o ~ 2
e+~ N o N o o ® N = N < o o~ < ot o o
© £ 8gggg 3¢ 82 7 & 8 g ¢ g IV 88
0. - - =& QY 83 & & e} 153 ™ < 5 ¥ 3
150 200 250 300 350 400 450 ~ 500m/z

Instrument 1 5/28/08 5:24:22 PM Karen Page 1 of 1
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el
N
(2]

C:\Xcalibur\data\Facility Data\VB_48
Venkat Boddupally; MeOH:H20 AcOH

05/22/2008 04:40:57 PM VB_48

VB_48 #23-27 RT: 0.64-0.77 AV: 5 NL: 8.71E6
T: + p Full ms [ 100.00-2000.00]

Relative Abundance

1007

95—
90

85

187.7
235.4

303.5

w.wk_..wx f_\\w

375.3

Compound 4

5911 6203 8069 8512 10051 11267 y1913 14108 14674

bl LA L Al b el uF Y
g (U e {

5 4 ., bl o i {
600 800 1000 1200
miz

\\ffcmw

1400

1666.5 1749.2 1885.9 19p1.6

1600

1800

2000
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C:\Xcalibur\data\Faciiity Data\VB_48 05/22/2008 04:40:57 PM VB_48
Venkat Boddupally; MeOH:HZ20 AcOH

VB 48 #7-13 RT: 0.20-0.30 AV:7 NL: 3.51E6
T: + Z ms [ 369.00-379.00]

100

©
N
2}

374.2

95—

90—

85 Compound 4

80

peb s

60 1374.3

Relative Abundance
L8]
T

375.2
- 375.3

1 369.0 3701 3704 3713 3716 3722 3723

0— e e R R e e e e

370 371 372 373

\ £ — L

UL B B s R e B R HURN R SR R R R

376.8 mNH\.N 3781 378.2 3737
- D
376 377 378 379
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C:\Xcalibundata\Facility Data\VB_48 05/22/2008 04:40:57 PM VB_48
Venkat Boddupally; MeOH:H20 AcOH

VB_48 #20-22 RT: 0.53-0.60 AV: 3 NL: 4.85E6
~ T: + p Full ms2 374.90@28.00 [ 100.00-2000.00]

N
» \_oom 329.1

95

90-

85 Compound 4

1l

70 374.3

Relative Abundance
4] ]
o

45
40
35+
] 260.3
30—
25 2605 13301
mom 234.2
. 141.0 258.3
15
7 300.3
o 2612 | .
- 2581 || 261.5 2285 m 375.3
o 236.3 3.9 | ,
5] 233, _L_Rl mm\@m; 286.3 2033 | 331.1 ; 376.4
1 1118 1084 mm.m; 2201 ,_ 249.1 ?. 284.7 I " 8187 352.3 _ ﬁ..ﬁwo
ot ,,__#"Hﬁm‘,,y_,__f;_:g_m ____,;_,W ,.,___,,__,.;___.“ ,_"____,_:____
120 140 160 180 200 220 240 260 280 300 320 340 360 380 400

m/z
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Generic Display Report

Analysis Info
Analysis Name

DADATA\Facility_May_5\WB_48_000002.d

Acquisition Date  5/27/2008 1:27.56 PM

Method ESI_101506 Operator Administrator
Sample Name  VB-48 Instrument apex-Qe
Comment Venkat B., MeOH:H20-AcOH
Intens.
x108 ]
_fl
3742334 A
2.5
Compound 4
S
— ] /.
@Wv
H ad
e
2.0 _1
L{\’/'
 —
e’ T
1.55
107 303.1603
0.5
338.3416
1
1
|
'; 402.2650
t
3
]
260.1181 !
1 1
J ‘ | l [. I{l [ 452.2817 537.8786
0.0- i ol ‘ILH. .I el ;"-’i-.‘l"'l'x H'i llll!: YA NEFPPRR TN | NP SO I:.d"‘r iy i. — S T ——
250 300 350 400 450 500 550 600 650 mfz
i""' +MS |
Bruker Daltonics DataAnalysis 3.4 printed:  5/27/2008 1:40:12 PM Page 1 of 1
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Generic Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

D:\DATA\Facility_May_5\VB_48_000002.d
ESI_101506

VB-48

Venkat B., MeOH:H20:AcOH

Acquisition Date  5/27/2008 1:27:56 PM

Operator

Instrument

Administrator

apex-Qe

Intens. |
x108]

1.5;

0.5

374.2334

375.2373

376.l2409

Compound 4

c- 1
7
A
A

VB_48_000002.d: +MS

x‘? 0%

2.0
1.5
1.0+

0.5

374.2339

375.2369

376.12398

VB_48_000002.d: C 23 H 28 N 5 ,374.23]

0.0

373

374 315 316

‘377 318

379

380

m/z

Bruker Daltonics DataAnalysis 3.4 printed:

5/27/2008 1:42:24 PM

Page 1 of 1
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Min  [Cig | Geneiate |
Max Save Results...
C16n Help |

Note: for m < 2000 the elements C, H, N, and 0 ate considered implicitly,

Messaede (258 Toemreo [ |[aba ] Ohase [

# Mol Fomula m/z. en[mDa] lerd[ppm] en [ppm]  mean e [ppm]

1 C2H2N104 3742326 082 22 22
QUREETS e W . %

3 CBHIN201 74235 18

Compound 4 e
Oy

AN

s s,

[l automativally locate moncisotopic peak  Maximum number of formulas

] Check fings plus double bonds Minimum E: :w::] Masinum m
(] Apply ritrogen rule Election configuration b
CIFiter H/C slementratio  MinimumH/C [0 | Masimum H/C

E stimate carbon rumber [ Generate immediately

l Save for Beporting ]

Show Pattern |

S30
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S31

10.866
8.345
8.308
8.281
8.221
8.154
8.127
7.715
7.691
7.229
3.714
3.700
3.685
3.615
3.600
3.585

O
i
,b,b
7,71

7. 591
7.567
7.543
7.518

7.276
7.255

Compound 5 Dﬂwﬁl\ﬁz}\n@
A
g
]

NR-NSA - 197

[ee]
[ee]
4
QJ

Sl |

3 334
2.786

—
<
r0
04

=

2 622
2.599
2.546
2.523
2.504
2.451
2.352
1.225

N

o

o

o
Current Data Parameters
NAME VB-GSA-189
EXPNO 9
PROCNO 1
F2 - Acquisition Parameters
Date_ 20090730
Time 15.26
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 64
DS 2
SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 456.1
DW 81.000 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
======== CHANNEL fl ========
NUC1 1H
Pl 9.25 usec
PL1 0.00 dB
SFO1 300.1318534 MHz

[ F2 - Processing parameters
ST 32768
SF 300.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

L

ppm
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S§32

148.192
145.836
144.826
136.738
130.288
129.915
127.252
126.998
125.088

124.299
124.134
122.123
121.930

120.198

112.903

NN~

Compound 5
~
=

K _MM.U
1
Co

vE-08A 189

[
-~

67.106
56.780

56.163
54.801
54.611
51.564
41.235
40.957
40.679
40.400
40.122

VN

39.844
39.565

0.969

NAME
EXPNO
PROCNO

Current Data Parameters

VB-GSA-189
10
1

F2 - Acquisition Parameters

Date__
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

CPDPRG2
NUC2
PCPD2
PL2
PL12
PL13
SFO2

20090731
7.35
spect
5 mm QNP 1H/1
zgpg30
65536
CDC13
15000
4
17985.611 Hz
0.274439 Hz
1.8219508 sec
512
27.800 usec
6.00 usec
300.0 K
2.00000000 sec
0.03000000 sec
0.00002000 sec
CHANNEL fl ========
13C
6.00 usec
2.00 dB
75.4752653 MHz
CHANNEL f2 ========
waltzlé
1H
90.00 usec
0.00 dB
20.00 dB
20.00 dB

300.1312005

F2 - Processing parameters

SI
SF
WDW
SSB

32768
75.4677190 MHz
EM
0
1.00 Hz
0
1.00
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Data File C:\HPCHEM\1\DATA\HURLEY\AUG4_020.D

Injection Date
Sample Name
Acg. Operator
Acg. Instrument
Method

Last changed

Sample Name: VB-GSA-189

S —E o ms— s —E—EC—Csissesomsmmseseeee—mc—ce——————o S33
8/4/2009 5:51:38 PM
VB-GSA-189 Location : Vial 17
Karen Inj : 1
Instrument 1 Inj Volume 0.1 pl
C:\HPCHEM\ 1\METHODS\LC_MS .M

: 8/4/2009 5:50:35 PM by Karen

Zorbax SB ODS,20:80:0.25; MeCN/water/formicA, POS, 300-550; frag 100; 30C, cap volt 3000,

gas temp 325

MSD1 TIC, MS File (HURLEY\AUG4_020.D) API-ES, Pos, Scan, Frag: 100, "positive scan"
] B
] 0
] w
350000
300000
250000
200000 -
150000 |
100000
50000
— g L A I
2 4 6 8 10 12 14 mi
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: MSD1 TIC, MS File

Peak RetTime Type
# [min]

Instrument 1 8/4/2009

width Area Height Area
[min] % e
----------------------------------- |\//////
0.2325 5.91404e6 3.45798e5 100.0000
5.91404e6 3.45798e5

*** End of Report **=*

6:18:25 PM Karen Page 1 of 1
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Injection Date : 8/4/2009 5:51:38 PM S34
Sample Name : VB-GSA-189 Location : Vial 17

Acg. Operator : Karen Inj : 1

Acg. Instrument : Instrument 1 Inj Volume : 0.1 ul

Method : C:\HPCHEM\ 1\METHODS\LC_MS .M

Last changed : 8/4/2009 5:50:35 PM by Karen

Zorbax SB ODS,20:80:0.25; MeCN/water/formicA, POS, 300-550; frag 100; 30C, cap volt 3000,
gas temp 325

Current Chromatogram(s)

MSD1 TIC, MS File (HURLEY\AUG4_020.D) API-ES, Pos, Scan, Frag: 100, "positive scan"
st
1
[Te]

350000

Compound 5

300000

250000

200000

150000

100000

50000

o b v e e b e b b e b b by

Apex Mass Spectrum of Peak 5.558 of AUG4 020.D
*MSD1 SPC, time=5.564 of HURLEY\AUG4_020.D API-ES, Pos, Scan, Frag: 100, "positive scan"

N
©
100 T \/
| Max: 178240
80
o«
60 S
®
40
g ™
N
] pr
20
o
B i
Q
| %
0_ il [ . . . [ . . . . . |.
L L L L B L ) L A
300 320 340 360 380 400 420 440 m/z

Instrument 1 8/4/2009 6:19:20 PM Karen Page 1 of 1
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E\MSLab_{CQWB-GSA-189 08/05/2009 04:47:22 PM VB-GSA-189
Venkat B., MeOH:ACN 1:1
VB-GSA-189 #19-21 RT: 0.50-0.55 AV: 3 NL: 8.86E6

0 T: + p Full ms [ 100.00-1500.00]

? 100+

416.3

- Compound 5
95
90 P

85—

_

2 I o
75 7%
C
- VR -G %A~ 189G
55 (™~ = DLWV

Relative Abundance
o0
o

307 417.3

260.6 1 418.4

208.7 300.4
“k\_u.m .k.; [ 472.8 567.8 607.2 681.9 800.7 903.7 1017.2 1152.3 12329 1314.1 1455.1

O P R | __Ls JTIUTREN SO TR i " ! . FTHAR
T e T T T R ,___ﬁﬂ__n o TT 1 1P 1T

. __ __&,__Aﬁ___,___,,.;__u,_,ﬁ_m__,
200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500
:e,N
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E\MSLab_LCQWB-GSA-189
Venkat B., MeOH:ACN 1:1

08/05/2009 04.47:22 PM

VB-GSA-189

VB-GSA-189 #19-21 RT. 0.50-0.55 AV: 3 NL: 8.86E6
g T: + p Full ms [ 100.00-1500.00]

100

S

85—

Relative Abundance

L1

EEEEEEEEANEN

20

208.7

150.1 165.5 183.3 !
. A . .

L A

0 i_.,.__ AR RERN

113.9

2355 259.9 ﬂﬂ_m@_ 4

.

Compound 5

260.6
3004

O VY

ulh )
it

329.5

) 3532

381.1

407.4

416.3

417.3

Lt

418.4
,419.7

4572 472.8

FUL N B L A LB L

150

et
200

250

300
miz

LA A B 0 L B L LR

350

T

T

T T

400

T
T T T

450
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E:WMSLab_L CQWB-GSA-189 08/05/2009 04.47:22 PM VB-GSA-189
Venkat B., MeOH:ACN 1:1

VB-GSA-189 #14-15 RT: 0.36-0.39 AV: 2 NL: 2.41E8
5 T: + p Full ms2 416.00@30.00 [ 110.00-1500.00]

1004

S

320.2

8957

Compound 5
90

85

tetlesia ey

Relative Abundance
o
[}

183.2 260.3
30 . 234.3
. 168.1

- 258.4 416.2
20 330.3

10 — - 4174

333.1

5] 137.8 200.7 2335 im 263.3 V 306.0
m ;

123.9 152.6 184.8 f‘_
0 A ¥ i _— 1 g
[T 1 1 T 1 I |

L T T T
120 140 160 180 200 220 240 260 280 300 320 340
m/z

A14.8 11 4178

T

2
ju=l
2]
[35]

T i T 1

T T I T i T
360 380 400 420 440
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E\MSLab LCQWB-GSA-189 08/05/2009 04:47:22 PM VB-GSA-189
Venkat B., MeOH:ACN 1:1

VB-GSA-189 #23-24 RT: 0.63-0.66 AV: 2 NL: 4.32E4
< T: - p Full ms [ 100.00-1500.00]
(7]

100 414.5

95-
Compound 5

Relative Abundance
[#1]
7

351 415.5

25—
B 451.0 864.9 926.6 984.4

20 365.2
T

15— 283.3 6026 g47¢
- 195.0 4650 555.5 \ 768.1 1100.7 1242.6 1369.3 14537
983.2 1 1387.7

= | V(] 6788 | | 7828

11359

el fﬁ_: |

I
200 300 400

Il

¥ 1 L
1000 1100 1200 1300 1400 1500

LT

900
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Generic Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

D:\DATA\Facility_August_09\VB-GSA-189_000002.d
ESI_101506

VB-GSA-189

Venkat B., MeOH:ACN 1:1

Acquisition Date

Operator
Instrument

8/6/2009 2:44:45 PM

apex-Qe

Intens.
x108

0.8

0.6

0.2+

416.2448

.

417.2481

Compound 5

("
WR~GIA-13SY
418.2514 (™ = D,ﬂu

VB-GSA-189_000002.d: +MS

x% ow.

0.81

0.6

0.4+

0.21

416.2445

417.2478

VB-GSA-189_000002.d: C25H30 N 5 O ,416.25

418.2512
A

0.0———

4160

418.0

T T T T T T T T

" 4195 "miz

Bruker Compass DataAnalysis 4.0

printed:

8/6/2009 2:48:16 PM

Page 1 of 1
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SmartFormula Manually

Min Cyz

w Generate M

Max

C13n

_1 Help _

Note: far m < 2000 the elements C, H, N, and O are considered implicitly.

Sy yam—

i

L2EHANNE D 4160445

e

Measured mfz | ﬁm. 2448 i Tolerance EEEM Ms.__um Charge
#  Mol. Formula | mfz  err[mDa] |err| [ppm]  err [ppm] | meanerr [ppm] . mSigma | Sigma Rank rdb MNrue: e
1 CI13H34N708 416,2463 1.57 3.8 3.8 3.6 21.8 1 05 ok even
2 nNAIw_*ZOm 416.2431 -1.62 3.9 -3.9 AFEET 36,9 2 m 5 ok even

[“]Filter HC element ratio  Minimum H{C

o |

A

Maxirmum HfC W%

[] automatically locate monoisotopic peak  Maximum numbet of Formulas m..moo
[¥] Check rings plus double bands Minimum | 0.5 | Maximum mMmfizzm
| S—. SR— i
Electron configuration wmmw: ‘‘‘‘‘‘‘

e

[¥]Estimate carbon number

[¥] Generate immediately

\ m_..oz ,_umz“m_,_.,_
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Current Data Parameters

—
~ MNO—AMWOWMOOL OO L M _/9911751081571150
e o) <t H OO NHOWWOWMHS NN 74619600749209080
. 3321165555222 43765555443354430
h (@]
M_ — 800000000_/777_/777 33222222222211110
Compound 6 < P
(o
VR-(SA -0 T
[
.
_
eSS AMasaases S Aaans e e [ T Saas e e e [ e
12 7 6 5 4 3
— O || (@] n|o ™|
— o~ | ~ ™M ~ |-
(@) O | [ee) o~ | QO |
— <t || o oA M|

NAME vB-6289 0210
EXPNO 656565
PROCNO 1

F2 - Acquisition Parameters
Date_ 20100827

Time 14.25
INSTRUM ) spect
PROBHD 5 mm QNP 1H/1
PULPROG zg30

TD 65536
SOLVENT DMSO ~"
NS 64

DS 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 287.4

DW 81.000 usec
DE 6.00 usec
TE 300.0 K

D1 1.00000000 sec
======== CHANNEL fl ========
NUC1 1H

Pl 8.50 usec
PL1 0.00 dB
SFO1 300.13185374 MHz
F2 - Processing parameters
ST 32768

SF 300.1300000 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
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S42

AN~ OOV OITOARND M
OCMAST~OFA= O M N©O © POAOOVOITO~ANHMNIT OO
HOOM~NDANONO N OO < MO OO N <O ML TN
o OMNMEIDNO WM LM
OIS ARILIITIISS o PP e = L R
B/ TR R S R g g R g R IR R © VOO T TOONN Current Data Parameters
NAME VB-0270
EXPNO 8768
PROCNO 1
F2 - Acquisition Parameters
Date_ 20100917
Time 9.45
INSTRUM spect
Compound 6 PROBHD 5 mm QNP 1H/1
PULPROG zgpg30
. TD 65536
A = I\)/ SOLVENT DMSO
NS 13349
= “ DS 4
%4 SWH 17985.611 Hz
N FIDRES 0.274439 Hz
@ 2O 1.8219508 sec
RG 812.7
DW 27.800 usec
DE 6.00 usec
TE 300.0 K
\\&o D1 2.00000000 sec
dil 0.03000000 sec
/IliMHV dl2 0.00002000 sec
======== CHANNEL fl ========
, — NUC1 13C
L@\O/Wy Oin.d Pl 6.00 usec
PL1 2.00 dB
SFO1 75.4752653 MHz
| | ======== CHANNEL f2 ========
| _ | CPDPRG2 waltzl6
Ly NUC2 1H
PCPD2 80.00 usec
MR PL2 0.00 dB
PL12 19.47 dB
PL13 19.00 dB
SFO2 300.1312005 MHz
F2 - Processing parameters
ST 32768
SF 75.4677190 MHz
WDW EM
SSB 0
I LB 1.00 Hz
GB 0
PC 1.40
P | AARAARAAN | AARAARARH AARRARAAN ARRRARAN | AARARARES | RARAARARN | RARAARAAN | RARBRAAA | RARARARRS | RARBRRARM | AR T | AR | AARAAARN | RARARARAN ARARAARN | ARARRARAN T
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Data File C:\HPCHEM\1\DATA\HURLEY10\SEP14_09.D Sample Name: VB-GSA-0270

_____________________________________________________________________ S43
Injection Date : 9/14/2010 3:03:03 PM

Sample Name : VB-GSA-0270 Location : Vial 4

Acqg. Operator : Karen Inj : 1

Acqg. Instrument : Instrument 1 Inj Volume : 0.1 ul

Acqg. Method : C:\HPCHEM\ 1\METHODS\LC_MS .M

Last changed . 9/14/2010 3:01:13 PM by Karen

Analysis Method : C: \HPCHEM\ 1\METHODS\LC_MS .M

Last changed : 9/16/2010 5:50:56 PM by Karen

Zorbax SB C18, 150 x 4.6, 3.5u,55:45:0.25, MeCN/H20/formic, POS, 150-400; frag 70; 25C, cap

volt 2000, gas temp 325; drying gas 10
MSD1 TIC, MS File (HURLEY10\SEP14_09.D) API-ES, Pos, Scan, Frag: 70, "positive scan"

100000 —

2 4 6 8 10 12 14 min

Sorted By : Signal
Multiplier : 1.0000 ~ -
Dilution : 1.0000 | — —
Use Multiplier & Dilution Factor with ISTDs W
'
Signal 1: MSD1l TIC, MS File QN
Peak RetTime Type Width Area Height Area (j
# [min] [min] % N
S [ s | =mmmooee |=-mmmoa |=omnna | )
1 7.010 MM 0.2364 1.39900e6 9.86347e4 100.0000
Totals : 1.39900e6 9.86347e4 W -h SA AL

**x% End of Report ***

Instrument 1 9/16/2010 5:59:13 PM Karen Page 1 of 1
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Injection Date
Sample Name
Acqg. Operator
Acqg.
Acg. Method
Last changed
Analysis Method
Last changed

Zorbax SB C18,

9/14/2010 3:03:03 PM Sa4
VB-GSA-0270 Location : Vial 4
Karen Inj : 1
Instrument Instrument 1 Inj Volume 0.1 ul
C: \HPCHEM\I\METHODS\LC_MS .M
9/14/2010 3:01:13 PM by Karen
C:\HPCHEM\ 1\METHODS\LC_MS.M
. 9/16/2010 5:50:56 PM by Karen
150 x 4.6, 3.5u,55:45:0.25, MeCN/H20/formic, POS, 150-400; frag 70; 25C,
cap volt 2000, gas temp 325; drying gas 10
Current Chromatogram/(s)
MSD1 TIC, MS File (HURLEY10\SEP14_09.D) API-ES, Pos, Scan, Frag: 70, "positive scan” j

q o
] S
| ~
100000
80000
60000
40000
o _WW/\/\WM
7T — T
2 4 6 8 10 12 14 min
Apex Mass Spectrum of Peak 7.01 of SEP14 09.D
*MSD1 SPC, time=7.011 of HURLEY10\SEP14_09.D API-ES, Pos, Scan, Frag: 70, "positive scan”
wn
100 2
] Compound 6 Max:| 55832
, -~ —=
80 ~— —
N
N~
b o
N
60— r/J
40
20
0 !
—— 7 [ 1 — T
150 200 250 300 350 400 m/z

L
Instrument 1 9/16/2010 5:

59:23 PM Karen
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E:\MSLab_LCQ\WB_0270 09/16/2010 11:20:01 AM VB-0270
V. R. C., ACN:H20:FA 1:1:0.1%
VB_0270 #2-12 RT: 0.04-0.24 AV: 11 NL: 6.04E6

© T: + p Full ms { 180.00-1200.00]

414.3
1004 __ Compound 6

Ervin)

. | S

)

207.7

NE-(3 A ~027
;m,\nr W\

303.4

Relative Abundance
O
[ ]

4 415.3

i T I

157 304.4

| =T

-
o

sl triatel

a1}

2344 | 305.4 | 416.3

680.0 827.7 862.7
549.9 722.0 940.8 33 7
r;.t; \.uf:rﬁ ..__W_Lﬁ ﬁﬁ — wwm 1 449.7 mA._W.@.. b\_. - mmm @ h» o Ef Ao b - i.. rmmm @ Bl @@W.@ ke 44&.;_ ‘_

PR :.wx:_:,_:,_:;:,_i;_:,_ R Al ARAshsssnanseans hnia cane thas xia nuainass sansnion sany _,:_ﬂ:_:_:;_,;_:m:,_:._:;:;_4;:;:_:L_:_ ,

200 300 400 " 500 600 700 800 200 1000 1100 9 moo
miz
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E:MSLab_LCQ\WB_0270 09/16/2010 11:20:01 AM VB-0270
V.R. C., ACN:H20:FA 1:1:0.1%

VB_0270#2-12 RT. 0.04-024 AV: 11 NL: 3.75E6
T: ¥ p Full ms [ 180.00-1200.00]

100+

©
<
2}

207.7

95
. Compound 6

60

[
h

RIS A NEEEE

Relative Abundance
h
o

45
40
35+
30—
25+
20~
15
10—
5] : 209
1200.1 201.1 20241 2027 2037 203.9 2051 2053 2059 2067 - ST 2108
O :_I._,_;._.,__,__i_ﬂlw,j._;_,._Z_f__T_,w_?‘fjmijil_:__Z__,__,_;__;_T_i‘_\u,_.7__;_.,__,._i_u:.ij_.,_m:;:_i_J_.,_:._.,__Z_i_M,_;:j:.f.i_.,__,._:_,.Zﬂ_:_:_7,_.1_1;24
201 202 203 204 205 206 207 208 209 210

m/z
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E:\MSLab_LCQWB_0270 09/16/2010 11:20:01 AM

V.R. C., ACN:H20:FA 1:1:0.1%

VB-0270

VB_0270 #2-12 RT: 0.04-0.24 AV: 11 NL: 6.04E86
~ To+pFullms| 180.00-1200.00]

100+

S

-.4
w
tec b byl

. 303.4

Relative Abundance
[9)1
[an]

15 304.4

305.4 3293
300.3 3127 3157 323.6 /| 3361 3408 347.0 3553 364.1
T T

EERI R

369.3 373.5

Compound 6

382.1

414.3

415.3

R

416.3

4123 a1z

0— L,) [ S Y A M N A B R B ) I L T B L T
300 310 320 330 340 350 360
mfz

T T T

370 380

420
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E:\MSLab_LCQWB_0270
V.R. C., ACN:H20:FA 1:1:0.1%

09/16/2010 11:20:01 AM

VB-

0270

VB 0270 #29-49 RT: 0.66-1.16 AV: 21 NL: 1.64E8
® T: + p Full ms2 414.30@28.00 [ 110.00-1200.00]

Relative Abundance

1005

o] [{a] ©w
4] [ (.l'l'l

prra bl

EN o 4 >» » =~ ~J o]
th o 3] (= a o o, o
oo b Dt s b bvrer bravr Py

kN
o

- - n N ) w
o W (=1 ™ e i
Lot b b i b Prge gl

[&)]

136.1

1191 |

181.1

207.5

L

182.0 v

196.1

i
g 4 _

ﬁ 219.4

234.5

Y

T@m.m

Compound 6

260.4

258.4

=L

i1

261.3
.6
m

286.2
3 1l

300.3

308.3
_r—

3291

330.1

s,

331.3

i

i

370.5

414.3

415.3

L L

o

L R BB L

T

T T

200

__:__u,.__:.

A RREARERR

250

261
27
i

m/z

::,...;

moo

T

Y

T

__._:___:__f

350

T

T
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E:\MSLab_LCQWB_0270
V.R. C., AGN:H20:FA 1:1:0.1%

09/16/2010 11:20:01 AM

VB-0270

VB_0270 #75-89 RT: 1.77-2.12 AV: 15 NL: 5.69E6

Relative Abundance

100
95

90—

85—

804

75

70

65

'Y
O
EERI SRR ANEN!

i
o

W
T

cherrabrag

—
L]

NN AN RN R

(@]

112.0

i

| 112.6

' 1136 140.9

165.1

oy 185.1

i 165.5
1833 [

o T: + p Full ms2 207.70@20.00 [ 55.00-1200.00]

2076

208.1

| =

208.6

_—

L

2196 2

Compound 6

e s

34.5

| S

260.3

ol

279.2

303.3

305.1

304.3

A

329.1

317.9 2501

o

L B R

AN RS LA R LA RS AR B

150

200

!
i

,
250

raer

BRRER

T

m/z

e

300

T T T T T
T T 1

350

R

e SRR R

400

T

4

50
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_.m”,_,\_w_.mc.uroo,imlomuo 09/16/2010 11:20:01 AM VB-0270
V.R. C., ACN:H20:FA 1:1:0.1%

VB 0270 #116-131 RT: 2.89-3.37 AV: 16 NL: 1.48E5
3 T: + p Full ms2 303.40@34.00 [ 80.00-1200.00]

1 oo!u

S

303.3

©
T

Compound 6

~l o3 co ©
L8] (=] 4, ] o
ERINAEE N E R

]
o

padrver el

[22]
L]

Lo lgfl

234.3

o
(3. ]
INNENER|

'S
n
Lt

Relative Abundance
o
T

N
o

[ANNRAN

(4]
(3]

Bl

[45]
T

L1

N
[&)]

N>
(=}

304.3

s

i

157 2354

10 mmﬂm

261.4

I
H 304.9
11117 1350 1548 1801 1973 EPﬁmuf e ?mmﬁ 301.1 T 3224 3474 3713 3843 3971 4220 439.1 4539
oL A —

0 A T e e e PO e A e e e AL ieaes

= ——
._mo 200 mmo 300 350 400 450
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Generic Display Report

Analysis Info
Analysis Name

D:\DATA\Facility_Sept_10\VB-0270_000002.d

Acquisition Date

9/16/2010 2:04:45 PM

Method ESI_101506 Operator
Sample Name VB-0270 Instrument apex-Ultra
Comment V. Chappeta, positive mode, ACN:H20 1:1:0.1%FA
Intens.{ 414.2658 VB-0270_000002.d: +MS
xt07] Compound 6 =
” S
51 K
4]
3] x
| -
2]
1 415.2692
, NR-(S& ~02-o
] 416.2149
@. FAN A a
x1071 414.2652 VB-0270_000002.d: C 26 H32 N 5 ,414.27
ml
5
4]
3]
24 415.2685
1
] 416.2719
413.5 414.0 414.5 415.0 415.5 416.0 416.5 417.0 417.5 418.0 m/z
Bruker Compass DataAnalysis 4.0 printed: 9/16/2010 2:17:57 PM Page 1 of 1
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Mn  Cys

| Generate |

Max

L C15n

([ Hep |

Note: for m < 2000 the elements €, H, N, and O are considered implicitly.

oo

Measured mfz Mﬂmg,ﬂmmmm W

Tolerance

Formula
HAZHNE

C25H36NO4

62.36

[] automatically locate monoisotopic peak  Maximum number of Formulas Mzmsm

[#] Check rings plus double bonds

Mirimum 0.5 w M W.S ,,,,,,, f

FI——— »

[“Filter H{C element ratio  Minimum HJC W_u m ~ Maximum HfC m 3

Electron configuration eve

[#] Estimate carbon number

[#] Generate immediately
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2520
2517

o v ‘42029352973971‘953193176 o — oA ooy
ummmwmmmmaammwmwvmxxﬁmﬁnxmﬁmqﬂ 7 Rg{Eg
nﬁqﬁanvmnwvﬁﬂm—aﬁgﬂm 888888777777777777777777777777 o NN
NAME  VB-GSA-182 .IT//[Z~ |
EXPNO 99
PROCNO 1
F2 - Acquisition Parameters
D Si0n Para Compound 7

Time 15.37
INSTRUM spect
PROBHD 5 mm Dual 13

PULPROG 2830 N =
™ 16384

SOLVENT DMSO \ —~
NS 16

DS 2
SWH 6258.772 Hz
FIDRES 0.382005 Hz

—
=
AQ 13089329 sec N
RG 181
Dw 79.888 usec
DE 6.00 usec
TE 300.0 K

D1 2.00000000 sec

============ CHANNEL f] =====ccccc=—c
NUC] IH

P1 13.40 usec 7v
PLI 0.00 dB “\
SFOl  499.4828750 MHz.

F2 ~ Processing parameters

I VB-(SA ~182

WDW

SSB 0

L8 020 Hz ﬂ DenSo l%ﬁ Y SO0 ™M IP
pC 100

DRxX-<00

- -

2513
2510
1.024
1.010
0.996
0011
0.009

7
Y
<

T T
115 11.0 10.5 10.0 9.5 9.0 85 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 35 3.0 2.5

—_—
4351
=220
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O <t N OO~ >~ <
OMNAN~ONOSOMANN O W N ®WON®HN <O O ™~ Sy
OO ANOANRNO M O O NO~MT OO N L o} ~
—HOOAAONDNDOM™M LM o) el
ONFTOVONA™VOVON T TN —ON L I R L I R B I B I . N
LT ONONNNNNNNNN A N A0~ HO OO OO OO o~ .
B e T e T B e B B B R B R e e = OO TTTOONOM — o
, | | : Current Data Parameters
NAME VB-GSA-182-Final
EXPNO 1
PROCNO 1
F2 - Acquisition Parameters
Date_ 20091110
| Time 7.45
Compound 7 | INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgpg30
TD 65536
y SOLVENT aasis DML
NS 14000
DS 4
SWH 17985.611 Hz
N—y FIDRES 0.274439 Hz
' AQ 1.8219508 sec
RG 4096
DW 27.800 usec
DE 6.00 usec
TE 300.0 K
. D1 2.00000000 sec
N— di1 0.03000000 sec
1 lr— d12 0.00002000 sec
======== CHANNEL fl ========
NUC1 13C
Lm.i Q)W) \\~nW\N..I Pl 6.00 usec
PL1 2.00 dB
SFO1 75.4752653 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
| NUC2 1H
_ PCPD2 80.00 usec
PL2 0.00 dB
PL12 19.47 dB
PL13 19.00 dB
g SFO2 300.1312005 MHz
— R
N - F2 - Processing parameters
_ SI 32768
) SF 75.4677190 MHz
] Lo _ WDW EM
o | 1_ SSB 0
- _ LB 1.00 Hz
GB 0
_ pC 1.40
v -
A1 | _‘
...... [NARRAAARAS RARRARRARS RARARAAARS RRARARARS MAARARARRY RARARARARS RAARARARAE REAARARAAN RRARERRARS RAARARAREN BAARAARARY RAMCARARAN BARARARALS RAARAREAAE MARARARARS MEARARARRY RN
160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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»j_E»mpOWEl", Dual Channel Summary

Réported by User: Jatinder J. (Jatinder) Project Name: BIO5_HPLC1

SAMPLE INFORMATION
Sample Name: vb-182 prep Acquired By: Jatinder
Sample Type: Unknown Date Acquired: 9/29/2009 11:57:13 AM
Vial: 58 Acq. Method Set: 10_90B_in
Inject@on #: 1 Date Processed: 9/29/2009 1:28:21 PM, 9/29/2009
Injection Volume: 10.00 ul Processing Method Peptide_general
Run Time: 45.0 Minutes Channel Name: 2487Channel 1, 2487Channel 2
Sample Set Name Prime_Run Proc. Chnl. Descr.: 220nm, 280nm
0.60 ®
j 2
j S
0.40- L
5 ]
< 0.20—_
o.oof‘«"vL 2 //‘JK/———‘
1 <
1.00- 2
1 =
5 ]
< 050
] "
0.00""I""ILT"'I""l""|""l""|""l'"'
0.00 5.00 10.00 15.00 20.00 25.00 30.00 35.00 40.00 45.00

Minutes

Sample Name: vb-182 prep; Proc. Chan. Descr. 220nm
Sample Name: vb-182 prep; Proc. Chan. Descr. 280nm

Channel 220 nm NOTES:

Channel: 2487Channel 1
_ -~
Area o
RT (uV*sec) % Area Channel s W
1/10.193 | 4.29e+006 | 100.00 | 2487Channel 1 H C)J
Channel 280 nm

Channel: 2487Channel 2 Compou nd 7 ‘)

Area ’
RT | (uv'sec) | %Area Channel / ("L‘
1{10.194 | 8.95e+006 | 100.00 | 2487Channel 2

Report Method: Dual Chagnel Summary Printed 1:29:05 PM  9/29/2009 Page: 1of1
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E\MSLab_LCQB-182
Venkat Boddupally, MeOH:H20 1:1

11/12/2009 04:02:57 PM

VB-182

VB-182 #29-30 RT: 0.89-0.92 AV: 2 NL: 2.61E5

g T: + p Full ms [ 100.00-1500.00]
» 100— 201.6

95

50

703 303.4

Relative Abundance
(5
T

= 165.1% 260.3

402.3

403.2

637.1 764.6

gz

mu\.h.m.@.wd.\rfm@

Compound 7
ZH@
LI~
H ~
(oA

ol

N ~(3A 18 2

?ﬂ\ = L0}
1020.4
9.9
e 1438.
1060.6 1171.7 1309.1 385
| 11983 1498.4
) i b L0 f., .,.._ VMR EETEHAI T T iy {___ _:__—_..__._ﬂ_L.,__
1000 1100 1200 1300 1400 1500
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E:\MSLab_i.CQWB-182 11/12/2008 04:02:57 PM VB-182
Venkat Boddupally, MeOH:H20 1:1

VB-182 #26-30 RT: 0.89-0.92 AV: 2 NL: 261ES
% T: + p Full ms [ 100.00-1500.00]
n

100 201.6

mmm Compound 7
20~

85

80

pebp et

70 303.4
. 402.3

Relative Abundance
()]
9

40—

(2]
(421

202.1

o

[
[

Lo b by

N
3]

165.1 260.3

2
(=]

sl

453.2
4251 4433 w 4545

é E%;Ei}%f
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E:\MSLab_LCQO\WB-182 11/12/2009 04:02:57 PM VB-182
Venkat Boddupally, MeOH:H20 1:1

VB-182 #24-25 RT: 0.73-0.77 AV:2 NL: 8.28E4
8 T: + p Full ms2 303.00@30.00 [ 110.00-1500.00]
@ 100— 303.3

95

7 Compound 7

Relative Abundance
4; ]
[ ]

45—
40
35—
30—
95 234.3 .
Nom 3044
157
e 234.9
. | 260.2
o | 235.7 0
o 145.0 153.6 180.1 219.2 mmw.m A mmP@_ﬁ._m@. 5 2734 286.6 | ;mbm.w
0 A R B B B B B At S B e S S E e e e e e e N A i e s Sy B s ey
120 140 160 180 200 220 240 260 280 300
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E:\MSLab_L.CQ\WB-182
Venkat Boddupally, MeOH:H20 1.1

11/12/2009 04:02:57 PM VB-182

VB-182 #9-10 RT: 0.26-0.28 AV: 2 NL: 1.09E5
2 T: + p Full ms2 402.00@25.00 [ 195.00-1500.00]
)

100

Relative Abundance
[4)1
o
1]

35

2345 mmﬂ.m

2347 2591 R

260.7
235.4
‘r ; N_m.u.wl_m.k“\u

2339 MTM@NN
—*

L1

195.7

E__ o

Compound 7

329.1

330.2

300.2

_

| 316.3
T i T

367.2 3802

402.2

o=

401.2

400.2 |
393.3 ||

| 40:

403.2

404.1

421.7

219.3
L
220

0 L
200

o
240

260 280

2845 J
I Ly

300 320

miz

360

)
1

380

T

400

I
420
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e

Generic Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

ESI_101506
VB-182
Venkat B., ACN:H20 1:1:0.1%FA

D:\DATA\Facility_Nov_09\VB-182_000002.d

Acquisition Date 11/13/2009 10:17:15 AM
Operator

Instrument apex-Qe

Intens.q
x106] 402.2645

1.50

] 402.5140

Compound 7

403.2685
403.4387

VB-182_000002.d: +MS

"
(A
ﬂwﬂ_.q ZA\»A#O‘

N8 ~8A 182

404.0980  404.3308

402.2652

403.2685

VB-182_000002.d: C 25 H 32 N 5 ,402.27|

A

404.2719

402.0

404.0 404.5 miz

Bruker Compass DataAnalysis 4.0

printed:

11/13/2009 10:27:34 AM

Page 1 of 1
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Min Odm

_m Generate %

Max

C18n

_ Help _

Note: for m < 2000 the elements C, H, N, and O are considered implicitly.

Measured m/fz Mmzm_m.mmn*m Tolerance M;Miizé yoﬂi% Charge F :
e o e e
# Mol Formula | mfz | lerr| [ppm] © err [ppm] mean m:mm_u_.:”_// mSigma - Sigma _p,m_.__w“ rdb Mrule e |
1 C24H36N0O4 402,2639 1.5 -1.5 24.9 1 75 ok even
2 LaHBEIHNE S et 2 125 ok even

Compound 7

[Tl automatically locate monoisotopic peak — Maximum number of Formulas

[¥] Check rings plus double bonds

Minimum Ms -0.5 _ Maximum

Electron configuration

[w]Filter H/C element ratio  Minimum HfC 0 lﬂ Maximum HfC

[¥] Estimate carbon number [«] Generate immediately

Show Pattern |
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L

v

3“““w%MNWWNMNMWRW\L Current Data Parameters

10.865
8.344
8.311
8.283
8.156
8.128
7.652
7.647
7.629
7.617
7.603
7.590
7.567
7.544
7.540
7.517
7.277
7.256
7.252
7.230
3.491
3.375
2.725
2.506
2.501
2.472
2.448
2.321
2.297

A
~
2
2

2 160
2.100
1.706
1.682
1.658
1.634
1.611

S

NAME VB-GSA-0259
EXPNO 4
Compound 8 PROCNO 1
— F2 - Acquisition Parameters
- Date_ 20100802
\ Time 10.26
INSTRUM spect
K PROBHD 5 mm ONP 1H/1
nJ PULPROG 2g30
TD 65536
SOLVENT DMSO.~
NS 64
DS 2
SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
\\ RG 362
DW 81.000 usec
| DE 6.00 usec
NE-CrSA 0251 TE 300.0 K
D1 1.00000000 sec
_ ======== CHANNEL fl ========
NUC1 1H
Pl 8.50 usec
PL1 0.00 dB
_ SFO1 300.1318534 MHz
_ _ | F2 - Processing parameters
| ST 32768
SF 300.1300000 MHz
- WDW EM
SSB 0
LB 0.30 Hz
GB 0
_ PC 1.40
1y L J Nl
TrrrTTTe [rerTTerTT [rorrTren e \M..__ ......... [rorrrTTT [rorrrrre [rerrrTTrT frorrrrTTT [rorrrTTe [rrrrreeTT [rorTreeTT [
11 10 9 8 7 6 5 4 3 2 1 ppm
o ol|on| |ov||wr < ® [ |O |||
o olon| |[m}|lm o) M| |||
(@) AN O o || k] —|N[N|O||O
I Nl s < <t |l O ey
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Current Data Parameters

NAME
EXPNO
PROCNO

VB-GSA-0259

1019
1

F2 - Acquisition Parameters

Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

CPDPRG2
NUC2
PCPD2 |
PL2
PL12
PL13
SFO2

20100810
10.03
spect

5 mm QNP 1H/1

zgpg30
65536
DMSO
16000

4
17985.611 Hz
0.274439 Hz
1.8219508 sec
1024
27.800 usec
6.00 usec
300.0 K
2.00000000 sec
0.03000000 sec
0.00002000 sec

CHANNEL fl ========

19.00 dB
300.1312005 MHz

F2 - Processing parameters

SI
SF
WDW
SSB
LB
GB
PC

32768
75.4677190 MHz
EM
0
1.00 Hz

148.183 -
145.829 .
144.822 -
136.768
127.241
127.000

125.083
124.292-

130.285
129.900
124.140
122.112
121.931
120.193
112.903

—

7

- =

Compound 8

R

R ﬁmmﬂwuu

170 160

120 110

100 90 80

58.209
57.118
54.515
51.595
46.095
41.214
40.935
40.657
40.379
40.102
39.824
39.545
25.410

AN
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Data File C:\HPCHEM\1\DATA\HURLEY10\AUGO09 06.D

Injection Date 8/9/2010 1:40:08 PM

Sample Name VB-GSA-0259

Acqg. Operator Karen

Acqg. Instrument Instrument 1

Method C:\HPCHEM\1\METHODS\LC_MS.M
Last changed 8/9/2010 1:39:00 PM by Karen

Location vial 1
Inj : 1
Inj Volume 0.1 ul

Sample Name: VB-GSA-0259
S64

Zorbax SB C18, 150 x 4.6, 3.5u,25:75:0.25, MeOH/H20/formic, POS, 150-500; frag 100; 25C, cap

volt 1500, gas temp 325; drying gas 10

5.476

600000 —
_ &

500000 -

400000 -

100000

MSD1 TIC, MS File (HURLEY10\AUG09_06.D) API-ES, Pos, Scan, Frag: 100, "positive scan"

Compound 8
AN

O —
! T I T [ i T " i " 1 " T T T T i T T " T L T i
2 4 6 8 10 12 14 min
Area Percent Report

Sorted By Signal
Multiplier 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: MSD1 TIC, MS File
Peak RetTime Type Width Area Height Area

# [min] [min] %

1 5.476 MM 0.2862 1.03842e7 6.04644e5 99.0806 —

2 13.212 MM 0.2124 9.63615e4 7560.06982 0.9194

Totals : 1.04806e7 6.12204e5

**x% End of Report ***

Instrument 1 8/9/2010 1:59:38 PM Karen

Page 1 of 1
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Print of all graphic windows

Injection Date : 8/9/2010 1:40:08 PM

Sample Name : VB-GSA-0259 Location : Vial 1
Acq. Operator : Karen Inj : 1
Acqg. Instrument : Instrument 1 Inj Volume : 0.1 pul
Method : C:\HPCHEM\1\METHODS\LC_MS.M

Last changed : 8/9/2010 1:39:00 PM by Karen

S65

Zorbax SB C18, 150 x 4.6, 3.5u,25:75:0.25, MeOH/H20/formic, POS, 150-500; frag 100; 25C,

cap volt 1500, gas temp 325; drying gas 10

Current Chromatogram(s)

MSD1 TIC, MS File (HURLEY10\AUG09_06.D) API-ES, Pos, Scan, Frag: 100, "positive scan”

600000

| T R

500000

400000 -
300000
200000

100000

o

cobv v b b e e

MS Spectrum

*MSD1 SPC, time=5.488 of HURLEY10\AUG09_06.D  API-ES, Pos, Scan, Frag: 100, "positive scan"

100

80

60 —

388.5

388096

T T T T T T T

1 T
150 200

T

| -
400 m/z

Instrument 1 8/9/2010 1:59:28 PM Karen

Page 1 of 1
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E:WMSLab_LCOWB-0259 08/11/2010 09:44:40 AM VB-0259

Venkat B., ACN:MeQOH 1:1 -

VB-0259 #39-41 RT: 1.19-1.25 AV: 3 NL: 4.56E8
9 T: + p Full ms [ 50.00-1500.00]

3 100 104.7

- Compound 8

I \ \
mO\m ; Z

55~ SR -0nsA —02-59

Relative Abundance
OF
=

303.3

20

15 |

: 17231 214.7 389.3
10 - F
: w 304.3

.| 215.3
5 158.11 .
v 234 .4 362.9
. 1500t 1 1T mm,m:

- ' 390.4 : )
1908 i L 2082 STTT TAAT B7S 9250 P99 10496 11758 12318 12987 14069 14953

100 200 300 400 500 600 700 800 900 1000 1100 1200 1300 1400 1500
m/z
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E:\MSLab_LCQWRB-0259 08/11/2010 09:44:40 AM VB-0259
Venkat B., ACN:MeOH 1:1 . e e
VB-0259 #39-41 RT: 1.19-1.25 AV: 3 NL: 4.56E6

5 T: + p Full ms [ 50.00-1500.00]

100--

S
Y
o]
&
~J

Compound 8

95

90

Relative Abundance
o
<

388.3

E - 195.1
30

25--

20 - |

15 W !
172.3 i 214 7 . 389.3
10~ _ ._

_ ;
S 1727 i q95.7 2153
° \_m,_m.\_ m 173.7 - _ 2344 246.4 2603
110.7 1226 150.9 . i -0 , ;

D e T el (OSER SRL R SR NP RIS SR e S oo b LT N — kY S R S S N S T

100 150 200 400



gokhale
Compound 8


R UL T STTPRWEENEI PR Sty RS

YT SRR

EAMSLab_LCQWB-0259
Venkat B., ACN:MeOQOH 1:1

VB-0259#8-9 RT: 0.24-0.27 AV:2 NL:6.21E4
o T: +p Full ms2 388.40@30.00 [ 95.00-1500.00]
1007

S

95

Relative Abundance
[4;]
T

154.9
109.8 1311 1490 1732
A Il L

08/11/2010 09:44:40 AM

Compound 8

27241

260.4

. i i | O
O. — JR— b :
100 120 140 160 180

VB-0259

317.1

388.3

3571 3676 Co
! I ' :

360

380 400 420
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E:\WMSLab_LCQWB-0259
Venkat B., ACN:MeQOH 1:1

VB-0259 #28-33 RT: 0.85-
2 T: - p Full ms [ 50.00-1500.00]
(2]

Relative Abundance

1005

112.8

249.9

1.00

AV: B NL: 4.91E3

LA

po-te 386.4

296.9

376.7
375.3

488.8

445.8

Compound 8

1125.7

938.1 10284

1073.2

565.8 7782

:
|
7;.:

ottt T

1338.1

1453.7
1393.4 |

1490.7

900 1000 1100

1300

Ll

1400

: T

1500
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S70

Generic Display Report

Analysis Info Acquisition Date 8/11/2010 11:07:25 AM
Analysis Name D:\DATA\Facility_Aug_10\VB-0259_000002.d

Method ESI_101506 Operator

Sample Name VB-0259 Instrument apex-Ultra

Comment Venkat B., positive mode, ACN:H20 1:1:0.1%FA

_:W__Mumm.- 388.0496 VB-0259_000002.d: +MS

o.m“ Compound 8 Q—! _ Q
(Y

¢

0.6

0.4 JL

. /
389.2532

0.2 VL-GSA 0259

g L woo.\mmmm
x%ow. 388.2496 VB-0259_000002.d: C 24 H30 N 5 ,388.25

0.8+

0.6

0.41

] 389.2528
0.21

390.2563
A

T T T T

0.0 — .

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

388.0 389.5 390.0 391.0 miz

Bruker Compass DataAnalysis 4.0 printed: 8/11/2010 11:16:29 AM Page 1 of 1
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S71

SmartFormula Manually

Min Cis _w Generate M

Max

C16-n m ﬁ Help

J

Mote: for m < 2000 the elements €, H, N, and © are considered implicitly.

Measured mjz Mmmm.mw@m. | Tolerance ms i_ ﬂ:ﬂmwigfw Charge

R —

~ Meas. mfz . # Formula e Conf N-Rule
32495 2 U PaHOONE .
1 C23H3NO4 62.33
Compound 8
AN
[ Tautomatically locate monoisctopic peak - Maximum number of formulas W \\\\\\\\\\\\\\\\\\\\
[¥] Check tings plus double bonds Minimum qum_%m ,,,,,,,,, 1 Maximum
s ¢ FOU——
Electron configuration
[#]Filter H{C element ratic  Minimum HfC 0 ) %i;w Maximum HJC w 3 .
[¥]Estimate carbon number [¥] Generate immediately

| Show Pattern
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S72

DRX-So00

Standard 1D 1H Spectrum
DRX-500 5mm BBO Probe

e e
MO AN ~NOO NI I~HOOOMO DO MM LN IO~ [~ 296300050728517i’c:m:
MO NAS N TN MM NN AANNOOOINM MM ~NOFOLMALTTMN A dO OO O ® O
MONMAATOOOLLOOELNNUNNNANNNNI IO INLNONNOS SN A Vﬁ V
N Ty a Parameters
P R N N N S R N T e T o T R g R

[0 9]
o
—

NAME VB-GSA-0217

EXPNO 100
PROCNO 1
F2 - Acquisition Paramete

Date_ 20091223
Time 11.45
‘Im INSTRUM spect
PROBHD 5 mm BBO BB-1H
Q— A Compound 9 PULPROG 2g30
TD 32768
SOLVENT DMSO
N NS 16
( .U DS 4
SWH 6250.000 F
FIDRES 0.190735 E
AQ 2.6215701 ¢
RG 203.2
DW 80.000 ¢
ZOO DE 6.00 t
TE 298.0 k
D1 0.00000000 ¢
i ~(SA -0 2\ TDO 1
======== CHANNEL fl =====
I NUC1 1H
Pl 12.50 u
PL1 -2.00 ¢
SFO1 499.4829469
F2 - Processing parameter
SI 32768
SF 499.4800000 M
I WDW EM
SSB 0
_m _ LB 0.20 E
| GB 0
ﬁ\ ~ PC 1.00
) N, -
rTTrpTTTrrTTTT [rrrrrTeTy [rrrrrTeTT [rorrrTeeT [rrrrrTTeT [rorrrreTT [rrrrreeTT [rorrTTeT [rorrrTTe [rorrTee [rerrrreT [
11 10 9 8 7 6 5 4 3 2 1 ppm
- ol | [+ olml |« o =]
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S73

233 23053E8RCRaEY °  and] = <) DRX ~SBO
S83 22383 I[[IS2Y o @ w6 o ~ —_
A A A A A A o o o~ 00w W ~ u’--hmz
/ \ ///}/T\\\ /\ g Current Data Parameters
e NAME VB-GSA-0217
\Z \ EXPNO 101
\\\ PROCNO 1
OOBUOCDQ ©\ p— .”ﬁ F2 - Acquisition Parameter
Date 20091223
m A~ Time 14.16
INSTRUM spect
H N PROBHD 5 mm BBO BB-1H
PULPROG zgpg30
h U TD 65536
Z SOLVENT DMSO
NS 1520
DS 4
SWH 30030.029 Hz
FIDRES 0.458222 Hz
MO AQ 1.0912410 se
RG 2896.3
DW 16.650 us
V(@ ~GH 02\ F DE 6.00 us
TE 298.3 K
D1 0.69999999 se
dll 0.03000000 se
DELTA 0.59999996 se
AM\ TDO 1
- - ======== CHANNEL fl ======
B NUC1 13C
Pl 5.00 us
PL1 0.00 dB
SFO1 125.6069050 MH
======== CHANNEL f2 ======
CPDPRG2 waltzl6
NUC2 1H
PCPD2 80.00 us
PL2 -2.00 dB
PL12 18.00 4B
PL13 18.00 dB
SFO2 499.4819980 MH
F2 - Processing parameters
SI 32768
SF 125.5943460 MH
WDW EM
SSB 0
LB 1.00 Hz
' GB 0
| AR AR NAMAMARARS RN HARARANARS RS AN AR AR AR AR R AR RS DA R RN FC 1.40
150 140 130 120 110 100 9% 80 70 60 50 40 30 20 10 ppm
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Data File C:\HPCHEM\1\DATA\HURLEY\DEC17 08.D

run w/acid

Injection Date

12/17/2009 3:37:55 PM

Sample Name: VB-GSA-0217

S74

Sample Name VB-GSA-0217 Location vial 2
Acg. Operator Karen Inj : 1
Acg. Instrument Instrument 1 Inj Volume 0.1 pl
Method C:\HPCHEM\l\METHODS\LC_MS.M
Last changed : 12/17/2009 3:36:54 PM by Karen
Zorbax SB ODS,35:65:0.25; MeOH/water/formicA, POS, 300-500; frag 70; 25C, cap volt 2500, gas
temp 350; drying gas 10
MSD1 TIC, MS File (HURLEY\DEC17_08.D) API-ES, Pos, Scan, Frag: 70, "positive scan"
. < Compound 9
450000 - o
B w0
400000 g‘ Z e
350000 V) j
E L,\)/'
300000
250000 /H
] MeO
200000
] JR-G3A —02) >
150000
100000
50000 —
0
" T T i " T " T T T " T i T " T T i T T i T i
2 4 6 8 10 12 14 min
Area Percent Report
Sorted By Signal
Multiplier 1.0000
Dilution : 1.0000
Use Multiplier & Dilution Factor with ISTDs
Signal 1: MSD1l TIC, MS File
Peak RetTime Type Width Area Height Area
# [min] [min] %
ceos|eoee - P e P P |
1 5.974 PB 0.3145 9.65067e6 4.37089e5 99.4005
2 8.785 MM 0.2062 5.82072e4 4705.27588 0.5995
Totals 9.70888e6 4.41795e5

*** End of Report ***

Instrument 1 12/17/2009 3:57:51 PM Karen

Page 1 of 1
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Print of all graphic windows

run w/acid

Injection Date

12/17/2009 3:37:55 PM

S75

cap volt 2500,

Sample Name VB-GSA-0217 Location vial 2

Acqg. Operator Karen Inj 1

Acqg. Instrument Instrument 1 Inj Volume 0.1 pl
Method C: \HPCHEM\l\METHODS\LC_MS .M

Last changed : 12/17/2009 3:36:54 PM by Karen

Zorbax SB ODS,35:65:0.25; MeOH/water/formicA, POS, 300-500; frag 70; 25C,

temp 350; drying gas 10

Current Chromatogram(s)

MSD1 TIC, MS File (HURLEY\DEC17_08.D) API-ES, Pos, Scan, Frag: 70, "positive scan"

. N
450000 >
. w
400000 -
350000
300000
250000
200000
150000
100000 -
50000 —
0
M
2 4 6 8 10 12 14 min
Apex Mass Spectrum of Peak 5.974 of DEC17 08.D
*MSD1 SPC, time=5.975 of HURLEY\DEC17_08.D API-ES, Pos, Scan, Frag: 70, "positive scan”
N
100 2
] Compound 9 Max: 325440
) =~ — <
80 ~—— —
| )
60 |
o /
] A
7 [{o]
N~
i )
20
1 =
[s2}
o
g ™
od | o |
T i ' i I ' 1 T 1 ' ' I ' ' i 1
300 320 340 360 380 m/z

Instrument 1 12/17/2009 3:58:08 PM Karen

gas

Page 1 of 1
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E:\MSLab_LCQWB-GSA-0217 12/21/2009 04:38:55 PM VB-GSA-0217
Venkat B., ACN:H20 1:1:0.1%FA
VB-GSA-0217 #60-63 RT: 1.60-1.68 AV: 4 NL: 7.24E6
o T: +pFullms| “mw.mo-aoo.os Compound 9
%) R R

e
B

85~

80—

-
T

Me O
/bD.|MSWxX ~02 A\

-
L]

[22]
)]

A RRE

[22]
[ae]

n
n

Ll Lk

'S
T
.
e

Relative Abundance
(9]
(=]
| Llrad
z

I
T

ol

375.2

W
o
Ll

L]
o

Ll d il

B
w

172.1

)
<
T

=N
&

10°] 158.2 3763

th.@ 260.4
5 303.3
3042 | 3773 527.0 633.5 778.3 8113 gg79 1032.9 1167.3 12659 1344.3 14179 14543

s B e iy llde ety e s e i el g s
! P A 1 B ! i T i I ! 1 _ I T 1 T _ B I I T [ 1

300 400 500 600 700

i ks i TN | PRI g d i L b al s
H H T T T

T T T 1T T T r T

900 1000 1100 1200 1300 1 N{.uo 1500
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~ T:+pFulims | 100.00-1500.00]

0

EAMSLab_LCQ\WB-GSA-0217
Venkat B., ACN:H20 1:1:0.1%FA

12/21/2009 04:38:55 PM VB-GSA-0217

VB-GSA-0217#60-63 RT: 1.60-168 AV: 4 NL:7.24E6

Relative Abundance

100

95

5 136.8

158.2

_
150.7 |
L

1721

188.1

188.5

110.7 128.
T T
120

?itr kb

I
140

16

Compound 9

246.3 2604

375.2

377.3

330.9

340

352

3 3704 |
T T T

T

387.4

360 380 400
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E:\MSLab_L CQWB-GSA-0217 12/21/2009 04:38:55 PM VB-GSA-0217
Venkat B.,, ACN:H20 1:1:0.1%FA -

VB-GSA-0217 #10-12 RT: 0.27-0.33 AV: 3 NL: 5.30E5
o T: + p Full ms2 375.00@30.00 [ 100.00-1500.00]

» 260.3
100 Compound 9

95
90 234.3
85

80

predrer i brrsebpgatias

3752

Relative Abundance
[9;]
T

a 141.9

307 343.1

25— 261.2

3495 374.11
R i |

H H.Nmm.w 3028 324.0
”._..r._ﬁ,.", T

180 200 220 240 260 280 300 320

| 1
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Generic Display Report

Analysis Info

Analysis Name
Method
Sample Name

Acquisition Date

D:\DATA\Facility_Dec_09\B-GSA-0217_rep_000002.d

ESI_101506
VB-GSA-0217

Operator
Instrument

12/22/2009 10:29:39 AM

apex-Qe

Comment Venkat B., ACN:H20 1:1:0.1%FA
Intens. N N :
n M:%ﬁ 375.2178 N —~ VB-GSA-0217_rep_000002.d: +MS
” ) Compound 9 @/Z P
5 /\ H
: N
41 _\/ZU
3]
m Me©
Nn
“ Ul ~eA -0\ 3~
] 376.2213
1
wu ] r, wﬁ.mmam 379. bmwm
%10 375.2179 VB-GSA-0217_rep_000002.d: C 23 H27 N4 O ,375.22
5]
‘
3]
2]
] 376.2212
&
377.2246
O T T T T T T T T T T T 1 T T T T T T T T T _> T T T T T T T T T T T T T T T T T T T T T T T
375.0 375.5 376.0 376.5 377.0 377.5 378.0 378.5 379.0 379.5m/z
Bruker Compass DataAnalysis 4.0 printed: 12/22/2009 10:41:59 AM Page 1 of 1


gokhale
Compound 9


S80

T

R IR

Sm rtFormula §mz:a~,¢.w., ,

Generate M

C1ii-n

L

Help

J

Note: for m < 2000 the elements C, H, N, and O are considered implicitly.

Tolerance 2 . mDa  Charge

H ) e

B

#! Mol Formula mfz

err [mDa]  |err| .hu_u_._._u_w err [ppm] |

mean m&.ﬂuuiw/smﬁsm . SigmaRank . rdb i MNrule! e

1 C22H3105

S CaaHoIMW4O AMheli9

375.2166 -1.22 -3.3
e - .

32.6 1 7.5

Ve

[T ] automatically locate monoisotopic peak  Maximum number of Formulas

o

Minimum -n_m

[¥] Check rings plus double bonds

Maximurn

Electron configuration

[w]Filter H/C element ratio  Minimum H}C

0 ! Maximum HfC

[#] Estimate carbon number [#] Generate immediately

Show Pattern |
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10.884
8.342
8.310
8.279
8.152
8.125
7.612

Compound 10

S

7. 541
7.518
7.272
7.251
7.229
5.761
4.704

>

4.689
3.716
3.699
3.551
3.531
3.510

(@)
Te]
QJ
QJ

AR

3.175

—— 2.954

O <
< ™M
7/ EJ
GL OL

172

2.503
2.411

1.909
1.722
1.700
1.677
1.218

Current Data Parameters

NAME

VB-GSA-0167

EXPNO 3
PROCNO 1
F2 - Acquisition Parameters
Date_ 20080722
Time 11.46
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 6172.839 Hz
FIDRES 0.094190 Hz
\ - - E AQ 5.3084660 sec
(.@ 9%) OP@\:W RG 512
DW 81.000 usec
OH DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
======== CHANNEL fl ========
NUC1 1H
Pl 9.25 usec
PL1 0.00 dB
| SFO1 300.1318534 MHz
F2 - Processing parameters
SI 32768
SF 300.1300000 MHz
| I . WDW EM
A SSB 0
- . LB 0.30 Hz
~ A | GB 0
PC 1.00
u“\fr LE\\\H/III%)]]\“\ _ _\ :!(tl(h\ Kli\»l!l&l!!lliik!ll
T frorrTTeeT [rorrTTeTT frorTrTeTT [N [roTrrTeTT rorrrTTTT [roTTreTTT prorrrrrT [rorTTreT frorrrree [rorreTTTT [T
12 11 10 9 5 4 3 2 1 ppm
o O (N| (O] [™M o [fe} O | e}
O <O O (] [ee] O | (e o)
(@) (@) &) — O (@) (@} [@X1ep] O
— N <] | — e} <t N N
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S82

NE~NOWOWOWMO®MN N D X j
~NOAHMOOMNMANO>ITO T O ()} OWOME~OWOWMWOESO N
—HOWOME~MONO N OO N AN OMWOOON I~ O v
. « s s & e & s s s & s s 2275519630755
o<t OO~ TN AON . . e e e e e e s
T T TONONNNNNNNNN A OV AAOOO OO OO
Rl == T s s s B B B B OO WO T <TTONOOM
Current Data Parameters
NAME VB-GSA-0167-13C-Final
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date 20080728
Time 8.04
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgpg30

JR-GSA-0LET
Compound 10 N

TD 65536

SOLVENT DMSO
R NS 16000
N — DS 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 724.1
DW 27.800 usec
DE 6.00 usec
RO TE 300.0 K
D1 2.00000000 sec
di1l 0.03000000 sec
_ diz 0.00002000 sec
======== CHANNEL fl ========
_ NUC1 13C
Pl 6.00 usec
PL1 2.00 dB
SFO1 75.4752653 MHz
======== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PL2 0.00 dB
_ _ PL12 20.00 dB
Lyl _ PL13 20.00 dB
| | N SFO02 300.1312005 MHz
F2 - Processing parameters
_ SI 32768
SF 75.4677190 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
_ PC 1.00

NPPRRIRVRUI o | I w0 ¥

T AARAARAE RAAARAANE ARARRARAS RARARARAN AARRAAARS NAAREARAS T T [RARRARAAE ARAARAARN ARRARRRS AARAARAN NARRARARN T T T NARRARARE AN
170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Data File D:\HPCHEM\1\DATA\MASS1\AU6_0013.D

in MeCN/MeOH

Sample Name: VB-GSA-0167

S83

Injection Date

Sample Name
Acqg. Operator

Method
Last changed

8/6/08 4:43:49 PM
VB-GSA-0167
Karen

D:\HPCHEM\ 1\METHODS\SCOTT C.M
8/6/08 4:25:49 PM by Karen
(modified after loading)

Inj Volume

Zorbax C18 SB column,3.5u, 4.6 x 150mm, mp=30/70/0.25, MeOH:HOH:HAc; scan 100-500; flow O.
5mL/min; vcap 2500, frag 100; col temp 45

700000 |
600000
500000 -
400000 -
300000 -

200000

100000 _b~m e

10 12 14 min

Sorted By Retention Time
Multiplier 1.0000
Dilution 1.0000
Signal 1: MSD1 TIC, MS File
Peak RetTime Sig Type Area Height Area

# [min]

1 5.481 1 MM 7.67748e6 6.57356e5 100.0000

Totals 7.67748e6 6.57356e5

*** End of Report ***

Instrument 1 8/6/08 4:59:32 PM Karen

Compound 10

N ’ —
- Bl
e

R |

o

Page 1 of 1
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Print of all graphic windows

in MeCN/MeOH S84
Injection Date : 8/6/08 4:43:49 PM
Sample Name : VB-GSA-0167 vial : 11
Acg. Operator : Karen Inj : 1
Inj Volume : 0.1 ul
Method : D:\HPCHEM\ l\METHODS\SCOTT_C .M
Last changed : 8/6/08 4:25:49 PM by Karen

(modified after loading)
Zorbax C18 SB column,3.5u, 4.6 x 150mm, mp=30/70/0.25, MeOH:HOH:HAc; scan 100-500; flow
0.5mL/min; vcap 2500, frag 100; col temp 45

Current Chromatogram(s)

MSD1 TIC, MS File (MASS1\AU6_0013.D)  API-ES, Pos, Scan, Frag: 100
& ©
: b $
L‘D zb@x
700000 o
: A8
[
600000 ¥ Compound 10
1 ——
500000 - P \;}
400000 - ‘:’:D
300000 - |
200000 o K
100000 y,,»y/ ,\L/’~<AM N n S . L PN
‘ R N - — L T 1
2 4 6 8 10 12 14 min
Apex Mass Spectrum of Peak 5.481 of AU6_0013.D
*MSD1 SPC, time=5.479 of MASS1\AU6_0013.D  API-ES, Pos, Scan, Frag: 100
l >
g Max: 421632
100
80
60 -
40
20 o
[s0]
o o © =)
, < 2 & o 8 S g % N
NN FNR P 3 as gd ¥R Y Ne o g § aad o o %
ST = <t Qo W T (2] 0 o] o
,ogsgs | sge ¥ [RRBS § [ 8 SSYE B &8
B 100 200 300 400 miz

Instrument 1 8/6/08 5:00:26 PM Karen Page 1 of 1
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C:\Xcalibun\data\F acility Data\VB-0167 07/24/2008 04:13:01 PM \VB-0167
Venkat B., MeOH:ACN )

VB-0167 #28-32 RT: 0.94-1.08 AV: 5 NL: 5.66E5
o T: + p Full ms [ 150.00-2000.00]

o +
100 mou.m H

3 w Compound 10

957

80

85

80

79—

70

Relative Abundance
14 ]
L]

45-
40-
354
304
207
aw 260.3
10°
E 1677.1
ik mwuﬂ 213 a7g  O54T 7685 9209 993.0 11164 11675 12664 13048 15000 | 1945 17835 10203
:.,_,___,_.F.. ____r_,.ﬁm ! b, . i i ,,.. i) bl il i i injah Lol ik, {Lladhl j N I
° 200 400 600 800 4000 1200 1400 1600 1800 2000

m/z
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C:\Xcalibur\data\Facility Data\VB-0167 07/24/2008 04:13:01 PM VB-0167
Venkat B., MeOH:ACN

VB-0167 #28-32 RT: 0.94-1.08 AV: 5 NL: 5.86E5
S T: + p Full ms [ 150.00-2000.00]

n
100 361.3
] Compound 10

95—

90—

Relative Abundance
o
o
1

mw,_)m.m 3431 3463 wu_..,@.m 3562.2 354.2 3573
= , m L T

366.0 3675 3710 3741 377.2 378.7 3821 3852 386.9
T , T ; N B T L e e
335 340 345 350 355

B T T
365 370 375 380 385
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C:\Xcalibundata\Facility Data\VB-0167
Venkat B., MeOH:ACN

07/24/2008 04:13:01 PM

VB-0167

VB-0167 #17-18 RT: 0.56-0.60 AV: 2 NL: 8.97E5

Wﬂ + p Full ms2 361.30@30.00 [ 150.00-2000.00]

Relative Abundance

100,

95

MR

Jaod

234.5

260.3

234.3

261.4

=

2338 |/ 935 4

ey

2355
B 258.3

262.2

et

| 263.1 2745
L

Compound 10

331.1

343.1

361.2

358.
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S88

Generic Display Report

Analysis Info Acquisition Date 7/28/2008 10:56:53 AM
Analysis Name DADATAVacility_July 08\WB-0167_000002.d
Method ESI_101506 Operator Administrator
Sample Name VB-0167 Instrument apex-Qe
Comment Venkat B., MeOH:ACN
_amzmmn
X105 3612022 p M
©] Compound 10
m!
h.l
Wl
Ml
338.3418
X
;_ -
] 406.2531 444.3798
] 260.1183 284.3313 . | m 632 5974 mmc._m 86
g—r 8 BRI . Wl S POV I T A .__._“,._ \ . . . " N : . . ._X. . il " . . i .
250 300 400 450 500 550 600
[--—- +MS
Bruker Daltonics DataAnalysis 3.4 printed: 7/28/2008 10:59:10 AM Page 1 of 1
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S89

Generic Display Report

Analysis Info Acquisition Date 7/28/2008 10:56:53 AM
Analysis Name D:\DATA\Facility_July_08\VB-0167_000002.d
Method ESI_101506 Operator Administrator
Sample Name VB-0167 Instrument apex-Qe
Comment Venkat B., MeOH:ACN
Intens. | VB-0167_000002.d: +MS|
xsmw 361.2022 Compound 10
: =
54 ~ )
m R n
s
3
] 0
NH 362.2056 Tm
"
363.2092 365. ,4 360
|
x1 om“ VB-0167_000002.d: C22H25N40 1 ,361.20
] 361.2023
67
5
4]
3
2
] 362.2056
"
363.2090
O T T T T T T L. T T T T T T T T T T T T T T T T T T T .> T T T T T T T T T T T T T T T T T T T T T T
361.0 361.5 362.0 362.5 363.0 363.5 364.0 364.5 365.0 m/z

Bruker Daltonics DataAnalysis 3.4 printed: 7/28/2008 11:02:26 AM Page 1 of 1
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S90

Generate Molecular Formula

Min  iCyy

Max

C17n

Measwedm/z (61202 | Tolance 2 |/mDa v Chage [1 2]

Hote: for m < 2000 the slements T H, N, and D are considered implicitly,

e B WPMEN:: <

<

R

en(mDal lentlppm] en

7] Automatically locate monoizotopic peak. Mawimum number of foreulas

e

{1 Check rings plus double bonds

[¥] Apply niliogen ade

[Fiter H/C element ratic  Minimum HIC 0

Bt inmssinn

[¥] Estimate cabon number

[ Save for Repoting

Compound 10
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S91

~OOOM~-NOW A~ I~
D ANOM™~OONO LW O
fO OO P TFTOMO OO NN
ﬂL NANNANNNNNNNN

Current Data Parameters _
NAME VB-Code-6 \\\ﬁb —_—
T ] Compound 11 —
\
—
F2 - Acquisition Parameters
Date_ 20080602
Time 15.16
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg30
TD 65536
SOLVENT DMSO
NS 16
DS 2
SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 512
DW 81.000 use
DE 6.00 use
TE 300.0 K
D1 1.00000000 sec
======== CHANNEL fl =======
NUC1l 1H
Pl 9.25 use
PL1 0.00 dB
SFol 300.1318534 MHz
F2 - Processing parameters
SI 32768
SF 300.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
......... B I
12 11

2.066
1.000
4.270

0.990

1.944

4.536
4.126
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S92

043391038404605

729903464290111 16910902468026
Current Data Parameters NN <TOH O WNSO WL HOWANMINDOON OO WO
NAME VB-Code-6 T L 19320919630751
EXPNO 8 855%0097654210m ...Fhw....... .
: SRR R LR IR IR f SR eYTSS29238
F2 - Acquisition Parameters
Date_ 20080529
Time 10.15
INSTRUM spect
PROBHD 5 mm QNP 1H/1 -
PULPROG zgpg30
TD 65536
SOLVENT DMSO \
NS 14000
DS 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz OOBUOCDQ Hn_.
AQ 1.8219508 sec
RG 2048
DW 27.800 usec 7@JHHhHHH“HHW
DE 6.00 usec o
TE 300.0 K ﬁHMMHHMMHH“HMHMMHW/Au“V g
D1 2.00000000 sec .
dil 0.03000000 sec o
dl2 0.00002000 sec : MHMLHHW
======== CHANNEL fl ========
NUC1 13C u / ‘
P1 6.00 usec ?vv/z M
PL1 2.00 dB / w
SFO1 75.4752653 MHz )\ﬁfm\ .
======== CHANNEL f2 ========
CPDPRG2 waltzlé
NUC2 1H
PCPD2 90.00 usec
PL2 0.00 dB
PL12 20.00 dB
PL13 20.00 dB | |
SFO2 300.1312005 MHz
F2 - Processing parameters
SI 32768
SF 75.4677190 MHz
WDW EM
SSB 0
LB 1.00 Hz | _
GB 0 __
PC 1.40 _ Il

b _
_
| j I I I I I I I i I T T T T
200 180 160 140 120 100 80 60 40 20 ppm


gokhale
Compound 11


Data File D:\HPCHEM\1\DATA\MASS1\MY290007.D Sample Name: VB-2-arms

MeOH
S93

Injection Date : 5/29/08 3:32:48 PM
Sample Name : VB-2-arms vial : 13
Acqg. Operator : Karen Inj : 1

Inj Volume : 0.1 ul
Acg. Method : D:\HPCHEM\ 1\METHODS\ SCOTT_C.M
Last changed : 5/29/08 3:12:04 PM by Karen

(modified after loading)
Analysis Method : D:\HPCHEM\ l\METHODS\SCOTT__C .M
Last changed : 5/29/08 3:49:22 PM by Karen
(modified after loading)
Zorbax C18 SB column,3.5u, 4.6 x 150mm, mp=30/70/0.175, MeOH:water:HAc; scan 150-500; flow
0.5mL/min; vcap 2500, frag 70; col temp 35

MSI1 TIC, MS File (MASST\MY280007.0)  APLES, Pos, Scan, Frag: 70

O
‘ B §§
i el
300000 ‘ o
f P
&
250000
200000
150000
100000 -
! ‘ ; o - N
50000
0 2 4 6 8 10 12 14 min
Area Percent Report
Sorted By : Retention Time
Calib. Data Modified : Tuesday, November 27, 2007 2:17:56 PM
Multiplier : 1.0000
Dilution : 1.0000
Signal 1: MSD1 TIC, MS File
Peak RetTime Sig Type Area Area Name
#  [min] % Compound 11

1 6.516 1 MM 3.84827e6 100.0000 o -
Totals : 3.84827e6 [Zz::ﬁ;;:;:[:ii;;]:::;;j

1 Warnings or Errors l
—d
Warning : Calibration warnings (see calibration table listing) '
ﬁé o\ QLS
*** End of Report *** fg;

Instrument 1 5/29/08 3:52:15 PM Karen Page 1 of 1


gokhale
Compound 11


Print of all graphic windows

S94

vial : 13
Inj : 1

Inj Volume : 0.1 pul

MeOH

Injection Date : 5/29/08 3:32:48 PM

Sample Name : VB-2-arms

Acg. Operator : Karen

Acq. Method : D:\HPCHEM\1\METHODS\SCOTT C.M
Last changed : 5/29/08 3:12:04 PM by Karen

(modified after loading)
Analysis Method : D:\HPCHEM\1\METHODS\SCOTT_C.M
Last changed : 5/29/08 3:49:22 PM by Karen

(modified after loading)

Zorbax C18 SB column,3.5u, 4.6 x 150mm, mp=30/70/0.175, MeOH:water:HAc; scan 150-500; flow 0.

5mL/min; vcap 2500, frag 70; col temp 35

Current Chromatogram(s)

MSD1 TIC, MS File (MASSTWMY280007.0)  APIES, Pos, Scan, Frag: 70
: O
s e Compound 11
No) &
300000 §g>
,"o"b — ﬁ
4 ?So(b‘ ~ \//
250000 -
7 IN
200000 | \
150000 -
100000
50000 - . ‘ S
0 2 4 6 8 10 12 14 min

MS Spectrum

| "MSD1 SPC, time=8.507 of MASST\MY280007.D  APLES, Pos, Scan, Frag: 70

©
100 )
| N Max: 122680
i
i
80 —
<
60 — o
o
<
40 -
N
8
20— o =
N o ~
(o)) ~ ~
fre! - o - <
oY o o o NN g =} g o ¥+ m N N NNO o g o N © < o o
by P P d RN > . > = )
3 R o9 525 a3 n & 3 S ¥+ bRy 38 § 8 & 8
0| - - - & N N N N @ S MmO Hoem o 0 ¢ <+ < < 0
150 200 250 300 350 400 450 500 m/z

Instrument 1 5/29/08 3:53:11 PM Karen

Page 1 of 1
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C-Xcaliburdata\Facility Data\VB_48
Venkat Boddupally; MeOH:H20 AcOH

05/22/2008 04:34:34 PM

VB_46

VB 46 #44-49 RT: 1.22-1.38 AV: 6 NL: 3.48E6
T: + p Full ms { 110.00-2000.00]
201 - 24
100 wrd)

95

. mi
657 402.4

Relative Abundance
o
o

403.3

1

1000

mfz

Cormpound 11

866.3 9759 1054.0 12157 1325.8

1200

1400

1474.2

1626.6

1600

1841.8 1919.1

1800

2000
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C:WXcaliburdata\Facility Data\VB_46
Venkat Boddupaliy, MeOH:H20 AcOH

05/22/2008 04:34:34 PM

VB_46

VB_46 #44-49 RT: 1.22-1.38 AV: 6 NL: 3.48E6
T: ¥ p Full ms [ 110.00-2000.00)

100+

©
D

" 201.7

Relative Abundance

b b e g

305 202.3

107 221.9

5 179.3
5 |
] 142.9 151.7

NB/.L
|

160 180 200 220

vy el b AL

Compound 11

246.4

260.5

2455

m“w_w.m 3 2734

240

402 .4
_\ £ 403.3
317.3
3176 ",
1319.3 ﬂ
3 4573 _ 404.3
342 9973 381,0 3924 || 432.3 4431
R . ch.? - m_s__ oo ey _jm g
320 340 360 380 400 420 440
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C:\Xcalibur\data\Facility Data\VB_46 05/22/2008 04:34:34 PM VB_46
Venkat Boddupally; MeOH:H20 AcOH

VB_46 #8-14 RT: 0.21-0.31 AV:7 NL: 1.13E6
T: + Z ms [ 397.00-407.00]

1005

N~
[
n

402.2

95—

90— . Compound 11

85

NEAEEEA N

402.2

Relative Abundance
o
=

404.2

_ Iy
5 399.1 _ﬁ Lo 404.2 |
| 3981 398.4 i 3ge2 4001 . 4011 4020 4024 |\ 4044 | L4043 4050 4052 406.2 4064
og S NS S 3 B ot P ﬁ, LR A e [N o
R R s R e e R L R L L L K S B R R S I R R AR A A RO A S AR AR LR R _,_,_:_.:i_;i_i_;_:_qﬁj‘_‘w]‘qj
398 399 400 401 402 - 403 404 405 406 407
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C:\Xcaliburdata\Facility Data\VB_46

Venkat Boddupaily; MeOH:H20 AcOH

05/22/2008 04:34:34 PM

VB_46

VB_46 #30-33 RT: 0.86-0.97 AV: 4 NL: 3.56E5

[so]
D
n

1004

l
-
—

Relative Abundance
&)
(]

nN
T

—_
[$)]

I O O

—
<@
l

1141

T: + p Fuill ms2 402.90@27.00 [ 110.00-2000.00]

219.2

Compound 11

231.3

|

LA

2316

233.4

247.2

2575 g0 4

271.9

302.1

301.5

287.1

302.4

| T

3041

oy

304.3

=

i |

316.0
3162

3284

3475

357.3

357.1

N

402.4
402.3

|

T
240

,W __:W _

260
mfz

280

300

EEY
T | T T 1
320 340

LA M R
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C:\Xcalibur\data\F acility Data\VB_46
Venkat Boddupally; MeQH:H20 AcOH

05/22/2008 04:34:34 PM VB_46

VB_46 #38-42 RT: 1.12-1.19 AV: 5 NL: 2.24E6
o T: + Z ms [ 196.00-208.00]

o)
n
100

95—

65

(4] [22]
o (=]
Lovpilong

Ligtleqaa ity

P
o

SR

Reiative Abundance
(4,1
[ ]

1Y
T

(o)
(54}

W
o

[ o
o o
Lo b e v b

1567

10—

Pl

198.9

201.6

Compound 11
201.6

—

202.1

202.6

I

/, 2027 2032 2

O AR RAEA RN D
197

198

T T

AR SRR RARE RAN

199

|
ﬁ
200.9 20157 \”, 1

e

202

~
.:_,._,.,__:;_:_,_;_,

200 01 203

T

]
206
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S$100

Generic Display Report

Analysis Info

Analysis Name
Method
Sample Name

DADATAFacility May 5\WB_46_000001.d
ESI_101506
VB-46

Acquisition Date  5/27/2008 1:14:23 PM

Administrator
apex-Qe

Operator
instrument

Comment Venkat B., MeOH:H20:AcOH
Intens. -
x108
4022647 A 14t
2.0
Compound 11
B \f’:&
oo
) (—N/
]
1.5+ ]i(— N L_HS
b
1.0+
0.5
317.1759
296.1313
b4
341.3048
246.1025
537.8782
| | ! 361.1463 l 473.2552 5
00_' el s, LJJ; !'1"'.'% il.l. ILI||4I|||||||.Il PRI X NN T ..Il'l'.blL —— . A— -
’ 250 300 350 400 450 500 550 800 miz
[---- +MS
Bruker Daltonics DataAnalysis 3.4 printed:  5/27/2008 1:17:37 PM Page 1 of 1

% FaAY v?lé?v"‘é‘.--\#
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Generic Display Report

Analysis Info Acquisition Date  5/27/2008 1:14:23 PM
Analysis Name  D:\DATA\Facility_May_5\VB_46_000001.d

Method ESI_101506 Operator Administrator

Sample Name  VB-46 Instrument apex-Qe

Comment Venkat B., MeOH:H20:AcOH

Intens.8. VB_46_000001.d: +MS
x10°1

402.2647 Compound 11

) T~
— -
1.5+ N ~—

Co A

Na |

10] /

2.0

1 403.2686
0.5-

404.A2722

L A
X‘?Océ- VB_46_000001.d: C25H 32N 5 ,402.27

402.2652
2.0

1.5

1.0+

] 403.2682
0.5

404.2712

0.0

T T T T T T T T T T T

402 | 403 | 404 405 406 | 407 mz

Bruker Daltonics DataAnalysis 3.4 printed:  5/27/2008 1:19:36 PM Page 1 of 1
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Generate Molecular Fermula

Min  Cyg |_Genewate |
M —_— (S ave Resuls...
C18n i Help }

Note: for m'¢ 2000 the elements C, H. N, and 0 are considered implicitly.

Measuedm/z 4022647 | Tolerance 27 |[mba v| Chaige
# Mol Formula miz| en{mDal lemippm]  en{ppm] mean en [ppm]
083 21 21 25 €
e e e 0

] Automatically locate moncisotopic peak — Maximum number of formulas

e
xwmwmwmmj

[ Check rings phus double bonds M [0 |
[ Apply ritrogen rule

[ Fiter H/C element ratio (

Estimate catbon number [ Generate immediately

{ Save for Reporting }

$102



o8

H O A NN AFO AN~ ~OMOOOHHOANDNNO OO NI 0O <™~
A O N O AOOVOOMEAN=O TNOOXIEOAMATSINDONWWHDW WO ® O
S Qdﬁj ™™ CRR N MO NN 0o Rvnu Rurb < o aufo co SR M NN — O oo N
m © @ © ® ® o ~ 7/H/.v/ o~~~ ~ < < < < o QJAJ oo 7_04 OLﬁé q¢ 9ha4 9_q4 OLAA 64 OQaL NN A
»
P/MNNUUMMWWJ\ r/MMMM/KﬂmMNMWMM“HW\L F/mNNWWMWWWW%M///MHHWWMWWWWWWWWWWWW%WWWVJ%WWMMNNWNWWWWMMHHW\L Current Data Parameters
NAME VB-GSA-01-118
k . - EXPNO 9
Nh-G3A- 1B PROCNO 1
OOBUOCSQ 12 F2 - Acquisition Parameters
\;IWA\\ L Date 20081106
— Time 15.16
rfIJx I VA INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg30
D 65536
SOLVENT CDC13
NS 16
DS 2
AN SWH 6172.839 Hz
FIDRES 0.094190 Hz
\ ~n AQ 5.3084660 sec
| RG 71.8
DW 81.000 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
======== CHANNEL fl ========
NUC1 1H
Pl 9.25 usec
PL1 0.00 dB
SFO1 300.1318534 MHz
F2 - Processing parameters
ST 32768
__: SF 300.1300000 MHz
WDW EM
0
0.30 Hz
0
1.00
. _
A

1.136
2.152
2.214
2.220
1.120_—
0.472
2.022
2.168
4.215
2.001
2.173
10.045
6.017
2.091
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S$104

T M NO O N0 MmOO I o

O NOMM>SOO ™~ TN M — ™M A MU OO O (eo]

OO~ 0 < < O ™M — O T ™M N MAN O

L e D ] N W) W <N O <t MO o <t

VOO OO OO . J R .

LT O MM ANNNNNNNO o~ o>~ S~ OO N Qo

L e B A A A e R s e B TG s O e B B o~ o~ [[oNTOIEOIRISIEO IS Y N
Current Data Parameters
NAME VB-GSA-01-118
EXPNO 20
PROCNO 1

F2 - Acquisition Parameters
Date 20081106
Time 17.09

A INSTRUM spect
PROBHD 5 mm QNP 1H/1

Compound 12 PULPROG 2gpg30
—
@ L \ D 65536

SOLVENT CDC13
r\ NS 1407
DS 4
N — SWH 17985.611 Hz
o FIDRES 0.274439 Hz
h“17- AQ 1.8219508 sec
RG 11585.2
DW 27.800 usec
./\Z x DE 6.00 usec
TE 300.0 K
NP D1 2.00000000 sec
\ : _ dll 0.03000000 sec
_ _ dlz 0.00002000 sec
émlﬂ\/ WP - //W K ======== CHANNEL fl ========
NUC1 13C
Pl 6.00 usec
PL1 2.00 dB
_ o SFO1 75.4752653 MHz
I ======== CHANNEL f2 ========
CPDPRG2 waltzl6
NUC2 1H
PCPD2 90.00 usec
PL2 0.00 dB
PL12 20.00 dB
’ PL13 20.00 dB
SFO2 300.1312005 MHz
__ _ _ F2 - Processing parameters
SI 32768
_ SF 75.4677190 MHz
| | WDW EM
_ SSB 0
_ LB 1.00 Hz
GB 0
PC 1.00

160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Data File D:\HPCHEM\1\DATA\MASS1\NOVO06 07.D Sample Name: VB-GSA-118

Injection Date 11/6/2008 11:25:42 AM 5105
Sample Name ] Vial 1
Acg. Operator Karen Inj 1

Inj Volume 0.1 ul

Method
Last changed

D:\HPCHEM\l\METHODS\SCOTT_C.M

11/6/2008 11:01:55 AM by Karen

(modified after loading)

Zorbax C18 SB column,3.5u, 4.6 x 150mm, mp=20/80/0.25, MeCN:HOH:HAcC (pH2.

8); scan 150-550; flow 0.5mL/min; vcap 2500; frag 100; col temp 45
MSDT TIC, MS File (MASST\NOV06_07.D)
800000
7oooooA§
600000<é
soooooAé
400000 |
300000 -
- i
E 4
200000 - - Lo
1 N
100000 7T e A e A i P e e e Ao I A e e et
:é_ éil 615 é 16 152 14 K min
Area Percent Report
Sorted By Retention Time Compound 12
Multiplier 1.0000 o) —
Dilution 1.0000 //
Signal 1: MSD1 TIC, MS File
N
Peak RetTime Sig Type Area Height Area Lﬂg
__#_1_ET%?1_ I R BRI RSN DI f___l Yy ()
1 5.358 1 MM 1.35733e7 7.55419e5 100.0000 v///y ~
/ ~—
Totals 1.35733e7 7.55419e5

Instrument 1 11/6/2008 11:53:39 AM Karen

**% End of Report **x*

Page 1 of 1
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Print of

Sample Na
Acg. Oper

Method

Last changed

all graphic windows

11/6/2008 11:25:42 AM
me : VB-GSA-118
ator : Karen

Inj Volume

D:\HPCHEM\l\METHODS\SCOTT_C.M
11/6/2008 11:01:55 AM by Karen
(modified after loading)

Injection Date

Zorbax C18 SB column,3.5u, 4.6 x 150mm, mp=20/80/0.25, MeCN:HOH:HAc (
pH2.8); scan 150-550; flow 0.5mL/min; vcap 2500;

Current Chromatogram(s)

frag 100;

col temp 45

MSD1 TiC, MS File (MASS1\NOVO06_07.D) API-ES, Pos, Scan, Frag: 100
] B A
@ I
: w of
) i $e)
800000 R
] PN Compound 12
. | 2 '
700000 &*
] | ~
600000 - | e
4 |
: |
500000 | ! [M l
: | N
400000 - | W
1 | /
300000 - |
] \
200000 \
100000 _: TR NP P A A e AN f et AP e e AL s g
L ! T T T ! T T T I T T T ‘ l \’ 1 T
2 4 6 8 10 12 14 min
MS Spectrum
“MSD1 SPC, time=5.349 of MASST\NOVOB_07.D0 API-ES, Pos, Scan, Frag: 100
o~
100 3
Max: 317824
80 -
60 |
40 | st
(o]
O
h 2
20 o
S p
o o
o o %R o o 8 k
O_NCO,NN_SNR%NQE SNgC\!Nﬁt\IQ(\!m?N © © N
QD — N W i 1 o~ o~ 3 a o T @ po LEENE
ogsgEsR (T TRTEEREE 8 8§ B DhE
} ‘ — ; :
200 300 400 500 miz
Instrument 1 11/6/2008 11:53:27 AM Karen

Page 1 of 1
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S$107

— o

Generic Display Report

Analysis Info Acquisition Date 12/19/2008 11:43:44 AM
Analysis Name DADATA\Facility_Dec-08\WB-GSA-115_000004.d
Method ESI_101506 Operator
Sample Name VB-GSA-118 Instrument apex-Qe
Comment Venkat B., MeOH:ACN 1:1
Intens.
107 222.9609
o N
Compound 12 l
— - =
)
ml
) x
N
! A e P_\m. @
Lo
| 288.2897 @
N B GsA -
) 388.2498 I
194.9661 1
459,3231
A 145.8161
622.0201
o_:_. _L:_L______ ._i,___:_.._=.._T.=r___.h e 'vﬂ‘ e et .
200 300 400 500 800 700 mfz
[— +Ms _
Bruker Compass DataAnalysis 4.0 printed: 12/19/2008 12:53:03 PM Page 1 of 1

.
[}
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Generic Display Report

Analysis Info
Analysis Name

DADATAVFacility_Dec-08\VB-GSA-118-QCID_000001.d

Acquisition Date

12/19/2008 11:20:30 AM

Method ESI_101506 Operator
Sample Name VB-GS5A-118 Instrument apex-Qe
Comment Venkat B., MeOH:ACN 1:1
Intens. ;
x108 4543
. 414.3
1.2 Compound 12
1.0+
328.2
0.8
0.6
302.2
] 233.1
2721
0.4- 314.2
369.2
2191
L 2461
259.1
0.24 386.2
340.2
] 153.6 _
ﬂ. _ _ 170.2 186.2 285.1 _ _ 400.2 L?
0.0 i .._ . L) r L. _ — — Al s - _... .—.__ : 11980 - " __ y . T
180 200 250 300 350 400 450 mz
[ +MS2(459.3) !
Bruker Compass DataAnalysis 4.0 printed: 12/19/2008 12:55:40 PM Page 1 of 1
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S$109

Generic Display Report

Analysis Info Acquisition Date 12/19/2008 11:43:44 AM
Analysis Name DADATA\FacilityDec-08\WB-GSA-118_000004.d
Method ESI_101508 Operator
Sample Name VB-GSA-118 Instrument apex-Qe
Comment Venkat B., MeOM:ACN 1:1
Intens.
<107 222.9609
& Compound 12
ml
L.|
236.9766
b W
i 288.2897
2 310.9352
164.9661
208.9817
1 145.8161 . 250.9559 338.9301
178.9711 ‘ — 274.1914 )
0 — 1 _.b —— e _ N PR _H : _._r ponpedb] :_ L __ Loebu, _: _.___ Ll :_ . _ ____;._T____,_,r L .J .__r : _ _:_ awlll
125 150 175 200 225 250 275 300 325
[— +Ms
Bruker Compass DataAnalysis 4.0 printed: 12/19/2008 12:53:15 PM Page 1 of 1
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S$110

Generic Display Report

Analysis info
Analysis Name

DADATAacility_Dec-08\WB-GSA-118_000004.d

Acquisition Date

12/19/2008 11:43:44 AM

Methed ESI_101506 Operator
Sample Name VB-GSA-118 instrument apex-Qe
Comment Venkat B., MeOH:ACN 1:1
Intens. -
107 388.2498
2.0
] Compound 12
1.5
459.3231
1.0
| 622.0291
0.5
] 368.2378
429.2792
1 486.8830 536.5623 577.4430
0.0
350 400 450 500 550 600 miz
[—+M3 _
Bruker Compass DataAnalysis 4.0 printed: 12/19/2008 12:53:31 PM Page 1 of 1



gokhale
Compound 12


S111

Generic Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

D:\DATA\Facility_Dec-08\VB-GSA-118_000004.d

ESI_101506
VB-GSA-118
Venkat B., MeOH:ACN 1:1

Acquisition Date 12/19/2008 11:43:44 AM
Operator
Instrument apex-Qe

Intens.
x107]

1.25

1.007

459.3231

460.3265

VB-GSA-118_000004.d: +MS

Compound 12

\ ~

461.1909

. O 1 S e

460.3263

VB-GSA-178.000004.d. C 28 H 39 N6 459,32

461.3298
A

460.0

T T T T T T T

461.0 " 4615 462.5 miz

Bruker Compass DataAnalysis 4.0

printed:

12/19/2008 12:52:41 PM Page 1 of 1
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SmartFormula Manuoally

Mn  Cpy

P Generate

J

Max

[ C22n

J

Note: for m < 2000 the elements C, H, N, and O aré considered implicitly.

Measured mfz

# Mol Formula
1 L URHGBHA 458 3051 :
2 C27H43N204 459.3217 -1.40 3.1 -3.1

-3.1

[T} automatically locate monoisotopic peak  Maximum number of formulas

{¥] Check rings plus double bonds

Maximum MS

[Z]Filter HIC element ratio  Minimum H/C | g

[+ Estimate carbon number {¥] Generate immediately

Show Pattern

Compound 12

NN


gokhale
Compound 12


S113

8.517
8.510
8.316
8.291
8.235
8.206
7.965
7.958
7.935
7.928
7.901
7.894
7.886
7.879
7.861
7.669
7.662
7.645
7.637
7.629
7.608
7.605
7.582
7.578
7.296
7.292
7.270
7.247
7.243
3.560
3.220
2.830
2.789
2.765
2.710
2.693
2.509
2.504
2.498
2.440
0.009
-0.002
-0.013

/Aa%%\

Compound 13

\

o

k-8R -1’87 (0

s

Current Data Parameters

NAME VB-GSA-197
EXPNO 2
PROCNO 1

F2 - Acquisition Parameters
Date_ 20090812

Time 15.28
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg30

TD 65536
SOLVENT DMSQO = -
NS 64

DS 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 362

DW 81.000 usec
DE 6.00 usec
TE 300.0 K

D1 1.00000000 sec
======== CHANNEL fl ========
NUC1 1H

Pl 9.25 usec
PL1 0.00 dB
SFO1 300.1318534 MHz
F2 - Processing parameters
SI 32768

SF 300.1300000 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00

4.531
8.087
6.000
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S114

COoOVNM~NOIFOOMM—HOMOONONN OO
T~OMANSNNODSCNNDONDAMNNOIFIMNON NNONOOOUMMWOWES O N
TAMNAAONE IO ANONONATM AN~ O WO ON IO o~
e« &« e & o & & e e e e s s e e s e s s e N <TO AT~ NNO M 0L e}
I aN SR8 IIIINITIRESS BT O OSSO oo b
MMHMBBllllllllllllllll DWOOWO T T TO O o Current Data Parameters
NAME VB-GSA-197
EXPNO 10
: PROCNO 1
F2 - Acquisition Parameters
Date__ 20090813
Time 8.57
INSTRUM spect
Compound 13 PROBHD 5 mm QNP 1H/1
PULPROG zgpg30
TD 65536
SOLVENT DMSO
NS 15000
DS 4
SWH 17985.611 Hz
N Q FIDRES 0.274439 Hz
_ — AQ 1.8219508 sec
RG 1448.2
DW 27.800 usec
DE 6.00 usec
~ TE 300.0 K
7 N D1 2.00000000 sec
dil 0.03000000 sec
CW\N)W} l/ﬁ.ﬁ. | di2 0.00002000 sec
======== CHANNEL fl ========
NUC1 13C
[ Pl 6.00 usec
PL1 2.00 dB
SFO1 75.4752653 MHz
! ======== CHANNEL {2 ========
_ | CPDPRG2 waltzl6
- NUC2 1H
_ T PCPD2 90.00 usec
L1 - PL2 0.00 dB
| I P PL12 20.00 dB
- _ PL13 20.00 dB
e SFO2 300.1312005 MHz
F2 - Processing parameters
SI 32768
SF 75.4677190 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
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Data File C:\HPCHEM\1\DATA\HURLEY\AUG13_21.D

Sample Name: VB-GSA-197

Injection Date
Sample Name
Acg. Operator
Acg. Instrument
Method

Last changed

8/13/2009 6:21:56 PM

VB-GSA-197 Location
Karen Inj
Instrument 1 Inj Volume
C:\HPCHEM\I\METHODS\LC_MS.M

8/13/2009 6:37:01 PM by Karen

(modified after loading)

vial 5
1
0.1 ul

S115

Zorbax SB ODS,60:40:0.25; MeOH/water/formicA, POS, 300-550; frag 50; 30C, cap volt 3000, gas

temp 350

Ly

450000

400000

350000

300000

250000

200000

150000 -

100000

MSD1 TIC, MS File (HURLEY\AUG13_21.D)

o
<
«
)

API-ES, Pos, Scan, Frag: 50, "positive scan"

Compound 13

14 min|

Sorted By
Multiplier
Dilution

: 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: MSD1 TIC, MS File

Peak RetTime Type

# [min]

wWidth Area Height Area

[min] %

0.3207 8.93619e6 3.68294e5 100.0000
8.93619e6 3.68294e5

*x%x End of Report ***

Instrument 1 8/13/2009 6:38:21 PM Karen

Page 1 of 1
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Print of all graphic windows

Injection Date : 8/13/2009 6:21:56 PM

Sample Name : VB-GSA-197 Location : Vial 5
Acqg. Operator : Karen Inj : 1
Acqg. Instrument : Instrument 1 Inj Volume : 0.1 pul
Method : C:\HPCHEM\1\METHODS\LC_MS.M

Last changed : 8/13/2009 6:37:01 PM by Karen

(modified after loading)
Zorbax SB ODS,60:40:0.25; MeOH/water/formicA, POS, 300-550; frag 50; 30C,
temp 350

Current Chromatogram(s)

S116

cap volt 3000, gas

MSD1 TIC, MS File (HURLEY\AUG13_21.D) API-ES, Pos, Scan, Frag: 50, "positive scan"

Ll

o
<
«
0

450000 -

Compound 13

400000

350000

300000

250000

200000

150000 -

100000 |

14  min

Apex Mass Spectrum of Peak 5.342 of AUG13_21.D

*MSD1 SPC, time=5.345 of HURLEY\AUG13_21.D API-ES, Pos, Scan, Frag: 50, "positive scan”

o~
©
100 ©
| N Max: 276288
80
60
40 N
[ee)
4 <t
20
_ ® o
o z
4 < <
0+ I
—— . —
300 350 400 450 500 550m/Z

Instrument 1 8/13/2009 6:38:33 PM Karen

Page 1 of 1
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S11

E:WISLab_LCOWB_GSA_197 08/17/2009 03:36:05 PM

V. Boddupally, MeOH:ACN 1:1

VB_GSA_197

VB_GSA_197 #31-35 RT: 1.03-1.15 AV: 5 NL: 1.72E7
T: + p Full ms [ 130.00-2000.00]

100

4863
W+

85+

807

85—
80
75-
ﬂom
65
60

55

pebepe b g

50

45

Relative Abundance

40
35
487.2
30

25

Ll e tervr brer Prrrs fae

243.6

 488.2

501.0
T 6321  752.0 g37.7 mﬁo 972.3
eme bt gl !

bt [T oot i

370.3

‘_‘:mm 1217.8

Compound 13

JR-GSA 15>
™= 4%S

1527.1

4

1374.4 k_mnm 1 1799.7 19585.7

1.3
: 330.5
0 A_a;,__ﬁ,r, 1| L X B
\_.oo

(MELRN AR RRRREN _______.:,:____ _..,,,;:,_______

600 800 1000

m/z

1200

..7.::A

,,:.v.,..__ T

- bl
T

1400

,,,,;,._‘______.__

._moo

m...;:,j::___,;

1800 2000
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E:AMSLab_LCQWB_GSA_187
V. Boddupally, MeOH:ACN 1:1

08/17/2008 03:36:05 PM

VB_GSA_197

VB_GSA_197 #31-35 RT: 1.03-1.15 AV: 5 NL: 1.72E7

T: + p Full ms [ 130.00-2000.00]
100

95

80—

bl b b o

Relative Abundance

154.8 174.9 2071

L A

243.6

= 1

221.3

—
=

244.1

Compound 13

372.4
3703 w

rwwl .

486.3

415.3 441.2

412.3 |

,ﬁw@w 4423 4754

346. m 373.5
51244, A 3305 m

487.2

=

488.2

5010 5339
rf “F IL_’_-_ ._mh:.w.q

T _:__,_I_

,_mo 200

syt

TT e e

wo

,.__,__., T ,._u,_i__j_w,._.

300
B\N

_i_ ,._Z__:__i__, __,

S EAARN AR A M ﬁ_:_

oo 450

TPt SRRRNRERAEE

mmo
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E:\MSLab_LCQWB_GSA_197
V. Boddupally, MeOH:ACN 1:1

08/17/2009 03:36:05 PM

VB_GSA_197

VB _GSA_197 #25-29 RT. 0.82:0.96 AV: 5 NL: 9.06E6
T: ¥ p Full ms2 486.30@30.00 [ 130.00-2000.00]

100

1i1s

© ©
o o
AEEE TN EEEE

o]
[32]

Relative Abundance

11410
1, 245.2

Compound 13

370,

—a

346.5
347.3

T

mw._ h

|,

372.3

5

373.3

441

412.3
411.9_

4131

A

4421

486.3

4433 4871

B57.5

150 200 250

AR AN R SR T T T T T T T TR [T

300 mmo

m/z

AR ARRRRRAS

400

o125

_;_I._:_.T_i

450 500 -

AR AR EARRN R

AR SAARN ARRE RANAN RERRN N

550
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Generic Display Report

Analysis Info
Analysis Name

D:\DATA\Facility_August_09\VB_GSA_197_000001.d

Acquisition Date  8/21/2009 5:04:25 PM

Method ESI_101506 Operator
Sample Name  VB_GSA_197 Instrument apex-Qe
Comment VB_GSA_197
ACN:H20 1:1 0.1% FA
Intenss.- VB_GSA_197_000001.d: +MS
x109] 486.24651
Compound 13
3_
2-
N
487.24830 7
11 -
VR -GSA A\
488.25017
o b
x1 o%‘ VB_GSA_197_000001.d: C29H30F 2N 5 ,486.25
4+ 486.24638
34
2‘
487.24966
1 .
488.25306
0 T T T T T T T T T T T T T T T T T T T T T T T T
485.5 486.0 486.5 487.0 487.5 488.0 4885 m/z
Bruker Compass DataAnalysis 4.0 printed:  8/21/2009 5:11:18 PM Page 1 of 1
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Min Omm _um r Generate ~
Max _..m
(C22-n,F2-3 [ hHep

Note: Far m < 2000 the elements C, H, M, and O are considered implicitly,
Measured mfz AmmNAmmﬂ%g;M Tolerance

# \Eo_. Formula ‘ : mfz err[mDa]  |err| [ppm] . etr [ppm] . mean err [ppm] : mSigma | SigmaRank! rdb| Nrule e

1 C24H33F3N304 484.24177 1.17 2.4 2.4 5.3 791.4 7 85 ok even

2 (C25H35F3NOS 486.24618 -0.32 0.7 -0.7 0.3 21.0 4 7.5 ok even

3 C26H31F3N50 486.24752 1.01 2.1 2.1 3.0 6.4 2 125 ok even

4 CZ7H32F2ZN303 484.24062 0.19 0.4 0.4 3.4 703.2 6 12,5 ok even

5 C28H34F2ZNO4 486.24504 -1.47 3.0 v -3.0 Z.1 ) 1 115

E CPOHMIFENG 4Be 2468 . . . 3 185

7 C33H32F3 485.24506 z 5

M

Compound 13

[+] Automatically locate monoisotopic peak  Maximum number of Formulas

[#] Check rings plus double bonds Minirunm ﬂ-mwf,w%zw Maximurm

| S——

Electron configuration

romm——— i

‘o Maximum HfC

H
i
H i

[+] Estimate carbon number [+] Generate immediately

Filter H{C element ratio  Minimum HfC

[ I— —

I

.. Show ﬂm#m:._
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10.897

S§$122

8.521
8.517
8.312
8.286
8.218
8.189
7.941
7.936
7.912
7.907
7.739
7.712
7.649
7.623
7.594
7.414
7.387
7.286
7.261
7.239
3.612
3.598
3.583
3.537
3.346
2.834
2.811

A
e8]
7,
né

e\

Compound 14

7'~

NR-GSA-198 (oM

A

2. 597
2.580
2.569
2.543
2.529
2.504
2.455
2.244

-0.000

Current Data Parameters

NAME VB-GSA-198
EXPNO 1
PROCNO 1

F2 - Acquisition Parameters
Date_ 20090818

Time 17.00
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg30

TD 65536
SOLVENT DMSO~"
NS ez

DS 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 322.5

DW 81.000 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
======== CHANNEL fl1 ========
NUC1 1H

P1 9.25 usec
PL1 0.00 dB
SFO1 300.1318534 MHz
F2 - Processing parameters
SI 32768

SF 300.1300000 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00

.........

4.488
4.425
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S$123

O ANMOWH<TOONMOO N0
DO~ OMWOUNOWWOWESNOWOWM OONWOWMODWMEWWO MO~ M
OUOAOOOMOINOANM—HD—A N ~NOOMNME~WOWD A~ MO o0ON S O~ ~
[ R O W< WOOW—HWONNO WO — © L DO Xo)
O OOVWWOWOoOONSWOWTN—H—ON « s s s e & & s s e e s e e e e o))
SO ONONONNNNNNNN A ~NOM~NLVULT A O HOOOOOON .
AA A A A A~ A~ A A CUOUUOWOWOWWOFTFITFTIFOONOM o
Current Data Parameters
NAME VB-GSA-198
EXPNO 2
PROCNO 1
F2 - Acquisition Parameters
Date_ 20090819
Time 9.02
Compound 14 INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zgpg30
TD 65536
SOLVENT epets Ugmc
NS 14821
DS 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 912.3
DW 27.800 usec
DE 6.00 usec
TE 300.0 K
D1 2.00000000 sec
dll 0.03000000 sec
dl2 0.00002000 sec
======== CHANNEL fl ==s======
NUC1 13C
Pl 6.00 usec
PL1 2.00 dB
SFO1 75.4752653 MHz
======== CHANNEL f2 ========
CPDPRG2 waltz1l6
NUC2 1H
PCPD2 90.00 usec
PL2 0.00 dB
PL12 20.00 dB
PL13 20.00 dB
SF02 300.1312005 MHz
_ |
[ e proT [ [ [T | NN [ [ preer [ [ [T [T [reerere [ (B
150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 ppm
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Data File C:\HPCHEM\1\DATA\HURLEY\AUG18_10.D Sample Name: VB-GSA-198

Injection Date : 8/18/2009 5:14:55 PM
Sample Name : VB-GSA-198 Location : Vial 2
Acg. Operator : Karen Inj : 1
Acqg. Instrument : Instrument 1 Inj Volume : 0.2 ul
Method : C:\HPCHEM\l\METHODS\LC_MS.M
Last changed : 8/18/2009 5:13:56 PM by Karen
Zorbax SB ODS,20:80:0.25; MeCN/water/formicA, POS, 350-650; frag 70; 30C, cap volt 3000, gas
temp 350

MSD1 TIC, MS File (HURLEY\AUG18_10.D) API-ES, Pos, Scan, Frag: 70, "positive scan"

4 E) QQ)

4 m XQ

160000 | 0 &

Compound 14

140000 -

120000 -

100000

80000

60000

40000 -

20000 -

— S e L e L
2 4 6 8 10 12 14 min
Area Percent Report

Sorted By : Signal
Multiplier : 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: MSD1l TIC, MS File

Peak RetTime Type Width Area Height Area L
# [min] [min] % g

1 5.501 MM 0.1576 6.28952e4 6652.23193 1.8280
2 5.854 MM 0.3792 3.37768e6 1.48440e5 98.1720

Totals : 3.44057e6 1.55092e5

**%* End of Report ***

Instrument 1 8/18/2009 5:34:15 PM Karen Page 1 of 1
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Print of all graphic windows

Injection Date : 8/18/2009 5:14:55 PM

Sample Name : VB-GSA-198 Location
Acg. Operator : Karen Inj
Acqg. Instrument : Instrument 1 Inj Volume
Method : C: \HPCHEM\l\METHODS\LC__MS .M

Last changed : 8/18/2009 5:13:56 PM by Karen

S§125

Zorbax SB ODS,20:80:0.25; MeCN/water/formicA, POS, 350-650; frag 70; 30C, cap volt 3000,

gas temp 350

Current Chromatogram(s)

5.854

160000 -
1 %

] \

140000 -

120000 -

100000 -

80000 -

60000

40000

20000

e b e

Compound 14

MSD1 TIC, MS File (HURLEY\AUG18_10.D) API-ES, Pos, Scan, Frag: 70, "positive scan”

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

2 4 6 8 10 12 14 min
Apex Mass Spectrum of Peak 5.854 of AUG18_10.D
*MSD1 SPC, time=5.852 of HURLEY\AUG18_10.D API-ES, Pos, Scan, Frag: 70, "positive scan”
™
100 §
i Max: 101816
| ?ﬁ
80 ?R
60
i (32
i <t
(o]
Te|
40
20
1 o
[Ty
N «
Ty
0 — | 1
i T T T i I T T i " T T
350 400 450 500 550 m/z

Instrument 1 8/18/2009 5:36:17 PM Karen

Page 1 of 1
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E\MSLab_LCQWB_GSA_198 08/17/2009 03:46:31 PM VB_GSA_198
V. Boddupally, MeOH:ACN 1:1

VB_GSA_198 #16-19 RT: 0.52-0.62 AV: 4 NL: 1.28E7
T: + p Full ms [ 155.00-2000.00]

100~ 563.4

- ?:+ Compound 14
85—
00
mmm
80°]

75-]

70

Relative Abundance
()]
T

1111

3 | 564.4
- gt

. 4923
10—

405.5 565.3
246.8 3.3 | 564

(5.

[EEERE AN

577.2
,:;F__?r_ i ; |27 7003 8062 8889 9954 11250 11986 1327.0 14382 15310 1709.3 1757.7 18467 19916

PO i o |l e gl __:__4_._5._}_____i._._;,_;_;_}_,_,JW{:_i:;,,_,_;__:_:___,_.;;;t:,_ PP P e ety

200 N50 600 800 1000 1200 1400 1600 1800 2000
m/z

o
¥
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E\MSLab_LCQWB_GSA_198
V. Boddupally, MeOH:ACN 1:1

08/17/2009 03:46:31 PM

VB_GSA_198

VB_GSA_198 #16-19 RT: 0.52-062 AV: 4 NL: 1.28E7

N T: + p Full ms [ 155.00-2000.00]
100

Relative Abundance
L%
o

E 1868.4

200

245.8

250

282.3

2827

e

Compound 14

423.3

449.3

492.3

486.4 4933

4641 | }4954

518.3

L

-r.

?ma.h

563.4

564.4

ha

565.3

A3

5772 5915

Lo o 6282 6630

L oty
500

|
550 800 650
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E:\MSLab_LCQWB_GSA_198
. V. Boddupally, MeOH:ACN 1:1

08/17/2009 03:46:31 PM

VB_GSA_198

VB_GSA_108 #9-13 RT: 0.29-042 AV: 5 NL: 4.07E6
@ T: + p Full ms2 563.30@30.00 [ 155.00-2000.00]
(7]

1 oom

95—

90

vl

preda g dre

Relative Abundance
(9]
[ae]

o
prrnlryns

321.0

Compound 14

4234

449.3

4243

e T

3592 403.7 k
|

518.3

519.3

M

563.3

564.3

Ma—b

T T

42210 1 |
| R | T . N j | V |
1 1

] | I A R
350 400
m/z
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Generic Display Report

Analysis Info Acquisition Date  8/21/2009 5:13:46 PM
Analysis Name  D:\DATA\Facility_August_09\VB_GSA_198_000001.d
Method ESI_101506 Operator
Sample Name  VB_GSA_198 Instrument apex-Qe
Comment VB_GSA_198
ACN:H20 1:10.1% FA
Intens. VB_GSA_198_000001.d: +MS
x107 563.34918
Compound 14
6_
4_
564.34936
2_
561.77275 565.35545
AN A il .
x1 09' VB_GSA_198_000001.d: C 35 H43 N6 O ,563.35
6“
563.34929
4_
564.35256
2_
565.35596
0I'"'l""l"'rl""l'"'I'l"l""l""ll"'l""!
560 561 562 563 564 565 566 567 568 569 m/z

Bruker Compass DataAnalysis 4.0 printed:  8/21/2009 5:19:22 PM Page 1 of 1
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SmartFormula Manual ,a_

Min Cos _w Generate m

Max

'€ 25n DL rep
Note: For m < 2000 the elements C, H, N, and O are considered implicitly.

Measured mjz

# Mol Formula “ mfz err[mDal |err| [ppm] err[ppm] mean err [ppm] - mSigma = SigmaRank rdb Nrule e
1 C25H48N509 562.34465 -1.50 2.7 -2.7 -0.8 626.3 5 45 ok even
2 C26H44N905 562.34599 -0.44 0.8 -0.8 1.7 714.6 7 95 ok even
3 C27H40N 130 562.34733 0.66 1.2 1.2 4.0 612.9 4 14,5 ok even
4 C(C32H4908 561.34219 -0.71 1.3 -1.3 1.4 714.1 6 85 ok, even
5 (C33H45N404 561.34353 0.43 0.8 0.8 3.8 717.1 8§ 135 ok even
6 C34H41NS 561,344587 1.52 2.7 2.7 6.1 720.2 9 185 ok even
7 C34H47N205 563,34795 -1.23 2.2 -2.2 -0.7 16.8 1 125 ok even
8 L ABHYRNB D Shd 04800 . . v . e .

9 C36H42ZNS50 560.33839 -1.64 2.9 -2.9 -0.6 730.5 10 18.5 ok even
10 C42H44 N 562.34663 0.98 1.7 1.7 3.4 577.5 3 215 ok even

Compound 14 D’ UQ

[#] Check rings plus double bonds Minimurm m -0.5

[@]Filter HIC element ratio  Minimurn H/C \. 0 Maximum HfC wme

S |

[+] Estimate carbon number [#] Generate immediately

., Shaw Pattern
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.
- :
1.070 = (%——ﬁ O
— ] 3
] ©
] 2
: a
. o 8.737
e ol 8.720
, 8.687
S 8.332
, 8.307
© ~ . 8.292
. 8.262
3.197 /2,\’!\1 \ /8.074
2.281 \_J /8.071
1.178 — o \ <8.045
2.291 8.041
2'350‘: Z X7.875
- ~ \7.858
1.129 — SJ5 é\:Z 7.699
<] N 7.673
}7 S 7.648
7.625
- % ;L@ 7.308
Sb\q) 7.285
a7 o4 7.260
1 S—”
(ﬂ.__
~ \\\
4.428 ] —3.610
] 3.187
2.286 ] C /2 866
= B C/ i )
6.266 7 _ i B /—224212
R - NI N
L z s 2.505
> R Cwmz o
. \ %XEC
& 8254
¥e) =5
E i . t
- 2
j\3)
< o
W o
oo
n 3
L 2
E — el g ———0.001
'O o oR
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091

0vT 0ST

0cT

09 oL 08 06 00T OTT 0cCT

0S

§132

151.289
148.860
148.144
145.937
145.024
137.379
133.473
132.164
131.012
—~ 130.638
127.475
125.605
124.112
122.554
122.278
122.092
122.040
120.442
113.039

DAY

GT punodwo)

A

54.535
54.225
£~ — 53.520

__——51.526
44.0098

41.224
40.946

N

(0574

40.668

(043

0c

0T

wdd

40.390
40.111
39.833

AN

I OumEZQ
N BXEE 39.555
[ NZHER
Z0 0
g o =]
Q o
'3 S
o o
/) (’:‘f (]
b .
2 o =
o o8
72 T
) 0
c . 53
'K 1ot
I e B
-1 o oK
GE\"(—Dr HFNa®R
0 0.967
(]
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Reported by User:

Empover

Jatinder J. (Jatinder)

s

Dual Channel Summary

Project Name: BIO5_HPLC1

SAMPLE INFORMATION

Sample Name:

vb-187 prep

Sample Type: Unknown
Vial: 57

Injection #: 1

Injection Volume: 10.00 ul
Run Time: 45.0 Minutes

Sample Set Name Prime_Run

Acquired By: Jatinder

Date Acquired: 9/28/2009 4:07:06 PM

Acqg. Method Set:  10_90B_in

Date Processed: 9/29/2009 8:48:11 AM, 9/29/2009
Processing Method Peptide_general

Channel Name: 2487Channel 1, 2487Channel 2
Proc. Chnl. Descr.: 220nm, 280nm

0.60 .
1 e
| o
0.40—_
) i
< 0.20
0.00- «’V\ = /¢
|
0.60 2
b
0.40-
5 i
<
0.20
0.00 1 L |
T T U L A P A A L A AL
0.00 5.00 10.00 15.00 20.00 25.00 30.00 35.00 40.00 45.00
Minutes
Sample Name: vb-187 prep; Proc. Chan. Descr. 220nm
Sample Name: vb-187 prep; Proc. Chan. Descr. 280nm
Channel 220 nm NOTES:
Channel: 2487Channel 1 ,, Compound 15
Area o /
RT (uV*sec) % Area Channel Py
\ A
1|9.169 | 4.35e+006 | 100.00 | 2487Channel 1
vy
Channel 280 nm ~
Channel: 2487Channel 2 g ‘ j
Area |, /
RT (uV*sec) % Area Channel r\
1/9.169 | 5.01e+006 | 100.00 | 2487Channel 2 ~
/N
V-G GR 187
Printed 8:48:43 AM  9/29/2009 Page: 1 of 1

Report Method: Dual Channel Summary
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E:\MSLab_LCQWB-187
Venkat Boddupally, MeOH:H20 1.1

11/12/2009 04:12:02 PM VB-187

N

VB-187 #2627 RT: 0.93-0.96 AV: 2 NL: 6.64E5
T: + p Full ms [ 100.00-2000.00]
100 226.1

95=
90
85
807

757 380.5
3 4513

Relative Abundance
o
o

] 2037 452.4 \ ”..%o.{

T

Compound 15

846.5

703.0

800

@mﬁm,@.m.ﬂ 1061.1

1600

160.1 17029

1736.9 18423

1800

1997.5

2000
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E:\MSLab_LCQ\VB-187 11/12/2009 04:12:02 PM VB-187
Venkat Boddupally, MeOH:H20 1:1

VB-187 #26-27 RT: 0.93-0.96 AV: 2 NL: 6.64E5
o T: + p Full ms [ 100.00-2000.00]

100~ 2261 Compound 15

S13

75 , 380.5
E 451.3

Relative Abundance
4]
[ ]

452.4

406.4
544 1

453.3

| 362.5 _ 407.7 438.8

il

400 450 500 550

4812 5064 519.3
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E:\MSLab_LCQ\WB-187
Venkat Boddupally, MeOH:H20 1:1

11/12/2009 04:12:02 PM

VVB-187

VB-187 #2324 RT: 0.82-0.86 AV: 2 NL: 4.26E5
© T: + p Full ms2 380.00@30.00 [ 120.00-2000.00]

1005

S13

95

Relative Abundance
(4
T

Compound 15

g 144.9 177.1 199.0 219.5 243.6
T g H

337.3

%wwm m mmi 3
,

380.3

381.3

Nwm o

f T
140 160 180

200 220 240 260

mfz

mbo

wmo
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E\MSLab_LCQWB-187 11/12/2009 04:12:02 PM VB-187
Venkat Boddupally, MeOH:H20 1:1

VB-187 #3-10 RT: 0.29-0.33 AV: 2 NL: 4.64E5
~ T: + p Full ms2 451.00@25.00 [ 120.00-2000.00]
& 451.2
@ 100

] Compound 15

95+

90

el

85

807

o S N
O o o

j5)]
o

i [@2]
[ o
b e b s bl il

Relative Abundance
(9]
o

S
o

W
o
IR

[
T

406.2

]
[3)]

[
(=]

-
(4, ]

-
o

R EERE RN

407.2

LS.

43

337.3

140.8 181.3 2104 226.1 296.7 m\_,“b.A mmm...m;_, 349.3 wmm.m wﬂ.\.w 403.6 | #m“_.m\_.. 4504 |
H T T I ) T T H T T T H T I H | T I T I I I T I I I I T T T T T

PoT T H 177 [ [
140 160 180 200 220 240 260

o

T - ¥ , T T
280 300 320 340 360 380 400 420 440
mfz
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Generic Display Report

Analysis Info

Analysis Name D:\DATA\Facility_Nov_09\vB-187_000002.d
Method ESI_101506

Sample Name VB-187

Comment Venkat B., ACN:H20 1:1:0.1%FA

Acquisition Date 11/13/2009 10:48:56 AM

Operator
Instrument apex-Qe

Intens .
x1064 451.2602

1.5+

0.51 452.2639

] 4524635

YoM a

Compound 15

VB-187_000002.d: +MS|

D
™\
A

4533434 X

|

453.0067
IS

451.2605

452.2637

VB-187_000002.d: C 28 H31 N 6 ,451.26

453.2672

oot —— L —
451.0 452.0

T T T T

453.0

Bruker Compass DataAnalysis 4.0 printed:

11/13/2009 10:54:34 AM Page 1 of 1
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SmartFormula Manually

Min  Cyg L.Generate
Max
C16n | e ]

Mote: for m < 2000 the elements C, H, N, and O are considered implicitly.

Measured m/fz Tm» 2602

B e

Tolerance 2 ‘mDa %

5

|
T—

Charge

# Mol. Formula

mjz | err[mDa] lerr| [ppm]  err [ppm] |

amm_._\m: [ppm]

_,_._,mﬁ_._._m | Sigma Rank

rdb! Nrule e

C27H35N204 451.2591 -1.03 2.3 -2.3

¢ L ARHBLNG 451 2805 0.

{ -2.5

/ 40.3
5

a2E

1 115 ok even

. ok even

[] Automatically locate monoisotopic peak  Maximum number of Formulas

e ———————

1 500

Minirmurn ;ummigEJ

[¥] Check rings plus double bonds B

Maximum me w

Electron configuration
Minirum HfC Wz_,.ﬂ :

ES— i

[¥]Filter H{C element ratic

Maximum HfC

[¥] Estimate carbon number [#] Generate immediately

[ show wmﬁmﬁ

|
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10.977
8.387
8.362

S\

Compound 16

Q e

8.274
8.245
7.821
7.794
7.671
7.644
7.625
7.597
7.568
7.534
7.512
7.314
7.290
3.646
3.334
2.962
2.940
2.914
2.687
2.507
0.002

W/

.107
4.359

1

-

Current Data Parameters

NAME VB-GSA-0218
EXPNO 4
PROCNO 1

F2 - Acquisition Parameters
Date_ 20091222
Time 15.56
INSTRUM spect
PROBHD 5 mm QNP 1H/1
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 128

DS 2

SWH 6172.839 Hz
FIDRES 0.094190 Hz
AQ 5.3084660 sec
RG 512

DW 81.000 usec
DE 6.00 usec
TE 300.0 K
D1 1.00000000 sec
NUC1 1H

Pl 8.50 usec
PL1 0.00 dB
SFO1 300.1318534 MHz
F2 - Processing parameters
SI 32768

SF 300.1300000 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
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S141

mouwmoaNNMnmMMmMmMmIM>WVUAOH
NFONDDTAHFOMM™MINNO ® ¢ N O NSO A
ntNoOotNONHOANNAHO MDD W O VHWWOWN LI~ 0
e e s s s e & s e e e e s e e e O OO HANOW AL O O
A NHdHOOOoOLVLWLININWUMANNOWN . I L o))
TOMOMOMANNNNNNNN N O ¥$HOOOOOMO M .
A A A A A A A A A A-AAAAA e} o] [ToIRES RS RN RS LIRS N 0 B 0 B o] (@]
Current Data Parameters
NAME VB-GSA-0218
EXPNO 5
PROCNO 1
F2 - Acquisition Parameters
Date 20091223
Compound 16 Time 9.16
INSTRUM spect
N~ — PROBHD 5 mm QNP 1H/1
a L~ PULPROG zgpg30
_ | ~ TD 65536
SOLVENT CDC13
H NS 16000
DS 4
SWH 17985.611 Hz
FIDRES 0.274439 Hz
AQ 1.8219508 sec
RG 2048
DW 27.800 usec
DE 6.00 usec
N TE 300.0 K
D1 2.00000000 sec
ﬁ”!ﬁhuu dil 0.03000000 sec
diz 0.00002000 sec
- lOu\_w ======== CHANNEL fl ========
(%9@) NUC1 13C
| Pl 6.00 usec
_ PL1 2.00 4B
SFO1 75.4752653 MHz
z======== CHANNEL f2 ========
CPDPRG2 waltzlé
NUC2 1H
PCPD2 80.00 usec
PL2 0.00 dB
PL12 19.47 dB
PL13 19.00 dB
SFO2 300.1312005 MHz
_ F2 - Processing parameters
SI 32768
SF 75.4677190 MHz
_ WDW EM
| ssB 0
LB 1.00 Hz
GB 0
‘ PC 1.00
N AN [T [ror [T prererTe froerere [T [T e proereTe [T prerTTerT [T frorrTeTe [T I
150 140 130 120 110 100 90 70 60 50 40 30 20 10 rpm
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Data File C:\HPCHEM\1\DATA\HURLEY\DEC21_11.D

run w/ acid

Sample Name: VB0218

S$142

Injection Date
Sample Name
Acqg. Operator
Acqg. Instrument
Method

12/21/2009 5:11:44
VB0218

Karen

Instrument 1

PM

Location : Vial 6
Inj : 1
Inj Volume 0.2 pl

C:\HPCHEM\ 1\METHODS\LC MS.M

12/21/2009 5:06:35 PM by Karen
(modified after loading)

Last changed

Zorbax SB ODS,45:55:0.25; MeOH/water/formicA, POS, 300-500; frag 70; 25C, cap volt 2500, gas

temp 350; drying gas 10

MSD1 TIC, MS File (HURLEY\DEC21_11.D) API-ES, Pos, Scan, Frag: 70, "positive scan"

1 Compound 16

J K

] RS
250000 ~ = T &
E . s (/

1 18

200000 —

150000 —

100000

12 14 min

Sorted By Signal
Multiplier 1.0000
Dilution : 1.0000

Use Multiplier & Dilution Factor with ISTDs

Signal 1: MSD1 TIC, MS File

Peak RetTime Type Width Area Height Area
# [min] [min] %
R T B Pl bl R o
1 6.646 MM 0.1278 8.25744e4 1.07671e4 1.7397 '
2 7.749 MM 0.3111 4.66384e6 2.49868e5 98.2603
Totals 4.74642e6 2.60635e5

*x% End of Report ***

Instrument 1 12/21/2009 5:46:16 PM Karen

Page 1 of 1
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print of all graphic windows

run w/ acid S143
Injection Date : 12/21/2009 5:11:44 PM

Sample Name : VB0218 Location : Vial 6

Acg. Operator : Karen Inj : 1

Acqg. Instrument : Instrument 1 Inj Volume : 0.2 pul

Method : C:\HPCHEM\1\METHODS\LC MS.M

Last changed : 12/21/2009 5:06:35 PM by Karen

(modified after loading)
Zorbax SB ODS,45:55:0.25; MeOH/water/formicA, POS, 300-500; frag 70; 25C, cap volt 2500,
gas temp 350; drying gas 10

Current Chromatogram(s)
MSD1 TIC, MS File (HURLEY\DEC21_11.D) API-ES, Pos, Scan, Frag: 70, "positive scan"

TR

250000 —

200000

150000 —

L

100000

|

50000

PR S T R S R

2 4 6 8 10 12 14 min
Apex Mass Spectrum of Peak 7.749 of DEC21 11.D
*MSD1 SPC, time=7.747 of HURLEY\DEC21_11.D  API-ES, Pos, Scan, Frag: 70, "positive scan”

:
100 — = e
| Compound 16 / Max: 195136
| ~
| @LN = -
80 /
, k 7
<
60 —
40
N
7 N
Q
i <
20
0_ ' |- I
— [ T T T [ T [ T T T T T
300 325 350 375 400 425 450 475 m/Z

Instrument 1 12/21/2009 5:48:57 PM Karen Page 1 of 1
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E:\MSLab_LCQWB-GSA-0218 12/22/2009 11:52:18 AM VB-GSA-0218
Venkat B., ACN:H20 1:1:0.1%FA
VB-GSA-0218 #38-41 RT: 1.11-1.18 AV: 4 NL: 3.32E6
T: +p Full ms [100.00-1500.00]
100— 204.7 N?%‘EQ _, Compound 16

wmlm A\ J
~ o

<
<
3
%)

[

©
o
i
P

o
—

o] o)
o &
AR AN

~J
[41]

~J
o
pebrroal

o

Ut~ A —02-18

b

[«)]
T

Relative Abundance
n
o

- o H
] 408.3

409.3

1 18712045
225, . 605.7 | 637.9

> g# F 637.1
OH H n_ ,rybﬁ ,_.:.»;L

e 522.4
4 ._.__,
200

_ﬂ_a.m 8309 6783 10145 10939 1847 44501 45055 13627 1403.9

i

900 1000 1100 1200 1300 1400 1500

mfz
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S14

E:\MSLab_LCQWB-GSA-0218
Venkat B., ACN:H20 1:1:0.1%FA

12/22/2009 11:52:18 AM VB-GSA-0218

VB-GSA-0218 #38-41 RT: 1.11-1.18 AV: 4 NL: 3.32E8
T: + p Full ms [ 100.00-1500.00]

7
100+ 204

95

Relative Abundance
(9]
7
|

Bl

182.7

_ 183.3
f w

2056.2

| 205.7 2246

206.0 12253

=

Compound 16

3215
321.3

“ 3217

203.5
2615

) Ll

280.8

N YR sk
T 0 J

_.1...}5 4

364.2

,,
365.3

|
350.5 366.3

3843 |

408.3

409.3

J

|410.1 435.9

200

bkl a,_m: L

__.L"_ ,_. Al b,

220

gty Lﬂ",__;: T
260

! .
300

280
mfz

340

240

s A d L_r::;:

,
360 380

il i:. ,:,_..n,r__.,_g_rfrﬁ.rJLr_.Brsﬁrﬁrr«
400 420 440


gokhale
Compound 16


S$146

E:\MSLab_LCQ\B-GSA-0218 12/22/2009 11:52:18 AM VB-GSA-0218
Venkat B., ACN:H20 1:1:0.1%FA
VB-GSA-0218 #32-35 RT. 0.93-1.02 AV: 4 NL: 3.66E5
T: + p Full ms2 408.00@40.00 [ 110.00-1500.00]

100

95 Compound 16

308.5

- 321.5

Relative Abundance
o
o
Lienadart i frrerberyy

408.1
3224

et

AEEIANEEE

! 003

r.mw.m.m 336.9 377.7 385.8

. T

L L

141.7 1689 1912 2074 4204 4376 4462 473.0
I A A T T T

T H i i : ' o ! i H
140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 44Q 460
m/z

= 2392 249.0 2697 2936 || _
1 I R e e S E S S S S M s S e A
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Generic Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

Acquisition Date

D:\DATA\Facility_Dec_09\VB-GSA-0218_000003.d

ESI_101506 Operator
VB-GSA-0218 Instrument

Venkat B., ACN:H20 1:1:0.1%FA

12/22/2009 1:44:30 PM

apex-Qe

Intens. |
x107

0.8+

0.6

0.2+

408.2071 .
N4 Compound 16 O

e

! ﬁ \7 409.3819 410.1006

12

("

409.2102 /_mlpmbn\O\Nupm

410.3851
A

VB-GSA-0218_000003.d: +MS

x.m o@-

0.8

0.61

0.2+

408.2070

409.2103

410.2137
A

Jw-@m\»-ow._mlooooow.a“ C27H26 N30 ,408.21

0.0 T
408.0

409.5 T 4100

T f T T

410.5 . 411.0

Bruker Compass DataAnalysis 4.0 printed: 12/22/2009 1:51:11 PM

Page 1 of 1
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R

wam:_ua::im Manually

Min Cus — Generate M

Max

C16-n ‘ Help _

Note: For m < 2000 the elements C, H, N, and O are considered implicithy.

Measured mjz 3 408.2071

b

~#  Mol. Formula

1 CErTHZENAD

[] automatically locate monoisotopic peak  Maximum number of Farmulas

[¢] check rings plus double bonds Maximurmn “

[#IFilter H/C element ratio  Minimum HfC Masdimum HJC

[#]Estimate carbon number

Show Pattern ,
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