APPENDIX: A

'H-NMR SPECTRA
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NAME Apr06-2010-richie
EXPNO 140
PROCNO 1

Date 20100406

Time 19.14
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8223:685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 12.7

DW 60.800 usec
DE 6.50 usec
TE 296.4 K

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

P1 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
SI 32768

SF 400.1299849 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00



mranade
Stamp


acid-2nd step

Co<)
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NAME Aug08-201l-richie
EXPNO 514
PROCNO 1
Date 20110808

[l Time 11.48
INSTRUM spect

OH PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
3 SOLVENT CDC13

_ 38 NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 203
DW 60.800 usec
DE 6.50 usec
TE 295.2 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
P1 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 w
SFO1 400.1324710 MHz
ST 32768
SF 400.1300364 MHz
WDW EM
85B 0
LB 0.30 Hz
GB 0
PC 1.00



mranade
Stamp
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mranade
Stamp


1.494
1.484
1.476
1.465
1.457
=—1.099
0.828
0.809
0.791
0.776
0.757
0.739
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NAME Jull3-201ll-richie
EXPNO 560

D PROCNO 1
Date 20110713
Time 16.49
INSTRUM spect
PROBHD 5 mm PABBO BB-

OH PULPROG 2g30

40 EID 65536
SOLVENT €DEeL3
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 203
DW 60.800 usec
DE 6.50 usec
TE 297.4 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f]l =s======-
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
Si 32768
SF 400.1300712 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

A
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mranade
Stamp


ester redn

NAME

EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES

_____

Aug27-2009-richie

16

L

20090827
13.01
spect

5 mm PABBO BB-
zg30

65536
CDC13

16

2

8223.685
0.125483
3.9846387
57

60.800
6450

296.4
1.00000000
1

CHANNEL f1

1.00
8.75920200
400.1324710
32768
400.1300347
EM

0

0.30

0

1.00

Hz


mranade
Stamp


| cyclization

-0.000

Co<)

7.270
5.302
4.081
4.067
4.065
4.001
4.059
4.045
4.044
3.659
3.638
3.621
3.600
3,280
3.266
35255
3.242
3.227
3.219
3.203
1.989
1.973
1.958
1.941
1.502
1.486
1.484
1.467
1.448
1.444
1.433
1.430
1.425
1.415
1.407
1.401
1.380
1.370
1.348
1.254
0.865
0.827

NAME Aug28-2009-richie
EXPNO 17
PROCNO 1
Date 20090828
Time 11.37
I INSTRUM spect
42 PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 57
DW 60.800 usec
DE 6.50 usec
TE 297.1 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f1l ========
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768
SF 400.1300055 MHz
| WDW EM
| SSB 0
| LB 0.30 Hz
GB 0
PC 1.00



mranade
Stamp
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NAME Sepl3-2010-richie
EXPNO 104
PROCNO 1
Date 20100913
Time 11:20
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 65536
SOLVENT chC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 144
DW 60.800 usec
DE 6.50 usec
TE 297.5 K
D1 1.00000000 sec
TDO .
me=msee= CHANNEL £ s=secee
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 w
SFO1 400.1324710 MHz
ST 32768
SF 400.1300074 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
(AR frorrrTTT R N
2 1 0 ppm


mranade
Stamp


catechol-rxn-naome
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NAME Mayl2-2010-richie
EXPNO 172

0 - PROCNO 1

4, Date 20100512

] 8] Time 13.32

=] INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT Chel3
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 203
DwW 60.800 usec
DE 6.50 usec
TE 296.6 K
D1 1.00000000 sec
TDO 1
=emsmme CHRENNET £l s==cmaee
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 w
SFOL 400.1324710 MHz
SI 32768
SF 400.1300090 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00



mranade
Stamp


lah-redun
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NAME Mayl6-2010-richie
EXPNO 180
PROCNO 1

o OH Date 20100516

m Time 18.51

0 INSTRUM spect

51 PROBHD 5 mm PABBO BB-

PULPROG 2g30
D 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 128
DW 60.800 usec
DE 6.50 usec
TE 297.6 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f] ========
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768
SF 400.1300113 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00



mranade
Stamp


tosy—-rxn

7.801
7.796
7.792
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7.775
7.771
T« 302
7.332
7 260
6 830
6.828
6.819
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NAME Nov23-201ll-richie
EXPNO 555
PROCNO 1

Date 20111123

Time 17.39
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 16

D8 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 203

DW 60.800 usec
DE 6.50 usec
TE 295.4 K

D1 1.00000000 sec
TDO 1
======== CHANNEL f1l ========
NUC1 1H

Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768

SF 400.1300094 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00


mranade
Stamp


oxa-ester

X

o

NAME Aug03-2009-richie

0 EXPNO 12

Lﬁ PROCNO 1

oM O Date 20090803

"y Time 14.48

4 ] INSTRUM spect

- PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 40.3
DW 60.800 usec
DE 6.50 usec
TE 297.3 K
D1 1.00000000 sec
TDO 1
mmmmmam== THRANNET, T1 sssssses
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 w
SFO1 400.1324710 MHz
81 32768
SF 400.1299854 MHz
WDW EM
S8B 0
LB 0.30 Hz
GB 0
PC 1.00



mranade
Stamp


reduction-oxa

8
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NAME Augl3-2009-richie
EXPNO 13
PROCNO 1

Date 20090813

Time 17.39
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2g30

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 71.8

DW 60.800 usec
DE 6.50 usec
TE 296.6 K

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

Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768

SF 400.1299993 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00


mranade
Stamp


allyl-oxa-rxn-silicaflash
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NAME Apr22-2010-richie
EXPNO 155
PROCNO 1

Date 20100422

Time 18.56
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 144

DW 60.800 usec
DE 6.50 usec
TE 296.4 K

D1 1.00000000 sec
TDO 1
======== CHANNEL f]l ========
NUC1 1H

Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768

SF 400.1300035 MHz
WDW EM

SSB 0

LB 0,30 Hz
GB 0

PC

1.00


mranade
Stamp


N-benzyloxazol-alc- cdcl3 wash
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NAME Apr07-2012-richie
o EXPNO 706
zpro PROCNO i
mﬁwu\x; Date 20120407
£ WOH Time 22.06
= INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 128
DW 60.800 usec
DE 6.50 usec
TE 293.5 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768
Sk 400.1300352 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00



mranade
Stamp


F4-Cl8-isoprop-oxa-alc

NAME

EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

Aug08-201l-richie

515

1
20110808
12.32
spect

5 mm PABBO BB-
zg30
65536
CDC13

16

2
8223.685
0.125483
3.9846387

1.00
8.75920200
400.1324710
32768
400.1300000
EM

0

0.30

0

1.00

Hz


mranade
Stamp


X

<O

Junl6-2010-suleyman

NAME
EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

191

1

20100616
10.13
spect

5 mm PABBO BB-
zg30

65536
CDCL3

16

2

8223.685
0.125483
3.9846387
181

60.800
6.50

297.1
1.00000000

1.00
8.75920200
400.1324710
32768
400.1300060
EM

0

030

0

1.00

Hz


mranade
Stamp


2 197
2.181
2.174
2.169
2.164
2.154
2.148
2.139
2:132
1.851
1.727
1.713
1.706
1.690
1.680
1.669
-0.000
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NAME Mayl8-2010-richie
EXPNO 181
PROCNO 1

Date 20100518

Time 17.06
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2g30

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 144

DW 60.800 usec
DE 6.50 usec
TE 296.9 K

D1 1.00000000 sec
TDO 1
======== CHAENNEL fl ==s=====
NUC1 1H

Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768

SF 400.1300040 MHz
WDW EM

3SB 0

LB 0.30 Hz
GB 0

PC 1.00

____~__.___________a__.._________‘~_<.__A_.______a__.__.____A._._.,.ﬂ____________‘.A________..~_

9.0 85 80 7.5 7.0 6.5 6.0 55 5.0 hm 40 35 3.0 25 2.0 15 10 05 ppm
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mranade
Stamp


N-cyclopentyl-oxazol-alc

NAME
u] EXPNO

PROCNO
o Date
Time
al ﬁ||ﬁr1am INSTRUM
PROBHD
PULPROG
| TD
SOLVENT
NS
DS
SWH
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AQ

1"# ﬁw 4lﬂw
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o

Aprll-2012-richie

712

1

20120411
16.06
spect

5 mm PABBO BB-
zg30

65536
CDC13

16

2

8223.685
0.125483
3.9846387
18

60.800
6.50

295.6
1.00000000
1

CHANNEL f1 ====

1.00
8.75920200
400.1324710
32768
400.1300088
EM

0
0.30
0
1.00

Hz


mranade
Stamp


cyclohex-oxazol-alc- cdcl3 wash
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NAME
EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

| DS

SWH
FIDRES
AQ

>; Lﬁc;

R A R R R N R G SR R S s B e e i s s B ey Ry EEE S B
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Apr09-2012-richie

709

1

20120409
1730
spect

5 mm PABBO BB-
zg30

65536
CDC13

16

2

8223.685
0.125483
3.9846387
32

60.800
6.50

294.0
1.00000000

1.00
8.75920200
400.1324710
32768
400.1300000
EM

0

0.30

0

1.00

Hz


mranade
Stamp


CYPropox

8

o<

NAME Junl6-2010-suleyman
EXPNO 12
PROCNO 1
Date 20100616
Time 16.271
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
OH TD 65536

mw SOLVENT €Dhel3
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 181
DW 60.800 usec
DE 6.50 usec
TE 297.1 K
D1 1.00000000 sec
TDO i
======== CHANNEL f]l ========
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768
SF 400.1300047 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

_________

_________

_________

_________



mranade
Stamp


dimethyldichloror-chromone-1lst-step

!

BRUKER

(<O

NAME May23-201l-richie
EXPNO 529

1 PROCNO 1

1 Date 20110523
Time 18.07

as INSTRUM spect

PROBHD 5 mm PABBO BB-
PULPROG 2g30
TD 65536
SOLVENT CDC13
NS 16
D8 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 114
DW 60.800 usec
DE 6.50 usec
TE 297.0 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768
SF 400.1300350 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00



mranade
Stamp


Fred-alkylation-2nd step of chromone synthesis

NAME

EXPNO
OH PROCNO
Date_
Time
TNSTRUM
PROBHD
O PULPROG
D
SOLVENT
NS
DS
SWH
FIDRES
AQ
RG
DW

May20-2011l-richie

527

1

20110520
17.39
spect

5 mm PABBO BB-
zg30

65536
CDC13

16

2

8223.685
0.125483
3.9846387
128

60.800
6.50

2969
1.00000000
L

1.00
8.75920200
400.1324710
32768
400.1300401
EM

0

0.30

0

1.00

Hz


mranade
Stamp


FC-acylation-2nd

7.582
7.572
7.215
7.194
7.178
6.890
6.884
6.825
6.785

step of chromone

© ™M ™~ 1O ©
o~ O W0 <
O~~~ 00
© VYW NN

2.531
| 2.524
- 2.520

%

(O

NAME May20-201l-richie

EXPNO 526

PROCNO 1

Date 20110520

Time 17.21

INSTRUM spect

PROBHD 5 mm PABBO BB-

PULPROG zg30

TD 65536

SOLVENT CDC13

NS 16

DS 2

SWH 8223.685 Hz

FIDRES 0.125483 Hz

AQ 3.9846387 sec

RG 36

DW 60.800 usec

DE 6.50 usec

TE 296.7 K

D1 1.00000000 sec

TDO 1

======== CHANNEL fl ========

NUC1 18

Pl 14.80 usec

PL1 1.00 dB

PL1W 8.75920200 W

SFO1 400.1324710 MHz

ST 32768

SF 400.1300417 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

BC 1.00
ppm


mranade
Stamp


dimethyl-chrom-alde-sil

NAME Febl0-2011-richie
o EXPNO 307
PROCNO 1
CHO Date 20110210
_ Time 17.11
INSTRUM spect
o PROBHD 5 mm PABBO BB-
03 PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 181
DW 60.800 usec
DE 6.50 usec
TE 297.0 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
P1 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768
SF 400.1300072 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
_ ‘ W __ L |
_________ [ A I L I I I L I e B S I I R
10 9 8 7 6 5 4 3 2 1 0 ppm
)\ VAVAY A AN
[ 7473 00| (o] (=
I @ (o vo,_ v
*nu. ,;U?J‘ ﬂ,, ,Aﬁ mw.



mranade
Stamp


aldyZ2alcohol-chromonerxn

o
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NAME Dec01-2010-richie
0 EXPNO 135
PROCNO 1
H Date 20101201
Time 17.58
INSTRUM spect
i PROBHD 5 mm PABBO BB-
T4 PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0. 125483 Hz
AQ 3.9846387 sec
RG 57
DW 60.800 usec
DE 6.50 usec
TE 296.4 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768
SF 400.1299992 MHz
WDW EM
S8B 0
LB 0.30 Hz
GB 0
PC 1.00
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mranade
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NAME Oct03-2011-richie
0 EXPNO 504
PROCNO 1
Date 20111003
oH Time 2 5146
INSTRUM spect
PROBHD 5 mm PABBO BB-
=5 PULPROG zg30
15 TD 65536
SOLVENT cbel3
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 203
DW 60.800 usec
DE 6.50 usec
TE 296.5 K
D1 1.00000000 sec
TDO 1
=m====== CHANNE]L; f] s====s-
NUC1 1H
P1 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768
SF 400.1300080 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
5 _ r? \‘I;I )r FLIIVi!!HIIL[‘ -
_________ _A__,_______.__I_.____N_______A__h_‘____.____A_._~_<__._.__T.._____A____A____._.__.___,_____._._
9 8 7 6 5 4 3 2 1 0 ppm
\_/%/ 3 I
(= =) © 5} ©
SIEE 3 £ T
|v= O |v=|v= N o (ap]



mranade
Stamp


oetchrmO1
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NAME Oct03-2011-richie
EXPNO 505
PROCNO 1

Date 20111003

Time 21.26
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 144

DW 60.800 usec
DE 6.50 usec
TE 296.5 K

D1 1.00000000 sec
TDO 1
s=mem=== CHANNEL ]l =ss—=ae=—e
NUC1 1H

Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 w
SFO1 400.1324710 MHz
8T 32768

SF 400.1300055 MHz
WDW EM

S8B 0

LB 0.30 Hz
GB 0

PC 1..00


mranade
Stamp


O-isop-chrm-redn-£f44

8.059
8.054
7.936
7.583
7.578
7.562
7.556
7.415
7.403
7.393
7271
5.301
4.587
4.148
4.130
4.112
4.095
3.732
3.180
3.092
3.076
3.058
3.041
3.023
3.006
2.989
2.046
1.852
1.830
1.465
1.448
1.309
1.292
1,277
1.259
1.241
1.232
1.215
L. 192
1.150
1.132
0.075
-0.000

//%////%J////]%\\\\

0
CH

10 9 8 7 6 5 4 3 2 1 0 ppm
2% / \ /\
ERER A Gis 5
4,0; N (=28 7 | O

Co<)

<

Janll-2011-richie

NAME
EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

200

1

20110111
14.13
spect

5 mm PABBO BB-
zg30

65536
€DC13

16

2

8223 .685
0.125483
3.9846387
101

60.800
6.50

296w2
1.00000000

CHANNEL f1 ====

1H

14.80

1.00
8.75920200
400.1324710
32768
400.1300044
EM

0

0.30

0

1.00


mranade
Stamp


f4-6no2chromalc

8.989
8.982
8.619
8.612
8.595
8.589
8.279
7.843
7.820
5.029
4.978
4.929
4.777
4.747
4.652
4.571
4.569
4.331
3. 765
3.753
3.747
3.741
3.730
3.384
3.367
3+336
3332
3.328
3.324
3.320
2.058

(0]
(@)
9
1

/%//%ﬂ/%%x /AX\\\\

1 900
1.892
1.883
1.875
L. 238
1.178
1.174
1.163
0.887
0,106

o

QL

Co<)

<

NAME Mar28-2012-richie
EXPNO 624
PROCNO 1

Date 20120328

Time 15.02
INSTRUM speect
PROBHD 5 mm PABBO BB-
PULPROG 2930

TD 65536
SOLVENT MeOD

NS 16

DS 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 128

DW 60.800 usec
DE 6.50 usec
TE 293.7 K

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

Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768

SF 400.1300000 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00


mranade
Stamp


F42-sil-dimet-chrom-alc

NAME

EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

_________

_________

_________

_________

_________

Febl5-2011-richie
309
1
20110215
12.07
spect
5 mm PABBO BB-
zg30
65536
CDC13
32
2
8223.685 Hz
0.125483 Hz
3.9846387
203
60.800
6.50
297.9 K
1.00000000
1

CHANNEL f1

1.00 dB
8.75920200 W

400.1324710 MHz
32768
400.1300086 MHz
EM
0
0.30 Hz
0
1.00


mranade
Stamp


chrom-2met-est

0706628517354434163263973096904040984062802
4321775553388664422200311076440929411100665
0000777777755554444444988877779865222222777
8888777777777777777777644444443333333333111

/%KE,&\\&\ UNWNMV-N

NAME Oct20-2011-richie
EXPNO 536
PROCNO 1
O Date 20111020
e Time 15.18
INSTRUM spect
51 0 PROBHD 5 mm PABBO BR-
PULPROG zg30
TD 65536
SOLVENT MeOD
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 144
DW 60.800 usec
DE 6.50 usec
TE 296.0 K
D1 1.00000000 sec
TDO il
======== CHANNEL fl ========
NUC1 1H
P1 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
Si 32768
SF 400.1300474 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
E | S % .



mranade
Stamp


O T OO ONDOFTOOM>0OODOOONOITSOFTOWOONL OM~MOAOLWJON L™~
T TANN A AN OO~~~ OONDD~ONRNNOONO TN OMMNMANNNMO O o [~ ©
A HOOE NN SIIIIIIOOOVCSCEEOMMMMM OGO ® A“HIAHUUVAM“”\IUV
8888777777777777777776644433333333333211111

T 2 BRUKER

i NAME Oct31-2011-richie
EXPNO 580
PROCNO 1
Date 20111031
Time 12.20

OH INSTRUM spect

PROBHD 5 mm PABBO BB-

82 PULPROG 2g30
T 65536
SOLVENT MeOD
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 144
DW 60.800 usec
DE 6.50 usec
TE 296.6 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
P1 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00



mranade
Stamp


benzimidazol-pipdne

M- ANLOMHONWOWMMmANMON O
O MO OO~ O <rTMmMmM
SO OO0 OO0y o o 0w W
oo ooV T BRUKER

<

SRR PRIt

NAME
EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DwW

(|
v~
=1
-

S
1S
|

| N

Aug02-201l-richie
501
1
20110802
15.01
spest
5 mm PABBO BB-
zg30
65536
MeOD
16
2
8223.685 Hz
0.125483 Hz
3.9846387 sec

1.00 dB
8.75920200 w
400.1324710 MHz

32768
400.1300000 MHz
EM
0
0.30 Hz
0
1.00


mranade
Stamp


2brtol-n-buli-f19-cl18
O~ WO WVWOWHIMAOLTNHNOFTONMO AWM~ MAEOMOAMDTOMOOO LW WOMLD
<O N A A OO MMOOOOHNNOME-OMOND O FANAHOLND T AOOO™ OO
T TN MO MMM MM AN A A OO0 OO NNNNNOO OO O 8
S~ M NN N NNNNNNNNNNNN A A A A -m- -n- -r-_-_ﬂ“-mm -n-
7 NAME Aprl6-2012-richie
EXPNO T2
@( PROCNO i i
H Date 20120416
104 CH Time 12.35
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2g30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 181
DW 60.800 usec
DE 6.50 usec
TE 296.6 K
| D1 1.00000000 sec
| TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768
SF 400.1300092 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0

PC 1.00



mranade
Stamp


O-tolyl-N-bzl-pipd-dehydran

NOAO0OFTONO=TMUOMO AWM A0 TANCTMANASONNOILTO T ALOM O~
N —HOSNMENWOLWOTMOOIFO~ONSITOMONOOD LI ONONODDO OO0 WIS W
MO ANNANNNNNATTOOOOOOOO0OOOOIFIIILTIINOOOOVLOINMMMANNNNN O A”IJ”UVAM“”\IHV
: NAME Aprl6-2012-richie
EXPNO 722
PROCNO 1
Date 20120416
Time 18.35
INSTRUM spaect
Hﬂm PROBHD 5 mm PABBO BB-
PULPROG 2g30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 45.2
DW 60.800 usec
DE 6.50 usec
TE 297.5 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f]l ========
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768
SF 400.1300558 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
Pe 1.00
) o L Ak
_________ A A E N I B
9 8 7 6 5 4
VLR AN s
NEE (2] (e
ol®|e k=3 7ni
I<lol< I e



mranade
Stamp


isopphypip-nosy

NAME
EXPNO
PROCNO

Date
M H—T0s Time
3 rl INSTRUM
PROBHD
Hﬁm PULPROG
TD
SOLVENT
NS
DS
SWH
FIDRES
AQ
RG
DW

_________

X

<

Jul08-2011-richie

587

1

20110708
1385
spect

5 mm PABBO BB-
zg30

65536
CDC13

16

2

8223.685
0.125483
3.9846387
144

60.800
6.50

296.5
1.00000000

1.00
8.75920200
400.1324710
32768
400.1300386
EM

0

0.30

0

1.00

Hz


mranade
Stamp


O-isoppropphypipz

109

NAME
EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DwW

1.183
1.168
1.158
1.136
1.118
0.976
0.959
0.015
0.009
-0.000
-0.009

(<O

Auglb5-2011-richie

519

1

20110815
12.33
spect

5 mm PABBO BB-
zg30

65536
CDCI3

16

2

8223 .685
0.125483
3.9846387
45.2
60.800

6. 50

297 &5
1.00000000

1.00
8.75920200
400.1324710
32768
400.1300334
EM

0

0.30

0

1.00

Hz


mranade
Stamp


O-me-phy-pip-U-boc

71.234
7.152
7.144
7.134
7.126
1 +122
7.113
7.103
7.095
7.083
7.074
7.064
7.061
7.054
7.048
7.043
7.042
7.035
—=5.525
—5.240
4.027
4.022
3.623
3.609
32595
2.421
2.408
2.329
2.265
2.105
2,001

Boo

115

T

1.657
1.601
1.570
1.501
1.467
1.452
1.425
1.409
1.401
1.341
1.258
-0.000

%
\

N

NAME
EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES

Co<)

<

Octl18-2010-richie

120

1

20101018

10.04

spect

5 mm PABBO BB-
zg30

65536

CDC13

16

2

8223.685
0.125483
3.9846387
18

60.800
6.50

298.1
1.00000000

CHANNEL f1
1H

14.80

1.00
8.75920200
400.1324710
32768
400.1300188
EM

0

0.30

0

1 .00


mranade
Stamp


isop-pip-unsat-boc

-0.000

7.300
7.297
7.281
T.277
7.267
7.264
7.254
7.249
7.246
7.230
7.226
7.148
7.144
7.129
7.125
7.111
7.107
7.038
7.035
7.019
7.016
5.518
4.027
3.636
3.622
3.608
3.080
3.063
3.046
3.029

—
—
ﬂu
OJ

ZJX\Y\ /%j‘\ //Z

2 328
1.557
1.507
1.493
1.490
1.457
1.431
1.347
1.257
1.239
1.209

191

1.

- (Co<)

<O

NAME Febl18-2010-richie
EXPNO 101
PROCNO 1
Date 20100218
Time 11.53
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2930
—FHoc TD 65536
SOLVENT CDC13
114 NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 45.2
DW 60.800 usec
DE 6.50 usec
TE 2897 .2 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f]l ========
NUC1 1H
P1 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768
SF 400.1300115 MHz
WDW EM
SS5B 0
| LB 0.30 Hz
W GB 0
PC 1.00
WA N A h_ g Il
proTrrTT frerrrrTT frorrrrTT I | L [rrrrrreT [rorrrTTrT [rorrrrTT [rorrrTT proTrrTTTT [rorrT
10 9 8 6 5 4 3 2 1 ppm
\,_\.Jf [ ANANEE | j
* D [+ .n.w; o TS w0 [e=| < ,/Mi 34
NIQ|e S o e |e ﬂw‘ =S
- [N = | == = e o ,&u_ o ol ol


mranade
Stamp


O-bzphypd-boc-U

7.260
7.253
7.242
1a223
7.213
1 207
7 .203
7.201
7.197
7.191
7.179
7.175
7.161
7.154
7.146
7.140
7.104
7.096
7.084
7.081
7.074
7.063
5.457
5.291
3.984
3.959
—3.492
2.172
1.998
1.646
1.602
1.591
1.520
1.490
1.452
1.330
1.255
0.124
0.008

3. 126

£

B N

—h oo

:
J

-0.000
-0.009

NAME
EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

| )L
7ﬂ,h7 ,vaf
7 (=3 |«

e ||

Co<)

(o<

Oct03-2011-richie

503

1

20111003
20.57
spect

5 mm PABBO BB-
zg30

65536
CDC13

16

2

8223.685
0.125483
3.9846387
128

60.800
6.50

296.5
1.00000000

CHANNEL f1
I

14.80

1..00
8.75920200
400.1324710
32768
400.1300119
EM

0

0.30

0

1.00

Hz


mranade
Stamp


O-M-Pdn-U-bicarbwash

116

I

-

NAME
EXPNO
PROCNO
Date
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

L T U

Tt
8. 7. 7.

4

g

L A A B B A B
65 6.0 55 50 4. 40 35 3.0 25 20 15

T L

_.
10 05 ppm

28 e

o ®
OO OMUOUANON AN OMWOWAN MO ® OO O
99891099709708776597770000
ODOOLNDNDFFTFAOOMNNNNNAAO~ O o
R T e
DOOLOOOONOONOOMONNNNNNNNN A O -mw-ﬂn-h—-ﬂm-mﬂ-mﬂ

(<

Jun08-2010-richie

194

1
20100608
11.00
spect

5 mm PABBO BB-

zg30
65536
CDC13

16

2
8223.685
0.125483
3.9846387
203
60.800
6.50
297.0
1.00000000

1.00
8.75920200
400.1324710
32768
400.1300091
EM

0

0.30

0

1.00



mranade
Stamp


isop-pip-unsat

7.343
T:326
7.323
7.290
7.275
7.272
7.143
7.140
7.125
7.122
7.066
7.063

W

~
<t
O
~

7.043
5.607
5.603
5,599
4.875
3.827
3.821
3.813
3.807
3.472
3.457
3.441
3.314
3.310
3.306
3302
3.298
3.107
3.090
3.072
2.595
2.589
2.585
2579
2.574
2.569
2.564
1.229
1.211

)

-0.000

(o<

T

117

<

NAME Feb24-2010-richie
EXPNO 105
PROCNO 1

Date 20100224

Time 11.14
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG z2g30

TD 65536
SOLVENT MeOD

NS 16

DS 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 161l

DW 60.800 usec
DE 6.50 usec
TE 296.6 K

D1 1.00000000 sec
TDO 1
===c===== CHENNEL £l —=—======
NUC1 1H

Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768

SF 400.1300091 MH=z
WDW EM

S8B 0

LB 0.30 Hz
GB 0

PC 1.00

_________

______ ____<_ﬂ___N____._.__w___A______.A-_____._ﬂ_._._______A__A..____Aﬂj

ppm



mranade
Stamp


O-bzphypd

[@Ne)
MOAOAO A MMMWOWOIFSANMCTOVDONOMOOATOOOOADANDHDOANMUOTATLIDOANMNO®MOMOO A”l.”UVXM“”\IHV
OO ANNAOSTOFTOOVDOOAANNDNOANTMNMONDEOILIOOMESIODONNOD OO
NNANANNANANNNNNNAAAAAODOOOALNOOFTOWOAAAMO N A0 NO OO
. e s s e e s e e e e & & e e e e e e e e s e e e e e e e o O
S0 MMMO MMM MO NNN A AT OO || -m-w-n-"-rh—-Aﬂw-mm"—mﬂ"
NAME Oct05-2011-richie
EXPNO 506
PROCNO 1
Date 20111005
Fh Time 10.23
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
H TD 65536
SOLVENT CDC13
NS 16
118 DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hgz
AQ 3.9846387 sec
RG 203
DW 60.800 usec
DE 6.50 usec
TE 296.5 K
D1 1.00000000 sec
TDO I
======== CHANNEL fl ========
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
SI 32768
SF 400.1300095 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00



mranade
Stamp


isopphyphypiz-boc-£31

o @
N AN H OO AOLANANTOITOFTOOATOHOMANL OMN HI~<HEMLO O o N OO DO O
O>O0OMHOMANATDNONAHOONDNDA-TNOM~ OO OMNODNONDOANDANO OO O
MOMOOMOMOOMNONNNNNNA—ATAATAATDIDNADIONTI NS OWONONAAAOD OO ' A A O o o AHI.”UVXA“”\IHV
. o . . . e . . . . . o e e e O O
wWMWhMmMWWWMWmWWWWWWWW%“%v/ﬂ/ NS00 OOVOMMOMHOMOMOMOMMMN N A O |1 -m-w-ﬂn_ﬂh—-iﬂm—mm"-ﬂn
NAME Janl6-2012-richie
EXPNO 610
PROCNO 1
Date 20120116
Time 18.10
INSTRUM spect
P PROBHD 5 mm PABBO BB-
1 —hoe PULPROG z2g30
p— TD 65536
119 SOLVENT €DCl3
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 203
DW 60.800 usec
DE 6.50 usec
TE 2935 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768
SF 400.1300085 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
_ La hk{ _>!II>F [N W L

ST I B L B L LN LA BN I
9.5 9.0 85 80 7.5 7.0 6.5 6.0 55 50 45 40 3.5 3.0 25 2.0 15 1.0 ppm



mranade
Stamp


isopphypyrpiz

6.695
5.296
3013
3.560
3.547
3.106
3.089
3.072
3.041
3.028
3.015
1.837
1.180
1wd 76
1.159
-0.000

e | PR

NAME Mar01-2012-richie
EXPNO 603
PROCNO 1
Date 20120301
zmllgfm Time 11.36
INSTRUM spect
S PROBHD 5 mm PABBO BB-
123 PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 114
DW 60.800 usec
DE 6.50 usec
TE 293.8 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 s
P1 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768
SF 400.1300085 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00



mranade
Stamp


isoppropphypyrimidinepiz

o n
NO A A=~ dTOOWOSEAEMANOONOVDONO AOOMIPMONNIS M NO ™~
TANATONAOONO-OASN~OVONTNOOFSITNOSEOD AN OFT AHONN OO O
NNNOOOOOOANNNNAATAAAAAO OO ONT==OORNDNNOO WM

o e . 8 . . e . o o
OSSNSO OMOMONNNNNNN A A A

S e et 0| BRUBER

NAME Mar06-2012-richie
EXPNO 605
PROCNO 1
q Date 20120306
Time 16.11
|4L N INSTRUM spect
HJ# PROBHD 5 mm PABRO BB-
- PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hgz
AQ 3.9846387 sec
RG 50.8
DW 60.800 usec
DE 6.50 usec
TE 293.7 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768
SF 400.1300360 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

ul | %.; J |

T A L A L A N N E B
mrmw;umrmmkuu.mNAUmwmm;umwmmAURth;u“meauMrmN;uA.m‘?cc.mvv:;

- ? EE E



mranade
Stamp


isoppropphypyr-piz-meta

8.213
8.212
8.200
8.199
7.404
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F1:400.130 [F2: 1.000 SW1: 8013 OF1:1983.4 PTS1d: 32768 |
EX: zg30 PW: 9.8 us PD:1.0 sec NA: 16 LB: 0.1 Nuts - SNMR spectra-project 700.1



mranade
Stamp


bzdioxpipz

g

EXPNO Hm»
PROCNO 1
Fh Date_ 20100521
¢ b Time 11.34
IIA INSTRUM spect
b 4 H.T. PROBHD 5 mm PABBO BB-
PULPROG z2g30
149 TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685
FIDRES 0.125483
AQ 3.9846387
RG 203
DW 60.800
DE 6.50
TE 297.1
D1 1.00000000
TDO 1
======== CHANNEL fl ====
NUC1 1H
P1 14.80
PL1 1.00
PL1W 8.75920200
SFO1 400.1324710
SI 32768
SF 400.1300372
WDW EM
SSB 0
LB 0.30
GB 0
PC 1.00
) ;L i L r\f\(%
N e
T ] A D A R B A A A A B L I A B
8.0 ﬂo mm mo 55 50 45 40 35 30 25 20 15 10 0.5 ppm

ifz s

3 Ll


mranade
Stamp


rb-20

o
HOOWOWNDOVDOWAANFTO-TMOONOONITFOWNOVWOONAL AHAMS O IO~ NOM OO
O NOOWOOTMNAAATONNO AN AN OLTFTNONSNOOTMNODM OO
OO NNAA"dT A A A A A A OO0 OO NANNN— — O LW Ruro OJ 04 OL»b Aﬁ AJAQ AﬁAﬂvnu quL A””l.”UUVAM“”\II“V
¢« ® & ® w 8 @ . . . . . o e . O
NAME Apr25-2012-richie
EXPNO 734
i Dh PROCNO 1
RFI Ea UWﬁml 20120425
HH ﬂ Time 1T wd8
] ?ﬁi?ﬂfﬁk&a INSTRUM spect
Voo — FPh PROBHD 5 mm PABBO BB-
”—.m—”_ PULPROG zg30
Th 65536
SOLVENT Chel3
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 90.5
DW 60.800 usec
DE 6.50 usec
TE 295.7 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768
SF 400.1300389 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

| Il



mranade
Stamp


oxazolpizbiphy-NH-cdcl3 wash
SO OWHONM>TOTM O
MO O OOy O O
MO NNAAA—A—"1O OO O
[ e e e L

Co<)

o

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

703

1
20120407
21.14
spect

5 mm PABBO BB-

zg30
65536
CDC13

16

2
8223.685
0.125483
3.9846387
144
60.800
6.50
293.4
1.00000000
1

8.75920200
400.1324710
32768
400.1300378
EM

0

0.30

0

1.00

Bpr07-2012-richie

Hz


mranade
Stamp


rb-26—-after bicarb wash

!

<O

NAME Octl1-2010-richie
EXPNO 118
PROCNO 1
Date 20101011
Time 11.20
INSTRUM speect
PROBHD 5 mm PABRBO BB-
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 20%2

DW 60.800 use
DE 6.50 use
TE 296.1 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl =======
NUC1 1H

Pl 14.80 use
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
51 32768

SF 400.1300155 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00


mranade
Stamp


N-bz-oxazolpizbiphy

X

gﬁ%\\ /////(\E\ BRUKER

o<

NAME
EXPNO
PROCNO
Date

¥ LS Time
ﬁ_”_n_. INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

__________________

Apr25-2012-richie
7383
1
20120425
16.19
spect
5 mm PABBO BB-
zg30
65536
CDEl3
16
2
8223.685 Hz
0.125483 Hz
3.9846387 sec
128
60.800 usec
6.50 usec
295.4 K
1.00000000 sec
1

CHANNEL fl ========

1.00 dB
8.75920200 w
400.1324710 MHz

32768
400.1300432 MHz
EM
0
0.30 Hz
0
1. Q0


mranade
Stamp


rb-28 cdcl3 wash

(o<

e BRUKER

7.333
7313
7.202
7.184
1.165
7.109
7091
4,072
4.532
4.515
4.511
4.494
4.135
4.026
4.009
3.992
3.440
3.419
3.397
3.147
3.130
3.126
3,108
2.983
2.607
2.592
2.574
2.859
2.524
2+510
2.490
2.477
2+329
2.324
1.118
1.115
1.101
1.098
1.087
1.077
1.070
1.060

NAME Apr07-2012-richie
EXPNO 704
\Vf@&apqu PROCNO 1
Date 20120407
" % e Time 21.32
154 M 7T|A INSTRUM spect
3 e Fh PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 H:
AQ 3.9846387 se¢
RG 36
DwW 60.800 us
DE 6.50 us
TE 293.5 K
Dl 1.00000000 se
TDO 1
======== CHANNEL fl ======
NUC1 1H
P1 14.80 us
PL1 1.00 dr
PL1W 8.75920200 W
SFO1 400.1324710 Mt
ST 32768
SF 400.1300399 Mt
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00



mranade
Stamp


RB-36-t-butoxoxazolpizbiphy

_-2.647
2.632
2.614
2.599
2.567
2.554
2.534
2521
2.399
2.021
1.352
1.257
1.240
1.222

=" BIRUKER

<

Nov03-2010-richie

o EXPNO

VHZ \__/O PROCNO
Date
[ | HuHH wm%mwcz
—L N NH .
155 “—'  Ph ™D

SOLVENT
NS

DS

SWH
FIDRES
AQ

125

il

20101103
13.09
spect

5 mm PABBO BB-
zg30

65536
CDC13

16

2

8223.685
0.125483
3.9846387
22.6
60.800
6.50

298.6
1.00000000

1.00
8.75920200
400.1324710
32768
400.1300118
EM

0

0.30

0

1.00

Hz


mranade
Stamp


8030562966132986806837854166990607199429636
2199750998863420654242875432100156765554443
44222221_|_1.__I_12555222266555555555402777777777 g
NAME Apr26-2012-richie
ﬁu EXPNO 737

PROCNO 1

Date_ 20120426

MwurJJwA Time 19.34
ﬁwH INSTRUM spect

PROBHD 5 mm PABBO BB-

flllhffxneé PULPROG zg30

TD 65536

156 i Fh SOLVENT cDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 22.6
DW 60.800 usec
DE 6.50 usec
TE 295.4 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
P1 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
SI 32768
SF 400.1300000 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0

PC 100



mranade
Stamp


rb-30-after bicarb wash

%

(<O

_”_ NAME Oct07-2010-richie
EXPNO 111

PROCNO 1
Date 20101007
HUWH Time 11.44

[ h, INSTRUM spect
3 Hfﬁllﬁ PROBHD 5 mm PARBO BB-

=] PULPROG zg30

187 A Ph D 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 40.3
DW 60.800 usec
DE 6.50 usec
TE 297.1 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768
SF 400.1300118 MHz
WDW EM
88RB 0
LB 0.30 Hz
GB 0
PC 1.00



mranade
Stamp


rb-31 bicarb wash and silica run-clean

7.403
7.384
7.274
1 255
1.237
7.181
7.163
7.145
4.617
4.600
4.597
4.580
4.208
3565
3.543
3.022
3.285
3.267
3.264
3.246
3.038
3.025
3.019
3,007
2.688
2.673
2. 655
2.639
2.603
2.590
-0.000

(&)}
NeJ
5
2

%j/%%\

2 556
2.396
1.898
L8881
1.861
1.847
1.829
0.940
0,917
0.900

N

\\\

Co<)

<)

NAME 0Oct06-2010-richie
EXPNO 110
PROCNO 1
Date 20101006
Time 17.43
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 se
RG 45.2
DW 60.800 us
DE 6.50 us
TE 296.7 K
D1 1.00000000 se
TDO 1
====m===e= CHANNEL 1 ==s===
NUC1 1H
Pl 14.80 us
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MH
SI 32768
SF 400.1300112 MH
WDW EM
S5B 0
LB 0.30 Hz
GB 0
PC 1.00


mranade
Stamp


rb-27-after bicarb wash

7.401
7.382
Tad 11
7.253
1+233
7.178
7.159
7.141
5.263
4.590
4.574
4.554
4.210
3.652
3.644
3.635
3.625
3022
3,501
3.479
3,235
3217
3.1986
2.670
2.655
2.636
2.621
2.581
2.268
2.547
2.534
2.394
1.636
1.360
1.076
1.069
1.045

O ™
ey o
QJ 04
1L 1L

1.773
1.668
l 313
L. 259

Co<)

>

...........................

NAME Octl10-2010-richie
EXPNO 116
PROCNO 1
Date_ 20101010

Time 16,51
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT €DC13

NS 16

DS 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 32

DW 60.800 usec
DE 6.50 usec
TE 296.5 K

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

Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
SI 32768

SF 400.1300115 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00


mranade
Stamp


bicarb wash-iodothfpipz

7.188
7.184

g e R 5050 Gt
Be

NAME Aug08-201l-richie
EXPNO 518
PROCNO 1L
i b Date 20110808
E E Time 20.46
INSTRUM spect
— PROBHD 5 mm PABBO BB-
HQE PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 45.2
DW 60.800 usec
DE 6.50 usec
TE 297.0 K
D1 1.00000000 sec
TDO 1
memaeses CHBNNEL El sssseaee
NUC1 1H
P1 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768
SF 400.1300397 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
A Ff¥rfl|IILIIIIJII



mranade
Stamp


rb-39-bicarb

7.262
7.249
1.246
7.152
7.149
7.136
7.133

18l

W

)

__Z
8.0

e
ﬂmﬂb

g

T

[

I

6.5 6.0

T
5.

5.

I

T T T T
45 40 3

|

s I

___T__A__
2,

Bl

1

b

0 0

,d__ﬂi
5 ppm

%

<

NAME Oct18-2010-richie
EXPNO 122
PROCNO 1
Date 20101018
Time 18.50
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685
FIDRES 0.125483
AQ 3.9846387
RG 203
DW 60.800
DE 6.50
TE 296.0
D1 1.00000000
TDO 1
======== CHANNEL fl ====
NUC1 1H
Pl 14.80
PL1 1.00
PL1W 8.75920200
SFO1 400.1324710
ST 32768
SF 400.1300085
WDW EM
SSB 0
LB 0.30
GB 0
PC 1.00


mranade
Stamp


chrom-3-pipd-U

7.203
7.190
7.184
7.171
7 167
7.055
7.051
7.037
7.034
7.013
L7.009
L6.994
5.465
5.461
5.457
3.591
3.189
3.182
3.045
2.736
N,
2.708
2.319
2.314
1.138
1,924
1.112

0.000

NAME Apr09-2012-richie
EXPNO 707
PROCNO 1
mHHWﬁ”ﬁunafwa Date_ 20120409
| Time 13.18
] INSTRUM spect
1a2 PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 65536
SOLVENT CcDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
no 3.9846387 sec
RG 181
DW 60.800 usec
DE 6.50 usec
TE 293.6 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
SI 32768
SF 400.1300370 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
| L i



mranade
Stamp


6-met-chrom-isopphypid-U- cdcl3 w

LHOOD A~ OMWOWAD A MMM WO AL O N
OCOWWWOHWO T~V MO NONDAO O N o
CONMNT IO AAAAO T >SOMOMO MM N — g
OO MMMOOMOOMHOMOMONNNNNNNN A A

e (=== BRUKER

<

NAME Apr07-2012-richie

. EXPNO 705

0 PROCNO 1

Date 20120407

JAHH“HM“HH\?&A Time 21.48
_ INSTRUM spect

163 PROBHD 5 mm PABBO BB-
PULPROG 2930
TD 65536
SOLVENT cDC13
NS 16
DS 2
SWH 8223.685
FIDRES 0.125483
1:X6) 3.9846387
RG 50.8
DW 60.800
DE 6.50
TE 293.5
D1 1.00000000
TDO 1
======== CHANNEL fl =—===
NUC1 1H
Pl 14.80
PL1 1.00
PL1W 8.75920200
SFO1 400.1324710
ST 32768
SF 400.1300470
WDW EM
SSB 0
LB 0.30
GB 0
PC 1.00

| |

M|~
.Lyﬂhﬁu
=N

) B

Hz


mranade
Stamp


betychrom-pipdU-isoproppheny

(@)
SOOUOAOLMOUONAT NN MO NONOLS AILSHDNOONTOLOANMSNHODOMMDANODNO - OO O
OO0~V MMOHOANOETMANNOMUOMIOOLIMNAHNONNDNON~EONNS O OO A .V 0
005443222222110055537662222177777333332221 .
L Y <)
T SRR P 2 | BRUKER
NAME Janl0-2012-richie
EXPNO 606
PROCNO
Date_ 20120110
Time 10.45
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG 2g30
TD 65536
_H_ ”_._Mn._. SOLVENT €DC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 203
DwW 60.800 usec
DE 6.50 usec
TE 293.7 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 w
SFO1 400.1324710 MHz
SI 32768
SF 400.1300086 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00



mranade
Stamp


7. 161

1. 131
1.114

SRR PP L LRpessssssiitt BRUKER

NAME Apr20-2012-richie
0 EXPNO 725
PROCNO 1
\gz Date_ 20120420
Time 1802
165 INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
D 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 90.5
DW 60.800 usec
DE 6.50 usec
TE 295.8 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768
SF 400.1300395 MHz
WDW EM
SEB 0
LB 0.30 Hz
GB 0
PC 1.00
? |

J(
71

;u



mranade
Stamp


ono2chrmisophypidu

o o
MOODDODANDDNOOWNANNODOIOEMANNATOOONMUOMOM IO OANMNSN-I®DBO OO o
MANNHONNDITNODOOITNMN A AR OOITNMOMWOWOI IO NN O >SS
AL TAOONNNNNNAATAAOOCOOOMNOMMEONNH®EN~MM o N O . A“I‘HUUVAM“”\IHV
...................................OO
oWMWMMmMWMWMMWMWMWMWMMWMMMW%NMMMMWH/ OO MO MO NNNNN A mﬂ/w\u -m-w-m-w-rh_-Aﬂw-mm"-ﬂn
NAME Jan22-2012-richie
EXPNO 558
0 PROCNO 1
Oz N Date 20120122
Time 19.51
U7 166 INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 203
DW 60.800 usec
DE 6.50 usec
T 293.6 K
D1 1.00000000 sec
TDO 1
======== CHANNEL f] ========
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768
SF 400.1300082 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
| T S B T {
prorTTTTT frorrrTTTT [rorrrTTT [rerTrTTTT prorrrTT [rrrTrTT JreTTrEEEY [rorrrTTT [rorreTT prorTrTT I T
10 9 8 7 6 5 4 3 2 1 ppm



mranade
Stamp


isopchrm-0-bzphypd-bicarb wash

o
NOSTFTYOTNOONOTSTOCTNTFTDONTTNFOANATONOAN SN AFONSON~ANO MO
O~ MO OVOLONITANNDDDOETOLMNOMANANNADNNONONHODVDONADOOWANOONNDOO AHIA”UU!A””\IHV
COOLITMOHANANNANNA—ATAAAAATAAAAO M ANOO A1V OOAOLMMOANO -
$ e & e W®m W e % & w W e 0 W W 6 % W w & @ @ e e 8 s e e om e e e s e 8 O
e I | BRUKER
NAME Oct08-2011-richie
ﬁwp EXPNO 512
PROCNO 1
0 Date 20111008
Time 20.13
INSTRUM spect
%@ PROBHD 5 mm PABBO BB-
PULPROG zg30
Il - TD 65536
167 SOLVENT cDpCl13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 203
DW 60.800 usec
DE 6.50 usec
TE 296.4 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 w
SFO1 400.1324710 MHz
ST 32768
SF 400.1300085 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00



mranade
Stamp


dimetchrompipd-U-cdcl3 wash

X

<

NAME Apr09-2012-richie
EXPNO 708
PROCNO i

Date 20120409

Time 13.45
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 181

DwW 60.800 usec
DE 6.50 usec
TE 293.6 K

D1 1.00000000 sec
TDO 1
me==mm=== CHANNEL {1 ==eccse
NUC1 1H

P1 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768

SF 400.1300091 MHz
WDW EM

S&B 0

LB 0.30 Hz
GB 0

PC 1.. 00


mranade
Stamp


chrm-2-isopphypidu

-0.000

Co<)

8.228
8.224
8.208
8.204
1677
T899
7.524
7923
7.503
7502
7.411
7.288
7.284
7.268
7.262
7.254
7.250
7.138
1135
7.080
7.077
6.507
5.534
3+ 930
5.526
5« UL
3.734
3.666
3.312
3.305
3,297
3 .290
3.115
2.870
2.856
2.842
2.433
2.426
2.422
1..508
1.222
1.205

//%//X\\\\\\

e

NAME Jan22-2012-richie
EXPNO 557
ﬁu PROCNO 1

Date 20120122
Time 19.39
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536

”_._mm_ SOLVENT CDCI13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 203
DW 60.800 usec
DE 6.50 usec
TE 293.6 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl ========
NUC1 1H
Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
S1 32768
SF 400.1300083 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

Lk _ ; ;E A A

et



mranade
Stamp


). ksr %C?f

X

<O

NAME Apr25-2012-richie
EXPNO 732
PROCNO 1

Date 20120425

Time 15.59
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT €cDCl3

NS 16

DS 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz
yX@) 3.9846387 sec
RG 203

DW 60.800 usec
DE 6.50 usec
TE 295.5 K

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

Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768

SF 400.1300363 MHz
WDW EM

3SSB 0

LB 0.30 Hz
GB 0

PC 1.00

I I I I [ T I I I f I g

3 EsE [

i A i e BT LR R R (R R R i e TR AR S UL (R e
90 85 80 75 7.0 65 6.0 55 50 45 4.0 35 3.0 25 20 15 1.0 ppm


mranade
Stamp


isopchromphyphypiz-cdcl3-wash

MO ANTFONOODO AL MLTOMFTAOOOOMAHOOMHDOMOO®OMO®DWMO N A
AT O~ OO OO TMMOANN—A OO~V OHOooTNOM>WMSOWOOMAN W™~
0094444333222221111110088885221009996662200 8
NAME Apr07-2012-richie
EXPNO 702
PROCNO 1
Date 20120407
Time 20.57
INSTRUM spect
D 17 H PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 128
DW 60.800 usecs
DE 6.50 use
TE 293.4 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl =======:
NUC1 1H
P1 14.80 use
PL1 1.00 dB
PL1W 8.75920200 W
SFO1 400.1324710 MHz
ST 32768
SF 400.1300393 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
i

o
-

o

1

9 6B


mranade
Stamp


isopchrompyridinepiz

(o<
L )

BRUKER

NAME Mar28-2012-richie
EXPNO 626
PROCNO 1

Date 20120328

Time 16.26
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 181

DW 60.800 usec
DE 6.50 usec
TE 294.0 K

Bl 1.00000000 sec
TDO 1
======== UHANNEL {1 s=s—se-we
NUC1 1H

Pl 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 w
SFO1 400.1324710 MHz
SI 32768

SF 400.1300370 MHz
WDW EM

58B 0

LB 0,30 Hz
GB 0

PC 1.00



mranade
Stamp


HmOUOSHOS®<HHEHQHDm|UHN

<)
(>

NAME Mar26-2012-richie
EXPNO 621
PROCNO 1

Date 20120326

Time 11.07
INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30

™D 65536
SOLVENT cocls

NS 16

DS 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 144

DW 60.800 usec
DE 6.50 usec
TE 293.8. K

D1 1.00000000 sec
TDO 1
======== CHANNEL f] ========
NUC1 1H

P1 14.80 usec
PL1 1.00 dB
PL1W 8.75920200 w
SFO1 400.1324710 MHz
ST 32768

SF 400.1300076 MHz
WDW EM

S8B 0

LB 0.30 Hz
GB 0

BE 1.00



mranade
Stamp


isopchrompyridine-meta

. il
TN e I S UN..V..N..mV.a

NAME Mar26-2012-richi
EXPNO 622
PROCNO 1

== Date 20120326
Time 11..13

M INSTRUM spect
PROBHD 5 mm PABBO BB-
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 H:
FIDRES 0.125483 H:
AQ 3.9846387 se
RG 128
DW 60.800 us
DE 6.50 us
TE 293.3 K
D1 1.00000000 se
TDO .
======== CHANNEL fl =====-=
NUC1 1H
Pl 14.80 us
PL1 1.00 dB
PL1W 8.75920200 w
SFO1 400.1324710 MH
ST 32768
SF 400.1300000 MH
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

0k EIL?
AR R E A FE A T R [ B B R TERTAR I R R R E EERRERs i E prorTTTT =
10 9 8 7 6 5 4 3 2 1 ppm
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MS Report from Instrument: TEMPLE CDDR MSD

File ._HEMIST\09-10\120910-MS_LOW MASS_ACN-02286.D Tgt Mass (EZX): 326.00

Injection Date : 12 Sep 10 11:36 pm -0500 Seq. Line : O
Sample Name : f2-tosy-redn Location : Vial 18
Acq. Operator > richie bhandare Inj - 1
Spec. Reported : UV Integration Inj Volume - 1 ul
Acq. Method : D:\METHODS\MS_LOW MASS_ACN.M

Analysis Method : D:\METHODS\MS_LOW MASS ACN.M

Sample Info : Easy-Access Method: "Low Mass ACN® 326.00
Method Info : \£><i;\;mﬁ
2 0
0

DAD1 A, Sig=254,4 Ref=off

‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘
0 1 2 3 4

min

DADL1 B, Sig=220,4 Ref=off

1 I 1 1 1
0 1 2 3 4

min

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

12000000 |
10000000
8000000 |
6000000 |
4000000 |
2000000

O;

‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘
0 1 2 3 4

min

Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim width Area Height Area% MS(+)

4.12I 0.10I 279.84I 39.63 100.00 327

Integration Results for DAD1 B, Sig=220,4 Ref=off

RetTim width Area Height Area% MS(+)
0.58 0.15 759.58 75.35 11.37 412
4.12 0.10 5921.33 818.09 88.63 327

TEMPLE CDDR MSD 3/9/2012 5:20:04 PM Suleyman Akocak

Page 1 of 2
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Stamp


MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 0.58 <<<< POSITIVE SPECTRA >>>> Ret. Time: 4.12
*ES-API Positive *ES-API Positive
20000 o 1566 1
o
15000 ]
1E6
10000 o o ] 1
5000 g o 3 © 5000007:
e N~ ]
0 kil “M.hmu.a.‘hm.‘m.“J.m. s 0 A |
1 ‘ ‘ ‘ ‘ ‘ — — ‘ ‘
200 400 600 800 m/Z 200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ton Mass Abundance Ratio Ton Mass Abundance Ratio Ton Mass Abundance Ratio Ton Mass Abundance Ratio
| | | | 1 | | | [ | | | | 1 | | |
A 412.00 24178 100.00 B 102.20 20906 100.00 A 327.00 1933483 100.00 B 675.10 767520 100.00
A+ 2 414.20 169 0.70 B+ 2 104.15 1200 5.74 A+ 1 328.00 418209 21.63 B+ 1 676.10 295272 38.47
B+ 3 105.10 12697 60.73 A+ 2 329.00 146843  7.59 B+ 2 677.10 137085 17.86
B+ 4 106.05 808 3.86 A+ 3 330.05 26658  1.38 B+ 3 678.10 38950 5.07
B+5 107.10 4189 20.04 A+ 4 330.95 1904  0.10 B+ 4 679.10 9710  1.27
A+ 5 332.05 2375  0.12 B+5 680.10 1776  0.23
TEMPLE CDDR MSD 3/9/2012 5:20:04 PM Suleyman Akocak Page 2 of 2



SRR

MS Report from Instrument:

TEMPLE CDDR MSD

File ..HEMIST\09-1I\130911-MS_LOW MASS_ACN-07354.D Tgt Mass (EzZX) :
Injection Date : 13 Sep 11 1:19 pm -0500 Seq. Line : 0 . X
Sample Name : bzdioxoest-lstep Location vial 33 Integration Results for DAD1 A, Sig=254,4 Ref=off
Acq. Operator : richie bhandare X Inj : 1
Spié. Bmpoxtes 1 NS tagrtion | e agra D0 VOMEE flul | gema e meignt  areas us(s)
Analysis Method : D:\CHEMIST\09-11\13091TI-MS _LOW MASS_ACN-07354.D\DA.M |l====---|-===-=-~ fprmmmistmm i i e R
sample Info : Easy-Access Method: 'Low Mass ACN' 1.46 0.08 9.00 1.55 0.48 102
Method Info : 2.72 0.19 1850.59 146.68 99.23 102
3.32 0.08 5.30 1.00 0.28 102
Integration Results for DAD1 B, Sig=220,4 Ref=off
Cl DAD1 A' Sig=254'4 Ref=off RetTim widthl Area Height Area% MS(+)
[ ] DAD1 B, Sig=220.4 Ref=off 1~ P L
,,,,,, MSD1 TIC, MS File  ES-API, Pos, Scan, Frag: 70 o 032 ooty 25095 Jsesr 102
Norm. 1 4. 0.54 786.20 18.09 3.20 102
$700000
1 g o—
600000 | 4,
J 0] )]
500000 Al
400000
300000
200000
100000 -
0
0
Ret. Time: 0.64 <<<< POSITIVE SPECTRA >>>>
ES-API Positive
N
N
»
80000 -
70000
60000
50000
40000 -
30000
20000
10000 {5
'
0 %h\ .H.‘JL,L s i 1.‘ vk il (9 1
—— — — — —— —
100 200 300 400 500 600 700 800 900 m/Z
TEMPLE CDDR MSD 11/17/2011 4:27:50 PM Rogelio L Martinez Page 1L of 1
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Stamp


Print of window 80: MS Spectrum
D:\CHEMIST\09-11\130911-MS_LOW MASS ACN-07354.D
bzdioxoest-1lstep

Data File
Sample Name

Acq. Operator

Acg. Instrument

Injection Dat

Acqg. Method
Last changed

Analysis Method

Last changed
Sample Info

MS Spectrum

=

richie bhandare

TEMPLE CDDR MSD Location

9/13/2011 1:19:24 PM Inj
Inj Volume

D:\METHODS\MS_LOW MASS ACN.M

9/13/2011 1:18:28 PM by richie bhandare

(modified after loading)

Vial 33
1
1.0 pl

D:\CHEMIST\09-11\130911-MS_LOW MASS ACN-07354.D\DA.M (MS_LOW MASS ACN.M)

9/13/2011 1:27:17 PM by richie bhandare
Easy-Access Method: 'Low Mass ACN'

*MSD1 SPC, time=2.750 of D:\CHEMIST\09-11\130911-MS_LOW MASS_ACN-07354.D ES-API, Pos, Scan, Frag: 70
N
N
(=]
100 +
i Max: 168768
80
60
40
20+
1 =
&
o T
J - = o
0 % o
= = 7
04 | |hk‘”LIhlnt‘Lmdhihth”mLmnmdmJLJLuHMLhJM.meJmMm”m,“dJLL“mmmmm“mumv|MmhmM“nMnmhmmwwmwnhMLm"mM"mHMMJh”M”m”“.\..m
— T ——
100 150 200 250 300 350 m/z
TEMPLE CDDR MSD 11/17/2011 4:34:29 PM Rogelio L Martinez Page 1 of 1



MS

Report from Instrument: TEMPLE CDDR MSD

File ._.HEMIST\11-11\281111-MS_LOW MASS_ACN-08223.D Tgt Mass (EZX):

Injection Date
Sample Name
Acg. Operator
Spec. Reported
Acq- Method

- 28 Nov 11

4:06 pm -0500 Seq. Line : O
1,3-bzdiox-alc Location : Vial 26
richie bhandare Inj - 1
UV Integration Inj Volume - 1 ul
D:\METHODS\MS_LOW MASS_ACN.M

Analysis Method D:\METHODS\MS_LOW MASS ACN.M
Sample Info : Easy-Access Method: "Low Mass ACN*
Method Info :

DAD1 A, Sig=254,4 Ref=off

mAU
60 |
40
20
0;
-20—
6 i é é A é min
DADL1 B, Sig=220,4 Ref=off
mAU
800 -
600
400
200
0
T T T T T T ‘
0 1 2 3 4 5 min
MSD1 TIC, MS File  ES-API, Pos, Scan, Frag: 70 **** NO MS PEAKS INTEGRATED **** *** NO MS PEAKS INTEGRATED ****
450000A§
400000
350000 |
300000
250000 |
200000
I T T 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTimI width Area Height Area% MS(+)
1.58 0.15 1011.24 96.46 100.00 153
Integration Results for DAD1 B, Sig=220,4 Ref=off
RetTimI width Area Height Area% MS(+)
1.58 0.15 10787.51 968.12 83.97 324
2.79 0.27 819.04 37.14 6.38 324
4.17 1.03 1239.86 14.19 9.65 102
TEMPLE CDDR MSD 3/9/2012 5:05:44 PM Suleyman Akocak Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 1.58 <<<< POSITIVE SPECTRA >>>> Ret. Time: 2.79
ES-API Positive ES-API Positive
1 Q 1
300003 N 15000 N
1 ™ N
] B
20000 10000—1
1< o o |lo 14 a4 o aoR« — :
10000 3 Pl 5000 | <« s goBo PR
1 ® ] S ] \F el 5 Q ©
0 il .umu vl “m 0 L Jﬂ.&lw\hw.m m'u MLAJ-. w L
: ] ‘ ‘ : : S R I ‘ :
200 400 600 800 m/Z 200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | 11 | | | 1|l | | | 11 | | | |
A 153.05 33451 100.00 B 324.00 24978 100.00 A 324.00 17489 100.00 B 102.20 10421 100.00
A+ 1 154.05 3029 9.05 B+ 1 325.05 5060 20.26 A+ 1 325.00 3418 19.54 B+ 1 103.10 802 7.70
A+ 2 155.10 719  2.15 B+ 2 326.00 2396  9.59 A+ 2 326.05 2408 13.77 B+ 2 104.15 243 2.33
A+ 3 156.10 210 0.63 B+ 3 327.05 482  1.93 A+ 3 327.05 667 3.81 B+ 3 105.10 4882 46.85
A+ 4 157.00 314 0.94 B+ 4 327.85 24 0.09 A+ 4 327.85 27 0.15 B+ 4 106.05 622 5.97
A+ 5 158.05 1302  3.89 B+5 329.00 13496 54.03 A+ 5 329.00 5763 32.95 B+ 5 107.05 410 3.94
Ret. Time: 4.17
ES-API Positive
N
15000 N )
B 3 ~
] ™ I
10000 o
,“' o
I+ H o e < o
5000 5 N e m N S o
i ﬂﬂﬁh A
Bim N [Te]
0 il MLMMJM ..n..m.u J.L.AL [ .4
] ‘ :
O 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | | | | | |
A 102.20 16180 100.00 B 324.00 9869 100.00
A+ 1 103.10 1319 8.15 B+ 1 325.00 2157 21.86
A+ 2 104.15 162 1.00 B+ 2 326.10 1455 14.74
A+ 3 105.10 7642 47.23 B+ 3 326.95 588 5.96
A+ 4 106.10 730 4.51 B+ 4 328.10 166  1.69
A+ 5 107.15 175 1.08 B+ 5 329.00 3253 32.96
TEMPLE CDDR MSD 3/9/2012 5:05:44 PM Suleyman Akocak Page 2 of 2



MS Report from Instrument: TEMPLE CDDR MSD

File ..HEMIST\11-11\281111-MS LOW MASS ACN-08222.D Tgt Mass (EZX):

Injection Date : 28-Nov-11, 15:57:52 Seq. Line : 0
Sample Name : 1,3-bzdiox-tosy Location : Vial 25
Acg. Operator : richie bhandare Inj : O
Spec. Reported : UV Integration Inj Volume : 1 ul
Acq. Method : D:\METHODS \MS_LOW MASS ACN.M

Analysis Method : D:\METHODS\MS LOW MASS ACN.M
Sample Info : Easy-Access Method: 'Low Mass ACN'

Method Info : [::I:G 0Tz
8]

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

2500000

N |
9

N
o
o
o
o
o
o
|

1500000

Ll

1000000 —

500000 ]

o+

0 1 2 3 4 5

DAD1 A, Sig=254,4 Ref=off
mAU

3.670

250 -

1

L

N

o

o
|

150

-
[&)] o
o o

o b b b by

o

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

0 1 2 3 4 5

Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim width Area Height Area% MS(+)

P [-mmes e L L LT [omemaees P |
8:31 0.08 4.19 0.82 0.18 228
3.67 0.10 2266.58 299.73 97..39 324
4.08 0.10 56.64 7.60 2.:43 324

TEMPLE CDDR MSD 11/28/2011 4:04:08 PM richie bhandare Page 1 of 2
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Stamp


MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 3.67 <<<< POSITIVE SPECTRA >>>>

( *ES-API Positive ]

400000
300000
200000 - o
0 5 ©
100000 4 & ~
— ™
0 el 1
T T T D e s e e e
200 400 600 800 m/.
Base Peak lon Ratios: 2nd Largest Peak lon Ratios
Ion Mass Abundance Ratio Ion Mass Abundance Ratio
e R — B | -=--- [ J=emnnen R R - r
a 324.00 495714 100.00 B 296.10 46499 100.00
A+ 1 325.05 90184 18.19 B+ 1 297.00 7975 17.15
A+ 2 326.05 35345  7.13 B+ 2 298.05 3318 7.14
A+ 3  326.95 5536  1.12 B+ 3 299.10 805 1.73
A+ 4 328.20 229  0.05 B + 4 300.20 599  1.29
A+ 5 329.00 140373 28.32 B+ 5 301.00 7487 16.10

TEMPLE CDDR MSD 11/28/2011 4:04:08 PM richie bhandare

Page

2 of 2



MS

TEMPLE CDDR MSD 3/9/2012 5:27:31 PM Suleyman Akocak

Report from Instrument: TEMPLE CDDR MSD

File ..HEMIST\06-11\170611-MS_LOW MASS_ACN-06345.D Tgt Mass (EZX):

Injection Date 17 Jun 11 2:18 pm -0500 Seq. Line : O
Sample Name : Fl0sil-bzox Location : Vial 33
Acq. Operator richie bhandare Inj - 1

Spec. Reported
Acq- Method

UV Integration Inj Volume - 1 ul

D:\METHODS\MS_LOW MASS_ACN.M

D:\METHODS\MS_LOW MASS ACN.M 0
"Low Mass ACN*®

Analysis Method
Sample Info : Easy-Access Method:
Method Info :

DAD1 A, Sig=254,4 Ref=off
mAU é

‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ;
0 1 2 3 4 5 min

DADL1 B, Sig=220,4 Ref=off

0 1 2 3 4 5 min
MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70
= )
6000000 |
5000000
4000000
3000000
2000000 —
1000000 | a
T ] T T L T T T ‘
0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim width Area Height Area% MS(+)
1.80 0.12 1312.68 171.02 100.00 208
Integration Results for DAD1 B, Sig=220,4 Ref=off
RetTim width Area Height Area% MS(+)
1.80 0.22 17550.81 1267.83 100.00 208

Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 1.80 <<<< POSITIVE SPECTRA >>>>
*ES-API Positive
1.25E6 e
1E6 o
E —
750000 — =
50000072 g g o ~
250000 4 < o % &
| Yol
04 \ \ [ | | l A |
— — — ‘
200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | 11 | | | |
A 208.10 1286168 100.00 B 415.10 699577 100.00
A+ 1 209.10 144702 11.25 B+ 1 416.20 181566 25.95
A+ 2 210.10 14922  1.16 B+ 2 417.10 30828 4.41
A+ 3 211.00 1531 0.12 B+ 3 418.15 3926 0.56
A+ 4 212.05 376 0.03 B+ 4 419.15 1003 0.14
A+ 5 213.05 296 0.02 B+ 5 420.00 195 0.03

TEMPLE CDDR MSD 3/9/2012 5:27:31 PM Suleyman Akocak

Page

2 of 2



MS

Report from Instrument: TEMPLE CDDR MSD

File

- -HEMIST\08-11\240811-MS_LOW MASS_ACN-07208.D Tgt Mass (EZX):

Injection Date 24 Aug 11 5:03 pm -0500 Seq. Line : O
Sample Name : dimet-phenol-2ndstep-Gil Location : Vial 57
Acq. Operator richie bhandare Inj - 1
Spec. Reported UV Integration Inj Volume - 1 ul
Acq. Method D:\METHODS\MS_LOW MASS_ACN.M
Analysis Method D:\METHODS\MS_LOW MASS ACN.M
Sample Info : Easy-Access Method: "Low Mass ACN*
Method Info : OH

66

DAD1 A, Sig=254,4 Ref=off

mAU

min

DADL1 B, Sig=220,4 Ref=off

1 I 1 1 1 1
0 1 2 3 4 5

min

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim width Area Height Area% MS(+)
0.60 0-33 50.88 1.87 5.77 102
3.66 0.17 831.40 70.00 94.23 205
Integration Results for DAD1 B, Sig=220,4 Ref=off
| RetTimI WidthI AreaI HeightI Area%I MS(+)I
3.65 0.30 27473.82 1425.10 100.00 205
TEMPLE CDDR MSD 3/9/2012 5:30:30 PM Suleyman Akocak Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 0.60 <<<< POSITIVE SPECTRA >>>> Ret. Time: 3.66
ES-API Positive *ES-API Positive
N k| N
10000 3 125000 5
8000 o 100000
6000| & 75000
] |
4000 “ 50000 “ “
] ™ 40 © [Te)
2000 % 5 25000 5 N 3
0 E i TR W Lot . 0 :L L A L
— — ‘ ‘ ‘ T — ‘ ‘ ‘
200 400 600 800 m/Z 200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ton Mass Abundance Ratio Ton Mass Abundance Ratio Ton Mass Abundance Ratio Ton Mass Abundance Ratio
| | | | 1 | | | [ | | | | 1 | | | |
A 102.20 11228 100.00 B 130.20 4396 100.00 A 205.15 133863 100.00 B 102.20 39543 100.00
A+ 1 103.20 660 5.88 B+1 131.15 622 14.16 A+ 1 206.10 20316 15.18 B+ 1 103.10 3168 8.01
A+ 2 104.15 39 0.34 B+ 2 132.10 73 1.66 A+ 2 207.10 1928 1.44 B+ 3 105.10 9144 23.12
A+ 3 105.10 5408 48.17 B+ 3 133.00 3 0.08 A+ 3 208.05 481  0.36 B+ 4 106.10 555  1.40
A+ 4 106.10 363 3.24 B+ 4 134.05 20 0.45 A+ 4  209.05 400 0.30 B+ 5 107.10 820 2.07
A+ 5 107.00 465 4.14 B+5 13510 247  5.63 A+ 5 210.05 302 0.23
TEMPLE CDDR MSD 3/9/2012 5:30:30 PM Suleyman Akocak Page 2 of 2



MS Report from Instrument: TEMPLE CDDR MSD

File ._.HEMIST\O08-11\240811-MS_LOW MASS_ACN-07210.D Tgt Mass (EZX):

Injection Date 24 Aug 11 5:30 pm -0500 Seq. Line : O
Sample Name : dimetchrom-FR-acyl Location : Vial 59
Acq. Operator richie bhandare Inj 1
Spec. Reported UV Integration Inj Volume - 1 ul
Acq- Method D:\METHODS\MS_LOW MASS_ACN.M
Analysis Method D:\METHODS\MS_LOW MASS ACN.M
Sample Info : Easy-Access Method: "Low Mass ACN*
Method Info :
DAD1 A, Sig=254,4 Ref=off
mAU S
2500 5
2000
1500 7
1000
500
0 e —— e — e —
(5 ‘l ‘2 :‘3 4‘1 é min

DADL1 B, Sig=220,4 Ref=off

f I f I
0 1 2

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

2000000 |
1500000
1000000 -
5000004§
R T - 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim width Area Height Area% MS(+)
4.37 0.30 60555.03 2991.84 100.00 247
Integration Results for DAD1 B, Sig=220,4 Ref=off
RetTim Width Area Height Area% MS(+)
4_.39 0.45 69260.75 1887.57 100.00 247
TEMPLE CDDR MSD 3/9/2012 5:32:27 PM Suleyman Akocak Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 4.37 <<<< POSITIVE SPECTRA >>>> Ret. Time: 4.39
*ES-API Positive *ES-API Positive
600000 % 400000 | T
500000 1
400000 300000
300000 200000
200000 = - B - -
o 1 o o
100000 % & 1000003 & % &
0 ‘I = ‘ ,‘u,.t‘H ‘ ‘ ‘ | o3 \‘ ‘ ‘b‘ﬂ‘H b ‘ ‘ ‘ ‘
200 400 600 800 m/Z 200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | 11 | | | 1| | | | 11 | | | |
A 247.15 613375 100.00 B 264.15 181701 100.00 A 247.15 422888 100.00 B 264.15 119370 100.00
A+ 1 248.15 109618 17.87 B+ 1 265.15 33239 18.29 A+ 1 248.15 75510 17.86 B+ 1 265.15 22055 18.48
A+ 2 249.10 12786 2.08 B+ 2 266.15 8273  4.55 A+ 2 249.10 8904 2.11 B+ 2 266.15 5595  4.69
A+ 3 250.20 1759  0.29 B+ 3 267.10 2459 1.35 A+ 3 250.15 1812  0.43 B+ 3 267.10 2503 2.10
A+ 4 251.20 208 0.03 B+ 4 268.15 2470 1.36 A+ 4 251.20 216 0.05 B+ 4 268.15 1843 1.54
A+ 5 252.15 3098 0.51 B+5 269.10 17053  9.39 A+ 5 252.15 2117  0.50 B+5 269.10 11607 9.72
TEMPLE CDDR MSD 3/9/2012 5:32:27 PM Suleyman Akocak Page 2 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

" File ..HEMIST\02-11\100211-MS LOW MASS ACN-04133.D Tgt Mass (EZX): 285.00

‘Injection Date 10-Feb-11, 15:20:39 Seq. Line : O
| Sample Name dimet-chrom-ald-F1l0-sil Location vial 67
tAcq. Operator richie bhandare Inj : O
\Spec. Reported MS Integration Inj Volume 1 ul
\Acq. Method D:\METHODS\MSﬁLOW MASS ACN.M
' Analysis Method D:\METHODS\MS LOW MASS ACN.M "
‘Sample Info Easy-Access Method: 'Low Mass ACN' 285.00 CHO
| Method Info
| o
i 68
L ] J
[ MSD1 TIC, MS File  ES-API, Pos, Scan, Frag: 70
‘1oooooooAf 2\
| ] T
‘ 8000000 f \
1 1 f \
‘ 6000000 —
4000000 /
, / INC
2000000 - ~fﬂ::::r"“f\/
7 L iﬂ‘{,Aw,’ﬁ{/_\/\‘/—,{F/——(*/f
T T T T T T T T T T T T T T T T
0 1 2 3 4 5 min
DAD1 A, Sig=254,4 Ref=off
mAU - %
| 3 'o‘ﬂ\ |
3000 % T “\ ‘
2500 1 i *
4 |
|
2000—3 / \
] |
1500% | |
| |
|
1000 / \
500 /// \\\\\\
— — ETREE (RPN SEEPNOUSINICIEISEDEINE~ . - Cans o s T
: ; | — : ‘ —— — : ‘ — ‘ ‘
0 1 2 3 4 5 min
| Integration Results for DAD1 A, Sig=254 4 Ref=off
| RetTim width Area| Heighti Area% MS(+)
‘ 099 0 . 1.5 31.89 3.19 0.08 197
2.90 0.08 20.77 4.06 0.08 1.9
3.14 0.07 7499 1.92 0.02 197
3.33 0.12 40.31 4.60 0.10 197
\ 3..97 0.20 40838.39 3183.09 99,51 285
\ 4.75 0.08 25.35 4.74 0.06 197
4.92 0.10 30.96 4.63 0.08 197
5.36 0.08 18.79 3.16 0.05 197
5.44 0.08 18.79 3.:29 0.05 197
5.:69 0.08 4.71 0.94 0.01 197
| |
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 4.00 <<<< POSITIVE SPECTRA >>>>

T *ES-API Positive ’ W
|
| a P
| 1.2E6 - q_? ‘
| 1E6 &
1800000‘% o }
1600000 | 5 -
la00000 % % BT & |
0000 & =3
1200000 4 & l =y
i 0=+ i | RO _L B AR S R
| 200 400 600 800 nﬂg
\ Base Peak lon Ratios: 2nd Largest Peak lon Ratios: ‘
1 Ion Mass Abundance Ratio Ion Mass Abundance Ratio
|
“ ------ | =mimimimimicors | rrmEs s [y || | s i [=mmmmmmmmmm it |
‘ A 285.10 1276533 100.00 B 591 .20 348219 100.00
‘ ‘ A+ 1 286.05 264897 20.75 B + 1 592.20 139564 40.08 ‘
‘ A+ 2 287.05 34417 2.70 B + 2 593.25 30918 8.88
| | a+3 288.10 3430 0.27 B+ 3 594.20 5349  1.54
| A+ 4 288.95 1176 0.09 B + 4 595 .20 1286 0437
‘ A + 5 290.20 808 0.06 B + 5 596.10 381 0.11 ]
. - ]
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MS Report from Instrument: TEMPLE CDDR MSD
File ._.HEMIST\O1-11\120111-MS_LOW MASS_ACN-03607.D Tgt Mass (EZX):

Injection Date : 12 Jan 11 4:52 pm -0500 Seq. Line : O
Sample Name : chrom-alcohol Location : Vial 6
Acq. Operator > richie bhandare Inj - 1
Spec. Reported : UV Integration Inj Volume - 1 ul
Acq. Method : D:\METHODS\MS_LOW MASS_ACN.M
Analysis Method : D:\METHODS\MS_LOW MASS ACN.M
Sample Info : Easy-Access Method: "Low Mass ACN* 8]
Method Info : C@Aj}l

74

DAD1 A, Sig=254,4 Ref=off

mAU

‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ;
0 1 2 3 4 5 min

DADL1 B, Sig=220,4 Ref=off

\ \ \ \ \ \ ‘
0 1 2 3 4 5 min

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

6000000 -
5000000
4000000
3000000~
2000000 —

1000000—5‘ E— —

0 1
Integration Results for DAD1 A, Sig=254,4 Ref=off

RetTim width Area Height Area% MS(+)

1.60I 0.15I 30097.94I 2758.14 100.00 177

Integration Results for DAD1 B, Sig=220,4 Ref=off

RetTim width Area Height Area% MS(+)
1.62 0.24 32655.66 2128.40 93.29 177
1.99 0.13 2348.95 268.20 6.71 177
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 1.60 <<<< POSITIVE SPECTRA >>>> Ret. Time: 1.62
*ES-API Positive *ES-API Positive
E N E N
1.25E6 5 1.25E6 5
1E6 - 1E6 5
7500004 7500004
] (o)) J [e)]
5000003 K| <2 Q! 5000003 K| <2 N
7 % — 7 % —
250000 b= 2 250000 — 3
Oél [T b Oél [T b
— ‘ ‘ ‘ : — ‘ ‘ ‘ :
200 400 600 800 m/Z 200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | 11 | | | 1|l | | | 11 | | | |
A 177.05 1428615 100.00 B 159.10 346828 100.00 A 177.05 1428615 100.00 B 159.10 346828 100.00
A+ 1 178.05 159748 11.18 B+ 1 160.05 36985 10.66 A+ 1 178.05 159748 11.18 B+ 1 160.05 36985 10.66
A+ 2 179.05 17249 1.21 B+2 161.05 21939 6.33 A+ 2 179.05 17249 1.21 B+ 2 161.05 21939 6.33
A+ 3 180.05 1341  0.09 B+ 3 162.15 1126 0.32 A+ 3 180.05 1341 0.09 B+ 3 162.15 1126 0.32
A+ 4 181.15 256 0.02 B+ 4 163.05 569 0.16 A+ 4 181.15 256 0.02 B+ 4 163.05 569 0.16
A+ 5 182.15 208 0.01 B+5 164.00 402  0.12 A+ 5 182.15 208 0.01 B+5 164.00 402  0.12
Ret. Time: 1.99
ES-API Positive
- L
600000
400000 |
N -« < o~
B 5 ;
200000 = o )
=1 ~N N <
Oj - ‘ boadiat i ol t b
— I ‘ ‘ :
200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | | | | |
A 177.05 796331 100.00 B 159.00 196000 100.00
A+ 1 178.10 89467 11.23 B+ 1 160.10 22444 11.45
A+ 2 179.10 9499  1.19 B+ 2 161.10 8779  4.48
A+ 3 180.10 444  0.06 B+ 3 161.95 568 0.29
A+ 4 181.00 272 0.03 B+ 4 162.95 627 0.32
A+ 5 182.10 189  0.02 B+5 163.90 273  0.14
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MS Report from Instrument: TEMPLE CDDR MSD

File ._.HEMIST\09-11\300911-MS_LOW MASS_ACN-07541.D Tgt Mass (EZX):

Injection Date : 30 Sep 11 3:15 pm -0500 Seq. Line : O
Sample Name : 6metchromalc-sil Location : Vial 13
Acq. Operator > richie bhandare Inj - 1
Spec. Reported : UV Integration Inj Volume - 1 ul
Acqg. Method : D:\METHODS\MS_LOW MASS_ACN.M
Analysis Method : D:\METHODS\MS_LOW MASS ACN.M
Sample Info : Easy-Access Method: "Low Mass ACN* o
Method Info : e
75
DADL1 A, Sig=254,4 Ref=off
mAU &
*: |
1000
800
600
400
200
0
6 i é é A é min
DADL1 B, Sig=220,4 Ref=off
mAU 3
E ]
1250 4
1000
750
500
250
0 —
I I I I T I i
0 1 2 3 4 5 min
MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70
2000000 -
1500000
1000000 -
500000
: I i i i i I i i i i 1 i i i i 1 i i i i I !
0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTimI WidthI AreaI Height Area% MS(+)
2.13 0.09 8737.63 1339.44 100.00 191
Integration Results for DAD1 B, Sig=220,4 Ref=off
RetTimI WidthI AreaI Height Area% MS(+)
2.13 0.10 11809.97 1670.50 100.00 191
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.13

<<<< POSITIVE SPECTRA >>>>

ES-API Positive

250000
200000
150000 5 -
100000 5 g S
| <
500005 S \ l
0 é i .
I 1 1 1 '
200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | I 1 | | | |
A 191.00 298546 100.00 B 173.10 71235 100.00
A+ 1 192.05 35519 11.90 B+ 1 174.15 6054  8.50
A+ 2 193.05 3968 1.33 B+ 2 175.10 2916  4.09
A+ 3 193.90 434  0.15 B+ 3 176.15 372  0.52
A+ 4 195.05 680 0.23 B+ 4 177.10 4869 6.84
A+ 5 196.05 283 0.09 B+ 5 178.10 755 1.06
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MS Report from Instrument: TEMPLE CDDR MSD

File ._.HEMIST\09-11\300911-MS_LOW MASS_ACN-07539.D Tgt Mass (EZX):

Injection Date : 30 Sep 11 1:45 pm -0500 Seq. Line : O
Sample Name : 6ethy-chromalc Location : Vial 11
Acq. Operator > richie bhandare Inj - 1
Spec. Reported : UV Integration Inj Volume - 1 ul
Acq. Method : D:\METHODS\MS_LOW MASS_ACN.M
Analysis Method : D:\METHODS\MS_LOW MASS ACN.M o]
Sample Info : Easy-Access Method: "Low Mass ACN*
Method Info : | “H

76

DAD1 A, Sig=254,4 Ref=off

3

>

C
444

‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘
0 1 2 3 4

min

DADL1 B, Sig=220,4 Ref=off

3

>

C
445

1 I 1 1 1
0 1 2 3 4

min

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

2500000

2000000 |
1500000 —
1000000 —
500000 |
(O B — — — I
0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTimI WidthI AreaI Height Area% MS(+)
2.44 0.09 11433.72 1828.29 100.00 205
Integration Results for DAD1 B, Sig=220,4 Ref=off
RetTimI WidthI AreaI Height Area% MS(+)
2.45 0.10 13507.10 1831.50 100.00 205
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.44 <<<< POSITIVE SPECTRA >>>>
ES-API Positive
E K
400000
300000 —
200000 — -
100000 — %
R ‘
\ T \ \
200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ton Mass Abundance Ratio Ton Mass Abundance Ratio
1 1 | | [ | 1 | | 1
A 205.10 481804 100.00 B 431.10 142046 100.00
A+ 1 206.10 66129 13.73 B+ 1 432.10 37053 26.09
A+ 2 207.10 4223 0.88 B+ 2 433.10 8277 5.83
A+ 3 208.10 423 0.09 B+ 3 434.10 1408  0.99
A+ 4  209.10 6 0.00 B+ 4 435.00 291  0.21
A+ 5 210.10 19 0.00 B+ 5 436.00 11 0.01
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MS Report from Instrument: TEMPLE CDDR MSD

Fglle

|

. .HEMIST\01-11\120111-MS LOW MASS ACN-03601.D Tgt Mass (EZX) :

Injection Date 12-Jan-11, 14:19:14 Seq. Line 0
| Sample Name 0-isop-chrom-alcohol Location : Vial 57
Acg. Operator richie bhandare Inj 0
Spec. Reported MS Integration Inj Volume 1 ul
Acg. Method D:\METHODS\MS_LOW MASS ACN.M
Analysis Method D:\METHODS\MS_LOW MASS ACN.M
Sample Info Easy-Access Method: 'Low Mass ACN' 0
Method Info
| oH
]
" MSD1 TIC, MS File  ES-API, Pos, Scan, Frag: 70
9000000 j Ij\
| 8000000 - % \
7000000 |
0000 : x §(\
6000000 - R
= |
| 5000000 | |
4000000 ] ( A N
3 |
| 3000000 -] f = 7
| ] : &‘ﬁw T
2000000 — \ J IR B,
1000000 - - N
S S T ‘ T T T T ‘ T T ‘ T ‘ =
0 1 2 3 4 min
DAD1 A, Sig=254,4 Ref=off
mAU | 3
B ©
1 |
| |
2500 [ \w
] | \
2000 | }‘
1500 | \ ’
} |
1000 - I le |
] 5 ‘
B N
500 /
1 /
0—+— 1Y/ B —— =
ﬁ; \ I I .
0 1 2 3 4 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim W1dth| Area Height Area% MS(+)
2.70 0.14 28632.77 3129 .58 79.289 219
2 .. 9 0.16 6699.53 596.95 18.55 219
3.86 0.14 547.93 49.81 1..52 219
4.82 0«12 21.62 2.46 0.06 102
5 ... 30 0.09 208.43 30.85 0.58 102
1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.72 <<<< POSITIVE SPECTRA >>>> Ret. Time: 2.99

*ES-API Positive *ES-API Positive
— 4 —
3E6j ; 1E6 —
1 |
2.5E6 800000 |
2E6 1 600000
1.5E6 | — |
z - > 400000 - i DT -
1E6i= | - 7o) = b g = I
o< < B o (<o) w0
500000 w}w 200000 STENE- TR
03 A Cl 0- [ ,.'.«,M.A\A}L.LLAML,L;,M.AAL,, [ I S 1
L T = T T T T T T T T T T T T T T T T T T T

| 200 400 600 800 m/z 200 400 600 800 m/z

| Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios

\ Ion Mass Abundance Ratio Ion Mass Abundance Ratio Ion Mass Abundance Ratio Ion Mass Abundance Ratio

({mnmsEs [pamnmass [Ersmammms [rapnmns [ f==m=--- f=mmmmme- R [------ Ifl=====-- [=mmmmme s, | sersesnsie [ [ | sommsmsimince [ [immimimiim |

{

1 A 219,10 3188339 100.00 B 459.10 513201 100.00 A 219.10 1034749 100.00 B 289.10 303397 100.00
A+ 1 220.10 490749 15.39 B + 1 460.10 148789 28.99 A+ 1 220.10 152747 14.76 B + 1 250.10 57257 18.87
A+ 2 221..10 53757 1.69 B + 2 461.10 36493 7 .11 A+ 2 221.10 17142 1.66 B + 2 291.10 112058 36.93
A+ 3 222.05 4595 0.14 B + 3 462.10 6383 1.24 A+ 3 222.05 1693 0.1l6 B + 3 292.15 21871 7.21
A+ 4 223.05 476 0.01 B + 4 463.10 1505 0.29 A+ 4 223.10 233 0.02 B + 4 293.15 3233 1.07

B + 5 464 .15 7113 1.3 A+ 5 223195 176 0,02 B + 5 294 .25 627 0.21

Ret. Time: 3.89

*ES-API Positive |
N T. i
200000 N jz @
7 39
150000 - $ &
] - - |
100000 — N J— ™
jo TY T O o @
— ™ w0 | w < [} —
50000 i o +8 o g ™
e LT S0 A
0 ;Lll R AT ! L PR (VT EONR O, TR e
T ‘ T T T ‘ T T T ‘ ™ T T } T
200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios
Ion Mass Abundance Ratio Ion Mass Abundance Ratio

| s | miemmic [rmmmimmimiimimm [ i | bevmmims | memeemmmn | mmmmmmmemnn [mmmmnn |
A 219.10 214209 100.00 B 30910 168837 100.00
A+ 1 220.10 31547 14.73 B+ 1 310.15 40835 24.19
A+ 2 221.05 4016 1.87 B + 2 311.10 13933 8425
A+ 3 222.15 300 0.14 B + 3 312.15 2618 1:55
A+ 4 222.95 154 0.07 B + 4 313.10 11809 6.99
A+ 5 224.00 343 0.16 B + 5 314 .15 1813 1.07

|
_ J
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MS Report from Instrument: TEMPLE CDDR MSD

File ._HEMIST\01-12\030112-MS_LOW MASS_ ACN-08571.D Tgt Mass (EZX):
Injection Date : 3 Jan 12 3:42 pm -0500 Seq. Line : O
Sample Name : f28sil-6no2chromald-rdn Location : Vial 30
Acq. Operator > richie bhandare Inj - 1
Spec. Reported : UV Integration Inj Volume - 1 ul
Acq- Method : D:\METHODS\MS_LOW MASS_ACN_M
Analysis Method : D:\METHODS\MS_LOW MASS ACN.M 0
Sample Info : Easy-Access Method: "Low Mass ACN®" ox
Method Info : | H
8
DAD1 A, Sig=254,4 Ref=off
mAU ] &
600~
400
200
0 o —
(5 ‘l ‘2 :‘3 4‘1 5 min
DAD1 B, Sig=220,4 Ref=off
mAU
600
400
200
0-
(‘) ‘l ‘2 :‘3 4‘1 5 min
MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70
soooooAé
700000 |
600000
500000
400000
300000 -
200000—5‘ S ‘ ‘
0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTimI WidthI AreaI Height Area% MS(+)
2.00 0.23 14873.17 946.26 100.00 130
Integration Results for DAD1 B, Sig=220,4 Ref=off
RetTim width Area Height Area% MS(+)
2.00 0.35 20514.00 775.51 90.16 130
3.26 0.12 2239.34 248._17 9.84 130
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.00 <<<< POSITIVE SPECTRA >>>> Ret. Time: 3.26
*ES-API Positive *ES-API Positive
—N
80000 N
80000 5 .
60000 o 1 o
3 60000 4 Q
40000 N ]
— o o 40000 Al 4 = —
9| & 5 oS & ~
20000 @ B [to] 20000 B o Q o
= h N S f= I8 S ™
0 H l i . O’L [ P — oat L . X
! ; T ‘ ‘ : R ‘ ‘ :
200 400 600 800 m/Z 200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | I 1 | | | |l | | | I 1 | | | |
A 130.20 83966 100.00 B 102.20 59999 100.00 A 130.20 98296 100.00 B 102.20 76471 100.00
A+ 1 131.20 7844  9.34 B+ 1 103.20 4441 7.40 A+ 1 131.15 9156  9.31 B+ 1 103.20 5414 7.08
A+ 2 132.10 506 0.60 B+ 2 104.15 228 0.38 A+ 2 132.05 554 0.56 B+ 3 105.05 6632 8.67
A+ 4 134.10 152 0.18 B+ 3 105.10 4501  7.50 A+ 5 135.05 549 0.56 B+ 4 106.00 467 0.61
A+ 5 135.00 236 0.28 B+ 4 106.05 337 0.56 B+ 5 107.00 449  0.59
B+ 5 107.10 565 0.94
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MS Report from Instrument: TEMPLE CDDR MSD

File ._HEMIST\02-11\140211-MS_LOW MASS_ACN-04198.D Tgt Mass (EzZX): 287.00

Injection Date : 14 Feb 11 6:36 pm -0500 Seq. Line : O
Sample Name : F43-dimet-chrom-alc Location : Vial 54
Acq. Operator > richie bhandare Inj - 1
Spec. Reported : UV Integration Inj Volume - 1 ul
Acq. Method : D:\METHODS\MS_LOW MASS_ACN.M

Analysis Method : D:\METHODS\MS_LOW MASS ACN.M a

Sample Info : Easy-Access Method: “Low Mass ACN® 287.00 CH.OH
Method Info : '
79

DAD1 A, Sig=254,4 Ref=off

mAU 1 2
*: LO)|
1000
800 -
600
4007
200
0
\ ‘ ‘ ‘ ‘ \ ‘ ‘ ‘ ‘ \ ‘ ‘ ‘ ‘ \ \ \
0 1 2 3 4 5 min
DADL1 B, Sig=220,4 Ref=off
mAU E
1000
7503
500 =
0
-250
I I I I I 1
0 1 2 3 4 5 min
MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70
8000000
6000000
4000000
2000000
0;\ ‘ ‘ ‘ ‘ \ ‘ ‘ ‘ ‘ \ ‘ ‘ ‘ ‘ \ ‘ ‘ ‘ ‘ \ \
0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTimI WidthI AreaI Height Area% MS(+)
3.59 0.10 8803.03 1326.65 100.00 287
Integration Results for DAD1 B, Sig=220,4 Ref=off
RetTim width Area Height Area% MS(+)
3.59 0.11 11010.36 1503.12 94.04 287
4.19 0.38 697.61 22.81 5.96 217
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 3.59 <<<< POSITIVE SPECTRA >>>> Ret. Time: 4.19
*ES-API Positive *ES-API Positive
] NU N o
800000 | 60000 D
] :1 —
600000 1o ~
] 40000 R X
4000007: : 1o oo o $
200000 200003 @ | &)@ 2 3
] B HJ - N l ™
ol Lo i | | oL TR O VGRS | |
200 400 600 800 m/Z 200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ton Mass Abundance Ratio Ton Mass Abundance Ratio Ton Mass Abundance Ratio Ton Mass Abundance Ratio
| | | | 1 | | | [ | | | | 1 | | | |
A 287.10 915103 100.00 B 595.30 254934 100.00 A 217.05 71002 100.00 B 261.10 68869 100.00
A+ 1 288.10 185003 20.22 B+ 1 59630 102931 40.38 A+ 1 218.05 6725  9.47 B+ 1 262.10 7950 11.54
A+ 2 289.10 24248  2.65 B+ 2 597.25 27365 10.73 A+ 2 219.10 1407 1.98 B+ 2 263.10 1594  2.31
A+ 3 290.15 4302 0.47 B+ 3 598.25 6457  2.53 A+ 3 220.00 207  0.29 B+ 3 264.20 291  0.42
A+ 4 291.20 736  0.08 B+ 4 599.25 2067  0.81 A+ 4 221.10 370 0.52 B+ 4 265.20 250 0.36
A+5 292.20 2262 0.25 B+ 5 60030 5153 2.02 A+ 5 222.00 186 0.26 B+5 266.15 464  0.67
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MS Report from Instrument: TEMPLE CDDR MSD

File
Injection Date
Sample Name
Acg. Operator
Spec. Reported
Acq- Method
Analysis Method
Sample Info :
Method Info :

Location
richie bhandare

UV Integration Inj
D:\METHODS\MS_LOW MASS ACN.M
D:\METHODS\MS_LOW MASS ACN.M

Easy-Access Method: "Low Mass ACN* o

- -HEMIST\10-11\201011-MS_LOW MASS_ACN-07773.D Tgt Mass (EZX):
: 20 Oct 11 11:07 am -0500 Se
: chrm-acid2estrxn

g- Line - O

: Vial 38

Inj - 1
Volume : 1 ul

DAD1 A, Sig=254,4 Ref=off

mAU 13 5
3 ™
1250 5
1000 4
750
500 -
250
0 ;
(5 ‘l ‘2 :‘3 4‘1 5 min
DAD1 B, Sig=220,4 Ref=off
mAU 3
] %
1500 é
1000 é
500 é
Oé\ \ \ S \ \ ‘
0 1 2 3 4 5 min
MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70
1500000 é
1000000 é
50000045
4 ‘ ‘ ‘ ‘ \ ‘ ‘ ‘ ‘ \ ‘ — \ ‘ ‘ ‘ ‘ \ ‘
0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim width Area Height Area% MS(+)
2.32 0.09 10791.47 1700.29 100.00 205
Integration Results for DAD1 B, Sig=220,4 Ref=off
RetTim width Area Height Area% MS(+)
2.32 0.10 15208.69 2104.69 100.00 205
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.32 <<<< POSITIVE SPECTRA >>>>
ES-API Positive
1 e
300000 —
200000
1 o o
| Z —
100000 N =
] N <
0 [ L |
— I — ‘
200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | I 1 | | | |
A 205.10 376547 100.00 B 431.00 38232 100.00
A+ 1 206.00 48005 12.75 B+ 1 432.00 9574 25.04
A+ 2 207.00 6139 1.63 B+ 2 433.00 1703  4.45
A+ 3 207.95 687 0.18 B + 3 434.05 300 0.78
A+ 4 209.15 149  0.04 B+ 4 434.95 210 0.55
A+ 5 210.00 170  0.05 B+ 5 436.05 6579 17.21
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Keport Irrom lonstruierlt: LmmrPon LUK MDY

File ..HEMIST\10-11\291011-MS LOW MASS ACN-07889.D Tgt Mass (EZX):

Injection Date : 29-Oct-11, 15:24:44 Seq. Line : 0
Sample Name : £38-chrom-2estredn Location : Vial 38
Acqg. Operator : richie bhandare Inj 0
Spec. Reported : UV Integration Inj Volume : 1 ul
Acg. Method : D:\METHODS\MS LOW MASS ACN.M
‘Analysis Method : D:\METHODS\MS LOW MASS ACN.M
Sample Info : Easy-Access Method: 'Low Mass ACN' o
Method Info :
OH
52

MSD1 TIC, MS File  ES-API, Pos, Scan, Frag: 70

1000000

P I R

800000

600000

| TR

’

400000

200000

min

DAD1 A, Sig=254 4 Ref=off
mAU
300

.648

250
200
150

i
[S, I )
o o

o

e b b b b b b ea b |

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

0 1 2 3 4

min|

Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim width Area Height Area% MS (+)

1.65 0.12 3060.80 361.80 99.74 177
2.74 0.11 7.93 0.97 0.26 102

TEMPLE CDDR MSD 10/29/2011 3:30:35 PM richie bhandare

Page
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MS Report trom 1NSTIXUmMENT: LTHEMEPLE CUUK MdU

Ret. Time: 1.65 <<<< POSITIVE SPECTRA >>>>

ES-API Positive
NE

125000
100000

75000

500004 N | = o

o [T
250004 @ | S %
0= N (e et s = . .
T . 7
200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ion Mass Abundance Ratio Ion Mass Abundance Ratio

[omnizee [Eesteet |=mmmmmmmma | = s [ = mmrmimmim Jimmmmmimn [==mmmsmmann- | s |

A 177.05 149379 100.00 B 375.05 34917 100.00

A+ 1 178.00 17001 11.38 B + 1 376.05 7855 22.50

A+ 2 179.00 2963 1.98 ‘B + 2 377.05 1486 4.26

A+ 3 180.10 1466 0.98 B +'3 378.05 246 0.70

A+ 4 181.05 181 0.12 B + 4 37918 274 0.79

A+ 5 182.15 93 0.06 B + 5 380.00 1010 2.89

TEMPT.F CDDR MSD 10/29/2011 3:30:35 PM richie bhandare Page 2 of 2



MS Report from Instrument: TEMPLE CDDR MSD

File ._.HEMIST\O08-11\080811-MS_LOW MASS_ACN-07085.D Tgt Mass (EZX):

Injection Date : 8 Aug 11 11:39 am -0500 Seq. Line : O
Sample Name > benzimid-pipd Location : Vial 22
Acq. Operator > richie bhandare Inj 1
Spec. Reported : UV Integration Inj Volume - 1 ul
Acq- Method : D:\METHODS\MS_LOW MASS_ACN_M
Analysis Method : D:\METHODS\MS_LOW MASS ACN.M
Sample Info : Easy-Access Method: "Low Mass ACN*
Method Info : [:;[z}_<::}H
H
102
DAD1 A, Sig=254,4 Ref=off
mAU -
2000
1500
1000
500 | N
| ©
0 -
6 i é é A 5 min
DADL1 B, Sig=220,4 Ref=off
mAU
1500
1000—§
500—§ s
1 3
0; | — —— — — <t
I I i I I T i i
0 1 2 3 4 5 min
MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70
3500000
3000000 |
2500000 |
2000000
1500000
1000000
500000 -
I S S 2 5 mir
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTimI WidthI AreaI Height Area% MS(+)
1.67 0.09 4.21 0.65 100.00 202
Integration Results for DAD1 B, Sig=220,4 Ref=off
RetTim width AreaI Height Area% MS(+)
4.17 1.85 1460.83 9.30 100.00 345
TEMPLE CDDR MSD 3/9/2012 5:24:52 PM Suleyman Akocak Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 1.67 <<<< POSITIVE SPECTRA >>>> Ret. Time: 4.17
ES-API Positive *ES-API Positive
] — —
] i 60000 i
60000 50000
4 40000
40000 R 30000
oy
20000 7 o 20000
19 10000
O;"]'“l“ = all
T \ \ \ ‘ T \ \ ‘
200 400 600 800 m/Z 200 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ton Mass Abundance Ratio Ton Mass Abundance Ratio Ton Mass Abundance Ratio Ton Mass Abundance Ratio
| | | | 1 | | | [ | | | | 1 | | | |
A 202.10 76328 100.00 B 345.30 33719 100.00 A 345.25 62885 100.00 B 202.10 59127 100.00
A+ 1 203.10 10932 14.32 B+ 1 346.20 8810 26.13 A+ 1 346.20 15964 25.39 B+ 1 203.10 8751 14.80
A+ 2 204.15 701 0.92 B+ 2 347.20 1187  3.52 A+ 2 347.25 2413 3.84 B+ 2 204.10 1157  1.96
A+ 3 205.20 2220 2.91 B+ 3 348.15 365 1.08 A+ 3 348.20 268  0.43 B+ 3 205.10 4738  8.01
A+ 4 206.15 264 0.35 B+ 4 349.15 152 0.45 A+ 4  349.00 479  0.76 B+ 4 206.20 766 1.30
A+ 5 207.05 174  0.23 B+5 350.10 23 0.07
TEMPLE CDDR MSD 3/9/2012 5:24:52 PM Suleyman Akocak Page 2 of 2



MS Report from Instrument: TEMPLE CDDR MSD

[File ..HEMIST\04-12\130412-MS_LOW MASS_ACN-10459.D Tgt Mass (EzX):
Injection Date : 13 Apr 12 4:24 pm -0500 Seq. Line : 0 . .
izx;x‘vlgpggxggor P Ele — Locatior? : ‘;‘Iil?l:‘ig Integration Results for DAD1 A, Sig=254,4 Ref=360,100
Spic. Reported . M5 Integratlon | Lo aoww 0 TONM 1R | merma  wiaen Height  Areat uS()
Analysis Method : D:\METHODS\STANDBY.M firsimmimiin | it | smmmmmmmEEE [prempymramnion fessmmmew fjameiee |
Sample Info : Easy-Access Method: 'Low Mass ACN' 1.78 0.18 694 .86 52.44 100.00 282
Method Info : Standby Method
Integration Results for DAD1 B, Sig=220,4 Ref=360,100
RetTim| width Area Height Area% MS(+)
] DAD1 A, Sig=254 4 Ref=360,100 e T T e T TR T XTI
[_] DAD1B, Sig=220,4 Ref=360,100
% MSD1TIC,MS File ES-API, Pos, Scan, Frag: 70
Norm. 7 [\~
] R i
6000000 i OH
] L 104
5000000 |
4000000 |
3000000 |
2000000 -
1000000 | —
0 —
| - | : ‘ :
0 2 4 min
Ret. Time: 1.83 <<<< POSITIVE SPECTRA >>>>
[ ES-API Positive
N
A o
(s}
4 o
2E6 —
1.5E6
1E6
N
1 n
©
b N
500000
0 1 ‘ ‘1\
7'—7' T T ‘ T T T | T T T ‘ T T ‘ T T T ‘ T T T T k L T T ‘ T T T ‘ T T
00 200 300 400 500 600 700 800 900

TEMPLE CDDR MSD 4/16/2012 1:18:14 PM richie bhandare Page 1 of 1
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MS Report from Instrument

TEMPLE CDDR MSD

Injection Date
Sample Name

Acg. Operator
Spec. Reported
Acg. Method

Analysis Method
Sample Info :
Method Info :

: 16 Apr 12
: richie bhandare
: MS Integration

Easy-Access Method:
Standby Method

File ..HEMIST\04-12\160412-MS_LOW MASS_ACN-10477.D Tgt Mass (EZX) :
6:02 pm -0500
: f17-sil-dehydration

Seq. Line : 0
Location : Vial 8

Inj : 1
Inj Volume : 1 ul

: D:\METHODS\MS_LOW MASS_ACN.M
: D:\METHODS\STANDBY.
'Low Mass ACN'

M

Integration Results for DAD1 A, Sig=254,4 Ref=360,100
RetTim width Height Area% MS(+)

[ERnt |-mmnsee R T TTI T fnmmemnmnzooes |-oooooe R !

1.92 0.18 10455.56 779.78 100.00

Integration Results for DAD1 B, Sig=220,4 Ref=360,100

RetTim width Area Height Area% MS(+)
—5ADT A Sig=254 4 Ref=360.100 BT L L v e e
[ | DAD1B, Sig=220,4 Ref=360,100
" MSD1TIC,MS File ES-API, Pos, Scan, Frag: 70
Norm. 1 =,
6000000 “7‘%
] e 105
5000000 - 1k
] |
4000000 - 2
3000000 |
z |
2000000 4 | | Y
7 J\ \ K
1000000 |
0
0 2 4 min ]
Ret. Time: 1.97 <<<< POSITIVE SPECTRA >>>>
ES-API Positive
o
2E6 3
1E6
0 T T [ T T T ‘ T T ‘ T T T ‘ T T \‘" T l T T T ‘ T T T | T T T T E T
100 200 300 400 500 600 700 800 900 m/z
Ret. Time: 2.17
ES-API Positive
N
4E6
3E6
2E6
1E6
O T T T \ T T T ‘ T T T ‘ T T T [ T \L‘ T ! T T T ‘ T T T i T T T l T T T
100 200 300 400 500 600 700 800 900 m/z
Ret. Time: 2.32
*ES-API Positive
o
1E6
500000
0 \ T T ‘ T T ‘ T T ! T T T T ‘ T T T ‘ T T T T l T T T [ T T T l T T T
100 200 300 400 500 600 700 800 900 m/z

. .
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MS Report from Instrument: TEMPLE CDDR MSD

ectl : - . H
sampie Name : isopphypipnosy e Location  : Vial 40 Integration Results for DAD1 A, Sig=254,4 Ref=off
Acq. Operator : richie bhandare X Inj ¢ 1
f\g:‘.:‘mre{ﬁgggted 'Sf\éé’ﬁﬁgégffa‘s’imw MASS ACN.M Inj Volume : 1 ul RetTim = Width - fzed Height ~ Areay MBi+)
Analysis Method : D:\CHEMIST\07-11\08071T-MS LOW MASS_ACN-06772.D\DA.M | = |==mmmmmmm e I =
sample Info : Easy-Access Method: 'Low Mass ACN' 3.57 0.08 11.56 1.98 0.03 164
Method Info : 355 0.08 5.93 118 0.01 164
1 4.34 0.24 44345.93 2359.04 99./9% 390
Integration Results for DAD1 B, Sig=220,4 Ref=off ‘
i DAD1 A, Sig=254 4 Ref=off - _Height
DAD1 B, Sig=220,4 Ref=off 243,16
MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70 o
Norm. - % 1905122
3500000 :? Iy ‘
. | v
. (1] |
3000000 - i~ poa |
] . “"g & H —os |
2500000 | <3 et ;
] i 1"5 108 |
2000000 - R |
. ‘i
| 1500000 - |
1000000 g ‘ \ }
1 ‘ i
500000 — bV '
0{ R il rZ
S e T T T T T —
0 2 4 ~_min - -
Ret. Time: 4.39 <<<< POSITIVE SPECTRA >>>>
[ ES-API Positive - - ]
1. 1 <
| 1 o
‘ 1E6 j % r o
| 59 g
| il O < ~
‘ 01— T e ; . S ———— ‘ e ‘ —
\ I \ T I ‘ I I T
‘77 100 200 300 400 500 600 700 800 900 m/z
Ret. Time: 4.75
T ES-APIPositive - o -
2E6 b
] [o)]
. =
1E6 i (% g
O‘V T AR e N S e R L TR e T T I s ]
100 200 300 400 ~ 500 600 700 800 900 m/z
Ret. Time: 4.88
[ ES-APIPositive o i
2E6 - =
] &
1E6 -3 N
* 2
ol — . , . o S S
| 100 200 300 400 500 600 700 800 900 m/z
Ret. Time: 5.09
~ *ES-API Positive - ) - T
1.5E6 5
1E6 - &
500000 % o)
0 T T ——pe e T T T I T S R RS T =g T T AR T T T T ——
| 100 200 300 400 50 600 700 800 900 m/z
TEMPLE CDDR MSD 8/22/2011 5:15:27 PM hairong Page 1 of 1
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MS

Report from Instrument: TEMPLE CDDR MSD

File ._.HEMIST\O08-11\150811-MS_LOW MASS_ACN-07136.D Tgt Mass (EZX):

Injection Date 15 Aug 11 11:30 am -0500 Seq. Line : O
Sample Name > O-isopropphy-pipz Location : Vial 6
Acq. Operator > richie bhandare Inj - 1
Spec. Reported : UV Integration Inj Volume - 1 ul
Acq. Method : D:\METHODS\MS_LOW MASS_ACN.M

Analysis Method : D:\METHODS\MS_LOW MASS ACN.M
Sample Info : Easy-Access Method: "Low Mass ACN*

Method Info : Hf_th

iLILY

DAD1 A, Sig=254,4 Ref=off

3
>
C

N
o O

R
(<
|

A
o
|

‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ;
0 1 2 3 4 5 min

DADL1 B, Sig=220,4 Ref=off

\ \ 1 \ \ \ ‘
0 1 2 3 4 5 min

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

3000000 —
2000000 é
1000000 é
I ‘ ‘ ‘ ‘ \ ‘ ‘ ‘ ‘ \ o ‘ ‘ \ ‘ ‘ ‘ ‘ \ ‘ ‘ ‘ ‘ \ ‘ ‘ ‘ ‘
0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTimI WidthI AreaI Height Area% MS(+)
2.25 0.35 2238.16 93.77 100.00 205

Integration Results for DAD1 B, Sig=220,4 Ref=off

RetTim width Area Height Area% MS(+)
2.26 0.39 7166.22 263.26 91.41 205
4.17 0.32 673.20 25.89 8.59 205

TEMPLE CDDR MSD 3/9/2012 5:24:01 PM Suleyman Akocak Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.25 <<<< POSITIVE SPECTRA >>>> Ret. Time: 4.17
*ES-API Positive *ES-API Positive
4 - 1 o
3 150000
1.5E6 — 1
] 100000 —
1E6 ]
] 500004 o o o
500000 18 o <
] 198 &
O; O;\ L\ b AL Lo A"
1 1 1 1 ' I I 1 ' 7 '
200 400 600 800 m/Z 200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | I 1 | |l | | | I 1 | | |
A 205.15 1879952 100.00 B 324.10 35962 100.00 A 205.15 162895 100.00 B 102.20 55003 100.00
A+ 1 206.10 293983 15.64 B+ 1 325.15 8886 24.71 A+ 1 206.15 25027 15.36 B+ 1 103.15 4356  7.92
A+ 2 207.15 21019 1.12 B+ 2 326.05 1735  4.82 A+ 2 207.05 1784  1.09 B+ 2 104.05 219  0.40
A+ 3 208.15 1124 0.06 B+ 3 327.15 621 1.73 A+ 3 208.10 290 0.18 B+ 3 105.10 7592 13.80
B+ 4 328.20 4429 12.32 A+ 4 209.15 185 0.11 B+ 4 106.15 481 0.87
B+ 5 329.15 1360 3.78 A+ 5 210.00 322 0.20 B+ 5 107.10 2209 4.02
TEMPLE CDDR MSD 3/9/2012 5:24:01 PM Suleyman Akocak Page 2 of 2



MS Report from Instrument: TEMPLE CDDR MSD

File ._HEMIST\10-10\151010-MS_LOW MASS_ACN-02750.D Tgt Mass (EzZX): 217.00

Injection Date 15 Oct 10 4:17 pm -0500 Seq. Line : O
Sample Name : f42-0-me-pipU-boc Location : Vial 37
Acq. Operator > richie bhandare Inj - 1
Spec. Reported : UV Integration Inj Volume - 1 ul
Acq. Method : D:\METHODS\MS_LOW MASS_ACN.M

Analysis Method : D:\METHODS\MS_LOW MASS ACN.M
Sample Info : Easy-Access Method: "Low Mass ACN® 217.00

Method Info :
Boe

113

DAD1 A, Sig=254,4 Ref=off

o 1 a3 g 5 min
DAD1 B, Sig=220,4 Ref=off
mAUE
400
300
200
100
- \ I I \ I ‘
0 1 2 3 4 5 min
MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70
5000000 -
4000000 —
3000000 -
2000000
1000000 -
I T e 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTimI WidthI AreaI Height Area% MS(+)
4.21 0.10 430.71 59.78 100.00 218
Integration Results for DAD1 B, Sig=220,4 Ref=off
RetTimI WidthI AreaI Height Area% MS(+)
4.21 0.09 2333.12 348.75 100.00 218
TEMPLE CDDR MSD 3/9/2012 5:41:44 PM Suleyman Akocak Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 4.21 <<<< POSITIVE SPECTRA >>>>

*ES-API Positive

o
500000
400000 g
300000 &
H —
200000 4 @ BN S
2NEER 3 g
100000 ’H Q ™ ‘ re)
0 [l b T l I b
] — ‘ ‘
200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ton Mass Abundance Ratio Ton Mass Abundance Ratio
| | | | 1 | | | |
A 218.05 586757 100.00 B 259.05 242199 100.00
A+ 1 219.05 87152 14.85 B+ 1 260.00 42512 17.55
A+ 2 220.00 8518  1.45 B+ 2 261.10 4827  1.99
A+ 3 221.05 1117 0.19 B+ 3 261.90 566 0.23
A+ 4 222.05 166  0.03 B+ 4 262.95 336 0.14
A+ 5 223.20 153  0.03 B+5 264.15 453 0.19

TEMPLE CDDR MSD 3/9/2012 5:41:44 PM Suleyman Akocak

Page

2 of 2



port from Instrument: Temple CDDR MSD

.e D:\CANNEY\156\RRB000021.D Tgt Mass (EZX):
jection Date : 18 Feb 10 11:56 am -0500 Seq. Line : 0 . )
imple Name : Isog-pip-unut-bu-x:dt Location : Vial 91 Integration Results for DAD1 A, Sig=254,4 Ref=360,100
icq. Operator : Richie Inj : 1
:g;?'uﬁt il gf\éggggggféggzn\us_now MASS_ACN.M el ey 1 RetTim  Width Area Height ~ Area% MS(+)
Anaiysis Method : D: \METHODS\MAGID\MS_LOW MASS_ACN.M jismsaece lmsm==rcan [es==Ssamasane o e e e e ot e
Samg e Info : NMR taken looks right 1.54 0.06 1.71 0.41 0.14 83
Method Info : Method at Installation 2.32 0.08 2.98 0.50 0.24 60
2.84 0.05 3.82 1.31 0.31 60
3.39 0.06 7.09 1.66 0.58 60
5 3.66 0.05 1.05 0.33 0.09 60
4.04 0.07 6.39 1.37 0.52 60
4.49 0.05 2.53 0.85 0.21 60
DAD1 A, Sig=254,4 Ref=360,100 4.65 0.05 861.83 240.56 70.01 246
4.76 0.09 341.64 59.23 27.75 246
mAU © 5.17 0.06 1.93 0.53 0.16 246
5 ©
200? <
150
100 —Boe
50 ° 114
0~
T T T T T T T T T T T T T
0 2 4 min
MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70
15000000 E
12500000 :
10000000
7500000
5000000
2500000
T T . T T T T T T T T ; T
0 2 4 min,
Ret. Time: 4.67 <<<< POSITIVE SPECTRA >>>>
*ES-API Positive
- -
©
] <
] N
1.2E6
1E67
800000 :
J ©
o~
600000 —
400000 —
] \E
1 s
- ‘\. —
200000 2
) ~N
O;l.l_ . i, | Il | ] L [N N VI N
1 T T T o I T T T T I T T T T | T T T T [ T T T T
100 200 300 400 500 m/z
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MS Report from Instrument:

TEMPLE CDDR MSD

[File ..HEMIST\I0-1I\021011-MS LOW MASS_ACN-07548.D Tgt Mass (EZX):
Injection Date : 2 Oct 11 712:34 pm -0500 Seq. Line : 0 . B
Sample Name : £52-0-bzphypipd-boc Location’ : Vial 20 Integration Results for DAD1 A, Sig=254,4 Ref=off
Acqg. Operator : richie bhandare X Inj : 1
i@éf‘miiﬁgited gf\zlmngggggt\:rﬁgnraow MASS ACN.M oo Toltmn ¢ 4 wd RetTim width RrEa Height Area% = MS(+)
Analysis Method : D:\METHODS\STANDBY.M } oo |=mmimami |mmme s | e | pempmems | mmns |
Sample Info : Easy-Access Method: 'Low Mass ACN' 4.72 0.12 4885.38 577.50 100.00 294
Method Info : Standby Method
Integration Results for DAD1 B, Sig=220,4 Ref=off
RetTim width Area[ Height Area’sl MS (+)
] DAD1A, Sig=254,4 Ref=off 3.19 0.85 2305.00 32.24 8.99 294
[ ] DAD1 B, Sig=220,4 Ref=off PSR s iay tende S4B
% MSD1TIC, MS File ES-API, Pos, Scan, Frag: 70
Norm. ] o
4000000
3500000 —hoo
3000000 115
2500000 -
2000000
1500000
1000000 —
500000
05
_‘ T ‘ T ‘ T T
0 2 4 min
Ret. Time: 4.73 <<<< POSITIVE SPECTRA >>>>
*ES-API Positive
] 3
] &
600000 —
500000 —
400000
300000 -
200000 - =, N
1 w8 R
1 g{} ™ ™
100000 *:} - %
B o
g ‘o]
| ~
0 M\ \ e ‘ 1 b L
— T R B e e e e e P e S R s e T r
100 200 300 400 500 600 700 800 900 m/Z
TEMPLE CDDR MSD 5/9/2012 5:27:26 PM Sivakumar Annadurai Page 1 of 1
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MS Report from Instrument: TEMPLE CDDR MSD

File ._.HEMIST\O08-11\160811-MS_LOW MASS_ACN-07154.D Tgt Mass (EZX):

Injection Date : 16 Aug 11 9:41 am -0500 Seq. Line
Sample Name : O-metpipd-c18-Ff18 Location : Vial
Acq. Operator > richie bhandare Inj
Spec. Reported : UV Integration Inj Volume :
Acq. Method : D:\METHODS\MS_LOW MASS_ACN.M

Analysis Method : D:\METHODS\MS_LOW MASS ACN.M

Sample Info : Easy-Access Method: "Low Mass ACN*
Method Info : d@\!
H

11a

0

3
1
1 ul

DAD1 A, Sig=254,4 Ref=off

mAU 7
0-
-10 b
-20—: [ —
I T 2 5 mir
DAD1 B, Sig=220,4 Ref=off
mAU 1
100—;
50;
0
\ \ \ \ \
0 1 2 3 4 5 min
MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70
1 (o)
2000000
1500000%
1000000%
500000;
:\ ‘ ‘ ‘ ‘ \ ‘ ‘ ‘ ‘ \ ‘ ‘ ‘ ‘ \ \ \
0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim width Area Height Area% MS(+)
1.86 0.33 395.48 19.36 100.00 174
Integration Results for DAD1 B, Sig=220,4 Ref=off
RetTim width Area Height Area% MS(+)
1.87 0.36 3662.72 159.52 72.43 174
4.18 2.11 1394.48 7.76 27.57 174
TEMPLE CDDR MSD 3/9/2012 5:40:00 PM Suleyman Akocak Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 1.86 <<<< POSITIVE SPECTRA >>>> Ret. Time: 1.87
ES-API Positive ES-API Positive
4 — 1 —
186 600000
800000 —
600000 400000 —
400000 1
1 200000 —
200000 ]
0 — 1 : 1 1 1 ' 01 ' l 1 : 1 1 1 '
200 400 600 800 m/Z 200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | I 1 | | | |l | | | | | | | |
A 174.10 1042380 100.00 B 215.10 35686 100.00 A 174.10 669368 100.00 B 215.10 22878 100.00
A+ 1 175.10 148027 14.20 B+ 1 216.05 6380 17.88 A+ 1 175.10 94631 14.14 B+ 1 216.05 4372 19.11
A+ 2 176.15 9555  0.92 B+ 2 217.00 1241  3.48 A+ 2 176.05 5944  0.89 B+ 2 217.10 627 2.74
A+ 3 177.00 554  0.05 B+ 3 218.05 481 1.35 A+ 3 177.05 550 0.08 B+ 3 218.05 424  1.85
A+ 4 178.10 199  0.02 B+ 4 219.20 65 0.18 A+ 4 178.05 252 0.04 B+ 4 219.15 80 0.35
A+ 5 179.00 138 0.01 B+ 5 219.95 64 0.18 A+ 5 179.10 150 0.02 B+ 5 220.20 15  0.06
Ret. Time: 4.18
*ES-API Positive
i
80000
60000
40000
N
20000 w
™
0 \. ol
! I 1 1 '
400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | I 1 | |
A 174.10 92230 100.00 B 102.20 44088 100.00
A+ 1 175.10 12997 14.09 B+ 1 103.15 3142 7.13
A+ 2 176.05 893 0.97 B+ 2 104.00 155  0.35
A+ 3 177.05 480 0.52 B+ 3 105.10 7920 17.96
A+ 5 179.05 422 0.46 B+ 4 106.05 498 1.13
B+ 5 107.05 473 1.07
TEMPLE CDDR MSD 3/9/2012 5:40:00 PM Suleyman Akocak Page 2 of 2



MS

Report from Instrument:

TEMPLE CDDR MSD

File ..HEMIST\05-11\010511-MS LOW MASS ACN-05311.D Tgt Mass (EzZX) : 202.00

Injection Date : 1 May 11

Sample Name : o-isop-pip-Cl8-F4
Acg. Operator richie bhandare
Spec. Reported UV Integration

Acg. Method :
Analysis Method :
Sample Info :
Method Info :

Easy-Access Method:

5:47 pm -0500

D:\METHODS\MS LOW MASS ACN.M
D:\METHODS\MS LOW MASS ACN.M
'Low Mass ACN'

Seq. Line : 0
Location : Vial 25
Inj = 1

Inj Volume : 1 ul

117

DAD1 A, Sig=254,4 Ref=off

0 1 2 3 4 5 min
DAD1 B, Sig=220,4 Ref=off
mAU b
400 -
300
200
100 -
0
B ] T T T T ] T T I T T ‘ T T T ‘ T T T ‘ T
0 1 2 3 4 5 min
MSD1 TIC, MS File  ES-API, Pos, Scan, Frag: 70
6000000
5000000 |
4000000 =
3000000
2000000
1000000 -
O S —————SS —
0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim width Area Height Area% MS(+)
2.15 0.31 595,03 26.28 100.00 202
Integration Results for DAD1 B, Sig=220,4 Ref=off
| RetTim width Area Height Area% MS(+)|
2:17 035 11417.68 448.40 100.00 202
TEMPLE CDDR MSD 5/3/2012 4:48:56 PM Victor Ghidu Page 1 of 2


facmac
Stamp


MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.15 <<<< POSITIVE SPECTRA >>>> Ret. Time: 2.17

*ES-API Positive *ES-API Positive
1 T ] b
3E6 2E6
1 1.5E6
2E61 ]
] - 1E6 4 3
1E6 = = 1 =
g o — o
] 5 500000 — 3
B o ] N
0 L 2 < 03 L 5
— — T T —
200 400 600 800 m/z 200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios
Ion Mass Abundance Ratio Ion Mass Abundance Ratio Ion Mass Abundance Ratio Ion Mass Abundance Ratio
| | FemamR= |sEramrasmses e || [sm=eams | [eressmasrzs |====m= [{l====m== |p=emsan= [seresmnsnars [Frzms= [ §=5=smne [e=mssarn e | memee |
A 202.10 3327405 100.00 B 243.15 200121 100.00 A 202:10 2129208 100.00 B 243 .15 127659 100.00
A+ 1 203.15 565657 17.00 B + 1 244.10 36794 18.39 A+ 1 203.15 361239 16.97 B+ 1 244.20 10307 8.07
A+ 2 204.15 41697 125 B + 2 245.20 1872 0.94 A+ 2 204.10 17385 0.82 B + 2 245.10 2212 173
A+ 3 205.05 1237 0.04 B + 3 246.15 5004 2:50 A+ 3 205.05 863 0.04 B + 3 246.10 6469 5507
A + 4 205.90 157 0.00 B + 4 247.10 1196 0.60 A+ 4 206.00 198 0.01 B + 4 247.10 1390 1.09
B + 5 248.00 207 0.10 B + 5 248.15 365 0.29

TEMPLE CDDR MSD 5/3/2012 4:48:56 PM Victor Ghidu Page 2 of 2



MS Report from Instrument: TEMPLE CDDR MSD

File ..HEMIST\10-11\051011-MS LOW MASS ACN-07584.D Tgt Mass (EZX):

Injection Date : 05-Oct-11, 10:07:34 Seq. Line : 0
Sample Name : 0-bzphypd-£f31-cl8 Location : Vial 32
Acqg. Operator : richie bhandare Inj : O
Spec. Reported : UV ;ntegration Inj Volume : 1 ul
Acg. Method : D:\METHODS\MS LOW MASS ACN.M
Analysis Method : D:\METHODS\MS LOW MASS ACN.M Fh
Sample Info : Easy-Access Method: 'Low Mass ACN'
Method Info :
H
118
MSD1 TIC, MS File  ES-API, Pos, Scan, Frag: 70
osT v
i *l'(‘hv
4000000—; N
3500000
3000000 -
2500000 -
2000000 -
1500000
1000000 -
500000—E \f |
[ SR M M I S e e s S
0 1 2 3 4 5 min
DAD1 A, Sig=254,4 Ref=off
mAU 1 om
-204 &N
25
-304
-35
40
45
-50
N e ————— L
0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim width Area Height Area% MS(+)
2.:51 0.13 243.04 31L.26 23.72 250
2.61 0.30 756 .36 31.46 73.82 250
3.55 0.13 25.17 2.69 2.46 250
TEMPLE CDDR MSD 10/5/2011 10:13:42 AM richie bhandare Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.51

<<<< POSITIVE SPECTRA >>>>

Ret. Time: 2.61

ES-API Positive

ES-API Positive

= = T 2.5E6 pn
1.5E6 2E6
] 1.5E6
1E6
] 1E6
500000 - 500000
0 0
—r—T7 T T T 77—
200 400 600 800 m/z 200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ion Mass Abundance Ratio Ion Mass Abundance Ratio Ion Mass Abundance Ratio Ion Mass Abundance Ratio
fj==mmem i e s [#=emme [{|mmmem= |Frmemmms |ssmsmpmanae | meoes= ||l==msa= ez sese [Erzesse=seaalle=csss lil===5==5 [===----- imeemeemmen s [=oome- I
A 250.10 2010821 100.00 B 102.20 18029 100.00 A 250.10 2558652 100.00 B 102.20 23154 100.00
A+ 1 251.10 431090 21.44 B+ 1 103.10 1475 8.18 A+ 1 251.10 546300 21.35 B+ 1 103.15 1690 7.30
A+ 2 252.10 40375 2.01 B + 2 103.95 157 0.87 A+ 2 252.10 51941 2.03 B+ 2 104.25 10 0.04
A+ 3 253.05 3072 0.15 B+ 3 105.10 1791 9.94 A+ 3 253.10 3741 0.15 B + 3 105.05 2139 9.24
A+ 4 254.00 284 0.01 B + 4 106.15 30 0.17 A+ 4 253,95 215 0.01 B + 4 106.15 44 0.19
A+ 5 255.00 363 0.02 B+ 5 107.10 1609 8.92 A+ 5 255.15 32 0.00 B+ 5 107.05 571 2.47
.
TEMPLE CDDR MSD 10/5/2011 10:13:42 AM richie bhandare Page 2 of 2



MS Report from Instrument: TEMPLE CDDR MSD
File ..HEMIST\01-12\160112-MS LOW MASS ACN-08788.D Tgt Mass (EzX):

Injection Date : 16-Jan-12, 17:44:35 Seq. Line : 0
Sample Name : £31-isopphyphypzboc Location : Vvial 27
Acg. Operator : richie bhandare Inj : O
Spec. Reported : UV Integration Inj Volume : 1 ul
Acg. Method : D:\METHODS \MS_LOW MASS ACN.M

Analysis Method : D:\METHODS\MS_LOW MASS ACN.M
Sample Info : Easy-Access Method: 'Low Mass ACN'
Method Info

M H—hoe
WS

119

MSD1 TIC, MS File  ES-API, Pos, Scan, Frag: 70

B N

7000000

6000000

5000000
4000000

3000000

2000000

1000000

e

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

0 1 2 3 4 5 min
DAD1 A, Sig=254,4 Ref=off

mAU

4.967

N
o
o

-
[8)]
o

100

w
o

ol b b b Ly

o

i . . : . | . T . ‘ . : ‘ . .
0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off

RetTim width Area Height Area% MS (+)

4.97 012 2134 .85 240.09 100.00 381

TEMPLE CDDR MSD 1/16/2012 5:50:34 PM richie bhandare Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 4.97 <<<< POSITIVE SPECTRA >>>>
[ *ES-API Positive

— 3252

381.20 1930383 100.00 325.20 244614 100.00

hf 382.20 533821 27.65 326.20 57588 23.54
2 383.20 79835 4.14
3 384.20 8429 o
4 385.15 1060 0.05
5 0.

386.10 528

hE

2 327.15 7596 85 1%
3 328.15 1246 0.

4 329.05 306 0.12
B 330.20 207 0.

\ 3 3
| 1.5E6
1E6 ‘ :
500000 — T
0 - .1 LI “ - : .{ T - w ‘ ; | } 1
200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios
Ion Mass Abundance Ratio Ion Mass Abundance Ratio

TEMPLE CDDR MSD 1/16/2012 5:50:34 PM richie bhandare Page 2 of 2



MS Report from Instrument: TEMPLE CDDR MSD

File ._.HEMIST\02-12\280212-MS_LOW MASS_ACN-09477.D Tgt Mass (EZX):

Injection Date : 28 Feb 12 10:29 am -0500 Seq. Line : O
Sample Name : f20-suz-deptn Location : Vial 31
Acq. Operator > richie bhandare Inj - 1
Spec. Reported : UV Integration Inj Volume - 1 ul
Acq. Method : D:\METHODS\MS_LOW MASS_ACN.M

Analysis Method : D:\METHODS\MS_LOW MASS ACN.M
Sample Info : Easy-Access Method: "Low Mass ACN*

Method Info : HF_XM

L
123

DAD1 A, Sig=254,4 Ref=360,100

3

>

C
354

300 5

‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘
0 1 2 3 4

min

DADL1 B, Sig=220,4 Ref=360,100

-50 = T T T T \ ‘
0 1 2 3 4 5 min
MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70
- N
5000000 |
4000000
3000000
2000000 |
1000000 -
0Ot L T 1 1 \
0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=360,100
RetTimI WidthI AreaI Height Area% MS(+)
2.35 0.10 3029.83 442 .39 100.00 282
Integration Results for DAD1 B, Sig=220,4 Ref=360,100
RetTimI WidthI AreaI Height Area% MS(+)
2.35 0.10 1673.75 243.24 100.00 282
TEMPLE CDDR MSD 3/9/2012 4:56:59 PM Suleyman Akocak Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.35 <<<< POSITIVE SPECTRA >>>>
ES-API Positive
1 N
1.25E6 -
1E6
7500007 ©
3 —
500000 4 ©
3 N
250000 ‘ *
0 ‘
I 1 1 1
200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | I 1 | | | |
A 282.20 1424577 100.00 B 141.70 500129 100.00
A+ 1 283.20 306764 21.53 B+ 1 143.00 24 0.00
A+ 2 284.10 30887 2.17 B+ 2 143.70 18 0.00
A+ 3 285.20 1798  0.13 B+ 3 145.00 151  0.03
A+ 4 286.05 105  0.01 B+ 4 145.95 174  0.03
A+ 5 287.10 9 0.00 B+5 146.80 13 0.00

TEMPLE CDDR MSD 3/9/2012 4:56:59 PM Suleyman Akocak

Page

2 of 2



MS Report from Instrument: TEMPLE CDDR MSD
File ._.HEMIST\03-12\050312-MS_LOW MASS_ACN-09639.D Tgt Mass (EZX):

Injection Date : 5 Mar 12 12:59 pm -0500 Seq. Line : O
Sample Name : f20-pyrimidine-dptn Location : Vial 14
Acq. Operator > richie bhandare Inj - 1
Spec. Reported : UV Integration Inj Volume - 1 ul
Acq. Method : D:\METHODS\MS_LOW MASS_ACN.M

Analysis Method : D:\METHODS\MS_LOW MASS ACN.M
Sample Info : Easy-Access Method: "Low Mass ACN*
Method Info : H}—ﬂf_th
£ W/
124

DADL1 A, Sig=254,4 Ref=360,100
mAU

474

600 |

400

200

‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ; ‘
0 1 2 3 4 5 min

DADL1 B, Sig=220,4 Ref=360,100

mAU E

300

o
I

-

\ ‘ \ 1 \ \ \ \
0 1 2 3 4 5 min

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

6000000
5000000
4000000
3000000
2000000
1000000 |

01

‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ; ‘
0 1 2 3 4 5 min

Integration Results for DAD1 A, Sig=254,4 Ref=360,100
RetTim width Area Height Area% MS(+)

2.47I O.llI 6289.04I 856.58 100.00 283

Integration Results for DAD1 B, Sig=220,4 Ref=360,100

RetTim width Area Height Area% MS(+)
2.47 0.13 3114.72 334.25 74.93 283
3.20 0.31 484 .32 18.93 11.65 283
4.30 0.58 558.03 11.50 13.42 130

TEMPLE CDDR MSD 3/9/2012 4:49:08 PM Suleyman Akocak Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.47 <<<< POSITIVE SPECTRA >>>> Ret. Time: 3.20
ES-API Positive ES-API Positive
J o i N
2E6 7 ] 80000 | '
1.5E6 - 60000
1E6 ! 40000
J ('\I - —
4 N H )
5000004 & 200004 | 5
] H |-
04 | ‘ ‘ ‘ ‘ ‘ ‘ ‘ 0 ;L..\ .‘.‘U_n_ ‘_ : ; ‘ . ‘ ‘ ‘
200 400 600 800 m/Z 200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ton Mass Abundance Ratio Ton Mass Abundance Ratio Ton Mass Abundance Ratio Ton Mass Abundance Ratio
| | | | 1 | | | [ | | | | 1 | | | |
A 283.20 2096937 100.00 B 142.20 140206 100.00 A 283.20 85562 100.00 B 130.20 30999 100.00
A+ 1 284.20 454219 21.66 B+ 1 143.00 36 0.03 A+ 1 284.15 17072 19.95 B+ 1 131.25 2008  6.48
A+ 2 285.15 43279  2.06 B+ 2 144.05 878  0.63 A+ 2 285.20 2014 2.35 B+ 2 132.15 170  0.55
A+ 3 286.10 2588  0.12 B+ 3 145.15 272 0.19 A+ 3 286.20 277  0.32 B+ 3 133.30 22 0.07
A+ 4 287.15 120 0.01 B+ 4 146.05 424 0.30 A+ 4 287.30 66 0.08 B+ 4 134.25 49  0.16
A+ 5 288.05 84  0.00 B+5 147.25 30 0.02 A+ 5 288.10 549  0.64 B+5 135.30 6 0.02

Ret. Time: 4.30
*ES-API Positive

N
N —
25000 b
+, N
+ Joe] ;
20000 <5 N9
D
15000 @
10000 =+ | « — S <
E =iTel © o
. [*2]
5000 4 F h ml re)
0 ik SO 11110 T . [T R
T T ‘ ‘
200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ton Mass Abundance Ratio Ton Mass Abundance Ratio
| | | | 1 | | |
A 130.20 28875 100.00 B 102.20 23697 100.00
A+ 1 131.20 2820 9.77 B+ 1 103.15 1744  7.36
A+ 2 132.10 427 1.48 B+ 3 105.10 13660 57.64
A+ 5 135.10 181  0.63 B+ 4 106.05 1003  4.23
B+5 107.05 289 1.22

TEMPLE CDDR MSD 3/9/2012 4:49:08 PM Suleyman Akocak Page 2 of 2



MS KReport IrOom lnStrulielll: lhMeLs CUUK Mou

File ..HEMIST\03-12\030312-MS LOW MASS ACN-09612.D Tgt Mass (EZX) :

Analysis Method : D:\METHODS\MS_LOW MASS ACN.M
Sample Info : Easy-Access Method: 'Low Mass ACN!

Method Info : Hr_h
: H
L

126

Injection Date : 03-Mar-12, 17:40:33 Seq. Line : 0
Sample Name : £18-pyridine-deptn Location : Vvial 30
Acqg. Operator : richie bhandare Inj : O
| Spec. Reported : UV Integration Inj Volume : 1 ul
i Acqg. Method : D:\METHODS\MS LOW MASS ACN.M

MSD1 TIC, MS File  ES-API, Pos, Scan, Frag: 70

©
6000000 S

Ll

5000000 -

4000000
3000000 -
2000000 -

1000000

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

0 1 2 3 4

DAD1 A, Sig=254,4 Ref=360,100

2.161

0 w

L e e A
0 1 2 3 4

Integration Results for DAD1 A, Sig=254,4 Ref=360,100
RetTim width Area Height Area% MS(+)

2.16 0.11 4754 .04 611.78 99.93 282
3.42 0.05 3.46 1.06 0.07 130

TEMPLE CDDR MSD 3/3/2012 5:46:51 PM richie bhandare

Page

1 of 2
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o i e e e e

MS Keport Lrom lnstrumenc: loMpls CUUK MDY

Ret. Time: 2.16 <<<< POSITIVE SPECTRA >>>>

( ES-API Positive j
3 oN
1a -
‘IEG—E pod
8000007
6000004 |«
4000004 |&
4 =~
200000
0 _} ST T e i 5
| B T l T T T l ¥ T T | T T T
400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ion Mass Abundance Ratio Ion Mass Abundance Ratio
| mmimenmimm [irammees [==mmmmmmmm | memimein | [pemams [====mn-- | siam mmmmimirm s | ==mmee |
A 282.20 1199517 100.00 B 141.65 773494 100.00
1 A+ 1 283.20 259372 21.62 B + 1 142.90 38 0.00
i A+ 2 284.20 26496 2521 B + 2 144 .05 560 0.07
A+ 3 285.15 1889 0.16 B + 3 144 .70 15 0.00
A+ 4 286.10 191 0.02 B + 4 146.10 305 0.04
A+ 5 287.30 16 0.00 B + 5 146.90 56 0.01

TEMPLE CDDR MSD 3/3/2012 5:46:51 PM richie bhandare

Page

2 of 2
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PO, Box 2288 i - Address__ 2207, N- pRoAD <7,
Norcross, Georgia 30091 V@f@@g ?iemr?;. 04140
(770) 2420082 x
b e i P Rich 570 /04
PROFESSOR/SUPERVISOR: Dr- CANNEY NAME g\@?@@ DATE
PO # WILL CALL WITH CREDIT ARD INfo |
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Stamp


?.ﬁmpﬂrm.ﬂmﬂ!m& ”ﬂﬁ@?@ﬂaﬁmﬂ .
- -RB-02

W @ e

SUBMITIER.

e L ogﬁms.,woyoa ﬂmzwrﬁ UNIVERLITY
P.O. Box 2288 Address__ 2207, N- BRoAD 27,
Norcross, Georgia 30091 «&\ A : ol N
(770) 242.0082 \Q PHADE L PHA, PA-1140
www.oa
vmo....mmmom\mcvmgavomﬂ Dr- 2222 NAME 1% 6?& B DATE ~——
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e FalT g 203 for:_ (N
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MS Report from Instrument: TEMPLE CDDR MSD

File D:\CANNEY\RICHIE_O3\NITRO_PHYLACTO3.D Tgt Mass (EZX):
Injection Date > 8 Jul 09 2:41 pm -0500 Seq. Line
Sample Name : clbenester Location : Vial
Acq. Operator : Obioma Inj
Spec. Reported : UV Integration Inj Volume :
Acq. Method > D:\METHODS\CANNEY\MS_LOW MASS.M

Analysis Method : D:\METHODS\MS_LOW MASS ACN.M
Sample Info : Nitrophenyl-piperazine-lactone w/o reference on
Method Info :

0

3
1
1 ul

DADL1 A, Sig=254,4 Ref=off
mAU

2.217

1 I 1 1
0 1 2 3

min

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

8000000
7000000
6000000
5000000 -
4000000 —
3000000
2000000 -

1000000 \

T 1 1 1
0 1 2 3

Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim width Area Height Area% MS(+)

2.22I 0.11I 2254.28I 279.56 100.00 362

TEMPLE CDDR MSD 3/12/2012 4:25:32 PM Victor Ghidu

Page
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.22

<<<< POSITIVE SPECTRA >>>>

*ES-API Positive

E @
2.5E6
2E6
1.5E6
1E6 N
: 3
500000 - x
0] '
\ T \ \ ‘
200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ton Mass Abundance Ratio Ton Mass Abundance Ratio
| | | 1 | | | |
A 362.25 2990164 100.00 B 384.20 183362 100.00
A+ 1 363.30 811051 27.12 B+ 1 385.20 40181 21.91
A+ 2 364.20 115256  3.85 B+ 2 386.20 5506  3.00
A+ 3 365.20 11543 0.39 B+ 3 387.30 719 0.39
A+ 4 366.15 1135  0.04 B+ 4 388.25 225 0.12
A+ 5 367.30 690 0.02

TEMPLE CDDR MSD 3/12/2012 4:25:32 PM Victor Ghidu

Page
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MS Report from Instrument: TEMPLE CDDR MSD

File D:\CANNEY\RBO8\RB-08000003.D Tgt Mass (EzZX):
Injection Date 29 Jul 09 2:53 pm -0500 Seq. Line : O
Sample Name : Location : Vial 2
Acq. Operator > Richie Inj - 1
Spec. Reported : UV Integration Inj Volume - 1 ul
Acq. Method > D:\METHODS\CANNEY\MS_LOW MASS.M

Analysis Method : D:\METHODS\MS_LOW MASS ACN.M

Sample Info : I
- 0
Method Info : lanr—xr ;:; -

DAD1 A, Sig=254,4 Ref=360,100

3

>

C
2.082

N
a
o

N

o

o
|

150
100

50

1 I 1 1 1
0 1 2 3 4

5 min

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70
—
] —

5000000 ]

4000000

3000000

2000000

1000000 |

07

5 min

Integration Results for DAD1 A, Sig=254,4 Ref=360,100
RetTim width Area Height Area% MS(+)

2.08I 0.08I 1765.88I 317.78 100.00 333

TEMPLE CDDR MSD 3/12/2012 4:54:14 PM Victor Ghidu

Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.08 <<<< POSITIVE SPECTRA >>>>

*ES-API Positive

] N
800000
600000
400000
200000
0] 1 I 1 1
200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio

| | | | I 1 | | | |

A 333.25 875614 100.00 B 74.25 35601 100.00

A+ 1 334.20 129394 14.78 B+ 1 75.15 1447  4.07

A+ 2 335.25 24833 2.84 B+ 3 77.25 275  0.77

A+ 3 336.20 2603 0.30

A+ 4 337.30 395 0.05

TEMPLE CDDR MSD 3/12/2012 4:54:14 PM Victor Ghidu

Page

2 of 2



ATLANTIC MICROLAB, INC.

Sample No.

RB-04
P.O. Box 2288

Narcross, Georgia 30091
(770) 242-0082 o
wwwatlantiemicrolab.com -

PROFESSOR/SUPERVISOR: DF - CANNEY

mvmW\w/TAv

PO.# WILL CALL WITH CREDIT HRD INFO

" SUBMITTER
"Cormpany / Schoot TEMPLE  UNIVERSITY

 Address___ 2209 N BRDAD 24T,

PHILADE L PHIA . PA-114D

z>zm NB?@ m«ﬁdm» DATE |mh|Mm0 W.

Element Theory

Found

w:éo .ﬂM.

C JM;N,\%

re40

Duplicate [
Elements
Prasent:

CoH, D
“Analyze

U l&.927. 413

for: D\ i\\/\

mvwamaua m) maamzm O

N {®-g574 "

Tobe dried: <2<m~ zo
T

Temp. me

FAX ma_.c_om

FAX Phone

215-F07- 5620

Rush Service L} Ammm CURRENT

Phone Servicel] PRICE LIST)
Phone No.

ete received _AUG 0 6 2008

Remarks:

“RUG YT 2008

Date Completed

A
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Print of window 38: Current Chromatogram(s)
Data File : C:\CHEM32\1\DATA\13APR2009\MARKTEMP 2009-05-12 20-06-24\K _7.D
Sample Name : k 7

Acqg. Operator : Seqg. Line : 4
Acg. Instrument : Instrument 1 Location : Vial 22
Injection Date : 5/12/2009 9:48:10 PM Inj : 1
Inj Volume : 5 nl

Different Inj Volume from Sequence ! Actual Inj Volume : 10 nl
Acq. Method : C:\Chem32\1\DATA\13APR2009\MARKTEMP 2009-05-12 20-06-24\5 95.M
Last changed : 5/12/2009 9:47:44 pM

(modified after loading) o _—
Analysis Method : C:\CHEM32\1\METHODS\5 95.M
Last changed : 5/11/2009 1:10:47 PM Nf_ﬂ%

(modified after loading) i

Current Chromatogram(s)
' DAD1 C, Sig=274,8 Ref=360,100 (13APR2009\MARKTEMP 2009-05-12 20-06-24\K_7.D)

mAU by
: N
500
400
300
200
100
o © ©
oD 2 5]
| ISR =
0
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Print of window 80: MS Spectrum
Data File : C:\CHEM32\1\DATA\13APR2009\MARKTEMP 2009-05-12 20-06-24\K _7.D
Sample Name : k 7

Acg. Operator : Seqg. Line : 4

Acg. Instrument : Instrument 1 Location : Vial 22
Injection Date : 5/12/2009 9:48:10 PM Iy @ 1
Inj Volume : 5 ul
Different Inj Volume from Sequence ! Actual Inj Volume : 10 pl
Acg. Method : C:\Chem32\1\DATA\13APR2009\MARKTEMP 2009-05-12 20-06-24\5 95.M
Last changed : 5/12/2009 9:47:44 PM

(modified after loading)
Analysis Method : C:\CHEM32\1\METHODS\5 95.M
Last changed : 5/11/2009 1:10:47 PM

(modified after loading)

MS Spectrum

| “MSD1 SPC, time=11.062:12.081 of C:\CHEM32\1\DATA\1 3APR2009\MARKTEMP 2009-05-12 20-06-24\K_7.D ES-API, Scan, F

™
N~
100 - =
Max: 3.55529e+006
80
|
| 60
40 -
lve)
©
<
™
20

369.2



Print of window 38: Current Chromatogram(s)
Data File : C:\CHEM32\1\DATA\13APR2009\MARKTEMP 2009-05-12 20-06-24\K _7.D
Sample Name : k 7

Acqg. Operator : Seqg. Line : 4
Acg. Instrument : Instrument 1 Location : Vial 22
Injection Date : 5/12/2009 9:48:10 PM Inj : 1
Inj Volume : 5 nl

Different Inj Volume from Sequence ! Actual Inj Volume : 10 nl
Acq. Method : C:\Chem32\1\DATA\13APR2009\MARKTEMP 2009-05-12 20-06-24\5 95.M
Last changed : 5/12/2009 9:47:44 pM

(modified after loading) a
Analysis Method : C:\CHEM32\1\METHODS\5 95.M Obfe
Last changed : 5/11/2009 1:10:47 PM 0 q@

(modified after loading) EL_j

133

Current Chromatogram(s)
' DAD1 C, Sig=274,8 Ref=360,100 (13APR2009\MARKTEMP 2009-05-12 20-06-24\K_7.D)

mAU by
: N
500
400
300
200
100
o © ©
oD 2 5]
| ISR =
0
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Print of window 80: MS Spectrum
Data File : C:\CHEM32\1\DATA\13APR2009\MARKTEMP 2009-05-12 20-06-24\K _7.D
Sample Name : k 7

Acg. Operator : Seqg. Line : 4

Acg. Instrument : Instrument 1 Location : Vial 22
Injection Date : 5/12/2009 9:48:10 PM Iy @ 1
Inj Volume : 5 ul
Different Inj Volume from Sequence ! Actual Inj Volume : 10 pl
Acg. Method : C:\Chem32\1\DATA\13APR2009\MARKTEMP 2009-05-12 20-06-24\5 95.M
Last changed : 5/12/2009 9:47:44 PM

(modified after loading)
Analysis Method : C:\CHEM32\1\METHODS\5 95.M
Last changed : 5/11/2009 1:10:47 PM

(modified after loading)

MS Spectrum

| “MSD1 SPC, time=11.062:12.081 of C:\CHEM32\1\DATA\1 3APR2009\MARKTEMP 2009-05-12 20-06-24\K_7.D ES-API, Scan, F

™
N~
100 - =
Max: 3.55529e+006
80
|
| 60
40 -
lve)
©
<
™
20

369.2



Print of window 38: Current Chromatogram(s)
Data File : C:\CHEM32\1\DATA\13APR2009\MARKTEMP 2009-05-07 10-13-59\K 1.D
Sample Name : k 1

Acg. Operator 5 Seg. Line : 8 %QIBQ
Acg. Instrument : Instrument 1 Location : Vvial 81
Injection Date : 5/7/2009 11:02:25 AM Inj : I
Inj Volume : 5 nl

Different Inj Volume from Sequence ! Actual Inj Volume : 12 nl
Acg. Method : C:\Chem32\1\DATA\13APR2009\MARKTEMP 2009-05-07 10-13-59\5 95.M
Last changed : 5/7/2009 11:01:59 &AM 4

(modified after loading) HO
Analysis Method : C:\CHEM32\1\METHODS\5 95.M b& —
Last changed : 4/29/2009 12:50:30 PM K

(modified after loading) 134

Current Chromatogram(s)
DAD1 B, Sig=254,16 Ref=360,100 (13APR2009\MARKTEMP 2009-05-07 10-13-50\K_1.D)

mAU ©
o
o
1000
800
600
400
200
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Print of window 80:

Data File
Sample Name

Acg. Operator
Instrument

Acq.

Tnjection Date

Different Inj Volume from Sequence !
C:\Chem32\1\DATA\13APR2009\MARKTEMP

Acg. Method
Last changed

Analysis Method

Last changed

MS Spectrum

C:\CHEM32\1\DATA\13APR2009\MARKTEMP 2009-05-07 10-13-59\K _1.D

k 1
Seqg. Line 3
Instrument 1 Location Vial 81
5/7/2009 11:02:25 AM Inj 1
Inj Volume B il
Actual Inj Volume 12 pl

5/7/2009 11:01:59 AM
(modified after loading)
C:\CHEM32\1\METHODS\5_95.M
4/29/2009 12:50:30 PM
(modified after loading)

MS Spectrum

100

*MSD1 SPC. time=9.404:10.198 of C\CHEM32\1\DATA\13APR200

333.3

80

60 -

40

3343

20

2009-05-07 10-13-59\5_95.M

AMARKTEMP 2009-05-07 10-13-59\K_1.D ES-API, Scan, Fri

Max: 4.9011e+006

355.2



“rint of window 38: Current Chromatogram (s

asy -8§X iy

Current Chromatogram(s)
‘ DAD1 C, Sig=274,8 Ref=360,100 (AAA 2009-03-12 10-55-55\RICHI_RB_112.0)

mAU

~-11.062

1400 -

1200 —

1000 ~

800

w 600

400

200

‘ B =1 T T T L DR | B = =% T T L
| S - (. |
Instrument 1 3/17/2009 11:34:41 AM Agilent

- ) . . -
15 ) 20 25
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Print

of window 80: MS Spectrum

MS Spectrum
*MSDA SPC, time=10.730:11.576 of CACHEM32\I\DATA\AAA 2008-08-28 18-12-09\AAA 2008-11-25 14-04-33\AAA 2009-03-12 -
|

o~ |
o |
&
100 Max: 8.38335e+006
80
|
|
| i
|
| |
60
|
|
i |
| o~
| | ({)
| <
™
‘ \
i ‘ :
40
|
|
| |
20
|
| o
| o~ i
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|
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MS Report from Instrument:

Temple CDDR MSD

Tg ss (EZX) :

TRAeENiun Bekn® ¢ 38 el 05 D2003% om -0500 Seq. Line : 0 )
Sample Name : RB-11 Location : Vial 1 Integration Results for DAD1 A, Sig=254,4 Ref=360,100
Acqg. Operator : Richie Inj : 1
:g;?'uzz g;ted gf\gg.;gggt\:é‘onmmr\“ LOW MASS.M Inj Volume : 1 ul RetTim width Area Height Area% MS(+)
Analysis Method : D:\METHODS\CANNEY\MS_LOW MASS.M J-=-=ese|mamnnnas R Rt L LT T T TRy Py P
Sample Info : 0.97 0.06 2.66 0.66 Q.73 83
Method Info : Method at Installation 1.82 0.04 1.95 0.71 0.54 83
2.08 0.15 181.40 18.06 50.04 316
2.35 0.17 116.00 10.18 32.00 316
3.89 0.59 20.02 0.40 5.53 316
4.09 0.05 2.49 0.78 0.69 316
4.17 0.06 3.36 0.83 0.93 316
[ | DAD1A, Sig=254,4 Ref=360,100 4.a4 0.08 6.09 1.17 1.68 316
[_] MSD1TIC,MSFile ES-API, Pos, Scan, Frag: 70 ik - - 5.8 . 8ad s
— e} 5.20 0.06 19.69 3% 3 5.43 316
Norm. "]
8000000 i
1 0
‘ { )
. 136
6000000 —
4000000 —
2000000 —
] T "
7 | ST - - B PR
. . r , ; : ' v . ;
0 2 4 mi
Ret. Time: 2.10 <<<< POSITIVE SPECTRA >>>>
*ES-API Positive
Y
3E6 E
2.5E6
2E6 -
1566 -
1E6
500000 -
0 _: 1 L
: r : : r . i Y : . . : : ; , . : : :
200 400 600 800 1000 m/;
Ret. Time: 2.22
*ES-API Positive
4 ™
2.5E6 P
1 b
2E6
1.5E6
] ¢}
1E6 =
» om
500000
. ,
—— " [ T 7T+ —
100 200 300 400 500 600 700 800 m/Z
Temple CDDR MSD 7/16/2009 11:02:48 AM Richie Page 1 of 1
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MS Report from Instrument: TEMPLE CDDR MSD

File HEMIST\lO 11\281011-MS LOW MASS ACN- 07883 D Tgt Mass (EZX) :

‘Injectlon Date : 28 Oct 11 :32 pm -0500 Seq. Line : O

| Sample Name ] O—metphypipd—lac Location : Vial 32
Acqg. Operator : richie bhandare Inj : 1

| Spec. Reported : UV Integration Inj Volume : 1 ul
| Acg. Method : D:\METHODS\MS~LOW MASS ACN.M

| Analysis Method : D:\METHODS\MS LOW MASS_ ACN.M
‘Sample Info : Easy-Access Method: 'Low Mass ACN'
| Method Info : Zorbax SB-C18, 2.1x30mm 3.5 Micron
4min Gradient ©5%-100% Water/Acetonitrile/0.1% Formic Acid

u]

DADT A, Sig=254 4 Ref=off ' 137
mAU -

1.883

(=)
-
N
o
FN
&

DAD1 B, Sig=220,4 Ref=off

3
w
g Z
|
861
2=
91

| IS BT W BT
-
\
ﬁ |
\
|,
K //
\/
\\,
\
J
|
|
|
|
k
|
|
|
|
|

2.402
LY

T . - === T " T

0 1 2

-
IS
&

min

MSD1 TIC, MS File  ES-API, Pos, Scan, Frag: 70

4000000
3000000
2000000

wlenden

| E ~N\y
6000000 - m\:l\
3 o ™
5000000 |
N TN

{

0 1 2 3 4 5

/ ———— ‘
1000000 % - ) B ¢L///// —

Integration Results for DAD1 A, Sig=254,4 Ref=off

RetTim width Area Height Area% MS(+)

1.88 0.11 14 .57 1.91 8.54 330

” RetTim wWidth Area} Height Area% MS(+)|
W s s s o o e e areumie o 1 s s s e e ieine B[ e e & e e e | R e S || e e
} 1.86 0.33 7965.05 312.86 39.15 330
‘ 2.44 0.34 9076.27 342.76 44 .61 330

2.89 0.26 3304.90 153.85 16.24 330

TEMPLE CDDR MSD 11/15/2012 2:32:11 PM Nicole Lounsbury Page 1 of 2
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A

MS Report from Instrument:

TEMPLE CDDR MSD

Ret. Time: 1.86 <<<< POSITIVE SPECTRA >>>> Ret. Time: 1.88
ES-API Positive ES-API Positive h
| N 1 N
/800000 S 1.25E6 - S
600000 1E6 i
750000
400000 — E :
- 500000 —
200000 | 250000 |
0 o ] 04 T -
— ey —— I ‘ " ‘ s
200 400 600 800 m/z 200 400 600 800 m/z
| Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios
Ion Mass Abundance Ratio Ion Mass Abundance Ratio Ion Mass Abundance Ratio Ion Mass Abundance Ratio
| o | mmmmasas [pmmennmennos | rrmmes | |rmmnmns [prmnnnns jmedsREnEe S| anEs Flissmesze [meaimsnan [t s | e |, fremmmmmes [z [rrmmn fm i |
A 330.20 849985 100.00 B 174.10 38308 100.00 A 330.20 1357700 100.00 B 174.10 31684 100.00
A+ 1 331,20 205321 24.16 B + 1 175 15 5519 14.41 A+ 1 331.20 336924 24 .82 B+ 1 175.10 4762 15.03
A+ 2 332.20 26327 3.10 B + 2 176.05 237 0.62 A+ 2 332,20 42265 3:11 B + 2 176.15 167 0.53
A+ 3 333.15 2994 0.35 B+ 3 177 00 13730 35.84 A+ 3 333:15 4947 0.36 B + 3 177.00 10872 34.31
} A+ 4 334.20 387 0.05 B + 4 178.10 1620 4.23 A+ 4 334 .15 573 0.04 B + 4 178.00 1602 5.06
| A+ 5 335,20 68 0.01 B + 5 179.05 1041 2.72 A+ 5 335.05 489 0.04 B + 5 179. 05 891 2.81
[ -
Ret. Time: 2.40 Ret. Time: 2.44
[ ES-API Positive ES-API Positive o
1 1 N g
‘ 1 ] 132}
| 3E6 o $ 3E6 el
] |
3 | 5 1
2E6 — N 2E6 $
o i ] 42}
B 1
1E6 | 1E6 +
i l ]
b T . g | : T ) i =T ] ] —— I 1
200 400 600 800 m/z 200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios
Ion Mass Abundance Ratio Ion Mass Abundance Ratio Ion Mass Abundance Ratio Ion Mass Abundance Ratio
------- [romssmssesed s i) [ emosene o] o |[lmonnsmee flhamessllomamamemmnnlsmmes| | [ | (o [
A 330.20 3733988 100.00 B 681.35 77247 100.00 A 330.20 3795324 100.00 B 681.40 9290 100, B
A+ 1 331.20 961164 25.74 B + 1 682.40 35020 45.33 A+ 1 331.20 978507 25.78 B + 1 682.40 35957 45.35
A+ 2 332.20 125088 3.35 B + 2 683.40 8790 11.38 A+ 2 332.20 127346 3.36 B + 2 683.40 9021 14, 38
A+ 3 333.20 11864 0.32 B + 3 684 .35 1670 2.16 A+ 3 333 .20 12065 0.32 B + 3 684 .35 1713 2.16
A+ 4 334.25 618 0.02 B + 4 685.35 217 0.28 A+ 4 334.25 635 0.02 B + 4 685.35 223 0..28
A+ 5 335.10 296 0.01 A+ 5 335.10 294 0.01
Ret. Time: 2.89
~ ES-API Positive
] o
. 3E6- 3
i 1 »
|
2E6 -
|
1E6
0+ T I -
e ‘ ; :
i 200 400 600 800 m/z
7
| Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ion Mass Abundance Ratio Ion Mass Abundance Ratio
[-===--- [===mmn-- [=mmmmmmmee [==---- [NEEEEEEE [EEEEEEEE [===mmmmmm [--=m-- |
A 330.20 3278473 100.00 B 681.40 41986 100.00
A+ 1 331.20 805657 24 .57 B% 1 682.40 19586 46.65
A+ 2 332.20 106058 3.23 B + 2 683 .40 5003 1.4..92:
A+ 3 333 .20 10095 .31 B + 3 684 .40 859 2.05
A+ 4 334.25 1489 p. 65 B + 4 685.35 83 0.20
A+ 5 335.20 147 0.00 B+ 5 686.35 28 0.07
TEMPLE CDDR MSD 11/15/2012 2:32:11 PM Nicole Lounsbury Page 2 of 2



Print ¢f window 38: Current Chromatogram (s)

Data File : C:\CHEM32\... 18-12-09\AAA 2008-11-25 14-04-33\ARAA 2008-12-11 11-52-13\RICHI 1.D
Sample Name : richi
Acq. Operator : Agilent Seqg. Line : 3
Acg. Instrument : Instrument 1 Location : Vial 33
Injection Date : 12/11/2008 12:50:35 PM Ing 3 1
Inj Volume : 5 pl
Different Inj Volume from Sequence ! Actual Inj Volume : 15 ul
Acg. Method : C:\Chem32\1\DATA\AAA 2008-08-28 18-12-09\AAA 2008-11-25 14-04-33\AAA
2008-12-11 11-52-13\5 100XX.M
Last changed : 12/11/2008 12:50:07 PM by Agilent B
(modified after loading)
Analysis Method : C:\CHEM32\1\METHODS\5 95.M \E;{fllf ?;§;:>
Last changed : 11/30/2008 12:51:54 PM by Agilent EC:>*~L
(modified after loading) 138 =

Current Chromatogram(s)
DAD1 A, 8ig=220,4 Ref=360,100 (AAA 2008-12-11 11-52-13\RICHI_1.D)

mAU - ey
2500 2
2000
1500 -
o0}
[e0]
] Q
1000 Qi
| S 8
‘ 0 © Ny s
® Vo © g ‘_m,\coermou 0 10D O ® =M N o L
500 e o CHBRR B b I mﬁmmw B8T 258 &Y ¢
(%. ~ o ’\N\Momodg. o oS S or- TN 6@ & 08 Og |
O :N {5 I ] I I} ‘
8 10 12 14 16 min
DAD1 B, s@ 25416Reﬂ360100(AAA20081211115213WHCH!1 D)
mAU R
| o
@
2500
2000
1500
1000
i [*9] D oI~ DO N [celo] o M
200 23 FEBS  EEREB HBEw G0ER o= 2 by
0 TN < gis NN 1S e o0 o o2 T TN Qo Yy 8@
L e poLad 1 L=l I} [ 1ol =1 oot )
2 6 8 10 , 12 14 16 min
DAD1 C, Sig=274.8 Ref—360 100 (AAA 2008-12-11 11-52-13\RICHI_1.D)
mAU | et
(@]
3000 g
2500
2000
1500 |
1000
| gﬂ [ee}
[<e) — N — N voooo 0 ~o OOHOM (o]
500 w0 B2 B a5F WERE 58 8F ¢
. % ity g N o oo oS S T SN & oy 3ows O
2 4 6 8 10 12 14 16 min

Trhaot+r+r1maearnt 1 12777 /729009 Ded1 T e DM o~ T wom i e - -~
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Print of window 38: Current Chromatogram(s)

Data File : C:\CHEM32\... 18-12-09\AAA 2008-11-25 14-04-33\AAA 2008-12-11 11-52-13\RICHI 1.D
Sample Name : richi
Acg. Operator : Agilent Seqg. Line : 3
Acg. Instrument : Instrument 1 Location : Vial 33
Injection Date : 12/11/2008 12:50:35 PM Tr 3 1
Inj Volume : 5 pl
Different Inj Volume from Sequence ! Actual Inj Volume : 15 pl
Acg. Method : C:\Chem32\1\DATA\AAA 2008-08-28 18-12-09\AARA 2008-11-25 14-04-33\AAA
2008-12-11 11-52-13\5 100XX.M
Last changed : 12/11/2008 12:50:07 PM by Agilent

(modified after loading)

Analysis Method : C:\CHEM32\1\METHODS\5 95.M

Last changed : 11/30/2008 12:51:54 PM by Agilent
(modified after loading)

Current Chromatogram(s)
) DAD1 B, Sig=254,16 Ref=360,100 (AAA 2008-12-1

-

11-52-13\RICHI_1.D)

mAU 2
o |
s |
|
3000 |
1
|
|
|
1 |
2500
2000
i
1500
|
¥ |
|
{
|
1000
\
1
| |
500} |
e
3 3 |
NQ el b an D o~ D 0 LO O @ ‘
o o |
000 Qw0 F *° IRe o oo ol B¥ o8 N = Q8D — 0 |
o5 o 5o - Yo WP No© DY HT SO N O 0o » —
@ Oy N O IO MG 50 0o T o+~ —aia o
0 o < Wwow ~ N o0 @ ~ A ~ -



Print of window 80: MS Spectrum

Data File : C:\CHEM32\... 18-12-09\AAA 2008-11-25 14-04-33\AAA 2008-12-11 11-52-13\RICHI 1.D
Sample Name : richi
Acg. Operator : Agilent Seqg. Line : 3
Acg. Instrument : Instrument 1 Location : Vial 33
Injection Date : 12/11/2008 12:50:35 PM Inj : 1
Inj Volume : 5 ul
Different Inj Volume from Sequence ! Actual Inj Volume : 15 pnl
Acg. Method : C:\Chem32\1\DATA\AAA 2008-08-28 18-12-09\AAA 2008-11-25 14-04-33\AAA
2008-12-11 11-52-13\5 100XX.M
Last changed : 12/11/2008 12:50:07 PM by Agilent

(modified after loading)

Analysis Method : C:\CHEM32\1\METHODS\5 95.M

Last changed : 11/30/2008 12:51:54 PM by Agilent
(modified after loading)

MS Spectrum
‘ *MSD1 SPC, time=5.859:6.532 of C\CHEM32\1\DATAAAA 2008-08-28 18-12-09\AAA 2008-11-25 14-04-33\AAA 2008-12-11 11

356.0

100

Max: 8.3881le+006
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80

60

40

358.0
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MS Report from Instrument: TEMPLE CDDR MSD

File ._HEMIST\06-10\140610-MS_LOW MASS_ACN-00843.D Tgt Mass (EzZX): 327.00

Injection Date 14 Jun 10 11:31 pm -0500 Seq. Line : O
Sample Name : F4-rb-35-cl18-after sil Location : Vial 62
Acq. Operator > richie bhandare Inj - 1
Spec. Reported : UV Integration Inj Volume - 1 ul
Acq. Method : D:\METHODS\MS_LOW MASS_ACN.M

Analysis Method : D:\METHODS\MS_LOW MASS ACN.M

Sample Info : Easy-Access Method: "Low Mass ACN®" 327.00 o

Method Info :
O
132

DAD1 A, Sig=254,4 Ref=off

B ‘ T T T T ‘ T T T T ‘ T T T T ‘ T T T T ‘
0 1 2 3 4

min

DADL1 B, Sig=220,4 Ref=off

1 I 1 1 1
0 1 2 3 4

min

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

6000000
5000000
4000000 |
3000000
2000000
1000000

1 T ]

0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim width Area Height Area% MS(+)
3.17 0.14 45.99 4.31 83.92 328
3.36 0.08 8.81 1.53 16.08 328
Integration Results for DAD1 B, Sig=220,4 Ref=off
RetTim WidthI AreaI Height Area% MS(+)
3.17 0.20 332.38 26.52 93.40 328
4.25 0.05 23.48 7.48 6.60 328
TEMPLE CDDR MSD 3/12/2012 5:15:08 PM Victor Ghidu Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 3.17 <<<< POSITIVE SPECTRA >>>> Ret. Time: 3.36
*ES-API Positive *ES-API Positive
] o 1
3E6*: 1.5E6;
2E6 1E6
1E6 500000
0] 1 — 1 1 1 ' 0] 1 1 1 '
200 400 600 800 m/Z 200 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | I 1 | | | |l | | | | | | | |
A 328.10 3488071 100.00 B 677.20 32793 100.00 A 328.20 1822272 100.00 B 105.15 19640 100.00
A+ 1 329.10 898372 25.76 B+ 1 678.15 15516 47.31 A+ 1 329.10 441260 24.21 B+ 1 106.25 173 0.88
A+ 2 330.15 118211  3.39 B+ 2 679.05 3845 11.73 A+ 2 330.15 59524  3.27 B+ 3 108.15 276  1.40
A+ 3 331.15 11491 0.33 B+ 3 680.15 475  1.45 A+ 3 331.20 5247  0.29 B+ 4 109.10 194  0.99
A+ 4 332.15 715  0.02 B+ 4 681.20 270 0.82 A+ 4 332.20 916 0.05 B+ 5 110.20 1461  7.44
A+ 5 333.05 537 0.02 A+ 5 332.95 1087 0.06
Ret. Time: 4.25
*ES-API Positive
1o o
<
Jl N
30000
20000 -
10000 THl A : ~
—4B6|, S v
BIlSG @ &
,qd l N “
0l it s Rl bt et i s e
— ] — ‘ :
200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | I 1 | | | |
A 328.10 38054 100.00 B 105.15 35962 100.00
A+ 1 329.15 9024 23.71 B+ 1 106.10 2053 5.71
A+ 2 330.00 865 2.27 B+ 2 106.95 178  0.49
A+ 3 330.90 628 1.65 B+ 3 108.20 477 1.33
A+ 4 332.05 823 2.16 B+ 4 109.25 183  0.51
A+ 5 333.00 1132 2.98 B+ 5 110.10 2174 6.04
TEMPLE CDDR MSD 3/12/2012 5:15:08 PM Victor Ghidu Page 2 of 2



MS Report from Instrument: TEMPLE CDDR MSD

File ..HEMIST\lO-10\181010-MS_LOW MASS ACN-02777.D Tgt Mass (EZX): 355.00
Injection Date : 18 Oct 10 4:24 pm -0500 Seqg. Line 0
Sample Name : £3-0-isoppipUlac-sptlpfn Location : Vial 64
Acg. Operator : richie bhandare Inj 1
Spec. Reported : UV Integration Inj Volume 1 ul
Acqg. Method : D:\METHODS\MS LOW MASS ACN.M
Analysis Method : D:\METHODS\MS_LOW MASS ACN.M 0
Sample Info : Easy-Access Method: 'Low Mass ACN' 355.00
Method Info
W
140
DAD1 A, Sig=254,4 Ref=off
mAU N
]
-5 el
-10
-15
-20
—————— — — : ‘ ;
0 1 2 3 4 5 min
DAD1 B, Sig=220,4 Ref=off
mAU 8 =
] 3] <~
-150 —; ™ ™
-200-
-250 4
-300 -
-350 -
-400 —— — [ —— — ——
0 1 2 3 4 5 min
MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70
q (o] N
12000000 -
10000000€
8000000
6000000
4000000€
2000000€ K
3 i T T T T l ) T T T ‘ T T ' T [ T T | T T T
0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim Width| Area| Height Area% MS (+)
3.33 0.30 41.73 1.70 100.00 *#**x 35
Integration Results for DAD1 B, Sig=220,4 Ref=off
RetTim width Area Height Area% MS (+)
3.24 0.34 1582.24 68.60 67.88 356
3.47 0.21 638.88 45.10 27.41 **x 35
4.19 0.48 109.86 2.76 4.71 356
TEMPLE CDDR MSD 5/2/2012 4:00:27 PM Suleyman Akocak Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 3.24 <<<< POSITIVE SPECTRA >>>> Ret. Time: 3.33

*ES-API Positive *ES-API Positive
. T ] .
] 6E6
1.5E6 - ]
] : 4E6
1E6 ]
500000 T 2E6
0 ] S . 0 - R,
— — ‘ T T : — ‘ — — —
200 400 600 800 m/z 200 400 600 800 m/:
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios
Ion Mass Abundance Ratio Ion Mass Abundance Ratio Ion Mass Abundance Ratio Ion Mass Abundance Ratio
------- R e e B e B e e R R R Rl B R e R el Rk b
A 356.15 1984131 100.00 B 392.10 43334 100.00 A 356.10 6768298 100.00 B 733.25 75181 100.00
A+ 1 357 ;05 662266 33.38 B+ 1 393.10 12499 28.84 A+ 1 35710 2261375 33.41 B+ 1 734.20 38809 51.62
A+ 2 358 315 96220 4.85 B + 2 394.00 6646 15.34 A+ 2 3518 L5 326397 4.82 B + 2 73525 9831 13.08
A+ 3 359:20 380 0.02 B + 3 394.95 1567 3 62 A+ 3 35'9...1:0 36504 0.54 B 4. 3 73635 1986 2.64
A + 4 360.20 1488 0.08 B + 4 396.15 658 A, 52 A+ 4 360.15 4515 0.07 B + 4 737.30 266 0.:35
A= 5 361.00 297 0.01 B + 5 397 716 3085 7.12 A+ 5 361.05 393 0.01

Ret. Time: 3.47
*ES-API Positive

2| k el
6E6 4 ;
5E6 -
4E6 -
3E6 5
2E6 4 -
E| [sgd
1E6 3 $
j. e - e 3
07 ‘ T T T ‘ T ‘ T T T ‘ T T
200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios
Ion Mass Abundance Ratio Ion Mass Abundance Ratio
[ [===mmn-- [ —— [------ [ J=r=mee [=-mmm-- [===mmmmmmm- e |
A 35615 6227738 100.00 B 372.10 1237770 100.00
A+ 1 357.10 1869235 30.01 B + 1 373.10 321393 25.97
A+ 2 358.10 263853 4.24 B + 2 374.15 46739 3.78
A+ 3 359:.185 29164 0.47 B +3 375.05 5360 0.43
A+ 4 360.10 3057 0.05 B + 4 376.05 433 0.03
K b 5 361.25 158 0.00 B + 5 377.00 189 0.02

TEMPLE CDDR MSD 5/2/2012 4:00:27 PM Suleyman Akocak Page 2 of 2



MS Report from Instrument: TEMPLE CDDR MSD

File D:\CANNEY\RICHIE2\RB_14000007.D Tgt Mass (EZX):
Injection Date > 8 Jul 09 4:34 pm -0500 Seq. Line : O
Sample Name : clbenester Location : Vial 5
Acq. Operator > richie Inj - 1
Spec. Reported : UV Integration Inj Volume - 1 ul
Acq. Method > D:\METHODS\CANNEY\MS_LOW MASS.M

Analysis Method : D:\METHODS\MS_LOW MASS ACN.M D

Sample Info :
Method Info : .:b;(ﬂ}lJ’ii:iij}
H

141

DAD1 A, Sig=254,4 Ref=360,100

3
>
C

= =
o o
Lo b b b by |

(&)]

o

'
(&3]

1 I 1 1 1
0 1 2 3 4

min

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70
8000000
7000000
6000000
5000000
4000000 —
3000000 -

2000000 é

1000000 — \\,/~4«g/\\4\j,A

0 1 2 3 4

min

Integration Results for DAD1 A, Sig=254,4 Ref=360,100
RetTim width Area Height Area% MS(+)

TEMPLE CDDR MSD 3/12/2012 4:53:00 PM Victor Ghidu

Page
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 1.72 <<<< POSITIVE SPECTRA >>>>
*ES-API Positive
] 0
4E6
3E6
2E6
1E6
0 1 ' 1 1 1 '
200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | | | | | |
A 288.25 4555913 100.00 B 597.40 47926 100.00
A+ 1 289.20 1185411 26.02 B+ 1 598.40 20471 42.71
A+ 2 290.20 136628  3.00 B+ 2 599.35 4349  9.07
A+ 3 291.30 10947 0.24 B+ 3 600.35 757 1.58
A+ 4 292.15 864 0.02 B+ 4 601.30 171 0.36

TEMPLE CDDR MSD 3/12/2012 4:53:00 PM Victor Ghidu

Page

2 of 2



Print of window 38: Current Chromatogram(s)
Data File C:\CHEM32\1\DATA\13APRZOO9\MARKTEMP 2009-05-12 20-06—24\K715.D
Sample Name : k 15

Y

Acqg. Operator : Seqg. Line : 5
Acq. Instrument : Instrument 1 Location : Vial 23
Injection Date : 5/12/2009 10:21:47 PM Inj : i
Inj Volume : 5 pl
Different Inj Volume from Sequence ! Actual Tnj Volume : 10 pnl
Acg. Method ¢ C:\Chem32\1\DATA\13APR2009\MARKTEMP 2009-05-12 20-06-24\5 95.M
Last changed : 5/12/2009 10:21:22 PM

(modified after loading)
Analysis Method : C:\CHEM32\1\METHODS\5 95.M 4
Last changed : 5/11(2@09 1:10:47 PM. AN

(modified after loading) 4, ;

Current Chromatogram (s)
DAD1 B, Sig=254,16 Ref=360,100 (13APR2009WIARKTEMP 2009-05-12 20-06-24\K_15.D)

mAU o
| @
[
800
600
400
200
a
05 o
~ ~ <
cud 1933 N RNo g
< OONF N @O © 09~ N~ © o
gl NOX%; O « © w5 N -
| : | h -
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Print of window 80: MS Spectrum

Data File : C:\CHEM32\1\DATA\13APR2009\MARKTEMP 2009-05-12 20-06-24\K 15.D

Sample Name : k 15

Acg. Operator : Seg. Line 5
Acqg. Instrument : Instrument 1 Location Vial 23
Injection Date : 5/12/2009 10:21:47 PM Inj 1
Inj Volume 5 Ll
Different Inj Volume from Sequence ! Actual Inj Volume 10 pl
Acg. Method : C:\Chem32\1\DATA\13APR2009\MARKTEMP 2009-05-12 20-06-24\5 95.M
Last changed : 5/12/2009 10:21:22 PM

(modified after loading)
Analysis Method : C:\CHEM32\1\METHODS\5 95.M
Last changed : 5/11/2009 1:10:47 PM

(modified after loading)

MS Spectrum

“MSD1 SPC, time=9.853:10.647 of C\CHEM32\1\DATA\13APR2009\MARKTEMP 2009-05-12 20-06-24\K_15.D ES-API,

)
| 0
| %
100
80
60
}
40
™
©
<
™
20
| ™
1 N =3
| ('B <
| 1)
0

300 400 - 500

600

Max:

2.62176e+006

700

m/z



MS Report from Instrument: TEMPLE CDDR MSD

File
Injection Date
Sample Name
Acg. Operator
Spec. Reported
Acq- Method
Analysis Method
Sample Info :
Method Info :

16 Feb 12 12:21 pm -0500
rb-19

richie bhandare

UV Integration
D:\METHODS\MS_LOW MASS_ACN.M
D:\METHODS\MS_LOW MASS_ACN.M

Easy-Access Method: "Low Mass ACN*

- -HEMIST\02-12\160212-MS_LOW MASS_ACN-09275.D Tgt Mass (EZX):

Seq. Line : O
Location : Vial 57
Inj - 1

Inj Volume - 1 ul

u]

%NDWU F

143

DAD1 A, Sig=254,4 Ref=360,100

5
0

‘ ‘ ‘ ‘ ‘ ‘
1 2

min

DADL1 B, Sig=220,4 Ref=360,100

0 1 2 3 4 min
MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70
7 (32N 2]
8000000 ]
6000000
4000000
2000000
0 \ ‘ ‘ ‘ ‘ \ ‘ ‘ ‘ — T ‘ ‘ ‘ \ ‘ ‘ ‘ ‘ \ \
0 1 2 3 4 min
Integration Results for DAD1 A, Sig=254,4 Ref=360,100
RetTim Width Area Height Area% MS(+)
1.92 0.15 320.77 28.23 100.00 349
Integration Results for DAD1 B, Sig=220,4 Ref=360,100
RetTimI width Area Height Area% MS(+)
0.74 0.17 628.97 62.66 9.38 241
1.92 0.15 6077 .57 541.53 90.62 349
TEMPLE CDDR MSD 3/12/2012 4:31:45 PM Victor Ghidu Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 0.74 <<<< POSITIVE SPECTRA >>>> Ret. Time: 1.92
ES-API Positive ES-API Positive
— «N N | N
1a i o 4E6 '
12500 5 S 1
~N @ E
10000 5 i 3E6—
7500 2E6
5000 5 rs o ]
B [Te) n |
2500 5 J o gh 1E6 ]
0 é I JM;IM“.]TL il i, L..; 04 i
1 I 1 1 ' 1 I 1 1 '
200 400 600 800 m/Z 200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | I 1 | | | |l | | | I 1 | | | |
A 241.20 14657 100.00 B 130.20 14091 100.00 A 349.20 4278931 100.00 B 371.20 176825 100.00
A+ 1 242.20 2136 14.58 B+ 1 131.20 1250 8.87 A+ 1 350.20 1109023 25.92 B+ 1 372.20 41606 23.53
A+ 2 243.05 2333 15.92 B+ 2 132.25 16 0.11 A+ 2 351.20 141641 3.31 B+ 2 373.20 6468  3.66
A+ 3 244.15 376 2.57 B+ 3 133.20 80 0.57 A+ 3 352.20 13059 0.31 B+ 3 374.15 824  0.47
A+ 4 245.15 216  1.47 B+ 4 134.15 317  2.25 A+ 4 353.20 793  0.02 B+ 4 375.10 122 0.07
A+ 5 246.10 715  4.88 B+ 5 135.05 176  1.25 A+ 5 354.10 632 0.01 B+ 5 376.00 57 0.03
TEMPLE CDDR MSD 3/12/2012 4:31:45 PM Victor Ghidu Page 2 of 2



MS Report from Instrument: TEMPLE CDDR MSD

File ..HEMIST\04-12\260412-MS LOW MASS ACN-10640.D Tgt Mass (EZX)

Injection Date : 26 Apr 12 4:27 pm -0500 Seq. Line 0
Sample Name : rb-13 Location : Vial 34
Acqg. Operator : richie bhandare Inj i 1
Spec. Reported : UV Integration Inj Volume : 1 ul
Acqg. Method : D:\METHODS\MS LOW MASS ACN.M
Analysis Method : D:\METHODS\MS_LOW MASS ACN.M
Sample Info : Easy-Access Method: 'Low Mass ACN' o
Method Info : =
{3
TR,
DAD1 A, Sig=254,4 Ref=360,100
mAU 3
30 o
25 - ~
20 -
15 3
10+
5
04—\
—— 77— — [T T T T —
0 1 2 3 4 5 min
DAD1 B, Sig=220,4 Ref=360,100
mAU <
400 -
300
200 -
100 - &
04\~ )
b L o T e St = = g = e i e R e A . \
0 1 2 3 4 ] min
MSD1 TIC, MS File  ES-API, Pos, Scan, Frag: 70
8000000 - g
6000000 |
4000000
2000000 |
Y77 v e = "
0 1 2 3 ) 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=360,100
RetTim width Area Height Area%l MS (+)
2.78 0.15 222 .73 20.86 90.05 407
3.44 005 23.00 7.04 9.30 407
4.27 0.05 1.60 0.49 0.65 407
Integration Results for DAD1 B, Sig=220,4 Ref=360,100
RetTim width Area Height Area% MS(+)
2.78 0.17 5823.59 448.25 89.42 407
3..25 0.10 152.42 21.19 2.34 407
3.45 0.12 153.92 15.89 2.36 407
4.26 0.25 382.56 19.16 5:87 407

TEMPLE CDDR MSD 4/27/2012

3:22:00 PM richie bhandare

Page 1l of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.78 <<<< POSITIVE SPECTRA >>>> Ret. Time: 3.44

ES-API Positive ES-API Positive
o ] o™
3E6 s 120000 :
2.5E6 100000 —
2E6 80000 -
1.5E6 60000
1E6 . 40000 3 2 i
= (32
500000 20000 2 g Jro
0 ' ' - . 0 E INDE R le L R olioniioy y
7 — T ——7— 7T T T T
200 400 600 800 m/z - 200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ion Mass Abundance Ratio Ion Mass Abundance Ratio Ion Mass Abundance Ratio Ion Mass Abundance Ratio
[==emm-- jmmmdoem- [oransm==mmrE |szm=me | llzzeme=s jamem==s | semsmmsmmmaae fl=mmm= [|[l-===mm [=ememmne f=mrremmenEs [Eeesma | [|==raess [Premeas e s [===-=- |
A 407.25 3180577 100.00 B 241.20 91462 100.00 A 407.30 125015 100.00 B 316.30 19908 100.00
A+ 1 408.30 1016709 31.97 B+ 1 242.20 13826 15.12 A+ 1 408.30 34874 27.90 B+ 1 317.20 4539 22.80
A+ 2 409.30 162835 512 B + 2 243.10 1490 1.63 A+ 2 409.30 6005 4.80 B + 2 318.25 1063 5.34
A+ 3 410.30 17109 0.54 B+ 3 244 .15 207 0.23 A+ 3 410.20 820 0.66 B + 3 319.20 320 31../61
A+ 4 411.25 1508 0.05 B + 4 245.10 67 0.07 A+ 4 411.25 213 0:17 B + 4 320.25 313 1.57
A+ 5 412.20 140 0.00 B+ 5 246.15 107 0.13 A+ 5 412.35 116 0.09 B+ 5 321.10 247 1.24

Ret. Time: 4.26
*ES-API Positive

60000
40000
- N
: <
20000+ o ©
™ N
s
0 .‘l‘,.h....L___L..u | R Y
; T T T T T T T T T T T T T T
200 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ion Mass Abundance Ratio Ion Mass Abundance Ratio
|-meene R Rt [--mn-- (NESERLES [ |-ememmmnee- |-=---- |
A 407.30 72251 100.00 B 296.25 15435 100.00
A+ 1 408.25 21266 29.43 B+ 1 297.20 928 6.01
A+ 2 409.30 3498 4.84 B+ 2 298.25 1672 10.83
A+ 3 410.20 660 0..91 B+ 3 299.40 259 1.68
A+ 5 412.30 152 0.21 B+ 4 300.20 467 3.03
B+ 5 301.10 562 3.64

TEMPLE CDDR MSD 4/27/2012 3:22:00 PM richie bhandare Page 2 of 2



MS Report from Instrument: TEMPLE CDDR MSD

File D:\CANNEY\RICHIE1\RB_06000005.D Tgt Mass (EZX):
Injection Date > 8 Jul 09 4:20 pm -0500 Seq. Line : O
Sample Name : clbenester Location : Vial 4
Acq. Operator > richie Inj - 1
Spec. Reported : UV Integration Inj Volume - 1 ul
Acq. Method > D:\METHODS\CANNEY\MS_LOW MASS.M
Analysis Method : D:\METHODS\MS_LOW MASS ACN.M
Sample Info : o
Method Info :
u}
%D_g_nﬂl{ )
145

DAD1 A, Sig=254,4 Ref=360,100

3

>

C

|
2.191

1 I 1 1 1
0 1 2 3 4

min

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

8000000
7000000
6000000 —
5000000 —
4000000
3000000~
2000000 -
1000000

04

1 I 1 1 1
0 1 2 3 4

min

Integration Results for DAD1 A, Sig=254,4 Ref=360,100
RetTim width Area Height Area% MS(+)

2.19I 0.12I 4329.97I 491.86 100.00 375

TEMPLE CDDR MSD 3/12/2012 4:22:04 PM Victor Ghidu

Page

1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.19

<<<< POSITIVE SPECTRA >>>>

*ES-API Positive
= N
3E6 - 5
2.5E6
2E6
1.5E6
3 <
1E6 - —
500000 N
0- \
\ \ \ T
200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ton Mass Abundance Ratio Ton Mass Abundance Ratio
| | | | | | | | |
A 375.20 3102312 100.00 B 771.40 204823 100.00
A+ 1 376.30 882993 28.46 B+ 1 772.40 92820 45.32
A+ 2 377.25 133452  4.30 B+ 2 773.40 25005 12.21
A+ 3 378.25 14244  0.46 B+ 3 774.40 5118  2.50
A+ 4 379.25 1286 0.04 B+ 4 775.40 773 0.38
A+ 5 380.00 188 0.01

TEMPLE CDDR MSD 3/12/2012 4:22:04 PM Victor Ghidu

Page

2 of 2



MS Report from Instrument: TEMPLE CDDR MSD
File ..HEMIST\10-10\081010-MS LOW MASS ACN-02648.D Tgt Mass (EZX):

Injection Date : 8 Oct 10 5:28 pm -0500 Seq. Line : 0
Sample Name : £f5-rb2l-bicarbwash-sil Location : Vial 28
Acg. Operator : richie bhandare Inj : 1
Spec. Reported : UV Integration Inj Volume : 1 ul
Acqg. Method : D:\METHODS\MS LOW MASS ACN.M

Analysis Method : D:\METHODS\MS LOW MASS ACN.M

Sample Info : Easy-Access Method: 'Low Mass ACN' o /_\\q B

Method Info : H —<
146 B

DAD1 A, Sig=254,4 Ref=off
mAU

15

10

vl

4.172

0 1 2 3 4 5 min
DAD1 B, Sig=220,4 Ref=off

0 1 2 3 4 5 min
MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

12000000
10000000
8000000
6000000
4000000
2000000
04 v T y T T T T L y T T T ] T T y y T y T T T T L T

0 1 2 3 4 5 min

Integration Results for DAD1 A, Sig=254,4 Ref=off

RetTim width Area Height Area% MS(+)

Integration Results for DAD1 B, Sig=220,4 Ref=off

RetTim wWidth Area Height Area% MS(+)
3.84 0.48 2186.27 5739 88.08 *** 39
4.17 0.13 295.80 32.24 11.92 393

TEMPLE CDDR MSD 5/3/2012 4:33:59 PM Victor Ghidu Page 1 of 2
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A

MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 3.84 <<<< POSITIVE SPECTRA >>>> Ret. Time: 4.17
*ES-API Positive *ES-API Positive
s N 5| C!
: ' 5E6
5E6 4 # 4E6;
4E6 4 E
3E6 - - e -
E ” E - :
2665 ~ : 2E64 T 1§
E E ©
1E64 < T 1es] < T
—= [ . O { { 5
— T — —— — 7
200 400 600 800 m/Z 200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios
Ion Mass Abundance Ratio Ion Mass Abundance Ratio Ion Mass Abundance Ratio Ion Mass Abundance Ratio
------- [zesemm [meaammsongs |sesrmn| |semnesr|sarsams [srsumprnnue | vemwes | ||esmssss [asamenics [sammsses seen] sessss || vesemse] sssssas [msosamessane | wo s
A 319820 6051861 100.00 B 227.10 939328 100.00 A 393.20 5487866 100.00 B 227,10 894457 100.00
A+ 1 394.20 2080522 34.38 B + 1 228.106 140556 14.96 A+ 1 394.20 1865478 33.99 B + 1 228.10 134474 15.03
A+ 2 395 L5 315437 5.21 B + 2 229.05 12632 1.34 A+ 2 395..15 280660 51 B + 2 229..05 12032 il 35
A+ 3 396.15 32154 053 B + 3 230.10 1180 0.13 A+ 3 39615 28564 0.52 B + 3 230.20 662 Q.07
A+ 4 397 05 2731 0.05 B + 4 231.00 476 0.05 A+ 4 397.20 507 0.01 B + 4 231.05 379 0.04
A+ 5 398.00 196 0.00 B + 5 23230 167 0.02 A+ 5 39995 258 0.00
TEMPLE CDDR MSD 5/3/2012 4:33:59 PM Victor Ghidu Page 2 of 2




MS Report from Instrument: Temple CDDR MSD

Injection Date

7ile D:\CANNEY\RICHIE O1\BIPHENYLI700004.D
¢ B J

ul 09 2:52 pm -0500

Tgt Mass (EzX):
Seq. Line : 0

Sample Name : clbenester Location : Vial 4 Integration Results for DAD1 A, Sig=254,4 Ref=360,100
Acg. Operator : Obioma . . Inj : 1
i?é?'mgﬁﬁgited g?\ﬁgggggl\:égﬁmy\ns LOW MASS.M fog, Woltme 2 .4 RetTim width Area Height Area% = MS(+)
Analysis Method : D:\METHODS\CANNEY\MS LOW MASS.M B | rmmmmonmn || =rmmimswom coom-- [ -=mmmmmemaes |mEeEesns [
Sample Info : s 0.18 1554.08 117.75 99.18 387
Method Info : Method at Installation 3.40 0.05 7.07 2.38 0.45 387
5.18 0.06 5.73 1.50 037 387
[ ] DAD1A Sig=2544 Ref=360,100
[_] MSD1TIC, MS File ES-API, Pos, Scan, Frag: 70 Fh
Norm. w @ éj M 1\1_<
1 N - R Ph
: ] 147
8000000 | |
1 \
] |
6000000 \
: |
% \
4000000 — 1\
g |
2000000 — \
Ret. Time: 2.75 <<<< POSITIVE SPECTRA >>>>
*ES-API Positive
~
] ~
1.6E6 | &
1.4E6
1.2E6
1E6 -
800000 —
] N
600000 =
i D
400000 $
| 5 s
200000 N -~ «
0 ; O - [ J L
1 . . S | . _— S S
200 400 600 800 1000 1200 1400 m/z
Temple CDDR MSD 7/8/2009 2:59:04 PM Obioma Page 1 of 1
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Print of window 38: Current Chromatogram(s)

Data File : C:\CHEM32\1\DATA\13APR2009\MARKTEMP 2009-05-07 10-13-59\K 2.D
Sampie Name : k 2
Acqg. Operator 3 Seqg. Line 4
Acg. Instrument : Instrument 1 Location Vial 82
Injection Date : 5/7/2009 11:36:07 AM Inj 1

Inj Volume 5 pl
Different Inj Volume from Sequence ! Actual Inj Volume 12 nl

Acg. Method
Last changed 5/7/2009 11:35:40 AM

(modified after loading)

~—  Ph
Analysis Method : C:\CHEM32\1\METHODS\5 95.M (O:]C(\'Nx_a _{Ph
: 0 148

4/29/2009 12:50:30 PM
(modified after loading)

Last changed

Current Chromatogram/(s)

‘ - DAD1 C, Sig=274,8 Ref=360,100 (13APR2009\MARKTEMP 2009-05-07 10-13-59\K_2.D)

mAU

-14.680

1400 |

1200

1000

| 800

600

400

‘ 200

266
4878
832
7.494
8.292

10.718
11438

12.446

- 13878
o

) 10 15
Trhnatviiment 1 E/7/29000 1 .E92.59 DM

<oy
o
[ ee]

bt =

20

21.909

1 22.838

24161

C:\Chem32\1\DATA\13APR2009\MARKTEMP 2009-05-07 10-13-59\5 95.M

25

F172%

min


facmac
Stamp


Print of window 80: MS Spectrum

Data File @ C:\CHEM32\1\DATA\13APR2009\MARKTEMP 2009-05-07 10-13-59\K 2.D
Sample Name : k 2
Acqg. Operator 2 Seqg. Line : 4
Acqg. Instrument : Instrument 1 Location : Vial 82
Injection Date : 5/7/2009 11:36:07 AM Inj : 1
Inj Volume : 5 nl
Different Inj Volume from Sequence ! Actual Inj Volume : 12 ul
Acg. Method : C:\Chem32\1\DATA\13APR2009\MARKTEMP 2009-05-07 10-13-59\5 95.M
Last changed : 5/7/2009 11:35:40 AM

(modified after loading)
Analysis Method : C:\CHEM32\1\METHODS\5_ 95.M
Last changed : 4/29/2009 12:50:30 PM

(modified after loading)

MS Spectrum
| *MSD1 SPC, time=14.878:15.724 of CACHEM32\1\DATA\13APR2009\MARKTEMP 2009-05-07 10-13-59\K_2.D ES-API, Scan, F

| N
‘ S
100 H
! Max: 5.16299e+006
|
1
|
80
|
| |
| |
‘ ‘ 1
|
| |
60 ‘
1
|
Y
40
|
N
o
o
<~
|
|
| |
20 3
\
‘ k
|
\
|
i
0
| | - - | | l
‘ 360 380 400 420 440 460 480  miz

Tratriiment 1 £/7/20009 1:52-19 DM Page 1 of 1



MS Report from Instrument: TEMPLE CDDR MSD

File . HEMIST\05-10\200510-MS_LOW MASS_ACN-00274.D Tgt Mass (EZX): 387.00
ég%eggigx;“!e)ate %g3¥2}{8}genz§éi2x:‘f ;LOiOO Locaticsnexq- ~L\ilfi.1§1:2(2) | ti R Its fi ia= =
g il | on rahsdione-sis T ntegration Results for DAD1 A, Sig=254,4 Ref=360,100
gg;?'ngﬁggtw g?\ggggggmg%ow MASS_ACN.M TH) Voltme ¢ Ll RetTim  Width Area Height Area% = MS(+)
Analysis Method : D:\METHODS\MS LOW MASS ACN.M | s8R limemmamemimmm | e e R |remmmmmn |=m=--- |
Sample Info : Easy-Access Method: 'Low MasSs ACN' 387.00 2.32 0.05 1.44 0.49 0.93 102
Method Info : Method at Installation 2.86 0.06 21,10 0.59 1.33 3371
2 .
Se 0oas 150 76 s.25 s5.87 30
DAD1 A, Sig=254 4 Ref=360,100 /—\N Fu
mAU = - %N —{
3 N
10 3 149 e
5
0
I ki 1 ! I T
0 2 4 min
MSD1 TIC, MS File  ES-API, Pos, Scan, Frag: 70
10000000 j o
5000000 i
T : T : T T . T I . .
0 2 4 min
lon 388, MSD1 388, Target Mass 387 +H Positive, EIC=387.7:388
i ©o
1000000 % T
0= — — —
L 0 2 4 min
Ret. Time: 3.55 <<<< POSITIVE SPECTRA >>>>
} *ES-API Positive
3E6 - ,‘:
| £
2.5E6 —
2E6
1.5E6 —
1E6 ;5
| o]
500000 — - -
] |
0 - b L e sl nnendil i
) T T T [ T T ‘ T T ’ T ’ T T T T [ T T T l T T T I T T T I T T T
100 200 300 400 500 600 700 800 900 m

TEMPLE CDDR MSD 5/20/2010 5:25:41 AM richie bhandare Page 1 of 1
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MS Report from Instrument: TEMPLE CDDR MSD

File ..HEMIST\03-12\130312-MS_LOW MASS ACN-09856.D Tgt Mass (EZX):
Injection Date : 13 Mar 12 3:06 pm -0500 Seqg. Line : 0
Sample Name : rb-20 Location : Vial 17
Acg. Operator : richie bhandare Inj =« 1
Spec. Reported UV Integration Inj Volume : 1 ul
Acg. Method : D:\METHODS\MS_LOW MASS ACN.M
Analysis Method D:\METHODS\MS_LOW MASS ACN.M 0
Sample Info : Easy-Access Method: 'Low Mass ACN' e ~— Ph
Method Info : () Vi N—{Ph
150
DAD1 A, Sig=254,4 Ref=360,100
mAU =
30
20
10
0
e S T |
0 1 2 3 4 5 min
DAD1 B, Sig=220,4 Ref=360,100
mAU ] =
600
400
200 - 3
4 [e2]
0\
[ T e e , s
0 1 2 3 4 5 min
MSD1 TIC, MS File  ES-API, Pos, Scan, Frag: 70
= [32)
6000000 |
4000000
2000000
o e e [
0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=360,100
RetTim width Area Height Area% MS (+)
2.21 0.14 359.54 35.97 100.00 366
Integration Results for DAD1 B, Sig=220,4 Ref=360,100
RetTim width Area Height Area% MS(+)|
2.21 0.15 7833 .44 721 .46 94 .01 366
2.99 0.32 499.17 19.06 5.99 130

TEMPLE CDDR MSD 3/13/2012 3:45:00 PM Victor Ghidu
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.21 <<<< POSITIVE SPECTRA >>>> Ret.

Time: 2.99

ES-API Positive ES-API Positive
3E6 N % N N
125000 2
2.5E6 100000 = I
—N
2E6 2
1.5E6 75000
1E6 - o~ 50000 -
g 3 18 8
500000 = 3 25OOOE =
0 ol Hl ol 1 I U, -
T 1 T T ‘ T T ‘ T T T T i T W T ‘ T ‘ T T T J T
200 400 600 800 m/: 200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios
Ion Mass Abundance Ratio Ion Mass Abundance Ratio Ion Mass Abundance Ratio Ion Mass Abundance Ratio
[===m=-- i | semmusseesre [m=sman | [mmemmne [mmmmmimme [emmmmmimimimiie [-=---- [l====--- [Feemmmma | e [ e | |mommenne [immmimimimm [=mmmmmmmeee [===--- |
A 366.20 3053544 100.00 B 388.20 186838 100.00 A 130.20 139084 100.00 B 366.20 106538 100.00
A+ 1 367.20 830864 27.21 B + 1 389.20 47789 25.58 A+ 1 131.20 12904 9.28 B + 1 367,20 26068 24.47
A+ 2 368.20 115613 3.79 B + 2 390.20 6464 3.46 A+ 2 132.10 678 0.49 B + 2 368.20 4125 3.87
A+ 3 369.20 11724 0.38 B + 3 391.05 869 0.47 A+ 3 133.00 14 0.01 B + 3 369.15 549 0.52
A+ 4 370.20 714 0.02 B + 4 392.10 332 0.18 A+ 4 134.20 37 0.03 B + 4 370.15 258 0.24
A+ 5 371.05 165 0.01 B+ 5 393.05 119 0.06 A+ 5 135.20 6 0.00 B + 5 371.25 27 0.02

TEMDPT.E OCDPDDR MO 27792 /7/9079 22 A oA DM T72 vt e Nl T30



MS Report from Instrument: TEMPLE CDDR MSD

Injection Date
Sample Name

Acg. Operator
Spec. Reported
Acq- Method

Analysis Method
Sample Info :
Method Info :

: f26C18-oxabiphypz

Easy-Access Method: "Low Mass ACN* HNJWD

File ._.HEMIST\09-11\060911-MS_LOW MASS_ACN-07263.D Tgt Mass (EZX):

6 Sep 11 10:02 am -0500 Seq. Line : O
Location : Vial 3
richie bhandare Inj - 1
UV Integration Inj Volume - 1 ul
D:\METHODS\MS_LOW MASS_ACN.M

D:\METHODS\MS_LOW MASS_ACN.M 0

~—,_Fh
Mo N
151 “—'  Ph

DAD1 A, Sig=254,4 Ref=off

mAU{
10;
0-
-1045
b T I ] T L T T \
0 1 2 3 4 5 min
DADL1 B, Sig=220,4 Ref=off
mAU ]
600 |
400
200 |
0 I I — I I T I i
0 1 2 3 4 5 min
MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70
500000042
4000000
3000000 |
2000000
1000000 |
0~ T I ] T L T T \
0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim width AreaI Height Area% MS(+)
2.09 0.38 935.51 35.58 100.00 352
Integration Results for DAD1 B, Sig=220,4 Ref=off
RetTim width Area Height Area% MS(+)
2.09 0.44 21940.50 716.38 89.36 352
4.26 0.80 2612.39 38.66 10.64 352
TEMPLE CDDR MSD 3/12/2012 3:32:24 PM Victor Ghidu Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.09 <<<< POSITIVE SPECTRA >>>> Ret. Time: 4.26
ES-API Positive ES-API Positive
1 o~ — o
2E6 200000 —
1.586 150000 -
1E6 3
] o o 100000 N ;
500000 R N 50000 1 & &
] N ™ E
04 | | | O*: [ \ o
1 \ \ \ ‘ T 1 \ \ ‘
200 400 600 800 m/Z 200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | 11 | | | 1|l | | | 11 | | | |
A 352.20 2233132 100.00 B 374.15 161183 100.00 A 352.20 244008 100.00 B 102.20 71747 100.00
A+ 1 353.15 556678 24.93 B+ 1 375.10 38318 23.77 A+ 1 353.20 59391 24.34 B+ 1 103.10 5310 7.40
A+ 2 354.10 74612 3.34 B+ 2 376.15 5277 3.27 A+ 2 354.20 8165 3.35 B+ 2 104.10 290 0.40
A+ 3 355.15 7022 0.31 B+ 3 377.20 124 0.08 A+ 3 355.20 669 0.27 B+ 3 105.10 2201 3.07
A+ 4 356.25 857 0.04 B+ 4 378.15 39  0.02 A+ 4 356.10 1102 0.45 B+ 4 106.15 71 0.10
A+ 5 357.20 173 0.01 B+5 379.15 9 0.01 A+ 5 357.20 442 0.18
TEMPLE CDDR MSD 3/12/2012 3:32:24 PM Victor Ghidu Page 2 of 2



MS Report from Instrument: TEMPLE CDDR MSD

File D:\CANNEY\RICHIE\RRB000121.D
Injection Date 6 May 10 5:01 pm -0500 Seq. Line : O
Sample Name rb-26 Location : Vial 83
Acq. Operator richie Inj - 1

Tgt Mass (EzZX):

Spec. Reported
Acq- Method
Analysis Method

: UV Integration

D:\METHODS\MAG ID\MS_LOW MASS_ACN.M
D:\METHODS\MS_LOW MASS_ACN.M

Inj Volume - 1 ul

Sample Info : final pdt-pure j;g
Method Info : %Vfﬁ{—ihj Ph
M N

DAD1 A, Sig=254,4 Ref=360,100

‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘
0 1 2 3 4

min

DADL1 B, Sig=254,4 Ref=360,100

1 I 1 1 1
0 1 2 3 4

min

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

12500000
10000000 |
7500000 -
5000000
2500000
o 1 2 3 a 5 mir
Integration Results for DAD1 A, Sig=254,4 Ref=360,100
RetTimI width Area Height Area% MS(+)
2.64 0.23 218.53 12.56  100.00 392
Integration Results for DAD1 B, Sig=254,4 Ref=360,100
RetTimI width Area Height Area% MS(+)
2.64 0.23 218.53 12.56  100.00 392
TEMPLE CDDR MSD 3/12/2012 4:36:24 PM Victor Ghidu Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.64

<<<< POSITIVE SPECTRA >>>>

*ES-API Positive

E T
5E6 -
4E6 4
3E6 4
2E6 -
1E6
0= ‘
T \ \ \ ‘
200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ton Mass Abundance Ratio Ton Mass Abundance Ratio
| | | | 1 | | | |
A 392.10 5786490 100.00 B 414.05 245711 100.00
A+ 1 393.10 2020205 34.91 B+ 1 415.10 69306 28.21
A+ 2 394.10 306040 5.29 B+ 2 416.05 10840 4.41
A+ 3 395.10 32651 0.56 B+ 3 417.00 1704  0.69
A+ 4 396.05 2805 0.05 B+ 4 417.95 296 0.12
A+ 5 397.00 333  0.01 B+ 5 419.05 258  0.11

TEMPLE CDDR MSD 3/12/2012 4:36:24 PM Victor Ghidu

Page

2 of 2



Report from Instrument: TEMPLE CDDR MSD

File ..HEMIST\04-12\250412-MS LOW MASS ACN-10622.D Tgt Mass (EZX):

Injection Date : 25-Apr-12, 16:54:29 Seq. Line : 0
Sample Name : N-bzoxazol-pizbiphy Location : Vial 16
Acg. Operator : richie bhandare Inj : O
Spec. Reported : UV Integration Inj Volume : 1 ul
Acg. Method : D:\METHODS \MS_LOW MASS ACN.M

Analysis Method : D:\METHODS\MS_LOW MASS ACN.M 0

Method Info

Sample Info : Easy-Access Method: 'Low Mass ACN' (i;{ﬂqit

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

[{o]
E| <t
8000000
6000000
4000000 -
2000000 -|
04
: — ] — - I S
0 1 2 3 4 5
DADA A, Sig=254,4 Ref=360,100
mAU %
f 0|
80 -
60
40-
20
04
— — — : \ AR
0 1 2 3 4 5
Integration Results for DAD1 A, Sig=254,4 Ref=360,100
RetTim Width| Area| Height| Area%| MS(+)t
2.52 0.20 1471.82 98.79 95.99 442
3.41 0.06 29.17 6.69 1.90 442
3.57 0.12 13.50 1.56 0.88 442
4.22 0.05 1.99 0.64 0.13 442
4.30 0.05 2,46 0.73 0.16 442
4.53 0.05 1.24 0.39 0.08 442
4.87 0.07 5.50 1.21 0.36 130
4.98 0.06 7.56 2.12 0.49 130
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.52 <<<< POSITIVE SPECTRA >>>>

*ES-API Positive
1 o
3E6 -
2E6 -
] 0
1E6 )
< o
= o
| L . l L
0 l T T ‘ T ‘ T ‘ T T T
200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ion Mass Abundance Ratio Ion Mass Abundance Ratio
[====---- [===-mue- [==ommmmmee [ | [=meme |z et = | sssses I
A 442 .30 3702074 100.00 B 905.50 221638 100.00
A+ 1 443.25 1243463 33 .59 B + 1 906.50 143945 64.95
A+ 2 444 .25 210544 5.69 B + 2 907.50 46494 20.98
A+ 3 445.30 24928 0.67 B + 3 908.50 10691 4.82
A+ 4 446.20 2514 007 B + 4 909.45 1841 0.83
A+ 5 447 .20 300 0.01 B + 5 94.0::.4:5: 279 0.13

TEMPLE CDDR MSD 4/25/2012 5:00:33 PM richie bhandare Page 2 of 2



MS Report from Instrument: TEMPLE CDDR MSD

File ._.HEMIST\10-10\061010-MS_LOW MASS_ACN-02558.D Tgt Mass (EZX):

Injection Date : 6 Oct 10 9:53 am -0500 Seq. Line : O
Sample Name : rb-3lafter bicarb wash Location : Vial 5
Acq. Operator > richie bhandare Inj - 1
Spec. Reported : UV Integration Inj Volume - 1 ul
Acq. Method : D:\METHODS\MS_LOW MASS_ACN.M

Analysis Method : D:\METHODS\MS_LOW MASS ACN.M 0

Sample Info : Easy-Access Method: "Low Mass ACN* ;qu

Method Info : o Ph
LN N—{

154 WS Th

DAD1 A, Sig=254,4 Ref=off

-
0 1 2 3 4

min

DADL1 B, Sig=220,4 Ref=off

1 I 1 1 1
0 1 2 3 4

min

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

15000000 | Q
12500000 o
10000000 |
7500000
5000000 |
2500000
I T s S S S A
0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim width Area Height Area% MS(+)

2.63 0.31 229.22 10.45 90.75 394

3.32 0.11 23.35 2.89 9.25 394
Integration Results for DAD1 B, Sig=220,4 Ref=off
| RetTimI WidthI AreaI HeightI Area%I MS(+)I

2.64 0.34 5206.78 210.41 90.44 394

4_15 0.27 550.42 25.24 9.56 394

TEMPLE CDDR MSD 3/12/2012 4:09:40 PM Victor Ghidu Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.63 <<<< POSITIVE SPECTRA >>>> Ret. Time: 2.64
*ES-API Positive *ES-API Positive
— - 1 b
5E6 3E65
4E6 ]
3E6 - 2E6
2E6 - | ] .
1 1E6
1E6 1
Oé | i \ | 04 i i . |
I 1 1 1 ' I 1 1 1 '
200 400 600 800 m/Z 200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | I 1 | | | |l | | | I 1 | | | |
A 394.10 5890123 100.00 B 809.20 293754 100.00 A 394.10 3983240 100.00 B 809.20 193093 100.00
A+ 1 395.10 2172603 36.89 B+ 1 810.20 160589 54.67 A+ 1 395.10 1448857 36.37 B+ 1 810.20 105577 54.68
A+ 2 396.10 322343 5.47 B+ 2 811.20 45730 15.57 A+ 2 396.10 215322 5.41 B+ 2 811.20 29420 15.24
A+ 3 397.15 33453  0.57 B+ 3 812.15 9478  3.23 A+ 3 397.15 22256 0.56 B+ 3 812.15 6253 3.24
A+ 4 398.15 2917 0.05 B+ 4 813.15 1459  0.50 A+ 4 398.15 2089 0.05 B+ 4 813.15 958  0.50
A+ 5 399.20 290 0.00 B+ 5 814.15 168 0.06 A+ 5 399.15 435 0.01
Ret. Time: 3.32 Ret. Time: 4.15
*ES-API Positive *ES-API Positive
E b 1 N
2.5E6 = 1.25E6
2E6 1E6
1.5E6 3 750000
1E6 - 500000 ] -
E N~ ol
500000 — 2500004 ¥ 9
Oé‘ L ! ) R Oé el T R . .
— 1 1 1 1 ' 1 1 1 1 '
200 400 600 800 m/Z 200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | I 1 | | |l | | | | | | | |
A 394.10 2955321 100.00 B 228.10 102560 100.00 A 394.10 1412119 100.00 B 157.10 91799 100.00
A+ 1 395.10 812295 27.49 B+ 1 229.05 15011 14.64 A+ 1 395.10 389138 27.56 B+ 1 158.10 7127  7.76
A+ 2 396.10 121708  4.12 B+ 2 230.00 1196  1.17 A+ 2 396.10 58187 4.12 B+ 2 159.00 1413 1.54
A+ 3 397.10 12282 0.42 B+ 3 231.05 717  0.70 A+ 3 397.10 6730 0.48 B+ 3 160.05 483 0.53
A+ 4 398.05 2913  0.10 B+ 4 231.85 356 0.35 A+ 4 398.05 1598  0.11 B+ 4 161.15 260 0.28
A+ 5 399.05 426 0.01 B+ 5 233.15 322 0.31 A+ 5 399.05 980 0.07 B+ 5 162.00 304 0.33
TEMPLE CDDR MSD 3/12/2012 4:09:40 PM Victor Ghidu Page 2 of 2



MS Report from Instrument: TEMPLE CDDR MSD

File ..HEMIST\06-10\220610-MS LOW MASS ACN-00995.D Tgt Mass (EzZX) : 407.00

Injection Date : 22 Jun 10 3:58 am -0500 Seq. Line : 0
Sample Name : £17gil-tbutoxpzsilf7-9 Location : Vial 33
Acqg. Operator : richie bhandare Inj 3 1
Spec. Reported : UV Integration Inj Volume : 1 ul

Acg. Method D:\METHODS\MS LOW MASS_ACN.M

Analysis Method : D:\METHODS\MS_LOW MASS_ACN.M

Sample Info : Easy-Access Method: 'Low Mass ACN' 407.00 0

Method Info : )ko 5
(I

155 — Ph

DAD1 A, Sig=254,4 Ref=off

968

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

0 1 2 3 4 5

min|

DAD1 B, Sig=220,4 Ref=off
mAU
250
200
150
100
50

3.05

0
T . T — T
0 2 3 4 5

min

1

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70
] ~

6000000

4000000 —|

2000000

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

0 1 2 3 4 5

min|

Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim width Area Height Area% MS(+)

2.97 0.30 73.33 3.40 100.00 408

RetTim width Area Height Area% MS(+)

3.05 0.29 1261.44 54.14 100.00 408

TEMPLE CDDR MSD 4/30/2012 4:10:50 PM Suleyman Akocak Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.97 <<<< POSITIVE SPECTRA >>>> Ret. Time: 3.05

*ES-API Positive *ES-API Positive
u N & o
3E6 ; 3E6 ;
2.5E6 .
2E6 2E6
1.5E6 ]
= = ] = —
1E6 2 1E6] & o
500000 © 3 ] € J
0 | B DR o 5 0 .1 e
77 T T -—— T T
200 400 600 800 m/z 200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ion Mass Abundance Ratio Ion Mass Abundance Ratio Ion Mass Abundance Ratio Ion Mass Abundance Ratio
|semeas [lz==memes |Eesssemname Joemeee [ mmmmmiee llmmmrnn | mmmmmmmnmEs |sr=s== [[fs===ms |amssmans et [-==--- | formmmms Jmmmemeee oo mmmn e |sse=ee |
A 408.15 3148155 100.00 B 167.10 185878 100.00 A 408.15 3301904 100.00 B 167.10 189206 100.00
A+ 1 409.15 963272 30.60 B+ 1 168.15 26926 14.49 A+ 1 409.15 1011323 30.63 B+ 1 168.10 27484 14.53
A+ 2 410.10 148318 4.71 B + 2 169.15 1775 0.95 A+ 2 410.10 115329 3.49 B + 2 169.10 1825 0.96
A+ 3 411.05 23108 0.73 B + 3 170.15 335 0.18 A+ 3 411.00 24754 0.75 B+ 3 170.15 311 0.16
A+ 4 412.15 436 0.01 B + 4 171.05 378 0.20 A+ 4 412.00 4076 0.12 B + 4 171.10 265 0.14
A+ 5 413.10 400 0.01 B+ 5 172.20 3695 1.99 A+ 5 413.00 761 0.02 B+ 5 1722.15 3543 1.87

TEMPLE CDDR MSD 4/30/2012 4:10:50 PM Suleyman Akocak Page 2 of 2



MS Report from Instrument: TEMPLE CDDR MSD

File ._.HEMIST\10-10\061010-MS_LOW MASS_ACN-02566.D Tgt Mass (EZX):

Injection Date : 6 Oct 10 11:55 am -0500 Seq. Line : O
Sample Name : rb-38-bicarb wash Location : Vial 13
Acq. Operator > richie bhandare Inj - 1
Spec. Reported : UV Integration Inj Volume - 1 ul
Acq. Method : D:\METHODS\MS_LOW MASS_ACN.M

Analysis Method : D:\METHODS\MS_LOW MASS ACN.M
Sample Info : Easy-Access Method: "Low Mass ACN*

0]
Method Info : i JLD
Fh
;S—li‘f\,«N/_\l—(

Fh

DAD1 A, Sig=254,4 Ref=off

0 1 2 3 4 5 min

DADL1 B, Sig=220,4 Ref=off

1 I 1 1 1 1
0 1 2 3 4 5

min

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

15000000
12500000
10000000
7500000 |
5000000
2500000 |

1 S S S A —

0 1 2 3 4 5

min

Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim width Area Height Area% MS(+)

2.43I 0.31I 489.01I 21.47 100.00 392

Integration Results for DAD1 B, Sig=220,4 Ref=off
RetTim width Area Height Area% MS(+)

2.44I 0.31I 9198.08I 395.98 100.00 392

TEMPLE CDDR MSD 3/12/2012 4:11:02 PM Victor Ghidu Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.43 <<<< POSITIVE SPECTRA >>>> Ret. Time: 2.44
*ES-API Positive *ES-API Positive
7 — — —
5E6 5 i 1 i
1 5E6 4
4E6 4 E
3E6 1 4E6 -
1 3E6 -
2E6 2E6
1E6 1E6
0 E | . | | 0 é | . | |
I 1 1 1 ' I 1 1 1 '
200 400 600 800 m/Z 200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | I 1 | | | |l | | | I 1 | | | |
A 392.10 5263728 100.00 B 805.20 246993 100.00 A 392.10 5992095 100.00 B 805.20 271385 100.00
A+ 1 393.10 2013086 38.24 B+ 1 806.15 134074 54.28 A+ 1 393.10 2260563 37.73 B+ 1 806.15 147324 54.29
A+ 2 394.10 308807 5.87 B+ 2 807.15 37832 15.32 A+ 2 394.10 347159 5.79 B+ 2 807.15 41585 15.32
A+ 3 395.05 32862 0.62 B+ 3 808.20 7640  3.09 A+ 3 395.10 36998 0.62 B + 3 808.20 8418 3.10
A+ 4 396.15 2778  0.05 B+ 4 809.15 1151  0.47 A+ 4 396.05 2787  0.05 B+ 4 809.15 1284  0.47
A+ 5 397.05 380 0.01 B+ 5 810.05 164 0.07 A+ 5 397.15 243  0.00 B+ 5 810.10 184 0.07
TEMPLE CDDR MSD 3/12/2012 4:11:02 PM Victor Ghidu Page 2 of 2



MS Report from Instrument: TEMPLE CDDR MSD

File ._HEMIST\05-10\280510-MS_LOW MASS_ACN-00544.D Tgt Mass (EzZX): 405.00

Injection Date : 28 May 10 4:09 am -0500 Seq. Line : O

Sample Name : f5cl8cybutoxapipz Location : Vial 35

Acq. Operator > richie bhandare Inj - 1

Spec. Reported : UV Integration Inj Volume - 1 ul

Acqg. Method : D:\METHODS\MS_LOW MASS_ACN.M

Analysis Method : D:\METHODS\MS_LOW MASS ACN.M

Sample Info : Easy-Access Method: "Low Mass ACN® 405.00 0

Method Info : iy N
JH:] ,.:—\N_{Ph
157 "~  Ph

DADL1 A, Sig=254,4 Ref=360,100
mAU

= =
o o
e b b B

(&)]

o

‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘
0 1 2 3 4

min

DADL1 B, Sig=220,4 Ref=360,100
mAU ]

300

200
100

0

1 I 1 1 1
0 1 2 3 4

min

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70
12000000
10000000 *
8000000 *
6000000 *
4000000 *
2000000 *
0 ‘ ‘ ‘ ‘ \ ‘ ‘ ‘ ‘ \ ‘ ‘ ‘ ‘ \ ‘ ‘ ‘ ‘ \

0 1 2 3 4

min

Integration Results for DAD1 A, Sig=254,4 Ref=360,100
RetTim width Area Height Area% MS(+)

2.64I 0.27I 350.10I 17.07 100.00 406

Integration Results for DAD1 B, Sig=220,4 Ref=360,100
RetTim width Area Height Area% MS(+)

2.64I 0.28I 7167.90I 331.78 100.00 406

TEMPLE CDDR MSD 3/12/2012 4:58:08 PM Victor Ghidu
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.64 <<<< POSITIVE SPECTRA >>>>
*ES-API Positive
1 b

5E6 -

4E6 5

3E6 4

2E6

1E6 -

O é I L L I
— ‘ ‘ I
200 400 600 800 m/Z

Base Peak lon Ratios: 2nd Largest Peak lon Ratios:

lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | I 1 | | | |

A 406.15 5549618 100.00 B 833.15 232078 100.00

A+ 1 407.10 1781270 32.10 B+ 1 834.15 127067 54.75

A+ 2 408.10 275722  4.97 B+ 2 835.10 37463 16.14

A+ 3  409.15 30166 0.54 B+ 3 836.15 7639  3.29

A+ 4  410.10 2349 0.04 B+ 4 837.15 855 0.37

A+ 5 410.95 227 0.00

TEMPLE CDDR MSD 3/12/2012 4:58:08 PM Victor Ghidu
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MS Report from Instrument: TEMPLE CDDR MSD

[FIT€ . .AEMIST\U6-I0\U3U6IU-MS_LUW MASS_ACN-UU6/9.D Tgt Mass (t X)= 407-00
Injection Date : 3 Jun 10 2:32 _am -0500 Seq.- ne 0

€q . .
Sample Name : cypentOXﬁlpz C18F15 Location " : Vlal_lO Integration Results for DAD1 A, Sig=254,4 Ref=360,100
écq 0| eratgrd M &éc?l% b andare . Vol Inj : % .
pec. orte : n nj olume : u = = =

Ao Vethod SN DS\MS LOW MASS ACN.M RetTim Width Area Height  Area% MS(+)

Anal SIS Method : D:\METHODS\STANDBY

Sam| e Info : Easy-Access Method: 'Low Mass ACN® 407.00 2.42 0.06 1.32 0.37 0.28 281

Method Info : Standby Method 2.65 0.24 445 .72 24.09 95.74 *** 40
3.36 0.10 16.89 2.42 3.63 408
4.25 0.06 1.62 0.40 0.35 408

Integration Results for DAD1 B, Sig=220,4 Ref=360,100
DADL1 A, Sig=254,4 Ref=360,100

. RetTim Width Area Height Area% MS(+)
DAD1 B, Sig=220,4 Ref=360,100
MSDL1 TIC, MS File  ES-API, Pos, Scan, Frag: 70 2.3 0.5 16.12 o olr s
lon 408, MSD1 408, Target Mass 407 +H Positive, EIC=407.7:408.7 265 0.27 970688 463.00 99129 408
4.26 0.05 17.92 5.22 0.18 408
Norm. ]
12000000 | | 2
1 Ph
10000000 |
1 Fh
8000000
6000000
4000000
2000000

0 2 4 min
Ret. Time: 2.69 <<<< POSITIVE SPECTRA >>>>
*ES-API Positive
N
6E6 >
4E6
N
2E6 >
[ee]

O i ' I | I
7 — T T T — T :
100 200 300 400 500 600 700 800 900 m/z

Ret. Time: 2.94
*ES-API Positive
N
4E6
2E6

O . I . " I
F— — — — — — :
100 200 300 400 500 600 700 800 900 m/z

Ret. Time: 3.41
*ES-API Positive
2E6
1.5E6
1E6
500000

O ‘ T \‘\ ‘ T \‘ T ‘ T T ‘ \‘\ T ‘ T T ‘ T T ‘ T T ‘ T h\ T ‘ T T

100 200 300 400 500 600 700 800 900 m/z

TEMPLE CDDR MSD 7/18/2012 12:38:56 PM richie bhandare Page 1of1
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MS Report from Instrument: TEMPLE CDDR MSD

File ._HEMIST\O05-10\120510-MS_LOW MASS_ACN-00068.D Tgt Mass (EzZX): 433.00

Injection Date : 12 May 10 3:56 am -0500 Seq. Line : O
Sample Name : f3-gilson-rb27purifn Location : Vial 69
Acq. Operator > richie bhandare Inj - 1
Spec. Reported : UV Integration Inj Volume - 1 ul
Acq. Method : D:\METHODS\MS_LOW MASS_ACN.M

Analysis Method : D:\METHODS\MS_LOW MASS ACN.M o
Sample Info : Easy-Access Method: "Low Mass ACN" 433.00 <:>“Nﬂb

Method Info : Fh
\_{\’HN:"_\N _<

DAD1 A, Sig=254,4 Ref=360,100

‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘
0 1 2 3 4

min

DADL1 B, Sig=220,4 Ref=360,100

1 I 1 1 1
0 1 2 3 4

min

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

10000000
soooooo—é
6000000—%
4000000—%

2000000

‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘
0 1 2 3 4

min

Integration Results for DAD1 A, Sig=254,4 Ref=360,100
RetTim width Area Height Area% MS(+)

3-37| 0.16I 44.64I 3.58 100.00 434

Integration Results for DAD1 B, Sig=220,4 Ref=360,100
RetTim width Area Height Area% MS(+)

3.40I 0.22I 808.74I 52.11 100.00 434

TEMPLE CDDR MSD 3/12/2012 5:06:03 PM Victor Ghidu
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 3.37 <<<< POSITIVE SPECTRA >>>> Ret. Time: 3.40
*ES-API Positive *ES-API Positive
B N q N
4E6 : 4E6 :
3E6 3E6
2E6 2E6
] — ] -
1E6 - % 1E6 %
] N b N
0 i | | L 0 | i | |
1 1 1 1 T 1 1 1 1 '
200 400 600 800 m/Z 200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | I 1 | | | |l | | | I 1 | | | |
A 434.20 4133682 100.00 B 268.10 274801 100.00 A 434.20 4111148 100.00 B 268.10 273234 100.00
A+ 1 435.15 1287199 31.14 B+ 1 269.20 46753 17.01 A+ 1 435.15 1277485 31.07 B+ 1 269.20 46434 16.99
A+ 2 436.15 217361 5.26 B+ 2 270.05 5283 1.92 A+ 2 436.15 215829 5.25 B+ 2 270.05 5346 1.96
A+ 3 437.10 25150 0.61 B+ 3 271.15 457  0.17 A+ 3 437.10 24941 0.61 B+ 3 271.15 472 0.17
A+ 4 438.10 2561 0.06 B+ 4 272.15 282 0.10 A+ 4 438.10 2546  0.06 B+ 4 272.15 276  0.10
A+ 5 439.10 288 0.01 A+ 5 439.10 293  0.01

TEMPLE CDDR MSD 3/12/2012 5:06:03 PM Victor Ghidu
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MS Report from Instrument: TEMPLE CDDR MSD

TI—HEMTSTYUB_IIYUBUSIFMS_EUW_MFSS_KCN_UWW
Injection Date : 8 Au 2:08 pm -0500 ¢ 823? Efné): 0
Sample Name : iodoTl F 0 isopropphypz Location " : Vlal_24 Integration Results for DAD1 A, Sig=254,4 Ref=off
Acq. Operator I richie bhandare nj :1
,ﬁggc Reported ;WS pntegration NASS_ACN. tnj vorund T 1 RetTim  Width Area Height  Area% MS(+)
Analysis Method : D:\METHODS\STANDBY
Sample Info : Easy-Access Method: 'Low Mass ACN*" 2.91 0.49 5566.90 137.55  100.00 345
Method Info : Standby Method
Integration Results for DAD1 B, Sig=220,4 Ref=off
RetTim Width Area Height Area% MS(+)
= _ 2.91 0.49 16117.20 396.09 88.69 345
DADL A, Sig=254,4 Ref=off 217 0.35 2055.70 7129 11.31 345
DAD1 B, Sig=220,4 Ref=off
MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70
Norm. 3 a
7000000 A Mo
] \\N\\
6000000 ] o\ 1a0
b \ %\
] \\ g \VH\
5000000 — ™ \\
4000000
3000000
2000000
1000000
0
1 1 1
0 2 4 min
Ret. Time: 3.00 <<<< POSITIVE SPECTRA >>>>
ES-API Positive
4E6
2E6
01— e ‘_‘“‘_ — — — — e :
100 200 300 400 500 600 700 800 900 m/Z
Ret. Time: 3.20
ES-API Positive
4E6
2E6
04— — ‘_‘“‘_ — — — — — :
100 200 300 400 500 600 700 800 900 m/Z
Ret. Time: 3.45
ES-API Positive
4E6
2E6
O ‘ T T ‘ T T ‘ T T “ T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T
100 200 300 400 500 600 700 800 900 m/Z
Ret. Time: 3.74
ES-API Positive
4E6
2E6
O ‘ T T ‘ T T ‘ T T “ T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T
100 200 300 400 500 600 700 800 900 m/Z

TEMPLE CDDR MSD 7/18/2012 12:50:43 PM Rogelio L Martinez Page 1of1
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MS Report from Instrument: TEMPLE CDDR MSD
File ._HEMIST\09-10\130910-MS_LOW MASS_ACN-02300.D Tgt Mass (EzZX): 358.00

Injection Date : 13 Sep 10 3:53 pm -0500 Seq. Line : O
Sample Name : RB-39-f7-gil Location : Vial 32
Acq. Operator > richie bhandare Inj - 1
Spec. Reported : UV Integration Inj Volume - 1 ul
Acq. Method : D:\METHODS\MS_LOW MASS_ACN.M

Analysis Method : D:\METHODS\MS_LOW MASS ACN.M

Sample Info : Easy-Access Method: "Low Mass ACN® 358.00
Method Info : f‘ﬂN
L
161

DAD1 A, Sig=254,4 Ref=off

‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ; ‘ ; ; ; ;
0 1 2 3 4 5 min

DADL1 B, Sig=220,4 Ref=off

-100 = \ I I \ I ‘
0 1 2 3 4 5 min
MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

12000000 -
10000000 |
8000000 -
6000000 -
4000000 -
2000000

04 : : : : ‘ : : : : ‘ : : : : ‘ : : : : ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘
0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off

RetTim width Area Height Area% MS(+)

3.55I 0.47I 895.86I 23.55 100.00 *** 35

Integration Results for DAD1 B, Sig=220,4 Ref=off
RetTim width Area Height Area% MS(+)

I I I
3.57 0.37 1648.00 56.19  100.00 *** 35

TEMPLE CDDR MSD 3/12/2012 5:21:25 PM Victor Ghidu Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 3.55 <<<< POSITIVE SPECTRA >>>> Ret. Time: 3.57
*ES-API Positive *ES-API Positive
1 N ] N
6E6 1
] 6E6 |
2E6 2E6
0] 1 1 1 1 ' 0] 1 1 1 1 '
200 400 600 800 m/Z 200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | I 1 | | | |l | | | I 1 | | | |
A 359.20 6949548 100.00 B 180.20 29331 100.00 A 359.20 7625872 100.00 B 180.20 28312 100.00
A+ 1 360.20 2393515 34.44 B+ 3 183.05 322 1.10 A+ 1 360.20 2816247 36.93 B+ 2 182.20 165 0.58
A+ 2 361.20 328538 4.73 B+ 4 183.90 154 0.52 A+ 2 361.20 389555 5.11 B+ 3 183.05 343  1.21
A+ 3 362.20 30033 0.43 B+ 5 185.05 398 1.36 A+ 3 362.20 35556  0.47 B+ 4 183.90 153  0.54
A+ 4 363.25 1134 0.02 A+ 4 363.25 1157  0.02 B+ 5 185.05 380 1.34
A+ 5 364.25 296 0.00 A+5 364.25 174  0.00

TEMPLE CDDR MSD 3/12/2012 5:21:25 PM Victor Ghidu Page 2 of 2
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MS Report from Instrument: TEMPLE CDDR MSD
File . .HEMIST\05-11\130511-MS LOW MASS ACN-05588.D Tgt Mass (EZX):

Injection Date : A3-May-11, 17:33427 Seq. Line : O
| Sample Name : O-isopchrom-isoppip Location : Vial 54
| Acqg. Operator : richie bhandare Inj : O
| Spec. Reported : UV Integration Inj Volume : 1 ul
iAcq. Method : D:\METHODS\MS LOW MASS ACN.M
| Analysis Method : D:\METHODS\MS LOW MASS ACN.M 0
| Sample Info : Easy-Access Method: 'Low Mass ACN'
| Method Info :
I M
O 162 |
|
~ MSD1TIC, MS File ES-API, Pos, Scan, Frag: 70
| ©
1 8 8
| ® 0~ %
8000000 © % =
N
| T3y
6000000 — 2
] <
4000000
| 2000000 -
|
0 i B <
1 : | ! ! ! ! | ! ! ! ’ ! | ! !
.0 - 1 2 3 4 5 min
DAD1 A, Sig=254,4 Ref=off ‘
mAU S
e
(]
200 -
150
100 -
50
0
e R e e e A o [ - T S E
0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim Width Area Height Area% MS(+)
| mm— || semmmm—— R S S A R | e —— [ I
267 0.11 142.08 20.24 1.25 198

3.50 0.63 11259.26 2283.37 98.75 402
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MS. Report from Instrument:

Ret. Time: 3.50

TEMPLE CDDR MSD

<K< POSITIVE SPECTRA >>>>

[ *ES-API Positive - |
. N |
| ] & |
& e |
3E6i j
‘ ! |
| i |
‘ 2E6§ f
| 3 o~ «
| — 3 [e)
} 1E6 g FY ’
| 1 <~ © ‘
| Oﬂ 1
;1 ——r L = | L L A "* (A N _‘7 T i a
| 200 400 600 800 m/z
‘ 1
| Base Peak lon Ratios: 2nd Largest Peak lon Ratios: ‘
|
Ion Mass Abundance Ratio Ion Mass Abundance Ratio J
| | b= | | | I I
A 402.20 3978860 100.00 B 825:30 249856 100.00 |
| A+ 1 403.20 1785493 32:31 B+ 1 826.30 147862 59.18
i A+ 2 404.25 211097 5.31 B4 2 827.35 46325 18.54 ‘
| A+ 3 405.15 23318 0.59 B+ 3 828.30 9734 3.90
{ A+ 4 406.10 2197 0.06 B + 4 829.25 1669 0.67 ‘
A+ 5 407.10 251 0.01 B+ 5 830.20 295 0.12 |

TEMPLE CDDR MSD 5/13/2011 5:39:36 PM richie bhandare
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MS Report from Instrument: TEMPLE CDDR MSD

File ._.HEMIST\O01-12\190112-MS_LOW MASS_ACN-08874.D Tgt Mass (EZX):

Injection Date : 19 Jan 12 2:19 pm -0500 Seq. Line : O
Sample Name : f19-6mechrmisoppid Location : Vial 20
Acq. Operator richie bhandare Inj - 1
Spec. Reported : UV Integration Inj Volume - 1 ul
Acq. Method : D:\METHODS\MS_LOW MASS_ACN.M
Analysis Method : D:\METHODS\MS_LOW MASS ACN.M
Sample Info : Easy-Access Method: "Low Mass ACN* o
Method Info : “I::I;i]’“N

143

DAD1 A, Sig=254,4 Ref=off

mAU - 3
] [ee]
300
200
100
0 -
T ‘ :
0 1 2 3 4 5 min

DADL1 B, Sig=220,4 Ref=off

1 I 1 1 1
0 1 2 3 4

5 min

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

Integration Results for DAD1 B, Sig=220,4 Ref=off

RetTim width AreaI Height Area% MS(+)
0.59 0.07 4.30 0.80 0.05 130
2.01 0.06 5.86 1.54 0.07 130
2.84 0.14 7661 .05 777.82 93.35 374
3.20 0.08 103.76 19.30 1.26 374
4.31 0.32 431.68 16.25 5.26 374

8000000
6000000 |
4000000 |
2000000 |
0 L s \
0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim width Area Height Area% MS(+)
2.33 0.06 9.66 2.31 0.25 130
2.67 0.11 .48 .57 0.12 130
2.84 0.13 3850.83 414 .64 99.01 374
3.17 0.05 .94 34 0.46 374
3.42 0.05 3.07 1.01 0.08 374
4.37 0.09 3.24 0.48 0.08 102

TEMPLE CDDR MSD 3/12/2012 3:26:43 PM Victor Ghidu

Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.84 <<<< POSITIVE SPECTRA >>>> Ret. Time: 4.31
ES-API Positive *ES-API Positive
] o ] N
1 80000 1 «~
3E6 1o
1 60000 1 3
2E6 - ]
1 40000 Y
B ™ ] o —
1E6 ; 1 H 3N ;
b 2 20000 4 8
- ~ - N
O 1 I O ’{ FUNRTO S
1 1 1 I ' 7 1 1 1 '
200 400 600 800 m/Z 200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios: Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | I 1 | | | |l | | | I 1 | | | |
A 374.20 3630682 100.00 B 769.30 183828 100.00 A 374.20 86553 100.00 B 102.20 57799 100.00
A+ 1 375.20 1083810 29.85 B+ 1 770.30 100516 54.68 A+ 1 375.20 24124 27.87 B+ 1 103.15 4228 7.32
A+ 2 376.20 161872  4.46 B+ 2 771.30 27711 15.07 A+ 2 376.20 3791  4.38 B+ 2 104.15 397 0.69
A+ 3 377.20 16891  0.47 B+ 3 772.30 5892 3.21 A+ 3 377.10 567 0.66 B+ 3 105.10 9923 17.17
A+ 4 378.20 1829 0.05 B+ 4 773.35 942  0.51 A+ 4 378.10 199  0.23 B+ 4 106.10 859  1.49
A+ 5 379.05 149 0.00 B+ 5 774.25 132 0.07 B+ 5 107.05 532 0.92
TEMPLE CDDR MSD 3/12/2012 3:26:43 PM Victor Ghidu Page 2 of 2



MS Report from Instrument: TEMPLE CDDR MSD

File ._.HEMIST\O01-12\060112-MS_LOW MASS_ACN-08636.D Tgt Mass (EZX):

Injection Date 6 Jan 12 2:01 pm -0500 Seq. Line
Sample Name F17C18-6etychrmpipd Location : Vial
Acq. Operator richie bhandare Inj

Spec. Reported
Acq- Method

Analysis Method
Sample Info :
Method Info :

UV Integration
: D:\METHODS\MS_LOW MASS_ACN.M
D:\METHODS\MS_LOW MASS_ACN.M
Easy-Access Method: "Low Mass ACN*

Inj Volume :

07 164

0

6
1
1 ul

00

DAD1 A, Sig=254,4 Ref=off

‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘
0 1 2 3

min

DADL1 B, Sig=220,4 Ref=off

1 I 1 1
0 1 2 3

min

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

6000000 |
5000000
4000000
3000000 |
2000000
1000000 |
I e 2 5 mir
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim width Area Height Area% MS(+)
3.77 0.78 6901.45 122.04° 100.00 388
Integration Results for DAD1 B, Sig=220,4 Ref=off
RetTim width Area Height Area% MS(+)
3.78 0.82 15716.94 251.63 100.00 388
TEMPLE CDDR MSD 3/12/2012 3:28:17 PM Victor Ghidu Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 3.77

<<<< POSITIVE SPECTRA >>>>

*ES-API Positive

E N
2.5E6 7
2E6 -
1.5E6
1E6 -
500000
04 .
\ \ \ \ ‘
200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ton Mass Abundance Ratio Ton Mass Abundance Ratio
| | | | 1 | | | |
A 388.20 2710856 100.00 B 797.30 105353 100.00
A+ 1 389.20 803790 29.65 B+ 1 798.30 59730 56.70
A+ 2 390.20 123927  4.57 B+ 2 799.30 17773 16.87
A+ 3 391.15 13588  0.50 B+ 3 800.35 3686  3.50
A+ 4 392.15 1245  0.05 B+ 4 801.35 644  0.61
A+ 5 393.25 200 0.01

TEMPLE CDDR MSD 3/12/2012 3:28:17 PM Victor Ghidu
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MS Report from Instrument: TEMPLE CDDR MSD

| File
| Injection Date
Sample Name
Acqg. Operator
Spec. Reported
| Acqg. Method
Analysis Method
Sample Info
Method Info

MSD1 TIC, MS File  ES-API, Pos, Scan, Frag: 70

4500000

4000000 |
3500000 !
3000000 1
2500000
2000000
1500000
‘ 1000000
500000 !

‘ il

. .HEMIST\05-11\090511-MS LOW MASS ACN-05459.D Tgt Mass (EZX):

Easy-Access Method:

09-May-11, 13:20:10
F32-chromisopip-rxn-sil
richie bhandare

UV Integration
D:\METHODS\MS LOW MASS ACN.M
D:\METHODS\MS_ LOW MASS ACN.M 0
'Low Mass ACN'

Seq. Line : O
Location Vial 31
Ingy ¢ 0

Inj Volume 1 ul ‘

3.669

| = P | 4 T J RS 4 T [
1 2 ) 3 ) 4 ) o 5

DAD1 A, Sig=254 4 Ref=off

mAU |

| -50

! -60

0

3.627

i 2 3 4 5 min

‘ Integration Results for DAD1 A, Sig=254,4 Ref=off

| RetTim Width Area Height Area$ MS(+)
ferere [ rerree—— ety = [ [ arerer |
0.68 0.11 8.78 1=1L1 1.16 102
1.70 0.10 13.50 2.12 1.79 102
3.63 0.29 732.84 38.67 97.05 360
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 3.63 <<<< POSITIVE SPECTRA >>>>
[ *ES-API Positive

| o N
} 1.5E6 - &5
| 1.25E6 - ]
| E
| 1E6 4
| 3 o~
750000 - <
1500000 i bt
1250000 1
|
| 200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ion Mass Abundance Ratic Ion Mass Abundance Ratio
frmmmmee I I | =mmmmm [ mmmmmer i mmmmme [mmm = frmrime I
a 360.20 1548817 100.00 B 162.20 30280 100.00
A+ 1 361.20 423540 27.35 B+ 1 163.10 3117 10.29
A+ 2 362.15 64361  4.16 B+ 2 164.15 367  1.21
A+ 3  363.20 6917  0.45 B+ 3 165.10 161  0.53
A+ 4 364.20 473 0.03 B+ 4 166.15 737 2.44
A+ 5 365.05 202 0.01 B+ 5 167.00 639  2.11




MS Report from Instrument: TEMPLE CDDR MSD
File ..HEMIST\01-12\240112-MS LOW MASS ACN-08945.D Tgt Mass (EZX):
Injection Date : 24-Jan-12, 13:58:48 Seq. Line : 0
Sample Name : 6no2chrmisopphypid-u Location : Vial 47
Acqg. Operator : richie bhandare Inj : O
Spec. Reported UV Integration Inj Volume : 1 ul
Acqg. Method D:\METHODS\MS__LOW MASS ACN.M
Analysis Method D:\METHODS\MS_LOW MASS ACN.M
Sample Info : Easy-Access Method: 'Low Mass ACN' o
Method Info Ol M
Y 166
MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70
4 »
7000000 -
6000000 -
5000000 -
4000000 -
3000000 -
2000000 -
1000000 —
0, S— - , ‘ ‘
0 1 2 3 5 min
DAD1 A, Sig=254,4 Ref=off
mAU &
- ~
500 |
400 -
300
200
100
0 ;
s B —— — :
0 1 2 3 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
| RetTim] width Area Height Area% MS(+)
2.09 0.06 1.90 0.50 0.03 130
2.78 0:13 6034.70 624 .45 95.87 405
3.16 0.05 18.81 5.36 0.30 405
3.25 0.05 370 1.23 0.06 405
3.47 0.07 46.75 10.50 0.74 405
3:67 0.08 36.07 7.07 0:.57 405
3.84 0.08 6.80 1.25 0.11 102
4.20 0.06 72.70 17.65 1.16 102
4.42 0.06 41.06 10.38 0.65 405
4.65 0.05 8.56 2.59 0.14 102
4.75 0.06 10.41 2.84 0.17 102
4.96 0.05 3.04 1.00 0.05 102
5.17 0.05 2.37 0.72 0.04 102
5.38 0.08 7.59 1.46 0.12 102
TEMPLE CDDR MSD 1/24/2012 2:05:05 PM richie bhandare Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.78 <<<< POSITIVE SPECTRA >>>>

ES-API Positive
2.5E6
2E6
1.5E6
1E6
500000
0 ¥ . z v E i
— T ——
200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ion Mass Abundance Ratio Ion Mass Abundance Ratio
i [pmmmmin |m=ommmmmnnne [remmamme | e | #amarsan [rrrmzEasssys [eemmzs |
A 405.15 2808262 100.00 B 831.20 137710 100.00
A+ 1 406.15 820419 29.21 B+ 1 832.20 76155 55.30
A+ 2 407.15 130499 4.65 B + 2 833.20 22547 16.37
A+ 3 408.10 16690 0:59 B + 3 834.20 4769 3.46
A+ 4 409.15 2573 0.09 B + 4 835.20 794 0.58
A+ 5 410.05 396 0.01 B + 5 836.15 143 0.10

TEMPLE CDDR MSD 1/24/2012 2:05:05 PM richie bhandare Page 2 of 2



MS

Report from Instrument: TEMPLE CDDR MSD

Injection Date : 7 Oct 11 3:05 pm -0500 Seq. Line : 0

Sample Name : £21cl8-isopchrObzphypd Location : Vial 82
- Acg. Operator : richie bhandare Inj : 1
| Spec. Reported : UV Integration Inj Volume : 1 ul Ph
Acg. Method : D:\METHODS\MS LOW MASS ACN.M 0

Analysis Method : D:\METHODS\MS LOW MASS ACN.M mN}b
Sample Info : Easy-Access Method: 'Low Mass ACN!'

Method Info : Zorbax SB-C18, 2.1x30mm 3.5 Micron 0" 167

File . .HEMIST\lO-11\071011-MS_LOW MASS ACN-07634.D Tgt Mass (EZX):

4min Gradient 5%-100% Water/Acetonitrile/0.1% Formic Acia

DAD1 A, Sig=254,4 Ref=off
mAU
60 -

40—

DAD1 B, Sig=220,4 Ref=off
mAU 7
250 4
200
150
100
50

0

4.786

bbby

T
>

—— ———— - ,
1 2 3 4 5 min
MSD1 TIC, MS File  ES-API, Pos, Scan, Frag: 70

4000000
3000000
2000000
1000000

Covb b b
4.81

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

0 1 2 3 4 5 min

Integration Results for DAD1 A, Sig=254 4 Ref=off
RetTim wWidth Area Height Area% MS(+)

4.79 0.63 3660.45 73.15 100.00 450

Integration Results for DAD1 B, Sig=220,4 Ref=off
RetTim Width Area Height Area% MS(+)

4.79 0.68 11253.58 199.09 100.00 450



mranade
Stamp


MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 4.79 <<<< POSITIVE SPECTRA >>>>

ES-API Positive
3 N
2E6 5
1.5E6§
1E6 —
500000
05 . 1.
T I T T T i T T T I T T T i T T T
200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ion Mass Abundance Ratio Ion Mass Abundance Ratio
[=m=mme- [--=nmom- f-mmmmmmeee- [=-nnen [ f-=="--- [EEEEEEEE [====mmmmmm [===m-- |
A 450.20 2291458 100.00 B 472.20 61259 100.00
A+ 1 451.20 804430 35.11 B+ 1 473.20 21366 34.88
A+ 2 452.20 147441 6.43 B + 2 474 .20 3892 6.35
A+ 3 453.20 17863 0.78 B + 3 475.185 530 0.86
A+ 4 454.20 1602 Q.07 B + 4 476.25 54 0.09
A+ 5 455.15 161 0.01 B+ 5 477.05 3 0.01




MS Report from Instrument:

TEMPLE CDDR MSD

' File ..HEMIST\05- 11\160511—MS LOW MASS ACN-05605.D Tgt - Mass (EZX) ‘
Injection Date 16-May-11, 12:12: 08 Seq. Line : O 1
Sample Name dimetchrom-isopip-pTLC Location : Vial 12 !

| Acq. Operator richie bhandare Inj 0 ‘

| Spec. Reported : UV Integration Inj Volume 1 ul ‘
Acg. Method D3 \METHODS\MS LOW MASS ACN.M |
Analysis Method D:\METHODS\MS_LOW MASS_ACN.M g ‘
Sample Info Easy-Access Method: 'Low Mass ACN' ‘
Method Info ™ }
©" 168 |
i
L ]
~ MSDiTIC, MSFile ES-API, Pos, Scan, Frag: 70 - o - ]
] |
7000000 s |
6000000 10 |
5000000 |
4000000 ™~ |
1 2 ‘
3000000 - 3 o
: P
2000000 — o
1000000 -
o o B e
L B T o 2.3 4 5 ] min
DAD1 A, Sig=254,4 Ref= off
mAU 3
30 ©
20 -
10
0- |
10 ‘
20
-30
40%
—“ — T S E— T SR T T T T —
0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim Width Area Height Area% MS(+)
| —==—=== | == | Esmm s fr— e | SR e e
0.65 0«10 8.35 1.20 0.43 102
2.70 0.10 76.:36 11.16 3.93 198
2.93 0.09 13.80 2.23 0.71 198
3.42 0.12 9 .32 1.26 0.48 198
5.16 0.50 1836.63 52.24 94.45 470
TEMPLE CDDR MSD 5/16/2011 12:18:12 PM richie bhandare Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 5.16 <<<< POSITIVE SPECTRA >>>>
~— “ES-APIPositve
E o
E 2
25E63 Ui
2E6 4
‘ 1.5E6 |
1E6 - o
1 g
500000 1 i
0 - LN . S
‘ ————— T T T T T T
200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ion Mass Abundance Ratio Ion Mass Abundance Ratio
| | | =mmm R | fmmmmme | - I |
A 470.20 2999648 100.00 B 961.40 117927 100.00
A+ 1 471.25 1108159 36.94 B+ 1 962.40 82793 70.21
A+ 2 472,25 206776 6.89 B+ 2 963.45 29918 25.37
A+ 3 473.20 26477 0.88 B+ 3 964.40 7256 6.15
A+ 4 474.15 2519 0.08 B+ 4 965.40 1324 1.12
A+ 5 475.30 198 0.01

ITMDT T AP ManN R /16&/720711

121212 PM richie bhandare

Page

2 of 2



MS Report from Instrument: TEMPLE CDDR MSD

File ._.HEMIST\O01-12\190112-MS_LOW MASS_ACN-08893.D Tgt Mass (EZX):

Injection Date : 19 Jan 12 5:08 pm -0500 Seq. Line : O
Sample Name : f1l6-chrm2-isoppid Location : Vial 39
Acq. Operator > richie bhandare Inj - 1
Spec. Reported : UV Integration Inj Volume - 1 ul
Acq. Method : D:\METHODS\MS_LOW MASS_ACN.M
Analysis Method : D:\METHODS\MS_LOW MASS ACN.M
Sample Info : Easy-Access Method: "Low Mass ACN* 0
Method Info : %

169

DAD1 A, Sig=254,4 Ref=off

2.776

‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘
0 1 2 3 4

min

DADL1 B, Sig=220,4 Ref=off

1 I 1 1 1
0 1 2 3 4

min

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

5000000 -

4000000

30000002

2000000;

lOOOOOOé

0 \ ‘ ‘ ‘ ‘ \ ‘ ‘ ‘ ‘ \ ‘ ‘ ‘ ‘ 1 ‘ ‘ ‘ ‘ \ \
0 1 2 3 4 5 min

Integration Results for DAD1 A, Sig=254,4 Ref=off

RetTim width Area Height Area% MS(+)

BT Ll ea2.a7 T 156.76' 100.00 360
Integration Results for DAD1 B, Sig=220,4 Ref=off

RetTim width Area Height Area% MS(+)

T Tl T teza 63 T 368.72' 100.00 360

TEMPLE CDDR MSD 3/12/2012 3:22:35 PM Victor Ghidu Page 1 of 2


facmac
Stamp


MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 2.78 <<<< POSITIVE SPECTRA >>>>

ES-API Positive
] N
1.5E6
1E6-
] ™
500000 -
i <
] ~
0 i |
1 1 1 I
200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
lon Mass Abundance Ratio lon Mass Abundance Ratio
| | | | I 1 | | | |
A 360.20 1766099 100.00 B 741.30 119924 100.00
A+ 1 361.20 489756 27.73 B+ 1 742.30 61958 51.66
A+ 2 362.20 69131 3.91 B+ 2 743.30 17285 14.41
A+ 3 363.15 7455  0.42 B+ 3 744.30 3024 2.52
A+ 4 364.15 928 0.05 B+ 4 745.25 355  0.30
A+ 5 365.10 409 0.02 B+ 5 746.30 188 0.16

TEMPLE CDDR MSD 3/12/2012 3:22:35 PM Victor Ghidu Page 2 of 2



r————f,

MS Report from Instrument: TEMPLE CDDR MSD

Pgile . .HEMIST\10-11\071011-MS LOW MASS ACN-07650.D Tgt Mass (EzZX) :
Injection Date : 7 Oct 11 6:32 pm -0500 Seq. Line : 0
Sample Name : £21cl8-chrm-bzimidpd Location : Vial 12
Acg. Operator : richie bhandare Inj : 1
Spec. Reported : UV Integration Inj Volume : 1 ul
Acqg. Method : D:\METHODS\MS LOW MASS ACN.M
Analysis Method : D:\METHODS\MS_LOW MASS ACN.M
Sample Info : Easy-Access Method: 'Low Mass ACN' 0
Method Info : E:j;in}{:>—E;§i>
|
170 H
-
[ DAD1 A, Sig=254,4 Ref=off
mAU 2
150 '
100%
50 -
04 T
: ] T T T ‘ Iv T T T l ‘ T ‘ T ‘ T T T ‘ T
0 1 2 3 4 5 min
DAD1 B, Sig=220,4 Ref=off
mAU 3
400 - ~
300 -
200
100 -
e ———— T —
0 1 2 3 4 5 min
MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70
j [{e]
3000000 - ©
2500000
2000000 -
1500000 =
1000000 =
500000 |
S e — S : : ‘ ——
0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=off
RetTim width Area Height Area% MS(+)
1:.63 0.41 7264 .15 226.28 100.00 181
Integration Results for DAD1 B, Sig=220,4 Ref=off
RetTim width Area Height Area% MS(+)
1.63 0.40 14484 .40 453.67 100.00 181

TEMPLE CDDR MSD 4/30/2012 6:46:57 PM Suleyman Akocak Page 1 of 2


facmac
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 1.63 <<<< POSITIVE SPECTRA >>>>

ES-API Positive
600000 - %
500000 -
400000 §
300000 9§ |+
ol y | N
2000001 B|o
3 ~— | &N
100000 - [ J
0 Jooobld I O
— e — —
200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios
Ion Mass Abundance Ratio Ion Mass Abundance Ratio
[ssawas [rmsmess [=mmmmmmeme [---=-- [ ffirmmmnnss [fmmmemimimimec [ o frmmn |
A 180.60 609918 100.00 B 360.10 308206 100.00
A+ 2 182.90 618 0.10 B + 1 361.10 78339 25.42
A+ 3 183.75 8 0.00 B + 2 362.05 7337 2.38
A+ 4 184.30 23 0.00 B + 3 363.05 1236 0.40
A+ 5 185.85 75 0.01 B + 4 364.10 172 0.06
B + 5 365.15 37 0.01

TEMPLE CDDR MSD 4/30/2012 6:46:57 PM Suleyman Akocak Page 2 of 2



MS Report from Instrument: TEMPLE CDDR MSD

Injection Date
Sample Name
Acg. Operator
Spec. Reported
Acq- Method

5:16 pm -0500

richie bhandare
UV Integration
D:\METHODS\MS_LOW MASS ACN.M

Locati

File ..HEMIST\02-12\270212-MS_LOW MASS_ACN-09463.D Tgt Mass (EZX):
: 27 Feb 12
- £36-rb-48

Seq. Line : O

on : Vial 17
Inj - 1

nj Volume - 1 ul

Analysis Method D:\METHODS\MS_LOW MASS ACN.M
Sample Info : Easy-Access Method: "Low Mass ACN*
Method Info :

MO0

07 171

DAD1 A, Sig=254,4 Ref=360,100

3

>

C
m
617

‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘ ‘
0 1 2 3 4

min

DADL1 B, Sig=220,4 Ref=360,100

0 1 2 3 4 5 min
MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70
| (@]
6000000
4000000 —|
2000000
0;\ ‘ ‘ ‘ ‘ \ ‘ ‘ ‘ ‘ \ ‘ ‘ ‘ ‘ \ ‘ ‘ — \
0 1 2 3 4 5 min
Integration Results for DAD1 A, Sig=254,4 Ref=360,100
RetTim width Area Height Area% MS(+)
0.13 0.04 3.89 1.44 0.13 157
3.07 0.05 10.31 3.14 0.36 157
3.22 0.06 3.81 0.97 0.13 157
3.41 0.09 8 1.38 0.29 157
3.62 0.13 2875.38 303.88 99.09 481
Integration Results for DAD1 B, Sig=220,4 Ref=360,100
RetTim width Area Height Area% MS(+)
0.12 0.05 186.65 56.58 3.89 157
3.62 0.16 4613.89 391.37 96.11 481
TEMPLE CDDR MSD 3/12/2012 3:16:56 PM Suleyman Akocak Page 1 of 2
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 3.62 <<<< POSITIVE SPECTRA >>>>

ES-API Positive
] N
2E6 4
1.5E6
1E6 4
500000 -
O*: } I
7 \ \ \
200 400 600 800 m/Z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ton Mass Abundance Ratio Ton Mass Abundance Ratio
| | | | 1 | | | |
A 481.30 2289755 100.00 B 983.40 108887 100.00
A+ 1 482.20 815276 35.61 B+ 1 984.40 77219 70.92
A+ 2 483.30 155301  6.78 B+ 2 985.40 28202 25.90
A+ 3 484.25 19791  0.86 B+ 3 986.40 7293  6.70
A+ 4 485.30 2004  0.09 B+ 4 987.40 1396  1.28
A+ 5 486.25 218 0.01 B+5 988.35 185 0.17

TEMPLE CDDR MSD 3/12/2012 3:16:56 PM Suleyman Akocak Page 2 of 2



MS Report from Instrument: TEMPLE CDDR MSD

Injection Date
Sample Name
Acqg. Operator
Spec. Reported
Acqg. Method
Analysis Method
Sample Info
Method Info

o s

Easy-Access Method: 'Low Mass ACN'

File ..HEMIST\03-12\290312-MS LOW MASS ACN-10268.D Tgt Mass

29-Mar-12, 19:19:24 Seq.
f41-isopchrompizpyridine Location
richie bhandare

UV Integration
D:\METHODS\MS LOW MASS ACN.M
D:\METHODS\MS LOW MASS ACN.M

(EZX) :
Line : O
Vial 44
Inj : O
£ 2

Inj Volume

O —
Sy
(] lﬂLJ M

ul

4000000

3000000

2000000

1000000

[T I

o

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

500

T T T

0

T T T T T T

1 2 3

mAU -
200

175
150
125
100
75
50
25

DAD1 A, Sig=254,4 Ref=360,100

3.467

T
0

T T T . T T .
1 2 3

RetTim width

Integration Results for DAD1 A, Sig=254,4 Ref=360,100

Area Height Area% MS
8.72 2.89 0.54
207.22 99.37
1.39 0.42 0.09

(+)
i



facmac
Stamp


MS Report from Instrument:

TEMPLE CDDR MSD

Ret. Time: 3.47 <<<< POSITIVE SPECTRA >>>>

ES-API Positive
] N
600000 >
400000
] - |
200000 - |«
] s |9
] SRR
0 e U N .
— — —
200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios:
Ion Mass Abundance Ratio Ion Mass Abundance Ratio
fmdinn |mmmmmmine [rrmmmmnrmoms |==mme | (=== [mmmemmne [rmmmmmnnmmn | = |
A 241.65 681778 100.00 B 482 .25 604317 100.00
A+ 1 242.70 8 0.00 B+ 1 483.30 218578 36.17
A+ 2 243.85 105 0.02 B + 2 484 .20 40343 6.68
A+ 3 244.70 46 0.01 B + 3 485.30 4923 0.81
A+ 4 245.60 43 040 B + 4 486.30 502 0.08
A+ 5 246.85 116 0.02 B + 5 487.25 37 0.01

TEMPI.F CDDR MSD 2/29/2012 7-95-29 PM vichie bhandas+e

Pacde
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MS

Report from Instrument:

TEMPLE CDDR MSD

File
Injection Date
Sample Name
Acqg. Operator
Spec. Reported
Acg. Method
Analysis Method
Sample Info :
Method Info

22-Mar-12, 15:05:12
fl15-isopchrompyrimidine
richie bhandare

UV Integration
D:\METHODS\MS_LOW MASS ACN.M
D:\METHODS\MS LOW MASS ACN.M

. .HEMIST\03-12\220312-MS LOW MASS_ACN-10107.D Tgt Mass (EZX):

Seq. Line : 0
Location Vvial 34
Inj : O

Easy-Access Method: 'Low Mass ACN' 8] ;.
N N
| p— M
o7 173

Inj Volume 1 ul

MSD1 TIC, MS File

5000000 -

4000000

3000000

2000000
<

1000000

0—

ES-API, Pos, Scan, Frag: 70

528

0

T . T . ‘ T .
1 2

DAD1 A, Sig=254,4 Ref=360,100

3.488

T
0

Height

Area% MS(+)

e e -1


facmac
Stamp


MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 3.49 <<<< POSITIVE SPECTRA >>>>

ES-API Positive
= o
800000
600000
400000 -
] N
200000 M
I S ‘
— 7 — —
200 400 600 800 m/z
Base Peak lon Ratios: 2nd Largest Peak lon Ratios
Ion Mass Abundance Ratio Ion Mass Abundance Ratio
| [-==mnn-- [-mmmmmmmme [------ [ [=m=m=-- [-------- [immimmmmim i prmmmme I
A 483.20 1000505 100.00 B 242.10 113060 100.00
A+ 1 484.20 356124 35.59 B + 1 243.10 53 0.05
A+ 2 485.25 62911 6..29 B + 2 244 .00 55 0.05
A+ 3 486.20 T3 0.78 B + 3 245.05 284 0.25
A+ 4 487.25 744 0.07 B + 4 246.10 227 0.20
A+ 5 488.05 49 0.00 B + 5 247.05 455 0.40

TEMPLE CDDR MSD 3/22/2012 3:11:25 PM richie bhandare Page 2 of 2



MS

Report from Instrument: TEMPLE CDDR MSD

File ..HEMIST\03-12\200312-MS LOW MASS ACN-10033.D Tgt Mass (EZX) :

Injection Date : 20-Mar-12, 19:27:16 Seqg. Line 0
Sample Name : £l13-pyrimidin-chrom-meta Location vial 73
Acg. Operator richie bhandare Inj 0
Spec. Reported UV Integration Inj Volume 1 ul
Acg. Method : D:\METHODS\MS LOW MASS ACN.M

Analysis Method :
Sample Info : Easy-Access Method:
Method Info

D:\METHODS\MS_LOW MASS ACN.M
'Low Mass ACN!'

Iy

MSD1 TIC, MS File ES-API, Pos, Scan, Frag: 70

LT

6000000 —
5000000‘%
4000000;
3000000%
2000000%

1000000

53

= I— e S —

0 1 2 3

5 min

DAD1 A, Sig=254,4 Ref=360,100
mAU

300

WS NN N

250

200
150 -
100 -

50

0

316

T T T T T T T T T

0 1 2 3

5 min

Integration Results for DAD1 A, Sig=254 4 Ref=360,100
width

Height

RetTim

Area%
0.05
99.89
0.07

MS (+)
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MS Report from Instrument: TEMPLE CDDR MSD

Ret. Time: 3.32 <<<< POSITIVE SPECTRA >>>>
ES-API Positive T
- N
&
800000 <
600000
400000 - -
S| 8
200000 S *
0 . | W !
e T A e e e e e e Y U
200 400 600 800 m/:
Base Peak lon Ratios: 2nd Largest Peak lon Ratios
Ion Mass Abundance Ratio Ion Mass Abundance Ratio
------- e R R E bl bt [mmmmmm | mmmmmm o m e e
A 241.65 1008735 100.00 B 482.20 761475 100.00
A+ 1 242.90 8 0.00 B + 1 483.25 275453 36.17
A+ 2 283495 167 0.02 B + 2 484.20 51992 6.83
A+ 3 244 .80 61 0.01 B + 3 485.25 7344 0.96
A+ 4 245.75 16 0.00 B + 4 486.15 820 0.11
A+ 5 246 .30 103 0.01 B + 5 487.25 47 0.01

G s s e we g we ey Gepses e oer e weoe ol Bl 8 MRy e oo aiihiees e
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