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Scan: 50 (35-39)

Base: m/z 590; 66.2%FS TIC: 5203698
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Selected Isotopes : CHN_O Br 81Br Error Limit : 100 ppm Unsaturation Limits : 12 to 30
Measured Mass % Base Formula Cualculated Mass Error Unsaturation
588.1391 89.8% CZ(HMI\ O Br 588.1458 -11.0 13.5
590.1440 100.0% C..H..N 0 SIBr 590.1437 0.5 13.5
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Scan: 50 (24) R.T.: 1.97 T
Base: m/z 576; 51.9%FS TIC: 2979808 Br '\ Lo #lons: 713
e
N
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Selected Isotopes : C H N%OiFo-lBro‘lslBro-l Error Limit : 100 ppm Unsaturation Limits : 12 to 30
Measured Mass % Base Formula Calculated Mass Error Unsaturation
576.1266 100.0% CstzsNian Br 576.1258 1.4 13.5
578.1289 73.4% Cz%”zstosF 81Br 578.1237 8.9 13.5
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File: exp

Pulse Sequence: s2pul

Soivent: dmso

Temp. 23.0 C / 296.1 K Br N
Uperator: walkup
VNMRS-400 "400MR"

Relax. delay 1.000 sec

Pulse 45.0 degrees
Acq. time 2.04% sec
Width 4807.7 Hz

8 repetitions
OBSERVE H1, 399.6498738 MHz
DATA PROCESSING

Resol1. enhancement ~0.0 Hz
FT size 65536

Total time 0 min, 31 sec
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File: exp

PuTse Sequence: gLUSY

Solvent: dmso

Temp. 23.0 C 7/ 296.1 K
Operator: walkup
VNMRS-400 “400MR™

Relax. delay 1.000 sec
Acq. time 0.213 sec

O wiatm- 3o DAL

4 repetition
128 increments

QBSERVE H1, 399.6498738 MHz
DATA PROCESSING
Sine bell 0.10

Sine bell 0.036 sec
FT size 2048 x 2048
Total time 10 min, S8 sec
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Scan: 9 (3-5)
Base: m/z 626; 2.7%FS TIC: 284964
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Scan: 9 (3-5)
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Error Limit : 10 ppm Unsaturation Limits : 0 to 50

Measured Mass % Base Formula Calculated Mass Error Unsaturation
. 0 ! 26 5.5 S
626.1260 100.0% ('.’(»"zsosl _‘Br .\S 626.12206 5.5 13.5
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File: exp
Pulse Sequence: sZpul

Solvent: dmso
Ambient tenperature
Operator: walku
VNMRS-400 "400NR"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.043 sec

Width 4807.7 Hz

64 repetitions
0BSERVE H1, 399.6498738 MHz
DATA PROCESSING

Line broadening 0.2 Hz

FT size 65536

Total time 3 min, 22 sec
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File: exp
Pulse Sequenca: gCOSY
Solvent: dmso
Ambient temperature
Operator: walkup
VNMRS=400 "400MR"

Relax. delay 1.000 sec
sec

M
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width 4807.7 Hz S P )\;-_—_.»-\/—\, — AAN L; = A i =
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Scan: 36-40 (23) R.T.: 2.15
Base: m/z 225; 83.4%FS TIC: 6519490 (Max Inten : 874803) O| #lons: 2218
l“—. 2252135 6d
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% ]
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miz lelﬂ 25lll Jﬁlll 3§IO 4C0C 45¢C 500 5§50 Gllw 65'0
Selected Isotopes : CHN_ O Br, ®1Br Error Limit : 20 ppm Unsaturation Limits : 0 to 50
Measured Mass % Base Formnla Calcnlated Mass Error Unsatnration
516.0851 15.2% CanNsO‘Br 516.0882 -6.1 135
518.0825 16.7% CZZHHNSO‘“Br 518.0862 72 135
572.1535 75.3% CZ‘HHNSO‘Br 572.1508 46 135
574.1489 749% C26H31Ns OSSIBr 574.1488 0.2 135
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Scan: 6 (3-5)
Base: m/z 498; 4.1%FS TIC: 427374
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Scan: 6 (3-5)
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Unsaturation Limits : (0 to 50

Calculated Mass Error Unsaturation
()"F Br 576.1258 -3.6 13.5
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File: exp
Pulse Sequence: s2pul

Solvent: dmso
Ambient temperature
Operator: walkup
VNMRS-400 "400MR"

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.049 sec

Width 6410.3 Hz

64 repetitions

0BSERVE H1, 399.6498738 MHz
DATA PROCESSING

Line broadening 1.0 Hz

FT size 65536

Total time 3 min, 22 sec
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1.96

Joss:
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|
N
\n/\NH
¢} o

o

1.00
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3.00
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File: exp

Pulse Sequence:
Solvent:

gCosy

dmso
Ambient temperature
Operator: walkup
VNMRS-400 "400MR"

Relax. delay 1.000 sec “. ;‘ﬁ (\ |
Acq. time 0.160 sec [ I\ ( \ J\
Width 6410.3 Hz 7\ \ V]
2D Width 6410.3 Hz
4 repetitions

200 increments { o o ) N -
OBSERVE  H1, 399.6498738 MHz F2 5
—DATA-PROCESSTNG—— (ppm) -
Sine bell 0.080 secC 3 - o =
F1 DATA PROCESSING 9 -
Sine bell 0.050 sec )
—ET_size 2048 x 2048 — —— 2 5
Total time 16 min, 13 Sé€c ]
3
y 1 © Phenylalanine Methylene
= 4 = = = \
> 5 |
M ] ‘\3 H Phenylalanine Methine
| 1
} 6 Phenylalanine 6
] Aromatic -H
S ] \4 .
— - L] -
-_ ] @ = \
l Urethane NH
8 _
Phenylalanine
s ;k.] : 5"\ Atorratic N
‘ 9*,] Amide NH
: —— . —— — — —
8 74 6 5 4 3 2 1
F1 (ppm)

24



H
N |

(@]
(@]
Scan: 40-50 (14-17) R.T.: 1.83 —~—
Base: m/z 495; 60.2%FS TIC: 3413858

(@]
7a #lons: 2070

{ oo] 495.2234
1 l
80 |
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60~ f
- 439.1599 ;
% ] 1 I
1 , ‘
40“_ }
: 397.1799 I
] 283.1757
20 | 316.1073 l
| '. I l
il 11‘ o il a1 fi 5292261 590.2331 627.1687 700.2944 774.3369 809.1538
R T, Ly s | D R P el g e & T TS a T et S e TRLY BT B B ey S e R DR B B R T T o Mt R S R s ho e
m/z 250 300 350 400 450 500 550 600 650 700 750 800
Selected Isotopes : CH ]\'406 Error Limit : 100 ppm Unsaturation Limits : 12 to 30
Measured Mass % Base Formula Cualculated Mass Error Unsaturation
495.2234 100.0% C26H.31N406 495.2244 -1.9 13.5
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File: exp

Pulse Sequence: gCOSY

Solvent: dmso
Ambient temperature
Operator: walkup
VNMRS=-400 "“A00MR"

Relax. delay 1.000 sec

Acqg. time 0.213 sec

Width 1807 .7 Hz

2D Width 4807.7 Hz

4 repetitions

128 increments

OBSERVE  H1, 399.6498738

DATA PROCESSING

Sine .106 s
SF1-DATA-PROCESSING

Sine bell 0.053 sec

FT size 2048 x 2048

Total time 10 min, S6 sec

|

6.sec 4

3

Hz

F2
(ppmJ

A [ | A ,’i, ,"

‘\\_7 AN RO | o A, & el Moo
R
: @
. -
L
- l:
. 5 .
o
- "
D 4>
@ =
.— — 1 —t T T T T 5 v 1 v —TT T T T i | T ——r—T
8 7 6 5 4 3 2 i
F1 (ppm)
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Scan: 47 (28-32) R.T:: 1.9
Base: m/z 483; 77.1%FS TIC: 4472804 #lons: 734
100 483.2031
} 427.1351
8‘)j ! |
] 4852187
60~ I[
1 |
% ] ‘
40 [‘
383.1457 l
i
zov 314.0909 I |
270.1976 l‘ . l 1 , 5343316 5783658  624.7758 714.5131 765.27‘)1798.}[302
T Tt o yowry T T T B Nty e s R Nas S mane b NN I R AT L BN JERY PR QNN NN S my S T NN Sam Many R
m/z 2;0 3(])0 350 400 4%0 500 650 700 750 800
Selected Isotopes : C H N405F0_1 Error Limit : 100 ppm Unsaturation Limits : 12 to 30
Measured Mass % Buse Formula Calculated Mass Error Unsaturation
483.2031 100.0% C,_H N O_F -2.6 13.5
25728 475
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Scan: 9 (3-5) R .35
Base: m/z 477; 6.5%FS TIC: 336731 #lons: 268

4771411 R
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i I O oum | | sewe || s . \[)I/\:
2 o
mfz 3s0 400 450 00 550 d
[e]

i
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60000000~ ",// TS, o
soooo00o " e e = = 7C
e - ) ___] 102829606
900000 - LE s
600000- ‘/'/ e _
miz 533,206+ = S . 997792
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mooo[ :
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b S S U T T A U ST A SR oo o5 10 78
T R T Y Y T S Y
Sean: 9 (3-5) R.T.:.35
Base: m/z 477; 6.5%FS TIC: 336731 #lons: 268
Selected Isotopes : CHN, O, F Error Limit : 10 ppm Unsaturation Limits : 0 to 50
Measured Mass % Base Fornula Calculated Muass Error Unsaturation
533.2001 92.4% CEGIIZSN'tOsF; 533.2012 9.2 13.5
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File: exp

Pulse Sequence: s2pul

Solvent: dmso
Ambient temperature
Operator: walkup
VNMRS-400 "400MR™

Relax. delay 1.000 sec

Pulse 45.0 degrees

Acq. time 2.049 sec

Width 4807.7 Hz

64 repetitions
OBSERVE H1, 399.6498738 MHz
DATA PROCESSING

Line broadening 0.2 Hz
FT size 65536
Total time 3 min, 22 sec

7d

DER— (T—
-l w
Ll o
= <

1.00
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File: ex o
Pulse Sequence: gCOSY
Solvent: dmso
Ambient temperature
Operator: walkup
VNMRS-400 “d400MR™ 7d
Relax. delay 1.000 sec I
Acq. time 0.213 sec J
Width 4807 .7 Hz
20 Width 4807.7 Hz
4 repstitions
200 increments
OBSERVE  H1, 399.6498738 #Hz F2
DATA PROCESSING — (ppm)
==S4ne=hell=0-106— = E
FI DATA PROCESSING — — — -
Sine bell 0.042 sec —== J
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(0]
H :
N | i
479 2295 N
166 125 7188 ) N \n/\NH
] 423 1690 N o >=O
£ 0 o)

“ ] 7d
4
“_: 257 2160 381 1551
Lo Al ) , ,u, L l 542 1647 596 3448 620 3340 666 3028
Mz Il::l'l H:l:l :Hill 35:!1 .ﬂl :I.‘Jl- 5-IU 5.‘1'1! EL!IIJ ESII'I
Selected Isotopes : CHN O, Error Limit : 20ppm Unsaturation Limits : 0 te S0
Measured Mass % Base Formnla Calenlafed Mass Error Unisainration
2 0 2 i
423.1690 86.3% CHHISN.tGﬁ 423.1668 5.1 135
479.2205 100.0% C,H; N0, 470.2204 0.1 135
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Scan: 10 (3-5)
Base: m/z 483; 60.4%FS TIC: 2547142
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257.0774

385.1577
1l

314.0681

m/z 250 300 350 400

100000000 - - N
50000000 - .
e L— —
soeooo<1 > ; ~
Wz 4B3,2088 - —_ e
600000
300000-|

£00000-
300000
077 -
00000
300000~

4111227 [

1 ——

R.T.: .42

483.2048

Qu.um |

449.3748
(!
T -3

450 500

#lons: 441

550 600 650

| 149297069

TT2464°

miz 411122 - —

—

300000

V2 385,48t | T v ]
Scan § 10 52 2 0%
Min 05 1.0

Scan: 10 (3-5)
Base: m/z 483; 60.4%FS TIC: 2547142

Selected Isotopes : CH N_\q()J-sFo.l

Mecasured Mass % Base Formula Calculated Mass
483.2048 100.0% C. H.N.O-F 483.2044

L 40 45 50

R.T.: 42

Error Limit : 10 ppm

252048

55

163446

150992
T =~
70 75

0 3

#lons: 441

Unsaturation Limits : 0 to 50

Error Unsaturation
0.9 13.5
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% Intensity
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Hi_trifluoromethlyPBI, 3mm nalorac, S00 MHz
File : home/walkup/skibo_data/InovaS00/jamil/H1_trifluoromethlyPBI . fid

Pulse Sequence: sZpul

Solvent: CDC13

Temp. 24.0 C s 297.1 K

File: Hi_trifluoromethlyPBI
VNMRS-500 "asnmr99.la.asu.edu"

Pulse 64.9 degrees CF3
Acq. time 2.048 sec

Width 8000.0 Hz

256 repetitions

OBSERVE H1, 499.8788477 MHz

DATA PROCESSING

FT size 32768 ()

Total time 8 min, 46 sec
A i
N N I
N

NH,

2C

'!

- - + A i
1) | N

- " l ,‘ \ ‘H \ /

- N o N I A VD A W L S A WA A S\~ -
9 8 7 6 5 4 3 2 1 ppm
v v Y v c— - - — -y b - ~ - ~
5.11 7.56 4.08 .46 1.86 4.51 15.22 8.08
7.08 3.24 14.94 4.10 5.33 6.39 11.59 3.45
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Mean Graph for LL-1
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Mean Graph for DL-1

National Cancer Institute Developmental Therapeutics Program

Mean Graphs

NSC:D741637 /1

| Units : Molar

SSPL: Q31

J EXP.ID

- 0607NSBY

Report Date : September 12, 2006

Test Date : July 31, 2006
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Mean Graph for LD-1

National Cancer Institute Developmental Therapettics Program NSC :D741636/1 Units : Molar SSPL: Q31J EXP. ID: 0607NS89
GG
Meaniorahis Report Date : September 12, 2006 Test Date : July 31, 2006
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Mean Graph for DD-1

National Cancer Institute Developmental Therapeutics Program

Mean Graphs

NSC:D741906 /1

| Units : Molar

SSPL: Q31

EXP. ID : 0606RS75

Report Date : September 12, 2006

Test Date : June 26, 2006
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Mean Graph for 2a

OCH,

National Cancer Institute Developmental Therapettics Program
Mean Graphs

NSC:D- 742687 /1 | Units : Molar

SSPL: Q31J l EXP.ID

- 0704NS70

Report Date : May 24, 2007

Test Date : April 23, 2007
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National Cancer Institute Developmental Therapeutics Program

Mean Graphs

NSC:D- 742689/ 1 | Units : Molar

SSPL: Q31J J EXP. ID : 0704NS70

Report Date : May 24, 2007

Test Date : April 23, 2007
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National Cancer Institute Developmental Therapeutics Program NSC:D- 742690/ 1 Units : Molar SSPL: Q31J EXP. ID: 0704NS70
e -
Meanioraphis Report Date : May 24, 2007 Test Date : April 23, 2007
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National Cancer Institute Developmental Therapettics Program NSC:D- 742691 /1 Units : Molar SSPL: Q31J EXP. D : 0704NS70
e r = =
Mean Graphs Report Date : May 24, 2007 Test Date : April 23, 2007
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