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Dala Fie Kame: DIPE Sciex DataVProjectsVOA TOF Dat
Kelhod: DATOF_DataidamethadstHRES FLA_2M_0.2R_ANM_ANNefe.xmi

Sample Name: RYF-292 Sampe Location: P1-A07 Sample 10: RYF-282 Operatar Sunia Trauger
MSATIDAER Y F-292-13001 100222 wiff Acg Time: September 13 2011, 03:12:38 PM

One or more scans have failed IRM. Review the data file for details.
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Formula Compound name | Mass | Peak RT |min) | Poak area
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221C-rp-8 3: Diode Array
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Method: DATOF_Dataldamethods\ HRES_FLA_2M_0,2R_ANM,ANMelz.2m|

Sample Mame: RYF-Z2ACID Sample Location: P1-E-08 Sample 16 RYF-221ACID Oporasar
Diala File Name. D:PE Sciex DataProjects\OA TOF DatalSAT\DatIRYF-221ACID-150811-00044.if Aco Trne September 15 2011, 10:08-07 AM

Sunia Trauger

One or more scans have falled IRM. Review the data file for details,
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Sample Name RYF-440 Position P1-AD3 Instrument Name

User Name Revital Freedman Inj Vol 02 IRM Calibration Status
Data Filename  RYF-4401-D60712-0028 AL Method 0A_FIA_NEG.M Comment
Acquired Time  7/6/2012 1:45:33 PM
| Compound Label ET Mass [
Cpd CI7HECRZ N4 04 5 0.38 433.9632 6353 CI7HECIZNA DM S 433.9643
«i0 * |Cpd 1: C17 HE CI2 N4 04 5: -ESI EIC{215.9749, 216.9735, 432.8571, 434.9544) Scan Frag=175...
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m/z Calc m/iz i ppm ] z [Abund Formula Ton
358.9668 141006.44
432.9558 432.9571 -2.82( 1 6353.06 | C1THFCZNG04S [M-H}-
433.9591 433.9598 -l.64| 1 1685.12 | C1THFCIZN4DES [M-H}-

10



—0

acetic acid
l e

T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
10,0 95 9.0 85 2.0 75 7.0 65 &0 55 5.0 45 40 35 30 25 20

Fhemiral Shift nnm)

e -

bl L]

[T Ll bk ikl bl bk |
230 20 210 200 180 180 170 180 150 140 130 120 1Mo 100 50 &0 o &0 50 40 30

Fhaminal Chift framl

11



AU

4,50

17 1,9
EaaEacio)

4.00%
3.50%
3.00%
2.50%
2.00%
1.50%

1.001

0.50-

f g 16.900
I

0.00-

— T T T T T T T T T T T T T T
14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00

Minutes

T T —— ——
2.00 4.00 6.00 8.00 10.00 12.00

Retention Time | % Area
16.900 3.59
17.168 96.41

[EnY

N

12



Sample Mame: RYF-222ACI0 Sample Location; P1-E-08 5 I8 RYF-222ACI0 : Sunip Trauge
Cala File Mame: OAPE Schex nmmmt-l.!; TOF m_l,ﬁa.;“ju'gctmm:mg e :

IF | . I0-150211-00046, ill Aco Tene: September 48 2041, 10:47-
Melhod. DATOF_DataldamethodstHRES FLA_2M_0.2R_ANM,ANMel: x| I Ao Tene. Septe 52011, 10:17:43 AM

Ore or maore scans have failed IRM. Review the data file for details.
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Sample Name: RYF-T81 Sample Location: P4-B0% Sampie Id; RYF-T81 Operalon Sunia Tra
Mathod: D:'|T¢F_DalaHamew&ﬂ_!ln_zﬂ_u.iﬂ_ﬁﬂn.hmm.ml

Lger
Data Fila Mame: DUWPE Schex Data\ProjectsiOa TOF DatalSATDataRYF-761-130911-0023 3 witf A Timer September 13 2011, 04:05:38 PM

One or more seans have failed IRM. Review the data file for details.
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Farmula Gompound name Mass Poak RT [min} | Peak area | Description
C1BH1ZN40ES | - 356 05284 DEG | 83470V EE | —
GSpecies | Abundance {counts) | lon Mass | Measured Mass | Ercor (mDa) | Error (ppm) | Ret. Time Errer (min)
+H}+ A2TED B4 | 36706012 57 .0ED7 .59888 1.50 -
[ # W] + 11505 18 | 41904708 419. 04280 0.74363 1,77 -
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4| 17.586 97.64

18

28.00



Sample Name RYF-768 Position P1-AD3 Instrument Name

User Name Revital Freedman Inj Vol 1 IRM Calibration 5t
Data Filename  RYF-7681-120712-0038 ACT) Method OA_FIA POSM Comment
Acquired Time  7/12/2012 3:17:46 PM
ET Mass |
Cpd 1: C18H12 N4 05 5 0,275 396.0538 204147 CIBHIZMN4055 396.0528
10 5 |Cpd 1: C1E H12 N4 05 5: +ES| EIC{158.0337, 2160602, 221.0158, 236 9886 ...} Scan Frag=17
T 0.275
3.5
a-
2.5
2
1.5
14
0.5
o1 02 03 04 05 06 07 0B 09 | 1.1 1.2 1.3 14 1.5 16 1.7¥ 1.8 1t
Cournts vs, Acquisition Time (min)
%10 & Cpd 1:C18 H12 N4 05 5 +ES| Scan (0.208-0.224 min, 20 Scans) Frag=1/5.0W BYF-7/681-1204
3970610
2- M)+
1.54
14
0.5
0 . 1 L TE—— 4 - - - - - - - -
200 400 &S00 B0O0 1000 1200 1400 1600 1800 2000 2200 2400 2600 28500
Counts vs, Mass-ta-Charge (miz)
10 5 |Cpd 1: C18 H12 N4 05 5: +ES| Scan (0.208-0.524 min, 20 Scans) Frag=175.0W RYF-T681-1200
397.0610
3] (M)
1.5
1
419.0425 5
0.5 4350761
(M=ha) (M) +
I:‘ [ . I 1 [ II 1 | . L 1 1 1 I . 1 I
395 400 405 410 415 420 425 430 435
Counts vs. Mass-to-Charge (miz)
miz Cafe miz Dt ppm ] z [Abund Formula Ton
397.061 357.0601 226 1 20414678 | CLEH1IN405S (M+H)+
398.0636 356.0629 175 1 42701.98 | C1BH13IN4055 (M+H]}+
399.0617 359.05%9 444 1 15002.97 | C18H13IN4055 (M+H]+
400.0658 400.0614 1104 1 2986.19| C1BH13IN4055 (M+H]+
401.0686 4010626 1507 1 318.03|C1BH13IN4055 (M+H)+
414.0863 414.0857 087 1 727.95|C1BH15N5055 (M+NH4)+
415.0755 4150854 -33.49) 1 155.72| C18H16M5055 (M+NH4)+
419.0425 415.0421 114 1 7972.93 | C1BH12N4Na055 (M+Haj+
420.0458 4200445 211 1 1578.23 | C1BH1 2N4Na055 (M+Haj+
435.0161 435.016 029 1 458.17| C18H1 2KN4055 (M+K)+

19



le

COM
QM.
\N
N
S%in 8 s
. 5 | .
g8 g
cl =} ~
1e o a3 s
e o3
| 5% .
|
8.9 10.00 2.90 3043
e e e
T T T T T
9.0 85 80
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
10.0 9.5 9.0 8.5 8.0 75 7.0 6.5 6.0 5.5 5.0 45 4.0 35 3.0 25 2.0 15 1.0 0.5
Chemical Shift (ppm)
2501
] ©
i o
i C?
2.00-] @
150
5 ]
< ]
1.00+
1 ~
0.50 3 ©
| 2 5
] o 3
0.00- A M
— ——Y Y
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00
Minutes
Retention Time % Area
1| 8.560 1.37
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Sample Name  RYF-632-red Paosition P2-F01 Instrument Name
User Name Revital Freedman Inj Vol 0.2 IRM Calibration Status
Data Filename  RYF-692-RED1-DE0T12- ACD Method 0A_FIA_NEG.M Comment

Acquired Time  7/6/2012 12:53:43 PM

| Compound Label RT Mass [

Cpd iCI7HIO N4 O S 0.37 400.0041 5627 CI7HICINA 4 5 40,0033

«10 * |Cpd 1 C17 HS Cl N4 04 5: -ESI EIC(198.9344, 199.9531, 398.9560, 400.9935) Scan Frag=175.0..
5] 0.379
1.5-
14
0.5
01 02 03 04 05 06 07 OB 09 1 .1 1.2 1.3 14 1.5 168 1.7 1.8 1.9

Counts vs. Acguistion Tima {min}

=105

2.5

Cpd 1:C17 HI T N4 Q4 5 -ESI Scan (0.212-0.875 min, 41 Scang) Frag=175.00 BYF-622-REDT1-..

55,0061

..

260

1000 1200 1400 1600 1800 2000 2200 2400 2600 2800

Counts va, Mass-1o-Charge (miz)

abo  sbo sbo

w10 3 |Cpd 1: 17 HE CI N4 04 5: -ESI Scan (0.212-0.878 min, 41 Scans) Frag=175.0V RYF-682-RED1-.
6 398 9967
(N
54
a4
3 4000019
{MA-H |
o]
] I[I
o |I 1 |I|| |I]I I| I alll - IJ P -
395 396 397 398 399 400 401 402 403
Counts vs. Mass-to-Charge (miz)
m/z Calc miz Dt ppm ] z [Abund Formula Ton
355.0061 241626.84
398.9562 396.5%6 0.49] 1 562671 | C17HBCINADES {M-HJ}-
400.001% 395.5588 771 1539.63 | C17HBCINAOES [M-HJ-
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1f

1 -
COH I
OaN., 3 4 |
] i B
N | ¥ L |
% = %5 E 9
PN g il li i | i
¥

I
Pereqrreapees ey ey B T T S P SR T RTPRT:
14 13 12 1 10 § B 7 g 5 i 3 7 1 [}
Chiemical Shift (ppen)
3.50 N
1 T
] LN
] o0
3.00 H
2.50-
2.00
5 ]
< ]
1.50
1.00-
0.50] 8
.50 2
] ®
0.004——"— —d—
——————————
2.00 4.00 6.00 800 1000 12.00 1400 16.00 1800 20.00 22.00 24.00 26.00  28.00
Minutes
Retention Time % Area
1| 8.506 0.73
2| 18.547 99.27
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Sample Name RYF-65& Position P2-E05 Instrument Name

User Name Revital Freedman Inj Vol 02 IRM Calibration Status
Data Filename RYF-6261-060712-0027 ACD Method 0A_FIA NEG.M Comment
Acquired Time  7/6/2002 12:32:37 PM
| Compound Label RET Mass [
Cpd 1: CI7HBF2Z N4 04 S 0.311 402.0224 7864 CI7THEFZN4 DM 5 4020234
w10 4 |Cpd 1: ©17 HE F2 N4 O4 5: -ESI EIC{200.0044, 4070162} Scan Frag=1750V RYF-6961-060712
- 0.311
1.75-
1.5+
1.25-
14
0.75+
0.5
0.25-
01 02 0,3 04 05 06 07 OB 0.9 1 112 1.3 14 15 16 1.7 1.8 1.9

Counts vs. Acguisttion Time (min}

x10 6 |Gpd 1: G117 HA F2 N4 04 52 -ES| Scan (0.211-0.660 min, 28 Scans) Frage175.0% RYF-6361-0607...

A57.0256

51 |
D 1k -

200 400 800 800 1000 1200 1400 1600 1800 2000 2200 2400 2600 2800

Counts vs, Mass-1o-Charge (miz)

10 3 |Cpd 1: C17 HE F2 N4 O4 5- -ES| Scan (0.211-0.5660 min, 28 Scans) Frag=175.0% RYF-6961-0607...

4010151

& (AR

5

4+ 402 0182

(h-H]-
2
397 308 399 400 41 402 403 404 406
Counts vs. Mass-to-Charge (miz)
mJz Cafc miz it ppm ] z [Abund Formula Ton

357.0256 351141.34
401.0151 401.0152 -255( 1 7864 1| C1THTFZNADES [M-H}-
402.0182 402.0189 -1.89( 1 1953.29| C17THAFZNADES (M-H}-
403.014 403.0155 408 1 604.99| C1THFFZNADES [M-H}-
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Chemical Shift (ppm)
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1-44 2: Diode Array
6.47 Range: 3.627
S5 2.0
<
00 T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
11-44 1: Scan ES+
002 8.45 TIC
100 074 0o
n &
o T T T T T T T T — Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-44 644 (6.494) 1: Scan ES+
100+ 384.82 3.48e6
100.96
o
114.93 282.07
385.83
144.78 20976 54377 283.08 32207 399.06
205.86 ‘ ’ 538.50 770.78
ol I TR 0 Y W il ‘ 469.88 510.77 566.54 639,52 701.78 N 7eLes
T 1 T T T 1 T i T T T i T T T T T T T T T T T T T T T 1
100 150 200 250 300 350 400 450 500 550 600 650 700 750 800
2.00-
] 5
1.80 &
] NE
: H
1.60-
1.40-
1.20-
5 "
2 1.00
0.80-
0.60-
0.40-
0.20-
0.00- e
..., |||, ——,——e e, ,
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00
Minutes
Retention Time % Area
1] 17.939 100.00

28.00



Sample Name RYF-724 Position P1-ADS Instrument Mame
User Name Revital Freadman Inj Vol 0.2 IRM Calibration Status
Data Filename  RYF-7241-120712-0038 ACT Method 0A_FIA NEG.M Comment

Acquired Time  7/12/2012 3:27:34 PM

|Compound Label ET Mass [
Cpd 1: CITHIFMN4 04 5 0,302 |384.0324 47470 |CITHOFN4O4 S 384.0329

w10 5 |Cpe 1: C17 HS F N4 Q4 5: -ESI EIC{191.0092, 383.0256) Scan Frag=175.0v RYF-7241-120712-.,
141 002

0.8+
0.5
0.4
0.2-

i}

01 02 03 04 05 06 07 08 08 1 11 12 1.3 14 15 18 1.7 18 1.9
Counts vs. Acquisition Time (minj

%10 6 |CRd 101 HIF N4 O4 50 -ESI Scan (D.219-0.535 min, 20 Scans) Prage 125,00 RYF-J7241-12071..

1,754 339.0354

200 abo sbo 800 1000 1200 1400 1600 1800 2000 2f00 2400 2600 2800

Counts vs, Mass-1o-Charge (mir)

w10 4 |Cpd 1: C17 HS F N4 04 5: -ESI Scan (0.219-0.535 min, 20 Scans) Frag=175.0% RYF-7241-12071..

383.0251

1 M)

-

a4

5 3840278

{It-H)-
1
379 380D 381 382 383 354 386 386 agT
Counts va. Mass-1o-Charge (m/z)
miz Calc miz it ppm ] z [Abund Formula Ton

339.0354 1652382.63
383.0251 3B3.0256 -1.12] 1 47450, 64 | CITHEFN404S (M-H}-
384.0278 3640284 -1.4] 1 10375.45 | C1THEFN4045 [M-H}-
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1h

1h

1h

2547

Watar
-

e s
J i L |
4.00- 4
1 g
P
b [¢9)
1 Cnl
3.00-
2
Z |
2.00-
1.00-
0.00-
T T T T T T [ T T T [ T T T [ T T T [ T T T [ T T T [ T T T [ T T T [ T T T [ T T T [ T 7T
2.00 4.00 6.00 8.00 10.00 12.00  14.00 16.00 1800  20.00 2200 2400  26.00
Minutes
Retention Time % Area
1]18.841 100.00
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Sample Mame: RYF-T40 Sampke Localion: P1-E<04 Samgie i0 RYF.740 Operator. Sunia Trauger
Data Fike Mare: D:PE Sciox DatalProjects'DA TOF Data\SATIDAIRNRYF-T40-150911-00042.wiff Aco Time: Seplember 15 2011, 02:57-00 AN
Mathod DATOF_Dataldamethods\HRES _FILA_2M_0_2R_ANM AN e xmi

LR

1
1
1
-
.
s

"o
LTt ]
L 121N}
Lot N -]
OO 0
A -
—
P
Jun o
aaca a
SL R

S T aa o

W fanroea M w1 BT AR s D0 e, AU AT, ATH O

0. s X o

T am o ia a4 aw

e T

—a e

=oAL Ram O AW T

X aad - NI BEA
= G

FonEa -

PR

ERET T

& ma

T A

-
-
T dma
1 2ma

L EAS BasD

PR AED G

T S
WO @

LR

—rma mnas
| amn e

Faca o

]

| papliaam, nee anan

Smv l|'|l||"l AfA G

Merged XIC, Period® : 1 Experiment# : 1

Fam-1a4)

CEERT ]

e [ REGH

100

LT

140H
fra]

RL-TE

Tl

ELET)

L T

EENT =R EITY

Cone

Amna

SWHESE fAW O =

AT AR
amao

R T o T

ELCELEEY

HEH FAG

EEE R ET

A Bl
SOle nrois

RGN D e COlEE

PEEN FrTY 4407 Anon

T T T

[ Formula

Mass | Peak RT (min)

Peak area | Description

[ C18H 2H2045

Compound name

J80.05753

048

138888 ES | -

Dpecies | Abundance {coumntsh

lan Mass | Moasured Mass

Error (mDa) | Error (pam)

Hat. Time Error {min)

Beere |

4733 08

331 08524 |

301.0E538

114450
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1i

4-111-80preA-40 2: Diode Array
8.93 Range: 3.954e-1
2 20el
O-O\““““\““ T T T T T L T TT T T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
4-111-80preA-40 1: Scan ES+
1.26 TIC
1.71e8
L] B3
0.14 2.03
f T T T T T T T T T i Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 .00
4-111-80preA-40 893 (9.004) 1: Scan ES+
100~ 396.95 6.41e5
1 126.03
1 537.25
144.85 297.90
146.74 352.16 453.21 538.26
228.97 :
241 00 329.17 | 353. 04 418 87 ‘ 454.40515.26 ( 626.03662.89 704.54
TPRPRMROR o ORI W] il O 0 A o VNPT P e .
100 150 200 250 300 350 400 450 500 550 600 650 700 750 800
D
] &
0.80- B
, <A
0.60-|
2
< i
0.40-
0.20-| < ™
| o)) o < s o V]
°© 8 7 = :
] ® g 9 wyg Q
0.00 FAAAN
A e o e e e B s o e e L M e A
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.0C
Minutes
Retention Time % Area
1] 8.469 1.14
2] 10.200 0.21
3| 13.444 1.27
4] 15.143 0.10
5] 15.759 0.22
6] 18.028 96.17
7] 20.833 0.90
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Samiple Name RYF-760 Position P1-Dd5 Instrument Name
User Name Revital Freedman Inj Vol 0.2 IRM Calibration Status
Data Filename  RYF-7601-160712-D048 ACD Method 0A_FIA NEG.M Comment
Acquired Time  7/17/2012 1:08:01 AM
| Compound Label ET Mass [
Cpd 1: CI8HIZ N4 05 5 0.2%6 396.0535 34278 |(CIBHIZN4055 I96.0528
wig 4 |Cpd 10 C1E H12 N4 OF 5: -ES| EIC(197.0181, 385.0456) Scan Frag=175.0V RYF-TG01-160712-0
1 0255
7-
|3\‘_
54
4
3-
2
14
—————— ———
01 02 0.3 04 05 06 OF 08 09 1 1.1 1.2 1.3 14 1.5 168 1.7 1.8 1.9
Counts ve. Acguisition Time (min)
%10 6 Cpd 1: ©1E8 H12 N4 O5 5: -ES| Sean (0.213-0.579 min, 23 Scans) Frage175.0% BYF-7601-16071..
1.2 510581
14
0.8
0.6
0.4
0.2
D | - : |I 1l I| - - - - - - - - - -
200 400 00 800 1000 1200 1400 1600 1800 2000 2200 2400 2600 2800
Counts vs, Mass-1o-Charge (miz)
w1g 4 |Cpd 1: C18 H12 N4 OF S: -ESI Scan (0.213-0.579 min, 23 Scans) Frag=175.0V RYF-T601-16071..
395.0450
3.5+ (M
q]
2.5+
2
396.0499
15 (M-H)-
14
0.5 ”] ,
E‘ 1 1 1 1 1 II 1 | 1 L 1
301 392 393 95 396 397 398 390
Counts va. Mass-to-Charge (m'z)
mz talc miz i ppm ] z [Abund Formula Ton
351.0561 11541 28.75
395.045 3950455 1.05 34278.25 | C18H1 1N4055 (M-H}-
3960455 3960484 3.8 FEE7.01 | C1EH11N4055 (M-H}-



11-79 3: Diode Array
7.75 Range: 1.165
1.0
=
"I 50e1]
0.0 T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
-79 2: Scan ES-
TIC
1.43e6
8]
0,11
8 T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
n-79 1: Scan ES+
111-79 149 (7.964) 1: Scan ES+
100, 11996 7.52e5
426.91
s 140.97148.90
‘ . 397.29 |427:90
. 398.29
28.96 470.42 556.30 766.24  793.68
0“ A M \.‘\ﬁ‘ ‘ ‘20‘4‘.87‘ 2‘60‘.‘79‘ 30?.98 ‘342“.0‘9/3511_79k “P el 253 7 600.38 ‘6445‘15 e83.26 72221 N\ T
111-79 147 (7.884) 2: Scan ES-
100+ 380.96 5.39e5
S?’
381.96
100.93 186.90 350.95 365 o 424.93
144.81 | 217.83  282.40289.87 > | 480.93 522.85572.04.581.76 617.20624.94  692.38720.95749.45 _ 795.67
o T T T T T T T T T 1 T T 1 T T T T T \ T T SSRARRRRRRN: T 1 m/z
100 150 200 250 300 350 400 450 500 650 700 750
1.004
g
0.90 D
i
0.80-
0.70
0.60-
2 0.50]
0.404
0.304
0.204
8
| n
0.10 p
—
0.00- .
-————Y————— 77— 77—
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00
Minutes
Retention Time % Area
1]17.840 99.43
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Sample Name: RYF-TS® Sample Location: P4-B-07 Sample oo RYF-758% Operator Sunia Tragger

Dixta File Name: D:OPE Schex DataWProjects\OA TOF DalalSATVDaba RYF -T88-13001 1-002 M wiff Aeog Time: September 13 20141, 02:56:00 PM

Migtod; DNITOF_Datalddamethods\HRES_FI8_ZM_0.28_ANM.ANMTc.zml

One oF more scans have failed IRM. Review the data file for details.

W ranioed ma B ARE LT, Aad OuF. A48 S8T AN E e T

R

1 e -
—
BGOms
T -
L ooooas

-

Tams 7 Tew Bow

- e
ER-C-T
2 cnms
1t
R - T = R - B e o T - e o N R b B S R
L T T
Merged XIC, Period2 : 1 Experiment# : 1
TR T T ST
varwans ||
- Limam o4
ELTE) FTe T ECTT LT EEE FEI T Bann FLET LT

[T . § SFE To T TRE e T S0 F PR TR TGS N T T St
2 ama AEFOFIE

LR
LR
»Tas
» Bas
s Bns
5 dmE
[T
L
LR
» oas
= nma
B G -
T o
oooe
-
3o |

F = MO OFFA

" fga
ARGLOTAR
oot "."ﬂ"l_;i- -

Azm crEo

EELREL LI
Aan

FEES LT
mam

Aay ran

T LT

FEE PET e

i
TOTE BT

s pnan

AmD G
aan anaa
aam

Thne T el nnianie

_AEY O848

A adm T ana

Mazs | Poak RT (min| | Peak area | Desoription |
.76 | 1e0a1sET | - ]

[ Compound name |

[ Famula
=T

| G1IH14N4065 [ -

Species | Abundance [couks) | lon Mess | Measured Mass | Ennor fmDa) | Error {pom)

Feat. Tima Erros {min

[M+H}+ HMDEE2 52 | 437 07088 427 LT18B 120185 2m

[Wi+Hal+ FBTF4 06 | 44905363 AdB0535E 085756 2408
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1k

111-72-wp 2: Diode Array
) 7.20 Range: 1.538
S 1.0
< |
0. O T T T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-72-wp 1: Scan ES+
_0.02 6.68 TIC
100 3.50e7
n <] 8.518.60 9.05
0 T T T T T T T T T —— Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-72-wp 720 (7.260) 1: Scan ES+
100- 433.96 2.10e6
435.98
101.15
B3 144.97
146.98 436.92 47284
470.
115.12 22016 485.00 sa7.43
ot 25595 278, ., 2822631212 35042 39301 I Tm( b 0T 62515 7ML 69641 735,97 76681 784'1n‘11/z
B B B B B L B B B
100 150 200 250 300 350 400 450 500 550 600 650 700 750 800
1.20
1.00-
0.80-
2 0.60-
0.40-
- I
] 3
0.20+ ~
] —
0.00 % 7ANRRYAN
—— 7
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00
Minutes
Retention Time % Area
1] 17.931 2.51
2| 20.896 97.49
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Sample Name RYF-752 Position P1-ADL Instrument Name

User Name Revital Freedman Inj Vol 0.2 IRM Calibration Status
Data Filename  RYF-7S21-120712-0038 AC) Method 0A_FIA_NEG.M Comment
Acquired Time  7/12/2012 3:08:13 PM
| Compound Label ET Ma
Cpd 1: CI7HB CIZ N4 D4 5 0,357  |433.964 B234 CI7H3CIZ N4 D45 433.9643
wig#+ |Cpd 1: C17 HE CI2 N4 04 5; -ES! EIC{215.9749, 216.9735, 432.6571, 434.9544) Scan Frag=175...
1 0357
3.54
3
2.5
2]
1.5-
1
.51
o1 02 03 04 05 06 OF OE D9 1 1.7 1.2 1.3 14 15 16 1.7 1.8 19
Cournts vs. Acquisition Time (min)
«10 5 Cpd 1: C1F HE CI2 M4 Od 5 -ES! Scan (0.191-1.00F min, 50 Scans) Frage1 7200 RYF-Ff521-120..
388 9E6E
2.5
7]
1.5+
14
0.54
] "J'I. Ly 1 - — - - - - . - . - . -
200 400 600 800 1000 1200 1400 1600 1800 2000 2200 2400 2600 2800
Counts vs, Mass-1o-Charge (miz)
w1 3 |Cpd 1: C17 HE C12 N4 ©4 5: -ES! Scan (0.191-1.007 min, 50 Scans) Frag=175.0V RYF-7521-120..
4329570
& (MR
|3__
4 433.9582
(Ad-H}-
2]
429 430 431 432 433 434 435 436 437
Counts va. Mass-1o-Charge (miz)
m/z Lalc miz Lyt ppm ) z [Abund Formula Ton
388.9666 259639.95
432,957 432.9571 -0.13) 1 8233.72 [C1THACZN4045 [M-H}-
433.9582 433.9598 -3.65] 1 1943.51 [C1THACIZN4045 (M-H}-
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1l

111-48-precpold 3: Diode Array
9.03 Range: 1.475
1.04
o E
=4
5.0e-14
OO T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-48-precpold 1: Scan ES+
TIC
6.02e7
1 Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-48-precpold 171 (9.144) 1: Scan ES+
100+ 436.10 3.50e7
=
437.16
438.09
104.11 43541 477.16 507.18 634.33
"7 145.00 155,18 201.17 231.11 259.14285.38_297.41 352,07  392.14 43014 " 55141 59538 '\ 650.59 679.75 710.44 76062 79342
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 1
100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800

1.00-
: oN
[{n]
i S
0.80 o0
i bl
0.60
o) 4
< i
0.40+
| ® ™
0.20 & © Q
] o N <
] 2 . g
0.00 —-- A
200 400 600 800 1000 1200 1400 1600 1800 2000 2200 2400 2600 28.00
Minutes
Retention Time % Area
1| 13.630 0.36
2| 18.462 96.59
3] 24.085 2.43
4| 26.233 0.62
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Sample Mame: AYF-728 Sample Locstion: P1-B-04 Sampls d: RYF.T28 Operator: Sunia Trauger

Dta File Name: DNIPE Sciex DatalProjectstOh TOF DatalSATDELRYF-T25-130911-00228 wilf Acq Time: Seplember 13 2011, 03:41:32 PM

Method: DiTOFE_Data'damethods\HRES_FLA_IW_0, 2R_ANM, ANM=lc_aml

One or more scans have failed IRM, Review the data file for details.
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Formula Compaund nams Mazs Poak BT imin} | Peak area | Description

CHHITREDME | -

435 10013

0.6% | G2EAR0 ER | -

Species | Abundance |counts)

Maasured Mass

Errar (mD4) | Erres (ppm}

Fet. Time Ermor {mim)

[ 144550 65

423510740

438 10504 -1 45777 -504

[k Nal 1935 78

455 08535

458 0B242 -0 a7864 -203
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Im

111-62-RP-36 3: Diode Array
7.85 Range: 5.82e-1
4.0e-15
2 E
2.0e-15
0.0 T T T e e
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-62-RP-36 1: Scan ES+
- 7.96 TIC
6.306.57 6,73 2.997
5.39 5.87
N
17 T T T T T T T T T T T T T T T T T T T T T T T e e e e Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-62-RP-36 149 (7.964) 1: Scan ES+
100~ 451.97 1.66e7
2
453.03
454.02
141.04 . 451.04 493.03 . .
o || 15201 18300 239.17 20113 271 36179 397.20 455.08 538.06 > 60041 00 g7100 72200 2% 7893 miz
T T T T 1

{ T T T T T T T T T T T T T T T T T T T T T T
100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800

1.40]
o
1 H
1.20 N
i n
Cl
1.00
0.80-
2
< |
0.60-
0.40-
0.20-
0.00- o s A—r
-—_—— 77—
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00
Minutes
Retention Time % Area
1| 6.750 0.88
2| 15.218 95.95
3| 20.283 3.17
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Sample Mame: RYF-T42 Sample Locason: P1-D-09 Sampie |d: RYF-T43 Opecater: Revital Freedman
Drata File Mame: DKPE Sciex DatePrejects\0f TOF DatalChorey\Data\RYF-T421- 12081100189 will Acq Time: Sepleember 12 2011, 045614 PM
Mathod DATOF_Datfaldamethods\HRES_Fla_28 0.2R_ANM. AN MG, zml
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W T TR0 0 PO Tt O BOD e S SURT ST RS T DR -0 T S O Taas 7 AW maanie

e
O i
LL T
Han
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LT
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EET

pre

433 1@a3
i

H PIETE

azon 1

Ann .

FLEn i EEERE-U L]

R0

T

1o o ama 1oaz

oo
s

ade vwrn

450 #1068 0o 1113
afi s ELES anaw Tanio 4B A Ando  mdan agia  asno s asno 406 b anr

I

a

Formiuks Compound nama Mlass Peak BT {main) | Peak area | Description

CRIHTTHERSS | - 45109504 026 | 4.22261E5 | -
| Speties | Abundance |co | ton htass | Measured Mass | Error (mDa) | Error {ppm) | Rat Tima Ervor (min) |
[ | BTITAD | Bz ADGED | AG2 0GR | 1M | 227 | -
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AN TV
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" 13 12 " [ ¥ [ 7 [ 5 4 3 2 1 8
Chamcal S8 (ppam]
11-95Aprec 3: Diode Array
7.57 Range: 3.75e-1
3.0e-14
=) 2.0e-19
<
1.0e-14
E 6.78
0.0 T T T T T T T T T 1
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-95Aprec 1: Scan ES+
- TIC
100 2.02e7
[ ] Bl
o 1 Time
.00
11I-95Aprec 144 (7.696) 1: Scan ES+
100+ 410.32 1.09e7
<
411.31
412.30
351.28 366.35 451.31
11534 14130.150.20  205.27 22033 27037 204 < %999 39531 (/‘13-29 [°7 48843 gy 5754143555 45 5897001 99 61952 657.54 69364 730.60 7508 78581 .
T f T T T T T T ? T T T 7 T T T T T T T T T T T T
100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800
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AU

1.00i
N
| %
0.80- &
] B
0.60
0.40-
: X9} o N~
0.20 3 8 s,
i S ) i
i 1‘ :'1 3
0.00 At e
T T 1 U U U U U U U
2.00 4.00 6.00 8.00 10.00 12.0f 14.00 16.00 18.00 20.00 22.00 24.00 26.00
Minutes
Retention Time % Area
1| 10.185 2.10
2] 11.303 1.19
3] 12.302 96.12
4| 16.147 0.59
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Sample Name, RYF-TTS Sample Location: P1-0-08 Sample Id RYF-TTE Operator Revital Freedman
Crata File Hame: DOPE Sciex Data\Projects'0A TOF Data\Chorey\DataiRYF-T751 -1 2001 1-00185 wil Acq Tire: Septembar 12 2011, 04:37 04 PW
Mesrod: DiTOF_Data'damathods\HRES_FLA_IM_0,3R_AMMANMefc. xmi

One or more scang have failed IRM. Roview the data file for dotails.
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EXEN)

FEENT Avam

Aian anan PR

| Formala

| Compaund name

| Peak RT imim} | Poak area | Descriptan |

| C1eH1ENS045 | -

[ 408 o@aa7 | 0.25 | 1.0B0M2 ET | -

303554.37 | 41000175 |

41009373 | 197777 |

12 -1

ocies | Abundance jeounts) | lom Mass | Meassired Mass | Eror imDs) | Error (ppm) | Ret Time Error (minj |
ﬁﬂ*y |
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111-104C-rp-2

3: Diode Array

2.0e-14 6.63 Range: 2.038e-1
) 1
Ee
00 T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-104C-rp-2 2: Scan ES-
- TIC
9.98e5
u S
011043 o 15
28 T T T T 1
0.00 1.00 2.00 10.00
111-104C-rp-2 1: Scan ES+
- TIC
5.95e6
<]
11 T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 0.00
I11-104C-rp-2 125 (6.704) 2: Scan ES-
100+ 365.10 3.89¢5
m ]
366.09
103.12
old. 14705 18710 51908 279.96.293.11 333.10 ( 409.06 45118 _465.06536.27.548.37 583.285°00° 64656 72300 74303 775.23
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 1
I11-104C-rp-2 125 (6.677) 1: Scan ES+
100+ 411.04 3.87e5
=
1412.04
123.0ﬁ130.40 196.02 . 392.93 497.00
258.34 38 32530 12.96 .
orbual \‘ m h“mmm 20008 2851 o 369.00 L - s9336 | 4981260751 se034 2 68051 71610 70008 797.19
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 1
100 150 200 250 300 350 400 450 500 550 600 650 700 750 0
0.60- i
1 T
1 o
: H
0.50
0.40
2 i
0.30
0.20
010 I 9
] = 9
] S 3
0.00
T T T T T T T T T T T T T T T T T T T
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00

Minutes
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Sampla Name RYF-784 Sample Location P1-E-01 Sampe |d: RYF-784 Operalor: Sunia Tra
Data File Mame: DIVPE Sciex Datal TOF Datal58 TDAtaIRYF-TE4-150911-0003% wilf Acq Time: Sepdambser 15 2011, 094200 AM
Methoo: DATOF _Dataidamathads\HRES_FIA_ZM_0UER_ANMLANMefc xml

One or more scans have failed IRM. Review the data file for details.
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Rl s B U
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[ Farmuia

| Compound Rame |_

| Pesk RT imin) | Peakarea | Description |

[ CraHiona0ss | -

| 41203240 |

0a1 [ 155200E7 | -

Species | A

& (counts)

Measured Mass

Error imDap

Erree {ppemp

et Thne Ervor (min)

[MH]+

135581.Y0

411.0%938

£11,02859

-0, 7REES

-1.92

[P+ Haje

167046.08

43302133

&33,020463

<0 58057

-1 B0

[P K]

261423

ASD.5A528

4di. S8R0

=7 24082

-16.13
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1p

111-110B-rp-75 3: Diode Array
. 7.37 Range: 4.003
=) 2.54
< E
0-0““““\““““\““““\““““\““““\““““\““““\““““\““““\““““\
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-110B-rp-75 2: Scan ES-
B 7.62 TIC
1.09e7
] S
7 0.32 1.18 1.56 719
L L L I L B (L L AL B |
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-110B-rp-75 1: Scan ES+
) 7.64 TIC
4.92e7
413.73 421 7.21 9.63
<] 035 158 260200341373 304 206 - 8.98
B o o o T T T o Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
I11-110B-rp-75 139 (7.455) 2: Scan ES-
100 365.03 3.18¢6
0\3,
321.07
366.02
37213 67.02 387.05
0 ‘305'9‘3309.‘30 31‘9'09‘ K‘ |34004.34302 3593 36192 i - 377"06 I, 380.08 403"18 ‘409"‘02411‘198 ‘420"96 43‘9'95/?32.9?443_90 44‘8'07
I11-110B-rp-75 139 (7.428) 1: Scan ES+
100~ 393.00 1.11e7
" 2
346,06 393.99
34408 | 34705 360.99 39505  410.98 432.93
30514 31506 32530 332.18 N 364.04 : 385.99 [ | 419.90426.05 ‘(433-99 449.09
300 310 320 | 330 340 350 360 | 370 | 380 300 400 | 410 | 420 | 430 = 440 | 450
3.00 é
2550 ]
2.001
2 150
1,00
i [e0)
0.50- & §
0.00- 7K Fav, iy
2.00 4.00 600 800 | 1000 1200 1400 1600 18000 2000 2200 2400 2600  28.00
Minutes
Retention Time % Area
1] 12.198 1.15
2] 13.833 96.71
3| 14.104 1.62
4| 14.299 0.52
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Dt File Name: B0PE Schex Data\ProjecisiDs TO

Sample Mama: RYF-FA0E Sample Location: P1-D-88 Sample id: AYF-TB0C Opeator: Bevital Fresdman
Method: D:TOF_Data\damethods\HRES_FilA_28_0.28_ANM, ANMST:, xm|

F CratalChoreviDatahRY F-TREC1-120911-00186 will Acg Tene: September 12 2091, 04:51:24 FM
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EEE]
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[ Formuia | Compound name | Was= | Peak RY jmin] | Peak amea | Gescription |

[ rakiana06s | - [ 41003210 ] 0.30 | 9.46288 F6 | -
Species | Abundance jcounts) | lon Mass | Moasured Mass | Ervar (mba) | Error {ppmi | Rat. Time Erres {min) |
[t Hj = FRA0297 | 41103638 411 03588 0.55547 | 1.4t —
[It=Majs 151810 | 43302133 412 02352 0129585 207 -
[hde ]+ 2067,05 | 448 §R53E 448 AEHI0 - 1E201 -0.38
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1q

111-100-45min-erl-cent2 2: Diode Array
40 7.47 Range: 4.0
2 207
0.0 L N B R T T T T T T T TTrT T T T T T AL
0. 00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-100-45min-erl-cent2 1: Scan ES+
g 8.85. 8.9 TIC
100 7.00 989 4.33e7
[ ] 3l
001033 0.93
0 T T T T T T T T T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-100-45min-erl-cent2 753 (7.593) 1: Scan ES+
100~ 382.78 6.59e6
S
383.78
364.82) 418.68 465.87
il 177.78 506.82 633.78 795.77
0 121.88  =1-12.191.82 260.84 30473 ‘ L H 440.99 | ‘ 597.61.613.55 692,57 731,00 77233 /W
g gl e e e T T T R T T e T e

100 150 200 250 300 350 400 450 500 550 600 650 700 750 800

2.00-
] 213_
1.80- 3
] (1]
1.60 Nk
1.40-
1.20
2 1.00-
0.80
0.60]
0.40- o o)
] 3 )
0.20- o N
] — N
0.00 8 S i

— — — — — :
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00

Minutes
Retention Time Area
15.948 98.79
19.640 0.62
22.978 0.59

53



J\ Ll .

4 13 12 11 10 ] g 7 3 3 4 3 2 1
Chemical Shift (ppm)
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55

Sample Name RYF780 Position P1-F0A Instrument Name
User Name Revital Freedman Inj Vol 0.2 IRM Calibration Status
Data Filename  RYF7801-110712-00340 ACD Method 0A_FIA_NEG.M Comment
Acquired Time  7/11/2012 4:48:10 PM
|Compound Label RT Ma
Cpd 1: C17 HIO N4 05 5 0.378 382.036 16172 |CITHION4 055 382.0372
wig 4 [Spd 1: ©17 H10 N4 OS5 5: -ES| EIC({190.0113, 381.0298) Scan Frag=175.0v RYF7E01-110712-00.,
T 0.378
A
2.5
&=
1.5+
14
0.5
e e e
01 0.2 0,3 04 05 06 Q0.7 OB O% 1 1.1 1.2 1.3 14 1.5 168 1.7 1.8 189
Counts vs. Acquisition Time (min)
%105 Cpd 1: C17 H10 N4 O5 5: -ES| Scan (0.228-0.860 min, 39 Scans) Frage175.0% RYF7201-110712..
i 3A7.0354
0.8
0.6
0.4
0.2
D -.Il. 1 ||I - 1 L - - - - - - - - - -
200 400 e00 300 1000 1200 1400 1600 1800 2000 2200 2400 2600 28500
Counts v, Mass-to-Charge (miz)
w14 [Cpd 12 CAT H10 M4 05 5: -ES| Scan (0.228-0.880 min, 38 Scans) Frag=175.0% RYF7E01-110712..
1.75 3810286
(MR
1.54
1.254
14
0,754 382.031%
{W-H}-
0.5
0.25- m
I:‘ [ 1 1 I [ L [ . [ II 1 II I 1
K ira 3 38 381 I8Z JE3 384 385
Counts vs. Mass-to-Charge (miz)
miz Lale miz Dt ppm] z [Abund Formula Ton
337.0354 1005457.31
381.0285 3810293 347 1 16171.86|C1THIN4055 (M-H}-
382.031% 382.0327 -2 1 3683.72 | C1THIN4O55 [M-H}-
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111-83C-1hr-wp

3: Diode Array

7.08 Range: 3.989
2
2 20}
0.0 T T T T T T 1
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-83C-1hr-wp 1: Scan ES+
1004
L S
0
111-83C-1hr-wp 135 (7.214) 1: Scan ES+
100~ 383.08 6.19e6
=
384.07
365.10
13318 150161771, N2 sz 28500 415,08
ol 217‘ 10 . ] 349.23| ( (3716 468.23 552.34 578:39607.28 _ 651.32 £66.18 73940 76510 781 9?11 iz
R R L L e s R o e e B L AR L e S B ]
100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800

3.00- @
] 32
<f
o
2,50
2.00-
2 ]
1.50
1.00
0.50-] 8
b N
~
—
0.00 7AYAN JAQAN
e .- h e e e
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 1800 20.00 22.00 24.00 26.00
Minutes
Retention Time % Area
1] 14.396 98.09
2| 17.205 1.91

28.00
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Sample Name: RYF-TE3 Sampio Location: P1-C-00 Sample k. RYF-TE3 Cperaar Sunia Trauger
Dala Fie Mame: DAPE Sciex DalatProjeclsi0n TOF DataiSATIDaMa \RYF-T63-130811-002 34 wiff Acg Time: September 13 2011, 4:10:24 PM
Melhoa DATOF_DataidamethodsiHRES FIA_2ZM_0.2F_ANMAMNMiaie. xmi

One or more scans have failed IRM. Review the data file for details,
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| Farmula

| Compound nams |

Mats

[ Poak RT (min} | Peak area | Description |

[coTHIoNs0es | - | 3Bz.0amis | 053 | 16479465 | -
Spec Apendance counts) | lom Mass | Measwred Mass | Erroe (mDa) | Ervor {ppm) | Rel Tema Ervor (ming
[M+H]+ 418632 | 383 04447 38304589 1 82787 .59 -
[M#+ ]+ 630,04 | 405.02641 £08.02784 153221 ERD) -
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1s

111-94-40H-39 2: Diode Array
; 6.48 Range: 2.653
2.04
S £
< 1.04
0.0 T T T T T T T 1
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-94-40H-39 1: Scan ES+
= Soas 130 139 1.80
9 T T T T T T T 1 Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-94-40H-39 648 (6.534) 1: Scan ES+
100 382.97 2.79e6
2
122'95154.86
332.20 383.97
227.78 364.95
384.98
195.91 286.15 ‘ 1747979174
ol SRR N L s 1. ‘ b bl 3220T | ATHT5484.90519.03 584.80 628.80 66598 70712764.9677470 1
100 150 200 250 300 350 400 450 500 550 600 650 700 750 800
1.20
1.00-
0.80-
=) |
2 0.60:
0.40-
0.20-
0.00- pa
—— N
200 400 600 800 1000 12.00 1400 16.00 18.00 20.00 22.00 24.00 26.00
Minutes
Retention Time % Area
1| 14.087 95.07
2] 16.172 2.94
3] 17.020 1.99
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Samgia Mama: RYF-TT4 Sampls Location: P1-C404 Sampic id; BYF-774 Operator Sunia Trauges
it Fils Marms: DAPE Sciex DataiProjects\0A TOF DabsiSATIDsia WY F-774-150811
Method: DATOF_Data\damathods \HRES _FiA_2_o,

Mizdo.aml

BEEHT wiff Moo Time: September 13 2044, 04:24:42 PM
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| Fommula | Compoundnams | Mass | Peak RT (min} | Peak area | Description |

[ Cimmranaces | -

| 382.00719 |

032 [1BZnEEs | - |

Species

Abunidance {co

lon Mase

Meagured Mass

Ervar (mba]

Error (pam) | Rt Time Errer {mir|

[M+Hl+

43177

3E3 04447

]

1E2544

4.76 -

LT

L FRE

405 2641

405 D374

153075

378 -
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1t

111-89ab-rp-6 3: Diode Array
6.30 Range: 3.135
3.04
2.04
2
F E
1.04
0.0+ I B L s I B L A A R o I L B A A UL M A B R R A AR LA AR AR RS LR AR RERAN LALRE ERARA
0.50 1.00 2.00 2.50 3.00 3.50 4.00 4.50 5.00 5.50 6.00 6.50 7.00 7.50 8.00 8.50 9.00 950  10.00
11-89ab-rp-6 1: Scan ES+
. 0.419.63 TiC
100 8.39 &5 4.52¢6
n <] 7.16 743 7.75
0 T T T T T T T T T T T T T T T T T T 1 Time
0.50 1.00 2.00 2.50 3.00 3.50 4.00 450 5.00 5.50 6.00 6.50 7.00 7.50 8.00 8.50 9.00 950  10.00
111-89ab-rp-6 118 (6.302) 1: Scan ES+
100+ 399.14 5.17e5
<]
139.19
147.12
400.14
124.19 38116
155.11 40113
196.15 24915 28630
o N e 2955 00 s ery || 900000 atigs 4T st o Fhgrommon wmopemmin  rmanns: 2,
el bl f A ot Lo\ AL U e Mg g s st waadces et ks W sk s o e Mg s tad s wtad s B s S s o i s s Al I Maas it s
100 120 140 160 180 200 220 240 260 280 300 320 340 360 380 400 420 440 460 480 500 520 540 560 580 600 620 640 660 680 700 720 740 760 780 800

1 o
2.50 P
i qi
] H
2.00-
1.50
o} 4
< i
1.00-
0.50-
0.00- AR
T — , T , — T T T T T T T T — — ,
2.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00
Minutes
Retention Time % Area
1] 12.707 100.00
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Sample Name RYF-765 Position P1-AD4 Instrument Name

User Name Revital Freedman Inj Vol 1 IRM Calibration Status
Data Filename RYF-7651-120712-0038 ACD Method 0A_FIA_POS.M Comment
Acquired Time  7/12/2012 3:22:14 PM
|Compound Label RT Ma
Cpd 1: C17 HION4 06 S 0,259 398.033 266311 C17HID N4 065 398.0321
w10 5 |Cpd 1: C17 H10 N4 O6 5: +ES] EIC(200.0233, 217.0499, 222.0053, 237.9792 ...} Scan Frag=175...
T 0.259
4
3_
2
1
01 02 03 04 05 06 07 0O& 09 | 1T 1.2 1.3 14 15 168 1.7 1.8 1.8
Counts vs. Acguisition Timea (min}
%10 & Cpd 1: G117 HIOD M4 06 5 +ES| Scan (0.208-0.509 min, 19 Scans) Frage 1750 BYF-/6871-12011
34 A%0 0404
+ =
25 (M+H)
2‘_
1.5+
1
0.5
0 .lln . ;|.|.I|| AT 1

z00 400 600 SO0 1000 1200 1400 1600 1800 2000 2200 2400 2600 2800

Counts v, Mass-to-Charge (miz)

w10 5 [Cpd 1:C17 HI0 N4 06 5: +ES| Scan (0.200-0.509 min, 19 Scans) Frag=175.00 RYF-7651-12071
ES 399.0404
. (M- )+
2.54
2
1.5
14
471.0213 A36.9943
0.5 [M=ha)+ (A
01— - ] ] 7 L. — — — — ;
400 405 410 415 420 425 430 L35 240
Counts vs. Mass-to-Charge (miz)
myz Lafc m/z D ppm ] z [Abund Formula Ton
399.0404 3990354 244 1 266311.31 [ C17TH11N406S (M+H)+
A00.0426 4000422 1.15] 1 51685.96 | C17TH11N4065 (M+H)+
416.0686 4160659 653 1 B1.6|C1THI4M5065 (M+NH4)+
421.0213 4210213 -00E| 1 B534.41 | C1 TH1DN4Na065 [M+Ma+
422.0237 4220241 -1 1 2133.24| C17TH1DN4NaO65 (M+MNa )+
436.9543 436.9953 227 1 121.47| C1THIDKN4065 (M+K)}+

64



1u

11-1274C106RP2-25

3: Diode Array

6.70 Range: 1.899
) £
2 10
E 5.43
00 T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-1274C106RP2-25 2: Scan ES-
- TIC
2.01e6
= o011
R e R T B o o [ e e,
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-1274C106RP2-25 1: Scan ES+
- 9.52 TIC
1.40e7
6.84
o, 6.41
0,08 1.05 2.39
L e e L o e o B B T L o o L e L I o e I 0 M o W W 1141
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
1I-1274C106RP2-25 127 (6.811) 2: Scan ES-
100~ 367.15 6.72e5
o 41111
I
368.14
187.10 412.10
103.18 188.15 221.07 300.11 ass.16 71 457.06 527.41 683.99 779.00
ol 16212 |/ 263.03 ~ \344.01 \( I a4 511.01 /" 57885608.01636.84643.98 / 748.46757.25 :
T T T T T T T T T T T T T T T T T T TTTTTT T T T T T T T 1
1I-1274C106RP2-25 127 (6.784) 1: Scan ES+
100~ 413.09 2.13e6
Q\CL
414.09
123.07130.60 ann
X X X 43617 47617
Odered I ﬁuu N 196.02228.16 23514 286,63 32310 0o 395\ 0 ‘ ‘/ 51806 85432 o5 apg3par SO0 71705 BTO? 79300 .
T 1 T T T T T T T T T T T T T T T T T T T 1
100 150 200 250 300 350 400 450 500 550 600 650 700 750 800
1.801 &
P
N
1.60 o
H
1.40
1.20
5 1.00
<
0.80+
0.60
0.404
0.20
0.00 yevieval
-—— 77—
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00
Minutes
Retention Time | % Area
1] 13.233 97.63
2(14.314 1.39
3] 15.009 0.99
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Chamecal Shif] (pgm)
Recrystallized from acetic acid. Peak shows on spectrum.
1u
SN » Ry "
ZJEI ' 22IEI ' ZI.;EI ' 18'EI ' 1EI-I:I ' 1JI:I ' 12|I:I ' 1CIMZI ) SIEI ) S:II ) 4:] 2:] )

Chemical Shift (ppm)
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Sample Mame. RYF-B07 Sample Location: PA-D-0T Sample |d: RYF-807 Operator; Revital Fresdman
[iaks Filz Name: D:PE Sciex DatalProjects\OA TOF DatalChorey\DataiRYF-8071- 12681 1-00187.wsft Ao Time
Mathod: DUTOF_DataldamethodsiHRES_Fla_28_0,2R_ANM.ANMfc sml

Sopigmber 12 2011, 04:46:80 PM

One or more scans have failed IRM, Review the data file for details.
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Merged XIC, Period# : 1

Experiment# ; 1

TETHT el Bgilens

boanT nman

Pl ras wena

u
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[

L ATELGATa
FTET L
pomn A AT

AL

BuT.oEns [ —

Tone

PEFTHAS
Erl sdnn

[T

B L]

Fome W TeW waanie

FEETH T s

TTOl A G R R O man Trmm BT BT T T AOR T T O TR e e AGTenT

e | ERERTE]

A cma |
B S
B
EN

o ma

WaE

1.0 -

1 G |
i ava oo

LELTE R

ERER-T
o™

43 BTA
5 A

ERLELE

413 & anas avan artam B N T T

FT

Flnm. B Fall mmonis

aisn atnn

Formala | Compound name |
| SrEHIZN4DES | -

Mass | Pesk BT (min) | Prak area | Description |
[#12.04775 | 0.28 [ 2714 ER [ -

Zpecies | Abundamcs (coaimds) | bon Mass
43215,38 | 41308603

Maasured Maas
413 05543

R, Tirmse Error {min)
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OzM o

ch
45T
— 8450
— B0

)
—ams

DMSO

T T T T T T T T T T
] T ] 5 4

Chemical Shift (ppm)

10
ra

39.930

135,269
~40.133
g 70

127 863
125865

162 081
—147.192
—138.353
40348
g s

— 187 467
40557
39,302

1 220 200
Chemical Shift (ppm)
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7a
69

11I-9ag-21to40 2: Diode Array
6.57 Range: 1.666
5 10d
<
00 T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
11I-9ag-21to40 1: Scan ES-
~ TiC
100 1.00e7
N ]
0 T T T T T T T T T T —— Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
11I-9ag-21t040 688 (6.937) 1: Scan ES-
. 199.75 1.80e6
100 201.76
< 273.82
289.82 546.76
19087 292.97 544.68 564.65 606.49
o 16096, M- 375.94 417.71 46364 : W‘h Lo 49 673.80 694.47704.42 79296 .
L A R O B L B R A O B R R L R N RN R R R R R AR RN AR RN LR ]
100 150 200 250 300 350 400 450 500 550 600 650 700 750 800
0.40-
0.35-]
0.30
0.25-]
=) ]
< 0.20-
0.15-
0.101
0.05-]
0.00- A
T 1 T T T ] T T T [ T T T [ T T T [ T T T [ T T T [T T T T T ] T T T [ T T T [ T T T [ T T T [ T T
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00
Minutes
Retention Time % Area
1| 7.668 100.00

28.00



111-39-rp2-23

5.48

2: Diode Array

Range: 1.48
1.259
1.09
=) WE!
< 7.5e: 17
5.0e-14
2.5e-14

E 6.47
0.0 T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

111-39-rp2-23 1: Scan ES+

- 567 TiC

8.25e7

8.14 8.55

14 T T T T T T T T ) Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-39-rp2-23 565 (5.697) 1: Scan ES+
100+ 448.77 2.44e7
446.82
=
449.78
101.02 450.79
40278 511.85 550.79 587.34 655.84 786.72
0 “141.B‘§,150.‘82 ‘217‘_5‘2 22897 29612 ?35_24‘3657.9‘3 M aoa7s | “‘48%8? ‘. b 3 o763 9% nes reres IOT2
100 150 200 250 300 350 400 450 500 550 600 650 700 750 800
3.00] 2
i (‘)_
1 )
2.50-
2.00-
o ]
< 150
1.00-
) ©
0.501 &
| o
—
0.00- N % A
T T S | | R T R T R T T T
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.0C
Minutes
Retention Time % Area
15.338 96.27
18.206 3.73
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DRSO

OH
N N=
| S—nH
s Br NO,

7a

Water

| oL

14 13 12 11 10 9 2 7 [ 5 4 3 2 1 0 -1
Chemical Shift {(ppm)

7a

bl Il L

220 200 180 160 140 120 100 20 &0 40 20
Chemical Shift (ppm)
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7b

111-46CinMeOH-400b 3: Diode Array

7.77 Range: 3.693
=) ¥ I\
L 2.07
00 T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-46CinMeOH-400b 2: Scan ES-
- 7.83 TIC
5.01e6
] 011 456 627 9.33 9.65
16 0.97 1.34 3.49 5.31 5.95 6:27 6.86.6.97
e e e e T T e T e
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-46CinMeOH-400b 1: Scan ES+
9 8.77 920 984 IIC
0.08 4.80 ~-3.28e7
121
] 0.72 0.99 287 3.89 6.25 6.89 748 786
21 —r—r——r—— T T T T T T T T T T e e Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-46CinMeOH-400b 146 (7.803) 1: Scan ES+
100 516.70 2.41e6
514.72
518.75
=
470.68
468.70. 7273 ||| 53872
130.01 244.79 292.91 40.70 57965
0 b L 1430219186 o 270 7 34718 378.98 44119 453“27r‘74 ' HrS 070 % ooe 6810 000 rsgas T80 sr_zn .
RPN A AMPRN RSC RRNPURRARARI | APPSR T AR T e e m_m_m_‘H_m_m_uwm‘_m_m_m‘
100 150 200 250 300 350 400 600 650 700 750 800

b [{»]
1 H
4.00 i
] [e0]
] o
3.00-
2 il
CH
2.00+
1.0
0.00- k

2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00
Minutes

Retention Time | % Area
1| 18.116 100.00
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/C

111-77CforBio-rp-34

3: Diode Array

6.65 Range: 2.655
2.04
5 E
[}
< 1.0
0.0 T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-77CforBio-rp-34 1: Scan ES+
- TIC
1.09e7
B
4 T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 .00
111-77CforBio-rp-34 125 (6.677) 1: Scan ES+
100+ 477.09 2.13e6
<l
43313
480.14
206.20
207.09 43412 llag1.13
o 14130 15518 ‘( [ 266.08316.25 358.553741539624%51.11 501,03 048 549-36  566.26 65463 _ 698.07 729.21 740.92 792,43 .
R A B e e UL R s B AR By o B AR A L B A AR B
100 150 200 250 300 350 400 450 500 550 600 650 700 750
11I-77CforBio-rp-34 125 (6.677) 1: Scan ES+
100+ 477.09 47914 2.13e6
Q\c,
431.14_433.13
480.14
434.12 481.13
o a0.47 4160019142087 43022 ‘ ﬂ _436.17  449.19.451.11 4892 6108 ae7ar  ATO% _483.24_488.33499.18.501.03502.15 50;'?;
T T T T T T T T T T T T T T T T T T T T
405 410 415 420 425 430 435 440 445 450 455 460 465 470 475 480 485 490 495 500 505
2.60
2.407 ;E
2.20- I
] H
2.00
1.80-
1.60-
1.40-
3 E
< 1.20]
1.00
0.80
0.60
| 8
0.40- <
b [Xs}
0.20-] -
0.00 JAAYY
L e e L B L B S L B A B
2.00 4.00 6.00 8.00 10.00 12.00 1400 1600 18.00  20.00  22.00 2400  26.00  28.00
Minutes
Retention Time % Area
1] 15.114 95.81
2] 15.435 4.19
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7d

11I-87a-rp-19 3: Diode Array
7.10 Range: 1.901
o
2 10
Y L S —
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
11I-87a-rp-19 2: Scan ES-
7.24 TIC
6.49 6.86 8.58 1.10e6
jj O 070102 156182209236 338365 402434 472 520 574 837, 2874 912
T T T T T T T T T T T T T T T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
111-87a-rp-19 1: Scan ES+
7.16.7.27 TIC
0.08
= S 1.05 405 453 528 582 882000  B1€7
I T T T T T T T T T T T T T T T T e Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
111-87a-rp-19 134 (7.160) 1: Scan ES+
100+ 479.08 4.17e6
477.09.
g
433.06
480.07
067 205.14 43405  |481.06
oot ] (1‘?1-24‘192.253”\ 2‘3%'15‘ 27313 31433.32431 374.02 40219 “(/13‘;6.10 ‘ “201-?9 sqLuL ‘802'1? 625.86 ‘675'19‘ 69622 7204873616 79057
11I-87a-rp-19 134 (7.187) 2: Scan ES-
100+ 351.22 3.16e5
< 205.14
352.21
20613 353.20
187.16 341.03 . 497.19
oJL1336 16318 160 (247‘77 26508 2819 30318 43U 47709 52959 570.26577.20 652.18 10257 "% 770,08 78152
S RaEeaRRS e | | ey 7 ; ]

T T T T T T T T T T T T T t T
100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800

N
7 D
0.80 il
B N
el
0.60-
2
< |
0.40
i (2]
0.20- © ®» B
. [(e] —
i [ce] — }\
0.00 i A L JANIAN
" 200 400 600 800 1000 1200 1400 1600 1800 2000 22.00 2400 26.00 28.00
Minutes
Retention Time % Area
8.096 0.69
15.297 94.32
16.237 0.75
17.539 4.24
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‘ JJAU]UL_,,LIJ

Chemical Shift (ppm)

7d

L ll“LHJ:

) T I T ) T 1 T I T 1 T I T 1 T T T T T T
220 200 180 160 140 120 100 80 60 40 20
Chemical Shitt (ppm)
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79

111-40-RP-65 2: Diode Array
5.85 Range: 3.528
5 20
<
L6
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-40-RP-65 1: Scan ES-
075 TiC
100 3.82e6
™ © 7.82 9.20.9.32 9.76 9.86
0 T T T T T T T T T T T Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-40-RP-65 579 (5.838) 1: Scan ES-
100+ 338.95 7.02e5
B 192.89
464.90
462.88
340.09
465.91
112.79 193.96 341.16 418.90
okl 171.98 257.06  308.84 ? m1850 | 42269 5327755255  goo13 92382650 04702 0173474 1017 a
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 1
100 150 200 250 300 350 400 450 500 550 600 650 700 750 800
5.00
4507 3
®
4.00] @
3.50
3.00
2 2501
2.00
1.504
1.00]
0.50
0.00 =~
" 2000 400 600 800 1000 1200 1400 1600 1800 2000 2200 2400 2600
Minutes
Retention Time % Area
1| 15.664 100.00
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F o)
OH
N N=
| H—NH
s’ Br NO,
]
| |
| Il I
AJ“JUL)U\_ — ] A\
. PR —— S ———————— S ——
12 1 10 9 8 7 6 5 4 3 2 1
7
e e R e ..
220 200 180 160 140 120 100 20 50 40 20 0

Chemical Shift (ppm)
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7g

A

20 0 -20 -40 -50 -80 -100 -120 -140 -160 -180 -200
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7h

11I-58C-rp-3 3: Diode Array
15 7.05 Range: 1.509
1.04
)
.( 4
5.0e-11
00 T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-58C-rp-3 1: Scan ES+
TIC
4.72e7
T T T T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 .00
111-58C-rp-3 133 (7.106) 1: Scan ES+
100+ 463.01 1.10e7
=
417.00
464.00
190.07
191.06 417.99  [|464.99
130.53 162.12 ‘( (P70 27302 31048 35802 37111 | 8503 51485  582.42500.95  654.17 683.26 715.99 72650  788.06 miz
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 1
100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800
111-58C-rp-3 133 (7.106) 1: Scan ES+
1004 461.03463.01 1.10e7

%

415.01.417.00

464.00
417.99 464.99
b 396.30 39994 Joag0 || ﬂ 42105 %8 44318 444.96 455.08456.73 _467.04 4829848503 50209 o601 545 526.09527.87 53941
T T T T L T T T T T T T T T T T T T T T T T T T T T T T
400 410 420 430 440 450 460 470 480 490 500 510 520 530 540
Retention Time % Area
1] 15.432 100.00
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0 DMSO

OH
N  N=
| H—NH
S Br NO,
7h

Yater

—

| LH‘ )

14 13 12 1 10 8 -3 7 & 5 4 3 2 1 0 =1
Chemical Shift (ppm)

7h

220 200 180 180 140 120 100 80 50 40 20 0
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7i

111-76-2Mx-rp50-7

3: Diode Array

7.18 Range: 3.491
o 2.04
g
0 A
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-76-2Mx-rp50-7 1: Scan ES+
i TIC
4.62e7
8]
“7Jo.08
7t e T T T T T T T T T T T e e ) Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 .00
111-76-2Mx-rp50-7 135 (7.214) 1: Scan ES+
100- 479.08 1.62e7
O\CL
480.07
481.06
130.73 . . .

O] }41.24‘ 2?6.13 233.16 262,04 272.35 320.81 _ 360.60 39624 4?%;08 ‘450 05‘ @82‘-0551‘4 85;3‘4.95 5?3 8 611,32 644.31.652.98607.87 74660 __ 79216
100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800
111-76-2Mx-rp50-7 135 (7.214) 1: Scan ES+
100 477.09.479.08 1.62e7

2
480.07
481.06
o 409264184 410.07%27% 431.08 43306 44318 450,05 46123 0458 47108 _482.05 499.05.501.00 503,01 514.85 4 %0 5708 53495 5 0
T T T T T T T T T T T

410 415 420 425 430 435 440 445 450 455 460 46

T T T T T T m/z

T T T T T T
5 470 475 480 485 490 495 500 505 510 515 520 525 530 535 540
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15410
E=S o Favy

3.00-
D 2.00
1.00-
0.00
——— T ‘ —— e A
2.00 4.00 6.00 8.00 10.00 1200 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00
Minutes
Retention Time % Area
1| 15.410 100.00
OH
N N=
o [ >—NH
N S Br NO,
7i
'- |
| 1, : ;,, .
) ;
14 13 12 1 10 9 8 7 6 5 4 3 2 1 0
Chemical Shift (ppm)
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7i

. .\I|]l.‘ |

Y y

L I B L B L N L L B (N L B L B L B B L L B L L LI N LI R

220 200 180 160 140 120 100 80 60 40 20 1}
Chemical Shift (ppm)

7]
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111-78-14 3: Diode Array

7.12 Range: 2.943
2.04
) E
E
1.04
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-78-14 1: Scan ES+
~ 7.21 TiC
1.91e7
] e
6 T T T T T T T T T T T T T T T T T T T T T e e e e e TIMe
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.0
111-78-14 134 (7.160) 1: Scan ES+
- 500.16 5.226
100 507.24
<
51022
236.27 463.21
511.21
235.21) 237.26 464.20
207.25
o 130.73 14137 ) \f 20323 55 5 33416 38788 o540 41620 | [ 58118 ST2AL o e esrar BT ouag 7722679765/,
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 1
100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800
111-78-14 134 (7.160) 1: Scan ES+
- 509.16 5.22¢6
100 507.24
O\O,
510.22
461.16463 21
511.21
454.20 474.18 503.28 52920 545.06
oL 44628  as3a0as7as |\ | _aeran 2™ Pagoozasize 49296 500.37 (/512-14 52549 \Or'® 53310 s42.68 0™ ss168 .
T T T T T T T T T T T T T T T T T T T T T T
445 450 455 460 465 470 475 480 485 490 495 500 505 510 515 520 525 530 535 540 545 550
] 3
3.00- ©
i LN
1 i
2.00
D i
< i
1.00
0.00 /
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00

Minutes
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Retention Time % Area
1] 15.488 100.00
0/
8]
OH
N MW= _\ﬁﬂrter
o NH /
~ Br MNO3
7 5
1 1 rl |
r i
iR -l. I .l" 1
A - — S 4\ .
e m
I U 1 I 1 T 1 T I I T T T T T T T T T
14 13 12 11 10 3 8 7 6 5
Chemical Shift (ppm)
7j
Trr g T LN T T T T T LA P R L LRI T B i il kel TEEETETCE T ki
220 200 180 160 140 120 100 80
Chemical Shift (ppm)
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Tk

3: Diode Array

111-71B-wp
7.87 Range: 3.703
2 20
1 893 9.28
0.0 T T T T T T T T T T T T T T L R B A R R B AR R AR AR AR AR R AR AR RS R
0.50 1.00 150 200 250 300 350 400 450  5.00 550 600 650 700 750 800 850 900 950  10.00
1I-71B-wp 2: Scan ES-
1004
<]
O T P T T T T o o T T e
0.50 1.00 150 200 250 300 350 400 450  5.00 550 600 650 700 750 800 850 900 950  10.00
HI-71B-wp 1: Scan ES+
100
n ]
O T T T T T T T T T S L T e [ e [ e e e e Time
0.50 1.00 150 200 250 300 350 400 450 5.00 550 600 650 700 750 800 850 900 950  10.00
111-71B-wp 148 (7.911) 1: Scan ES+
1004 516.90 3.43e6
514.91
518.88
<
242.94 470.88
44.92
46883 172 86
519.94
o701 245.92
14117 ’ 261.91 474.85 538.85
11514 | 14203 207-0%‘\ L ﬁ |5}, 28405 300.11 397.49 4995 453.49 Ll 571.12%P18960490 6o 65 64934 710.43727.43750.24 779.47 w3
T i T T bty i T i 7 T r i i T T T i T T i T i i i T )
100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775
4.00- N
i n
] @
] [e0]
3.00 e
5 i
< 4
2.00
] 2
1.00 -
i i
] N
0.00 ol
D e e e e e e e e e e e e e e e e s B B B s B e e e LA B S By By s By B
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00
Minutes
Retention Time % Area
1] 18.057 93.65
2] 21.189 6.35
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Cl

o]
OH

N N=

k)
cl | S—NH

S Br NO,

1k

' |
DuMs0
Il T
, | d
L' |:- \ -.I v I'-_
1~ N Y T R N R T 7 T
L .uJ UuJ Ll i
AL L En tanh maa L L L s L L L L an S L sy s e SO La Ll S L e o S AL SR St ah L R LELL s a na b e et na s n n ey o
10.5 100 85 9.0 85 8.0 75 7.0 65 6.0 85 50 45 40 3is 30 25 20 15 1.0 05 0
Chemical Shift (ppem)
1k
I m
T T I ] T I I T 1 | T 1 T I T T I T T T
220 200 180 160 140 120 100 80 60 40 20 0

Chemical Shift (ppm)
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7l

111-45B-old 3: Diode Array
7.92 Range: 7.458e-1
6.0e-14
o 4.0e1]
[ e 3
2.0e-1%
E 5.02 6.35
OO T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-45B-old 1: Scan ES+
_ TIC
4.42e7
8]
8 1 Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-45B-old 150 (8.018) 1: Scan ES+
100 518.02 1.13e7
516.04
S
23111
519.01
246.11
247.11 52001
229.00 27658 515.05
o 139"?[)/141-17173'09 e 30124 381.23 43511 472,07 -521.06 59902 50600 657.21 687.95 699.13 747.86 771'2079;';2
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 1
100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800
0.60
0.50-
0.40
5 -
2 0.30:
0.20
0.101
0.00- DASAY A
T T T T e A B e e L N o e B L N B e e B B I R R
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00
Minutes
Retention Time % Area
1| 10.727 3.57
2| 14.500 93.49
3| 17.040 2.93
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71

DKMSO

LA LA

-

14 13 12 1" 10

7l

9 8 7 ] 5 4 3
Chemical Shift (ppm}

1

0

4

ks

TPl i o A B e a

L B B B B B B B B L B L B BB B B L L N L (N I L B LN B

220 200 180

160 140 120 100 a0 &0
Chemical Shift (ppm)

91
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m

111-61-rp-16 3: Diode Array
7.02 :
2.0+ 0: Range: 2.119
o)
<
0.0 T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-61-rp-16 2: Scan ES-
B 7.08 TIC
8.80 071 9.05e5
° .
" 53011 048 36 ae7 579 617 654 80 _9.17 -
10 T .\ T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-61-rp-16 1: Scan ES+
B 711 TIC
577 3.58e7
10,08 121 190 4.69 \.5.93 6.57 8.82 9.79
7 T T T T T T T T T T T T T T T T T T T \Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 .00
111-61-rp-16 133 (7.133) 2: Scan ES-
100- 406.15 3.1265
<
407.21
408.14 530.12532.10
39115, ) 20 (/409_13422_22 436.23 44476 450.18452.10 465,66 47088 4‘88‘.00/190.32300.10 s1267 52088 “‘(53415 552‘,01554_06571.23 57621 sgson 593.20
B L L L h s AR Ao aaass Naans nasey Aaaasaa it
111-61-rp-16 134 (7.160) 1: Scan ES+
100+ 534.09 1.02e7
532.04._
LIS
535.08
536.07
o 39‘2'00 4‘07.371 1‘123_4‘142‘5_92‘437'?9 4‘42.1‘2 45‘1.11‘ 46‘1.29‘ 1‘172.?948(‘5,02“185-0‘}499.05‘ 50‘5.92‘ 5}7.2§ 5‘30'9‘8 il /!‘37-0‘6 : 55‘6.05:555_1‘)9 7573,1‘],57‘5.15‘ §93.%7m/2
400 410 420 430 440 450 460 470 480 490 500 510 520 530 540 550 560 570 580 590
1.80+
1.60- &
] H
N N
1.40+ o
1.20
1.00
<3( ]
0.80
0.60-
1 <
0.40 —
] ©
0.20 3
0.00- PAN
o e B B e e B B s B e By L B B e ey Bt B Sy B
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00
Minutes
Retention Time % Area
1] 12.597 95.94
2| 14.314 4.06
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Chemical Shift (ppm)

13 12 1" 10
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n

111-64C-rp-12 3: Diode Array
6.25 Range: 1.401
1.04
2 E
5.0e-14
OG T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-64C-rp-12 1: Scan ES+
6.36 TIC
4.50e7
L] ] 8.55
7.11
1 T T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 .00
111-64C-rp-12 118 (6.302) 1: Scan ES+
100- 22021 1.20e7
490.19
a\c’
205.20
221.20 493.16
22219 246.18 431.08446.15480.19 0415
147.25 178.18 | ( [ 277.18326.49  366.29 ) I ) ‘/ 536.02544.20 597.37 65678 67744 716,98 79071
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 1
100 150 200 250 300 350 400 450 500 550 600 650 700 750 00
111-64C-rp-12 118 (6.302) 1: Scan ES+
100+ 490.19 45 19 6.40e6
S
493.16
44410446 15 494.15
433.13 ' 453.56 472.07 477.23 489.19 506.12 512.14
oL421.23 420.08. 431,08 W |, B4 462.09 475.11 _496.14 508.17 51604
T T T T T T T T T T T T T T T T T 1
420 425 430 435 440 445 450 455 460 465 470 475 480 485 490 495 500 505 510 515 520
1.40-
1.20 Q
1 I
+H
1.00-
0.80-
=}
4 4
0.60-
0.40-
0.201
0.00
"7 200 4bo | e00 | 800 1000 1200 1400 | 1600 1800 2000 22000 2400 2600 | 28.00
Minutes
Retention Time % Area
1]10.437 100.00
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OH
N N=
| H—NH
S Br NO;
7n
1]
| A I
DMSO
Al l "
14 13 12 1" 10 8 y J 6 s 3 2 1 0 -1
Chemical Shift (ppm)
n n
| 5 410 405 400 WS W0
120

20 200 180

160

140

100
Chemical Shift (ppm)

95

&0

60

40 20



70

111103Afilt-rp-52

3: Diode Array

5.97 Range: 1.746
1.54
1.04
=2 3
5.0e-14
0.0 ; ; ; ; T T T T T )
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111103A-filt-rp-52 1: Scan ES+
_ 6.03 TIC
7.23e6
]
131158 201 239 298 398335
12 T T T T T T T T T T T T ) Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 0.00
111203Afilt-rp-52 113 (6.034) 1: Scan ES+
100 491.04 1.31e6
445.03
<] 47.01
494.09
448.00 495,01
220.01  246.97274.93
123.07 155.05 316.11 433.1 . .
S T ‘hh | . 3313 ‘ 475.04)[ 496.00546.85 587.01 62004 > 0695.08 72637 764.79 20 3:/2
R N
100 150 200 250 300 350 400 450 500 550 600 650 700 750 800
11103Afilt-rp-52 113 (6.034) 1: Scan ES+
. 491.04493.03 1.31e6
100
445.03
< 47.01
494.09
448.00 495.01
o 43002 45515 43610, 45 | | (‘ _449.99_457.92 5017 473.39.475.04 478.28 482,65 _ 49600 509.10.° 300514.98518‘9552;/123
R et e
425 430 435 440 445 450 455 460 465 470 475 480 485 490 495 500 505 510 515 520
1.40
w
1.20 2
h
]
1.00
0.80
2
<
0.60
0.404 -
N
N
0.204 “MJIEN%
0.00 7EX
"7 2000 400 s00  8bo 1000 1200 1400 16100 18000 2000 2200 2400 2600  28.00
Minutes
Retention Time % Area
1| 12.485 95.47
2| 12.722 4.53

96



OH

s, !
| p—NH
N Br NO,
DMSO

HO,C
2 7o

Water

A uln il..t i .klk L

14 13 12 11 10 9 2 7 6 5 4 3 2 1
Chemical Shift (ppm)

7o

Yoo b

LI e o o e R s s e
40 220 200 180 160 140 120 100 g0 &0 40 20 0
Chemical Shift (ppm)
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p

111-109-precp 3: Diode Array
6.08 Range: 3.468
5 2.04
g
8.02
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-109-precp 1: Scan ES+
- 6.09 TIC
3.67e7
S 8.07
9.73
1 T T T T T T T T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-109-precp 152 (8.125) 1: Scan ES+
100+ 493.03 1.99e6
491.04_
475.04
"X 429.03
494.02
447.08
11527 143.02 419.44 537.53551.48
‘ ‘ 20392 24208 28306 32933 au150 i ‘w L L[ 59845 63049 68352 72756 77160 o0
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 1
111-109-precp 118 (6.302) 1: Scan ES+
100+ 475.04 4.07e6
473.06
493.09
=
346.19
429.03 494.09
147.18 347.18 38619 |430.02
203.16 : 95.08 533.03
012313 | 18805 20316 24208  og70031611 || [ N ‘(4 579.12567.25_622.10 65311 685.11 74118 78621 .
1 T T T T T T T T i T T T T T T T T T T T T T T 1
100 150 200 250 300 350 400 450 500 550 600 650 700 750 0
2.40-
2.20] ®
] h
2.00- &4
1.80
1.60
1.40
> 1.201
< 1
1.00
0.80-
0.60-
b o
] &
0.40 3
] —
0.20 mu
0.0 ARRAK
" 2000 400 600 800 | 1000 12000 14000 1600 1800 2000 2200 2400 2600  28.00
Minutes
Retention Time % Area
1] 12.432 91.84
2| 14.252 8.16
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o DMSO

OH
S .N—
| J—NH
N Br NO,
COzH
7p
THS
|
|
b
[}
A FI | PR NP | I Ak hr, lu
14 13 12 11 10 ] 8 T & 5 4 3 2 1 0 -1
Chemical Shift (ppm)
7p
B o B B i B B e e L i B e B e e e R e e
220 200 180 160 140 120 1

Chemical Shift (ppm)
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79

111-99BfromlI198A-filt-rp-35

3: Diode Array

6.75 Range: 2.629
2.0
2 3
< 1.09
O-G““““\““““\““““\““““\““““\““““\““““\““““\““““\““““\
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-99BfromlI198A-filt-rp-35 1: Scan ES+
B 6.78 TIC
1.07e7
=S
0.08 0.99
5““““\““““\““““\““““\““““\““\““\““““\““““\““““\““““\Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 10.00
111-99BfromI1198A-filt-rp-35 127 (6.784) 1: Scan ES+
465.13 2.13e6
100+
419.11
< 417.13
466.12
192.19
420.10
101187218 467.18
141.30 ( 219.15 21.00
o Ll \h r 273.08 305.21 362.39 373.36 ‘(4 ( 518.09  559.02566.29 649.54 682.33_695.69 767.17_780. @
S L s o L B B L L L L B B L B L L B S L L B H‘\HH\
100 150 200 250 300 350 400 450 500 550 600 650 700 750
2.00+ b
i &
")
B
1.50
o) |
< 1.00-
0.50- )] ™
i © bl
N ©
S |4
] A
0.00 A
-— —— 7
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 22.00 24.00 26.00 28.00
Minutes
Retention Time % Area
1| 14.269 1.87
2| 15.381 96.30
3| 15.813 1.83
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DMSO
L]

Water
|
| |
i il
I 1 11
1 I
OH " Y
7q
" A A I\Jl—]b —A—LA—A—‘L——L—
T T T T T T T T T T T T T T T T T [ T T e e T T T T T T T T T T T
14 13 12 1 10 4
Chemical Shift (ppm)
7q
T L I 1 1 T L T T T L T 1 1 L L] T 1
220 200 180 160 140 120 100 &80 &0 40 20 0

Chemical Shift (ppm)
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’r

111-82-filt-rp-36 3: Diode Array
6.17 Range: 3.433
3.04
S 20]
< 3
1.09
E 8.58
0.0 T T T T T T T T T T T T T T T T T T T T T T T T 7 T T 7 1
050 100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950  10.00
111-82-filt-rp-36 1: Scan ES+
g 6.19 TiC
100 2.68e7
n N 8.61
952
0 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T \Time
050 100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850  9.00  9.50 .00
111-82-filt-rp-36 116 (6.194) 1: Scan ES+
100+ 464.99 7.49e6
463.01
=
419.04
466.05
467.04
s 19212 419.97
0 R 15108 1ga10] 21915 5p900 27302 31008 34200 37323 3705 m 446.94 F‘G&U“/Aw.ol 54288 _587.05.500.84 81000 0566645 9504 71010 75414 78108 77705
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 1
100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800
3.501
] oo}
] LD
’ eo)
3.00 o
] Ll
2.501
2.001
2 ]
E4 ’
1.50-
l.OO*: g o <
1 = ® o 9
. oo o o
0.50 o < 35 9
] ~
: e -
0.00 N LH
-— T
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.0C
Minutes
Retentio | % Area
n Time
1| 12.858 89.97
2| 13.104 3.12
3| 14.980 2.71
4| 15.934 2.34
5] 17.013 1.86
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Chemical Shift (ppm)
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OH
S N=
| )—NH
HO N Br NO,
DMSO
)
7r
| |
it
' |
| I
Water
A A IJL \_A A l-A L A I
1 L] o | L] L b |4 L A J L] L] gve | AT lod | A ddnd | | hd ML | h A 1 Ml gryv vy e g 1
14 13 12 " 10 9 8 7 8 S 4 3 2 1 0
Chemical Shift (ppm)
ir
L] T T T T T L) T T T T T T T T
] 220 200 180 160 140 120 100 B0 &0 40 20



7S

111-93-rp3-8 3: Diode Array
6.07 Range: 2.595
2.04
S E
<
1.04
0.0 ARAARARAN AaSRARARRS} T T T R AR RO A AR AR LA AR T | MARIERRAS T NASRIAARAN RARAR AN} SIS ARSYl
050 100 150 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950  10.00
111-93-rp3-8 1: Scan ES+
6.14 TIC
1007 2.61e7
n =
8.98
T T T T T T T T T T T T T T T T T T T T T T 1 Time
050 100 150 250 300 350 400 450 500 550 600 650 7.00 750 800 850  9.00 950 .00
111-93-rp3-8 115 (6.141) 1: Scan ES+
100+ 464.99 6.14e6
462.95
g,
418.98
465.99
192.05
193.04 419.97 466.98
123.07 15115 o0z 383.21 409.99 |[ 420.96 504.07 528.0 600.9
ol N4 || 263.10 34811 °%% : ‘r : (/’57»97 07528.01 852.78 600945154 6617767561 683,06 207" 75388 779.07 78845,
T T T T T T T T T T T T T T T T T T T T T T T 1
100 125 150 175 200 225 275 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775
1.40
1 1))
, 2
1.20 i
, Y]
H
1.00
0.80-
5 ,
< ,
0.60-
0.40
] 5
i o~ [T}
0.20 N~ :
] < 3
, ]
—
0.00 VY N
Y T L T S ey By B B B B A B s s o e Byt B B
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00
Minutes
Retention Time % Area
1| 12.445 91.32
2| 13.172 1.95
3| 14.547 6.73
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Wad
s} Water

OH
s HN=
| p—NH
a N oBr NO;
L.
HO
7s
DUISO
I ' i
[
b .
A AL - L
L] L] L) ¥ T T ] T ] T ] L] T T T T T T T T T L] L] L] L] T T T T T T T
14 13 12 1" 10 9 ] T 6 5 4 3 2 i 0 1
Chemical Shift (ppm)
Ts

40 220 200 180 160 140 120 100 80 &0 40 0 o
Chermeal Shift (ppen)
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Tt

111-85c¢-july-rp-35

3: Diode Array

5.80 Range: 3.321
=) 2.04
< 4
0.0 T T T T T T T T T
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
111-85c¢-july-rp-35 2: Scan ES-
- 5.85 TIC
3.08e6
] ]
10 T e e T e e e
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
111-85c-july-rp-35 1: Scan ES+
- 5.87 TIC
2.79e7
<1
0.08
0.94 "
T T T T T T T T T Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
111-85¢-july-rp-35 110 (5.899) 2: Scan ES-
1004 353.26 7.10e5
207.19
S
354.26
208.18 397.29 477.23
180.16187.23 29 433.19
12135 “( 2082627538 32325 [ 203 | so13a) 45521 | 48014 53006 577.13 58831 7 ‘Z6e5.14 69635 7343776115 o0
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 1
111-85¢-july-rp-35 111 (5.926) 1: Scan ES+
1004 479.14 5.47e6
N 435.11
482.12
208.24 436.17

209.17 327.02 391.21
0J11428 15518 18901 H{ 91723521961 18 311.49 378.12 "
T T T T T T T T T T T T T T

83.18 547.84574.22
533.03
T T T T

661.57687.16

100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550

593.27 700.12 711.29 741.25 789.19m
f T T T T T T T T

= m/z
575 600 625 650 675 700 725 750 775 800

4.00-
h N
i H
b o
3.00- di
h o
S 200
2 2.00-
1.00-
0.00-] L&

T
10.00

SN
12.00

T T
14.00 16.00

Minutes
Retention Time | % Area
1]11.312 100.00
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OH
S, N=
| —NH
HO N Br WO,
HO
[
Tt
'} DMS0
Water
L_-J iLJl L._.J A sk
T T T T T T T T T T T T T T T T T T T T T T
14 13 12 1A 10 T & 5 4 3 1
Chamical Shift ioom)
Tt
T T T T T T | Ul B LN SR R L B T AR AR AN LR LA o
20 200 180 160 140 120 100 &0 40 20 o

Chamical Shift {ppm)
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fu

111-126C-400b 3: Diode Array
} 6.15 Range: 3.467
5 2.0
.<( ]
0-07““““\““““\““““\““““\““““\““““\““““\““““\““““\““““\
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-126C-400b 1: Scan ES+
~ 6.25 TIC
1 1.27e8
<]
137““““\““““\““““\““““\““““\““““\““““\““““\““\““\““““\Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-126C-400b 117 (6.248) 1: Scan ES+
100~ 494.81 4.51e7
=
495.87
496.86
130.47 359.08 X . .
om0 e gme  wpis TP P9 aanes 5108 %% o ro cane PV r0072 71200 o108 77ass,
100 150 200 250 300 350 400 450 500 550 600 650 700 750 800
1.20*7 s?
¥
oH
N Gl
1.00-]
0.80;
5 1
< 0.60
0.40;
0.20 o <
' §83
] © N
0.00 i
00 YA PA.Y
o ‘2.[‘)0‘ ‘ ‘4.(‘)0‘ ‘ ‘6,(‘)0‘ ‘ ‘81‘)0‘ ‘ ‘10.‘00‘ ‘ ‘12}00‘ ‘ ‘14.‘00‘ ‘ ‘16.‘00‘ ‘ ‘18}00‘ ‘ ‘20.‘00‘ ‘ ‘22.‘00‘ ‘ ‘24}00‘ ‘ ‘26.‘00‘ ‘ ‘28.00

Minutes

Retention Time | % Area
6.920 1.61
7.489 1.17
7.984 2.12
11.446 95.10
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fu

0 &
S—OH T
o S‘5 N—i}
| J—NH =
= N — )
HO- l_lfm_T Br—4, :E)—Nog .
= o
Ho’“‘“’/J ' #l5
[
Tu &
(o'}
|
%l
Mnub\ % WY r
0 70 A4
100 a5 j=jn] 85 50 75 o B5 B0 55 50 4.5 4.0 35 3.0 20 15
Chemical Shift (ppm)
u
T L LI R R AL R T rrerry T [TrTTITITT Y TTLY T T L TTTT
3 20 200 180 180 140 120 100 &0 &0 40 20 1]

Chemical Shiff (ppm)
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5a

11I-27sep5from6forBiotage-rp-67 3: Diode Array
204 4.33 Range: 2.061
2 1.04
E 6.82
OO T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-27sep5fromé6forBiotage-rp-67 1: Scan ES+
TIC
8.03e7
]
1 Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00

111-27sep5from6forBiotage-rp-67 83 (4.425) 1: Scan ES+
175.07 4.62e7

100+

o

192.12
134.10148.11 193.11
o | | / 214 13 292. 05 36014 392.07 410 12437 09 483 05491 11 547 97 584 27 613 24 669 70\681 47 712 09 740. 32 755.20762.04 miz
T T

100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800

1.60]

1.40

7 Q090
77000

1.20-
1.00-

0.80-

AU

0.60-
0.40-

0.20-

0.00

i T T T T T T T T U
2.00 4.00 6.00 8.00 10.00 1200 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00

Minutes
Retention Time % Area
1| 7.583 1.99
2| 7.883 98.01
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S, NH;
| J>~nNH
M

Sa

Water

DMSO
"
L .Jt
1 T L T 1 L I L T T T I T I T T T T T T I 1 T ¥ I
14 13 12 1 10 9 7 & 5 4 2 1 0 -1
Chemical Shift (ppm)
5a
—— ” ‘ - _—
20 230 220 210 200 180 180 170 180 150 140 130 120 110 100 90 &0 70 &0 50 40 20 10

Chemical Shift (ppm)

111



S5*a

111-27sep5from6forBiotage-rp2-60

3: Diode Array

3.57 Range: 1.147
1.04
5 El
< 5.0e-135 433
3 4.08 /
00 T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
11-27sep5fromé6forBiotage-rp2-60 1: Scan ES+
TIC
1.02e7
] e
0.08
1.47 8.77 )
3 T T T T T 1 Time
0.00 1.00 2.00 9.00 10.00
111-27sep5from6forBiotage-rp2-60 68 (3.620) 1: Scan ES+
g 192.12 3.99e6
100
X
150.09
104.17 165.09 193.04
195.16
o ﬂ‘\ L ‘ L \ ‘ L 216,11 24717 2800 349.17376.87384.07 439.0 514.98 536.93 592.94 62791 682.14 71863 73662 s 80/,

100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800

3.00- i
i N~
1 o7]
N-
2.50
2.00
5 ]
< 1.50
1.00-
0.50- 5
E &
1 ~
0.00 7oy
——Y 7T
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00
Minutes
Retention Time % Area
1| 7.377 98.92
2| 7.987 1.08
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5%a

Water

14 13 12 1 10 9 8 7 & 5 4 3 2 1 /] -1
Chemical Shift (ppm)

5%a

240 230 220 20 200 150 180 170 180 150 140 130 120 10 100 S0 a0 70 60 50 40 30 20 10 0
Chemical Shift (ppm)
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5d

111-74C-rp-12 3: Diode Array
4.62 Range: 3.566
= 2.0
2 ]
o S NI SN S SN SMEENE CIEEMNME SIS -—————
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
1I-74C-rp-12 1: Scan ES+
B 469 TIC
] 9.63e7
£
] 3.83 8.23
0 e T T T T T T T T T T T T T [IMe
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00
111-74C-rp-12 87 (4.639) 1: Scan ES+
1004 205.27 4.10e7
= 222.32
164'30178'31‘ i 285243122
011441 14223 1l ‘ : | “( /‘244-25 §5.24812.28 39022 41157 443.44.452.23497.33  533.30 543.28 613.43 66137 "°>% 71844 747,33 759.1078449,

100 125 150 175 200 225 25

T T T T T
0 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800

4.00-
B D
| [«
1 o
i Ieo)
3.00]
2 2001
1.00-
0.00- -
200 400 600 800 1000 1200 1400 1600 1800 2000  22.00 2400 2600  28.00
Minutes
Retention Time % Area
1(8.199 100.00
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JS NH;
_0 N/ NH

5d

|-
Water
J J DMS0-d8
10.01 ! X 7 2015 30.07
= = Y = — =
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T
8.0 85 8.0 75 7.0 6.5 6.0 55 5.0 45 4.0 35 3.0 25 20 1.8 1.0 05 -0.5
Chemical Shift (ppm)
5d
T T T T T T T T T T T T T T T T T T T T T T T T
220 200 180 160 140 120 100 80 &0 40 20 0

Chemical Shift foom)



5*d

11I-74B 3: Diode Array
3.82 Range: 3.499
) 2.04
iz
OG T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-74B 1: Scan ES+
~ TIC
1.24e8
2
0.08 1.05 7.86
2 o T T T e T T T T T T [T T T T T T T T T T T T T T e [ime
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
I1I-74B 74 (3.942) 1: Scan ES+
100+ 222.19 6.91e7
c\o,
| 223.18
1 224.17
147.18163.24 180.16 443.24
0 berrereey b e 2482 222 1935168 a0020° % 46526 49005 sezr seon PN Mi0657 1817 reazs PN
100 150 200 250 300 350 400 450 500 550 600 650 700 750 800
0.701
: %
0.60 D
] e
0.50-
0.40-
D 4
< ]
0.30
0.20]
: 3
0.10 3
] N~
0.00- 4
S GgyaN Ay
T T T T T T T T T
2.00 4.00 6.00 8.00 10.00 12.00 1400 1600 18.00 2000 2200 24.00 26.00  28.00
Minutes
Retention Time % Area
1| 7.124 1.97
2| 7.987 98.03
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N

NS

NH,

5%d

Water
—

J L.uj

12 11 10 9 a 7 6 5 4 3 2 1 0 -1
Chemical Shift (ppm)

5%d

220 200 180 160 140 120 100 a0 &0 40 20
Chemical Shift (ppm)
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Sk

11-66-rp-18 3: Diode Array
6.45 Range: 3.827
) £
4 2.0
00 T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-66-rp-18 1: Scan ES+
- 6.52 TIC
3.66e8
L B3|
9.73
1 T T T T T T T T T T 7 Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-66-rp-18 121 (6.463) 1: Scan ES+
100+ 242.88 7.40e7
207.91
=
209.90
259.93
201.90 261.91
W 2151 F“'gg 62084 656.61
{11395 16800 19"8;93\“\\“(‘ : ‘h/‘ (23?-92328.94 35088 _ 40291 : 49382 _ sias ST482seaT S U : : : : iz
100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800
111-66-1p-18 121 (6.463) 1: Scan ES+
100 24288 540 g6 7.40e7
207.91
B
209.90
246.84 250,93
261.91
201,90 247.83 ( 263.89
18194 ‘183.93‘194'90‘ 19%-??‘ \‘ \‘ 21‘5\'91(2‘17'892‘22.98 ‘229'86‘ 239.97 ‘ (o282 |, (26793 281872392 28590 295.99.301.04 ‘30;'?17
180 185 190 195 200 205 210 215 220 225 230 235 240 245 250 255 260 265 270 275 280 285 290 295 300 305
' 3
3.00 2
’ q
h H
2.50
2.00-
2
1.50
1.00
0.50-
0.00- e
e e e e
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00
Minutes
Retention Time % Area
1] 10.501 100.00

11
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NHz

s
| )N
N
ci cl

Sk

Water

Jo UL il -

T
12 1 10 9 8 7 & 5 4 3 2 1

sk

Ldm

o B B I LI B B L L I L

200 180 160 140 120
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5*k

111-66-rpsep5frm6-2

3: Diode Array

4.62 Range: 1.37
1.04
2 3
< 50e1]
. S —
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-66-rpsep5frm6-2 1: Scan ES+
- 4.75 TIC
8.57e7
O\CL
8.55
2 T T T T e e e T T T T T T e e e e T ) Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-66-rpsep5frm6-2 88 (4.693) 1: Scan ES+
100~ 260.06 3.15e7
262.04
<
264.00
183.13 233.09 20111 ‘ ! '
PUELESIEE<EE TN 2‘25-10‘\‘ b \\/2‘65-08‘ 32312 359‘94 ‘ ‘ 54301 574.95 62097 68552 676.71 ?98 67‘ 74092 78866

T T T
100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 5

00 525 550 575 600 625 650 675 700 725 750 775 800

] &
0.60-] >
1 g
0.40-]
2
2 |
0.20-]
0.00
e e L e B e B B ey B B e L By B ey Bt e ey B e B L Bt B e B e B B N T
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00
Minutes
Retention Time % Area
1] 9.986 100.00

120
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Cl Cl

5%k

Water

DMSO

14 13 12 " 10 9 8 7 6 5 4 3 2 1 0 -1

5%k

200 180 160 140 120 100
Chemical Shift (ppm)
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=

~4Z-pymneis
o T T T T T T T T T T T T T p T T T T
-y - 1
by
1 T T T L B R Y ~—— LA o T T T T
T =1
[EI1E
- |20 HETT _S30E iE T AE T 2138 S04 STSIS ] =T K T 45 T3S TEOIE
T T T T T T T ™ T T T T T T T T T T T 1

AU

10610
ESSacEay)

=
10.00

—
12.00

—
14.00 16.00
Minutes

——
18.00

Retention Time

% Area

[

9.447

4.09

N

10.610

95.91
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20.00

——
22.00

——
24.00

——
26.00

28.00



NH;
| >—NH
N

J i U

L L R L B I R S R I I R R R R L R I R B L R L R S R R R L LS R R A AN LN LR LA

14 13 12 1" 10 g - 7 L] 5 - 3 2 1 0 =1
Chemical Shift (ppm)

5l

»Jhmm

L B B N B B L B L B NI L B N L B B N B B BN LN BN BN DL N BN B B

220 200 180 160 140 120 100 80 60 40
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5*

AT EET

= 3

H T L S I P
-43- oy :-- ) - - T - T T o T o

b3

oz

1 ey e e e e T T
4Ty T 35 (4532
=

=292

i ERE pap o TES AL
5 LM AN RS s s

AU

0. 229
TFTOZ T

~—10.769

~
<

= —
10.00 12.00

—— ——
14.00 16.00
Minutes

—— —— — — — T
18.00 20.00 22.00 24.00 26.00 28.00

Retention Time

% Area

[EnY

9.328

98.95

N

10.769

1.05
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N___NH,

5%

. S W _..-'»/“«'I L. il

14 13 12 1 10 ] ] T [ 5 4 3 2 1 ] =1
Chemical Shift (ppm)

5%

220 200 180 160 140 120 100 80 60 40 20 0
Chemical Shift (ppm)
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5m

4-111-51FrB 2: Diode Array
3.27 Range: 3.992
po) |
x 20 3.03
E 418 488 530 N 6.77
0.0
1.00 2.00 2.00 4.00 5.00 600 | 7.00 8.00 9.00 10.00
4-11I-51FrB 1: Scan ES+
- 3.36 TIC
100 5.52e8
] ES
0““““\““““\““““\““““\““““\““““\““““\““““\““““\““““\‘Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
4-1II-51FB 330 (3.327) 1: Scan ES+
100- 260.02 277.09 1.23e8
278.04
K
279.05
80.10 280.05 357.03 381.16 534.15 567.05 745.20
O 135:02 180.10 216.06 | 4 1 " 406.11456.21 R551.17>°"%° 61500 653.06 704.99.717.41 : 9901,
N R R R L L L L L I B O B L B N B B B N R R R R AR R AR R ]
100 150 200 250 300 350 400 450 550 600 650 700 750 800
3.50-
] T
3.00 b
] N
2.50-
2,00
o) ]
P4 ]
1.50-
1.00-
0.50-
0.00- ;
e
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00
Minutes
Retention Time % Area
1| 7.035 1.85
2| 7.511 89.85
3| 8.237 0.71
4(8.671 1.74
51 9.103 4.24
6| 9.839 1.62
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MM,

s
| ~nH
M

Sm

14 13 12 " 10 9 8 7 [ ] 4 3 2 1 ] =1
Chemical Shift (ppem)

5m

TTITTr T FTA[F AT [ NI TF[ATE O[T FNT [FT AT AT FR[TPIT [ POTTI AT AT PN [ TATT[NITF[ITFATINT [FT XTI OT I AT PO [ TN T[FT T AT T AN [FTRT T NITF[TIT RO T
40 o] 200 180 160 140 120 100 &0 &0 40 20 ]

Chemical Shift (ppm)
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5*m

2: Diode Array

4-I-51FrA
4.0 0.93 Range: 4.001
po)
2 20]
O'O T T T T T T T T T
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
4-11I-51FrA 1: Scan ES+
g TIC
100 3.86e8
] 3
[ S L e e o I e LA A o o LA B e o e IS A s s o o S B 005
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
4-11I-51FrA 105 (1.059) 1: Scan ES+
100- 277.03 1.20e8
278.04
0\07
279.05
107.13 280.05
ol 16908 180.10 260.02| 36113 40611 46415 50403 55318 57518 53, 95665 60 72213 76870
e e B b e ot e o O 2 PO D2 e e g R0 0000 72213 78870
100 150 200 300 350 400 450 500 550 600 650 700 750 800

g

© ==

i~ A

r

20.00 41.12

= [

A
LB L L) L) LR M) Ly L RS LRy L) MBS My Rl S B LA RS LS RS L RS M AL RS UL sy LA M RS RN WAL LA LA ALRAE LAY ALY LR A T
10 105 10.0 9.5 2.0 85 8.0 75 7.0 65 6.0 55 5.0 45 4.0 35 3.0 25 20 15 1.0 0.5 -05

Chemical Shift (ppm)
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w

\||||||HH|||||U||||||||U|||||||u||||||||\||||||||H|||||||H||||||||H|||||||H||||||\|H|||||H‘\||||||H|\|||||H||||||||H|||||||H||||||||H|||||||U||||||||Ul||||||u||||||||\||||||||H||||||\H||||||‘\H||||||‘H||||||\‘|\|||||Hd|||||||u|||||

240 230 220 210 200 1580 180 170 160 150 140 130 120 110
Chemical Shift (ppm)

5n

111-52A 3: Diode Array
3.85 Range: 2.868
2.0
o
LFg
1.0
0.83
0-0\““\““\““““\““““\““““\““““\““““\““““\““““\““““\““““\
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
11I-52A 1: Scan ES+
4.00 TIC
1.15e8
X
5.66
008 (o4 8.45
LT e T T e e T T T T T T T T T T T ) Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-52A 73 (3.888) 1: Scan ES+
100~ 218.09 2.65e7
] 235.08
ol
|102.06 0;77 05203 0 236.07
7] 174.
ok W‘ o h AT 20813 3e930 30401 4780949111 52311 56913 eosoegros  O4E T r5r1276677
100 150 200 250 300 350 400 450 500 550 600 650 700 750 800
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S NH,

| )~NH
N
~
N
[
5n
Ty Ty Ty .
8s (1] 75 70 6s $0 45 30
Water
—
l A L_J F .
14 13 12 1" 10 9 8 7 6 5 - 2 1 0 -1
Chemical Shift (ppm)
I
¥
5n
PR PR I T 11
——— o
T T T T T T T 1 T T T I T I T L T L ¥ LI T 1 T 1 T |
40 220 200 180 160 140 120 100 80 60 40 20 0 -2C

Chemical Shift (ppm)
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50

111-101-thiazole-dil3

3: Diode Array

; 4.13 Range: 1.744
=) l.Oé
< ]
O-Oi““““\““““\““““\““““\““““\““““\““““\““““\““““\““““\
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-101-thiazole-dil3 1: Scan ES+
B 421 TIC
g 8.55e7
n <]
1 0.94
1 4.96 5.87
1““““\““““\““““\““““\““““\““““\““““\““““\““““\““““\Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-101-thiazole-dil3 80 (4.264) 1: Scan ES+
100+ 218.95 1.18e7
236.00
175.00
S
200.91
133.97 236.99
I ( rzsg * 541.2 676.05
bt bl 3860835008 “4‘3‘297“"67‘99‘1""5‘2‘5‘9‘3‘““‘@?93‘67‘699‘67“???‘?9 oo 12882 7599678912
100 150 200 250 300 350 400 450 500 550 600 650 750 800
3.00-
N
&
2.50- &
2.00-
2 1501
1.004
0.50- <)
8| §
©fl N
000 1|
" 200 Tad0 600 800 1000 1200 1400 1600 1800 20,00 22100 2400 26000 2800
Minutes
Retention Time % Area
1| 6.020 2.76
2| 6.372 95.88
3| 7.040 1.36
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3 NH,
[ J—NH
N

HOLG
So

DRSO

L_J“ Al N

14 13 12 11 10 ] ] 7 3] 5 4 3 s 1 0 -1
Chemical Shift (ppm})

5o

220 200 180 160 140 120 100 &0 &0 40 20 ]
Chemical Shift (ppm)
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5*0

111-101C-prec-rp-16 3: Diode Array
- 3.22 Range: 2.292
1.59
S E
< 1.09
5.0e-17
0.0 T T T T T T T T T 1
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-101C-prec-rp-16 1: Scan ES+
. 3.30 TIC
100 2.47e7
. <l 9.25
0.99
Y T T T T T T T T T 1 Time
1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-101C-prec-rp-16 62 (3.298) 1: Scan ES+
100+ 236.13 1.52e7
O\CL
237.13
133.24 148.18 192.19 209.17 238.12
- by r 27718 331 18 383 21 437 23 471 28 517 23‘325 29 951 02 623.29 643. 12 671. 29 708 12 760 22 788 13 3 miz
T T T T T

100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800

3.50
. gr
3.001 &
i 19}
2.501
2.00
2 ]
< ]
1.50-]
1.00-
0.501
0.00 YAVAY
N O O e e T e e L e
200 400 600 800 1000 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00
Minutes
Retention Time % Area
5.295 100.00
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DMS0-08

HO,C

5%o

T T T T T T T T T T T T
14 13 12 11 10 k- ] 7 6 5 4 3 2 1 ] -1
Cheamical Shift (ppm)

5*o

220 200 180 160 140 120 100 80 60 40 20
Chemical Shift (ppm)
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5q

111-98B-rp2-34 3: Diode Array
4.63 Range: 1.442
1.04
2 4
<
5.0e-13
E 352
0.0
050 | 100 | 150 | 200 250 = 300 | 350 @ 400 450 = 500 550 @ 600 650 700 750 ' 800 ' 850 ' 900 ' 950 @ 10.00
111-98B-rp2-34 1: Scan ES+
4.69 TIC
1007 6.34e7
[ ] B3l
357 8.39
0 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1 Time
0.50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 450 5.00 5.50 6.00 6.50 7.00 7.50 8.00 8.50 9.00 9.50 .00
111-98B-rp2-34 87 (4.639) 1: Scan ES+
100 132.12 6.16e6
133.11
=
150.09
173.09
151.08| 208.05
121.09) r 19106 262.54 317.24 772.26
o L \ H‘ I ‘ |-209-10246.91 7 301.04 i 391.01  424.00447.14 477.95 509.95 519.94  568.87 599.35 668.05 696.75  729.94 756.06 AR
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 1
100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800
[ap)
0.60+ N
b
N-
5 0.40+
<
0.20 ©
0
=
N~
0.00 &
——Y 4t
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00
Minutes
Retention Time % Area
1| 7.156 4.42
2| 7.523 95.58
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Water

5 MH:
| p~nH
N
H
5q
DMS0
T T T T T T T T T T T T T T T T I T T T T L T T T T T T T L T
14 13 12 11 10 9 ] 7 [ 5 4 3 2 1 /] -1
3q
r T r d I ( U v ’ 1 v L J | L |
1-'”|-"r|”'|”"r'Hr'”'|' '
40 220 200 180 160 140 120 100 80 &0
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5%

111-98B-rp2-24 3: Diode Array
3.23 Range: 3.712
3.0
5 20§
< 4
1.04
0.0 T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
050 100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950  10.00
111-98B-1p2-24 1: Scan ES+
TiC
1007 7.06e7
u =l
[0} 1 Time
.00
111-98B-rp2-24 64 (3.406) 1: Scan ES+
1004 208.11 48567
<
209.10
132.12
21010
11514 | 166.08.175.14 r11.09249_15 20508 30796 326.23 35426 00 41514 43908 46896 51009 537.13 6098665519 66018 675,99 695'58729-94737@&3 79071
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 1
100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800
1.20- e
- )
1 N
1.007 b
0.80-
<3( ]
0.60
0.40-
0.201
0.00 iy
—_——— S ——————— ———————
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00
Minutes
Retention Time % Area
1| 7.107 100.00
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N™ =
§4
OH
5%g
Water
I A |
\
J Y S _..HJ -
T'S ’ ': ! l‘:
14 13 12 11 10 9 8 7 B 5 2

5%q

Chemical Shift (ppm)

20 100
Chemical Shift (ppm)
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5r

111-67-3RP-rp-28 3: Diode Array
4.42 Range: 3.714
3.04
5 20]
< 4
104
E| 3.72 4.13 6.42
0.0 T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1
050 100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 = 10.00
111-67-3RP-rp-28 1: Scan ES+
453 Tic
100 1.43¢8
[ ] S|
383 6.25
9.20
T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T T 1 Time
050 100 150 200 250 300 350 400 450 500 550 600 650 700 750 800 850 900 950 = 10.00
111-67-3RP-rp-28 84 (4.478) 1: Scan ES+
100+ 191.06 6.20e7
<l
208.05
14712 10,0 209.04
ol 14208 \M | 16503 | 28005  270.11 20410 3%8% 5490338315 41501 42400 469.03 51505 5% 5007 %712 62900 434567599 70349 72088 76204 1194 iz
i i ; | ; T T i T i T : i : T T T T i T ; T ;i ; R mmnE )
100 125 150 175 200 225 250 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800
3.50
] ap
3.00 g
] mn
] «
2.50
2.007
2 ]
1.50
1.00 [Te)
N 0| [To] [@)
] Nl o ©
0.50+ ) ™~ o
] © ~ —
0.00 TR It
T T S T L S e B e e A A L e LS T e A S
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00
Minutes
Retention Time % Area
1| 6.328 2.57
2| 6.593 93.38
3| 7.795 1.68
41 10.605 2.37
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s NH;y Viater

f 2—NH
HO N
5r
|
¥ ,
I'I L)
DMsO
J\, L L
14 13 12 11 10 ] 8 7 [} 5 4 3 2 1 /] -1
Chemical Shift (ppm)
Sr
e A R i S
W0 220 200 180 160 140 120 100 &0 60 40

Chemical Shift (ppm)
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5s

111-92C-july-rp-5 3: Diode Array
3.47 Range: 2.373
2.04
2
2 E
5.52
OO T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-92C-july-rp-5
o] 011
- s 032 102
66 T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-92C-july-rp-5 1: Scan ES+
B 351 TIC
580 1.47e7
] 0.08 6.14 6.25 845872 9.04 036
; 110 4.91 -14 6. 7.597.86 -04 9.
4 T T T T T T T T T T T T T T T T T \Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 .00
111-92C-july-rp-5 67 (3.566) 1: Scan ES+
100~ 191.19 7.84e6
S
1 208.18
| 150.16
| 151.15 209.24 469.16
0 130.73 ‘/ ‘\ ( 232.24 308.11_320.21 410.38.442.25 N\ 487.28515.18 567.08 599.756/15'0g 676.18 730.07 776.36 79:;'17?
T 1 T T T T T T T T T T T T T T T T T T T T T T T T 1
100 150 200 250 300 350 400 450 500 550 600 650 700 750 800
1.80
: -
1.60- <]
1.407 T
1.20
5 1.001
< 1
0.80
0.60
; g
0.40: 3
0.20 e
0.00
T e e L L B e L T B e o e L S B T e T B LA B T B e e S AR A
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00
Minutes
Retention Time % Area
1| 6.307 92.30
2] 9.696 7.70

141



Vater

NH;
| J—NH
N
HO
55
i L
.
DMSO
| J o i
T T T T T T T T T T T T T T T T T LI T T T T T T T T T L] T T
13 12 1 10 ] 8 7 6 5 4 3 2 1 o -4
Chemical Shift (ppm)
55
T T T T T
220 200 180 160 140 120 100 80 60 40 20

Chemical Shift (ppm)
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5*s

111-92C-july-rp-11 3: Diode Array
5.53 Range: 2.75
5 2.04
<< E
0.0 T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-92C-july-rp-11 2: Scan ES-
_ TIC
1.12¢6
Q\E,
0.16 1.07 :
24 T T T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-92C-july-rp-11 1: Scan ES+
_ 5.60 TIC
3.78e7
u =]
1 T T T T T T T T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-92C-july-rp-11 105 (5.605) 1: Scan ES+
100 191.19 1.40e7
LIS 10219 24828
] 150.22
f 193.24 249.29
] 149.23‘ 189.28 311.29 3
o ‘ ! ‘ i ) ‘( 271,23 /""" _338.32 391.54 1‘136.23‘464.2‘7493.2‘9 54930 585.27_599.15650.33 68941 786.54794.41
111-92C-july-rp-11 105 (5.631) 2: Scan ES-
100 190.20 1.98e5
]11831
2] 189.21
] 246.31
119.30 191.19
149.23 247.30
obd ‘ I 30038 34632 379.18 43531 49739 54718 5933360219 0493767665 78926 44447 79560
L e L B o e L L o  EL A e A s o 11174
100 150 200 250 300 350 400 450 500 600 650 700 750 800
1.60 &
] @
1.40*: &
1.20
1.00
2 ]
< 0.80
0.60+
0.40 ©
] &
0.20*: <
0.00- f# AN
—_——— : ——
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00
Minutes
Retention Time % Area
1| 6.326 3.10
2| 9.661 96.90
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HO

5%g

L

L ARREE REELS RAL RS RAREE RERE) R

Chemical Shift (ppm)

LR | LAS LEELE LELLE LA TTY L T LAS LELEE LERR) LA TT
14 13 12 " 10
5%
T T T T T T T T T
220 200 180 160 140

T T T
120 100
Chemical Shift (ppm)
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St

111-84b-rp2-42 3: Diode Array
3.53 Range: 2.621
2.0
2
<<
0.0 T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-84b-rp2-42 2: Scan ES-
_ 3.59 TIC
1.31e6
] X
S 9.76
E 1.66 2.41 6.70 740767 7.88 831 8.85
26 T T T T T T T T T T T T T T 1
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-84b-rp2-42 1: Scan ES+
_ 3.62 TIC
4.01e7
S
0.08
4 T T T T T T T T T 1 Time
0.00 1.00 2.00 3.00 4.00 5.00 6.00 7.00 8.00 9.00 10.00
111-84b-rp2-42 68 (3.647) 2: Scan ES-
100+ 208 2.33e5
134.37
PN
] 205.27,
| 22232
| 165.29
] 223.38
oAl L ‘ ) 278300730 gers  Uusa2 4028 55716 sosm1 emsepeanss TR U 7rase [0
BPSRTOUR. ' USRS NSV RS SMMIMRMSURAI USRS RN S M RO 4 NSRBI NI W e 4
111-84b-rp2-42 67 (3.566) 1: Scan ES+
100 207.25 8.53e6
] 189.28
O\CL
1 166.28
161.33 208.31
1 263.2. 501.29 . X
o 114‘3;123.331‘ L \/22536 /63 % 307.32.319.29 379.05 447.41.456.20484.30 5553158546 00 20 87081 g5 45 755.00784.89794.21
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 1
100 150 200 250 300 350 400 450 500 550 600 650 700 750 00
2.00
E N
1.807 &
] L
1.60
1.40+
1.20-
2 1.00]
0.80
0.60-
0.40
0.20
0.00
e T T — — e
2.00 4.00 6.00 8.00 10.00 12.00 14.00 16.00 18.00 20.00 22.00 24.00 26.00 28.00
Minutes
Retention Time % Area
1] 5.632 100.00
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S NHz

| —nH
HO N
HO
5t
; Water
I
\|. DMSO
[
{1 ]
! ) I
e o A a8
Al 1
B e R B B e B e B e e R B U 3 S T
14 13 12 11 10 4 1 -1
Chemical Shift (ppm)
5t
220 200 180 160 140 120 100 a0 60 40 20

Chemical Shift (ppm)
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Biology Supplementary Information

1. Pull down assay

(E)-4EGI-1
RYF-768

@]
)
=
()

(E)-4EGI-1

RYF-768
DMSO
(E)-4EGI-1
RYF-768

@)
A
=
[a]

(E)-4EGI-1
RYF-768

250

138

50
37

250
elF4G 150

elF4G 100

elF4E

15 4E-BP1

10

2. Effect on the expression of the proteins of the translation initiation
machinery:

(E)-4EGI-1 1d
Marker DMSO 50uM  25uM 50uM  25uM

mTOR

B—actin
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S0um
(E)-4EGI-1
SuM
1d
S0um
1d
SuM

——
o G}
v —_
= -
£ A
-
w

P70S6K

actin
S 2 =
B mE T LS JE i JIE S S
S %¥3%3 "3 -3 —“& —“g -3 W«
- 1N AK] ()] K] n K] n
= W

2104 1543
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G G T S
8 82 82 rué m% —% —Z ‘O% — A
= SO s —O 3 e} ot 8 H
Ia) .:;.Lﬂ G}Q N N 0] K] n

9
<

= phosph.
e o= === e

3. Effect on the expression of the oncogenic and housekeeping
proteins :

i & =
O 02 02 = = o S = B35
wv = m S m = — I —
b $85gQ "3 -“g —“3 —“g -3 K
'a) SL'\ GK] N K] n K] N

4089,0.193650 3412 3367 3527 3563 :
actin

097

Cyc D1
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