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LC-MS

Mass List Report Page 1 of 1

Sample#: )’_GJ__QQ_G_ Sarnple Locaticn m_a_-gz Sample Id YG1-066 Operator m
L mi 8 0708-N 014
Method: D:\TOF Data\damethnds\EASY ACESS‘LANM\mass Ilst xml

4.wiff Acq Time: July 17 2008, 10:09:15 AM

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

BTG of TOF WS from 170708 NEG 106106001474 Wit WMax 8 56 cps
PPN 393.99

8.0e6
7. 6e6
7 006
6606
5 Se6
5.0e6

45e6

(=

4.0e6 417,00
3.5e6
3.0e6 -
25e6
2006
1.6e6
1.006
5.0e5

oo

67 ©0=2 ©3 o4 085 06 07 ©08 09 10 11 12 13 14 186 16 17 18 15 20
Time, min

Period# : Average of all periods Experiment# : Average of all experiments

[Peaks# [ Experiment# [ Time [ Area | MostAt it M
[ 1] 1] 030[343491E7 393.98851 |

W TGF WS 6 257 10 6 476 min rom 170708 -NEG160_1006-0147 4 wilf AGient WMax 2 Aes counts
5 B 393 0885
2 2e5 4
2 0es
1.8e5 o
1 605 o
1 4es o
1205 - 317 9900

1.0e5 o

8004

6004 248 9607

4.0e4 3pa 9833
379.0012

| 1 O

260 560 a0 5o 6060 700 860 560 7000 3700 7200

Peak# : 1 Experiment# : 1 Retention Time : 0.30 min

Thursday, July 17, 2008 10:11:22 AM



HRMS

Empirical Formula Confirmation Report

Page 1 of 1

mi

Sample Name: Xglgj_ﬁ Sample Locahon' E‘;_Aﬂl Samp[e 1d: mﬂﬁ Operator EgﬂAggg_s;
Data File Name: D;\P e 0 49

Method: D:\TOF. Data\damethods\EASY ACESSZANM\E

ff Acq Time: July 18 2008, 07:25:11 AM

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

(=

Merged XIS ot 156 457, 553 5885, 755 564

1800
6505 o

5 505 4

5.0es5
ases \
a.0es

B \

3.0e5 \

2.6e5 4

2.005 4

1505

1008 \

50047 J
oo

Wiex € 5ot cps

©7 oz o3 o4 o085 o6 o7 o8 09 _10 11
Time, min

T2

Merged XIC, Period# : 1

Experiment# : 1

[y

~TOF MS 0265 to 0 406 min from 180708 NEG100_1006-01457 wiff Agient
317.9904
4e5

393 9885
365

248 s6085
2e5

1
5
4
11085
1.0e5
s
3pa o833

——154a.9736

79 0917

sses

Max 7 de5 counts

a53.9681
J7esse2 204 9708
1 0.47\ {
ool wuli L Al Lo ity o Lok n
=36 260 £50 556 766

300
m/zamu

76606 7160 200

Ve

TTOF WS 0 265 1o 0,406 min from 180708 NEG 100 10006 01457 Wil AGient

393 9885
1.3e86 4

1 2e8 4
1108
1.0e6 4
5.0e04 -
8004
7.0e4
6.0ea
5.0e04
4004
3004 394.9905
2 004

»
1.0e4a

Wisx 7 4s5 counts

5556 3540 ER 3550 3555

35686

357 0 357 8 5580

[ Formula

[c d Mass

| Peak RT (min) | Peak area | Description |

T
|l
[c16H13NO5S3 | - | 394.99558 |

0.31 [ 3.23556 E6 | --

| P

[ Al

) i lon Mass I Measured Mass | Error (mDa) | Error (ppm) [ Ret. Time Error (min) |

[m-H-

135068.67 | 393.98831 | 393.98854 | 0.23500 |

0.60 | -

Friday, July 18, 2008

7:27:22 AM
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Page 1 of 1
Area % Report
Data File: C:\EZChrom Elite\Enterprise\Projects\HTS Chemistry\Data\Yiyu\proteasome\YG1-066 CH3CN
35 H20 65 TFA 0.1 1ml 30 min.met 7-23-2010 2-45-30 PM.dat
Method: C:\EZChrom Elite\Enterprise\Projects\HTS Chemistry\Method\Yiyu\analytica\CH3CN 35 H20
65 TFA 0.1 1ml 40 min-postrun.met
Acquired: 7/23/2010 2:47:47 PM
Printed: 7/23/2010 3:19:59 PM
f Ty ]
75 Retention Time i’ 75
; |
50- i 50
g l
25 « g ‘ S < ]
| ] < = T
& = 5 © b ’
1; 5 10 5 20 25 30
Minutes
2: 254 nm, 4 nm Results
Retention Time Area Area %
8.053 4427 0.20
11.840 4423 0.20
15.587 2149247 97.63
18.707 7808 0.35
21.147 35511 1.61
Totals
2201416 100.00

---< General Method Parameters

No items selected for this section

---< 2: 254 nm, 4 nm

No items selected for this section
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2. Compound 15b
'H NMR
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T
—7.98
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TEE
7ES
T2
761
760
760
7,38
T3

N

7T
716

hv

i

L

.00

F-a000

~2000

~Foon

+enon

FENO0

(4000

2000

2000

- 1000

Compound 15b
prifon NVR tH

20000

19000

12000

17000

= 16000

15000

14000

12000

12000

11000

10000

fa000

~8000

7000

FE000

5000

4000

3000

2000

1000

~-1000

— 1540435
152733
— 1406442

1338579
1230704
132.8156
1294926
1284172
1282265
126.9978
1254241
124.1594
i

_~154,043E

1527331
—140,6942

%

1338579
1330704
S-1328186
1294926
_-1mdrre
1282265
— 1263978
1262963
T-125.4241
1241594
1234241

107,437

F1on0n

Faono

Fgoon

Fron0

reoon

5000

4000

2000

Fzonn

Ftoo0

o

—1000

—34.7345

Compound 15 b C-13 NWR

10000

ra000

000

7000

[E000
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-0

3000

2000

1000

o

~-1000
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LC-MS

Mass List Report

Page 1 of 1

Data File Name: D;\P 1ta\0810
D:ATOF Data\damethods\EASY ACESSLANM\mass llst xml

‘Sample#: ¥G1-169-1 Sample Lowtron'Ei:Bﬂz Sampie id: y.e.um Opera!nr Eaﬂ&&iﬁ
e 2 08-ES S 430. wiff A°qume MMM&:L_BM

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

W TG of TTOF WS from OB100B ESI_POS2-05450 Wit
S— 44200

3.0e6
2806

2 6e6

|
;

2.0e5

Wex 3 756 cps

2.4e6 ] /\
2.2e6 ]
2.0e6 ]
4 1.806 ] 223.07

0.0
57 ©0=2 03 04 o0& 06 07 086 09 _a06 i1 12
Time, min

Period# : Average of all periods

Peak# [ Experi [ Time [ ‘Area | Most Abundant Ma: ]
1 1] 031 [9.15107E6 | 442.00723 |

Experiment# : Average of all experiments

W TTOF MS 03717 16 0670 min from OB1008 ESI_POS2.05430 wiff Agient

442 0072
3.2e4

3.0e4
2804
2. 6ea
2404
2204
2004
1.804 ]

6ea -

[

-
1,404
1.2e4]
1004

80000 443 bos7

s000.0 a21|p274

4000.0
»

2000.0"
6.5 L L ol . L

Wew 3 584 counts

280 =00 280 360 350 ad0 ag0 560

Peak# : 1 Experiment# : 1 Retention Time : 0.31 min

Wednesday, October 08, 2008

18:46:20 PM

S7



HRMS

Empirical Formula Confirmation Report

Page 1 of 1

Data File Name: D; i

Sample Name: YG1-159-1 Sample Location; P1-C-06 Sample Id: YG1-159-1 Operator:

EasyAccess

T
Method: D:\TOF_Data\damethods\EAS

ACESS2.ANM\efc.xml

iff Acq Time: October 23 2008, 01:13:20 PM

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

Merged XiC at

420.02

70 576, 275 075, 450 055, 442 007, 467 581, 635 043

vy

o
4
5
a
1
4
o
3

A
s
8
7
&
s
a
3
2
4

se6
Be6
7e6 ]

o6
3e6
2e6

1e6

oes
oes

oes

oes |
oes
oes -
oes
oes |
oesy
oes

A
see ] \

o.0

)

.

Wiax 7586 cps

oA

o2 o3

6a os oe o7 o8

G

E)

R
Time, min

T = A

Merged XIC, Period# : 1

Experiment# : 1

1.9e86
1805
1.7e8
1.6e5 ]
1.5e5
1.4e8
1 308
1.2e5
11es
1.0e5
s.0e4

=

8.004 ]
7.0e4

L

L L

azo0

a2

as

TTOF WS 0 26416 0 455 min from 231008 ES1_POS2-03571 Wit Agient

0240

laa2 coe7

WViax 7 565 counts

2 €D

260

250

300

380

400

280
mizamu

azo0

1.1e8
a1

4004 a

2004y
1004 ] A
0.0 bl

a

0240

oose

10266

2.0220

i

439 9916

WS G 26415 0 458 min from 237008 ESI_POS2 03571 wiff Agient

442 0067

433 0092

457 9802

220

222 aza

EET

FET)

230

232 a3a  a3e

mizamo

244 ade

aga

Y
ase

T
Ges @60 a6z

P

| Mass

| Peak RT (min) | Peak area [ Description |

[[c16H13N50383 | -

['419.01805 |

0.32 | 1.13325E7 | -

(counts)

lon:Mass

Measured Mass

Error (mDa)

Error (ppm)

Ret. Time Error (min)

M+

20825.27

419.01750

419.01239

-5.11698

-12.21

M+H}

186981.04

420.02533

420.02397

-1.35572

-3.23

[M+Na}+

131203.64

442.00727

442.00667

-0.60229

-1.36

IM+KJ+

20152.54

457.98121

457.98015

-1.05493

-2.30

Thursday, October 23, 2008

13:15:32 PM
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HPLC

Area % Report

Page 1 of 1

Data File: C:\EZChrom Elite\Enterprise\Projects\HTS Chemistry\Data\Y iyu\proteasome\YG1-159-1 CH3CN
40 H20 60 TFA 0.1 1ml 40 min.met 8-20-2010 12-17-32 PM.dat
Method: C:\EZChrom Elite\Enterprise\Projects\HTS Chemistry\Method\Yiyu\analytica\CH3CN 40 H20
60 TFA 0.1 Iml 40 min postrun.met
Acquired: 8/20/2010 12:19:49 PM
Printed: 11/2/2010 1:24:34 PM
2 263 am At = |
| Retention Time | |
100 I 100
|
50 o = Ls0 2
| i ]
| I o ~
01— J|A SR S 0
' @
0 5 10 15 2 2 30 3 40
Minutes
2: 254 nm, 4 nm Results
Retention Time Area Area %
8.120 2148498 93.14
20.413 62418 271
27.133 95754 4.15
Totals
2306670 100.00
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LC-MS

Mass List Report

Page 1 of 1

Sample#; YG1-159-2 Sample Location:

P1-A-06 Sample Id:
Data File Name: D;\P ist\10-08

cts\chem

PM :
Method: D:\TOF Data\damethods\EASY ACESS1.ANMimass_list.xml

YG1-159-2 Operator: EasyAccess
ata\2210 NEG100 1000

wiff Acq Time: October 22 2008, 05:11:12

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

BTG of TOF WS from 2271008 -NEG 1001000 03665 wir

PRy 403.00
2.0e6
3 8e6
3.606
3 4e6

3.2e6
3.0e6
2806
2.6e6 ]

s

2. 4es ]
2206
2 0e6

se6
6e6
aes |
206
ces

8.0e5 ]
6. 005 |
4.0e5¥
2.0e5

0.0

WMaw 3 766 ops

s17.38

©7 o602 03 04 08 06 07 08 09 _10 11 12

Time, min

20

Period# : Average of all periods Experiment# : Average of all experiments

[ Peak# [ Experiment# [ Time | Area | Most Abundant Masses/scan I
1] 1] 033]201775€7 | 402.99952 |

W TGF WS 6255 16 0 641 min from 221008 -NEG100_1006-03653 wiff Agient

202 99986

1.8e5

1.7e5

!
s
s

7
&
s

Ges
ses
4es
3es
2e5
1es
Oes
oea
Oea
oea]
oea ]
cea

4004
3.0e4
2,004y
1.0e4a

] | L

a82.9377

WMax 7 868 counts

260 360 @00 560

7000 3760 7Zo0

Peaki# : 1 Experiment# : 1 Retention Time : 0.33 min

Wednesday, October 22, 2008

17:13:18 PM
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HRMS

Empirical Formula Confirmation

Report

Page 1 of 1

Data File Name: D: i
Pi

Method: D:\TOF_Data\damethods\EASY ACESS2.ANM\efc.xml

Sample Name: YG1:159-2 Sample Location: P1-C-01 Sample Id: YG1-159-2 Operator: EasyAccess ‘
D:\PE Sciex Data\Projects\chemist\10-08\Data\231008-NEG100_1000-03566.wiff Acq Time: October 23 2008, 12:50:10

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

W eroed XIC at
S 403 01
7.5e8
7. 005
6 5e5
6.0es
5505
5.0e5
4505

|
2505 /

20ms \
1ses |

1.0e8

Ve

5 004

560 596, 403 000, 807 607

Wax 7 55 cps

oo
67 o=z o3 04 o068

e o7 o8 o0 _10 11

Merged XIC, Period# : 1 Experiment# :

1

1308 4 40z

| ———

i come]

5.0e4
1249908
4.0e4

3.004

2.0ea

¢ O.d’

J ¥ VT N

W TGF WS 0 266 16 0 475 min from 2371008 -NEG100_1000-03566 wiff Agilent

so89

s1a.9788

482 938,

WVax 1 3e5 counts

200 360

L s 13 U
3 s55 535 55
P

B0 560 7600

7760 3Zoo0

7\ ses 4029989
1.2e5
1.1e5
1.0es
9004
8004

7.0e4 -

6.0e04

5.0e4 -

4004
__403.9997

W TSF WS 0 266 16 0 475 min from 231008 -NEG100_1000-03566 wilf Agient

s1a 9788

3004
4829388 g16/95901
2 004
asalo3s7
>
1.004"
0.0 L L

Wax 1 368 counts

236 440 4o aso 860

536 530 580 680 600 630 640 660 680 700 720 740

760 780 800

[ Formula | Compound name | Mass [Peak RT (min) E :Peak area | Description ]
[[ci6H12N40383 | - [404.00715 | 0.33 | 4.93637 E6 | -
P (counts) | lon Mass | Measured Mass | Error (mDa) | Error (ppm) | Ret. Time Error (min)
[M-H]- 135976.83 | 402.99988 402.99892 -0.95878 -2.38 =
[2M-H]- 2926.85 | 807.00703 807.00339 -3.63637 -4.51 -

Thursday, October 23, 2008

12:52:22 PM
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HPLC

Page 1 of 1
Area % Report
Data File: C:\EZChrom Elite\Enterprise\Projects\HTS Chemistry\Data\Yiyu\proteasome\YG1-159-2 CH3CN
40 H20 60 TFA 0.1 1ml 40 min.met 8-16-2010 6-50-06 PM
Method: C:\EZChrom Elite\Enterprise\Projects\HTS Chemistry\Method\Y iyu\analytica\CH3CN 40 H20
60 TFA 0.1 1ml 40 min postrun.met
Acquired: 8/16/2010 6:50:50 PM
Printed: 11/2/2010 1:23:20 PM
300 - z2 ;  Faoo
| Retention Time |
200 | ‘rzoo
g ‘\ | g
100 5 5 § r‘.oa
el < S :
o
e
0 s 10 s 20 25 a0 35 40
Minutes
2: 254 nm, 4 nm Results
Retention Time Area Area %
4.307 15723 0.38
5.400 3817846 91.71
11.427 149246 3.59
20.253 180116 433
Totals
4162931 100.00

S13
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LC-MS

Mass List Report Page 1 of 1

Sample#: YG4-040-2 Sample Locallcﬂ EL-.Q&& Sﬂmple ld Iﬂﬂﬁ&} Opefamf EasyAccess
Data File Name: D:\PE Sciex Datal 810 082-15228 wiff Acq Time: August 06 2010, 04:42:36 PM
D:ATOF Data\damethods\EASY AGESSLANM\mass llst xml

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

WS o T TOF MS from OG0B10 ESI_POS2 16228 Wit Wex 7 596 cpe

406,01
1.3e6

1.2e6 ]
1106
1.0e6 4
5.0e5
8.005 |

7.0es

Ve

6.0e5 |
5 0es -
4.0e5
3.0e5
2005

1.005"

o.0

67 o6z o053 04 085 06 067 08 085 _406 441 12 13 14 18 16 17 a8 15 20
Time, min

Period# : Average of all periods Experimenti# : Average of all experiments

[[Peak# [ Experiment# | Time | Area [ Most Abundant M ]
1] 1| o29[271028E6 | 406.00700 |

W TGF WS 0 235 16 0507 min from OB0B10 ES1_POS2 16228 witf Agiient WMax 2 164 counts

2104 406.0070

2.004
1804
1.6ea
1 404
1204
1.0e4 4

8000.0 o
s000.0

4a000.0

2000.0%

c.0 Lot L Ll Jl
266 00 60 EC) 7660 7260 7266 Te60 7800
mszamu

Peak# : 1 Experiment# : 1 Retention Time : 0.29 min

Friday, August 06, 2010 16:44:44 PM
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HRMS

Empirical Formula Confirmation Report

Page 1 of 1

Sample Name: YG4-040. 2 Sample Lmhon,gﬁ;ﬂi Sample Id: xgim_z Operator ngggs_;
Data File Name: D:\PE Scie e 1

Method: D:\TOF. Data\damethads\EASY ACESS;ANM\efc xml

35.wiff Acg Time: August 06 2010, 05:04:36 PM

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

W Verged XIC =t 203 508, 406 003, 406 010, 427 993, 443 566, 8171 012

—— 406.01
2 6es o

2 aes \\
\
g 1 des

4.0e4

»
2004

Waw 2 B85 cps

oo =l L

67 62 03 04 08 06 07 08 09 _10 41 12 13 14 18 16
Time, min

Merged XIC, Period#:1 Experiment#: 1

W ToF WS 6 247 t6 5348 min from 060810 ES1_POS3 15355 Wil Agient
— 406 0078

5004
4 8aa
40aa
3504
3.0e4

173.0768
2604

==

2004

1.604]

1.004

s000.0K

o

T 5ea counts

== Hllz.ngnuuﬂ LL o s a—

m/zamu

260 7200

T800

W TTOF WS 0 247 t6 0 548 min from 060810 ESI_POS2 15255 witf Aghent

_—a06.0078

Wax & 564 counts

5304
50ea
aces
4004 ]
s5ea
E 5004
2504
1.504
1004
s000.05 L
o0 Bz —sas sooe%6 Ed0 Eec Eac evE, “e%b sac ee0 ead e 3o vas 7o 786 “s6e
[ Formula  [Compoundname [ Mass [ Peak RT (min) | Peak area | Description |
[ c15H11N50383 | - | 405.00240 | 0.28 | 1.05080 E6 | -
Specit A lon Mass ‘| Measured Mass | Error (mDa) | Error {ppm) | Ret. Time Error (min) |
M+ 1919.27 | 405.00185 404.99629 -5.55965 -13.73 -
[M+H}+ 52837.78 | 406.00968 406.00754 -2.14179 -5.28 -
[M+Na]+ 4772.00 | 427.99162 427.98902 -2.60337 -6.08 -

Friday, August 06, 2010

17:06:50 PM
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Area % Report

Data File:

35 H20 65 TFA 0.1 1ml 30 min.met 8-9-2010 3-16-19 PM

Page 1 of 1

C:\EZChrom Elite\Enterprise\Projects\HTS Chemistry\Data\Yiyu\proteasome\Y G4-040-2 CH3CN

Method: C:\EZChrom Elite\Enterprise\Projects\HTS Chemistry\Method\untitled.met
Acquired: 8/9/2010 3:17:03 PM
Printed: 10/29/2010 4:48:12 PM
I s sa iR 1
150 Retention Time A [ 150
100 I L 100
2 ] i { z
50 i 2 50
| = |
- ; : |
0 i T S et o
| i L] |
— ; ‘ : |
0 5 10 15 20 25 30
Minutes
1: 254 nm, 4 nm
Results
Retention Time Area Area % Height Height %
9.547 2841826 96.42 150553 98.90
20.413 105595 3.58 1678 1.10
Totals
2947421 100.00 152231 100.00
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5. Compound 15h

'H NMR
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LC-MS

Mass List Report

Page 1 of 1

Sample#. YG4-1121 P ion: P1-C-06 ple Id: YG4-112-1 Op
Data File Name: D; iex j i o -112-11- 2]
Method: D:\TOF_ Data\damethods\EASY ACESS1.ANM\mass_list.xml

)S2.wiff Acq Time: May 24 2011, 01:45:35 PM

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

W TS o7 TTOF WS frem YO A 112 11 240611 ESI_ POSS Wit
o— 482,12

2 ae6

2206

2.0e6

8.0e5
6.0e8

4.0e5

29.5!1
oo

Wax 266 cps

67 o=z o033 04 08 06 07 08 08 10 a1 12
Time, min

i3 a4 186 a6 47 18 48 20

Period# : Average of all periods Experiment# : Average of all experiments

[Peak# [ Experiment# | Time [ = Area
L 1] 1]

-] Most Abundant M ]
0.33 [ 858794 E6 | 482.13168 |

W TTGF MS 03227 16 0676 min from YG A 11211240611 ESI_POS2 wiff Aglient

e ia 4821317

4004

3504

3.0e4 ]

2.6ea]

2.004

1504

1 .004

Wiax 4 Aed counts

5
o, 00

I
L) 360 236 60 760 860 566 _ 1000
mszamu

7700

3360

7300 1400 1606 1600 1700 1800

Peakd# : 1 Experiment# : 1 Retention Time : 0.33 min

Tuesday, May 24, 2011

13:47:45 PM
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HRMS

Empirical Formula Confirmation Report

Page 1 of 1

Data File Name: D;

Sample Name: YG4-:112-1

Method: DATOF_Dataldamethods\EASY ACESS2 ANMiefc xmi

Sample Location: EJ_:D_&'L Sample Id: YG4-112-1 Operator:

EasyAccess

iff Acq Time: October 22 2010, 01:53:10

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

W erged XiC St
3766
3 6e6]
3 4e6 ]
3206
3.0e6
2 806
2 6e6 ]
2 4e6 ]
2.2e6
2.0e6
1806
1606

Ve

1.4e6 ]
1.2e6
1.0e6
8.0es
6 0es

4.0e5
2 0es
o.0

247 665, 481 124, 462 132, 604 173, 520 087, 563 356

aB2.14

|

J

Max 3 7e6 cps

o

o= 3 o044 o0s oe o7 o8 065 _i0
Time, m

ERE]

Merged XIC, Period# : 1

Experiment# : 1

6 4es
6.0e5

5. 5a5 4

5 0es

46505

4.0e5

3.6es

3.0es5

2605

2.0es5 4

1 6e8

1.0e8
C

1021280

as2 1349

BETITOF MS 0261 to 0,458 min from YO A 11217 227070 EST F5SS Wit ASTent

L S W (Y \L

WMax 6 465 counts

=il

260

260 660 860 il

666

mszamy

=

B 7260 7600 1800

3.7e8
3 6es
3. 4es
3.2e8
3.0e5
2805
2605
2 4es
2.2e5
2.0e5
1.805 ]
1.6e5 ]

Terbro

1.4es ]
1.2e85
1.0e5 ]
8 0ea
6.0eak
a0ea ]
2004 ‘
G, I AN

_—as2 1349

L . b

B TOF MS 0281 10 0 468 min from YG A 112 77 227070 ESI F553 Wit Agient

WMax € 4e5 counts

560

[ Formula

[ Compound name |

Mass I Peak RT (min) | Peak area

[ Description

[[c23H23N503s2 | - | 481.12423 | 0.31 [ 150053 E7 | -
S Abundance ) | lon Mass | Measured Mass | Error (mDa) | Error (ppm) | Ret. Time Error (min)
M+ 11209.37 | 481.12368 481.12463 0.94722 1.97 -
[M+H}+ 390907.19 | 482.13151 482.13487 3.36201 6.97 -
[M+Na]+ 33888.36 | 504.11345 504.11685 3.40078 6.75 =
[2M+H]+ 48438.21 | 963.25574 963.26119 5.44751 5.66 -

Friday, October 22, 2010

13:55:23 PM
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HPLC

Page 1 of 1
Area % Report
Data File: C:\EZChrom Elite\Enterprise\Projects\HTS Chemistry\Data\Yiyu\proteasome\YG4-112-1 CH3CN
50 H20 50 TFA 0.1 1ml 40 min.met 11-1-2010 9-39-31 PM
Method: C:\EZChrom Elite\Enterprise\Projects\HTS Chemistry\Method\untitled.met
Acquired: 11/1/2010 9:40:17 PM
Printed: 11/2/2010 8:59:34 AM
Retention Time
100 - | 100
| |
> | | ‘ >
€ f €
50 | 50
| 2 | |
b S
M
0+ T o— —+0
0 5 10 5 2 2 0 35 40
Minutes
1: 254 nm, 4 nm
Results
Retention Time Area Area % Height Height %
3.360 29592 0.86 3388 2.61
14.520 3429846 99.14 126423 97.39
Totals
3459438 100.00 129811 100.00
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6. Compound 15j

'H NMR
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Mass List Report Page 1 of 1

Sample#: YG4:112-2 Sample Location: P1-B-01 Sample Id: YG4-112-2 Operator: EasyAccess
Data File Name: D:\PE Sciex Data\Projects\Yiyu Ge\10-10\Data\YG4-112-21-221010-ES|._POS2,wiff

Method: D:\TOF_Dataldamethods\EASY ACESS1.ANM\mass_ list.xmi

iff ‘Acq Time: October 22 2010, 12:33:18

asa07
5.0e6

B 5es
8.0e6
7 506
7 0e6
6506
&.0e6
5 5e6
5 0e6
4506

Ve

4.0e6

3.5e6

3.0e6

2 5e6

2.0e6

1506

1006y

5.0es
oo

W TC of TTOF MS from YGA 11221221010 ESI_POS2 Wit Wiax 5 26 cps

e 57 ©s ©88 18 a4 13 a3 aa a8 a6 17 18 19
Time min

Zo

Period# : Average of all periods Experiment# : Average of all experiments

[Peak# | Experiment# | Time |  Area | Most Abundant Masses/scan |
T 1] 0.31]3.84290 E7 | 102.12778 |

o 1021278
2 2e5
2 0es o
1 8es
1.6e5
1.4e8

494.0737
1.2e5 4

1.0e5 o
8004
6.0e04

4.004

2.00a¥ h
aieLLLELL

W TTSF WS 0 265 10 0 BE3 minfrom YG A 11221 221010 ESI_POS2 witf Agnent WMax 2. 465 counts

=60 260 6o 860 7000 3200 7400 7600

7800

Peakd# : 1 Experiment# : 1 Retention Time : 0.31 min

Friday, October 22, 2010 12:35:25 PM
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Empirical Formula Confirmation Report

Page 1 of 1

Sample Name: YG4-112-2 Sample Location: P1-D-02 Sample Id: YG4-112-2
Data File Name: D;\PE Sciex Data\Projects\Yiyu Ge\10-10\DatalYG4-112-2

Op

Method: D:\TOF_ Dataldamethods\EASY ACESS2.ANM\efc.xml

erator;
010:ES

iff Acq Time: October 22 2010, 01:56:27

Ao @4 ad

o

e
.
-
o
=
et
o]
o
int \
e
B
e
rienk \
e
st

1.0e8

o

37 647, 493 067, 454 675, 516 057, 632 031, 567 143

49407

i

WMax 7 6e6 cps

©° o=z ©3 o4

Merged XIC, Period# : 1

Experiment# : 1

4.0e5

W TSF WS 037416 0358 minfrom YG A 112-21-221010-E51_POS2 Wit Agllent

__102.1278

i

494.0739

WMax 4 0e5 counts

h T

60 7600

m/zamu

3200 7400

7600 3800

o

2 45
2.2e5
2005

1.8e5 o

1.6e6 4

ﬁ 1 aes
g 1205 |

1.0e5
8.0ea
&.0ea

a0can

s W k .

o

NS 0 37A 0358 minfrom YGA 112271 221010 ESI_POSZ wilf Agnent

_—asao73s

Waw 405 counts

7
Mz amu

560

Formula |

[e

nd name i Mass [ Peak RT (min) | Peak area I'Description I

[ C23H16FN503s2 [ -

| 493.06786 |

0.31 [ 6.26626 E6 | —

Species

(counts) | lon Mass | Measured Mass | Error (mDa)

M+

Error (ppm)

‘Ret. Time Error (min)

9307.48 | 493.06731 493.06116 -6.14645

-12.47 -

[M+H}+

246536.55 | 494.07514 494.07394 -1.19645

-2.42 =

[M+Na}+

26985.03 | 516.05708 516.05637 -0.71237

-1.38 -

[2M+H}*

7303.21 | 987.14299 987.13984 -3.15505

-3.20 -

Friday, October 22, 2010

13:58:41 PM
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HPLC —

Page 1 of 1
Area % Report
Data File: C:\EZChrom Elite\Enterprise\Projects\HTS Chemistry\Data\Yiyu\proteasome\YG4-1 12-2 CH3CN
45 H20 55 TFA 0.1 1ml 40 min.met 10-27-2010 2-55-33 AM
Method: C:\EZChrom Elite\Enterprise\Projects\HTS Chemistry\Method\untitled. met
Acquired: 10/27/2010 2:56:14 AM
Printed: 10/29/2010 4:36:47 PM
[ twman o T}
Retention Time |
50 + Il L 50
J | |
g 25 [ i = res g
g8 g
[ A 8 |
od ——————10
| S S — ]
0 5 35 40
1: 254 nm, 4 nm
Results
Retention Time Area Area % Height Height %
3.973 5146 0.31 567 0.92
6.160 3531 0.21 317 0.52
13.720 1585545 95.36 59413 96.66
29.853 15522 0.93 366 0.60
38.293 52990 3.19 802 1.30
Totals
1662734 100.00 61465 100.00
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7. Compound 15k

'H NMR
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LC-MS

Sample#: YG4-040-6 Sample L.Dr:-a.tlnn P1-807 ‘Sample Id' YG4.040.5 Opcmm E];gg;;agi
Data: Frh Na D.EE_&M, R&cjﬂhhsmxﬂmmmam

AW Ttrz:a Mlﬂﬂ_ﬂ.ﬁm

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

W T mf s ear A Frere

EEE R T =T oF B ) 353 e

A.8a8 anE o7

asoe ] -
! L]
4 i |

] |
3 Fes A \

e

. | !
2 Oat
1 EaG | \

I\

4 Ded
L

oo il

a o= @A G4 o068

Period# : Average of all periods

aw a fee cpn

Experiment# : Average of all experiments

Peak# | Experiment® | Time Area
1 1 0.3 | 229417 E7

Most Abundant Masses/scan
492 07558

W - or W e D SEE e O ann Trorm DEOB IO EH T i He 1 SEas il AgNErt

3 Eal
3 dm
= Zen

= ome

AEF OF 56

2 ass J
2. GmE
2 dmb
2 Zan
= s
1. Ben

1 HmE

aso B0

‘moo R )
mE ey

Peak# - 1

G

e 0 Bl oen

T=oo

Expariment# : 1 Retanticn Time : 0.31 min

Friday, August 06, 2010

TEDO

16:57:18 PM
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‘Sample Name: YGA:040-5 Sample Loca
Data File Name! .
Method: D:

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

2106 383 07

2.0e6 o
1.8e6 -

+.606 1 /
|

6.0e6

s

4.0e6 -

2 065

oc.0

MeToed NS ot DAC 543, 451 072, 492 0795, 614 061, 530.0365, 963.162

Max 2 1e6 cps

DE] o= o3 ola ©'5 o6 Q7

)Y o’s RG] hRE)
Time, min

Merged XIC, Period#: 1 Experiment# : 1

TTOF MS . 0.367 16 6. 403 min from O60810-ESI_FPOS

3.4e86
3. 2e6

3.066

a92.0762

2.8e5
2606 ]
2. 4es
2205 ]

2.0e05 4
1.8e65 4
1.6e5

1.405 ]
1 208 4
1.0e5 4
8.0a4

c.0ma ]
a.0ea
2004
oo Lo

[ N

5236 witf Agilent

L

WMax 3 Beb counts

260 ado 860

BOO 16006

miz amu

7260

7400 1600 1800

TTSF WS G 267 70 0 403 min frorm 060810 ES 1P
__asz.0762
3.4e5 |
3.2a5
3.0e5
2.8e5 |
2.6as |
2. 406 4
2.2e5 |
2 0es
1.8e5 ]
1.6e5 4

1465 ]
1.206

1.0e5 ]
©.004 4
6.004
4004
2.004

TTE235 Wil Agient

Tax 3. 585 counts

0o MLl
Q)

76
m/zamu

I Formula:

[Compotnd name | Mass | Peak RT(min) | Peak area. | Description ]

[ c23H17N50482 | --

[ 491.07220 |

0.31 | 1.03613E7 | -

[

s | Abundance:(counts)

“lon Mass: |

| :Measiired Mass

- Error (mDa)

‘Error {ppm)

| Ret. Time Error (min)

M+

8287.65

491.07165

491.06368

-7.96960

-16.23

VA

359946.57

492.07947

492.07620

-3.27546

-6.66

[M+Na]+

15508.62

514.06142

514.05876

-2.66056

-5.18

[2M+H]+

41565.94

983.15167

983.14487

-6.79518

-6.91

Friday, August 06, 2010

17:19:52 PM
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HPLC

Area % Report

Data File:

CAEZChrom Elite\Enterprise\Projects\HTS Chemistry\Data\Yiyu\proteasome\Y G4-040-5 CH3CN

50 H20 50 TFA 0.1 1ml 30 min.met 8-9-2010 11-00-23 FM

Page 1 of 1

Method: CAEZChrom Elité\Enterprise\Projects\HT S Chemistry\Methodwntitled. met
Acquired: 8/9/2010 11:01:10 PM
Printed: 10/29/2010 4:44:04 PM
3000 F————— F 3000
Retention Time r| b
2000 4 “ k2000
g ] ‘
1000 4 ! | & & k1000
2R 25 LJ a &
1 @ oo « =
o= i g = b
$ LA | | .
| [ I
0 5 10 15 20 25 20
Minutas
1: 254 nm, 4 nm
Results
Retention Time Area Area % Height Height %
3360 56218 0.11 5992 0.22
4.120 10924 0.02 1198 0.04
5.560 29549 0.06 2021 0.07
6307 25592 0.05 2008 0.07
8.160 52618247 99.50 2700174 99.43
16.000 75004 0.14 2599 0.10
21.253 67909 0.13 1757 0.06
Totals
52883443 100.00 2715749 100.00

m
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8. Compound 29

'H NMR
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Mass List Report Page 1 of 1

1 P1-E-03 Sample Id: YG4.018.2 Operator: EasyAccess
ist\07-10\Datal160710-ESI_POS2-14137.wiff Acq Time: July 16 2010, 04:38:27 PM

mist\07-10\Data\186(
SST.ANM\mass_list.xmi

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

WIS of T TOF WS from 160710 ESI_POSS Ta157 Wit NMa= 7596 cps

P 491 .09
se6
7e6
ce6
ses
4e6
3es
2e6

T1es
1.0e6

5.0es

=

8.0es
vioes] ass.07

6 0e5

5.0e5 ]
4.0es 173.07
3.0e5 ]

20as4

1.0es
oo

67 o=z 03 04 085 06 07 08 0® _10 14 42 A3 44 a8 a6 a7 I8 185 320
Time, min

Period# : Average of all periods Experiment# : Average of all experiments

[ Peak# | Experiment# | Time | Area [ Most AbundantM
1] 1] o043]e31694E6 | 491.08617 |

W TTOF MS 0 356 (6 6667 min from 160710 ESI_POS2. 14157 Wit Agient WMax 7 565 counts

— 491.0862

4es -

4
4
4
1.2e5
1
%

J
+.004"] L
oo i
55 =55 555 55 =55 =55 755 555 555 ot oo
g 200

Peakd# : 1 Experiment# : 1 Retention Time : 0.43 min

Friday, July 16, 2010 16:40:34 PM
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HRMS

Empirical Formula Confirmation Report

Page 1 of 1

Data File Name: D;\P

Method: D:ATOF. Data\damethods\EASY ACESSZANM‘(eﬁ: xml

Sample Name: w Sample Locatlon E_‘L_A_Q_Q Sample Id: g_e_g_zg_i Operator gg;yAgg_g;,g
e cts\chemist\0 60710 -14 wiff AchlmeJ_ul!Jﬁ}m_ﬁ_m

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

8 3es
8.0es

7 5es
7.0es
& ses
6.0e5
5 5es
5.0es
4a5es

===

4.0e5
3 5as
3 0es
2.5e5
2.0es
1.5e5
1.005
5.0e4

o.0

491 09

A

/ \

|

W Verged XIC St 246 046, 450 076, 4571 OB4. 513 066, 525 040, 587 767

Max B 565 cps

67 o=z o3

2 os

66 o7 o8

o5 _10 1
Time. min

CIENNE DT B

Merged XIC, Period#:1 Experiment# : 1

1.5e6
1.4es ]

1305 4

1.2e8

1.1e8 ]

1.0e8

5.0ea

8.0e4

7.0e4 ]

==

6.0e4

5.0ea

4004

3.004

2.004

1.0ea

oo

as1

W TTOF MS 0 383 16 0 485 min from 160710 ESI_POS2 14277 Wit Agient

870

{

W% 7 565 counts

TG0 260

360

%0 B

50 %0
mszamu

860 560

1600 700

4 Ses ,—491.0870
1. 405 ]
1.305
1.2e5 ]
1105
1.0e5 ]
9.0e4
8.0ea

7.004

Ve

6.0e4

5.0e4

4004

3.004-]

2.0e4

1.0ea

oo -

W TGF WS 0 365 10 0 485 min from 160710 -ESI_POS2 74277 Wit Aglent

Max 7 5685 counts

EE)

d nam

Mass

Formua | €

[ Peak RT (min) | Peak area | Description |

C24H18N404s2 | -

T
i
| 490.076:

95 |

0.43 [ 3.28869 E6 | -

Y T

Abundance (counts)

lon:Mass

Measured Mass

Error (mDa)

Error {(ppm})

Ret. Time Error (min)

M+ 2189.12

490.07640

490.07464

-1.76096

-3.59

M+H}+ 148950.13

491.08422

491.08697

2.74642

5.59

[M+Na]+ 10451.45

513.06617

513.06970

3.52869

6.88

[2M+H]+ 18871.08

981.16117

981.16489

3.72259

3.79

Friday, July 16, 2010

17:46:45 PM
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HPLC

Page 1 of 1
Area % Report
Data File: C:\EZChrom Elite\Enterprise\Projects\HTS Chemistry\Data\Yiyu\proteasome\YG4-019-1 CH3CN
40 H20 60 TFA 0.1 1ml 40 min.met 8-18-2010 2-47-17 AM
Method: C:\EZChrom Elite\Enterprise\Projects\HTS Chemistry\Method\untitled.met
Acquired: 8/18/2010 2:47:59 AM
Printed: 10/29/2010 5:02:13 PM
100 4 Retention Time 100
\‘ |
> 50 | 150 >
: 8 8 ‘ ’ :
g s |
< - fo A R ‘
0| 8 e R ro
I Q ‘
— . . . - . - T {
0 5 10 15 20 25 30 35 40
Minutes
1: 254 nm, 4 nm
Results
Retention Time Area Area % Height Height %
4.320 15514 0.23 1684 151
14.160 27804 0.41 1060 0.95
23.200 6692262 99.36 108660 97.54
Totals ’
6735580 100.00 111404 100.00
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LC-MS

Mass List Report Page 1 of 1

Sample#; YG4-112-3 Sample Locatio
Data File Name: D:\PE Sciex Data\P

PM = :
Method: D:\TOF_Data\damethods\EASY ACESS1.ANM\mass_list.xmi

YG4-112:3 Operator: EasyAccess

n:P4-B02 Sample Id: s o
j i 0-ES|_POS2.wiff Acq Time: October 22 2010, 12:36:27

ojects 1 Ge\10:10

8906
8 5e6
8.0e6
7 5e6
7 0es
& 5e6
5 5e6
5.0e6
4ase6

=

4a0es
3.506
3.0e6
2.5e6
2 0es
1.506
1.006 4
5 0es

W TG of TTOF WS from YG A 1725712271010 ESI_POS2 Wit Wax B 566 cps.

54408

o.0

67 ©62 ©63 064 08 06 07 08 05 _310 14 12 43 14 186 16 17 18 13 20
Time, min

Period# : A

verage of all periods Experiment# : Average of all experiments

[Peak# [ Experiment# | Time [ Area | Most Abundant M I ﬂ_l
791

1] 1] 031[387168E7 | 102.12

T Tor

2 805
2 605
2 405 4
2205 ]
2.0e5 ]

1.805

1.6e5 4
1.4e6
1 208

1.0e8 ]
8.004-
6004
4.0e4

20044

oo

VS 02720 0 B0Z minfrom YGA 112531 221010 ESI_POS2 Wit Agient W% 2 55 counts

1021279

5440709

L

i

260 @60 660 860 7600 7200 7200 7600 7800
m/zamu

Peak# : 1

Friday, O

Experiment# : 1 Retention Time : 0.31 min

ctober 22, 2010 12:38:33 PM

S35



HRMS

Empirical Formula Confirmation Report

Page 1 of 1

| Sample Name: YG4-112-3 Sample L
Data File Name: D;\P x Data\P

oject

PM o : e
Method: D:\TOF._ Data\damethods\EASY ACESS2.ANM\efc.xml

ocation: P1-D-03 Sample Id: YG4-112-3 Operator: EasyAccess SRR
jects\Yiyu Gel10-10\Data\YG4-112 POS2.wiff Acq Time: October 22 2010, 01:59:43

W erged XiC at

1.10e6 %08
\

7.00e5 - |
60005 -
5.00e5 4

4.00e5 o

Ve

3.00e8

2 00es

1.00as®

0.00

\

572 640, 545 064, 544 072, 566 064, 662 028, 1087 137

Wiew 7 786 cps.

67 o0z o3 04 08

o6 o7 o8

o® 10 A 1=
Time min

Merged XIC, Period# : 1

Experiment# : 1

P 1021277

3.4e5

544.0703

W TTOF WS 0 265 16 0 446 min from YS A 112371 2210710 ESI_POS2 witf Agient

e 3 555 counts

=ora il o ——

660 860

7600
mizamu

7260 7400 7600 7800

5440703
1.4e6 4

1305 |
1205 4
1.1e8
1.0es ]

5.004

8.004 -
7.004
6.004-

5.0e4
4.0e4
3004

2004

1.004

W TGF MS 0 265 16 0 436 min from YGA 112371 221010 ESI_POS2 witf Aghent

Max 3 568 counts

b A A

[ Formula ! Compound name |

‘Mass

] Peak RT (min) | Peak area | Description |

C24H16F3N503S2 | =

| 543.06467 |

0.31 | 5.20252 E6 | -

Species | Abundance (counts) | lon Mass

‘Measured Mass

‘Error (mDa)

Error (ppm)

Ret. Time Error (min)

M+ 3959.35 | 543.06412

543.05716

-6.95692

-12.81 =

[M+H}+ 143213.52 | 544.07194

544.07035

-1.59507

-2.93 -

566.05389

[M+Nal]+ 25292.71

566.05250

-1.38360

2.44 =

Friday, October 22, 2010

14:01:57 PM
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Page 1 of 1
Area % Report

Data File: C:\EZChrom Elite\Enterprise\Projects\HTS Chemistry\Data\Yiyu\proteasome\YG4-112-3 CH3CN
50 H20 50 TFA 0.1 Iml 30 min.met 10-27-2010 10-35-25 AM
Method: C:\EZChrom Elite\Enterprise\Projects\HTS Chemistry\Method\untitled.met
Acquired: 10/27/2010 10:36:07 AM
Printed: 10/29/2010 4:35:07 PM
Relentioﬂnk Tlme
75| i 75
I
50| f 50
g I 3
25 f 2 -1 25
g f ;’5“‘
0- - e S— o
0o 5 10 7 15 20 25 a0
Minutes
1: 254 nm, 4 nm
Results
Retention Time Area Area % Height Height %
3.373 2888 0.12 392 0.44
7.680 7260 0.29 524 0.59
14.587 2464588 99.59 87415 98.96
Totals
2474736 100.00 88331 100.00
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10.'H NMR analysis of intermediat@s, 9a, 12 and13a to show the regioselectivity

of coupling described in Scheme 2.

o) Q Q o] 1
s Ls N L g 5
o CLE = O
3 H
411 3 H 4 3H 4N|
N« *so
02 (6] 2
8a % 12 7 s
%a 13a
3H, 5670
W M l ﬂ
B N jl”h‘l ) A A I N
3806 e s ﬂ
i _Jlﬂuwk k) L_,--'l e Jli._ﬁzm' _____
&4 a3 E:Z a1 E:D 7"3 7‘5 7:7 7.‘5 7‘5 7.‘1 7.‘3 7'2 ?‘1 7ID 6:9 5:9 6:7 5:6 65
1 (pprm)
A
3H,57.24
" }
M "J || |
L 2 nntl]
3H, 5862
. Lo
i VI Ay A
HI‘,'I SIE BI7 S‘E EIE H“i BIZ Hfl SII E‘ﬂ 7‘5 7'8 7'7 7'6 7‘5 7“| 7,‘3 7‘2 7'1 7‘0 ﬁlg E‘H E,‘? Gl'f! &IS
11 (ppm)
B

Figure 1: A, chemical shift (in CDG| 400 MHz) of 3-H in compoun8a (upper)and9a (lower); B, chemical shift (in CDGJ 400
MHz) of 3-H in compound12 (upper) and13a (lower). These'H NMRs indicate coupling intermediatga and 12 with

thiophenesulfonamide proceeded regioselectivellgeati-carbonyl of the naphthoquinone ring.
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