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PART 1. General procedure for the synthesis of intermediates C1~C4

3,4,5-trimethoxybenzoic acid (1.06 g, 5 mmol), EDCI (1.438 g, 7.5 mmol), HOBt
(1.013 g, 7.5 mmol), 4-amino-1-methyl-3-propyl-5-pyrazolecarboxamide (SM) (0.922
g, 5 mmol) and TEA (0.94 mL, 0.75 mmol) were dissolved in dry DCM (20 mL), and
the mixture was stirred at room temperature for 18~20 h. DCM was removed under
reduced pressure after the reaction was completed. Residue and sufficient water are
mixed at room temperature, the intermediate Al was obtained as white solid by
suction filtration. And intermediates A2~A4 were obtained using the same procedure

as intermediate Al.

To a solution of the sodium ethoxide (0.340 g, 5 mmol) was dissolved in ethanol
(20 mL) and added intermediate Al (1.88 g, 5 mmol), and the reaction mixture were
stirred at refluxed for 8~12 h. The resulting solution was concentrated under reduced
pressure and the residue was acidified with hydrochloric acid (15%, v/v) to pH 7. The
intermediate B1 was obtained as white solid by suction filtration. And intermediate

B2~B4 were obtained using the same procedure as intermediate B1.

To a solution of intermediate B1 (1.79 g, 5 mmol) were dissolved in phosphorus
oxychloride (POCl3, 15 mL), and the reaction mixture were stirred at 95 °C, for 10~12
h under N2 atmosphere. The excess POCI3 was removed under reduced pressure after
the reaction was completed. Slowly pour the oily residue into ice water and mix
quickly and extracted with DCM (50 mLx3). The organic layer was washed with
saturated NaHCOg3 solution and saturated brine solution, dried over Na>SOas, and
concentrated under reduced pressure. The intermediate C1 was obtained as yellow
solid. And intermediates C2~C4 were obtained using the same procedure as

intermediate C1.



PART 2. 'H NMR and *C NMR data of 1a~1j, 2a~2g, 3a~3g and 4a~4k.
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IH NMR for 1b
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IH NMR and 3C NMR for 1f
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'H NMR for 1g
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IH NMR and 33C NMR for 2b
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IH NMR and 33C NMR for 2c
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IH NMR and 33C NMR for 2d
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IH NMR for 2e
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H NMR and ¥C NMR for 2g
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IH NMRand 3C NMR for 3a

001
101 W
€01

Wi
FEl
8T
9%l

16T
6T
£6°T
e
£0°E
POE

€6
Fo'E
SO
96'¢
sOF

G

L]
9
9
9
0s9
0g9

L
mﬁW
UL

oI

Shi~
LhL

8FL
wo.h%
LyL

Br

NH

|

=00°E

97T

=0T
80°T

=60°T
=86'T

=660

P60
960

60
161
L80
881

860

0.5

1.0

L.5

3.0

45 40 35
fI (ppm)

5.0

5.5

7.5 1.0 6.5 6.0

8.0

00kl—

LI'CT—

69°LT—

89FE"

6L8E~
9L TP~

10

20

140 130 120 110 100 90 80 70 60 50 40
1 (ppm)

150

170



'H NMR and *C NMR for 3b
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IH NMR and 33C NMR for 3c
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IH NMR and 33C NMR for 3d
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'H NMR and *C NMR for 3e
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IH NMR and 33C NMR for 3f
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PART 3. HR-MS data of 1a~1j, 2a~2g, 3a~3g and 4a~4k.

HR-MS data for la

Sample Name  SingJBo-010 Position Vial 90 Instrument Name Instrument 1 User Name
1nj Vol 5 InjPosition SampleType Sample IRM Calibration Status Success
Data Filename  SJBo-010.d ACQ Method 20120328po.m Comment Acquired Time 5/11/2016 11:34:54 AM

x10 2
p IS |
1.05
1
0.95
0.9
0.85

-0.05
-0.1

+ Scan (0.475 min) SJBo-010.d

450.2136
|

Chemicel Formula CaiHx
Molecular Weight

CaiHaeNsOs [M+H]*
Caled 450.2136

445 446 447 448 449 %50(:‘"_3851

HR-MS data for 1b

Sample Name

Inj Vol

Data Filename

x10 4
4.8

4.6
4.4
4.2

SJB-016 Position
5 InjPosition
S)B-06.d ACQ Method 20120328po.m

Vial 6

454 455 456 457 458 459 460 461
%?%% &%%s-(g—Charge (m/z)

Instrument Name
SampleType
Comment

Instrument 1 User Name
IRM Calibration Status

Acquired Time

Success
5/9/2016 6:20:17 PM

+ Scan (0.373 min) SJUB-06.d

mula CogHaNsOy
ler Weight 443 50

]

450.2134  C24HasN<Os [M+H]

| Caled 450.2136

|

420 425 430 435 4480

445 4
unts vsﬁaas‘;{,t%—c

60 465 470 475 480 485 490

arge (m/z)



HR-MS data for 1c

Sample Name S)B-018 Position Vial 8 Instrument Name Instrument 1 User Name
1Inj Vol 5 InjPosition SampleType Sample IRM Calibration Status Some lons Missed
Data Filename  5)B-08.d ACQ Method 20120328po.m Comment Acquired Time 5/9/2016 6:28:02 PM

+ Scan (0.250 min) SJB-08.d

x10 S

L
2.6

N
a

450.2137 C24H2sNsO4 [M+H]"
Caled 450.2136

NNN

o8 ol Sl
VO=aNWANONDONSNW

oo

°
N

00000
NOAO O

o
4

445 446 447 448 449 458 451 45 453 4%4 455 4? 457 458 459 460 461
ounts vs. Mass-to-Charge (m/z]

HR-MS data for 1d

Sample Name $)B-015 Position Vial 5 Instrument Name Instrument 1 User Name

Inj Vol 5 InjPosition SampleType Sample IRM Calibration Status Success

Data Filename  S)B-05.d ACQ Method 20120328po.m Comment Acquired Time 5/9/2016 6:16:28 PM
x10 5 |* Scan (0.334 min) SJUB-05.d

7
6.5 466.191C

T C24H2sN503S [M+H]™
Calcd 466.1907

6
5.5
5
4.5 L

a4

3.5

Chemical Formula: Co4Ha7Ng04S
& Molecular Weight 465 57

2.5

1.5

0.5

461 462 463 464 465 46
ColRte V2 attcBRarge (A3 473 474 475 476 477



HR-MS data for le

Sample Name  SJB-3 Position vial 3 Instrument Name  Instrument 1 User Name
In Vol 5 InjPosition SampleType Sample IRM Calibration Status Some Tons Missed
Data Filename  SJB-11.d ACQMethod  20120328po.m Comment Acquired Time 5/10/2016 11:23:48 AM
x10 5|* Scan (0.223 min) SJB-11.d
86 449.2302
6 C24H2sN6O3 [M+H]"
ed 449.22
5.5 - Caled 449.2296
5 -
Chemicd Formula 3
Molecular Weigh
4.5
a
3.5
3
25
2
1.5
1
0.5
444 445 446 447 448 448 450 451 452 4%1 454 47‘)% 456 457 458 459 460
ounts vs. Mass-to-! arge (m/z
:’""’:"“ Name f:mrﬂel Pasition vial 34 Instrument Name  Instrument 1 User Name
Hlename  0012.d :'g;":::‘:d SamplaType sample IRM Calibration Status Success
Data - 20120328po.m Comment Acquired Time 1/10/2019 1:36:50 PM
x10 2 [+ Scan (0.879 min) 0012.d
Ho
|8
]\NH
Il
o L Tn 478.2452
5 {T\N/\\H
o A\ C26H3:N:04 [M+H]
O
Chemical Formula CagHaiNsOg Caled 478.2449
Molecular Weicht 477.56
|
( 472.2478
|
B |V . N
484 485 486 487 488

475 476 477 478

480

479 481 482
Counts (%) vs. Mass-to-Charge

483
(m/z)



HR-MS data for 1g

Sample Name 5b29 Position

vial 79

Success
1/10/2019 1:40:47 PM

Instrument Name Instrument 1 User Name
1Inj Vol 5 InjPosition SampleType Sample IRM Calibration Status Some Ions Missed
Data Filename  sjb-29.d ACQ Method  20120328po.m Comment Acquired Time 11/3/2015 2:06:40 PM
x10 5 |* Scan (2.079 min) sjb-29.d
5.5 T
N
5.25 A 414.2505
5 oA Ay iy
O C22H3NsOs [M+H
4.75 s \i\\ | i
4.5 oo ‘ Caled 414.2500
4.25 Chemical Formula: CazHyNsOz
Molecular Weicht 413.51
4
3.75
3.5
3.25
3
2.75
2.5
2.25
2
1.75
1.5
1.25
1
393.
0.75 3.2007 437.2352
0.5
0.25
o 390
395 400 40 41 415 4 425 4
%ounls vs. Mass—lo—égarge%m/z) =60 455 a0 =45
Sample Name  Sample3 Position Vial 35 Instrument Name  Instrument 1 User Name
Inj Vol 10 InjPosition SampleType Sample IRM Calibration Status
Data Filename  0013.d ACQMethod  20120328po.m Comment Acquired Time
x10 2 [+ Scan (1.297 min) 0013.d
1.4-
1.35
4.3
1.25 Ezj
1.2 L
1.1s 1
1.1 v
. AN
108 LI 485.2873
o] Sy A=Y g
14 O C2sH37NsO4 [M+H]*
0.95 ~o \
0.9 oo Caled 485.2871
0.85 Cherrical Formulal CagHsgNgOy
0.8 Malecular Weight 484 59
0.75
0.7
0.65
0.6
0.55
0.5
0.45
0.4
0.35
0.3 486.2897
0.25
0.2
0.15
0.1
0.05 N S :
o+—— -
788 480 490 451 482 493  48a 495
481 aBz 483 aBa 485 _ 486 487 | 488 A e (D




HR-MS data for 1i

Sample Name  Unavailable Position Name L User Name

Inj Vol L njl SampleType Unavailable IRM Calibration Status
Data Filename  SJBo-013.d ACQ Method Comment Sample is il Acquired Time

Unavailable
Success
Unavailable

x10 2 |* Scan (0.461 min) SJBo-013.d

1.1
1.05
442.2447

[ C23H31N<Os [M+H]"

Caled 422.2449

0.7 Chemical Formula Cz3HnNeOy
Mdlecular Weight 441 52

443.2477

441 442
AB8E 9972810 Counts ) vs. Mass-to-Charge (m/z)

HR-MS data for 1j

Sample Name  Unavailable Position Name User Name
Inj Vol

44 444 445 446 447 448 449 450 451

njl SampleType Unavailable IRM Calibration Status
Data Filename  SJBo-012.d ACQ Method Comment Sample it jon is il Acquired Time

Unavailable
Success
Unavail

x10 2 + Scan (0.379 min) SJBo-012.d

1.1
1.05

e
1 ( N J el '?61 3 CauHuNgOs [M+H]

X
0.9 N N Caled 441.2609
A A
S

0.75 >
Chemical Fomula CaHzNe0s
0.7 Malecular Weight 440 54

442.2640
|

439.2454

437 438 439 440 461 44 443 444 645 446 447 448 449 450

ounts ) vs. Mass-to-Charge (m/z)



HR-MS data for 2a

Sample Name
1Inj Vol
Data Filename

Instrument Name
SampleType
Comment

Sample21 Position Vial 21
10 InjPosition

S)B-21.d ACQ Method 20120328po.m

Instrument 1
Sample

User Name
IRM Calibration Status
Acquired Time

Success
12/19/2016 6:21:23 PM

x10 2 |*
1.2
1.15
1.1
1.05
1
0.95
0.9
0.85
0.8
0.75
0.7
0.65
0.6
0.55
0.5
0.45
0.4
0.35
0.3
0.25
0.2
0.15
0.1
0.05
o

Scan (0.441 min) SJB-21.d

HH
W
N\ ] N
S N7
S

Chemical Formulas C ol
Melecular Weight 284 48

C23HasNs [M+H]
Caled 385.2135

385.2131

|

383 384 385 387 388

HR-MS data for 2b

Sample Name

1Inj Vol

Data Filename

sample23 Position
10 InjPosition
S18-23.d ACQ Method

Vial 23
SampleType

20120328po.m Comment

Instrument Name

386 389 390
Counts (%) vs. Mass-to-Charge (m/z)

Instrument 1
Sample

391 392 393

User Name
IRM Calibration Status
Acquired Time

394

Some Ions Missed
12/19/2016 6:29:11 PM

x10 2
6.2

6
5.8
5.6
5.4
5.2

5
4.8
4.6
4.4
4.2

a
3.8
3.6
3.4
3.2

+ Scan (0.550 min) SJB-23.d

C2sHsNsO [M+H]*
Caled 414.2288

Chemical Formula: CosHarNsO
Molecular Weight. 413 51
414.2291

|

415.2311

413 414

415 416 417 418 419
Counts (%) vs. Mass-to-Charge (m/z)

420 421 422



HR-MS data for 2c

Sample Name
Inj Vol

WBS1
10
Data Filename  WBS-01.d

Position
InjPosition
ACQ Method

Vial 1 Instrument Name
SampleType

Comment

Instrument 1
Sample
20120328po.m

User Name
IRM Calibration Status
Acquired Time

Some lons Missed
5/27/2017 11:49:49 AM

x10 €
1.7

1.

4

Fell ol
N oL O oD

0.8

0.8

0.7

0.6

0.5

0.4

0.3

0.2

0.1

+ Scan (0.616 min) WBS-01.d

br\ .
My
NH
PR
o

o
Jo L

N &\

Cherical Formuls CosHz8mls
Welecular Werght 476 41

CasHxNsBr [M+H]™
Caled 476.1444

478.1432
1

477.1474

f I
| l“‘, \
I\

479.1456
I\

\
\
\

\

475.5

476.5 a7

7 477.5 478 478.5
Counts vs. Mass-to-Charge (m/z)

HR-MS data for 2d

Sample Name

Inj Vol

Data Filename

x10 5

6
5.75
5.5
5.25
5
4.75
4.5
4.25
4
3.75
3.5
3.25
3
2.75
2.5
2.25
2
1.75
1.5
1.25
1
0.75
0.5
0.25
o

Instrument 1
Sample

Vial 29 Instrument Name
SampleType

Comment

Sing)B-012 Position
5 InjPosition
SingJB-02.d ACQ Method 20120328po.m

479 479.5

User Name
IRM Calibration Status
Acquired Time

Success
5/10/2016 4:54:18 PM

+ Scan (0.303 min) SingJB-02.d

336.2184
|

C20H26Ns [MHH]"
Caled 336.2183

Chemical Formula: CagHa5N5
Molecular Weight: 335 45

337.2213
|

339 _ 340

37 338
RS2 33%ou?ns vs. Mass-to-Charge

333 334 335

(2

342 343 344

345



HR-MS data for 2e

Position Vial 18 Instrument Name
SampleType

Comment

Sample Name  Samplel8
1Inj Vol 10 InjPosition

Data Filename  S)B-18.d ACQ Method 20120328po.m

Instrument 1
Sample

User Name
IRM Calibration Status
Acquired Time

Success
12/19/2016 6:09:35 PM

x10 2 |+ Scan (1.004 min) SJB-18.d
1
0.95
0.9
0.85

o8 CaiHsNs [MHH]

Caled 350.2339

0.75
0.7
0.65

06
0.55
0.5
9:45, 350.2338
0.4 |
0.3s5
03
0.25
0.2
0.18

349.1830

0.1
0.05

-0.05

350 35

HR-MS data for 2f

Sample Name Sing)B-016 Position Vial 33
1Inj Vol 5 InjPosition

Data Filename  Sing)B-06.d ACQ Method 20120328po.m

SampleType
Comment

Instrument Name

1 352 353 354 355
Counts (%) vs. Mass-to-Charge (m/z)

Instrument 1
Sample

356 358

User Name
IRM Calibration Status
Acquired Time

Success
5/10/2016 5:09:47 PM

x10 2 |* Scan (0.321 min) SingJB-06.d

1.05 I\II

1 377.2447

0.95 [ j |

0.9 N ot

0.85
0.8
0.75
0.7
0.65
0.6
0.55
0.5
0.45
0.4
0.35
0.3
0.25 378.2475

0.2 |
0.15
0.1
0.05
o]
-0.05

Chemical Formula: Ca3HagNg
Molecular Weight: 376.50

| CaHsNe [MHH]®
Calcd 377.2448

373 374 375 376 379

377 37 1
gounls (%6) vs. Magggo- B

harge

3

?2 383 384 385 386
m/z)



HR-MS data for 2g

Sample Name WBS4 Position Vial 4 Instrument Name Instrument 1 User Name
1Inj Vol 10 InjPosition SampleType Sample IRM Calibration Status Al Tons Missed
Data Filename  WBS-04.d ACQ Method 20120328po.m Comment Acquired Time 5/27/2017 12:01:39 PM

x10 6 [+ Scan (0.392 min) wBS-04.d

5.8
5.6
5.4
5.2
5 N
4.8 "
a6
4.4
4.2
4
3.8

C24H2sNsF [M+H]"
3.6

Chermical Formula: CygHaFNs -
:;'42 McfecmmWagu e Caled 4022089

3
2.8

218 * 402.2084
2.4 ‘

22
2 [
1.8 |
1.6
1.4
12
1
0.8 |
0.6 ‘
0.4 I
il
I\

403.2098

0.2
o

- A

402 403 404 405 406 407 408 409 410 411
398 399 400 401 Counts vs. Mass-to-Charge (m/z)

HR-MS data for 3a

Sample Name  Sampled Position vial 9 Instrument Name ~ Instrument 1 User Name

Inj Vol 10 InjPosition SampleType Sample IRM Calibration Status Success

Data Filename  S)8-09. ACQMethod  20120328po.m Comment Acquired Time 12/19/2016 5:34:21 PM
x10 1 |+ Scan (0.246 min) SJB-09.d

3
2.9
2.8
2.7 B
2.6
25
2.4
23
2.2
2.1

C2sHsBrNsO [MH+H]
Caled 466.1237

466.1238 468.1223
|

ok ol b i il
S<4NWAOONDON

o000
ON®O

0009
NLbD

o
0=

-0.1

461 462 463 464 465 466 471 472 473 474 475 476 477

467 468 469 470
Counts (%) vs. Mass-to-Charge (m/z)



HR-MS data for 3b
—

Sample Name  Sample055 Position Vial 55
Inj Vol 10 InjPosition
Data Filename ~ WBS-055.d ACQ Method

Instrument Name Instrument 1
SampleType Sample

2012032Bpo.m Comment

Al Tons Missed
4/20/2018 5:46:56 PM

x10 2 |+ Scan (1.564 min) WBS-055.d

1.5
1.45
1.4
1.35
1.3
1.25
1.2
1.15
1.1

1.05 :
# Chemiical Formula: CrgHasMsO
& Molecular Weight 339 43
0.95

C1oH26Ns0 [MHH]”
Caled 340.2132

340.2132

|
Py 341.2197

i I | S ¢

-0.05 T

336 337 338 339 340 41 342 343 344 345
Counts (%) vs. Mass-to-Charge (m/z) 348

HR-MS data for 3c

Sample Name  Sample053 Position Vial 53
Inj Vol 10 InjPosition
Data Filename  WBS-053.d ACQ Method

Instrument Name  Instrument 1
SampleType Sample
Comment

User Name
IRM Calibration Status

20120328po.m Acquired Time

All Tons Missed
4/20/2018 5:37:52 PM

x10 2 |+ Scan (1.580 min) WBS-053.d
1.5
1.45
1.4
1.35
1.3
1.25
10
1 12 &y
A Q
1.1 v
1.05 Chermical Formuia
1 Molscular Weig

0.95 340.2126

C1oHa6NsO [M+H]"
Caled 340.2132

336 337 338 339 346 347

341 342 343 344 345
Counts (%) vs. Mass-to-Charge (m/z)

348 349



HR-MS data for 3d

Sample Name Unavailable Position Name User Name Unavailable
1Inj Vol L nji SampleType Unavailable IRM Calibration Status Success
Data Filename  S)Bo-015.d ACQ Method Comment Sample ion is Acquired Time Unavailabl
x10 2 + Scan (0.470 min) SJBo-015.d
1.1
1.05 o)
1 [ ] 354.1925
0.95 N
0.9 N/ +
0.85 C1oH24Ns02 [M+H]
0.8
0.75 Calcd 354.1925
0.7
0.65
0.6 | Chemical Formula CqgHa3N504
0.55 Molecular Weight 353.42
0.5
0.45
0.4
0.35
0.3
0:25 355.1953
0.2 |
0.15
0.1
0.05
o]
-0.05
-0.1
350 351 352 353 354 3 357 35 6 361 362 363
Coun!ss(a:) \?ssinass-to-Chasrgea(?r?/z)s 9 5
HR-MS data for 3e
Sample Name  Sample050 Position Vial 50 Instrument Name  Instrument 1 User Name
1Inj Vol 10 InjPosition SampleType Sample IRM Calibration Status All Ions Missed
Data Filename ~ WBS5-050.d ACQ Method  20120328po.m Comment Acquired Time 4/20/2018 5:24:18 PM
x10 2 |+ Scan (1.451 min) WBS-050.d
1.5
1.45 -
e ()
1.35 N
1.3 .
125 . CoaHs N0 MHH]*
1.2 NH
115 N‘,A\‘v i Caled:411.2503
N
1.1 N
1.051 i \
] 3 =\ 411.2510
0.95 Cherical Formula: CzHapNg03
0.9 Iolecular Weight 410 51
0.85
0.8
0.75
0.7
0.65
0.6
0.55
0.5
0.45
0.4
0.35
0.3
0.25 412.2535
0.2
0.15
0.1 |
0.05 I e _
o+——— T
-0.05
-0.1 - 3
407 408 409 410 411 a12 413 414 41§ 416 417 418 419 420 42

Counts (%) vs. Mass-to-Charge (m/z)




HR-MS data for 3f

Sample Name Sample25 Position vial 25 Instrument Name Instrument 1 User Name
1Inj Vol 10 InjPosition SampleType Sample IRM Calibration Status Some Ions Missed
Data Filename  SJB-25.d ACQ Method 20120328po.m Comment Acquired Time 12/19/2016 6:37:03 PM
%10 2 |+ Scan (0.105 min) SJB-25.d
33
3.2
3.1
3
29
2.8
2.7
26
2 C2:HxFNsO [M+H]*
22 Caled 392.1881
21
2
1.9 Cnemical Formula: CazHaNeO
1.8 Malecular Weight 391 44
1.7
1.6
1.5
1.4
1.3
1.2
1.3
1
0.9
0.8
0.7
0.6
0.5
0.4
0.3
0.2
0.1
o
-0.1
388 389 390 391 392 393 394 395 396 397 398 399 400 401
Counts (%) vs. Mass-to-Charge (m/z)
HR-MS data for 3g
s.::: RS aa Position Vial 48 Instrument Name  Instrument 1 User Name
f."i. e 10 InjPosition SampleType Sample IRM Calibration Status All Tons Missed
lename  WBS-048.d ACQ Method 20120328po.m Comment Acquired Time 4/20/2018 5:15:10 PM
x10 2 |+ Scan (1.998 min) wBS-048.d
1.5,
1.45
1.4
1.3s5 N
1.3 [
1:28 C2H2sNgO [M+H]*
1.2
1.15 ¥ Caled 375.1928
1.1 1
1.05 O % Vg %N
1 Q j 375.1928
0.95
0.9 Chemical Formu's V(InHuNaO
Molecular Weight 374.44
o.85
os
0.75
0.7
0.65
0.6
0.55
0.5
0.45
0.4
0.35 1
0.3
0.25
0.2 376.1951
0.15
0.1/
0.05
o S J A, . 8
-0.05
-0.1
371 372 373 374 375 377 378 379 380 381 382 383 3a4

76
Counts (%) vs. Mass-to-Charge (m/z)



HR-MS data for 4a

Sample Name  WBS18 Position Vial 18 Instrument Name Instrument 1 User Name

Inj Vol 10 InjPosition sampleType Sample IRM Calibration Status Seme lons Missed

Data Filename  WBS-018.d ACQMethod  20120328po.m Comment Acquired Time

10/26/2017 5:33:51 PM

x10 4 |* Scan {1.648 min) WBS-018.d
3.6

3.4
3.2

3

CasH33BrNsOs [M+H]”

2.8 Caled 566.1761

i
Y N
A ‘\\/L‘N»[ N
26 Tr S 566.1760
S R A
2.4 0 568.1747

22 Chermical Formule: CyHyBits0;

Molecular Weight 566 49

2

1.8

1.6

1.4 i
1.2 |
1

0.8

0.6
0.4 1
0.2
. "

Mass-to-Chai

559 560 561 562 563 564 565 566 S5§7 568569 570 571 572 (5'5,3'0574 5§75 576 577 578 575 580 Sa1

HR-MS data for 4b

Sample Name  WBS15 Position Vial 15 Name 1 User Name

Inj Vol 10 InjPosition SampleType Sample 1RM Calibration Status All Tons Missed

Data Filename  WBS-015.d ACQ Method 20120328p0.m C Acquired Time

10/26/2017 5:22:04 PM

x10 5 |+ Scan (1.695 min) WBS-015.d
1.5
1.45
1.4
1.35
1.3
1.25
1.2
1.15
1.1

Cod TP N5 [MH]'
Caled 506.2562

Chernical Formula c,ﬂh,rubo 506.2560
Molecular Weiht 505 53

507.2587

o ‘ [\ A

501 502 503 504 505 505 ?_?7 508 509

51
ounts vs. Mass—m-chargo (rn]z) 2 513 514 5B

516 s517



HR-MS data for 4c

Sample Name  WBS34 Position vial 34 Instrument Name  Instrument 1 User Name
Inj Vol 10 InjPosition SampleType Sample IRM Calibration Status Al Tons Missed
Data Filename _ WBS-034.d ACQ Method  20120328po.m c t Acquired Time 10/26/2017 6:36:42 PM
x10 5 |+ Scan (2.005 min) WBS-034.d
1.6
1.55
1.5
1.45
1.4
1.35
1.3 N C2H3Ns0; [M+H]*
123 SO0 Caled 440.2656
1.15 “oT
i -~ 440.2657
1.05. Chemica Formulz: CuHzMsOs
1 Molecular Weicht 439 55
0.95
0.9 |
0.85
0.8
0.75
0.7
0.65
0.6
0.55 |
0.5
0.45
0.4
0.35
0.3
0.25 441.2681
0.2 ﬂ
0.15
L
_— LI Y
436 437 438 439 440 étgant‘ vgﬁas;g%ha#(mrs 446 447 448 449 A4S0
HR-MS data for 4d
Sample Name Unavailable Position L Name User Name Unavailable
1Inj Vol Unavai i L SampleType Unavailable IRM Calibration Status Success
Data Filename  SJBo-07.d ACQ Method Comment Sample is Acquired Time
%10 2 |* Scan (0.232 min) SJBo-07.d
1.1
1.05
1 440.2651
0.95 l
0.9 | C24H34NsO5 [M+H]*
0.85 :
o8 Calcd 440.2656
0.75
0.7
0.65
0.6
0.55
0.5
0.45
0.4
0.35
0.3
0.25
0.2
0.15
0.1
0.05
o
-0.05
-0.1

435 436 437 438 439 440 441

Counts (%

42 443 444 445 446 447 448 449 450 451
vs. Mass-to-Charge (m/z)



HR-MS data for 4e

Sample Name WBS28

Inj Vol 10 InjPosition
Data Filename  WBS-028.d ACQ Method

Position Vial 28

20120328po.m

Instrument Name
SampleType
‘Comment

Instrument 1
Sample

User Name
IRM Calibration Status

Al Tors Missed.
10/26/2017 6:13:06 PM

x10 5 |* Scan (0.736 min) WBS-028.d
3.2

3.1
3
29 g
e ()
2.7
2.6
2.5
2.4
23
2.2
2.1
24
1.9 Chemical Formula CaghizssOs
18 Molecular eight 510,63

1.7
1.6
1.5
1.4
1.3

C27H3sNgO3 [M+H]"™
Caled 511.3027

511.3028

512.3054

o _J -

506 507 508 509 510 611

HR-MS data for 4f

Sample Name  WBS37 Vial 37
Inj Vol 10 InjPosition

Data Filename  WBS-037.d ACQ Method

Position

20120328po.m

§12 513 514 515 516
-t0-C

unts vs. Mass. harge (m/z)

Instrument 1
Sample

Instrument Name

SampleType
Comtent

517 518

User Name
IRM Calibration Statis

518 520 8521 532 823

All Tons Missed
10/26/2017 6:48:31 PM:

x10 5 |+ Scan (1.051 min) WBS-037.d
1.8
1.7
1.6
1.5
1.4

1.3

1.24 Chemical Formula CapHaghsCy
Iolecular Weight 427 50

0.9
0.8
0.7
0.6
0.5
0.4
0.3

0.2

CaaH3oNsOy [MAH]™
Caled 428.2292

428.2293

429.2320

0.1
J "

424  a25 426 427 428

420 430 431 432 433
Counts vs. Mass-to-Charge (m/z)




HR-MS data for 4g

Sample Name ‘WBS45 Paosition Vial 45 Instrument Name Instrument 1 User Name .
Inj Vol 10 InjPosition SampleType Sample IRM Calibration Status Some nns;lsedrm—sg -
Data Filename  WBS-045.d ACQ Method  20120328po.m [ quired Time 10/26/2017 7:13:

+ Scan (0.590 min) WBS-045.d

x10 5
1
0.95 o
0.8 (J
0.85 L CoHN;O, [M+H]*
0.8 (] Caled 566.3449

f
0.75 N Q\V.NM 566.3449

0.7 0 I«\ Ay ¢
0.65 o \’J ¢
- 7 ¢
0.6 1 Chemical Formula CapHeh;0g

Molecular Weicht 565,71
0.55
0.5
0.45
0.4 -
0.35

0.3

0.25
567.3471

0.1 ‘

0.05 J _JL o ' ‘ .

565 566 567 568 569 570 571 572 8§73 574 575 576
S e 564 Counts vs. Mass-to-Charge (m/z)

HR-MS data for 4h

Sample Name ~ WBS36 Position Vial 36 Instrument Name  Instrument 1 User Name

Inj Vol 10 InjPosition SampleType Sample IRM Calibration Status Some lons Missed

Data Filename  WB5-036.d ACQ Method  20120328po.m C Time 7 6:44:35 PP
x10 5 |+ Scan (0.392 min) WBS-036.a

1.45
1.4
1.35 s

1.3 £ 2
1.25 Yoy C23H30N5038 [M+H]*

W EXPNS N Caled 456.2064
1.1 5 1/" et
1.0
14 Chemicdl Formula: CHagNa0sS
0.95 Molecular Weignt 455 57
0.9
0.85
0.8
0.75
0.7
0.65
0.6
0.55

456.2065

0.25 457.2090

0.05 I\ h

452 453 454 455 456

457 458 459 460
Counts vs. Mass-to-Charge (mtz)"all “wn R <0 485



HR-MS data for 4i

Sample Name ~ WBS39 Position vial 39 Instrument Name  Instrument 1
Inj Vol 10 InjPosition SampleType Sample

.1—

10/26/2017 6:56:23 PM

User Name
IRM Calibration Status Some Ions Missed

Acquired Time

Data Filename  WBS-039.d ACQ Method 20120328po.m ‘Comment

x10 5 |+ Scan (0.975 min) WBS-039.d

1.05
1
0.95
0.9
o8e CagH3NeOs [MHH]*
0.8
0.75 Caled 4922871
0.7
0.65 |
0.6
0.55
0.5

497.2871

Chemical Formula CogHagOs
0.45 olecular Weight 495 60

0.4
0.35
0.3
0.25
024 498.2894
0.15
0.1
0.05 _j

1 2
Counts vs. Mass-to-Charge (miz)

HR-MS data for 4j

Sample Name ~ WBS29 Position Vial 29 Instrument Name  Instrument 1
Inj Vol 10 InjPosition SampleType Sample

o A
492 493 494 495 496 497 498 499 500 501 502 505 504 505 sbe &67 so8 S0

User Name
IRM Calibration Status
Acquired Time

Some Tons Missed
10/26/2017 6:17:02 PM

Data Filename  WBS-029.d ACQ Method  20120328po.m Comment
x10 5 |+ Scan (0.541 min) WBS-029.d

1.45
1.4
1.35
1.3
1.25
1.2
1.15
1.4
1.0
T
0.95 Chermical Formular CagHaoNsOs
0.9 IMolecular Weicht 474 55
0.854
0.8
0.75
0.7
0.65
0.6
0.55
0.5
0.45
0.4
0.35
= 476.2482
0.25

C26H31NsO3 [M+H]"
Caled 475.2452

475.2452

0.15

0.1
0.05
J L A

470 471 472 473 474 475 476 477 478 479 480

Counts vs. Mass-to-Charge (m/z)

482 483 484 485 486



HR-MS data for 4k

Sample Name  WBS8 Position

Inj Vol

10

Data Filename  WBS-08.d ACQ Method

Vial 8 Instrument Name Irstrument 1 User Name
20120328po.m Acquired Time 10/26/2017 4:54:35 PM

x10 5 |+ Scan (0.539 min) WBS-08.d

4.8
4.6
4.4
4.2
a
3.8
3.6
3.4
3.2
3
28
2.6
24
22
2
1.8
1.6
1.4
1.2
1
0.8
0.6
0.4
0.2

X
CL

L :H ,
NN

L0 f\n/‘eb/\‘. N /‘{i
NN ~
¢ E \

Chemicd Formula CagHashsOs
Molecular Weight 503 59

C2sHNs04 [M+H]A
Calcd 504.2605

504.2607

505.2633

o

499 S00 SO1

'\_J | | 4

Counts vs.



