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General procedure for optimization study of Cu-catalyzed reaction of 10a with 11a

o O NHSO0,0Ph 6 OH

~ j\ )j/\ o c ~ N | ~ N |
PhIO, Cu cat. +
v PROSONH, - = ——— NHSO,0Ph A NHSO,0Ph
° ’Tl 11; : 3A MS, solvent OZ\ N 2 e} ’Tl 2
r,2h
10a 12aa 13aa
Diphenyl (1-(1,3-dimethyl-2,4-dioxo-1,2,3 4-tetrahydropyrimidin-5-yl)ethane-1,2-

diyl)bis(sulfamate) (12aa) and phenyl (2-(1,3-dimethyl-2 4-dioxo-1,2,3 ,4-
tetrahydropyrimidin-5-yl)-2-hydroxyethyl)sulfamate (13aa). A mixture of 5-vinyluracil
derivative 10a (1 equiv), phenylsulfamate 11a (1.5 equiv), iodosylbenzene (1.5 equiv), copper
catalyst (0.2 — 0.4 equiv) and 3A molecular sieves (250 mg) in the indicated solvent (3 mL)
was stirred for 2 h at room temperature unless indicated otherwise. The reaction mixture was
then poured into saturated aqueous sodium chloride solution (20 mL) and extracted with
dichloromethane (2 x 20 mL). The organic extracts were combined, dried over sodium sulfate
and the solvent was removed under vacuum. The residue was purified by column
chromatography on silica gel (dichloromethane / methanol = 50: 1) (petroleum ether/ethyl
acetate 3: 1) affording compound 12aa: white solid; '"H NMR (400 MHz, CDCl;) 6 8.76 (d, J
=8 Hz, 1H), 8.52 (t, /= 6 Hz, 1H), 7.56 (s, 1H), 747 — 7.17 (m, 10H), 4.44 (m, 1H), 3.52 —
3.45 (m, 1H), 3.24 (s, 3H), 3.12 (s, 3H); *C NMR(100 MHz, CDCl;) § 1622, 151.4, 1504,
150.3, 1439, 1304, 130.1, 1299, 127 .3, 126 .8, 122.2, 121.6, 115.7, 108 4, 52.7, 45 .8, 37.1,

27.9; HRMS (ESI), m/z: calcd for C,0H»nN4OsS,Nat 533.0777; found: 533.0749.

Continued elution of the chromatography column using dichloromethane/methanol (50:1)
provided compound 13aa:white solid; 'H NMR (400 MHz, DMSO-ds) 6 8.31 (t, J = 5.6 Hz,
1H), 7.58 (s, 1H), 7.44 (m, 2H), 7.33 (m, 1H), 7.29 (m, 2H), 547 (d,J =44 Hz, 1H),4.61 (m,

1H), 3.41 — 333 (m, 1H), 3.32 (s, 3H), 327 (s, 1H), 3.16 — 3.10 (m, 1H); 3C NMR (100

S2



MHz, DMSO-d;) 6 162.5, 151.7, 150.5, 142.2, 130.3, 127.1, 122.4, 1124, 65.6, 48.7, 370,

27.8; HRMS (ESI) m/z: calcd for C;H;N;OsSNa* 378.0736, found 378.0746.

See Table below for conditions and yields.

Table Optimization of copper-catalyzed formation of 12aa and 13aa“

Entry Catalyst Equiv Solvent Yield (%)”
12aa  13aa
1 Cu(CH;CN),PFs 02 DCM 22 35

2 CuBr 02 DCM 4 0
3 CuBr 02 DCM¢ 4 0
4 Cu(acac), 0.2 DCM 33 29
5 CuOTt 02 DCM 29 45
6 Cu(OTf), 02 DCM 36 31
7 Cu(OTf), 02 DCM¢ 37 33
8 Cu(OTf), 03 DCM 45 30
9 Cu(OTf), 04 DCM 49 28
10 Cu(OTf), 03 MeCN 10 29
11 Cu(OTY), 03 Dioxane 10 14
12 Cu(OTY), 03 Toluene 0 0
13 Cu(OTY), 03 DCE 37 31
14 Cu(OTf), 03 THF 12 15

@ General conditions : 10a (5 mmol), 11a (7.5 mmol), PhIO (7.5 mmol), 3A molecular sieves (2.5 g) in solvent
(25 mL) and catalyst were stirred for 2 h under argon in a sealed tube. ?Isolated yield. <Reaction conducted at
reflux.
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'H NMR spectrum of 10a (400 MHz, CDCl,)
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'"H NMR spectrum of 10b (400 MHz, CDCl,)
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'H NMR spectrum of 10¢ (400 MHz, CDCl;)
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'"H NMR spectrum of 10d (400 MHz, CDCl,)
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'H NMR spectrum of 10e (400 MHz, CDCl;)
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'H NMR spectrum of 12aa (400 MHz, CDCl,)
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NMR spectrum of 13aa (400 MHz, CDCl;)
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'"H NMR spectrum of 14a (400 MHz, CDCl;)
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'H NMR spectrum of 14b (400 MHz, CDCl,)
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'H NMR spectrum of 14¢ (400 MHz, CDCl;)
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'H NMR spectrum of 14d (400 MHz, CDCl,)
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'H NMR spectrum of 14e (400 MHz, CDCl;)
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'"H NMR spectrum of 14f (400 MHz, CDCl;)
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'H NMR spectrum of 15aa (400 MHz, CDCl;)
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H NMR spectrum of 15ab (400 MHz, CDCl;)
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'H NMR spectrum of 15ac (400 MHz, CDCl,)
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'"H NMR spectrum of 15ad (400 MHz, CDCl;)
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'H NMR spectrum of 15ae (400 MHz, CDCl,)
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'"H NMR spectrum of 15af (400 MHz, CDCl,)
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'H NMR spectrum of 15ag (400 MHz, CDCl;)
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'"H NMR spectrum of 15ah (400 MHz, CDCl;)
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'"H NMR spectrum of 15ba (400 MHz, CDCl;)
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'H NMR spectrum of 15ca (400 MHz, CDCl,)
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'"H NMR spectrum of 15da (400 MHz, CDCl;)
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'H NMR spectrum of 16 (400 MHz, CDCl;)
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'H NMR spectrum of 17 (400 MHz, CDCl;)
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'H NMR spectrum of 18 (400 MHz, CDCl;)
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1H NMR spectrum of 19 (400 MHz, CD;0OD-d,)
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HRMS spectrum of 12aa

Formula Predictor Report « JZX-A195-83 lcd

Data File: DADATAVER ¥ H120171031UZX-A195-83 Jcd

Error Margin (mDa): 1000
HC Ratio: 0.0-30

Max Isotopes: all

MSn Iso RI(%): 75.00

MSn Logic Mode: AND

Evert¥: 1 MS(E+) Ret. Time : 0.520 .> 0.520 Scan#:79->79

Blectron lons: both
Use MSn Info: yes
Isotope Res: 10000
Max Results: 50

Page1af 1

4.000e6]
3.500e67
3.000e6
2.500e6]
2.000e6
1.500e6]
1.000e6]
5.000e5

L

5330749

475, 534.0785

2541008 4187827

HRMS spectrum of 13aa

Sample Name
User Name
Sample Type
ACQ Method

WZX-A311-131-2

wzx
Sample
20191125.m

x10 7
1.05

1
0.95
0.9
0.85
0.8
0.75

0.7

0.5
0.45
0.4
035
0.3
0.25
0.2
0.15
0.1

0.05

Position P1-B1
Inj Vol 1
IRM Calibration Status
Comment

Success

Instrument Name
InjPosition

Data Filename
Acquired Time

Instrument 1

WZX-A311-131-2.d
11/25/2019 10:58:37 PM (UTC+08:00)

+ Scan (rt: 7.287 min) WZX-A311-131-2.d

378.0746

(e}

"

360.1508 392.0896

418.7846

306.0135

OH

)ﬁ/\/NHSOZOPh
\

475.3266

463.1600

441.1781

453.1780
L

300 310 320 330 340 350 360 370 380 390 460 410 420 430
Counts vs. Mass-to-Charge (m/z)
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HRMS spectrum of 14a

Sample Name
User Name
Sample Type
ACQ Method

W2ZX-A311-146

wzx
Sample

20191125.m

Position
Inj Vol

IRM Calibration Status

Comment

P1-AS
1
Success

Instrument Name
InjPosition

Data Filename
Acquired Time

Instrument 1

WZX-A311-146.d
11/25/2019 9:08:18 PM (UTC+08:00)

x10 7 [+ Scan (it: 8.003 min) WZX-A311-146.d

0.9 1
08
0.7
0.6
05
04
03

02 338.0811

0.1

*406.1074

478.1626

N " i N

O  OEt
~ NHSO,0Ph

620.2006 701.4948

*789.2236

W -

300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800 825 850 875

HRMS spectrum of 14b

Sample Name
User Name
Sample Type
ACQ Method

W2ZX-A311-160-1

wzx
Sample
20191125.m

x10 7

0.9

0.8

0.6
0.5
0.4
03
0.2

0.1

Position
Inj Vol

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

P1-C2
1

IRM Calibration Status  Success

Comment

Instrument Name
InjPosition

Data Filename
Acquired Time

Instrument 1

WZX-A311-160-1.d
11/26/2019 2:36:11 AM (UTC+08:00)

+ Scan (it: 8.092 min) WZX-A311-160-1.d

) a4

_Bn

NHSO,0Ph

340 360 380 400 420 440

460 480 500 520 540 560

Counts vs. Mass-to-Charge (m/z)
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HRMS spectrum of 14¢

Sample Name
User Name
Sample Type
AACQ Method

WZX-A311-153-2

wzx
Sample
20191125.m

x10 7

09
0.8
0.7
0.6
05
04
03
02

0.1

Position P1-C1
Inj Vol 1

IRM Calibration Status  Success
Comment

Instrument Name
InjPosition

Data Filename
Acquired Time

Instrument 1

WZX-A311-153-2.d
11/26/2019 2:20:25 AM (UTC+08:00)

+ Scan (rt: 7.441 min) WZX-A311-153-2.d

*420.1239

338.0815 ;
475.3270

362.2428

457.2131
398.1391 |
y

_iProp
NHSO,0Ph

588.4113

340 360 380 400 420 440 460 480 500 520
Counts vs. Mass-to-Charge (m/z)

HRMS spectrum of 14d

Sample Name
User Name
Sample Type
ACQ Method

WZX-A159-2-1

wzX
Sample
20191125.m

x10 7

145
1.4
1.35
13
1.25
12
1.15
11
1.05
1
0.95
0.9
0.85
0.8
0.75
0.7
0.65
0.6
0.55
05
0.45
0.4
0.35
03
0.25
02
0.15
0.1
0.05
0

Position P1-B4
Inj Vol 1

IRM Calibration Status  Success
Comment

540 560 580 600

Instrument Name

InjPosition
Data Filename
Acquired Time

620 640

Instrument 1

WZX-A159-2-1.d
11/25/2019 11:48:31 PM (UTC+08:00)

+ Scan (rt: 8.557 min) WZX-A159-2-1.d

*434.1382

338.0816

181.0850

603.1202 k

O/t—Bu

& __NHS0,0Ph

845.2843

1005.3158
I\

T Y 1) Y
100 200 300 400 500 600 700 800
Counts vs. Mass-to-Charge (m/z)
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HRMS spectrum of 14e

WZX-A311-146
wzx

Sample
20191125.m

Sample Name
User Name
Sample Type
ACQ Method

Instrument Name
InjPosition

Data Filename
Acquired Time

Position P1-AS
Inj Vol 1

IRM Calibration Status  Success
Comment

Instrument 1

W2ZX-A311-146.d

11/25/2019 9:08:18 PM (UTC+08:00)

x10 7

0.9
08
07
06
05
0.4
03
02 338.0811

0.1

n

+ Scan (rt: 8.003 min) WZX-A311-146.d

*406.1074
*789.2236

NHSO0,0

478.1626

620.2006 701.4948

Ll N -

300 325 350

HRMS spectrum of 14f

Sample Name
User Name
Sample Type
AACQ Method

WZX-A311-160-1
wzX

Sample
20191125.m

375 400 425 450 475 500 525 550 575 600 625 650 675 700 725 750 775 800 825 850 875
Counts vs. Mass-to-Charge (m/z)

Instrument Name
InjPosition

Data Filename
Acquired Time

Position P1-C2
Inj Vol 1

IRM Calibration Status  Success
Comment

Instrument 1

WZX-A311-160-1.d
11/26/2019 2:36:11 AM (UTC+08:00)

x10 7

0.9
08
0.7
06
05
04
03
02

0.1

+ Scan (rt: 8.092 min) WZX-A311-160-1.d

E
O  OBn

)ﬁ/K/NHSOZO
F

0 A4

340

360

440 460 480 500 520 540 560 580 600 620

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

380 400 420
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HRMS spectrum of 15aa

Sample Name
User Name
Sample Type
AACQ Method

W2ZX-A311-88-1

wzx
Sample
20191125.m

x10 7
14
135
13
1.25
1.2
1.15
1.1
1.05
1
095
09
085
08
075
07
065
06
055
05
045
0.4
035
03
025
02
0.15
0.1
0.05
0

Position

Inj Vol

IRM Calibration Status  Success

Comment

P1-A3 Instrument Name
1 InjPosition

Data Filename
Acquired Time

Instrument 1

WZX-A311-88.d
11/25/2019 8:24:17 PM (UTC+08:00)

+ Scan (rt: 7.718 min) WZX-A311-88.d

* 420.0856

338.0812

181.0848

A -

588.4105

1

0  OAc
NHSO0,0Ph

817.1796

701.4948

| 927.6628
1 A

100 200 300 400

HRMS spectrum of 15ab

Sample Name
User Name
Sample Type
ACQ Method

WZX-A311-115

wzx
Sample
20191125.m

x10 ©

5.6
54
5.2

5
4.8
46
44
4.2

4
3.8
36
34
32

3
2.8
26
24
22

2
18
16
14
12

1
08
0.6
0.4
02

0

600

Position

1Inj Vol

IRM Calibration Status  Success

Comment

700 800 900 1000 1200 1300 1400

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

1100

P1-A7 Instrument Name
1 InjPosition

Data Filename
Acquired Time

1500

1600

Instrument 1

WZX-A311-115.d
11/25/2019 9:39:48 PM (UTC+08:00)

+ Scan (rt: 8.113 min) WZX-A311-115.d

499.9935

497.9954

O OAc

~ | NHSOZOOBr

515.9669

L.

490 492 494 496

498

500

502 504 506 508 510 512 514 516

Counts vs. Mass-to-Charge (m/z)
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HRMS spectrum of 15ac

W2ZX-A353-4
wzx
Sample
20191125.m

Sample Name
User Name
Sample Type
ACQ Method

Position P1-AL
Inj Vol 1

IRM Calibration Status  Success
Comment

Instrument Name
InjPosition

Data Filename
Acquired Time

Instrument 1

WZX-A353-4.d
12/22/2019 3:33:29 PM (UTC+08:00)

x10 ©
4

3.8
36
3.4
3.2

3
238
26
24

22

08
06
04

0.2

0 LH{L‘ ‘1 Lol

+ Scan (rt: 9.499 min) WZX-A353-4.d

456.0645

([C16 H17 F2 N3 O7 S]+Na)+

~

o

4720385

5098857 555.1567

‘lh,n . N

E
0 OAc

N)j/K/NHSOZO

Z\T .

605.0387
Ll

663.4538

400 420

HRMS spectrum of 15ad

W2ZX-A311-116
wzx

Sample
20191125.m

Sample Name
User Name
Sample Type
ACQ Method

440

460 480 500 520 540 560 580
Counts vs. Mass-to-Charge (m/z)

Position P1-C3
Inj Vol 1

IRM Calibration Status  Success
Comment

600 620 640

Instrument Name
InjPosition

Data Filename
Acquired Time

660

Instrument 1

WZX-A311-116.d
11/26/2019 2:51:56 AM (UTC+08:00)

x10 7
1.25
1.2
1.15
1.1
1.05

0.95
09
0.85
0.8
0.75
0.7
0.65
0.6
0.55
05
0.45
0.4
0.35
03
0.25
0.2
0.15
0.1
0.05

394.1444

+Scan (rt: 8.247 min) WZX-A311-116.d

*476.1488

O  OAc

513.2394

|

e

340 360 380 400 420 440 460 480 500 520 540 560 580 600 620 640 660 680 700

Counts vs. Mass-to-Charge (m/z)
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HRMS spectrum of 15ae

Sample Name
User Name
Sample Type
ACQ Method

W2ZX-A311-119

wzx
Sample
20191125.m

x10 ©
32

31

Position
Inj Vol 1

IRM Calibration Status  Success
Comment

Instrument Name

InjPosition

Data Filename
Acquired Time

Instrument 1

W2ZX-A311-119.d
11/26/2019 12:20:03 AM (UTC+08:00)

+ Scan (rt: 8.319 min) WZX-A31

1-119.d

434.1007

172.0949

M.@

692.1906
845.2117
|

‘111“11\1 .A“lh

1103.3010

100 200 300 400

HRMS spectrum of 15af

Sample Name
User Name
Sample Type
ACQ Method

W2ZX-A311-118

wzx
Sample
20191125.m

x10 ©
46
4.4
4.2
4
38
36
3.4
32
3
28
26
24
22
2
1.8
1.6
14
12
1
08
06
04
0.2
[

500 600

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

Position
Inj Vol 1

IRM Calibration Status  Success
Comment

Instrument Name

InjPosition

Data Filename
Acquired Time

700 800 900 1000 1100 1200 1300 1400 1500 1600 1700 1800

Instrument 1

W2ZX-A311-118.d
11/26/2019 12:51:35 AM (UTC+08:00)

+ Scan (rt: 8.341 min) WZX-A311-118.d

322.1198

186.2222

Ll

L

470.1008

583.1277

722.5289
Jod

Ll

O OAc

917.2120

1006.2713

Lol

L,

NHS0,0 OO

L

100 200 300

400 500 600 700

800

900 1000

Counts vs. Mass-to-Charge (m/z)
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HRMS spectrum of 15ag

Sample Name
User Name
Sample Type
AACQ Method

W2ZX-A311-117-2

wzX
Sample
20191125.m
x10 ©
24
23
22
21
2
1.9
1.8
1.7
1.6
15
14
13
1.2
11
1
0.9
0.8
0.7
06
0.5
0.4
0.3
0.2
0.1
0

Position P1-87
Inj Vol 1

IRM Calibration Status  Success
Comment

Instrument Name
InjPosition

Data Filename
Acquired Time

Instrument 1

WZX-A311-117-2.d
11/26/2019 12:35:49 AM (UTC+08:00)

+ Scan (rt: 8.702 min) WZX-A311-117-2.d

496.1165

350.1692

969.2437
172.0949

685.4376

i

Hi .

OAc

1158.5638
L

e

100 200 300 400 500 600

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

HRMS spectrum of 15ah

Sample Name
User Name
Sample Type
ACQ Method

WZX-A311-120

wzx
Sample
20191125.m

x10 7
1.9

0.9
0.8
0.7
0.6
0.5
04
03
0.2

0.1

Position P1-C4
Inj Vol 1

IRM Calibration Status  Success
Comment

700 800 900 1000 1100 1200 1300 1400 1500 1600 1700

Instrument Name
InjPosition

Data Filename
Acquired Time

1800

Instrument 1

W2ZX-A311-120.d
11/26/2019 3:07:43 AM (UTC+08:00)

+ Scan (rt: 6.828 min) WZX-A311-120.d

*426.0590

366.0357

344.0536

| |

Lot gl "

O OAc
N NHS0,0—
4'\ | CF3
o

340 360 380 400 420 440 460 480 500 520 540 560 580 600 620 640 660 680 700

Counts vs. Mass-to-Charge (m/z)
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HRMS spectrum of 15ba

W2ZX-A311-122-2
wzx

Sample
20191125.m

Position
1Inj Vol

Sample Name
User Name
Sample Type

ACQ Method Comment

IRM Calibration Status

P1-A10 Instrument Name

1 InjPosition

Success Data Filename
Acquired Time

Instrument 1

WZX-A311-122-2.d
11/25/2019 10:27:03 PM (UTC+08:00)

x10 6 |* Scan (rt: 8.153 min) WZX-A311-122-2.d
33
32
3.1

3 572.1471 o

441.1780

1 490.1439

394.2312

n

OLLLIUJ

OAc
NHSO,0Ph

609.2387

770.2503

843.7175
l 909.3071

A L

e [ N N

400 450 500 550

HRMS spectrum of 15ca

WZX-A311-121-2
wzx

Sample
20191125.m

Position
Inj Vol

Sample Name
User Name
Sample Type

ACQ Method Comment

IRM Calibration Status

600 650 700 750 850 900 950

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

800

P1-B2 Instrument Name

1 InjPosition

Success Data Filename
Acquired Time

Instrument 1

WZX-A311-121-2.d
11/25/2019 11:14:23 PM (UTC+08:00)

10 6 |+ Scan (rt: 8.985 min) WZX-A311-121-2.d
7.25
7
6.75
65
6.25
6
575
55
525
5
4.75
45
4.25
4
375
35
325
3
2.75
25
2.25
2
175
15
125
1
0.75
05

A ol

550.1655
338.1688

441.1781

632.1692

Hid, o Loy \

1241.3491
0 onc
/@ﬁN)ﬁ/K/NHSOQOPH
? OZ\N

o

969.3297

100 200 300 400 500 600

700 800 900 1000 1100 1200 1300 1400 1500 1600 1700

Counts vs. Mass-to-Charge (m/z)
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HRMS spectrum of 15da

Position
Inj Vol

Sample Name
User Name
Sample Type
ACQ Method

WZX-A311-114
wzX
Sample

20191125.m Comment

IRM Calibration Status

P1-85

Success

Instrument Name
InjPosition

Data Filename
Acquired Time

Instrument 1

WZX-A311-114.d
11/26/2019 12:04:17 AM (UTC+08:00)

x10 6 |* Scan (rt: 9.117 min) WZX-A311-114.d

5.8
5.6
5.4
52

5
4.8
46
4.4
4.2

4
3.8
36
3.4
3.2

3
238
26
24
22

2
18
16
1.4
12

1
0.8
0.6
0.4
0.2

0

463.1514

ngm.lt Lol

172.0947
ull

692.1905

| [e] OAc

|
o

1361.3917

1132.3502

..lj Al o T}

)ﬁ)v NHS0,0Ph

100 200 300 400 500 600

HRMS spectrum of 16

Sample Name
User Name
Sample Type
ACQ Method

WZX-A311-133-1
wzx

Sample
20191125.m

Position

Inj Vol

IRM Calibration Status
Comment

700 800 900 1000 1100 1200 1300 1400
Counts vs. Mass-to-Charge (m/z)

PL-B11
1 InjPosition
Success

1500

Instrument 1

WZX-A311-133-1.4

1600 1700 1800

11/26/2019 1:38:48 AM (UTC+08:00)

x10 6 |+ Scan (rt: 8.009 min) WZX-A311-133-1.d

0.9

0.8

0.7

06

05

04

03

02

0.1

X NHSO,0Ph

330 340 345

350 355 370

Counts vs. Mass-to-Charge (m/z)
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HRMS spectrum of 17

Formula Predictor Report - JZX-A262-50.lcd Page 1 of 1
Data File: D:\DATAA 5\ #\2018.10.30\JZX-A262-50.Icd
Elmt Val. Min Max Elmt Val. Min Max Elmt Val. Min Max Elmt Val. Min Max Use Adduct
H 1 16 16 180 2 0 0 S 2 0 1 Br 1 0 0 H
2H 1 0 0 F 1 0 2 Cl 1 0 1 | 3 0 0 Na
C 4 16 16 Na 1 0 0 K 1 0 0 K
N 3 0 3 Si 4 0 0 Cr 2 0 0 NH4
(0] 2 7 7 P 3 0 0 Se 2 0 0 Br
Error Margin (ppm): 100 DBE Range: 0.0 - 50.0 Electron lons: both
HC Ratio: 0.0-5.0 Apply N Rule: yes Use MSn Info: yes
Max Isotopes: all Isotope RI (%): 1.00 Isotope Res: 10000
MSn Iso Rl (%): 75.00 MSn Logic Mode: AND Max Results: 50
Event#: 1 MS(E+) Ret. Time : 0.747 ->0.747 Scan#:113-> 113
F
5.500e6+ O OAc
5.000e6+ ~ NHSO,0
4.500e6- |
4.000e6| o cl F
3.500e6+
3.000e6+ 301.1381
2.500e6+
2.000e6+
] 2791571 | 3021416 490.0236
5'000e5 | 448.LJ13T L 638.E975
.000e5
0l BRI l T url.\ pdoad b | T b — :
100.0 200.0 300.0 400.0 500.0 600.0 700.0 800.0 900.0
Measured region for 490.0235 m/z
490.0236
100.0+
|
I
M
50.0
“ ‘ 492.0210
Ml |
“ \ 491.0281 Il
[ J i
n il I 493.0220
M /1) |
0 — - ot : — ‘ ‘ : ‘
489.5 490.0 490.5 491.0 491.5 492.0 492.5 493.0 493.5 494.0
C16 H16 N3 O7 F2 S CI [M+Na]+ : Predicted region for 490.0258 m/z
490.0258
100.0+
I
|
|
I
|
50.0- |
‘ \ 492.0233
l |
| 491.0287 It
11 [ I
il I 493.0260
0 L “‘ T ‘ “‘ T "“ ““ T ‘[ . "
489.5 490.0 490.5 491.0 491.5 492.0 492.5 493.0 493.5 494.0
Rank Score Formula (M) lon Meas. m/z  Pred. m/z Df. (mDa) Df. (ppm) Iso DBE
1 7258 C16 HI6 N3 O7F2SCl [M+Na]+ 490.0235  490.0258 -2.3 -4.69 79.95 9.0
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HRMS spectrum of 18

Formula Predictor Report - JZX-A262-63.Icd

Data File: D:\DATAVAL 5\ #:2018.10.30\JZX-A262-63.Icd

Page 1 of 1

Elmt Val. Min Max Eimt Val. Min Max Eimt Val. Min Max Eimt Val. Min Max Use Adduct
H 1 13 17 180 2 0 0 P 3 0 0 Se 2 0 0 H
B 3 0 0 F 1 0 2 S 2 1 1 Br 1 0 0 HCOO
C 4 10 14 Na 1 0 0 Cl 1 0 1 [ 3 0 0 CH3COO
N 3 1 3 Mg 2 0 0 Ti 2 0 0 Cl
O 2 3 6 Si 4 0 0 Fe 2 0 0
Error Margin (mDa): 1000.0 DBE Range: 0.0 - 50.0 Electron lons: both
HC Ratio: 0.0 - 3.0 Apply N Rule: yes Use MSn Info: yes
Max Isotopes: all Isotope RI (%): 1.00 Isotope Res: 10000
MSn Iso RI (%): 75.00 MSn Logic Mode: AND Max Results: 50
Event#: 2 MS(E-) Ret. Time : 0.453 -> 0.813 Scan# :70 -> 124
7.000e5
F
6.000e5/ 2 OH
~ NH(
N)YV S0,0
5.000e5
OZ\N cl F
4.000e5+ 424.0174 !
3.000e5- 258.0177
426.0144
2.000e5 112.9887 6.0
. 178.0638 255.2315 425.0195
’ 339.r317
0L | ‘H L |‘HMJIH“ Ll | - ‘ L [ . . . .
100.0 200.0 300.0 400.0 500.0 600.0 700.0 800.0 900.0
Measured region for 424.0195 m/z
424.0174
100.0+
50.01
426.0144
425.0195
G T T T T T ﬂ\ T T \A T T T T T T
4225 423.0 4235 424.0 4245 4250 4255 426.0 4265 427.0 4275 428.0 4285 429.0 4295 430.0
C14 H14 N3 06 F2 S CI [M-H]- : Predicted region for 424.0187 m/z
424.0187
100.0+
50.01
426.0162
| J‘
‘ 425.0215 \
H )‘P }“ 427.0188
0 T T T T ; T !\ T ‘1‘ T j\ T \F T T T T
4225 423.0 4235 424.0 4245 4250 4255 426.0 4265 4270 4275 428.0 4285 429.0 4295 430.0

Rank Score Formula (M)

lon

Meas. m/z

Pred. m/z Df. (mDa) Df. (ppm)

Iso

DBE

1 76.02 C14H14 N3 0O6F2SCl

[M-H]-

424.0195

S43

424.0187

0.8 189 77.75

8.0
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Data File: D:\DATAB5\714£\2018.10.30\ZX-A262-41.Icd
Elmt Val. Min Max Eimt Val. Min Max Elmt Val. Min Max Elmt Val. Min Max Use Adduct
H 1 10 12 180 2 0 0 P 3 0 0 Se 2 0 0 H
B 3 0 0 F 1 0 0 S 2 0 0 Br 1 0 0 Na
o] 4 6 8 Na 1 0 0 Cl 1 0 1 | 3 0 0 K
N 3 1 3 Mg 2 0 0 Ti 2 0 0 NH4
o 2 3 6 Si 4 0 0 Fe 2 0 0 Br
Error Margin (mDa): 1000.0 DBE Range: 0.0-50.0 Electron lons: both
HC Ratio: 0.0 - 3.0 Apply N Rule: yes Use MSn Info: yes
Max Isotopes: all Isotope RI (%): 1.00 Isotope Res: 10000
MSn Iso RI (%): 75.00 MSn Logic Mode: AND Max Results: 50
Event#: 1 MS(E+) Ret. Time: 1.173->1.320 Scan#: 177 -> 199
2.000e6
1.800e6+ (0] OH
1.600e6+ \N
1.400e6+ |
1 2656.0430 &I\ NH
1.200e6 o N cl 2
1.000e6+ |
234.0612
8.000e5
6.000e54 258.0410
4.000e5] 236.0594 301.01385
2.000e51 217.04 J “ 413.5645
0 — il Jﬁ\ﬁl J.m“ d\.“ ‘Mn N TEN L . : . :
100.0 200.0 300.0 400.0 500.0 600.0 700.0 800.0 900.0
Measured region for 234.0643 m/z
234.0612
100.0+
50.01
236.059%4
235.0653
T T T i T T T T T T /[VM\ T T T
233.0 233.5 234.0 234.5 235.0 235.5 236.0 236.5 237.0 237.5 238.0
C8 H12 N3 O3 CI [M+H]+ : Predicted region for 234.0640 m/z
234.0640
100.0+
50.01
236.0613
235.0667 \
0 ; ; Al ; ‘)P‘ ; i ; - , | ;
233.0 2335 234.0 234.5 235.0 235.5 236.0 236.5 237.0 237.5 238.0
Rank Score Formula (M) lon Meas. m/z  Pred. m/z Df. (mDa) Df. (ppm) Iso DBE
1 93.08 C8H12N3 03 Cl [M+H]+ 234.0643  234.0640 0.3 1.28 93.73 4.0

S44



