Supporting Information-l|

Copies of ESIMS, 1D and 2D NMR spectra of
compounds 7-10, 8a—8i, 9a—9b, and 10a—10c.
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LR-ESIMS for compound 7

Chemical Formula: C,gH3,0g
Exact Mass: 472.20972

Analysis Info

Generic Display

Report

Bcquisition D 2018/9/15 20:32:00

Analysis NameD:\MS\RJL\180915\62-2018-09-1520-31-45.D
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Sample Name

Comment
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'H NMR (400 MHz) spectrum of 7 in CD;0D
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'H NMR (400 MHz) spectrum of 7 in CD;0D
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'H NMR (400 MHz) spectrum of 7 in CD;0D
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'H NMR (400 MHz) spectrum of 7 in CD;0D
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13C NMR (100 MHz) spectrum of 7 in CD,OD
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13C NMR (100 MHz) spectrum of 7 in CD,OD
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13C NMR (100 MHz) spectrum of 7 in CD,OD
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13C NMR (100 MHz) spectrum of 7 in CD,OD

—==38..56
—=—318019
——35..88
—34.89
—— 3306
— 3081
—— 22l
—— 2062
——15:56
—14.83

I e

39 38 37 36 35 34 33 32 31 30 29 28 27 26 25 24 23 22 21 20 19 18 17 16 15 14 13 12 ppm
S14




DEPT 135 spectrum of 7 in CD;0OD
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DEPT 135 spectrum of 7 in CD;0OD
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DEPT 135 spectrum of 7 in CD;0OD
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DEPT 135 spectrum of 7 in CD;0OD
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LR-ESIMS for compound 8

Chemical Formula: Cy7H340g
Exact Mass: 486.22537

Generic Display Report

Analysis Info Acquisition D 2018/9/21 11:43:40
Analysis NameD:\MS\RJL\9.30\63_RAl_01_1512.d
Method 1c-7.8 Operator bruker
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'H NMR (400 MHz) spectrum of 8 in CDClI,
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'H NMR (400 MHz) spectrum of 8 in CDClI,
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'H NMR (400 MHz) spectrum of 8 in CDClI,
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'H NMR (400 MHz) spectrum of 8 in CDClI,
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13C NMR (100 MHz) spectrum of 8 in CDCl,
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13C NMR (100 MHz) spectrum of 8 in CDCl,
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13C NMR (100 MHz) spectrum of 8 in CDCl,
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DEPT 135 spectrum of 8 in CDCl,
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DEPT 135 spectrum of 8 in CDCl,
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DEPT 135 spectrum of 8 in CDCl,
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DEPT 135 spectrum of 8 in CDCl,
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HR-ESIMS for compound 8a

Generic Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

D:\Data\MS\data\201809\liwanshan_WSD-72_pos_18_01_5579.d
LC_Direct Infusion_pos_100-1000mz.m
liwanshan_WSD-72_pos

Acquisition Date 9/30/2018 6:19:21 PM

SCsIo
maxXis

Operator
Instrument

Intens.
x109]

0.8
0.6+
0.4+
0.2

0.0 c \l

591.2592

1181.5111

301.1413

| 469.2208 905.8578 1
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1496.1096 1793.7421
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Bruker Compass DataAnalysis 4.1
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by: SCSIO Page 1 of 1
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HR-ESIMS for compound 8a

Mass Spectrum SmartFormula Report

Analysis Info

Analysis Name

D:\Data\MS\data\201809\liwanshan_WSD-72_pos_18_01_5579.d

Acquisition Date

9/30/2018 6:19:21 PM

Method LC_Direct Infusion_pos_100-1000mz.m Operator SCSIO
Sample Name liwanshan_WSD-72_pos Instrument maXis 255552.00029
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 180 °C
Scan Begin 100 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 I/min
Scan End 2000 m/z Set Charging Voltage ov Set Divert Valve Waste
Set Corona 0nA Set APCI Heater 0°C
Intens. | +MS, 0.5min #31
X105/
1.5
1.01 591,2592
057 592.2619
1 613.2402
o] 593.]2647. 608.2848 610.2304 61 4.;2437.
585 590 505 600 805 810 615 31
_ MeO.__O
Meas. m/z # lon Formula Score m/z err[ppm] err[mDa] mSigma rdb e Conf N-Rule
591.2592 1 C34H3909 100.00 591.2589 0.6 0.4 154 155 even ok
613.2402 1 C34H38NaO9 100.00 613.2408 11 0.6 17.7 155 even ok
11815111 1 C868H77018 100.00 1181.5104 05 0.6 271 305 even ok
1203.4909 1 C68H76NaO18 100.00 1203.4924 1.3 1.5 157 305 even ok
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'H NMR (400 MHz) spectrum of 8a in CDClI,
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NAME czc-1-CH3-BENJIASUAN
EXPNO 1
PROCNO ak
Date 20171012
Time l€.15
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT CcDCl3
NS 16
Ds 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 208.5
DW 60.800 usec
DE 10.00 usec
TE 297.0 K
D1 1.00000000 sec
TDO 1
CHANNEL fl ========
400.1324710 MHz
1H
11.50 usec
65536
400.1300089 MHz
EM
0
0.30 Hz
0
1.00
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'H NMR (400 MHz) spectrum of 8a in CDClI,
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'H NMR (400 MHz) spectrum of 8a in CDClI,
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13C NMR (100 MHz) spectrum of 8a in CDClI,
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2

1

20171013

4.05

spect

5 mm CPPBBO BB

zgpg30

65536

CDC13

1024

4
24038.461 Hz
0.366798 Hz
1.3631988 sec

147.94
20.800 use
18.00 use

287.0 K

2.00000000 sec
0.03000000 sec

CHANNEL fl =======
100.6233324 MHz
13C
10.00 use
32768
100.6127690 MHz
EM
0
1.00 Hz
0
1.40
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13C NMR (100 MHz) spectrum of 8a in CDClI,
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13C NMR (100 MHz) spectrum of 8a in CDClI,
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13C NMR (100 MHz) spectrum of 8a in CDClI,
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DEPT 135 spectrum of 8a in CDCl,
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DEPT 135 spectrum of 8a in CDCl,
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DEPT 135 spectrum of 8a in CDCl,
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DEPT 135 spectrum of 8a in CDCl,
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HR-ESIMS for compound 8b

Generic Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

Acquisition Date 9/30/2018 6:08:56 PM

D:\Data\MS\data\201809\liwanshan_WSD-69_pos_15_01_5576.d
LC_Direct Infusion_pos_100-1000mz.m

Operator
liwanshan_WSD-69_pos

Instrument

SCsIo
maxXis

Intens.
x10%]
2.01

1339.3358 liwanshan_WSD-69_pos_15_01_5576.d: +MS, 0.9min #56

671.1686
1.57

1.0

051 301.1416

225.1964] {
0.0 L )

46912218 57511267 J
ol A

1024.2223 1
¥ A L l T
200 400 600 800

1693.8859
1000

1200 1400 1600 1800 ' miz
Intens.
x1 C)5_

669.1699 671.1686 +MS, 0.9min #56)

1.0
] 670.1725 | 672.1710 a
0.5

691.1508 693.1500
MeO

0.0

673.I1732

686.1948

689.1422
L -}

| 692.11540 \ 6941522

x10%]

670

685

690

L

695

m/z

2.09
1.54
1.04

0.5

0.0

1339.3358

1337.3342

|

1354.3572

1359.3100 1361.3125

a4 IIA

P

+MS, 0.9min #56|

1335

1340

1355

1360

A
1365 m/z

Bruker Compass DataAnalysis 4.1

printed:

9/30/2018 6:23:49 PM

by:

SCSIO

Page 1 of 1

S44



HR-ESIMS for compound 8b

Mass Spectrum SmartFormula Report

Analysis Info

Analysis Name

D:\Data\MS\data\201809\liwanshan_WSD-63_pos_15_01_5576.d

Acquisition Date

9/30/2018 6:08:56 PM

Method LC_Direct Infusion_pos_100-1000mz.m Operator SCSIO
Sample Name liwanshan_WSD-69_pos Instrument maXis 255552.00029
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 180 °C
Scan Begin 100 m/z Set End Plate Offset -500 vV Set Dry Gas 4.0 I/min
Scan End 2000 m/z Set Charging Voltage ov Set Divert Valve Waste
Set Corona 0nA Set APCI Heater D*C
Intens. ] +MS, 0.9min #56
x1057
2:54
2.0]
] 660.1609 B71.1686
1.59
1.0
1 670.1725|672.1710
057 691.1508 693.1500
i uE 6731732 ) ]592_;540‘ 694 1522
665 670 T e " 680 " e 0 | 695 '23'0' " miz
Meas. m/z # lon Formula Score m/z err[ppm] err[mDa] mSigma rdb e Conf Q
669.1699 1 C34H38BrO9 100.00 669.1694 0.8 0.5 214 155 even i
691.1508 1 C34H37BrNa0Og9 100.00 691.1513 0.8 0.5 284 155 even
1337.3342 1 C68H75Br2018 10000 1337.3315 2.0 27 703 305 even
liwanshan_WSD-69_pos_15_01_5576.d
Bruker Compass DataAnalysis 4.1 printed: 9/30/2018 6:23:15 PM by:  SCSIO 33 Page 1 of 1
38 34
37 35
36
Br S45




'H NMR (400 MHz) spectrum of 8b in CDCl,
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NAME czc-1-CH3-DUIXIU
EXPNO 1
PROCNO i
Date_ 20171009
Time 23.06
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
ID 65536
SOLVENT CDC13
NS 16
Ds Z
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 208.5
DW 60.800 usec
DE 10.00 usec
TE 297.0 K
D1 1.00000000 sec
TDO i
======== CHANNEL fl ========
SFO1 400.1324710 MHz
38 34 NUC1 1H
P1 11.50 usec
37 35 sI 65536
36 SF 400.1300086 MHz
WDW EM
Br SSB 0
LB 0.30 Hz
GB 0
PC 1.00
| TR
11 10 9 8 7 1 0 -1 -2 -3 ppm

6 5 4 3 2
RO~ =2} [C=ll=10 = VNV D RS DN
QYRR <2 ] b i D I A B B o B s B B B i
- QO o Olvr=|vr (N[N =[O v=| ==

S46



'H NMR (400 MHz) spectrum of 8b in CDCl,
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'H NMR (400 MHz) spectrum of 8b in CDCl,
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13C NMR (100 MHz) spectrum of 8b in CDCl,
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2

1

20171010
013

spect

5 mm CPPBBO BB
zgpg30
65536
CDC13

1024

4
24038.461
0.366798
1.3631988
73.92
20.800
18.00
297%.0
2.00000000
0.03000000 ¢

CHANNEL f1 ====:
100.6233324 1
13C
10.00
32768
100.6127690 1
EM
0
1.00 1
0
1.40
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13C NMR (100 MHz) spectrum of 8b in CDCl,
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13C NMR (100 MHz) spectrum of 8b in CDCl,
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13C NMR (100 MHz) spectrum of 8b in CDCl,
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DEPT 135 spectrum of 8b in CDCl,
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NAME czc—1-CH3-DUIXI
EXPNO 3
PROCNO 1
Date_ 20171010
Time 0.31
INSTRUM spect
32 PROBHD 5 mm CPPBBO BB
33 PULPROG deptspl35
TD 65536
38 34 SOLVENT cDC13
37 35 NS 300
DS 4
36 SwWH 24038.461
Br FIDRES 0.366798
AQ 1.3631988
RG 130.26
DW 20.800
DE 18.00
TE 297.0
T 4 T p T u T u T u T L T u T y T i T L T : T 2 CNST2 145.0000000
D1 2.00000000
220 200 180 160 140 120 100 80 60 40 20 0 ppm 0. 00344828
D12 0.00002000
TDO 1
======== (CHANNEL fl ====
SFO1 100.6233324
NUCL1 13C
Pl 10.00
P13 2000.00
SI 32768
SF 100.6127693
WDW EM
SSB 0
LB 1.00
GB 0
PC L.40
I i I i I " I ! I ! | d I ; I ' I ! I ! I é I
220 200 180 160 140 120 100 80 60 40 20 0 ppm

S53



DEPT 135 spectrum of 8b in CDCl,
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DEPT 135 spectrum of 8b in CDCl,
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DEPT 135 spectrum of 8b in CDCl,
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LR-ESIMS for compound 8c

32
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Generic Display Report

Analysis Info Acquisition D 2017/10/20 10:48:50
Analysis NameH:\Data-MS-20180909\1liwanshan\CZC-1-CH3 4-F ben yang yi suan.d
Method DEF_MS.M

Operator bdal
Sample Name CZC-1-CH3 4-F ben yang yi suan Instrument amaZon SL
Comment
Intens, +MS, 0.9min #30]
x106 £
661.31
[M+Na]*
64
44
2
[2M+Na]*
1+ 1+
740.39 1299.52
123.13 35145 52276 | l
0 i m saiipdidi i Aoy
200 400 600 800 1000 1200 1400 1600 1800 2000 miz
x10% -MS, 0. 1min #3]
1
51 673.60
44
34
1-
21 169.08
11 1
1- 339.35
111.20
l l l 807.43
ol L || . I . . .
200 400 600 800 1000 1200 1400 1600 1800 2000 miz

Bruker Compass Datalnalysis
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'H NMR (400 MHz) spectrum of 8¢ in CDClI,
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NAME czc-1-CH3-4-F-YISU
EXPNO 1
PROCNO 1
Date_ 20171017
Time 14.25
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 208.5
DW 60.800 use
DE 10.00 use
TE 297.0 K
D1 1.00000000 sec
TDO 1
33
(@) ======== CHANNEL fl =======
SFO1 400.1324710 MHz
34 NUC1 1H
Pl 11.50 use
39 35 ST 65536
38 36 SF 400.1300084 MHz
WDW EM
37 SS5B 0
LB 0.30 Hz
F GB 0
PC 1.00
______J*J ML*JLL_,JLA_+JF_________
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'H NMR (400 MHz) spectrum of 8¢ in CDClI,
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'H NMR (400 MHz) spectrum of 8¢ in CDClI,
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13C NMR (100 MHz) spectrum of 8¢ in CDCl,
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13C NMR (100 MHz) spectrum of 8¢ in CDCl,
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13C NMR (100 MHz) spectrum of 8¢ in CDCl,
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13C NMR (100 MHz) spectrum of 8¢ in CDCl,
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DEPT 135 spectrum of 8¢ in CDCl,
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DEPT 135 spectrum of 8¢ in CDCl,
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DEPT 135 spectrum of 8¢ in CDCl,
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DEPT 135 spectrum of 8¢ in CDCl,
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HR-ESIMS for compound 8d

Generic Display Report

Analysis Info

Analysis Name

Method

Sample Name

Comment

Intens. |

D:\Data\MS\data\201809\liwanshan_WSD-68_pos_14_01_5575.d
LC_Direct Infusion_pos_100-1000mz.m
liwanshan_WSD-68_pos

Acquisition Date

Operator
Instrument

9/30/2018 6:05:28 PM

SCsIo
maxXis

x109]
154

0.59

0.0

205.0863301'1415

L

200

430.?137 542.]'2021

636.2449
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1136.4848

1271.4835
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1929.7055

1429.4366  1566.4164 1701.3868

Intens.

400

600

1000

1200

1400 1600 1800 ' miz

x10%1
1.5

1.04
0.5

0.0

630

636.2449

634.2597

653.2675

+MS, 1.0min #57

658.2270

x105]

635

655 860 665 miz

1.259
1.001
0.754
0.501
0.254
0.00

1265

1271.4835

e

1288.4935

+MS, 1.0min #57

1293.4642

L1, .

Bruker Compass DataAnalysis 4.1

1270

1275

12?07/ '

NO,

1285

1290 1295 1300  miz

printed:
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HR-ESIMS for compound 8d

Mass Spectrum SmartFormula Report

Analysis Info

Analysis Name D:\Data\MS\data\201809\liwanshan_WSD-68_pos_14_01_5575.d
Method LC_Direct Infusion_pos_100-1000mz.m

Sample Name liwanshan_WSD-68_pos

Comment

Acquisition Date 9/30/2018 6:05:28 PM
Operator SCSIO
Instrument maXis 255552.00029

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 180 °C
Scan Begin 100 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 I/min
Scan End 2000 m/z Set Charging Voltage ov Set Divert Valve Waste
Set Corona 0nA Set APCI Heater D*C
Intens.] +MS, 1.0min #57
x1057
2.51
2.0
] 636.2449
159
1.07 658.2270
0.59
0 D: | ) 653.?675 |
830 835 Y Y " 850 S T ess 0 " 665 T T miz
i - 23—0
Meas. m/z # lon Formula Score m/z err[ppm] err[mDa] mSigma rdb e Conf N-Rule 2 /
636.2449 1 C34H38NO11 100.00 636.2439 -1.5 -09 168 165 even ok —
658.2270 1 C34H37NNaO11 100.00  658.2259 16 -11 142 165 even ok 2l
12714835 1 CB8H75N2022 77.91 1271.4806 23 29 333 325 even ok
1293.4642 1 C68H74N2NaO22 100.00 1293.4625 -1.3 -1.7 416 325 even ok

liwanshan_WSD-68_pos_14_01_5575.d

Bruker Compass DataAnalysis 4.1

printed: 9/30/2018 6:19:07 PM

by- SCSIO
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'H NMR (400 MHz) spectrum of 8d in CDCl,
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'H NMR (400 MHz) spectrum of 8d in CDCl,
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'H NMR (400 MHz) spectrum of 8d in CDCl,
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13C NMR (100 MHz) spectrum of 8d in CDCl,
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13C NMR (100 MHz) spectrum of 8d in CDCl,
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13C NMR (100 MHz) spectrum of 8d in CDCl,
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13C NMR (100 MHz) spectrum of 8d in CDCl,
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DEPT 135 spectrum of 8d in CDCl,
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DEPT 135 spectrum of 8d in CDCl,
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DEPT 135 spectrum of 8d in CDCl,
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DEPT 135 spectrum of 8d in CDCl,
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HR-ESIMS for compound 8e

Generic Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

D:\Data\MS\data\201809\liwanshan_WSD-70_pos_16_01_5577.d
LC_Direct Infusion_pos_100-1000mz.m

liwanshan_WSD-70_pos

Acquisition Date

SCsIo
maxXis
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Instrument

9/30/2018 6:12:23 PM

Intens. 4
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Bruker Compass DataAnalysis 4.1

printed: 9/30/2018 6:27:48 PM
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HR-ESIMS for compound 8e

Mass Spectrum SmartFormula Report

Analysis Info

Analysis Name

D:\Data\MS\data\201809\liwanshan_WSD-70_pos_16_01_5577.d

Acquisition Date 9/30/2018 6:12:23 PM

Method LC_Direct Infusion_pos_100-1000mz.m Operator SCSIO
Sample Name liwanshan_WSD-70_pos Instrument maXis 255552.00029
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 180 °C
Scan Begin 100 m/z Set End Plate Offset -500 vV Set Dry Gas 4.0 I/min
Scan End 2000 m/z Set Charging Voltage ov Set Divert Valve Waste
Set Corona 0nA Set APCI Heater D*C
Intens. 1 +MS, 1.8-1.8min #108-110
x10]
2.0:
1] 636.2441
1.0
] 658.2256
057
] 653.2691655.2158
17,1 A T P —— — —
630 635 640 645 650 655
Meas. m/z # lon Formula Score m/z err[ppm] err[mDa] mSigma rdb e Conf N-Rule
636.2441 1 C34H38NO11 100.00 636.2439 03 0.2 161 165 even ok
658.2256 1 C34H37NNaO11 100.00  658.2259 05 0.3 224 165 even ok
12714803 1 CB68H75N2022 100.00 1271.4806 -0.2 0.3 154 325 even ok
1293.4619 1 C68H74N2NaO22 100.00 1293.4625 -05 -0.7 232 325 even ok
liwanshan_WSD-70_pos_16_01_5577.d
Bruker Compass DataAnalysis 4.1 printed: 9/30/2018 6:27:25 PM by:  SCSIO 32 Page 1 of 1
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'H NMR (400 MHz) spectrum of 8e in CDClI,
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'H NMR (400 MHz) spectrum of 8e in CDClI,
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'H NMR (400 MHz) spectrum of 8e in CDClI,

88L"
796"
LTT"
QLEE”
88¢€ "
IT%°
I NA
9vv "
BGF "
LGS
#oG-
88G "
8Z9”
Se9
%79~
8F9-°
PGo9-
T99°
899"
SL9”
89"
TeL”
cvL”
FoL”
TilL”
LeL-:
L0g"
0E8”
0¥8"
IET”
AN
¢otT”
PLT®
o9t1C”
0ge”
rFge”
A4
9¢Ch "
8F¥ -
SLE "
167"
LTS~
0e9”
GLY”
789°
Gel"
T90°
9L0"
080"
c0T”
¥86-°
686"
609"
€19”
€08°
S00-
620"

e —

OO0 NN NN NN NN NN NN NN N NN A A A A A A A A A A A A A A A A A A A A A A A A A A A OO

36

ppm

ol o |

]

2.0
8

25

()

(3]
o
N

=

3.5

4.0

10°€

{

(gl |

T

N
i
=

o
<
i

g

(=]
o
(5]

!

|

o
o
-

©
o™

|

~
]
o

S86



13C NMR (100 MHz) spectrum of 8e in CDClI,
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE

| ' | ‘ 1 : | : 1 : | ‘ { : | '
180 160 140 120 100 80

czc—1-CH3-jianxi

ik

20171016

20,11

spect

5 mm CPPBBO BB

zgpg30

65536

CDC13

1024

4
24038.461 H:
0.366798 H:
1.3631988 s«

130.26
20.800 u:
18.00 u:
297.0 K
2.00000000 st
0.03000000 s¢

CHANNEL f1
100.6233324 M
13€
10.00 w
32768
100.6127690 M
EM
0
1.00 H:
0
1.40
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13C NMR (100 MHz) spectrum of 8e in CDClI,
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13C NMR (100 MHz) spectrum of 8e in CDClI,
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13C NMR (100 MHz) spectrum of 8e in CDClI,
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13C NMR (100 MHz) spectrum of 8e in CDClI,

n
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DEPT 135 spectrum of 8e in CDCl,
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NAME czc—-1-CH3-jianx:
EXPNO 3
PROCNO 1
Date_ 20171016
Time 19.06
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG deptspl3s
TD 65536
SOLVENT CDC13
NS 300
DS 4
SWH 24038.461
FIDRES 0.366798 I
AQ 1.3631988 :
RG 12 D2
DW 20.800 1
DE 18.00 1
TE 297.0 I
CNST2 145,0000000
D1 2.00000000 ¢
D2 0.00344828 ¢
D2 0.00002000 ¢
TDO 1
======== CHANNEL fl ====-
SFO1 100.6233324 ¢
NUC1 13€
Pl 10.00 1
P13 2000.00 1
ST 32768
SF 100.6127692 1
WDW EM
SSB 0
LB 1.00 ¢
GB 0
PC 1.40
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DEPT 135 spectrum of 8e in CDCl,
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DEPT 135 spectrum of 8e in CDCl,
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DEPT 135 spectrum of 8e in CDCl,
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HR-ESIMS for compound 8f

Generic Display Report

Analysis Info
Analysis Name

Method

Sample Name

Comment

Acquisition Date 9/30/2018 6:15:53 PM

D:\Data\MS\data\201809\liwanshan_WSD-71_pos_17_01_5578.d

LC_Direct Infusion_pos_100-1000mz.m

liwanshan_WSD-71_pos

SCsIo
maxXis

Operator
Instrument

Intens. |
x10%]

274.2744
by

621.2709

469.2205

liwanshan_WSD-71_pos_17_01_5578.d: +MS, 0.5min #32

1241.5315

775.3432 894.5354

200

400 600

800 1000 1600 1800 miz

621.2709

622.2730

623.[2753

+MS, 0.5min #32

643.|2516

1

615

620 625

640 645 650 miz

1241.5315

1242,5350

1243.536%

1244.5402

I

+MS, 0.5min #32|

1263.5137

32 OMe

38 J 34

1265.5198
Nuseﬂ.szzz

1258.5515
A I

A

1240

1245

1250 1260 1265 miz

"37 \)332'55

36

Bruker Compass DataAnalysis 4.1

printed:

9/30/2018 6:32:22 PM by: SCSIO Page 1 of 1
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HR-ESIMS for

compound 8f

Mass Spectrum SmartFormula Report

Analysis Info

Analysis Name

D:\Data\MS\data\201809\liwanshan_WSD-71_pos_17_01_5578.d

Acquisition Date

9/30/2018 6:15:53 PM

Method LC_Direct Infusion_pos_100-1000mz.m Operator SCSIO
Sample Name liwanshan_WSD-71_pos Instrument maXis 255552.00029
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 180 °C
Scan Begin 100 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 I/min
Scan End 2000 m/z Set Charging Voltage ov Set Divert Valve Waste
Set Corona 0nA Set APCI Heater (okile]
Intens. | +MS, 0.5min #32
X105+
3‘
g 621.2709
2_
1 =
] 653.2589
. ] | . 536'.2455. 643.2516 ]
615 ' 620 8% 830 " e ga0 " miz
Meas. m/z # lon Formula Score m/z err[ppm] err[mDa] mSigma rdb e Conf N-Rule
621.2709 1 C35H41010 100.00 621.2694 23 1.4 245 155 even ok
643.2516 1 C35H40NaO10 100.00 6432514 04 0.2 81 155 even ok
12415315 1 C70H81020 100.00 12415316 0.0 01 321 305 even ok
1263.5137 1 C70H80NaO20 100.00 1263.5135 0.2 0.2 392 305 even ok
liwanshan_WSD-71_pos_17_01_5578.d
Bruker Compass DataAnalysis 4.1 printed: 9/30/2018 6:31:46 PM by:  SCSIO 32 Page 1 of 1
3 OMe
38 34
37 35
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'H NMR (400 MHz) spectrum of 8f in CDCl,

NAME czc—-1-CH3-LINJIAYANG
EXPNO 1
PROCNO 1
Date_ 20171018
Time 12.16
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
D 65536
SOLVENT CDC13
NS 16
Ds 2,
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 208.5
DW 60.800 usec
DE 10.00 usec
TE 297.0 K
D1 1.00000000 sec
DO 1
======== CHANNEL fl ========
SFO1 400.1324710 MHz
NUC1 1H
37 35 Pl 11.50 usec
SI 65536
36 SF 400.1300089 MHz
wWDW EM
SSB 0
LB 0.30 Hz
GB 0
BC 1.00
| l 1 t Ll ‘ \ L LJJ ULJ JJL
A R e N Rn T FEAEREE RS Ea L Sy s R R e B ) LT L R L B P R e RS LA
10 9 8 7 6 5 4 3 2 1 0 ppm
o) (0] [2(w) (o ™[ F%Tm%‘ﬁﬁﬁﬁmpmmﬁ%
AR |12 (US| Q= bt b o B | Bt D ] i s o e ] B e | |
(=] =18 ] Ll i =108 N NN rINN || DM
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'H NMR (400 MHz) spectrum of 8f in CDCl,
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'H NMR (400 MHz) spectrum of 8f in CDCl,
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13C NMR (100 MHz) spectrum of 8f in CDCl,
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—0.000

NAME czc-1-CH3-LINJIAYA
EXPNO 102
PROCNO d:
Date_ 20171021
Time 14.09
INSTRUM spect
PROBHD 5 mm CPPBEO BB
PULPROG zgpg30

D 65536
SOLVENT CDC13

NS 3000

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 147.94

DW 20.800 use
DE 18.00 use
TE 297.0 K
D1 2.00000000 sec
D1l 0.03000000 sec
DO 1
======== CHANNEL fl =======
SFQO1 100.6233324 MHz
NUC1 13C

Pl 10.00 use
SI 32768

SF 100.6127691 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40

| T T T T
220 200 180 160 140 120 100 80 60 40 20

0 ppm
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13C NMR (100 MHz) spectrum of 8f in CDCl,
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13C NMR (100 MHz) spectrum of 8f in CDCl,
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13C NMR (100 MHz) spectrum of 8f in CDCl,
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DEPT 135 spectrum of 8f in CDCl,
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NAME czc-1-CH3-LINJIAY.
EXPNO 103
PROCNO 1
Date_ 20171021
Time 14.56
INSTRUM spect
3 PROBHD 5 mm CPPBRO BB
PULPROG deptspl35
33 OMe D 65536
SOLVENT cDcls3
38 34 NS 800
37 35 DS 4
SWH 24038.461 Hz
36 FIDRES 0.366798 Hz
AQ 1.3631988 se
RG 130.26
DW 20.800 us
DE 18.00 us
TE 297.0 K
CNST2 145.0000000
| * I ’ I ! I ’ I i I d I : I 4 I = I i I ? I : D1 2.00000000 se
220 200 180 160 140 120 100 80 60 40 20 0 m e
Pp D12 0.00002000 se
DO g
======== CHANNEL f1l ======
SFOl 100.6233324 MH
NUC1 13C
Pl 10.00 us
P13 2000.00 us
SI 32768
SF 100.6127693 MH
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40
I g I g I ! I i I i I i I ' I i I k I : I ' I !
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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DEPT 135 spectrum of 8f in CDCl,
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DEPT 135 spectrum of 8f in CDCl,
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DEPT 135 spectrum of 8f in CDCl,
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HR-ESIMS for compound 8g

Generic Display Report

Analysis Info
Analysis Name

D:\Data\MS\data\201809\liwanshan_WSD-74_pos_19_01_5580.d

Acquisition Date

9/30/2018 6:22:50 PM

Method LC_Direct Infusion_pos_100-1000mz.m Operator SCsSIO
Sample Name liwanshan_WSD-74_pos Instrument maXis
Comment
Intens 1 liwanshan_WSD-74_pos_19_01_5580.d: +MS, 0.5min #31
x104: 597.3060
5.
1193.6041
4_
3.
27 301.1411
1‘
469,2206
1490234 [ l UL S l 1511.7286 1811,8832
0 T - T b T h T ot T T - T i T
200 400 600 800 1000 1200 1400 1600 1800 miz
Intens. ] +MS, 0.5min #31
x1041 597.3060 20
55 22@
E| 7
4: 18 =20 2
o 598.3091 » Me:, 619.2873
2 31 19 1" 3 O
17 599.3116 MeO.__O Me | ..H |.H 614.3318 620.2902
5 i p e I A [ s | 621.2888
595 600 6 'i'/gégl \OHHB T 15 Yelo 615 620 miz
s 0
x104 1193,6041 O +MS, 0.5min #31
4_
3.
2.
1215.5846
14
1210,6281 A
‘ ‘ 12,05'5863. ‘* l‘l'nhln ‘ ‘h,‘. . ‘ ‘
1190 1195 1205 1210 1215 1220 m/iz
Bruker Compass DataAnalysis 4.1 printed: 9/30/2018 6:41:04 PM by: SCSIO Page 1 of 1
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HR-ESIMS for compound 8g

Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date 9/30/2018 6:22:50 PM
Analysis Name D:\Data\MS\data\201809\liwanshan_WSD-74_pos_19_01_5580.d

Method LC_Direct Infusion_pos_100-1000mz.m Operator SCSIO

Sample Name liwanshan_WSD-74_pos Instrument maXis 255552.00029
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 180 °C
Scan Begin 100 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 I/min
Scan End 2000 m/z Set Charging Voltage ov Set Divert Valve Waste
Set Corona 0nA Set APCI Heater D*C
Intens. +MS, 0.5min #31
x105 ]
0.84
0.6 597.3060
0.4+
1 598.3091 619.2873
0.24
] 620.2902
o 0143318 616 o782 [621 2888
0.0 T T T T T T T T T T T T T T T T T T T —— et T T A T T T T T T r ?
595 600 605 610 615 620 625 m/z
Meas. m/z # lon Formula Score m/z err[ppm] err[mDa] mSigma rdb e Conf N-Rule
597.3060 1 C34H4509 100.00 597.3058 0.3 -0.2 221 125 even ok
619.2873 1 C34H44NaO9 100.00 619.2878 -0.7 05 58 125 even ok
11936041 1 C68H89018 100.00 1193.6043 -0.2 0.2 11.3 245 even ok
12155846 1 C68HB88NaO18 100.00 1215.5863 1.4 Tl 87 245 even ok

liwanshan_WSD-74_pos_19_01_5580.d

0O
Bruker Compass DataAnalysis 4.1 printed: 9/30/2018 6:41:38 PM by:  SCSIO ~ Page 1 of 1
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'H NMR (400 MHz) spectrum of 8g in CDCl,
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NAME czc—-1-CH3-huanjijiasu
EXPNO 1
PROCNO 1
Date_ 20171016

Time 15.33
INSTRUM spect
PROBHD 5 mm CPPBRO BB
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 16

DS 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 208.5

DwW 60.800 usec
DE 10.00 usec
TE 297, 031G

D1 1.00000000 sec
DO 1,

== CHANNEL fl ========
400.1324710 MHz
1H
11.50 usec
65536
400.1300082 MHz
EM
0
0.30 Hz
0
1.00
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'H NMR (400 MHz) spectrum of 8g in CDCl,
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'H NMR (400 MHz) spectrum of 8g in CDCl,
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13C NMR (100 MHz) spectrum of 8g in CDCl,
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NAME czc—-1-CH3-huanjijia
EXPNO 2
PROCNO 1
Date_ 20171016
2—0 Time 22.33
22/ INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 85.34
DW 20.800 usec
DE 18.00 usec
TE 297.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO s
CHANNEL f1 ==
100.6233324 MHz
13C
10.00 usec
38 34 32768
100.6127689 MHz
37 35 WDW EM
SSB 0
36 LB 1.00 Hz
GB 0
PC 1.40
1L A L] | \||| I

T ’ I ! I ' I ' I " T d I ) I ' T y I ! I d f '
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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13C NMR (100 MHz) spectrum of 8g in CDCl,
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13C NMR (100 MHz) spectrum of 8g in CDCl,

N | v
\l
31
MeO
38 34 JMM‘
37 35
36 == o T
45.5 45.0 ppm
- = = ¢ = = = = F = = = = [ = &~ = = i ° ° = > F & - = > 1 = r = = I °
80 Tis 70 65 60 55 50 ppm

S116



13C NMR (100 MHz) spectrum of 8g in CDCl,
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DEPT 135 spectrum of 8g in CDCl,
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DEPT 135 spectrum of 8g in CDCl,
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DEPT 135 spectrum of 8g in CDCl,
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DEPT 135 spectrum of 8g in CDCl,
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DEPT 135 spectrum of 8g in CDCl,
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HR-ESIMS for compound 8h

Generic Display Report

Analysis Info Acquisition Date 9/30/2018 4:07:58 PM
Analysis Name D:\Data\MS\data\201809\liwanshan_WSD-73_pos_14_01_5571.d

Method LC_Direct Infusion_pos_100-1000mz.m Operator SCsSIO

Sample Name liwanshan_WSD-73_pos Instrument maXis

Comment

Intens. {

“ liwanshan_WSD-73_pos_14 01_5571.d: +MS, 2.0-2.0min #119-120|
x10°]

626.2156

1.259
1.004

0.754

B 301.1410

0ra5 205.0858 345.3182

0.00% r— —_
200 400

L 767.2053 897.5193 12514228
‘ ' 1200 ' 1400 ' miz

Intens.
xl€)5:
1.254
1.004

0.754 628.2139

0507
] 629.2160
— 630.2188

0.00"— T T T T T T r T
625 630

626.2156 +MS, 2.0-2.0min #119-120|

643.5868 648.1967  650.1950
645 650 miz

+MS, 2.0-2.0min #119-120)

60001 1251.4228
50001
40007
30004
20004

36
1000 1247.3999 I 1265.4416 31 1283.4102 1298.4066
O_r...‘tl'l lll o i A I.._l‘n 11‘2‘?1;4‘1291' Li..lvl.._a‘l J.;‘AAlll*l‘l ko bemdep ] I‘j lvl Lo T WP _i l.‘l 4 l‘i‘lvl bt ap

1250 ' 1260 1270 1280 1290 1300 miz

Bruker Compass DataAnalysis 4.1 printed: 9/30/2018 4:19:52 PM by: SCSIO Page 1 of 1
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HR-ESIMS for compound 8h

Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date 9/30/2018 4:07:58 PM
Analysis Name D:\Data\MS\data\201809\liwanshan_WSD-73_pos_14_01_5571.d

Method LC_Direct Infusion_pos_100-1000mz.m Operator SCSIO

Sample Name liwanshan_WSD-73_pos Instrument maXis 255552.00029
Comment

Acquisition Parameter

Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 180 °C
Scan Begin 100 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 I/min
Scan End 2000 m/z Set Charging Voltage ov Set Divert Valve Waste
Set Corona 0nA Set APCI Heater D*C
Intens.: +MS, 2.0-2.0min #119-120
X107
2.0
157 626.2156
1.0
1 628.2139
0.57
] | 648.1967
0.0 T T T T T T T T T T T T A T r T T T T T T T T T T T T r r e T T T T T 7
620 625 630 635 640 645 650 655 m/z
Meas. m/z # lon Formula Score m/z err[ppm] err[mDa] mSigma rdb e Conf N-Rule
626.2156 1 C33H37CINO9 100.00 626.2151 -0.8 05 316 155 even ok
648.1967 1 C33H36CINNaOS 100.00 648.1971 05 03 260 155 even ok

liwanshan_WSD-73_pos_14_01_5571.d

Bruker Compass DataAnalysis 4.1 printed: 9/30/2018 4:19:15 PM by:  SCSIO 32 Page 1 of 1
33
(7 N
36 (o 35
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'H NMR (400 MHz) spectrum of 8h in CDCl,

R spect
PROBHD 5 mm CFPBBO BB
PULPROG 30
D £ 6
SOLVENT CDC13
NS 16
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SWH B223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 208.5
DW 6D0.B00
DE 10.00
TE 297.0
D1 1.00000000
DD 1

32
33
sI 65536
37 = 34 SF 400.1300082 Mz
35 WDW EM
SSB 0
% N LB 0.30 Hz
Cl o 0
PC 1.00
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'H NMR (400 MHz) spectrum of 8h in CDCl,
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'H NMR (400 MHz) spectrum of 8h in CDCl,
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13C NMR (100 MHz) spectrum of 8h in CDCl,
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HAME czc—1-CH3-2-Cl-yiyan
EXPNO 2
PROCHNO 1
Date_ 20171016

Time 21.13
INSTRUM spect
PROBHD 5 mm CPPBBC BB
PULPROG zgpg30

B ] 65536
SOLVENT CDCl13

NS l0z24

Ds 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 85.34

DW 20.800 usec
DE 18.00 usec
TE 297.0 K

D1l 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 100.6233324 MHz
NUC1 13E

Pl 10.00 usec
ST 32768

SF 100.6127690 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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13C NMR (100 MHz) spectrum of 8h in CDCl,
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13C NMR (100 MHz) spectrum of 8h in CDCl,
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13C NMR (100 MHz) spectrum of 8h in CDCl,
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DEPT 135 spectrum of 8h in CDCl,
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DONDOR=O= DN N D
TOOWAOANSOOMININOAHON o
oo Neoe nEwaeey e
N AOOTTrAIO AN -
DS P TTFTOONOONANNAAA o
NAME czc-1-CH3-2-Cl-yiya
EXPNO 3
PROCHNO 1
Date_ 20171016
Time 21.31
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG deptspl35
D 65536
SOLVENT CDC13
NS 300
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 130.26
DW 20.800 usec
DE 18.00 usec
TE 297.0 K
CNST2 145.0000000
D1 2.00000000 sec
Dz 0.00344828 sec
Dl2 0.00002000 sec
TDO 1
T T T - CHANNEL fl1 ========
SFOl1 100.6233324 MHz
NUC1 13¢
20 0 ppm Pl 10.00 usec
Pl3 2000.00 usec
SI 32768
SF 100.6127691 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40



DEPT 135 spectrum of 8h in CDCl,
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DEPT 135 spectrum of 8h in CDCl,
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DEPT 135 spectrum of 8h in CDCl,
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HR-ESIMS for compound 8i

Generic Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

D:\Data\MS\data\201809\liwanshan_WSD-75_pos_20_01_5581.d
LC_Direct Infusion_pos_100-1000mz.m

liwanshan_WSD-75_pos

Acquisition Date

Operator
Instrument

9/30/2018 6:26:21 PM

SCsIo
maxXis

Intens._]
x104
51

149.10232 I

613.3380

301.1420

l 469.2222

Ll ‘ ! Lol

93;8.‘9760

liwanshan_WSD-75_pos_20_01_5581.d: +MS, 0.5min #30|

1225.6681

1551.8037

1860,9827

200

400

800

1000

1200

1600

1800 miz

613.3380

614.3408

615.3439

31 19
MeO._ _O Me

" 13
9\\‘H oH |

630.3634
|

I T

635.3197
\ 63613223

i

+MS, 0.5min #30

610

615

620 zr H

105 14

630

635

640 miz

1225.6681
1226.6712

1227.6733

1228.6757

A

1247.6491

+MS, 0.5min #30|

A

1225 1230

123534 36 38

1240

(0]
{/N/r{}\/i
33
G o M86s27 I v | 1

1245

1250 miz

Bruker Compass DataAnalysis 4.1

printed:

9/30/2018 6:43:57 PM

by: SCSIO

Page 1 of 1
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HR-ESIMS for compound 8i

Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date 9/30/2018 6:26:21 PM

Analysis Name D:\Data\MS\data\201809\liwanshan_WSD-75_pos_20_01_5581.d

Method LC_Direct Infusion_pos_100-1000mz.m Operator SCSIO
Sample Name liwanshan_WSD-75_pos Instrument maXis 255552.00029
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 180 °C
Scan Begin 100 m/z Set End Plate Offset -500 vV Set Dry Gas 4.0 I/min
Scan End 2000 m/z Set Charging Voltage ov Set Divert Valve Waste
Set Corona 0nA Set APCI Heater D*C
Intens.{ +MS, 0.5min #30
x10% |
0.8
0.64 613.3380
0.4
| 614.3408
021 635.3197
1 615.3439 630.3634 636.3223
0.0+——— — L1 ; — ; I A e L ; ; ‘
610 615 620 625 630 635 640 m/z
Meas. m/z # lon Formula Score m/z err[ppm] err[mDa] mSigma rdb e Conf N-Rule
613.3380 1 C35H4909 100.00 613.3371 15 09 196 115 even ok
635.3197 1 C35H48Na09  100.00 635.3191 -1.0 0.6 254 115 even ok
12256681 1 C70H97018 100.00 12256669 -1.0 1.2 360 225 even ok
12476491 1 C70H96NaO18 100.00 1247.6489 -0.2 -0.3 391 225 even ok
31
MeO
liwanshan_WSD-75_pos_20_01_5581.d
Bruker Compass DataAnalysis 4.1 printed: 9/30/2018 6:43:32 PM

Q
by:  SCSIO » Page 1 of 1
33 Me
39

34 36 38
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'H NMR (400 MHz) spectrum of 8i in CDClI,
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'H NMR (400 MHz) spectrum of 8i in CDClI,
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'H NMR (400 MHz) spectrum of 8i in CDClI,
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13C NMR (100 MHz) spectrum of 8i in CDClI,

173.838
173.788

169,929
T=141.798
——=138.351
T 119,971
—109.762
——96.843

142,927
120,787

V

L

— = OO
[ B Nap o'l

il

I
=

DTN O T T
NN N~~~ o

.

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE

| ¥ | : ! ' | : | ' [ ; 1 : | ! | ' \
220 200 180 160 140 120 100 80 60

40

20

0 ppm

czc—1-CH3-XINSU?
2
1
20171017
16.42
spect
5 mm CPPBBO EB
zgpg30
65536
CDC13
952
4

24038.461
0.366798
1.3631988
85.34
20.800
18.00
295w,
2.00000000
0.03000000

CHANNEL f1
100.6233324 !
13C
10.00
32768
100.6127690 1
EM
0
1.00 t
0
1.40

S141



13C NMR (100 MHz) spectrum of 8i in CDClI,
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13C NMR (100 MHz) spectrum of 8i in CDClI,
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13C NMR (100 MHz) spectrum of 8i in CDClI,
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DEPT 135 spectrum of 8i in CDCl,
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DEPT 135 spectrum of 8i in CDCl,
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DEPT 135 spectrum of 8i in CDCl,
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DEPT 135 spectrum of 8i in CDCl,
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DEPT 135 spectrum of 8i in CDCl,
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LR-ESIMS for compound 9

Generic Display Report

Analysis Info

Analysis Name D:\MS\RJL\9.30\64 RA1l 01 1513.4
Method lc-7.9 Operator bruker
Sample Name 28140922-alternating-500-50-2200-MS2_1513.m Ipgtrument amaZon SL

Acquisition D 2018/9/21 11:55:41

Comment

Intense +MS2(502.20), 5.5min #387|
x10¢

M+ H]*

1.251 1+

485.14

0.75

0.50+

0.251

0.00- .

i
200 400 600 800 1000 1200 1400 1600 1800 2000 miz

Bruker Compass Datalnalysis
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'H NMR (400 MHz) spectrum of 9 in CDCl,
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1.666
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Date_ 20170919
Time 14.57
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30

TD 65536
SOLVENT CDC13

NS 16

Ds 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 208.5

DW 60.800 usec
DE 10.00 usec
TE 297.0 K

D1 1.00000000 sec
TDO 1
mmmmmmmes CHANNEL £1 sesss———
SFOl 400.1324710 MHz
NUCl 1H

Pl 11.50 usec
SI 65536

SF 400.1300076 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

PC 1.00
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'H NMR (400 MHz) spectrum of 9 in CDCl,
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'H NMR (400 MHz) spectrum of 9 in CDCl,
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'H NMR (400 MHz) spectrum of 9 in CDCl,
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13C NMR (100 MHz) spectrum of 9 in CDCl,
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13C NMR (100 MHz) spectrum of 9 in CDCl,
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13C NMR (100 MHz) spectrum of 9 in CDCl,
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13C NMR (100 MHz) spectrum of 9 in CDCl,
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DEPT 135 spectrum of 9 in CDCl,
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DEPT 135 spectrum of 9 in CDCl,

| | | | | T t t | T \
145 140 135 130 125 120 115 110 105 100 ppm
F— % % & & [ F ¥ t & [ % F & £ & FLE %G 5 & o ) I . A I ] )
145 140 135 130 125 120 115 110 105 100 ppm

S160



DEPT 135 spectrum of 9 in CDCl,
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DEPT 135 spectrum of 9 in CDCl,
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DEPT 135 spectrum of 9 in CDCl,
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DEPT 135 spectrum of 9 in CDCl,
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LR-ESIMS for compound 9a

Generic Display Report

Analysis Info

Analysis NameD:\MS\RJL\20181001\66-1 RAl 01 1592.d

Method le-7.9 Operator bruker
Sample Name &8140922-alternating-500-50-2200-MS2_1592.m Ipstrument amaZon SL
Comment

Acquisiticn D 2018/10/1 20:32:42

Intensg +MS, 3.4min #238]
x10

1.2

M+ HJ*

1+
500.16
4

08
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0.2

1+
999.39
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Bruker Compass Datalnalysis
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'H NMR (400 MHz) spectrum of 9a in CDClI,
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'H NMR (400 MHz) spectrum of 9a in CDClI,
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'H NMR (400 MHz) spectrum of 9a in CDClI,
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13C NMR (100 MHz) spectrum of 9a in CDClI,
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13C NMR (100 MHz) spectrum of 9a in CDClI,
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13C NMR (100 MHz) spectrum of 9a in CDClI,
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DEPT 135 spectrum of 9a in CDCl,
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DEPT 135 spectrum of 9a in CDCl,
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DEPT 135 spectrum of 9a in CDCl,
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DEPT 135 spectrum of 9a in CDCl,
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LR-ESIMS for compound 9b

Generic Display Report

Analysis Info Acquisition D 2018/9/15 20:56:00
Analysis Name D:\MS\RJL\180915\67-2018-09-1520-55-30.D
Method DEF_LC.M Operator
Sample Name 67 Instrument LCMSD
Comment
Intens. +MS, 0.9min #52
x104
[M + NaJ*
1 1+
e 536.30
1.00
0.751
0.50+
0.251
139.10
46810 .00l ses20
239.10
| ‘ 31230 10556 i 586.20
0.00 | 1 e I W 1 ,
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Bruker Compass Datalnalysis
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'H NMR (400 MHz) spectrum of 9b in CDCl,
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'H NMR (400 MHz) spectrum of 9b in CDCl,
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'H NMR (400 MHz) spectrum of 9b in CDCl,

991"
FLT”
L6T"
0TZ”
90¢”
60¢€"
0ce”
ree”
€6¢”
TCw”
TER®
8a¥F”
L6F "
ZIs"
6ES”

868"
€Lg”
so6”
0cze”
9re6”
0s6”
266"
966"

SCr -
A7
T6F "
S6F”
66F "
816"
A4

69°

LS8"

86 °
SL6"

Z

AN

™ NN NN

NN

N

™~

€ —
N

Sy

ppm

2.0

3.0 29 28 27 26 25 24 23 22 21

40 39 38 37 36 35 34 33 32 31

41

|

|

0
<
<

\‘

I

[=2]
—
o™

\‘

S179



'H NMR (400 MHz) spectrum of 9b in CDCl,
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13C NMR (100 MHz) spectrum of 9b in CDCl,
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13C NMR (100 MHz) spectrum of 9b in CDCl,
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13C NMR (100 MHz) spectrum of 9b in CDCl,
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DEPT 135 spectrum of 9b in CDCl,
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DEPT 135 spectrum of 9b in CDCl,
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DEPT 135 spectrum of 9b in CDCl,
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DEPT 135 spectrum of 9b in CDCl,
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LR-ESIMS for compound 10

Generic Display Report

Analysis Info

Analysis NameH:\9.30\65 RA1 01 1514.d
Method le-7.9 Operator bruker
Sample Name £8140922-alternating-500-50-2200-MS2_1514.m Ipstrument amaZon SL
Comment

Acquisitien D 2018/9/21 12:07:40

Intensg +M52(487.40), 4.8min #354]
x10

ar [M + H]+

xich “M52(939.53), 3.5min #249)

45;:22 [M - H]_

2.0

0.5

0.0 Lol \ * . . \
200 400 600 800 1000 1200 1400 1600 1800 2000 miz

Bruker Compass Datalnalysis
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7.704
T+935
6518
6.514
5.701
5.696
687
682
346
151
127
461
437
005
989
959
943
841
794
640
615
423
408
353
B335
322
1.774

NAME CZIC-1-IBX-2

EXPNO 1

PROCHNO 1

Date_ 20170710

Time 15.10

INSTRUM spect

PROBHD 5 mm CPPBBO BB

PULPROG zg 30

TD 65536

SOLVENT Acetone

NS 16

Ds 2

SWH 8223.685 Hz

FIDRES 0.125483 Hz

AQ 3.9846387 sec

RG 147.94

DW 60.800 usec

DE 10.00 usec

TE 297.0 K

D1 1.00000000 sec

TDO 1

= == CHANNEL f1l
400.1324710 MHz

NuUCl 1H

Pl 11.50 usec

SI 65536

SF 400.1300051 MHz

WDW EM

S55B 0

1B 0.30 Hz

GB 0

PC 1.00

RN
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5 4 3 1 0
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'H NMR (400 MHz) spectrum of 10 in (CD,),CO
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'H NMR (400 MHz) spectrum of 10 in (CD,),CO
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'H NMR (400 MHz) spectrum of 10 in (CD,),CO
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13C NMR (100 MHz) spectrum of 10 in (CD,),CO
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NAME czCc-1-IBX-2
EXPNO 2
PROCNO 1
Date_ 20170710
Time 16.10
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30
D 65536
SOLVENT Acetone
NS 1024
] 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 73.92
DW 20.800 usec
DE 18.00 usec
TE 297.0 K
Dl 2.00000000 sec
D11 0.03000000 sec
TDO 1
mesnme UEANNED £l ss=smsas
SFO1 100.6233324 MHz
Nucl 136
Fl 10.00 usec
SI 32768
SF 100.6126788 MHz
WDW EM
SSB 0
1B 1.00 Hz
GB 0
BC 1.40
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13C NMR (100 MHz) spectrum of 10 in (CD,),CO
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13C NMR (100 MHz) spectrum of 10 in (CD,),CO
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13C NMR (100 MHz) spectrum of 10 in (CD,),CO
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DEPT 135 spectrum of 10 in (CD;),CO
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D2 0.00344828 sec
D12 0.00002000 sec
DO 1
======== CHANNEL fl ========
SFOl 100.6233324 MHz
NUCl 18e
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DEPT 135 spectrum of 10 in (CD;),CO
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DEPT 135 spectrum of 10 in (CD;),CO
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LR-ESIMS for compound 10a

Generic Display Report

Analysis Info

Analysis NameD:\MS\RJL\20181001\78_RAl_01_1590.d
Method le=7.9
Sample Name 28140922-alternating-500-50-2200-MS2_1590.m

Comment

Acquisiticn D 2018/10/1 18:37:27

bruker
amaZon SL

Operator
Instrument

Intensa._ +MS, 3.8min #28.
x10f

2.5

4{6:16 [M + H]+

2.04

054

610.22 97233
L

2|

x?ﬂg -M52(598.34), 3.0min #22
3.0

251

[M - HJ

1-
204 484.22

584.01

00 e

1
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Bruker Compass Datalnalysis
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'H NMR (400 MHz) spectrum of 10a in (CD,),CO

NAME czce-l-ibx-giangan-2
EXPNO 1
PROCNO 1
Date_ 20170725
Time 10.29
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30

TD 65536
SOLVENT Acetone

NS 16

DS 2

SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 208.5

DW 60.800 usec
DE 10.00 usec
TE 297.0 X
D1 1.00000000 sec
TDO 1
======== (CHANNEL fl ========
SFO1 400.1324710 MHz
NUC1 1H

Pl 11.50 usec
SI 65536

SF 400.1300052 MHz
WDW EM

SSB 0

LB 0.30 Hz
GB 0

BC 1.00

I J [ A wyne
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'H NMR (400 MHz) spectrum of 10a in (CD,),CO
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'H NMR (400 MHz) spectrum of 10a in (CD,),CO




13C NMR (100 MHz) spectrum of 10a in (CD,),CO
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Date_
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BRUKER
(<O

czc-1l-ibx-giangan-2
2

1
20170725

11.45

spect

5 mm CPPBBO BB
zgpg30

65536

Acetone

1024

4
24038.461 Hz
0.366798 Hz
1.3631988 sec
147.94
20.800 usec
18.00 usec
297.0 K
2.00000000 sec
0.03000000 sec
1

CHANNEL fl1 ========
100.6233324 MHz
13
10.00 usec
32768
100.6126780 MHz
EM
0
1.00 Hz
0
1.40
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13C NMR (100 MHz) spectrum of 10a in (CD,),CO
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13C NMR (100 MHz) spectrum of 10a in (CD,),CO
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DEPT 135 spectrum of 10a in (CD;),CO
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT

czc-l-ibx—giangan-2

1

20170725
11..45
spect

5 mm CPPBBC BB
zgpg30
65536
Acetone
1024

4
24038.461
0.366798
1.3631988
147.94
20.800
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297.0 K
2.00000000
0.03000000
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DEPT 135 spectrum of 10a in (CD;),CO

< — o N~ o o N e8]
= Ep] f9} (e el — O = s
. . . . P . [es)
L0 (o)1 — T N [ N O O .
[t O o = < o) NN —
— — — 2@ — — — (o]
L21
=20

e IV L2 P

el ol il

Z " .k M ) .
PNTTHOW e ey Labal Ui e L e WP I RN e i

S (R T . . O ) L7 B (LI T L . T | O T TR T e T (R [ L2 (R L | R TR (SR 1 . S

SR
175 170 165 160 155 150 145 140 135 130 125 120 115 110 105 100 95 ppm

L T T e | . e T e i o T e e e I e i e e T P e e [T . | e e | e B W o [ S SR e o e | (i e
176 170 165 160 155 150 145 140 135 130 125 120 115 110 105 100 95 ppm

S208



DEPT 135 spectrum of 10a in (CD;),CO
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LR-ESIMS for compound 10b

Generic Display Report

Analysis Info

Analysis NameD:\MS\RJL\20181001\79_RAl_01_1591.d
Method le=7.9 Operator bruker
Sample Name 26140922-alternating-500-50-2200-MS2_1591.m Ipnstrument amaZon SL

Acquisition D 2018/10/1 18:49:27

Comment

Intens, | +MS, 3.4min #253|

x108

SOE)E]? [M + H]+

1+
1+ 999.28
27424 623.16

L.l el .

x1 U% -MS2(997.51), 3.2min #234

45825 [M - H]-

Bruker Compass Datalnalysis
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cze-1-IBX-jiayang

20170706

23.25
spect
5 mm CPPBBC BB
PULPROG zg30
TD 65536
SOLVENT Acetone
NS 16
DS 2
SWH 8223.685 Hz
FIDRES Q128 3 Hz
AQ 3.9846387 sec
RG 208.5
DW 60.800 usec
DE 10.00 usec
297.0 K

1.00000000 sec

CHANNEL fl ========
400.1324710 MHz

1H
11.50 usec
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400.1300049 MHz
EM
0
0.30 Hz
0
1.00

| i

e ] P B B ] Bt e i B ] B B B B LB B S R Sl 2 m A ) BB L s sl B e i W |

11 10 9 8 6 6 5 4 3 0 -1 -2 -3 ppm

2 1
- ||| T| IO O
=N N = O NN
NIM|r~=|r=|NINMM™

== ol [y
S|S el (e
L ol . "

S211



'H NMR (400 MHz) spectrum of 10b in (CD;),CO
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'H NMR (400 MHz) spectrum of 10b in (CD;),CO
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13C NMR (100 MHz) spectrum of 10b in (CD;),CO
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13C NMR (100 MHz) spectrum of 10b in (CD;),CO
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13C NMR (100 MHz) spectrum of 10b in (CD;),CO
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DEPT 135 spectrum of 10b in (CD;),CO
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INSTRUM spect
PROBHD 5 mm CPPBBO BB
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TD 65536
SOLVENT Acetone
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DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
I | RG 147.94
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D1 2.00000000 sec
' I ! I ' I ! I " I ! I " I ! I ! I " I ! I ! [ D11 0.03000000 sec
TDO 1
200 180 160 140 120 100 80 60 40 20 0 ppm
= CHANNEL fl ==
SFOo1 100.6233324 MH=z
NUC1l 13C
23 O P1 10.00 usec
22 ST 32768
SF 100.6126781 MHz
/21 WDW EM
K}I =20 SSB 0
e: LB 1.00 Hz
2 = GB 0
19 11 Y (@] PC 1.40
HO. _O Me , «H
10 14 16
H 8 15 o
30
~~> H
Me 3
28
N
OMe
31
i I ; I ' T 1 I d T ! T . I : T ; I : I i I : I
200 180 160 140 120 100 80 60 40 20 0 ppm

S217



DEPT 135 spectrum of 10b in (CD;),CO
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DEPT 135 spectrum of 10b in (CD;),CO
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LR-ESIMS for compound 10c

35

36

Generic Display Report

Analysis Info

Analysis NameD:\MS\RJL\20181001\77 RAl 01_1589.4
Method 1c-7.9 COperator
Sample Name 2§140922-alternating-500-50-2200-MS2_1589.m Ingtrument

Acquisition D 2018/10/1 18:25:28

bruker
amaZon SL
Comment.

Intensa. +MS, 3.4min #244)
x10¢

57:;;18 [M + H]+

699.14 1151.25
1 N

x1c(5 -MS2(688.34), 3.2min #232
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Bruker Compass DataBnalysis
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'H NMR (400 MHz) spectrum of 10¢c in (CD,),CO
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'H NMR (400 MHz) spectrum of 10¢c in (CD,),CO
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'H NMR (400 MHz) spectrum of 10¢c in (CD,),CO
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13C NMR (100 MHz) spectrum of 10c in (CD,),CO
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13C NMR (100 MHz) spectrum of 10c in (CD,),CO
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13C NMR (100 MHz) spectrum of 10c in (CD,),CO
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DEPT 135 spectrum of 10c in (CD;),CO
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DEPT 135 spectrum of 10c in (CD;),CO
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DEPT 135 spectrum of 10c in (CD;),CO




