Supporting Information

Copies of HR-ESIMS, and 1D and 2D NMR spectra of Compounds 24-29.
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HR-ESIMS for compound 24
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HR-ESIMS for compound 24
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'H NMR (400 MHz) spectrum of compound 24 in CDCl,

INAMID DI~ 4o
EXPNO 1
PROCNO 1
Date_ 20151124
Time 13,45
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 H
FIDRES 0.125483 H
AQ 3.9846387 ¢
RG 208.5
DW 60.800 u
DE 10.00 u
TE 297.0 K
D1 1.00000000 s
TDO ab
======== (CHANNEL fl =====
SFO1 400.1324710 N
NUC1 1H
360 35 p1 12.00 u
35 SI 65536
SF 400.,1300079 M
WDW EM
SSB 0
LB 0.30 H
GB 0
” PC 1.00
I
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'H NMR (400 MHz) spectrum of compound 24 in CDCl,
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'H NMR (400 MHz) spectrum of compound 24 in CDCl,
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'H NMR (400 MHz) spectrum of compound 24 in CDCl,
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13C NMR (100 MHz) spectrum of compound 24 in CDClI,

NAME LIg—<2Z3
EXPNO 2
PROCNO 1
Date_ 20151124
Time 16.37
INSTRUM spect
PROBHD 5 mm CPPBBC BB
PULPROG zgpg30
D 65536
SOLVENT CDE13
NS 3000
DS 4
SWH 24038.461 E
FIDRES 0.366798 E
AQ 1.3631988 ¢
RG 102.3
DW 20.800 v
DE 18.00 v
TE 297.0 B
D1 2.00000000 ¢
D11 0.03000000 ¢
3633 » TDO 1
35 ======== CHANNEL fl =====
SFOL1 100.6233324 I
NUC1 13C
Pl 10.00 v
SI 32768
SF 100.6127690 M
WDW EM
SSB 0
LB 1.00 E
GB 0
PC 1.40
I | [
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13C NMR (100 MHz) spectrum of compound 24 in CDClI,
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13C NMR (100 MHz) spectrum of compound 24 in CDClI,
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DEPT135 (100 MHz) spectrum of compound 24 in CDCl,
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nE

oo
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17.24
spect
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deptspl35
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800

4
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DEPT135 (100 MHz) spectrum of compound 24 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 24 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 24 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 24 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 24 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 24 in CDCl,
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HSQC (400 MHz) spectrum of compound 24 in CDCl,
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HSQC (400 MHz) spectrum of compound 24 in CDCl,
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HSQC (400 MHz) spectrum of compound 24 in CDCl,
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HMBC (400 MHz) spectrum of compound 24 in CDCl,
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HMBC (400 MHz) spectrum of compound 24 in CDCl,
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HMBC (400 MHz) spectrum of compound 24 in CDCl,
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HMBC (400 MHz) spectrum of compound 24 in CDCl,
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HMBC (400 MHz) spectrum of compound 24 in CDCl,

6-OH
1-OH

0O
= O

00
Co

S28



HMBC (400 MHz) spectrum of compound 24 in CDCl,

S29



NOESY (400 MHz) spectrum of compound 24 in CDCl,
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NOESY (400 MHz) spectrum of compound 24 in CDCl, 0000
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NOESY (400 MHz) spectrum of compound 24 in CDCl,
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NOESY (400 MHz) spectrum of compound 24 in CDCl,
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NOESY (400 MHz) spectrum of compound 24 in CDCl,
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NOESY (400 MHz) spectrum of compound 24 in CDCl,
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'HRESIMS for compound 25

Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date 12/14/2016 2:45:12 PM
Analysis Name D:\Data\MS\data\201612\zhangjianzhi_zjz-16_pos_81_01_2757.d

Method LC MS_Direct Infusion_pos_100-1000mz.m Operator SCsIo

Sample Name zhangjianzhi_zjz-16_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 l/min
Scan End 2000 m/z Set Charging Voltage ov Set Divert Valve Waste
- Set Corona 0nA Set APCI Heater 0°C
Intens ] +MS, 0.4min #25
X105
1.257
1,00 1+
] 607.2164
0.757
0.507
0.257
o 00? 585,2324 | 611 '.2457
: 580 585 se0 505 600 605 T 615 C iz
Meas. m/z # lonFormula Score miz err[ppm] err[mDa] mSigma rdb e Conf N-Rule
585.232407 1 (C31H37011 100.00 585.233038 1.1 0.6 635 13.5 even ok
607.216367 1 C31H36NaO11 100.00 607.214983 2.3 -1.4 56 13.5 even ok
1191.442483 1 C62H72Na022 100.00 1191.440745 1.5 1.7 240 26.5 even ok

zhangjianzhi_zjz-16_pos_81_01_2757.d
Bruker Compass DataAnalysis 4.1 0 printed:  12/14/2016 2:49:58 PM by: SCSIO i Page 1 of 1
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'HRESIMS for compound 25

Generic Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

Acquisition Date 12/14/2016 2:45:12 PM
D:\Data\MS\data\zm612\zhangjianzhi_zjz-16_pos_81_01_2757.d
LC MS_Direct Infusion_pos_100-1000mz.m

zhangjianzhi_zjz-16_pos

SCsIo
maXis

Operator
Instrument

Intens

5 zhangjianzhi_zjz-16_pos_81_01_2757.d: +MS, 0.4min #25
x10

1+
607.2164
0.8

1+
1191.4425
0.6

0.4

1+
1327.4151

1+
743.1905

Al

600

0.2

1463.3923
S W | . 1y

1400

1.

1200

430.9133

1015.1401
400

1000

879.1648
274.2742 I}

17761,67 16 1912f6457
A 1
200

T L

0.0 }
1600

a

1500 m/z

Intens.

3 +MS, 0.4min #25
x10

153
607.2164

0.44

0.2

0.0

623.1992

600

620

630 miz

1=+
1191.4425

1189.4248 |

T A
.

+MS, 0.4min #25

1207;4298

" 1165

1170

178

1180 1185

1180

1195

1200

1205 1210 miz

Bruker Compass DataAnalysis 4.1

printed:

12/14/2016 2:50:31 PM

by:

SCSIO

Page 1 of 1
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'H NMR (400 MHz) spectrum of compound 25 in CDCl,

‘II !

NAME
EXPNO
PROCNO
Date__
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

Dw

DE

zjz-16
1

i,

20160416
19.18
spect

S5 mm CPPBBC BB
zg30

65536
CDC13

16

2

8223.685
0.125483
3.9846387
91.64
60.800
10.00
297.0
1.00000000

CHANNEL fl1 ====

400.1324710
1H

11.50

65536
400.1300074
EM

0

0.30

0
1.00
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'H NMR (400 MHz) spectrum of compound 25 in CDCl,
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'H NMR (400 MHz) spectrum of compound 25 in CDCl,
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13C NMR (100 MHz) spectrum of compound 25 in CDCl,

LAr g &

PROCNO 1
Date_ 20160416
Time 20,18
INSTRUM spect
PROBHD 5 mm CPPBBC BB
PULPROG zgprg30
TD 65536
SOLVENT CDC13
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 91.64
DW 20.800 usec
DE 18.00 usec
TE 297.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 100.6233324 MHz
33 NUC1 13C

B 34 P1 10.00 usec
ST 32768
SF 100.6127692 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
BC 1.40

1 | I ‘ || | | ‘ '
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13C NMR (100 MHz) spectrum of compound 25 in CDCl,
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13C NMR (100 MHz) spectrum of compound 25 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 25 in CDCl,

LINDO L Z R e IR VAVEVAVAVAVAV]
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TDO 1
======== CHANNEL fl ========
SFO1 100.6233324 MHz
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P13 2000.00 usec
ST 32768
SF 100.6127692 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
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DEPT135 (100 MHz) spectrum of compound 25 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 25 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 25 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 25 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 25 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 25 in CDCl,
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HSQC (400 MHz) spectrum of compound 25 in CDCl,
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HSQC (400 MHz) spectrum of compound 25 in CDCl,
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HSQC (400 MHz) spectrum of compound 25 in CDCl,
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HSQC (400 MHz) spectrum of compound 25 in CDCl,
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HMBC (400 MHz) spectrum of compound 25 in CDCl,
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HMBC (400 MHz) spectrum of compound 25 in CDCl,
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HMBC (400 MHz) spectrum of compound 25 in CDCl,
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HMBC (400 MHz) spectrum of compound 25 in CDCl,
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HMBC (400 MHz) spectrum of compound 25 in CDCl,

S59



HMBC (400 MHz) spectrum of compound 25 in CDCl,
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HMBC (400 MHz) spectrum of compound 25 in CDCl,
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HMBC (400 MHz) spectrum of compound 25 in CDCl,
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NOESY (400 MHz) spectrum of compound 25 in CDCl,
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NOESY (400 MHz) spectrum of compound 25 in CDCl,
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NOESY (400 MHz) spectrum of compound 25 in CDCl,
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NOESY (400 MHz) spectrum of compound 25 in CDCl,
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HR-ESIMS for compound 26
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HR-ESIMS for compound 26
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'H NMR (400 MHz) spectrum of compound 26 in CDCl,

PROCNO 1
Date_ 20151124
Time 17.29
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
D 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685
FIDRES 0.125483
AQ 3.9846387
RG 85,34
DW 60.800
DE 10.00
TE 297.0
D1 1.00000000
TDO 1
======== CHANNEL fl ====
SFO1 400.1324710
NUCL 1H
P1 12.00
SI 65536
SF 400.1300061
WDW EM
SSB 0
LB 0.30
GB 0
PC 1.00
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'H NMR (400 MHz) spectrum of compound 26 in CDCl,
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'H NMR (400 MHz) spectrum of compound 26 in CDCl,
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13C NMR (100 MHz) spectrum of compound 26 in CDCl,
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PULPROG zgpg30
TD 65536
SOLVENT CDE13
NS 1024
DS 4
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FIDRES 0.366798 E
AQ 1.3631988 ¢
RG 91.64
DW 20.800 v
DE 18.00 v
TE 297.0 E
D1 2.00000000 ¢
D11 0.03000000 ¢
TDO il
======== CHANNEL fl =====
SFO1 100.6233324 M
NUC1 13C
Pl 10.00 v
SI 32768
SF 100.6127689 M
WDW EM
SSB 0
LB 1.00 E
GB 0
PC 1.40
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13C NMR (100 MHz) spectrum of compound 26 in CDCl,
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13C NMR (100 MHz) spectrum of compound 26 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 26 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 26 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 26 in CDCl,
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IH-1H COSY (400 MHz) spectrum of compound 26 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 26 in CDCl,
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IH-1H COSY (400 MHz) spectrum of compound 26 in CDCl,
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HSQC (400 MHz) spectrum of compound 26 in CDCl,
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HSQC (400 MHz) spectrum of compound 26 in CDCl,
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HSQC (400 MHz) spectrum of compound 26 in CDCl,
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HMBC (400 MHz) spectrum of compound 26 in CDCl,
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HMBC (400 MHz) spectrum of compound 26 in CDCl,
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HMBC (400 MHz) spectrum of compound 26 in CDCl,
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HMBC (400 MHz) spectrum of compound 26 in CDCl,
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HMBC (400 MHz) spectrum of compound 26 in CDCl,
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NOESY (400 MHz) spectrum of compound 26 in CDCl,
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NOESY (400 MHz) spectrum of compound 26 in CDCl,
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NOESY (400 MHz) spectrum of compound 26 in CDCl,
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NOESY (400 MHz) spectrum of compound 26 in CDCl,
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HR-ESIMS for compound 27
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HR-ESIMS for compound 27
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'H NMR (400 MHz) spectrum of compound 27 in CDCl,
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'H NMR (400 MHz) spectrum of compound 27 in CDCl,
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'H NMR (400 MHz) spectrum of compound 27 in CDCl,
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13C NMR (100 MHz) spectrum of compound 27 in CDCl,
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SFO1 100.6233324 M
NUC1 13C
Pl 10.00 v
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SSB 0
LB 1.00 E
GB 0
PC 1.40
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13C NMR (100 MHz) spectrum of compound 27 in CDCl,
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13C NMR (100 MHz) spectrum of compound 27 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 27 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 27 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 27 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 27 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 27 in CDCl,
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HSQC (400 MHz) spectrum of compound 27 in CDCl,
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HSQC (400 MHz) spectrum of compound 27 in CDCl,

$107



HSQC (400 MHz) spectrum of compound 27 in CDCl,
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HSQC (400 MHz) spectrum of compound 27 in CDCl,
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HMBC (400 MHz) spectrum of compound 27 in CDCl,
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HMBC (400 MHz) spectrum of compound 27 in CDCl,
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HMBC (400 MHz) spectrum of compound 27 in CDCl,
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HMBC (400 MHz) spectrum of compound 27 in CDCl,

S113



HMBC (400 MHz) spectrum of compound 27 in CDCl,
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HMBC (400 MHz) spectrum of compound 27 in CDCl,
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HMBC (400 MHz) spectrum of compound 27 in CDCl,
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HMBC (400 MHz) spectrum of compound 27 in CDCl,
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NOESY (400 MHz) spectrum of compound 27 in CDCl,
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NOESY (400 MHz) spectrum of compound 27 in CDCl,
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NOESY (400 MHz) spectrum of compound 27 in CDCl,
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NOESY (400 MHz) spectrum of compound 27 in CDCl,
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HRESIMS for compound 28

" Mass Spectrum SmartFormula Report

Analysis Info

Analysis Name

D:\Data\MS\data\201612\zhangjianzhi_zjz-23_pos_81_01_2734.d

Acquisition Date

12/12/2016 3:08:24 PM

Method LC MS_Direct Infusion_pos_100-1000mz.m Operator SCSIO
Sample Name zhangjianzhi_zjz-23_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 /min
Scan End 2000 m/z Set Charging Voltage ov Set Divert Valve Waste
Set Corona 0 nA Set APCI Heater 0°C
Intens. +MS, 0.9min #55
x1051
57
4 1+
] 469.2603
37
2]
1]
3 . 486.2854 491.2413
460 465 LT an0 t 475 480 ; 485 480 ‘ 495 © iz
Meas. m/z # lon Formula Score miz err[ppm] err[mDa] mSigma rdb e Conf N-Rule
469.260338 1 C28H3706 100.00 469.258465 4.0 1.9 195 105 even ok
491.241289 1 C28H36NaO6  100.00 491.240410 1.8 09 72 105 even ok
937.510657 1 C56H73012 100.00 937.509654 -1.1 -1.0 316 205 even ok
950.493824 1 C56H72Na012 100.00 959.4891598 -2.3 -2.2 428 205 even ok
zhangjianzhi_zjz-23_pos_81_01_2734.d )
Bruker Compass DataAnalysis 4.1 o printed: 12/12/2016 3:13:36 PM by: SCSIO Page 1 of 1
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HRESIMS for compound 28

Analysis Info
Analysis Name
Method
Sample Name
Comment

D:\Data\MS\data\201612\zhangjianzhi_zjz-23_pos_81_01_2734.d
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'H NMR (400 MHz) spectrum of compound 28 in CDCl,

FRUVNY s
Date_ 20160530
Time 23.22
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 H
FIDRES 0.125483 H
AQ 3.9846387 s
RG 208.5
DW 60.800 u
DE 10.00 u
TE 297.0 K
D1 1.00000000 s
TDO 1
======== CHANNEL fl =====
SFO1 400.1324710 M
NUC1 1H
Pl 11.50 u
ST 65536
SF 400.1300091 M
WDW EM
3SB 0
LB 0.30 H
GB 0
BC 1.00
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'H NMR (400 MHz) spectrum of compound 28 in CDCl,
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'H NMR (400 MHz) spectrum of compound 28 in CDCl,
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'H NMR (400 MHz) spectrum of compound 28 in CDCl,
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'H NMR (400 MHz) spectrum of compound 28 in CDCl,
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'H NMR (400 MHz) spectrum of compound 28 in CDCl,
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13C NMR (100 MHz) spectrum of compound 28 in CDCl,

. S M.
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PROCNO 1
Date_ 20160531
Time 0.21
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30
TD 65536
SOLVENT CDC13
NS 1024
DS 4
SWH 24038.461 H:
FIDRES 0.366798 H:
AQ 1.3631988 se¢
RG 117.37
DW 20.800 us
DE 18.00 us
TE 297.0 K
D1 2.00000000 se
D11 0.03000000 se
TDO 1
======== CHANNEL fl ======
SFO1 100.6233324 Mt
NUC1 13¢
Pl 10.00 us
ST 32768
SF 100.6127694 Mt
WDW EM
SSB 0
LB 1.00 H:
GB 0
BC 1.40

$130



13C NMR (100 MHz) spectrum of compound 28 in CDCl,
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13C NMR (100 MHz) spectrum of compound 28 in CDCl,
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13C NMR (100 MHz) spectrum of compound 28 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 28 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 28 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 28 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 28 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 28 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 28 in CDCl,
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HSQC (400 MHz) spectrum of compound 28 in CDCl,
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HSQC (400 MHz) spectrum of compound 28 in CDCl,
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HSQC (400 MHz) spectrum of compound 28 in CDCl,
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HSQC (400 MHz) spectrum of compound 28 in CDCl,
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HMBC (400 MHz) spectrum of compound 28 in CDCl,
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HMBC (400 MHz) spectrum of compound 28 in CDCl,
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HMBC (400 MHz) spectrum of compound 28 in CDCl,
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HMBC (400 MHz) spectrum of compound 28 in CDCl,
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HMBC (400 MHz) spectrum of compound 28 in CDCl,
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HMBC (400 MHz) spectrum of compound 28 in CDCl,
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HMBC (400 MHz) spectrum of compound 28 in CDCl,
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NOESY (400 MHz) spectrum of compound 28 in CDCl,
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NOESY (400 MHz) spectrum of compound 28 in CDCl,
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NOESY (400 MHz) spectrum of compound 28 in CDCl,
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NOESY (400 MHz) spectrum of compound 28 in CDCl,
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HR-ESIMS for compound 29
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HR-ESIMS for compound 29
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'H NMR (400 MHz) spectrum of compound 29 in CDCl,
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PROCNO d:
Date_ 20151105
Time 4.00
INSTRUM spect
() PROBHD 5 mm CPPBBC BB
PULPROG zg30
D 65536
SOLVENT cDel13
NS 16
DS 2
SWH 8223.685 E
FIDRES 0.125483 E
AQ 3.9846387 ¢
RG 208.5
DW 60.800 ¢
DE 10.00 v
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D1 1.00000000 =
TDO 1
======== CHANNEL fl =====
SEO1 400.1324710 »
NUC1 1H
Pl 12.00 ¢
SI 65536
SF 400.1300083 M
WDW EM
SSB 0
LB 0.30 E
GB 0
PC 1.00
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'H NMR (400 MHz) spectrum of compound 29 in CDCl,
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'H NMR (400 MHz) spectrum of compound 29 in CDCl,
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13C NMR (100 MHz) spectrum of compound 29 in CDCl,
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TDO il
======== CHANNEL fl =====
SFO1 100.6233324 M
NUC1 13C
Pl 10.00 v
SI 32768
SF 100.6127689 M
WDW EM
SSB 0
LB 1.00 E
GB 0
PC 1.40
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13C NMR (100 MHz) spectrum of compound 29 in CDCl,
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13C NMR (100 MHz) spectrum of compound 29 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 29 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 29 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 29 in CDCl,
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IH-1H COSY (400 MHz) spectrum of compound 29 in CDCl,
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IH-1H COSY (400 MHz) spectrum of compound 29 in CDCl,
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IH-1H COSY (400 MHz) spectrum of compound 29 in CDCl,
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HSQC (400 MHz) spectrum of compound 29 in CDClI,
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HSQC (400 MHz) spectrum of compound 29 in CDClI,
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HSQC (400 MHz) spectrum of compound 29 in CDClI,
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HSQC (400 MHz) spectrum of compound 29 in CDClI,
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HMBC (400 MHz) spectrum of compound 29 in CDCl,

S173



HMBC (400 MHz) spectrum of compound 29 in CDCl,
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HMBC (400 MHz) spectrum of compound 29 in CDCl,
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HMBC (400 MHz) spectrum of compound 29 in CDCl,
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HMBC (400 MHz) spectrum of compound 29 in CDCl,
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HMBC (400 MHz) spectrum of compound 29 in CDCl,
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HMBC (400 MHz) spectrum of compound 29 in CDCl,
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NOESY (400 MHz) spectrum of compound 29 in CDCl,
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NOESY (400 MHz) spectrum of compound 29 in CDCl,
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NOESY (400 MHz) spectrum of compound 29 in CDCl,
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NOESY (400 MHz) spectrum of compound 29 in CDCl,
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