Supporting Information-|

Copies of HR-ESIMS, and 1D and 2D NMR

spectra of compounds 1-5.
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HR-ESIMS for compound 1

Analysis Info
Analysis Name
Method
Sample Name
Comment

Generic Display Report

D:\Data\MS\data\201807\iaogi_P-4_pos_57_01_5065.d
LC_Direct Infusion_pos_100-1000mz.m
liaoqi_P-4_pos

Acquisition Date 7/3/2018 3:44:16 PM

Operator
Instrument
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maxXis
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183.}018279.1590
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1186.5546
| S | h y o

Bruker Compass DataAnalysis 4.1

" 1165

" 1170

printed:

" 1180

7/3/2018 4:07:13 PM

1185

" 1190 1195 T200 0 mez

by: SCSIO Page 1 of 1
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HR-ESIMS for compound 1

Mass Spectrum SmartFormula Report

Analysis Info

Analysis Name

D:\Data\MS\data\201807\iacqi_P-4_pos_57_01_5085.d

Acquisition Date

7/3/2018 3:44:16 PM

Method LC_Direct Infusion_pos_100-1000mz.m Qperator SCsSIO
Sample Name liaogi_P-4_pos Instrument maXis 255552.00029
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4500 vV Set Dry Heater 180 °C
Scan Begin 100 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 /min
Scan End 2000 m/z Set Charging Voltage ov Set Divert Valve Waste
Set Corona 0nA Set APCI Heater 0°C
Intens . +MS, 1.7min #100|
x105 |
1.0
0.8
] 607.2509
0.6
0.4
0.2 585.2686 23 0]
1 602.2941
) e —— “."‘..‘.".‘..“2.2//‘\‘\‘“
575 580 585 590 595 600 605 610 615 1 8\% 1620 m/z
=20
: - Me:
Meas. m/iz # lon Formula Score m/z err[ppm] err[mDa] mSigma rdb e Conf N-Rule 12 =e'17
585.2686 1 C32H41010 100.00 585.2694 -1.4 -0.8 187 125 even ok 31 Y
607.2509 1 C32H40NaO10 100.00 607.2514 0.7 -04 86 125 even ok MeO (@)
11695301 1 C64H81020 100.00 11695316 -1.2 -1.4 134 245 even ok 7
11815122 1 C64HB80NaO20 100.00 11915135 -1.1 1.3 18.4 245 even ok H ©)
HO
28
0.__0
32
33
34
liaogi_P-4_pos_57_01_5065.d Me™ ™S
Bruker Compass DataAnalysis 4.1 printed: 7/3/2018 4:06:51 PM by: SCSIO Me Page 1 of 1
35
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'"H NMR (400 MHz) spectrum of compound 1 in CDCI,

g
=)
—~

7.501
7.439
7.436
7.432
7275
6.842
6.839
6.824
6.821
6.380
6.377
5.416
5.280
5.213
4.727
4.702
4.616
4.594
4.559
3.755
3.457
3.437
3:018
2 : 997
2.9715
2,926
2.825
2 o 8Ll
2,309
2.268
2.242
2.225
1.791
1.773

—

—
—
~

1.680
1.662
1538
1.527

1.504
1.493

—

~ o
or-r-o
o~ O
— o oo

=== SSS Y .

my

I I I I I I I I

TIN L

ppm

NAME ZXP-R-15-3-3
EXPNO 1
PROCNO 1
Date_ 20180508
Time 6.06
INSTRUM spect
PROBHD 5 mm CPPBBO EB
PULPROG zg30
ID 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685
FIDRES 0.125483
AQ 3.9846387
RG 44,55
DW 60.800
DE 10.00
TE 297.0
D1 1.00000000
DO 1
======== CHANNEL fl ====
SFO1 400.1324710
NUC1 1H
il 11..350
81 65536
SF 400.,1300037
WDW EM
SSB 0
LB 0.30
GB 0
icle) 1.00
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'"H NMR (400 MHz) spectrum of compound 1 in CDCI,
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'"H NMR (400 MHz) spectrum of compound 1 in CDCI,
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BC NMR (100 MHz) spectrum of compound 1 in C
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NAME zxp~R—15-3=3
EXPNO 2
PROCNO 1
Date_ 20180508

Time Zx08
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30

TD 65536
SOLVENT CDEL3

NS 1024

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

D1 2.00000000 sec
D11 0.03000000 sec
DO 1
======== CHANNEL fl ========
SFO1 100.6233324 MHz
NUC1 13C

Pl 10.00 usec
SI 32768

SF 100.6127690 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

PC 1.40
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BBC NMR (100 MHz) spectrum of compound 1 in CDCI,
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BBC NMR (100 MHz) spectrum of compound 1 in CDCI,
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BBC NMR (100 MHz) spectrum of compound 1 in CDCI,
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DEPT135 (100 MHz) spectrum of compound 1 in CDCl,
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= FIDRES 0.366798 Hz
AQ 1.3631988 sec
T ; T ; | ; T ; | ; T ‘ I ' T ' | : | ; = = s
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200 180 160 140 120 100 80 60 40 20 ppm ©E 18.00 usec
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D1 2.00000000 sec
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======== CHANNEL f]l ========
SFO1 100.6233324 MHz
NUC1 13¢
P1 10.00 usec
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SF 100.6127690 MH=z
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1B 1.00 H=z
GB 0
PC 1.40
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DEPT135 (100 MHz) spectrum of compound 1 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 1 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 1 in CDCl,
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'H-TH COSY (400 MHz) spectrum of compound 1 in CDCl,
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NAME zxp—-R-15-3-3
EXPNO 4
PRCCNC 1
Date_ 20180605
Time 22 .56
INSTRUM soect
PRCEHD 5 mm CPPBBO BB
PULPRCG cosygooongf
2048
SOLVENT CDC13
NS 8
DS 8
SWH 3906.250
FIDRES 1.907349
AQ 0.2621940
RG 91.64
DwW 128.000
DE 10.00
TE 2870
Do 0.00000300
D 1.89678097
.1 0.03000000
D12 0.00002000
D13 0.00000400
Dlé& 0.00020000
INO 0.00025600
======== CHANNEL fl ===
SFol 400.1318006
NuCcl 1H
PO T 450
Bl 11 .50
P17 2500.00
NDO 1
D 128
SFO1 400.1318
FIDRES 30.517578
W 92.762 P
FnMODE QF
ST 1024
SF 400.1300020
WDW QSINE
SSB 0
LB 0.00
GB 0
BE 1.40
SI 1024
MC2 QF
SF 400.1300017
WDW QSINE
SSB 0
LB 0.00
GB 0
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'H-TH COSY (400 MHz) spectrum of compound 1 in CDCl,
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HSQC (400 MHz) spectrum of compound 1 in CDCl,4
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HSQC (400 MHz) spectrum of compound 1 in CDCl,4
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HMBC (400 MHz) spectrum of compound 1 in CDCl,
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
FPROBHD
PULPROG
D
SOLVENT
NS

DS

SWH
FIDRES
A0

RG

oW

DE

TE

zxp-R-15-3-3
6

1

20180606

1.27

spect

5 mm CPPBBO BB
hmbcgplpadgf
4096

CDC13

32

16

5197.505
1.268922
0.3940852
208.5
96.200
10.00

287.0
145.0000000
10.0000000
.00000300
.50000000
.00344828
.05000000
.00020000
.00002080

coo0OoOROo

CHANNEL fl1 ====

400.1323208
1H

11.50

23.00

2

128
100.6233
187.800476
238.896

oF
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SINE
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0
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HMBC (400 MHz) spectrum of compound 1 in CDCl,

R IR PR T

2—100
— () ' ¢ ) 2—110
. e i b " ;-120

§130
. .o o. 0 Q 5—140
~150
2—160

= - 170

- 180

8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 ppm

S22



HMBC (400 MHz) spectrum of compound 1 in CDCl,
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HMBC (400 MHz) spectrum of compound 1 in CDCl,
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HMBC (400 MHz) spectrum of compound 1 in CDCl,
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NOESY (400 MHz) spectrum of compound 1 in CDCI,
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NAME ZXP-R-15-3-3
EXPNO T
PROCNO 1
Date_ 201806086
Time 3.42
INSTRUM spect
PROEHD 5 mm CPPBEO BB
PULPROG noesygprhpp
D 2048
SOLVENT CDC13
NS 16
Ds 3z
SWH 4000.000
FIDRES 1.953125
AQ 0.2560500
RG 65.23
DWW 125.000
DE 10.00
TE 297.0
DO 0.000110386
Dl 1.99385595
D8 0.30000001
Dl1 0.03000000
Dil2 0.00002000
D16 0.00020000
INO 0.00025000
CHANMEL f1 =
SFO1 400.1318006
NUCl 11
Pl 11.50
P2 23.00
P17 2500.00
NDO 1
TD 256
SFO1 400.1318
FIDRES 15.625000
SW 9.997
FnMODE States-TPPI
ST 1024
SF 400.1300018
WDW QSINE
S5B 2
LB 0.00
GB a
PC 1.00
SI 1024
MC2 States-TPPI
SF 400.1300021
WDW QSINE
SSB 2
LB Q.00
GB Q

Hz
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sec

usec
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sec
sec
sec
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NOESY (400 MHz) spectrum of compound 1 in CDCI,
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NOESY (400 MHz) spectrum of compound 1 in CDCI,
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NOESY (400 MHz) spectrum of compound 1 in CDCI,
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HR-ESIMS for compound 2

Analysis Info
Analysis Name
Method
Sample Name
Comment

Generic Display Report

D:\Data\MS\data\201809\zhouxiaopeng_ZXP-3_pos_5 01_5427.d
LC_Direct Infusion_pos_100-1000mz.m
zhouxiaopeng_ZXP-3_pos

Acquisition Date

Operator
Instrument

9/7/2018 5:05:23 PM

SCSIO
maxXis

Intens. ]
x10%]

53

543.2593

469.2219

833.8603

1085.5120

zhouxiaopeng_ZXP-3 pos 5 01_5427.d: +MS, 0.9-0.9min #53-54

1376.1121

200

el d Jllll LJ

; z by t y . ll
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il . sh 4 '
1400 1600 1800 m/z
23

5432593

‘ | 554.2436
|

560.2857

Y
» U +MS, 0.9-0.9min #53-54
e

581.2145
I i

540

550

~ s
570 0| N, %2 580 ‘ ‘ miz
2 7 &

1085.5120

1097.4951
—

1102.5376

+MS, 0.9-0.9min #53-54

33
Me;107.4933
34

Ly, ,h_a A

1080

Bruker Compass DataAnalysis 4.1

1085 1090

printed:

9/7/2018 5:09:14 PM

1100

1105 1110 T Tz

by: SCSIO Page 1 of 1

S30



HR-ESIMS for compound 2

Mass Spectrum SmartFormula Report

Analysis Info

Analysis Name

D:\Data\MS\data\201809\zhouxiaopeng_ZXP-3_pos_5_01_5427.d

Acquisition Date

9/7/2018 5:05:23 PM

Method LC_Direct Infusion_pos_100-1000mz.m Qperator SCsSIO
Sample Name zhouxiaopeng_ZXP-3_pos Instrument maXis 255552.00029
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4500 vV Set Dry Heater 180 °C
Scan Begin 100 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 /min
Scan End 2000 m/z Set Charging Voltage ov Set Divert Valve Waste
Set Corona 0nA Set APCI| Heater 0°C
Intens. +MS, 0.9-0.9min #53-54
X105
0.81
543.2593
0.6 560.2857
0.4
] 565.2409
0.2
1 23 @)
554.2436
0.0 ; _ : —_—— ; o ; .I ‘2?/‘/\.\ —
535 540 545 550 555 560 565 510 1 NPy Mz
Meas. m/iz # lon Formula Score miz err[ppm] err[mDa] mSigma rdb e Conf N-Rule
543.2593 1 C30H3909 100.00 543.2589 0.7 0.4 1.9 115 even ok
565.2409 1 C30H38NaO9 100.00 565.2408 -0.2 -0.1 342 115 even ok
10855120 1 C60H77018 100.00 10855104 1.4 15 205 225 even ok
1107.4933 1 C6B0H76NaO18 100.00 1107.4924 -0.8 -0.9 46 225 even ok
zhouxiaopeng_ZXP-3_pos_5_01_5427.d
Bruker Compass DataAnalysis 4.1 printed: 9/7/2018 5.08:48 PM by:  SCSIO 3 Page 1 of 1
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'H NMR (400 MHz) spectrum of compound 2 in CDCI
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'H NMR (400 MHz) spectrum of compound 2 in CDCl,
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'H NMR (400 MHz) spectrum of compound 2 in CDCl,
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BBC NMR (100 MHz) spectrum of compound 2 in CDCl,
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BBC NMR (100 MHz) spectrum of compound 2 in CDCl,
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BBC NMR (100 MHz) spectrum of compound 2 in CDCl,
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BBC NMR (100 MHz) spectrum of compound 2 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 2 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 2 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 2 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 2 in CDCl,
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'H-"H COSY (400 MHz) spectrum of compound 2 in CDClI,
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'H-"H COSY (400 MHz) spectrum of compound 2 in CDClI,

I\ U A I ppm
Y|

~6.0

;7.0
N .
I 0 0
- 0 | ;
;8.0

O s o N e | 2 N e e B o S =
82 80 78 76 74 72 70 68 66 64 62 6.0 58 56 ppm

S44



'H-"H COSY (400 MHz) spectrum of compound 2 in CDClI,
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'H-"H COSY (400 MHz) spectrum of compound 2 in CDClI,
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HSQC (400 MHz) spectrum of compound 2 in CDCl,4
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HSQC (400 MHz) spectrum of compound 2 in CDCl,4
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HSQC (400 MHz) spectrum of compound 2 in CDCl,4
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HMBC (400 MHz) spectrum of compound 2 in CDCl,
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HMBC (400 MHz) spectrum of compound 2 in CDCl,
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HMBC (400 MHz) spectrum of compound 2 in CDCl,

| U i [ I ppm

— 5—10
_— [

=1 i ~20

— ~ Fao
= I N

] - 40
— b N f

T ' - 50
] | |

;60

T ' 70

- 80

8.0 75 7.0 6.5 6.0 5.5 5.0 4.5 4.0 35 ppm

S52



HMBC (400 MHz) spectrum of compound 2 in CDCl,
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HMBC (400 MHz) spectrum of compound 2 in CDCl,
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HMBC (400 MHz) spectrum of compound 2 in CDCl,
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NOESY (400 MHz) spectrum of compound 2 in CDCI,
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NOESY (400 MHz) spectrum of compound 2 in CDCI,
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NOESY (400 MHz) spectrum of compound 2 in CDCI,
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HR-ESIMS for compound 3

Analysis Info

Generic Display Report

Acquisition Date

5/4/2018 11:54:44 AM

Analysis Name D:\Data\MS\data\201805\iwanshan_P-18-3-1_pos_40_01_4670.d
Method LC_Direct Infusion_pos_100-1000mz.m Operator SCSIO
Sample Name liwanshan_P-18-3-1_pos Instrument maXis
Comment
Intens. | liwanshan_P-18-3-1_pos_40_01_4670.d: +MS, 0.5-0.5min #30-32
><1(J4_ 607.2512
2ﬁ
Ly 1191.5129
274.2747 471.2374 \ A AR 1776.7769
0 ot L . - TR N A ‘ - otk ‘ — T oo
200 400 23 QO 600 800 1000 1200 1400 1600 1800 m/z
Intens ')’)/;\ y S 0 30-32
: +MS, 0.5-0.5min #30-
e 607.2512
2]
1 602.2953
q 589.[2412 s | 613.2276
590 595 600 605 610 615 miz
1191.5129 +MS, 0.5-0.5min #30-32
6000
33
4000 X 34
'Zé!e 1186.5584
2000 ] I;Qe ‘ 1207,4926
1151,5231 1173.5047 ‘ ‘ l 1223.5058
‘111271'623?: 1134.5139 ‘ g il " ‘ L s .1118?;.53].'3“ e n“l!ln | 1.l ulnlhl!ha.l. Loisheds ||.Lk " lnjuilllllhli‘ill.h]|i.||i|I.Jlnln sadad
1140 1160 1180 1200 1220 m/z
Bruker Compass DataAnalysis 4.1 printed: 5/4/2018 3:51:51 PM by: SCSIO Page 1 of 1
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HR-ESIMS for compound 3

Mass Spectrum SmartFormula Report

Analysis Info

Analysis Name

Acquisition Date 5/4/2018 11:54:44 AM

D:\Data\MS\data\201805\iwanshan_P-18-3-1_pas_40_01_4670.d

Method LC_Direct Infusion_pos_100-1000mz.m Qperator SCsSIO
Sample Name liwanshan_P-18-3-1_pos Instrument maXis 255552.00029
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4500 vV Set Dry Heater 180 °C
Scan Begin 100 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 /min
Scan End 2000 m/z Set Charging Voltage ov Set Divert Valve Waste
Set Corona 0nA Set APCI Heater 0°C
Intens.: +MS, 0.5-0.5min #30-32
x104]
4
] 607.2512
3]
2]
1] 602.2953
] 585.2699 5802412 l
1 N i i
575 580 585 590 595 600 605
Meas. m/iz # lon Formula Score miz err[ppm] err[mDa] mSigma rdb e Conf N-Rule
585.2699 1 C32H41010 100.00 585.2694 -0.8 -0.5 305 125 even ok
607.2512 1 C32H40NaO10 100.00 607.2514 0.3 02 166 125 even ok
11815129 1 C64H80NaO20 100.00 11815135 0.6 0.7 258 245 even ok
liwanshan_P-18-3-1_pos_40_01_4670.d
Bruker Compass DataAnalysis 4.1 printed: 5/4/2018 3:51:22 PM by:  SCSIO Page 1 of 1
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'"H NMR (400 MHz) spectrum of compound 3 in CDCI,

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PRCBHD
PULPROG
iys]
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

ok 1

9 8 i 6 5 4 3 2 1 0 ppm
=) (10 (=) 0)(o =t ’{rﬂ{ﬁé(oﬁ}rﬂ/@ﬁoﬁﬁo Wﬁ o
33 8 (8 o (3 SRR 7S 2EBE6RFE R
-0 O - oo o ||| N =DM [ 3]

1

1

20180109
8.01

spect

5 mm CPPBBO BB
zg30

65536
€DC13

16

2

8223.685
0.125483
3.9846387
208.5
60.800
10.00
2987.0
1.00000000
1

CHANNEL f1 ====

400.1324710
1H

11.50

65536
400.1300087
EM

0

0.30

0

1.00

L)

ZXP-R-18-8-1-3~

3 new

Hz

S61



'"H NMR (400 MHz) spectrum of compound 3 in CDCI,
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'"H NMR (400 MHz) spectrum of compound 3 in CDCI,
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CHANNEL fl ========
100.6233324 MHz
13¢
10.00 usec
32768
100.6127690 MHz
EM

0
1.00 Hz
0

1.40
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BC NMR (100 MHz) spectrum of compound 3 in CDCl,
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BC NMR (100 MHz) spectrum of compound 3 in CDCl,
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BC NMR (100 MHz) spectrum of compound 3 in CDCl,
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—174.22
—169.54
- 167.62
—120.70
—109.92
—97.44

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SCLVENT

0 = 7§ = ¢ = & - 0 = & = 1 ~ |
220 160 140 120 100 80 60

180

40

220 200 180 160 140 120 100 80 60

40 20

0 ppm

ZXP-R-18-3-1-3-3 new
2

1

20180109
9.01

spect

5 mm CPPBBO BB
zgpg30
655536
CDC13

1024

4
24038.461
0.366798
1.3631988
73.92
20.800
18.00
291:0
2.00000000
0.03000000

CHANNEL f1
100.6233324
13C

10.00

32768
100.6127690
EM

0

1.00

0

1.40

Hz
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DEPT135 (100 MHz) spectrum of compound 3 in CDCl,

.62

<
<t
~
>

— 174,22
——169.54
— 167
—142.94
—141.61
— 189,55
—134.29
—131.28
—128.81
—120.70
109.92

N T | | | e I T | i [ | | i |
175 170 165 160 155 150 145 140 135 130 125 120 115 110 105 100 95 ppm

BN R T R T T T T A A i T T T R R R BT R R | R | [ i 1 R i | R R L (A | R A Y (|

' LR L
175 170 165 160 155 150 145 140 135 130 125 120 115 110 105 100 95 ppm
S69



DEPT135 (100 MHz) spectrum of compound 3 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 3 in CDCl,

.42
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'H-'H COSY (400 MHz) spectrum of compound 3 in CDClI,

b A L A i ppm NAME ZXP-R-18-3-1-3-3 new
T ' b EXPNO 4
' ¢ =0 PROCNO 1
[] B Date_ 20180122
. : r Time 23,419
» . INSTRUM spect
v F PROBHD 5 mm CPPBBO BB
’ -_1 PULPROG cosygpppaf
i . D 2048
ﬂ E SOLVENT €DC13
[ NS 8
. 2 ' bt DS 8
] ' ; awn 3906.250 Hz
3" e FIDRES 1.907349 Hz
v g E AQ 0.2621940 sec
'y % r ok RG 208.5
wh L ] ] [ DW 128.000 usec
0 ] '. ! r DE 10.00 usec
\ s ¥V e T TE 297.0 K
F DO 0.00000300 sec
. . F D1 1.89678097 sec
I i \ . D1l 0.03000000 sec
. F D12 0.00002000 sec
h . ' 74 D13 0.00000400 sec
L D16 0.00020000 sec
° . . ' [ N0 0.00025600 sec
. § r ==—===== CHANNEL fl ========
. ) L5 SFO1 400.1318006 MHz
5 K- [ ] T NUCL 1H
_ 0 : r PO 11.50 usec
] r P1 11.50 usec
. r P17 2500.00 usec
; "6 NDO 1
' v D 128
! [ SFO1 400.1318 MHz
- )| ] o FIDRES 30.517578 Hz
i B sw 9.762 ppm
1 L FnMODE QF
1 ¢ o v 7 ST 1024
— . ) k SF 400.1300084 Miz
- 6' Y ] ! r WDW QSINE
L SSB 0
r LB 0.00 Hz
-8 GB 0
I PC 1.40
r ST 1024
F MC2 QF
e R e e ) ) R Ry B e R e L R i B R R B Eo s R R R A ns ERa s oo SF 400.1300071 MHz
8.5 80 7.5 7.0 6.5 6.0 55 5.0 45 4.0 3.5 3.0 25 2.0 1.5 1.0 0.5 0.0 ppm stwgg QSINS
LB 0.00 Hz

S72



'H-'H COSY (400 MHz) spectrum of compound 3 in CDClI,
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'H-'H COSY (400 MHz) spectrum of compound 3 in CDClI,
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HSQC (400 MHz) spectrum of compound 3 in CDCl,4

ppm
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NAME
EXPNO
PROCNC
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE
CNST2
D0

D1

D4

D1l

D16

D24

IND
ZGOPTNS

FnMODE
51
SF
WDW
38B
LB
GB
PC
51
MC2
SF
WDW
S5B
LB

ZXP-R-18-3-1-3-3 new
5

1

20180123

028

spect

5 mm CPPBBO BB
hsqcetgpsi2
1024

CcDC13

16

16

4302.926
4.202076
0.1190388
208.5

116.200

10.00

297.0 X
145.0000000
.00000300
.46497905
.00172414
.03000000
.00020000
.00086207
.00002080

cooooRO

CHANNEL £1
400.1320007
1H

11 %50

23.00

0.00

2

256

100.6233
93.500238
238.896
Echo-Antiecho
1024
400.1300055
QSINE

2

0.00

0

1.40

1024
echo-antiecho
100.6127548
QSINE

2

0.00

MHz
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HSQC (400 MHz) spectrum of compound 3 in CDCl,4
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HSQC (400 MHz) spectrum of compound 3 in CDCl,4
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HMBC (400 MHz) spectrum of compound 3 in CDCl,

‘ ‘ \l ppm NAME, ZXP-R-18-3-1-3-3 new
6

EXPNO
s PROCNO 1
N - Date_ 20180123
o ’ 6 = 0 Time 2.9
F v INSTRUM spect
” i @ : F PROBED 5 mm CPPBEO BB
* s ¢ L ‘. . '. [ PULPROG hmbegplpndgf
— 20 D 4096
; SOLVENT CDC13
J * ' (NN b l ' r NS 32
2 -« R . DS 16
. g o ' — 40 SWH 5197.505 Hz
M - L] FIDRES 1.268922 Hz
1 ] [ AQ 0.3940852 sec
RG 208.5
- 60 ow 96.200 usec
] [ ] ) DE 10.00 usec
r TE 297.0 K
" ‘ . “ ¢ | CNSTZ 145.0000000
0 ' — 80  cusri3 10.0000000
DO 0.00000300 sec
i [ D1 1.50000000 sec
" . . » D2 0.00344828 sec
¥ ~100 % 0.05000000 sec
4 - i | D16 0.00020000 sec
3 INO 0.00002080 sec
: L . t —120 ———————= CHANNEL fl —=—=—=—=
" | SFOL 400.1323208 MHz
' [ Ty’ - [} NUC1 1H
g " 140 Pl 11.50 usec
; Tygtt, [} [ P2 23.00 usec
| NDO 2
- D 128
! s SFO1 100.6233 MHz
' 160 FIDRES 187.800476 Hz
. [ - [ [ ' | SW 238.896 ppm
t - FnMODE OF
' —180 ST 2048
| SE 400.1300076 MHz
. L WDW SINE
3SB 0
200 ég 0.08 Hz
v I PC 1.40
. ST 1024
| MC2 QF
220 SF 100.6127574 MHz
WDW SINE
8 7 6 5 4 3 2 1 0 ppm oo 0
LB 0.00 Hz
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HMBC (400 MHz) spectrum of compound 3 in CDCl,

I ppm
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HMBC (400 MHz) spectrum of compound 3 in CDCl,
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HMBC (400 MHz) spectrum of compound 3 in CDCl,

M M~ ppm
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HMBC (400 MHz) spectrum of compound 3 in CDCl,

L ppm
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NOESY (400 MHz) spectrum of compound 3 in CDCI,

BRUKER

| m
l l u 1 pp NAME ZXP-R-18-3-1-3-3 new
EXPNO 7
PRCCNO 1
Date_ 20180123
Time 4,35
INSTRUM spect
PROBHD 5 mm CPPEBO BB
PULPROG noesygpphpp
TD 2048
SOLVENT CHCA3
NS 16
Ds 32
SWH 4000.000 Hz
FIDRES 1.953125 Hz
AQ 0.2560500 sec
RG 208.5
DW 125.000 usec
DE 10.00 usec
TE 297.0 K
DO 0.00011036 sec
D1 1.99385595 sec
D8 0.30000001 sec
D11 0.03000000 sec
N D12 0.00002000 sec
Dlé 0.00020000 sec
INO 0.00025000 sec
T ======== CHANNEL fl ========
SFO1 400.1318006 MHz
NUC1 1H
= Pl 11.50 usec
o ul B2 23.00 usec
P17 2500.00 usec
NDO 1
TD 256
SFol 400.1318 MH=z
FIDRES 15.625000 Hz
= SW 9.997 ppm
FnMODE States—TPPI
SI 1024
h SF 400.1300062 MHz
_ WDW QSINE
= SSB 2
7 LB 0.00 Hz
GB 0
PC 1.00
sI 1024
MC2 States—TPPI
SF 400.1300070 MHz
WDW QSINE
9 SSB z
B B L B e B e [ e S R N R R A B SRR REan e 3 0.00 Hz
8 4 6 5 4 3 2 1 0 ppm = ¢
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NOESY (400 MHz) spectrum of compound 3 in CDCI,
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NOESY (400 MHz) spectrum of compound 3 in CDCI,

.
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NOESY (400 MHz) spectrum of compound 3 in CDCI,
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HR-ESIMS for compound 4

Analysis Info
Analysis Name
Method
Sample Name
Comment

zhouxiaopeng_ZXP-1_pos

Generic Display Report

Acquisition Date

D:\Data\MS\data\201809\zhouxiaopeng_ZXP-1_pos_3 01_5425.d
LC_Direct Infusion_pos_100-1000mz.m

SCSIO
maxXis

Operator
Instrument

9/7/2018 4:58:32 PM

Intens.

x104] 585.2694

467.2068

o il mhkl. {hh

663.2829

zhouxiaopeng_ZXP-1_pos 3 01_5425.d: +MS, 0.8-0.8min #44-45

1169.5317

896.3754 1073.5102
bae i

" 1489.1336

1774.7895

200 400 600

800 1000 1600

1200 23— 1400
99//\\

1800 iz

] 567.2592

585.2694

+MS, 0.8-0.8min #44-45

o S O (. DT
565 570 575

583.2540 I (H
ISéO‘I‘IIIII

| I a

wlllh T T w‘

585 605

" 610

612.7418

615  miz

1169.5317

1167.5153 ]
A 1 A +

33

Me X 34
36
Me

35
118151731183,5140118%5270 11915139

+MS, 0.8-0.8min #44-45

1197.5036

1165 C 1170

Bruker Compass DataAnalysis 4.1

printed:

T T T

1180 1185 " 1190

9/7/2018 5:03:41 PM by: SCSIO

1195 miz

Page 1 of 1
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HR-ESIMS for compound 4

Mass Spectrum SmartFormula Report

Analysis Info

Analysis Name

D:\Data\MS\data\201809\zhouxiaopeng_ZXP-1_pos_3_01_5425.d

Acquisition Date

9/7/2018 4:58:32 PM

Method LC_Direct Infusion_pos_100-1000mz.m Qperator SCsSIO
Sample Name zhouxiaopeng_ZXP-1_pos Instrument maXis 255552.00029
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4500 vV Set Dry Heater 180 °C
Scan Begin 100 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 /min
Scan End 2000 m/z Set Charging Voltage ov Set Divert Valve Waste
Set Corona 0nA Set APCI Heater 0°C
Intens. +MS, 0.8-0.8min #44-45
x104|
6,
] 585.2694
4_
2..
J 602.2943
583.2540 | B 618.2897
) A i, b ) O . SR ST L - " S
575 580 585 590 600 mi/z
Meas. m/iz # lon Formula Score m/z err[ppm] err[mDa] mSigma rdb e Conf
585.2694 1 C32H41010 100.00 585.2694 041 221 125 even
607.2513 1 C32H40NaO10 100.00 607.2514 0.1 38.7 125 even
11695317 1 C64H81020 100.00 11695316 -0.1 268 245 even

zhouxiaopeng_ZXP-1_pos_3_01_5425d
Bruker Compass DataAnalysis 4.1

printed: 9/7/2018 5:03:16 PM

SCsIO

Page 1 of 1
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'"H NMR (400 MHz) spectrum of compound 4 in CDCI,

MO NN AONOWN A0 O0WINONNOOS A0 NOMS MW od S D) WO LW o
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I TN N0 TN NONNNNAHODOOTTETO0OOINMNOO O
~-eCCCCCCCYwOwWowwwwNnNTLFTFTTTOOOONDOO0ONN NN A AAAAA A A A A A A A D OO

s TSsSs————s————sale——

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE

D1

DO

SFO1
NUC1
B
5L
SF
WDW
SSB
LB
GB
BC

Ui

9 8 7 £ 6 5 2 ppm
g2 -
(=18

TNy =

ZXP-R-17-2-1-2
1

1

20180704

6.26

spect

5 mm CPPEBO BB
zg30

655386

CDC13

16

2

8223.685
0.125483
3.9846387
208.5

60,800

10.00

297.0
1.00000000

CHANNEL fl ====

400.1324710
18

11.50

65536
400.1300088
EM

0

0.30

0

1.00

S89
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'"H NMR (400 MHz) spectrum of compound 4 in CDCI,
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'"H NMR (400 MHz) spectrum of compound 4 in CDCI,
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BBC NMR (100 MHz) spectrum of compound 4 in CDCI,

R ] YN MO O o m

fes] @ = S WO W O ~ n nNrH-srNO -~ © TOATOOOCOASTOANAHADIOMNM

. DO oy * . * o nNsTTMmor-o e HEOWMRXOAMMONOTOoOnN O

o Mmo® oD o S - B i e B e j .o

e ol i i = 5 HRCEERE BIDU258Z3R8858a330s BRUI(ER
NAME ZXP-R-17-2-1-2
EXPNO 2
PROCNO il
Date_ 20180704
Time 7.26
INSTRUM spect
PROBHD 5 mm CPPBBC BB
PULFROG zgpg30
TD 65536
SOLVENT CRC13
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 147.%4
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 MH=z
NUCL 13¢C
Pl 10.00 usec
SI 32768
SE 100.6127689 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
BE 1.40

I : I : I ; I : I g I ; I : I ) | 4 I ! I ! I d
220 200 180 160 140 120 100 80 60 40 20 0 ppm

S92



BBC NMR (100 MHz) spectrum of compound 4 in CDCI,
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BBC NMR (100 MHz) spectrum of compound 4 in CDCI,
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BBC NMR (100 MHz) spectrum of compound 4 in CDCI,
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DEPT135 (100 MHz) spectrum of compound 4 in CDCl,

—175.84
_—143.06
——140.85
T~138.72
130.62
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-
~

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
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D
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DW

T 1 I J I i T : I d I ; I ‘ I d I ; I ! I ; I i DE
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spect

5 mm CPPBBO BB
zgpg 30
65536
EDEL3
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4
24038.461
0.366798
1.3631988
147.94
20.800
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297.0
2.,00000000
0.03000000

CHANNEL fl1 ====

100.6233324
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10.00
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EM
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DEPT135 (100 MHz) spectrum of compound 4 in CDCl,

=T ™ ol igd o« o M S5 <)) %)

@ o <r ] ~ o o w® (=] ~ 0
- i 5 e o

[fs] o ~ o @ o o @ — [+ .

r~ 0 e} - Lo [l e Re] [} (=] I

— — — — — i — — o

S EUERLES RN RN R A A R R A Y B A T A A B T 1

176 170 165 160 155 150 145 140 135 130 125 120 115 110 105 100 95 ppm

i e et e e 55 [ (B ) B o s L B o ([ B (RSB L EL S S I 1

175 170 165 160 155 150 145 140 135 130 125 120 115 110 105 100 95 ppm
S97



DEPT135 (100 MHz) spectrum of compound 4 in CDCl,

23—0
22/
=

| | Al | | |\
T A T T L T P T T A T R T O T A A A
80 75 70 65 60 55 50 45 ppm
R e T T e T T
80 75 70 65 60 55 50 45 ppm

S98



DEPT135 (100 MHz) spectrum of compound 4 in CDCl,
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'H-'H COSY (400 MHz) spectrum of compound 4 in CDCI,
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'H-'H COSY (400 MHz) spectrum of compound 4 in CDCI,
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HSQC (400 MHz) spectrum of compound 4 in CDCl,4
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HSQC (400 MHz) spectrum of compound 4 in CDCl,4
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HSQC (400 MHz) spectrum of compound 4 in CDCl,4
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HMBC (400 MHz) spectrum of compound 4 in CDCl,
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HMBC (400 MHz) spectrum of compound 4 in CDCl,
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HMBC (400 MHz) spectrum of compound 4 in CDCl,
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HMBC (400 MHz) spectrum of compound 4 in CDCl,
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HMBC (400 MHz) spectrum of compound 4 in CDCl,
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NOESY (400 MHz) spectrum of compound 4 in CDCI,
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NOESY (400 MHz) spectrum of compound 4 in CDCI,
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NOESY (400 MHz) spectrum of compound 4 in CDCI,
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NOESY (400 MHz) spectrum of compound 4 in CDCI,
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HR-ESIMS for compound 5

Analysis Info
Analysis Name

Generic Display Report

Acquisition Date
D:\Data\MS\data\201805\iwanshan_P-18-2-1_pos_37_01_4667.d

5/4/2018 11:44:10 AM

Method LC_Direct Infusion_pos_100-1000mz.m Operator SCSIO
Sample Name liwanshan_P-18-2-1_pos Instrument maXis
Comment 2 —0
/// \
ln;ﬁ%s"i 607.2511 liwanshan_P-18-2-1_pos_37_01_4667.d: +MS, 0.5-0.6min #31-33
201
154
1.0
1191,5140
0.5
1776.7709
00 2‘30'1411 . . nl il " ™ ¥ 3 ; 148,42..6?59 . A s
200 400 600 1200 1400 1600 1800 m/z
Intens. { +MS, 0.5-0.6min #31-33
x104
2.04
e 602,251
1.0 608.2541
051 603.2986
- 585.2699 589.2403 591.2042 593.2298 595.2175 ‘504-,3010 609'12555 613.2230
T 580 585 590 595 605 810 615 miz
1191.5140 +MS, 0.5-0.6min #31-33
6000+
4000 1186.5573
2000 1159.4874 ‘ ’ 12077
1154.5332 ‘ l
1-11§.49-15| y |1127'471‘|‘ y : ‘1143."}78? e Al || i L ‘Illlulllll|||| S '| [II | il‘. TNV R 11 l]llnl..' il
1120 1130 1140 1150 1160 1180 1190 1200 1210 m/z
Bruker Compass DataAnalysis 4.1 printed: 5/4/2018 3:39:48 PM by: SCSIO Page 1 of 1
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HR-ESIMS for compound 5

Mass Spectrum SmartFormula Report

Analysis Info

Acquisition Date

5/4/2018 11:44:10 AM

Analysis Name D:\Data\MS\data\201805\iwanshan_P-18-2-1_pos_37_01_4667.d
Method LC_Direct Infusion_pos_100-1000mz.m Qperator SCsSIO
Sample Name liwanshan_P-18-2-1_pos Instrument maXis 255552.00029
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4500 vV Set Dry Heater 180 °C
Scan Begin 100 m/z Set End Plate Offset -500 V Set Dry Gas 4.0 /min
Scan End 2000 m/z Set Charging Voltage ov Set Divert Valve Waste
Set Corona 0nA Set APCI| Heater 0°C
Intens. | +MS, 0.5-0.6min #31-33
x104]
3
i 607.2511
2]
602.2951
1 4
G: 589.?403591 2042 593'.2298 i 618.2874
e T o —— T — g
Meas. m/iz # lon Formula Score miz err[ppm] err[mDa] mSigma rdb e Conf N-Rule
585.2699 1 C32H41010 100.00 585.2694 -0.9 -0.5 371.8 125 even ok
6022951 1 C32H44NO10 100.00 602.2960 -1.4 -0.9 46 115 even ok
607.2511 1 C32H40NaO10 100.00 607.2514 0.4 0.2 127 125 even ok
11215140 1 C64H80NaO20 100.00 11915135 0.4 05 138 245 even ok
liwanshan_P-18-2-1_pos_37_01_4667.d
Bruker Compass DataAnalysis 4.1 printed: 5/4/2018 3:39:17 PM by:  SCSIO 3 Page 1 of 1
Me X 34
36
Me

35
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'H NMR (400 MHz) spectrum of compound 5 in CDCI,
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3C NMR (100 MHz) spectrum of compound 5 in CDCI,
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3C NMR (100 MHz) spectrum of compound 5 in CDCI,
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3C NMR (100 MHz) spectrum of compound 5 in CDCI,
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DEPT135 (100 MHz) spectrum of compound 5 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 5 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 5 in CDCl,
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'H-'H COSY (400 MHz) spectrum of compound 5 in CDCI,
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'H-'H COSY (400 MHz) spectrum of compound 5 in CDCI,
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'H-'H COSY (400 MHz) spectrum of compound 5 in CDCI,
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'H-'H COSY (400 MHz) spectrum of compound 5 in CDCI,
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HSQC (400 MHz) spectrum of compound 5 in CDCl,4
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HSQC (400 MHz) spectrum of compound 5 in CDCl,4
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HSQC (400 MHz) spectrum of compound 5 in CDCl,4
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HMBC (400 MHz) spectrum of compound 5 in CDCl,
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HMBC (400 MHz) spectrum of compound 5 in CDCl,
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HMBC (400 MHz) spectrum of compound 5 in CDCl,
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HMBC (400 MHz) spectrum of compound 5 in CDCl,
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HMBC (400 MHz) spectrum of compound 5 in CDCl,
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NOESY (400 MHz) spectrum of compound 5 in CDCI,
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NOESY (400 MHz) spectrum of compound 5 in CDCI,
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NOESY (400 MHz) spectrum of compound 5 in CDCI,
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NOESY (400 MHz) spectrum of compound 5 in CDCI,
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