Supporting Information

Copies of HR-ESIMS of 1-10, 4s/r, 6s/r, and 7s/r; 1D and 2D NMR
spectra of 1-10; and 'H NMR spectra of 4s/r, 6s/r, and 7s/r.
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HR-ESIMS for compound 1

Generic Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

D:\Data\MS\data\201804\jiangzhongping_XG-52-3 neg_50_01_4495.d
LC_Direct Infusion_neg_100-1000mz.m
Jilangzhongping_XG-52-3_neg

Acquisition Date

Operator
Instrument

28
4/3/2018 10:52:52 AM

SCsIo
maXis

Intens.

603,3522
525.3356

x104]

1015.7009

14 678.4056
226.9782 339.2000

jiangzhongping_XG-52-3 neg_50_01_4495.d: -MS, 0.3min #16

1506i0699

200 400 600 1000 1200

1400 1600 1800 miz

525.3356

PE 527.3339

528.l3364

-MS, 0.3min #16

515.0 5175 520.0 5225

525.0 5275 530.0

5325 535.0 5375

m/z

1015.7009

1016.7044
1017.7021

1018.7036
k 1019’:7057

-MS, 0.3min #16|

1005 1010 1015 1020

1025 1030 m/z

Bruker Compass DataAnalysis 4.1 printed:

4/4/2018 8:25:00 AM 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\201804\jiangzhongping_XG-52-3_neg_50_01_4495.d

Acquisition Date 4/3/2018 10:52:52 AM

Method LC_Direct Infusion_neg_100-1000mz.m Operator SCSIO
Sample Name jiangzhongping_XG-52-3_neg Instrument maxis 255552.00029
Comment
Acquisition Parameter
Source Type ESI lon Polarity Negative Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4000 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, 0.3min #16|
x104
o] [M+CI]
525.3356
4_
24 527.3339
l 528.3364
515.0 5175 520.0 5225 525.0 527.5 530.0 5325 535.0 537.5 miz
Meas. m/iz # lon Formula Score m/z err[ppm] err[mDa] mSigma rdb e Conf N-Rule
525.3356 1 C30H50CIOS 100.00 525.3352 -0.8 -0.4 140 55 even ok
10157009 1 C60H100CIO10 100.00 1015.7011 0.1 0.1 104 105 even ok

jiangzhongping_XG-52-3_neg_50_01_4495.d

Bruker Compass DataAnalysis 4.1

printed: 4/4/2018 8:24:30 AM

by:




'H NMR (400 MHz) spectrum of compound 1 in CDCI
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

XG-52-3
1

1

20171226
16.56
spect

5 mm CPPBEO EB
zg30

65536
CDC13

16

2

8223.685
0.125483
3.9846387
208.5
60.800
10.00
297..0
1.00000000

CHANNEL f1 ====

400.1324710
1H

1150

65536
400.1300096
EM

0

0u:30

Q

1.00

BRUKER

Hz
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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
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

B = = alt. = -~ &k v i = = o b = I - b = j o s =
220 200 180 160 140 120 100 80 60 40 20 ppm

XG-52-3
2

1
20171226
17.56
spect
S mm CPPBBO BB
zgpg30
65536
CDC13
1024
4
24038.461 Hz
0.366798 H=z
1.3631988 sec
85.34
20.800 usec
18.00 usec
297.0 K
2.00000000 sec
0.03000000 sec
1

CHANNEL fl ====
100.6233324 MHz
13€C
10.00 usec
32768
100.6127685 MHz
EM
0
1.00 Hz
0
1.40
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3C NMR (100 MHz) spectrum of compound 1 in CDCI,

216.96
145.74
118.04

€D
8-0
LD

| REEEY! I | SRR A | | RSN R | I kA R | | 1 IR | T S BRI | I S R | |
215 210 205 200 195 190 185 180 175 170 165 160 155 150 145 140 135 130 125 120 ppm

512



3C NMR (100 MHz) spectrum of compound 1 in CDCI,
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DEPT135 (100 MHz) spectrum of compound 1 in CDCI ,
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NAME XG-52-3
EXPNO 3
PROCNO 1
Date_ 20171226
Time 18.14
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG deptspl3S
D 65536
SOLVENT CDC13
NS 300
DS 4
SWH 24038.461 Hz

T - T - T - T - T - T T T T T T T FIDRES 0.366798 Hz
AQ 1.3631988 sec

220 200 180 160 140 120 100 80 60 40 20 ppm rc 85.34

DW 20.800 usec
DE 18.00 usec
TE 297.0 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TDO 1
======== CHANNEL fl ========
SFO1 100.6233324 MHz
NUC1 13C
Pl 10.00 usec
P13 2000.00 usec
SI 32768
SF 100.6127685 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

[ = = = = s = G & & =l & a5 i et
220 200 180 160 140 120 100 80



DEPT135 (100 MHz) spectrum of compound 1 in CDCI ,
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'H-'H COSY (400 MHz) spectrum of compound 1 in CDCl,
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NAME XG-52-3
EXPNO 4
PROCNO 1
Date_ 20180205
Time 21.34
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG cosygpppgaf
D 2048
SOLVENT CDC13
NS 8
DS 8
SWH 3906.250
FIDRES 1.907349
AQ 0.2621940
RG 208.5
DW 128.000
DE 10.00
TE 297.0
DO 0.00000300
D1 1.89678097
D11 0.03000000
D12 0.00002000
D13 0.00000400
D16 0.00020000
INO 0.00025600
======== CHANNEL fl ========
SFO1 400.1318006
NUC1 1H
PO 11.50
Pl 1150
P17 2500.00
NDO 1
D 128
SFO1 400.1318
FIDRES 30.517578
SW 9.762
FnMODE QF
SI 1024
SF 400.1300069
WDW QSINE
SSB 0
LB 0.00
GB 0
PC 1.40
SI 1024
MC2 QF
SF 400.1300051
WDW QSINE
SSB 0

LB 0.00
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'H-'H COSY (400 MHz) spectrum of compound 1 in CDCl,
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'H-'H COSY (400 MHz) spectrum of compound 1 in CDCl,
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HSQC (400 MHz) spectrum of compound 1 in CDCl,
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

D5

SWH
FIDRES
AQ

RG

DW

DE

TE
CNST2
DO

D1

D4

D11

D16

D24

INO
ZGOPTNS

XG-52-3

5

1

20180205
22.14

spect

5 mm CPPBBO BB
hsgcetgpsi2
1024

CDC13

16

16

4302.920
4.202076
0.1190388
208.5
116.200
10.00

297.0
145.0000000
0.00000300
1.46497905
0.00172414
0.03000000
0.00020000
0.00086207
0.00002080

CHANNEL fl ====

400.1320007
1H

11.
235
0.

50
00
00

2

256

100.6233
93.900238
238.896
Echo-Antiecho
1024
400.1300070
QSINE

2

0.00

0

1.40

1024
echo-antiecho
100.6127585
QSINE

2
0.00
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HSQC (400 MHz) spectrum of compound 1 in CDCl,
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HSQC (400 MHz) spectrum of compound 1 in CDCl,

Mo, ppm
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HMBC (400 MHz) spectrum of compound 1 in CDCl,
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD

SOLVENT
NS

== CHANNEL f1

XG-52-3
6

1

20180206

0.05

spect

5 mm CPPBBO BB
hmbcgplpndgf
4096

CDC13

32

16

5197.505
1.268922
0.3940852
208.5

96.200

10.00

297.0
145.0000000
10.0000000
0.00000300
1.50000000
.00344828
.05000000
.00020000
.00002080

ococoo

400.1323208
1H

11.50

23,00

2

128
100.6233
187.800476
238.896

QF

2048
400.1300070
SINE

0

0.00

0

1.40

1024

OF
100.6127630
SINE

0

Hz

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

ppm
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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 CDCl,

ppm
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
RQ

RG

DW

DE

TE

XG-52-3

Bt

1

20180206

el

gpect

5 mm CPPBBO BB
noesygpphpp
2048
cDCl3

16

32
4000.000
1.953125
0.2560500
208.5
125.000
10.00
297.0
.00011036
.99385595
30000001
.03000000
.00002000
.00020000
.00025000

OCOOOOrHO

CHANNEL f1l ====
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1H

11.50
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400.1300072
QSINE
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NOESY (400 MHz) spectrum of compound 1 in CDCl,
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NOESY (400 MHz) spectrum of compound 1 in CDCl,
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NOESY (400 MHz) spectrum of compound 1 in CDCl,

___ppm
£ 1.3

%14

1.5

2.1
2.2

2.3

24

ppm

S31



AN e A

H;-30/H,-11

~ppm
-;;!_5




HR-ESIMS for compound 2

M+H]*

%106 |*ESI Scan (0. 480 min) Frag=175.0V 10.4d L
5T, 3670

-

il ]

24 351.2483 520. 3733

150 200 250 300 350 400 450 500 S50 600 €50 <700 7SO 800 850 900 950 1000 1050 1100 1150 1200 1250 1300 1350 1400 1450
Counts vs. Mass—to—Charee (u/z)

m'z 4 lon Formula Abundance
C30H49 03 14541719
Best Formula (M) - lon Formula Score Cross Score Calc miz Diff (ppm) Mass Match  Abund Match  Spacing Match
2 | | Cc30H4803| C30H4303 954 |  457.3676 147| 97.86 99.01] 86.12|
Isotope Abund Sum% Calc Abund Sum% miz Calemiz 7  Diff (ppm)

70.36 7153 457.367 457.3676 1.3
2432 2369 458.3686 458.37 521
457 424 459.3715 458.3742 5.87
0.75 0.54 460.3715 460.3772 12.38

| w| ol =
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SOLVENT

NS

DS

SWH Hz

FIDRES Hz

AQ sec

RG

DW 60.800 usec

DE 10.00 usec

TE 297.0 X

D1 1.00000000 sec

TDO 1

ffffffff CHANNEL f1l ========
400.1324710 MHz

1H

o e

400.13000

L e I I L I e L I I I i L IR R RS R R RS R R R

10 9 8 7 6 5 4 2 1 0 -1 -2 -3 -4 ppm
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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 CDCI ,
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

T

v T T T T T T T T T T T T T T T

T T
220 200 180 160 140 120 100 ppm

ZQ-10-1
2

1
20160913

5.53

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
13C

10.00

32768
100.6127698
EM

0

1.00

0

1.40
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3C NMR (100 MHz) spectrum of compound 2 in CDCl,
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3C NMR (100 MHz) spectrum of compound 2 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 2 in CDCl,4

G o w % "."‘.‘?“."1"’."1".“‘?".”2“‘.“7‘?"‘.“?‘f‘?“‘."?r?“".“?“‘."!“.‘“f:
a8 3 5 P B R R NP R N i o BRUKER
NAME ZQ-10-1
EXPNO 3
PROCNO 1
Date_ 20160913
Time 6.11
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG deptspl35
TD 65536
SOLVENT CDEC13
NS 300
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
; . ’ ’ i " . ; ’ " ; i AQ 1.3631988 sec
I I [ [ I [ [ I [ I I ] RG 91,64
220 200 180 160 _ 140 120 100 80 60 40 20 ppm DW 20,800 usec
C)+1 DE 18.00 usec
= TE 297.0 K
21 < CNST2 145,0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TDO 1
======== CHANNEL fl ========
SFO1 100.6233324 MHz
NUCL 13C
Pl 10.00 usec
Bl3 2000.00 usec
SI 32768
SF 100.6127698 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

1 R . e e T e
220 200 180 160 140 120 100 80 60 40 20 ppm
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DEPT135 (100 MHz) spectrum of compound 2 in CDCl,4
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'H-'H COSY (400 MHz) spectrum of compound 2 in CDCl,

L)

(<O

A l i ppm
F NAME 72Q-10-1
v+ 0 EXPNO 4
3 PROCNO 1
E Date_ 20160929
A C Time 12.09
. L 0 E INSTRUM spect
» | -1 PROBHD 5 mm CPPBEO BB
L '] F PULPROG cosygpppgf
n ) E TD 2048
» ". ! : SOLVENT cDel3
' ’ (N} - NS 8
' L4 0 . DS 8
" ('] ) 0 : SwH 3906.250 Hz
F FIDRES 1.907349 Hz
¥ r AQ 0.2621940 sec
4 ’ " . '_3 RG 36.09
[} [ DW 128.000 usec
[ DE 10.00 usec
1 ¢ L] E TE 297.0 K
' E DO 0.00000300 sec
L4 D1 1.89678097 sec
— ¢ " : D11 0.03000000 sec
E D12 0.00002000 sec
F D13 0.00000400 sec
E D16 0.00020000 sec
-5 ND 0.00025600 sec
ﬁ ] [ F m=mmm=== CHANNEL f]l ===s====
E SFO1 400.1318006 MHz
£ NUC1 1H
-6 PO 11.50 usec
L Pl 11.50 usec
[ P17 2500.00 usec
E NDO 1
E D 128
= SFO1 400.1318 MHz
- [] E FIDRES 30.517578 Hz
£ SW 9.762 ppm
: FnMODE QF
- SI 1024
3 SF 400.1299966 MHz
. WDW QSINE
F SSB 0
t LB 0.00 Hz
o GB 0
E 9 PC 1.40
e : . . r SI 1024
T T T T T T T T T T MC2 oF
9 8 7 6 5 4 3 2 1 0 ppm s 400.1299937 iz
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'H-'H COSY (400 MHz) spectrum of compound 2 in CDCl,
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'H-'H COSY (400 MHz) spectrum of compound 2 in CDCl,
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HSQC (400 MHz) spectrum of compound 2 in CDCl,

ppm
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BRUKER
(<D

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE
CNST2
DO

D1

D4

D11

D16

D24

INO
ZGOPTNS

SFO1
NUC1
Pl
p2
P28
NDO
TD
SFO1
FIDRES
SW
FnMODE
SI
SF
WDW
SSB
LB
GB
PC
SI
MC2
SF
WDW
SSB
LB

z20-10-1
5

1

20160929

12.48

spect

5 mm CPPBBO BB
hsgcetgpsi2
1024

4302.926
4,202076
0.1190388
208.5

297.0
145.0000000
0.00000300
1.46497905
0.00172414
0.03000000
0.00020000
0.00086207
0.00002080

CHANNEL f1 ====

400.1320007
1H

11.50

23.00

0.00

2

256
100.6233
93.900238
238.896
Echo-Antiecho
1024
400.1299963
QSINE

2

0.00

0

1.40

1024
echo-antiecho
100.6127561
QSINE

2

0.00

Hz

MHz

Hz

S45



HSQC (400 MHz) spectrum of compound 2 in CDCl,

ppm
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HMBC (400 MHz) spectrum of compound 2 in CDCl,

A JWMLM
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DiW

DE

TE
CNST2
CNST13
Do

=)

D2

SFO1
FIDRES
SW
FnMODE
SI

SF

WDW
SSB

LB

GB

PC

SI

MC2

SF

WDW
SSB

LB

GR

CHANNEL f1

70-10-1
6

1
20160929
14,40
spect

5 mm CPPBBO BB

hmbcgplpndgf

5197.505
1.268922
0.3940852
208.5
96.200
10.00
297.0
145,0000000
10.0000000
0.00000300
1.50000000
0.00344828
0.05000000
0.00020000
0.00002080

400.1323208
1H

11.50

23.00

2

128
100.6233
187.800476
238.896

QF

2048
400.1299977
SINE

0

0.00

0

1.40

1024

QF
100.6127709
SINE

0

0.00

0

MHz

Hz
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HMBC (400 MHz) spectrum of compound 2 in CDCl,

A : Mo _ ppm
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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,

l JLH |
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HMBC (400 MHz) spectrum of compound 2 in CDCl,

JL ppm
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NOESY (400 MHz) spectrum of compound 2 in CDCl,
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NOESY (400 MHz) spectrum of compound 2 in CDCl,
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NOESY (400 MHz) spectrum of compound 2 in CDCl,
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NOESY (400 MHz) spectrum of compound 2 in CDCl,
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NOESY (400 MHz) spectrum of compound 2 in CDCl,

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

473, 3475

14 225.1953

274. 2721 341.2819 525. 3210

200 225 20 275 300 325 350 375 400 425 450 475 500 525 550 575 600 625 650 675 'r'ﬂ 725 750 775 800 825 850 8Y5 900 925 950 975 1000 1025 1050
Counts vs. Mass—to—Charge (a/z)

mz / lon Formula Abundance

C30H49 03
Best Formula (M) ~ lon Formula Score Cross Score Calc m/z Diff (ppm) Mass Matich  Abund Match  Spacing Match
g | | C30 H48 03| C30 H49 03 | 86.45| |  457.3676| 497| 78.06| 92.06| 96.48|
Isotope Abund Sum% Calc Abund Sum% miz Calemz 7 Diff (ppm)
73.47 7153 457.3654 457.3676 454
21.53 2369 4582684 458.371 575

441 424 459.3697 459.3742 9.75
0.59 0.54 460.3634 460.3772 2979

o w| | =

28 29 559




'H NMR (400 MHz) spectrum of compound 3 in CDCI

W

11 10 9 8 6

(<O

NAME zq-9
EXPNO 1
PROCNO 1
Date_ 20161202
Time 9.56
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 32
DS 2
SWH 8223.685
FIDRES 0.125483
AQ 3.9846387
RG 208.5
DW 60.800
DE 10.00
TE 2970
D1 1.00000000
TDO 1
======== CHANNEL fl ====
SFO1 400.1324710
NUC1 1H
P1 11.50
SI 65536
SF 400,1300083
WDW EM
SSB 0
LB 0.30
GB 0
BE 1.00
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'H NMR (400 MHz) spectrum of compound 3 in CDCl,
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'H NMR (400 MHz) spectrum of compound 3 in CDCl,
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'BRUKER
i O

NAME zg-9
EXPNO 2
PROCNO 1
Date_ 20161207
Time 7.24
INSTRUM spect
PROBHD 5 mm CPPBBC BB
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 5000
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 102.3
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
NUC1 L3¢
Pl 10.00 usec
ST 32768
(P SF 100.6127690 MHz
N WDW EM
D ()] N S5B 0
Oro 9 3 LB 1.00 Hz
] w m GB 0
w I ‘ ‘ ‘ | PC 1.40
! J'_ | s e ‘
I ¥ I ; I " I . I i I T T " T " I : I d T T T
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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3C NMR (100 MHz) spectrum of compound 3 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 3 in CDCI 4

g(r'\]j 2 : MTNNOODODFVFNTOASATAMMNONAN OO~ NN MO
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NAME zg-9
EXPNO 3
PROCNO 1
Date_ 20161207
Time 8.51
| INSTRUM spect
i PROBHD 5 mm CPPBBO BB
I * A el . PULPROG deptspl35
TD 65536
SOLVENT CDC13
NS 1500
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 91.64
DW 20.800 usec
| ; T \ | | — =] = | =1 E=DE 13:00 uses
TE 297.0 K
220 200 180 160 140 120 100 80 60 40 20 0 ppm cusr2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
TDO 1:
==== CHANNEL fl ========
100.6233324 MHz
13C
10.00 usec
2000.00 usec
32768
100.6127690 MHz
EM
0
1.00 Hz
0
1.40

T T T T T L
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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DEPT135 (100 MHz) spectrum of compound 3 in CDCI 4

M NNO O W [~ W~ n W A4 dMOM O W N N M oy
pEpEg MUc SR 0N EEsdogg sn depguRe 3N
| NV VAT ENVZZ VNN T
& | [ i I [ I =ik~ I i [ [ I ] I [
80 75 70 65 60 55 50 45 40 35 30 25 20  ppm
. S,
I T I I I I T I I =il I ] I L
80 75 70 65 60 55 50 45 40 35 30 25 20  ppm

20161207

851

spect

5 mm CPPBBO BB
deptspl3s
65536

CDC13

1500

4
24038.461 Hz
0.366798 Hz
1.3631988 sec
91.64
20.800 usec
18.00 usec
297.0 K
145.0000000
2.00000000 sec
0.00344828 sec
0.00002000 sec
i

CHANNEL fl ========
100.6233324 MHz
13C
10.00 usec
2000.00 usec
32768
100.6127690 MHz
EM
0
1.00 Hz
0
1.40
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'H-'H COSY (400 MHz) spectrum of compound 3 in CDCl,

m NAME ZQ-9-1
A ! i PP EXPNO 1
s E PROCNO 1

—_— ¢ FO Date_ 20161208
. s r Time 15.26

. - INSTRUM spect

. ! 6 r PROBHD 5 mm CPPBBO BB

» F PULPROG cosygpppaf

. = D 2048

e e E SOLVENT cpC13

™ b NS 32

"'"" Ly q DS 8

. b SWH 3906.250

' ; Ypg” i h 2 FIDRES 1.907349

: [ ] ..- v s AQ 0.2621940

- ; [ RG 208.5
b DW 128.000

1 i- o - 4 DE 10.00
F TE 297.0

E DO 0.00000300

' - D1 1.89678097

. D11 0.03000000

) E 4 D12 0.00002000

— L} ] . D13 0.00000400
b D16 0.00020000

b INO 0.00025600

L5 ===—==== CHANNEL fl ====

b SFO1 400.1318006

= ] ) E NUC1 1H
L PO 11.50

o Pl 11.50

6 P17 2500.00

5 NDO 1

. D 128

- SFO1 400.1318

3 FIDRES 30.517578

- =7 SW 9.762

—_— g} 3 FnMODE QF
i b SI 1024

b SF 400.1300064

o WDW QSINE

—8 SSB 0

b LB 0.00

L GB 0

. PC 1.40

'_9 SI 1024

- MC2 QF

SF 400.1300061

T T T T T T T T T T WDW OSTNE

9 8 T i 6 5 4 3 2 1 0 ppm iga 4 03

usec
usec
usec

MHz
Hz

ppm

MHz

Hz

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

l NAME ZQ-9-1
EXPNO 105
== > l = Al ppm PROCNO 1
| Date_ 20161208
Time 17.58
- 0 INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG hsgcetgpsi2
—d ‘e D 1024
- ag ~ 20 SOLVENT CDC13
- . NS 32
.. F DS 16
S SWH 4302.926 Hz
~ 40 FIDRES 4.202076 Hz
Ll AQ 0.1190388 sec
v RG 208.5
DW 116.200 usec
[F 60 DE 10.00 usec
TE 297.0 K
[ CNST2 145.0000000
L] D0 0.00000300 sec
. - 80 D1 1.46497905 sec
D4 0.00172414 sec
D11 0.03000000 sec
D16 0.00020000 sec
—100 D24 0.00086207 sec
L INO 0.00002080 sec
ZGOPTNS
.
120 ======== CHANNEL fl ========
L SFO1 400.1320007 MHz
NUC1 1H
bl Bl 11.50 usec
140 P2 23.00 usec
P2 0.00 usec
NDO
s D 256
160 SFO1 100.6233 MHz
+ FIDRES 93.900238 Hz
SW 238.896 ppm
~180 FnMODE Echo-Antiecho
SI 1024
r SF 400.1300083 MHz
WDW QSINE
—200 SSB 2
LB 0.00 Hz
—] r GB 0
— PC 1.40
—220 ST 1024
I I I I LhE]| L e I [ I : I T MC2 echo-antiecho
SF 100.6127571 MHz
10 9 8 7 6 5 4 3 2 1 0 ppm Wi QSINE
SSB 2
LB 0.00 Hz
[£1a] n
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HSQC (400 MHz) spectrum of compound 3 in CDCl,

ppm
J D 5
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HMBC (400 MHz) spectrum of compound 3 in CDCl,

Al

ppm

=

100

—120

—140

—160

—180

—200

-220

10

pPpm

.,

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE
CNST2
CNST13
DO

D1

D2

1
20161209
4.26
spect

5 mm CPPBBO BB
hmbegplpndgf
4096

CDC13
128
16
5197.505 Hz
1.268922 Hz
0.3940852 sec
208.5
96.200 usec
10.00 usec
297.0 K
145.0000000
10.0000000
0.00000300 sec
1.50000000 sec
.00344828 sec
.05000000 sec
.00020000 sec
.00002080 sec

ococoo

CHANNEL fl ========

400.1323208 MHz
1H
11.50 usec
23.00 usec
2
125
100.6233 MHz
192,307693 Hz
238.896 ppm
QF
2048
400.1300083 MHz
SINE
0
0.00 Hz
0
1.40
1024
QF
100.6127571 MHz
SINE
0
0.00 Hz
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HMBC (400 MHz) spectrum of compound 3 in CDCl,

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

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

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

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

J\/L ppm
— . |
—_— i
5= D = 2
, = -30
- 40
— 3 w E
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io - 50
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oo = 80
T R M-S R B AU BE AR S Y R D B R T e R O B [T T

1.15 1.10 1.05 1.00 0.95 0.90 0.85 0.80 0.75 0.70 ppm

S77



NOESY (400 MHz) spectrum of compound 3 in CDCl,

A i P ppm
£ NAME zg—9
T EXPNO 7
e A =0 PROCNO 1
) : F Date_ 20161208
E Time 22286
—_— E F INSTRUM spect
[ PROBHD 5 mm CPPBEC BB
' i =:_1 PULPROG noesygpphpp
F TD 2048
1 o E SOLVENT CHEIL3
g NS 32
-2 DS 32
L E SWH 4000.000 Hz
3 FIDRES 1.953125 Hz
AQ 0.2560500 sec
* 3 RG 208.5
E3 DW 125.000 use
] . DE 10.00 use
] TE 297.0 K
E oo 0.00011036 sec
q 4 Dl 1.99385595 sec
] 4 : L D8 0.30000001 sec
D11 0.03000000 sec
F Dl2 0.00002000 sec
D16 0.00020000 sec
=5 INO 0.00025000 sec
- L} E
. A " £ ======== CHANNEL fl =======
E SFO1 400.1318006 MHz
'_6 NUC1 1H
] & Bl 11.50 use
P2 23.00 use
P17 2500.00 use
F NDO 1
1 -7 TD 256
— A £ SFC1 400.1318 MHz
| £ FIDRES 15.625000 Hz
E SW 9.997 ppr
1 F FnMODE States—-TPPI
;_8 5T 1024
i SF 400.1300083 MHz
WDW QSINE
B SSB 2
L9 LB 0.00 Hz
E GB 0
PC 1.00
T | \ T T T T T T T ST 1024
MC2 States-TPPI
9 8 7 6 5 4 3 2 1 0 ppm SF 400.1300083 MH=z
WDW RSINE
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NOESY (400 MHz) spectrum of compound 3 in CDCl,

A I
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NOESY (400 MHz) spectrum of compound 3 in CDCl,

4 20
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ppm
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NOESY (400 MHz) spectrum of compound 3 in CDCl,

EXE T [y e [ [ [P ey e [ s, e JEEEE [ [ [t [
29 28 27 26 25 24 23 22 21 20 19 18 17 16 1.5 1.4 ppm
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NOESY (400 MHz) spectrum of compound 3 in CDCl,
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HR-ESIMS for compound 4

Generic Display Report

Analysis Info Acquisition Date 2/8/2018 5:09:54 PM
Analysis Name D:\Data\MS\data\201802\liwanshan_XG-53-5_neg_55 01_4273.d

Method LC_Direct Infusion_neg_100-1000mz.m Operator SCSIO

Sample Name liwanshan_XG-53-5_neg Instrument maxXis

Comment

Inte1r(1js‘i 983.7100 liwanshan_XG-53-5_neg_55_01_4273.d: -MS, 0.2-0.2min #9-10
0% .

509.3402

1458.0827
21 587.3560

333.2193426.9681
200 400 600 800 1000 1200 1400 1600 1800 miz

Intens. 509.3402 -MS, 0.2-0.2min #9-10
xmé’f '

44 536.3591

) ‘
| .
0 T T

440 450 480 26 500 520 540 miz

983.7100 -MS, 0.2-0.2min #9-10

‘ 1010.7279
. |

1,
980 1000 1020 miz

3oj>rinted: 2/8/2018 5:24:24 PM by: SCSIO Page 1 of 1
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HR-ESIMS for compound 4

Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date 2/8/2018 5:09:54 PM
Analysis Name D:\Data\MS\data\201802\liwanshan_XG-53-5_neg_55 01_4273.d
Method LC_Direct Infusion_neg_100-1000mz.m Operator SCSIO
Sample Name liwanshan_XG-53-5_neg Instrument maXis 255552.00029
Comment
Acquisition Parameter
Source Type ESI lon Polarity Negative Set Nebulizer 0.4 Bar
Focus. Active Set Capillary 4000 V 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, 0.2-0.2min #9-10|
x105
1.04 -
[M+Cl]
0.8
509.3402
0.6
0.4
0.2
0.0 T T T T
460 470 480 490 500
Meas. m/iz # lon Formula Score m/z err [ppm] err[mDa] mSigma rdb e Conf N-Rule
509.3402 1 C30H50CIC4 100.00 509.3403 02 -0.1 252 55 even ok
983.7100 1 C60H100CIO8  72.88 983.7112 -1.3 -1.2 126 105 even ok

liwanshan_XG-53-5_neg_55_01_4273.d
Bruker Compass DataAnalysis 4.1 printed: 2/8/2018 5:23:39 PM by:
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'"H NMR (400 MHz) spectrum of compound 4 in CDCI,

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT

L B B L B B B

x
10 9 8 7 6 5 4

1
S R
w|o|o|a|o|o|m

L I B L L L L

0 ppm

)

LRX-XG-53-5
1

1
20171226
18.20
spect
5 mm CPPBBO BB
zg30
65536
CDCI3
16
2
8223.685 Hz
0.125483 Hz
3.9846387 sec
85.34
60.800 usec
10.00 usec
297.0 K
1.00000000 sec
1

CHANNEL 1 ========
400.1324710 MHz
1H
11.50 usec

AcEan
Vo000

400.1300094 MHz
EM
0
0.30 Hz
0
1.00
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'"H NMR (400 MHz) spectrum of compound 4 in CDCI,
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145.83
—117.84

NAME LRX-XG-53-5
EXPNO 2
PROCNO 1
Date_ 20171226
Time 19.20
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30

26 TD 65536

y SOLVENT CDCI3

> NS 1024
DS 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
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
—======= CHANNEL f1 ========
SFO1 100.6233324 MHz
NUC1 13C
P1 10.00 usec
S1 32768
SF 100.6127692 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
PC 1.40

" W L " M M L

[ [ [ [ i [ [ [ [ [ i [
220 200 180 160 140 120 100 80 60 40 0 ppm

588



3C NMR (100 MHz) spectrum of compound 4 in CDCI,

5 - Sonnoh o “oNa
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| | T T NI
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3C NMR (100 MHz) spectrum of compound 4 in CDCI,
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DEPT 135 spectrum of compound 4 in CDCl,

<
o)

N~
—
—

80.93
79.34
77.35
77.03

76.71
72.86

51.17
50.64

49.25
48.98
43.55
38.95
37.56
37.22
34.93
34.04
33.62
27.78
27.68
27.66
27.61
27.54
23.93
21.84

83.71

T =SSN\

120 100 80 60 40 20

0 ppm

120 100 80 60 40 20

0 ppm

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES

AQ
RG

LRX-XG-53-5
2

1
20171226
19.20
spect
5 mm CPPBBO BB
zgpg30
65536
CDCI3
1024
4
24038.461 Hz
0.366798 Hz
1.3631988 sec
73.92
20.800 usec
18.00 usec
297.0 K
2.00000000 sec
0.03000000 sec

CHANNEL f1l ========
100.6233324 MHz
13C
10.00 usec
32768
100.6127692 MHz
EM
0
1.00 Hz
0
1.40

591



DEPT 135 spectrum of compound 4 in CDCl,
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DEPT 135 spectrum of compound 4 in CDCl,
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DEPT 135 spectrum of compound 4 in CDCl,

27.78
27.54

—27.68
—27.66
—27.61

B B B By e L e B s B S s I S L S Ay BN LS L S (N

27.95 27.90 27.85 27.80 27.75 27.70 27.65 27.60 27.55 27.50 27.45 27.40 27.35 ppm

L e A I
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'H-'H COSY (400 MHz) spectrum of compound 4 in CDCl,

—— - C— - ——— — —

o ¥

ppm

NAME LRX-XG-53-5
EXPNO 4
PROCNO £l
Date_ 20180112
Time 22.45
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG cosygpppaf

TD 2048
SOLVENT CDC13

NS 8

DS 8

SWH 3906.250 Hz
FIDRES 1.907349 Hz
y-Xo} 0.2621940 sec
RG 91.64

DW 128.000 usec
DE 10.00 usec
TE 297.0 K
DO 0.00000300 sec
D1 1.89678097 sec
D11 0.03000000 sec
D12 0.00002000 sec
D13 0.00000400 sec
D16 0.00020000 sec
INO 0.00025600 sec

CHANNEL f]1 =======
400.1318006 MH=z
1H
11.50 usec
11.50 usec
2500.00 usec
1

128
400.1318 MHz
30.517578 Hz
9.762 ppm
QF
1024
400.1300068 MHz
QSINE
0
0.00 Hz
0
1.40
1024

MC2 QF
SF 400.1300075 MHZ
WDW QSINE
SSB 0]
LB 0.00 Hz
GB 0
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'H-'H COSY (400 MHz) spectrum of compound 4 in CDCl,

N MMM ppm
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'H-'H COSY (400 MHz) spectrum of compound 4 in CDCl,

PN ppm
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HSQC (400 MHz) spectrum of compound 4 in CDCl,

1 ppm
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BRUKER
-

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

Dw

DE

TE
CNST2
DO

D1

D4

D11

D16

D24

INO
ZGOPTNS

MC2

SSB

LR

5 mm

X-XG-53-5
5

1
20180112
23.24
spect
CPPEBO BB

hsgcetgpsi2

14

0.

1024

4.202076
0.1190388
208.5
116.200
10.00
287.0
5.0000000
00000300

1.46497905

coocoo

CHANN
40

Echo

40

echo
10

.00172414
.03000000
.00020000
.00086207
.00002080

EL £l =s===

0.1320007
1H

11.50
23.00
0.00

2

256
100.6233
93.900238
238.896
-Antiecho
1024
0.1300095
QSINE

2

0.00

0

1.40

1024

—antiecho

0.6127551
QSINE
2

MHz

Hz

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

S M M M m__ ppm

;100
;105
-110
;115

-120

, ; , . ‘ : : . ’ . . ! 125
5.4 5.2 5.0 4.8 4.6 4.4 4.2 4.0 3.8 3.6 3.4 3.2 3.0 ppm

S99



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

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

DS

SWH
FIDRES

MC2

SSB

LRX-XG-53-5
6

1

20180113

1:186

spect

5 mm CPPBBO BB
hmbcgplpndgf
4096

CDC13

32

16

5197.505
1.268922
0.3940852
208.5
96.200
10.00

297.0
145.0000000
10.0000000
0.00000300
.50000000
.00344828
.05000000
.00020000
.00002080

oo Oor

CHANNEL f1
400.1323208
1H

11.50

23.00

2

128
100.6233
187.800476
238,896

QF

2048
400.1300105
SINE

0

0.00

0

1.40

1024

QF
100.6127526
SINE

0

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

AN M M m_ ppm
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HMBC (400 MHz) spectrum of compound 4 in CDCl,

ISP .V,
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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 CDCl,

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

LS

SWH
FIDRES
AQ

RG

DW

L B B B I L L L L B I B L B LB L BB B

MC2

9.0 85 80 75 7.0 65 6.0 55 50 45 4.0 35 3.0 25 20 15 1.0 0.5 ppm SF

WDW
SSB

LRX-XG-53-5

7

1

20180113

331

spect

5 mm CPPBBO BB
noesygpphpp
2048
CDC13

16

32
4000.000
1.953125
0.2560500
91.64
125.000
10.00
297.0
.00011036
.99385595
.30000001
.03000000
.00002000
.00020000
.00025000

coocooro

CHANNEL fl ====

400.1318006
1H

177 510

23.00
2500.00

1
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15.625000
9.997
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1024
400.1300098
QSINE

2

0.00
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1+ 00
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QSINE

2
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Hz
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Hz
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NOESY (400 MHz) spectrum of compound 4 in CDCl,

SN M ppm
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NOESY (400 MHz) spectrum of compound 4 in CDCl,
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NOESY (400 MHz) spectrum of compound 4 in CDCl,
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HR-ESIMS for compound 5

Generic Display Report

Analysis Info

Analysis Name D:\Data\MS\data\201802\iwanshan_XG-52-4_neg_54_01_4272.d

Method LC_Direct Infusion_neg_100-1000mz.m Operator SCSIO
Sample Name liwanshan_XG-52-4_neg Instrument maXis
Comment

Acquisition Date 2/8/2018 5:06:23 PM

Intens.+

X109 507.3245
1.01

979.6787 liwanshan_XG-52-4_neg_54_01_4272.d: -MS, 0.2min #13

0.8+
0.6+
0.44

0.2

0.0 T v l t T T T T yk T T
200 400 600 800 1000 1200

miz

Intensg 507.3245 H"™ 6 -MS, 0.2min #13]
x10° : .
0.8
0.64
0.44 O
02] ‘ 534.3432 585.3399

0.0 : : - , L : - L ,
460 480 500 520 540 560 580 600 m/z

X105 979.6787 -MS, 0.2min #13
1.0

0.84
0.6+
0.44
0.2+
004k , , : i . i ‘ ‘ ‘ i . i . , . . i . i ‘ i ‘ , . |' i ' ‘ '995.6I683 . ‘ ,

940 950 960 970 980 990 1000m/z

Bruker Compass DataAnalysis 4.1 printed: 2/8/2018 5:21:51 PM by: SCSIO Page 1 of 1
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HR-ESIMS for compound 5

Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date 2/8/2018 5:06:23 PM
Analysis Name D:\Data\MS\data\201802\liwanshan_XG-52-4_neg 54_01_4272.d

Method LC_Direct Infusion_neg_100-1000mz.m Operator SCSIO

Sample Name liwanshan_XG-52-4_neg Instrument maXis 255552.00029
Comment

Acquisition Parameter

Source Type ESI lon Polarity Negative Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4000 V Set Dry Heater 180 °C
Scan Begin 100 m/z Set End Plate Offset -500 vV Set Dry Gas 4.0 Vmin
Scan End 2000 miz Set Charging Voltage ov Set Divert Valve Waste
Set Corona 0nA Set APCI Heater 0°C
Intens. ] -MS, 0.2min #13
x105]
151 -
1 [ M+Cl ]
] 507.3245
1.0
057 509.3228
0.0 : : ; : | ;
460 470 480 490 500 510 520 miz 26
Meas. m/z # lon Formula Score m/z err[ppm] err[mDa] mSigma rdb e Conf N-Rule
507.3245 1 C30H48CIO4 100.00 507.3247 -0.3 02 158 6.5 even ok
9796787 1 C60H96CIO8 7091 979.6799 12 -1.2 107 125 even ok

liwanshan_XG-52-4_neg_54 01_4272.d
Bruker Compass DataAnalysis 4.1 printed: 2/8/2018 5:21:18 PM by:
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'H NMR (400 MHz) spectrum of compound 5 in CDCl,
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'H NMR (400 MHz) spectrum of compound 5 in CDCl,
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'H NMR (400 MHz) spectrum of compound 5 in CDCl,
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3C NMR (100 MHz) spectrum of compound 5 in CDCl,
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—145.76
117.94
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3C NMR (100 MHz) spectrum of compound 5 in CDCl,
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3C NMR (100 MHz) spectrum of compound 5 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 5 in CDCI 4

Co<)
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4338
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o O
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18.30
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0.00

B 6L
28.09

27.69
27..55
24.53
24..35
21.88
21.61
21456

217.16
—145.76

117.94

3369

NAME XG-52-4

EXPNO 3

PROCNC 1

Date_ 20171221

Time 2] <09

INSTRUM spect

PROBHD 5 mm CPPBBO EB

PULPRCG deptspl35

TD [3

SOLVEN

N3

DS 4

SWH 24038.461 Hz

FIDRES 0.366728 Hz

AQ 1.3631988 sec

G 130.26

DW 20.800 usec

DE 18.00 usec

TE 297.0 K

CNST2 145.0000000

D1 2.00000000 sec

N l Dz 0.00344828 =sec

= , 4 o Vgl o - D12 0.00002000 sec

TDO 1

======== CHANNEL f] ========

SFol 100.623

I : I ! I ! T T : I . I ' I " I ' I " T . I ! T

‘ NUC
220 200 180 160 14;’.33 120 100 80 60 40 20 0 -20 ppm ..

= - -0 = 1 <+ J ¢ [« 4 = 5= - ~—7T +© v+ [ -1
220 200 180 160 140 120 100 80 60 40 20 0 -20 ppm
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DEPT135 (100 MHz) spectrum of compound 5 in CDCI 4
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DEPT135 (100 MHz) spectrum of compound 5 in CDCI 4
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'H-'H COSY (400 MHz) spectrum of compound 5 in CDCl,

NAME XG-52-4
EXPNO 4
PROCNOQ 1
e A PPM Date_ 20171226
Time 19.41
] _0 INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG cosygpppaf
D 2048
SOLVENT cDC13
= | NS 8
DS 8
™ SWH 3906.250 Hz
FIDRES 1.907349 Hz
AQ 0.2621940 sec
' . -2 RG 65.23
. [ ] DW 128.000 usec
DE 10.00 usec
' = TE 297.0 K
DO 0.00000300 sec
-3 D1 1.89678097 sec
, D11 0.03000000 sec
] D12 0.00002000 sec
1 ' - ! D13 0.00000400 sec
_4 D16 0.00020000 sec
“ ' INO 0.00025600 sec
======== CHANNEL fl ========
SFO1 400.1318006 MHz
_5 NUC1 1H
. PO 11.50 usec
.{ [] O | Pl 11.50 usec
P17 2500.00 usec
NDO 1
-6 D 128
SFO1 400.1318 MHz
FIDRES 30.517578 Hz
SW 9.762 ppm
FnMODE QF
=7 ST 1024
e — 0 SF 400.1300009 MH=z
WDW QSINE
SSB 0
LB 0.00 Hz
-8 GB 0
PC 1.40
SI 1024
MC2 QF
SF 400.1300009 MH=z
-9 WDW QSINE
SSB 0
I I I I I T I | I I LB 0.00 Hz
9 8 7 6 5 4 3 2 1 0 ppm a L
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'H-'H COSY (400 MHz) spectrum of compound 5 in CDCl,
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'H-'H COSY (400 MHz) spectrum of compound 5 in CDCl,

ppm

2.6

60 s ‘09

23 22 214 20 19 18 17 16 15 14 13 1.2 1.1 1.0 09 038 ppm

5124



HSQC (400 MHz) spectrum of compound 5 in CDCl,
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EXPNO
PROCNO
Date_
Time
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PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES

D11
D16
D24
INOD
ZGOPTNS

MC2

WDW
SSB
LB
GB

XG-52-4

5

1

20171226

20.21

spect

5 mm CPPBBO BB
hsgcetgpsi2

4

4302.926
4.202076
0.1190388
208.5
116.200
10.00
297.0
145.0000000
0.00000300
1.46497905
0.00172414
0.03000000
0.00020000
0.00086207
0.00002080

CHANNEL fl ========

400.1320007
1H

11.50

23.00

0.00

2

256
100.6233
93.900238
238.896
Echo-Antiecho
1024
400.1300014
QSINE

2

0.00

0

1.40

1024
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QSINE

2

0.00
0

ppm
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Hz
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HSQC (400 MHz) spectrum of compound 5 in CDCl,
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HSQC (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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6

1
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2212
spect
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hmbecgplpndgf
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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,

ppm
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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 CDCl,

L L1 ppm

: NAME IRX-52-4
r EXPNOC 7
' i 0 PROCNO 1
B Date_ 20171228
, F Time 5. 30
E INSTRUM spect
t PROBHD 5 mm CPPBBO BB
’ o 1 PULPROG noesygpphpp
L D 2048
r SOLVENT CDCL3
[ NS 16
1_2 DS 32
r SWH 4000.000 Hz
o FIDRES 1.953125 HZ
B AQ 0.2560500 sec
o RG 6523
F3 DW 125.000 use
r DE 10.00 use
r TE 297.0 K
d B DO 0.00011036 sec
[ D1 1.99385595 sec
. =4 D8 0.30000001 sec
—_ F D11 0.03000000 sec
g D12 0.00002000 sec
[ D16 0.00020000 sec
:_5 INO 0.00025000 sec
= r ======== CHANNEL f
r SFO1 400.1318006 MH=z
o NUC1 18
—6 P1 11.50 use
F P2 23.00 use
. P17 2500.00 use
[ r NDO 1
.' '_7 TD 256
‘e i E SFO1 400.1318 z
—— N 3 : FIDRES 15.625000 Hz
! SW 9.997 ppn
E FnMODE States—TPPI
-8 ST 1024
. B SF 400.1300000 MH=z
. b WDW QSINE
r SSB 2
L r LB 0.00 H=z
! o 9 GB 0
L BE 1.00
el ean et slena] 2eTRas | I | I I | I 512 1024
MC States—TPPI
9 8 7 6 5 4 3 2 1 0 Ppm s 400.1300000 MHz
WDW QSINE
SSB
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NOESY (400 MHz) spectrum of compound 5 in CDCl,
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NOESY (400 MHz) spectrum of compound 5 in CDCl,
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NOESY (400 MHz) spectrum of compound 5 in CDCl,
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"HR-ESIMS for compound 6

Generic Display Report

Analysis Info Acquisition Date 12/21/2016 4:51:43 PM
Analysis Name D:\Data\MS\data\201612\liwanshan_EA-16_pos_25_01_2825.d OH
Metheod LC_DirectInfusion_pos_70-500mz.m 1 99 = Qperator SCSIO
Sample Name liwanshan_EA-16_pos 25~ Instrument maXis
Comiment OH
Intens, I¥ 27 liwanshan_EA-16, ,_25_01_2825.d: +MS, 0.3min #14
X104 475.3790 I _pos
E-
1+
HO 949,7495
a
24 2+ 2+
2 24 1011.2487 1206.4086 1444.0943
383.2437 578.4027 815.5874
146.0579 P | I ;
0 h : ool g 5o 0 BT e B e S, (X —dh ) — ks e (.
200 400 600 800 1000 1200 1400 miz
4 1+ -
Inﬁ:;i_ 4753790 +MS, 0.3min #14
5 |
4.
24 1+
473.3624
] ] , I 49?.]3612
R VI o 470 T 475 480 485 40 = 495 500 505 miz
x1043 9495495 +MS, 0.3min #14
4
34
2' 1+ 1+
1_: 947.7328 971.7309
] 989.7781
. vy 72 U1 1 | Y- NN A D som
830 940 8950 960 970 8680 990 miz
Bruker Compass DataAnalysis 4.1 printed: 12/21/2016 4:58:13 PM by: SCSIO Page 1 of 1
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- HR-ESIMS for compound 6

Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date 12/21/2016 4:51:43 PM
Analysis Name D:\Data\MS\data\201612\liwanshan_EA-16_pos_25_01_2825.d
Method LC_Direct Infusion_pos_70-500mz.m Operator SCSIO
Sample Name liwanshan_EA-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 70 miz Set End Plate Offset -500 V Set Dry Gas 4.0 Umin
Scan End 1500 m/z Set Charging Voltage ov Set Divert Valve Wasle
Set Corona 0nA Set APCI Heater 0°C
Intens. +MS, 0.3min #1
x105]
1.0 [ M + H ] +
0.8 1%
] 475.3790
0.6
0.4 1+
1 476.3820
0.2 - 1+
- 47 doz 477.3851 497.3612
0.0 T T T —— T T y T v T 4 T T T T T v —— T T T T T
470 475 480 485 490 485 500 m/z
Meas.m/iz # lonFormula Score m/z err[ppm] err[mDa] mSigma rdb e Conf N-Rule OH
475.379013 1 C30H5104 100.00 475.378187 1.7 0.8 10.7 55 even ok 22 =
497361200 1 C30HSONaO4  100.00 497.350131 22 1.1 291 55 even ok 21 - 26
949749455 1 (C60H10108 100.00 949.749097 0.4 0.4 122 105 even ok
971.730887 1 (C60H100NaO8 100.00 971.731041 0.2 0.2 302 105 even ok OH
HO
[
28 29 O
liwanshan_EA-16_pos_25_01_2825.d
Bruker Compass DataAnalysis 4.1 printed: 12/21/2016 4:57:45 PM by: SCSIO Page 1of 1
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NAME EA-16
EXPNO 1
PROCNO 1
Date_ 20160726
Time 12.48
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685
FIDRES 0.125483
AQ 3.9846387
RG 102..3
DW 60.800
DE 10.00
TE 297.0
D1 1.00000000
TDO 1
======== (CHANNEL fl ====
SFO1 400.1324710
NUC1 1H
Pl 11, 50
SI 65536
SF 400.1300079
WDW EM
SSB 0
LB 0.30
GB 0
PC 1.00

usec

Hz
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'H NMR (400 MHz) spectrum of compound 6 in CDCI

-
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'"H NMR (400 MHz) spectrum of compound 6 in CDCI ,
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200
170.61
——124.96

OH

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

. T v T . T . I i, :

T
220 200 180 160 140

120

T
100

e
80 60 40 20 ppm

(O

EA-16
102
i |
20160726
23.34
spect
5 mm CPPBBO BB
zgpg30
65536
CDE13
1024
4
24038.461 Hz
0.366798 Hz
1.3631988 sec
102.3
20.800 usec
18.00 usec
297.0 K
2.00000000 sec
0.03000000 sec

CHANNEL fl ========
100.6233324 MHz
13€
10.00 usec
32768
100.6127689 MHz
EM
0
1.00 Hz
0
1.40
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3C NMR (100 MHz) spectrum of compound 6 in CDCl,
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3C NMR (100 MHz) spectrum of compound 6 in CDCl,
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3C NMR (100 MHz) spectrum of compound 6 in CDCl,

—i32 91,
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DEPT135 (100 MHz) spectrum of compound 6 in CDCI 4
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NAME EA-16
EXPNO 103
PROCNO 1
Date_ 20160726
Time 23.52
INSTRUM spect

L_L PROBHD 5 mm CPPBBO BB
" | —l PULPROG deptspl3S
D 65536
SOLVENT CDC13
NS 300
DS 4
SWH 24038.461
FIDRES 0.366798
AQ 1.3631988
RG 130.26
DW 20.800
DE 18.00
TE 297.0
CNST2 145.0000000
D1 2.00000000
D2 0.00344828
D12 0.00002000
DO 1
=—====c—: CEANNEL fl ===—=—=
SFOl 100.6233324
NUCL 13C
Pl 10.00
P13 2000.00
SI 32768
SF 100.6127689
WDW EM
5SB 0
LB 1.00
GB 0
PC 1.40
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DEPT135 (100 MHz) spectrum of compound 6 in CDCI 4
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'H-'H COSY (400 MHz) spectrum of compound 6 in CDCl,

e L, ppm
o NAME EA-16
£ EXPNO 4
FO PROCNO 1
o Date_ 20160806
F Time 5.58
F INSTRUM spect
9 PROBHD 5 mm CPPBBO BB
r PULPROG cosygpppaf
. [ D 2048
' ' E SOLVENT CDC13
! 3 NS 8
;2 DS 8
E SWH 3906.250 Hz
] [ FIDRES 1.907349 Hz
[ AQ 0.2621940 sec
| (] b RG 208.5
L3 DW 128.000 usec
(] - E DE 10.00 usec
[ ] [ ] o TE 297.0 K
E DO 0.00000300 sec
r D1 1.89678097 sec
. =4 D11 0.03000000 sec
r D12 0.00002000 sec
r D13 0.00000400 sec
E D16 0.00020000 sec
E 5 INO 0.00025600 sec
4 ' o =m=mmmm=s CHANNEL fl ==sss===
‘ o SFO1 400.1318006 MHz
— 4 s s NUC1 1H
[ PO 11,50 usec
-6 P1 11.50 usec
[ P17 2500.00 usec
E NDO 1
r D 128
] 2 G X SFO1 400.1318 MHz
3 FIDRES 30.517578 Hz
— # r SW 9.762 ppm
L ] E FnMODE QF
[ SI 1024
;8 SF 400.1300062 MH=z
o WDW QSINE
£ SSB 0
£ LB 0.00 Hz
[ GB 0
- BC 1.40
F 9 ST 1024
: ! ! T : : l : : l Dsqu 400 13000%2 MH
. 4
9 8 7 6 5 4 3 2 1 0 ppm WO QSINE
QSR n
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'H-'H COSY (400 MHz) spectrum of compound 6 in CDCl,
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'H-'H COSY (400 MHz) spectrum of compound 6 in CDCl,
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'H-'H COSY (400 MHz) spectrum of compound 6 in CDCl,

ppm




HSQC (400 MHz) spectrum of compound 6 in CDCl,

L. ppm NAME EA-16
L EXPNO 5
PROCNO 2.
- - 0 Date_ 20160806
Time 6.37
L INSTRUM spect
- - - PROBHD 5 mm CPPBBO BB
o — 20 PULPROG hsgcetgpsi2
_\”rl.' ; TD 1024
'___ b SOLVENT cpcl3
. . NS 16
g =R — 40 DS 16
SWH 4302.926 Hz
- . F FIDRES 4.202076 Hz
AQ 0.1190388 sec
. ~ 60 RG 208.5
. DwW 116.200 usec
i DE 10.00 usec
TE 297.0 K
* i — 80 CNST2 145, 0000000
Do 0.00000300 sec
il D1 1.46497905 sec
D4 0.00172414 sec
—100 D11 0.03000000 sec
D16 0.00020000 sec
i D24 0.00086207 sec
INO 0.00002080 sec
s —120 ZGOPTNS
[ ======== CHANNEL fl ========
SFO1 400.1320007 MHz
140 NuC1 15
[: Pl 11.50 usec
P2 23.00 usec
= P28 0.00 usec
160 NDO 2
L TD 256
SFOl1 100.6233 MHz
_180 FIDRES 93.900238 Hz
SW 238.896 ppm
F FnMODE Echo—-Antiecho
ST 1024
—200 SF 400.1300059 MHz
WDW QSINE
F SSB 2
LB 0.00 Hz
i -220 GB 0
(b BERLRERALS GREESUEEES REARESLEEY LECRERELEY FISLRAI S RACSEREIE] RERES DR DN AL ERTN RERSLESARY RAREELESS] RES PC 1.40
SI 1024
10 9 8 7 6 5 4 3 2 1 0 ppm MC2 echo—-antiecho
SF 100.6127568 MHz
WDW QSINE
SSB 2
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HSQC (400 MHz) spectrum of compound 6 in CDCl,
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HSQC (400 MHz) spectrum of compound 6 in CDCl,

ppm
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HSQC (400 MHz) spectrum of compound 6 in CDCl,
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HMBC (400 MHz) spectrum of compound 6 in CDCl,

ppm

- 20
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220

10

ppm

INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE
CNST2
CNST13
DO

D1

D2

MC2

WDW
S5B
LB
GB

2|

20160806

8.28

spect

5 mm CPPEBO EB
hmbcgplpndgf

16
5197.505
1.268922

0.3940852

145.0000000
10.0000000
0.00000300
1.50000000
0.00344828
0.05000000
0.00020000
0.00002080

CHANNEL fl ====

400.1323208
1H

11.50

23.00

2

128
100.6233
187.800476
238.89¢6

QF

2048
400.1300066
SINE

0

0.00

0

1.40

1024

oF
100.6127622
SINE

0

0.00

0

Hz

MHz

Hz
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HMBC (400 MHz) spectrum of compound 6 in CDCl,

L ) AN M : ppm
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HMBC (400 MHz) spectrum of compound 6 in CDCl,

1 IR
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HMBC (400 MHz) spectrum of compound 6 in CDCl,
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HMBC (400 MHz) spectrum of compound 6 in CDCl,
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HMBC (400 MHz) spectrum of compound 6 in CDCl,
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HMBC (400 MHz) spectrum of compound 6 in CDCl,
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HMBC (400 MHz) spectrum of compound 6 in CDCl,
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NOESY (400 MHz) spectrum of compound 6 in CDCl,4

d . AN ppm
F NAME EA-16
F EXPNO 7
3 —0 PROCNO 1
b Date_ 20160806
F Time 10.44
c INSTRUM spect
’ C A o 1 PROBHD 5 mm CPPEBO BB
; r PULPROG noesygpphpp
T 3 ™ 2048
I k ' f SOLVENT cpel13
) I [ ] F NS 16
i i —2 DS 32
) t SWH 4000.000 Hz
F FIDRES 1.953125 Hz
0 b AQ 0.2560500 se
' -3 RG 208.5
- & & : DW 125.000 us
00 ' b DE 10.00 us
4 o TE 297.0 K
: F Do 0.00011036 se
» =4 Dl 1.99385595 se
F D8 0.30000001 se
F D11l 0.03000000 se
F D12 0.00002000 se
! E D16 0.00020000 se
=5 N0 0.00025000 se
q F
v F ======== CHANNEL fl ======
~ P 4 « : SFO1 400.1318006 MH
) 6 NUC1 1H
' , ! r Pl 11.50 us
t P2 23.00 us
: s P17 2500.00 us
. F NDO 1
' =7 D 256
% E SFO1 400.1318 MH
) [ FIDRES 15.625000 Hz
H r SwW 9.997 pp
| —8 FnMODE States—-TPPI
o S 1024
| b SF 400.1300058 MH
! r WDW QSINE
r SSB 2
=9 LB 0.00 Hz
o GB 0
PC 1.00
T T T | T | T | T T i e
9 8 7 6 5 4 3 2 1 0 ppm  wmc2 States-TPPI
SF 400.1300069 MH
WDW OSINE
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NOESY (400 MHz) spectrum of compound 6 in CDCl,4
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NOESY (400 MHz) spectrum of compound 6 in CDCl,4
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NOESY (400 MHz) spectrum of compound 6 in CDCl,4
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HR-ESIMS for compound 7

- Generic Display Report
Analysis Info Acquisition Date 12/21/2016 4:55.09 FM
Analysis Name D:\Data\MS\data\201612\liwanshan_EA-17_pos_26_01_2826.d
Method LC_Direct Infusion_pos_70-500mz.m Operator SCSIO
Sample Name liwanshan_EA-17_pos Instrument maxis
Comment
Intens. liwanshan_EA-17_pos_26_01_2826.d: +MS, 0.4min #22|
x104 1+
h 475.3792
3
] 1+
24 940.7495
1] 2+
1444,0955
123.0912 581.4119 1206.4131
LI a0 S ") 7345434 815.5864 A , , |
' 200 ' 400 600 ) 800 1000 1200 1400 miz
Intens.. L +MS, 0.4min #22
x104] 475.3792 ;
3]
2
14 1+
] 473.3631 497]3612
h 1 1 1
e Ta85 470 475 480 435 480 " ags 500 505 510 miz
xt $49.7495 +MS, 0.4min #22
15]
1.0 1+
] 1+
] 971.7310
%5 B —— 960.7456
] .7363 ;i
00- — v 9‘?5;7177 ’ . l . W— .'.ll.l.. T ,..alllrll'l IIII 4 97.?12:.[25 DR S ——
’ 940 945 950 955 960 965 970 975 980 m/z
Bruker Compass DataAnalysis 4.1 printed: 12/21/2016 4:59:50 PM by: SCSIO Page 1 0of 1
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HR-ESIMS for compound 7

Mass Spectrum SmartFormula Report

Analysis Info

Acquisition Date 12/21/2016 4:55:09 PM
Analysis Name D:\Data\MS\data\201612\liwanshan_EA-17_pos_26_01_2826.d
Methed LC_Direct Infusion_pos_70-500mz.m Operator SCSIO
Sample Name liwanshan_EA-17_pos Instrument maXis 255552.00029
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus . Active Set Capillary 4500V Set Dry Heater 180 °C
Scan Begin 70 miz Set End Plate Offset -500 v Set Dry Gas 4.0 Umin
Scan End 1500 m/z Set Charging Voltage ov Set Divert Valve Waste
Set Corona 0nA Set APCI Heater 0°‘C
Intens.] +MS, 0.4min #22|
x104
] +
[M+H]
] o
41 475.3792
3]
2] 1+
] 476.3824
14 1+ 1+
] 473.3631 477.3852 497.3612
0 - - . — ; L. ; -
470 475 480 485 490 495 500 miz
Meas. m/z # lon Formula Score miz err[ppm] err[mDa] mSigma rdb e Conf N-Rule OH
475379226 1 C30H5104 100.00 475.378187 22 1.0 63 55 even ok 21 22 26
497.361232 1 C30H50NaO4 100.00 497.360131 2.2 -11 20.8 5.5 even ok
949.749486 1 C60H10108 100.00 949.749097 0.4 0.4 92 105 even ok
971.730951 1 C60H100NaO8 100.00 971.731041 -0.1 -0.1 257 105 even ok 12 = OH
11 S
19
7
7
28 29 O
liwanshan_EA-17_pos_26_01_2826.d
Bruker Compass DataAnalysis 4.1 printed: 12/21/2016 4:59:28 PM by: SCSIO Page 1 of 1
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'H NMR (400 MHz) spectrum of compound 7 in CDCI

7.264
5.705
3.308
3.287
2203
2,017
1.846
1.794
1.700
1.620

NAME EA-17

EXPNO 1

PROCNO 1

Date_ 20160726

Time 12.53

INSTRUM spect

PROBHD 5 mm CPPBBO BB

PULPROG zg30

TD 65536

SOLVENT CpC13

NS 16

DS 2

SWH 8223.685 Hz

FIDRES 0.125483 Hz

AQ 3.9846387 sec

RG 147.94

D 60.800 usec

DE 10.00 usec

TE 297.0 K

D1 1.00000000 sec

TDO i

======== CHANNEL fl ========

SFO1 400.1324710 MHz

NUC1 1H

Pl 11.50 usec

ST 65536

SF 400.1300079 MHz

WDW EM

SSB 0

LB 0.30 Hz

GB 0

PC 1.00
|JL| JA[ I

11 10 9 8 7 6 5 3 1 0 -1 ppm

(= —[O[= =[RS
- ||| NN~

2

[N(N|T| O] O] -
Fﬁﬁﬂhh@mi. S
(NN F DO ON
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'H NMR (400 MHz) spectrum of compound 7 in CDCI
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'"H NMR (400 MHz) spectrum of compound 7 in CDCI ,
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NAME EA-17
EXPNO 102
PROCNO 1
Date_ 20160727
Time 0.54
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 102.3
DW 20.800 usec
DE 18.00 usec
TE 297.0 K
D1 2,00000000 sec
D11 0.03000000 sec
TDO i
======== CHANNEL fl =======
SFO1 100.6233324
NUC1 13C
m Pl 10.00
C&) SI 32768
n SF 100.6127690
1 WDW EM
(@)} SSB 0
LB 1.00
GB 0
PC 1.40

220 200 180

80 60 40 20 ppm
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3C NMR (100 MHz) spectrum of compound 7 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 7 in CDCI 4

8 S § HNTOATTANNONNOOFN A TMOONOMONOND
o o o« Domo sancaooagaar pasnecaonen g
Q 3 ! PN Nl i I MR g R bR s hf i P BRUKER
NAME EA-17
EXPNO 103
PROCNOQ X
Date_ 20160727
Time 1:12
INSTRUM spect
. . 4 . - Boubicie) . PROBHD 5 mm CPPEBO BB
PULPROG deptspl35
TD 65536
SOLVENT CDC13
NS 300
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
T . I d I 5 I | | i [ ! I ! I E | : I : | ¥ RG 130.26
DW 20.800 usec
220 200 180 160 140 120 100 80 60 40 20 ppm i i e
TE 297.0 K
CNST2 145.0000000
D1 2.00000000 sec
OH D2 0.00344828 sec
D12 0.00002000 sec
TDO 1
==== CHANNEL fl ========
100.6233324 MH
130
10.00 usec
2000.00 usec
32768
100.6127690 MHz
EM
0
1.00 Hz
1.40
" | Ll. o
-y o o
I | I I | I I | I | I I
220 200 180 160 140 120 100 80 60 40 20 ppm
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DEPT135 (100 MHz) spectrum of compound 7 in CDCI 4
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'H-'H COSY (400 MHz) spectrum of compound 7 in CDCl,
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG

D

SOLVENT

NS
DS
SWH

FIDRES

AQ
RG
DW
DE

NDO
D

SFO1
FIDRES

SW

FnMODE

SI
SF
WDW
SSB
LB
GB
PC
SI
MC2
SF
WDW
SSE

TD

CHANNEL f1

EA-17
104

1
20160805
22.10
spect

5 mm CPPBBO BB

cosygpppaf
2048

cDC13

8

8

3906.250
1.907349
0.2621940

297.0
0.00000300
1.89678097
0.03000000
0.00002000
0.00000400
0.00020000
0.00025600

400.1318006
18

11.50

11.50
2500.00

1

128
400.1318
30.517578
9.762

OF

1024
400.1300058
QSINE

0

0.00

0

1.40

1024

QF
400.1300047
QSINE

0

n onn

Lo )
RUKER
(<D
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'H-'H COSY (400 MHz) spectrum of compound 7 in CDCl,

M Py ppm
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'H-'H COSY (400 MHz) spectrum of compound 7 in CDCl,

ppm
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HSQC (400 MHz) spectrum of compound 7 in CDCl,

NAME EA-17
. L. ppm EXPNO 105
PROCNO 1
Date_ 20160805
| Time 22.50
- 0 INSTRUM spect
PROBHD 5 mm CPPBBO BB
& . PULPROG hsqgcetgpsi2
- - [ 20 TD 1024
- = SOLVENT cpels3
- 2 NS 16
- = - DS 16
N . «® - - 40 SWH 4302.926 Hz
FIDRES 4,202076 Hz
- AQ 0.1190388 sec
- RG 208.5
a - 60 DW 116.200 usec
. DE 10.00 usec
TE 297.0 K
i CNST2 145.0000000
- — 80 DO 0.00000300 sec
D1 1.46497905 sec
D4 0.00172414 sec
D11 0.03000000 sec
—100 D16 0.00020000 sec
D24 0.00086207 sec
INO 0.00002080 sec
ZGOPTNS
5 —120
" ======== CHANNEL fl ========
SFO1 400.1320007 MHz
NUC1 1H
140 Pl 11.50 usec
P2 23.00 usec
P28 0.00 usec
s NDO 2
160 TD 256
SFOL1 100.6233 MHz
FIDRES 93.900238 Hz
~180 SW 238.896 ppm
FnMODE Echo-Antiecho
SI 1024
SF 400.1300061 MHz
—200 WDW QSINE
SSB 2
LB 0.00 Hz
GB 0
—220 PC 1.40
I I I I [ | | I [ I | SI 1024
MC2 echo-antiecho
10 9 8 7 6 5 4 3 2 1 0 ppm SF 100.6127554 MHz
WDW QSINE
SSB 2
LB 0.00 Hz
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HSQC (400 MHz) spectrum of compound 7 in CDCl,

MM —_ ppm
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HSQC (400 MHz) spectrum of compound 7 in CDCl,

ppm
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HMBC (400 MHz) spectrum of compound 7 in CDCl,

| ppm
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HMBC (400 MHz) spectrum of compound 7 in CDCl,

L ) M - , ppm
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HMBC (400 MHz) spectrum of compound 7 in CDCl,

ppm
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HMBC (400 MHz) spectrum of compound 7 in CDCl,

ppm
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HMBC (400 MHz) spectrum of compound 7 in CDCl,

ppm
)]
—3
—_— 0 00
_—1__ 0%@@
—
[>)] @
? -60
-] < ed ¢
- 70
— [
cp ODWO O, © tao
i A e | R i et ][, e[y N et i e [ e [ ey g[S ] T L e ;
210 2.05 200 195 190 185 180 175 170 1.65 1.60 155 150 1.45 1.40 ppm

5188



HMBC (400 MHz) spectrum of compound 7 in CDCl,

ppm
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NOESY (400 MHz) spectrum of compound 7 in CDCl,

ppm

ppm

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
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EA-17
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1
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2 .56

spect

5 mm CPPBBO BB
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2048

LoC13
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32
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1953125
0.2560500
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125.000
10.00
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1.99385595
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0.00002000
0.00020000
0.00025000
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NOESY (400 MHz) spectrum of compound 7 in CDCl,

M ppm
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NOESY (400 MHz) spectrum of compound 7 in CDCl,

ppm
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NOESY (400 MHz) spectrum of compound 7 in CDCl,

~ppm
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HR-ESIMS for compound 8

Elemental Composition Report Page 1

Single Mass Analysis
Tolerance = 5.0 PPM f DBE: min = -1.5, max = 50.0
Element prediction: Off

21 22 24
Mumber of isotope peaks used fori-FIT =3 = 27
Monoisstopic Mass, Even Electron lons
360 formulala) evaluated with 2 results within limits (up to 50 closast results for @ach mass)
Elements Used:
C:0-580 H:0-100 MN:0-1 O:0-20 Na: 0-1

EAZ-44-3-1
201807308 258 (2.075) [ M+H ] + 1: TOF MS ES+
2 5Te+005
100- 4573673 HO
f [
] 28 29 O
I 013.7272
%_
] Fp— 14.7313
157382
4393571
o 2071728 395 3974 7333245 S 1077 167411 1255 0goy 1410.0748 i
100 200 300 400 500 OO 700 800 00 1000 1100 1200 1300 1400
blimd mam: =1.5
blev 3 moum 5.0 5.0 0. 0
ass Calc. Mass mba PPM DEE i=FIT Norm Conf (%) Formula

E
4573673 467. 0682 -0.9 20 G5 4159 2086 1241 30 H49 3
457, 3658 1. 5 33 3.5 414.0 00133 BT 59 CEH H50 03 Na
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'H NMR (400 MHz) spectrum of compound 8 in CDCI ,
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'H NMR (400 MHz) spectrum of compound 8 in CDCI ,
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'H NMR (400 MHz) spectrum of compound 8 in CDCI ,
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3C NMR (100 MHz) spectrum of compound 8 i
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3C NMR (100 MHz) spectrum of compound 8 in CDCl,
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3C NMR (100 MHz) spectrum of compound 8 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 8 in CDCI 4
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AQ 1.3631988 sec
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DW 20.800 usec
DE 18.00 usec
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DEPT135 (100 MHz) spectrum of compound 8 in CDCI 4
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'H-'H COSY (400 MHz) spectrum of compound 8 in CDCl,
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'H-'H COSY (400 MHz) spectrum of compound 8 in CDCl,
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'H-'H COSY (400 MHz) spectrum of compound 8 in CDCl,
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'H-'H COSY (400 MHz) spectrum of compound 8 in CDCl,
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HSQC (400 MHz) spectrum of compound 8 in CDCl,
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HSQC (400 MHz) spectrum of compound 8 in CDCl,
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HSQC (400 MHz) spectrum of compound 8 in CDCl,
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HSQC (400 MHz) spectrum of compound 8 in CDCl,
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HMBC (400 MHz) spectrum of compound 8 in CDCl,
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HMBC (400 MHz) spectrum of compound 8 in CDCl,
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HMBC (400 MHz) spectrum of compound 8 in CDCl,
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HMBC (400 MHz) spectrum of compound 8 in CDCl,
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HMBC (400 MHz) spectrum of compound 8 in CDCl,
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HMBC (400 MHz) spectrum of compound 8 in CDCl,

ppm

l
é

LU
8

1l

Jb A
|
Q
:

AR N R EE AR EEFRERETEEESAS EEE RS EEERI EEERI CESES REELET EERLEREDER RESFE NIRRT EESEF REEXI TR
220 215 210 2.05 2.00 195 190 185 180 1.75 1.70 1.65 1.60 155 150 145 1.40 ppm

5216



HMBC (400 MHz) spectrum of compound 8 in CDCl,
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NOESY (400 MHz) spectrum of compound 8 in CDCl,
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NOESY (400 MHz) spectrum of compound 8 in CDCl,




NOESY (400 MHz) spectrum of compound 8 in CDCl,
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NOESY (400 MHz) spectrum of compound 8 in CDCl,
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NOESY (400 MHz) spectrum of compound 8 in CDCl,
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HR-ESIMS for compound 9

Generic Display Report

Acquisition Date

D:\Data\MS\data\201708\jiangzhongping_EA2-27_neg_6_01_3384.d
LC_DirectInfusion_neg_100-1000mz.m
jlangzhongping_EA2-27 neg

21

Operator
Instrument

8/21/2017 4:14:53 PM

SCsIO
maXis

N
.~

2~OH
1-
451.2986

HO
687. 393@

509. 3337

bl

139.1992

jlangzhongping_EA2-27_neg 6_01_3384.d: -MS, 0.3min #19

L
T T

600

T T T T T

1400 1600 1800 miz

Intens.
x109]

0.8
06/
04+
02

-MS, 0.5min #27]

451.2985

nais il I I - 1

0.0

" 425

mfz

750

827.5531

765.4163 881.6068

913.5890
779.4000

-MS, 0.3min #19

945.5877
999.6153

1000

Bruker Compass DataAnalysis 4.1

printed:  8/21/2017 4:21:02 PM

by: SCSIO Page 1 of 1
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HR-ESIMS for compound 9

Mass Spectrum SmartFonﬁuléﬂliébdrtm'

Analysis Info Acquisition Date 82172017 4:14:53 PM
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'H NMR (400 MHz) spectrum of compound 9 in CDCI ,
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'H NMR (400 MHz) spectrum of compound 9 in CDCI ,
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'H NMR (400 MHz) spectrum of compound 9 in CDCI ,
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3C NMR (100 MHz) spectrum of compound 9 in CDCl,
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3C NMR (100 MHz) spectrum of compound 9 in CDCl,
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3C NMR (100 MHz) spectrum of compound 9 in CDCl,
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3C NMR (100 MHz) spectrum of compound 9 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 9 in CDCI 4
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DEPT135 (100 MHz) spectrum of compound 9 in CDCI 4
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'H-'H COSY (400 MHz) spectrum of compound 9 in CDCl,
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'H-'H COSY (400 MHz) spectrum of compound 9 in CDCl,
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'H-'H COSY (400 MHz) spectrum of compound 9 in CDCl,
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'H-'H COSY (400 MHz) spectrum of compound 9 in CDCl,
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HSQC (400 MHz) spectrum of compound 9 in CDCl,
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HSQC (400 MHz) spectrum of compound 9 in CDCl,
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HSQC (400 MHz) spectrum of compound 9 in CDCl,
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HMBC (400 MHz) spectrum of compound 9 in CDCl,
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HMBC (400 MHz) spectrum of compound 9 in CDCl,
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HMBC (400 MHz) spectrum of compound 9 in CDCl,
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HMBC (400 MHz) spectrum of compound 9 in CDCl,
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HMBC (400 MHz) spectrum of compound 9 in CDCl,
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HMBC (400 MHz) spectrum of compound 9 in CDCl,
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NOESY (400 MHz) spectrum of compound 9 in CDCl,
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NOESY (400 MHz) spectrum of compound 9 in CDCl,
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NOESY (400 MHz) spectrum of compound 9 in CDCl,
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NOESY (400 MHz) spectrum of compound 9 in CDCl,
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HR-ESIMS for compound 10

[M+Na]*
[M+H]+ 565. 3108

543. 3303

483. 3104

330 340 350 360 370 380 390 400 410 420 430 440 450 460 470 480 490 500 510 520 530 540 550 560 570 580 590 600 610 620 630 ©
Counts vs. Mass~to~Charge (u/z)

@@

C32 H47 O7

13701.3

Best Formula (M) lon Formula Score v Cross Score Cale miz Diff (ppm) Mass Match  Abund Match  Spacing Match
| |  C32H4607| C32H47 07| 9453 | 5433316 2.58| 9257 97.86] 94.46|
Isotope Abund Sum?% Calc Abund Sum% miz Calc miz Diff (ppm)
1 70.87 69.38 543.3303 543.3316 251
2 240 2457 5443327 544235 4
3 426 522 5453389 545338 -166
4 0.86 0.82 546.3466 546.3408 -10.67
Best Formula (M) lon Formula Score v Cross Score Calc miz Diff (ppm) Mass Match  Abund Match  Spacing Match
| C3%H4202 C39H4302 65.16 543.3258 -8.25 4553 7277 95.26
[ C26 H51C1 09 C26 H52 C109 62.58 5433294 -1.46 97.56 0.14 67.56
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'H NMR (400 MHz) spectrum of compound 10 in CDCIl
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'H NMR (400 MHz) spectrum of compound 10 in CDCI ,
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'H NMR (400 MHz) spectrum of compound 10 in CDCI ,
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DEPT135 (100 MHz) spectrum of compound 10 in CDCI 4
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DEPT135 (100 MHz) spectrum of compound 10 in CDCI 4
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DEPT135 (100 MHz) spectrum of compound 10 in CDCI 4
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DEPT135 (100 MHz) spectrum of compound 10 in CDCI 4
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DEPT135 (100 MHz) spectrum of compound 10 in CDCI 4
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DEPT135 (100 MHz) spectrum of compound 10 in CDCI 4
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'H-'H COSY (400 MHz) spectrum of compound 10 in CDCl,
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AQ 0.2621940
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DW 128.000
DE 10.00
TE 297.0
DO 0.00000300
D1 1.89678097
D11 0.03000000
D12 0.00002000
D13 0.00000400
D16 0.00020000
INO 0.00025600
== CHANNEL fl ==
SFO1 400.1318006
NUC1 1H
PO 1150
Pl 11.50
P17 2500.00
NDO 1
TD 128
SFO1 400.1318
FIDRES 30.517578
SW 9.762
FnMODE QF
SIT 1024
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WDW QSINE
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'H-'H COSY (400 MHz) spectrum of compound 10 in CDCl,
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'H-'H COSY (400 MHz) spectrum of compound 10 in CDCl,
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HSQC (400 MHz) spectrum of compound 10 in CDCl,
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HSQC (400 MHz) spectrum of compound 10 in CDCl,
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HSQC (400 MHz) spectrum of compound 10 in CDCl,
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HMBC (400 MHz) spectrum of compound 10 in CDCI,

20

- 40

L Ll

80

T
ek
(=]
o

RS EARLLEE L LAt R A RS R A A S T e S

10 9 8 7 6 5 4 3 2 1 0

NAME ZQ-16
EXPNO 6
PROCNO i
Date_ 20161203
Time 11.04
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG hmbegplpndgf
TD 4096
SOLVENT CDC13
NS 32
DS 16
SWH 5197.505
FIDRES 1.268922
AQ 0.3940852
RG 208.5
DW 96.200
DE 10.00
TE 297.0
CNST2 145.0000000
CNST13 10.0000000
Do 0.00000300
D1 1.50000000
D2 0.00344828
D6 0.05000000
D16 0.00020000
INO 0.00002080
== CHANNEL fl ===
400.1323208

1H

11.50

23.00

2

128

100.6233

187.800476

238.896

QF

2048

400.1300076

SINE

0

0.00

0

1.40

1024

QF

100.6127600

WDW SINE
SSB 0
LB 0.00
GB 0

Hz
Hz
sec

usec

usec
K

sec

sec

MHz

$268



HMBC (400 MHz) spectrum of compound 10 in CDCI,
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HMBC (400 MHz) spectrum of compound 10 in CDCI,
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HMBC (400 MHz) spectrum of compound 10 in CDCI,
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HMBC (400 MHz) spectrum of compound 10 in CDCI,
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HMBC (400 MHz) spectrum of compound 10 in CDCI,
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HMBC (400 MHz) spectrum of compound 10 in CDCI,
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NOESY (400 MHz) spectrum of compound 10 in CDCl,
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NOESY (400 MHz) spectrum of compound 10 in CDCl,
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NOESY (400 MHz) spectrum of compound 10 in CDCl,
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NOESY (400 MHz) spectrum of compound 10 in CDCl,
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NOESY (400 MHz) spectrum of compound 10 in CDCl,
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HR-ESIMS for compound 4s

Generic Display Report

Analysis Info
Analysis Name
Method
Sample Name
Comment

D:\Data\MS\data\201810\jiangzhongping_53-5-S_pos_28_01_5628.d
LC_DirectInfusion_pos_100-3000mz.m
jiangzhongping_53-5-S_pos

Acquisition Date

Operator
Instrument

10/18/2018 3:03:40 PM

SCSIO
maXis

Intens.
o

2.5
20
151
1.03
053

369.1411

575.2076

685.2018
1T ;

La.

889.4458

1145.4767

17077270
1480.1026

jiangzhongping_53-5-S_pos_28_01_5628.d: +MS, 0.4min #

2268‘.9661

2802.41422992.7964 3283.8596
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0.53

815.2123 840.1776

889.4458

930.1700  963.2452
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21639636
2172,09712181.5634
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2200.7975

2237,
2214,2069  2226.6277

9675

2240

2268.9661

2249.4917

2278.4638

2260

2280

+MS, 0.4min #23]

2319.3159

2284.9684 2296.3778 2310.1195
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2300 2320m/z

Bruker Compass DataAnalysis 4.1

printed:

10/18/2018 3:09:29 PM

by:

SCsIo
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HR-ESIMS for compound 4s

Mass Spectrum SmartFormula Report

Analysis Info ; Acquisition Date 10/18/2018 3:03:40 PM
Analysis Name D:\Data\MS\data\201810\jiangzhongping_53-5-S_pos_28_01_5628.d
Method LC_DirectInfusion_pos_100-3000mz.m Operator SCsIo
Sample Name jiangzhongping_53-5-S_pos Instrument maXis 255552.00029
Comment
Acquisition Parameter "
Source Type J ES| lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4500V Set Dry Heater 180 °C
Scan Begin 100 m/z Set End Plate Offset ov Set Dry Gas 4.0 Umin
Scan End 3500 m/z Set Charging Voltage oV Set Divert Valve Waste
Set Corona 0nA Set APCI Heater 0°C
Intens. ] +MS, 0.4min #2:
x104]
+
100 [M+Na]
0.754 1145.4767
0.507
E 1140.5232
0.25: T 1143.5036
1 1119.4666 1123.4949 : l I l 1152.9603
0.00 N etagian al o b i 11.2.71',843?‘ S 1.1?2.'42?6.!1_34&48.‘5.4. ST D ks M ke i !ll N 1I|1 l T U POV POl I DTN
1120 1125 1130 1135 1140 1145 1150 m/z
Meas. m/z # lonFormula Score m/z err[ppm] err[mDa] mSigma rdb e Conf N-Rule
11234949 1 C60H72F9010 100.00 1123.4976 24 27 1212 205 even ok
11454767 1 C60H71FONaO10 100.00 1145.4796 =25 -2.8 181 205 even ok
Jiangzhongping_53-5-S_pos_28_01_5628.d
Bruker Compass DataAnalysis 4.1 printed: 10/18/2018 3:08:57 PM by: SCSIO Page 1 of 1
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'H NMR (400 MHz) spectrum of compound 4s in CDCI
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SWH 8223.685 Hz
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RG 208.5
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TE 297.0 K
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TDO 1
======== CHANNEL fl ========
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NUC1 1H
B, 11.50 usec
ST 65536
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WDW EM
SSB 0
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GB 0
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'H NMR (400 MHz) spectrum of compound 4s in CDCI,
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'"H NMR (400 MHz) spectrum of compound 4s in CDCl,
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HR-ESIMS for compound 4r

Generic Display Report

Analysis Info Acquisition Date 10/18/2018 3:00:09 PM
Analysis Name D:\Data\MS\data\201810\jiangzhongping_53-5-R_pos_27_01_5627.d
Method LC_DirectInfusicn_pos_100-3000mz.m Operator SCSIO
Sample Name jiangzhongping_53-5-R_pos Instrument maXis
Comment
lnm : jiangzhongping_53-5-R_pos_27_01_5627.d: +MS, 0.4min #26|
3 889.4485 '
s.
4
3
2] 369.1425
1 1145.4827 17072269
0 et J i i ey i 14113395 2118.58452268,9749 J
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Intens +MS, 0.4min #2
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Bruker Compass DataAnalysis 4.1 printed: 10/18/2018 3:07:18 PM by: SCSIO Page 10of 1
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HR-ESIMS for compound 4r

Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date 10/18/2018 3:00:09 PM
Analysis Name D:\Data\MS\data\201810\jiangzhongping_53-5-R_pos_27_01_5627.d
Method LC_Direct Infusion_pos_100-3000mz.m Operator SCSIO
Sample Name jiangzhongping_53-5-R_pos Instrument maXis 255552.00029
Comment
Acquisition Parameter
Source Type ESI len Polarity Positive Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4500V Set Dry Heater 180 *C
Scan Begin 100 m/z Set End Plate Offset ov Set Dry Gas 4.0 Umin
Scan End 3500 m/z Set Charging Voltage ov Set Divert Valve Waste
Set Corona 0nA Set APCI| Heater 0°C
Intens.{ +MS, 0.4min
x104]
1.259 +
: [M+Nal]
140: 1145.4827
0.757
o.sué
ozs-j 11415306
] 1123.4963 1120.31 i 1134.9881 l l
0.00 =ty 2 11?1.‘46'72 . i P — .|_...139|3 ?21113‘1130?.7. . -l l. AL ogu sy l + pd ! l () i T T | v 1151;_‘6‘153153#6.71 y
1120 1125 1130 1135 1140 1145 1150 miz
Meas.m/z # lonFormula Score m/z err[ppm] emr[mDa] mSigma rdb e Conf N-Rule
1123.4963 1 CBOH72F9010 100.00 1123.4976 -1.2 -13 1138 205 even ok
11454827 1 C60H71F9NaO10 100.00 1145.4796 2.7 -31 1541 205 even ok

jlangzhongping_53-5-R_pos_27_01_5627.d

Bruker Compass DataAnalysis 4.1 printed: 10/18/2018 3:06:11 PM by: SCSIO Page 1 of 1
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'"H NMR (400 MHz) spectrum of compound 4r in CDCl,
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'"H NMR (400 MHz) spectrum of compound 4r in CDCl,
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HR-ESIMS for compound 6s

Elemental Composition Report Page 1
Single Mass Analysis
Tolerance = 10.0 PPM ¢/ DBE: min =-1.5, max = 50.0
Element prediction: Off
Mumber of isotope peaks used for i-FIT = 3
Monoizolopic Mass, Even Electron lons
66 formulale) evaluated with 1 results within limits (up to 50 bast isotoplc matches for each mass)
Elemants Used:
C:0-50 H:0-100 O:0-8 F:0-6
16-5
20181014-5 332 (2.674) [M+H]+ 1: TOF MS ES+
2. T4e+003
100 Q07 4570
: B0 .45a7
o 3383422
3103101 B00 4645
39,3475 13782081
1 1301599 EE-II.EQII-E._] 1 A 445 1178 BB 4724 T05.44972 }E'I:I.EHEE 008 2033 1152.33?.1"-121119"33 " Lj 1492 GEES
I—rrrre et P T e L L e T e L e eann d e ahe naandraaaa nxans na tas R
100 200 300 400 500 800 F00 BOD 00 1000 1100 1200 1300 1400 1500

Mimimum: =1.3
Mlevx d mum 2.0 1.0 30.0
ilass Calc. Masz mba FPY DBE i=FIT Morm Conf(%) Formula
G07. 4570 907, 45384 -1.4 =1.5 155 1429 n/a nfa C50 HeS 08 F6
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BRUKER

NAME EA-16-S-1
EXPNO 1
PROCNO 1
Date_ 20170119
Time 23.04
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 32
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 L
======== CHANNEL fl ========
SFO1 400.1324710 MHz
NUC1 1H
Pl 11.50 usec
SI 65536
SF 400.1300091 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

L 1 AR .\__L/’J L LJL

R B B B B B e I EL e L L IR AR TR B LA R R R

9 8 7 6 5 4 -1 ppm

(N0 - 0| =0 MO v O[O
N =0 < Qe o qr;FfF:riﬁjﬁﬂ%q
NN o |l ;M OV wWiiomomn
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'"H NMR (400 MHz) spectrum of compound 6s in CDCl,
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'H NMR (400 MHz) spectrum of compound 6s in CDCI,
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HR-ESIMS for compound 6r

Elemental Composition Report

Single Mass Analysis

Tolerance = 10.0 PPM [ DBE: min = -1.5, max = 50.0

Elemant pradiction: Off

Murmbear of isotope peaks used for i-FIT = 3

Monoisobopic Mass, Even Eleciron lons

66 formulaie) evaluated with 1 results within limits (up to 50 best isotopic matches for each mass)

Elamenis Used:
C:0-50 H:0-100 O:0-8 F:0-8

16-R
2 81014-4 331 [2.686)

100

b 3383420
-

4 1301585 31003102

(=

100 200 300 4O

Wim i mom :
Wa i mom : 20 10. 0
Wass Cale. Mass mba PPY
GO7. 4587 907, 4584 0.3 0.3

1001.2881

1002.2859

10032848

300 B0 TOD 800 B0 1000 1100

[DRE i-FIT  Norm Conf(%) Formula
155 157.4 nfa nfa CH0 HBS 08 F&

Page 1

1: TOF M= ES#
1.13e+004

13203180 13782115 4425 5251

iz

1200 1300 1400 1500
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NAME

EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
D
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

EA-16-R-MOSHER-2
1
1
20170310
5.07
spect
5 mm CPPBBO BB
zg30
65536
CDC13
128
2
8223.685 Hz
0.125483 Hz
3.9846387 sec
208.5
60.800 usec
10.00 usec
297.0 K
1.00000000 sec

CHANNEL fl1 ========
400.1324710 MHz
1H
11.50 usec
65536
400.1300091 MHz
EM
0
0.30 Hz
0
1.00
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'H NMR (400 MHz) spectrum of compound 6r in CDCl,
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'"H NMR (400 MHz) spectrum of compound 6r in CDCl,
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HR-ESIMS for compound 75

Elemental Composition Report

Single Mass Analysis

Tolerance = 10.0 PPM [ DBE: min =-1.5, max = 50.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

66 formulale) evaluated with 1 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:

C:0-50 H:0-100 O:0-8 F.0-86

17-5 +
20181014-7 339 (2.726) [M+H]
100 907.4570
o] 008.4684
1 84 204g 3383416
1 130.1608

Minimum: -1.5

Max imuem: 2.0 1.0 50,0

Mazs Cale. Mazs mba PPu DBE i-FIT Norm Conf(%) Formula

907. 4570 907, 4584 -1.4 -1.3 155 120.6 nfa nfa C50 HES 08 F6

4634 4113 2871

Page 1

1: TOF MS ES+
6.33a+003

11483260
1148.3351
1151.3236

1426.6177.1471.1547
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NAME EA-17-8-MOSHER
EXPNO 1
PROCNO 1
Date_ 20180714
Time 21.56
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
D 65536
SOLVENT CDCl13
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
D1l 1.00000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 400.1324710 MHz
NUC1 1H
Pl 11.50 usec
sSI 65536
SF 400.1300089 MH=z
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

o

< /LD
Q.tnj
<0
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'"H NMR (400 MHz) spectrum of compound 7s in CDCl,

HHHHHHHHHHHH [ OO dcd M — Oy ™M
mmmmmmmmmmmm oy O © O T O WO ©~ ™M
mmmmmmmmmmmm w0 OV OV OO O W 0 10 0
hhhhhhhhhhhh [TolTs! SIS I RS Mmoo

C__
~
—  VZH
= ¢H
—

| T | T 1 1 | | | |
7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 ppm

Yol g d I 2

S300



'"H NMR (400 MHz) spectrum of compound 7s in CDCl,
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HR-ESIMS for compound 7r

Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 10.0 PPM / DBE: min = -1.5, max = 50.0
Element prediction: Off

Mumber of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons
86 formulale) evaluated with 1 results within limits {up to 50 best isotopic matches for each mass)

Elements Used:
C:0-50 H:0-100 O:0-8 F:0-6
17-R
20181014-6 328 (2.644) 1: TOF MS ES+
[M+H]+ 1.25e+004
100 338.3427
] 807 4583
. 908 4623
] 1303466 00 4655
1 4304505 3213158 3ap.a530 540.5366 GE4. 2049 T40.5591 rmggg,g 1325 332513781992 1448 6296
0 e e bbby e e e et bt ottt by
1 200 300 400 500 = 600 700 800 = 900 . 1000 & 1100 = 1200 = 1300 = 1400 = 1500
Minimum: -1. 5
Max imum: 2.0 10. 0 50.0
Mass Cale. Mass mDa FPM DBE i-FIT Norm Conf{%) Formula

907. 4583 BO7. 4584 -0.1 0.1 155 191.0 nfa nfa C50 HES 08 Fb
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Z

7.620
7.621
7.612
7.564
7.558
7.549
7.540
7.420
7 4137
7.412
7.407
7.403
7.401
7.398
7.393
7.3%0
7.262
5.695
5.688
357
3.583
3 .58l
2.214
1.842
1.779
1.769
1.756
1.742
1.725
1.700
1.5L0
1.487
1.464
1.440
1.399
1.224
1.162
1.147
1.028
0.893
0.861
0.845
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MHz) spectrum of compound 7r in CDCl,

Co<)

(O

0.791
0.000

NAME EA-17-R-MOSHER
EXPNO 1
PROCNO 1
Date_ 20180716
Time 10:19
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
======== CHANNEL fl ========
SFO1 400.1324710 MHz
NUC1 1H
Pl 11.50 usec
SI 65536
SF 400.1300089 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00
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'"H NMR (400 MHz) spectrum of compound 7r in CDCl,
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'"H NMR (400 MHz) spectrum of compound 7r in CDCl,
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