Supporting Information

Copies of HR-ESIMS, and 1D and 2D NMR spectra of Compounds 15-23.
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HRESIMS for compound 15

Elemental Composition Report

Single Mass Analysis

Tolerance =5.0 mDa / DBE: min =-1.5, max = 50.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

173 formula(e) evaluated with 1 results within limits (up to 50 best isotopic matches for each mass)

Elements Used:

C:0-100 H:0-200 0O:0-100
ZJZ-18

2016102403 158 (1.283)

100

2251973

0/0_

- 226.2009 1451856
T 100.1132 1431192 [ 274 2750 1859 491.2280

1 541.2077

587.2494
588.2531 811.4376
| [\ 7032607 | 813.4436899-3419

Page 1

1: TOF MS ES+
7.69e+005
1173.4885

1171.4720

[V W e
0 LUNLINLNL N L L L L L L L L L L L L L L L L L LB B

100 200 300 400 500

-1.5
50.0

Minimum:

Maximum: 5.0 10.0
PPM

0.3

DBE
12.5

i-FIT
267.7

mDa
0.2

Calc. Mass
587. 2492

Mass
587. 2494

Norm
n/a

| DAL IO LA UL LI L L L L L L L L L L Y IO L

600 700 800 900 1000

Conf (%) Formula
n/a C31 H39 011

||||||l|L|||||||J| mlz
1100 1200
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HRESIMS for compound 15

Elemental Composition Report Page 1
Single Mass Analysis
Tolerance =5.0 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
130 formula(e) evaluated with 1 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:
C:0-80 H:0-100 0O:0-20
ZJZ-18
2016102403 158 (1.283) 1. TOF MS ES+
1.82e+005

100 587.2494

% 569.2385

588.2531
570.2418 604.2759  609.2313
585.2335 589.2554 605.2791 610.2350
o 571.2450576 3901579.5630 583.2183 595.2151 601.2274 e
570.0 575.0 580.0 585.0 590.0 595.0 600.0 605.0 610.0

Minimum: -1.5
Maximum: 5.0 5.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula

587.2494  587. 2492 0.2 0.3 12.5 267.8 n/a n/a C31 H39 011

S7



'H NMR (400 MHz) spectrum of compound 15 in CDCl,

EXPNO L
PROCNO 1
Date_ 20160425
Time 14.47
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 73.92
DW 60.800
DE 10.00
TE 297.0
D1 1.00000000
TDO 1
======== CHANNEL fl ====
SFO1 400.1324710
NUC1 1H
Pl 11.50
ST 65536
SF 400.1300061
WDW EM
SSB 0
LB 0.30
GB 0
PC 1.00
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'H NMR (400 MHz) spectrum of compound 15 in CDCl,
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'H NMR (400 MHz) spectrum of compound 15 in CDCl,
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'H NMR (400 MHz) spectrum of compound 15 in CDCl,
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'H NMR (400 MHz) spectrum of compound 15 in CDCl,
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13C NMR (100 MHz) spectrum of compound 15 in CDCl,

v i e e
EXPNO 2
PROCNC 1
Date_ 20160425
Time 15.46
INSTRUM spect
PROBHD 5 mm CPPBBC BB
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 1024

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 147.94

D 20.800 usec
DE 18.00 usec
TE 297.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO i
======== CHANNEL f]l =======:
SFO1 100.6233324 MHz
NUC1 13C

Pl 10.00 usec
SI 32768

SF 100.6127690 MHz
WDW EM

S5SB 0

LB 1.00 Hz
GB 0

PC 1.40
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13C NMR (100 MHz) spectrum of compound 15 in CDCl,
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13C NMR (100 MHz) spectrum of compound 15 in CDCl,
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13C NMR (100 MHz) spectrum of compound 15 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 15 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 15 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 15 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 15 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 15 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 15 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 15 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 15 in CDCl,
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HSQC (400 MHz) spectrum of compound 15 in CDCl,
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HSQC (400 MHz) spectrum of compound 15 in CDCl,
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HSQC (400 MHz) spectrum of compound 15 in CDCl,
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HSQC (400 MHz) spectrum of compound 15 in CDCl,
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HMBC (400 MHz) spectrum of compound 15 in CDCl,
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HMBC (400 MHz) spectrum of compound 15 in CDCl,
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HMBC (400 MHz) spectrum of compound 15 in CDCl,
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HMBC (400 MHz) spectrum of compound 15 in CDCl,
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HMBC (400 MHz) spectrum of compound 15 in CDCl,
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HMBC (400 MHz) spectrum of compound 15 in CDCl,

6-OH
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HMBC (400 MHz) spectrum of compound 15 in CDCl,
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HMBC (400 MHz) spectrum of compound 15 in CDCl,

6-OH

C-5

S36



HMBC (400 MHz) spectrum of compound 15 in CDCl,
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NOESY (400 MHz) spectrum of compound 15 in CDCl,
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NOESY (400 MHz) spectrum of compound 15 in CDCl,
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NOESY (400 MHz) spectrum of compound 15 in CDCl,
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NOESY (400 MHz) spectrum of compound 15 in CDCl,
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NOESY (400 MHz) spectrum of compound 15 in CDCl,
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HRESIMS for compound 16

Elemental Composition Report

Single Mass Analysis

Tolerance = 10.0 mDa / DBE: min =-1.0, max = 50.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

185 formula(e) evaluated with 5 results within limits (up to 10 closest results for each mass)
Elements Used:

C:0-100 H:0-200 O:0-100

2J2-25
2016103108 175 (1.421) 35 1: TOF MS ES+
7.76e+005
100- 569.2388
%*
- 570.2429
632.3075
2742742 481.1862_519.2597
o L_125.0610 il AN 63826607153417 888.5469 941.8926 1141.6022 1835131
||||||TK|I|||l|||'T|l|IIT|T'V'IT]IT]"FTI|I||]V|V‘l"I VVVVVVV II(l'] lllllY"'l"lTl ||T|||T||VI|I||II||TI
100 200 300 400 500 600 700 800 900 1000 1100 1200
Minimum: -1.0
Maximum: 10. 0 10. 0 50.0
Mass Cale. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula

615.2809  615. 2805 0.4 0.7 12.5 316.2 0.135 87.33 (33 H43 011
615. 2864 B8 *“Bd 4.5 318.2  2.106 12.17 (€26 HA7 016
615. 2747 6.2 10.1 21.5 321.8 5.6563 0.35 C40 H39 06
615. 2712 9.7 15,8 -0.5 322.9 6.763 0.12 C22 H47 019
615. 2899 -9.0 -14.6 25.5 324.2 8.139 0.03 C44 H39 03
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'H NMR (400 MHz) spectrum of compound 16 in CDCl,

PROCNO 1
Date_ 20160710
Time 1930
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
D 65536
SOLVENT CDC13
NS 16
DS 7
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 400.1300088 MHz
WDW EM
S5B 0
LB 0.30 Hz
GB 0
PC 1.00

| N |
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'H NMR (400 MHz) spectrum of compound 16 in CDCl,
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'H NMR (400 MHz) spectrum of compound 16 in CDCl,
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'H NMR (400 MHz) spectrum of compound 16 in CDCl,
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'H NMR (400 MHz) spectrum of compound 16 in CDCl,
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13C NMR (100 MHz) spectrum of compound 16 in CDCl,

NAME z3z—-25=R272sp
EXPNO 2
PROCNO i §
Date_ 20160710
Time 20.30
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30
TD 65536
SOLVENT cDCl3
NS 1024
DS Lt
SWH 24038.461 Hz
F'IDRES 0.366798 Hz
AQ 1.3631988 sec
RG 85.34
DW 20.800 usec
DE 18.00 usec
TE 297.0 K
D1 2.00000000 sec
D1l 0.03000000 sec
TDO 1
======== CHANNEL fl ========
SFO1 100.6233324 MHz
NUCL 13C
Pl 10.00 usec
SI 32768
SF 100.6127690 MH=z
WDW EM
| T 0
; N B | 1 [ LB 1.00 Hz
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13C NMR (100 MHz) spectrum of compound 16 in CDCl,
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13C NMR (100 MHz) spectrum of compound 16 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 16 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 16 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 16 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 16 in CDCl,
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IH-1H COSY (400 MHz) spectrum of compound 16 in CDCl,
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IH-1H COSY (400 MHz) spectrum of compound 16 in CDCl,
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IH-1H COSY (400 MHz) spectrum of compound 16 in CDCl,
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HSQC (400 MHz) spectrum of compound 16 in CDCl,
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HSQC (400 MHz) spectrum of compound 16 in CDCl,
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HSQC (400 MHz) spectrum of compound 16 in CDCl,
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HSQC (400 MHz) spectrum of compound 16 in CDCl,
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HMBC (400 MHz) spectrum of compound 16 in CDCl,
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HMBC (400 MHz) spectrum of compound 16 in CDCl,
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HMBC (400 MHz) spectrum of compound 16 in CDCl,
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HMBC (400 MHz) spectrum of compound 16 in CDCl,
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HMBC (400 MHz) spectrum of compound 16 in CDCl,
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HMBC (400 MHz) spectrum of compound 16 in CDCl,
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HMBC (400 MHz) spectrum of compound 16 in CDCl,
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HMBC (400 MHz) spectrum of compound 16 in CDCl,
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HMBC (400 MHz) spectrum of compound 16 in CDCl,

S71



HMBC (400 MHz) spectrum of compound 16 in CDCl,
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HMBC (400 MHz) spectrum of compound 16 in CDCl,
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NOESY (400 MHz) spectrum of compound 16 in CDCl,
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NOESY (400 MHz) spectrum of compound 16 in CDCl,
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NOESY (400 MHz) spectrum of compound 16 in CDCl,
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NOESY (400 MHz) spectrum of compound 16 in CDCl,
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NOESY (400 MHz) spectrum of compound 16 in CDCl,

8T-tH

62-4%H
J21-H

J1T-H

H-15a

H-3

H-17

S78



HRESIMS for compound 17

Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 5.0 mDa / DBE: min =-1.5, max = 50.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons

151 formula(e) evaluated with 2 results within limits (up to 50 best isotopic matches for each mass)

Elements Used:

C:0-100 H:0-200 O:0-100

S-3

2016102405 142 (1.152) Cm (142:143) 1: TOF MS ES+
2.26e+006

100 1085.4382

_ 1086.4420

0/0_

| 543.2246 1087.4437

544.2274 1088.4463
290.2709 4832027
67.8542 19 16592462441 2 1 h 6744233 767.4104 8335460 9127133 10834275

G|IIII]IIII|IIIIII]]I|IILII|IIII|I[IIlllilIIILIIIL[IIII|IIII|IIIIIIIII[IIIIIIIIIIIIIIIIIIIIIIIIIIIIIIII[IIII[IILlllllllllllm/z

100 200 300 400 500 600 700 800 900 1000 1100 1200

Minimum: -1.:5
Maximum: 5.0 10.0 50.0

Mass Calc. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula

543. 2246  543. 2230 1.6 2.9 12.5 24.4 0.082 92.17 (€29 H35 010
543. 2289 -4.3 -7.9 3.5 26.8 2.547 7.83 C22 H39 015
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'H NMR (400 MHz) spectrum of compound 17 in CDCl,

NANE
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

5-3
1

d

20160825
1231
spect

5 mm CPPBBO BB
zg30

65536
CDC13

16

2

8223.685
0.,125483
3.9846387
208.5
60.800
10.00
297.0
1.00000000
1

CHANNEL f1 ====

400.1324710
1H

11.50

65536
400.1300090
EM

0

0.30

0

1.00
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'H NMR (400 MHz) spectrum of compound 17 in CDCl,
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'H NMR (400 MHz) spectrum of compound 17 in CDCl,
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13C NMR (100 MHz) spectrum of compound 17 in CDCl,

PROCNO 1
Date_ 20160829
Time 9,16
INSTRUM spect
PROBHD 5 mm CPPBBQO BB
PULPROG zgpg30

TD 65536
SOLVENT CDC13

NS 10000

DS 4

SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 91.64

DW 20.800 use
DE 18.00 use
TR 297.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl =======
SFO1 100.6233324 MHz
NUC1 13C

Pl 10.00 use
SI 32768

SF 100.6127690 MHz
WDW EM
SSB 0

LB 1.00 Hz
GB 0

PC 1.40

| | |\||\|\| |\|I
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13C NMR (100 MHz) spectrum of compound 17 in CDCl,
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13C NMR (100 MHz) spectrum of compound 17 in CDCl,
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13C NMR (100 MHz) spectrum of compound 17 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 17 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 17 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 17 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 17 in CDCl,
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IH-1H COSY (400 MHz) spectrum of compound 17 in CDCl,
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IH-1H COSY (400 MHz) spectrum of compound 17 in CDCl,
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IH-1H COSY (400 MHz) spectrum of compound 17 in CDCl,
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HSQC (400 MHz) spectrum of compound 17 in CDCl,
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HSQC (400 MHz) spectrum of compound 17 in CDCl,
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HSQC (400 MHz) spectrum of compound 17 in CDCl,

S96



HMBC (400 MHz) spectrum of compound 17 in CDCl,
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HMBC (400 MHz) spectrum of compound 17 in CDCl,
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HMBC (400 MHz) spectrum of compound 17 in CDCl,
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HMBC (400 MHz) spectrum of compound 17 in CDCl,
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HMBC (400 MHz) spectrum of compound 17 in CDCl,
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HMBC (400 MHz) spectrum of compound 17 in CDCl,
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NOESY (400 MHz) spectrum of compound 17 in CDCl,
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NOESY (400 MHz) spectrum of compound 17 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 17 in CDCl,
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NOESY (400 MHz) spectrum of compound 17 in CDCl,
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HRESIMS for compound 18

Elemental Composition Report 23—0 Page 1
Single Mass Analysis p f Y
Tolerance = 10.0 mDa / DBE: min =-1.0, max = 50.0 '

Element prediction: Off _0O
Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons
154 formula(e) evaluated with 5 results within limits (up to 10 closest results for each mass)

Elements Used: 2 o
C: 0-100 H:0-200 O:0-100 33
SYY-11 34 .
2016103106 189 (1.526) 1: TOF MS ES+
2.26e+006
- 1109.5120
1110.5154
%
| 1111.5184
467 2066 555.2593 1131.4932
5 758195  253.0798 357.1704.439. 2119 | \ 577 2415 668.3095 851.8591 1109.3864 { 1139.4856
AR LS IS SR I IR B e B L L LR IR Ty rree S UM UL UL I
100 200 300 400 500 600 700 800 900 1000 1100 1200
Minimum: 1.0
Maximum: 10.0 10.0  50.0
Mass Cale. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula

555.2593  555. 2594 -0.1 -0.2 12.5 321.6 0.646 52.39 (31 H39 09
555. 2535 5.8 10.4 21.5 326.7 5.768 0.3l C38 H35 04
555. 2653 =60 =10.8 3.5 321.7 0.757 46.89 (24 H43 014
555. 2500 9.3 16.7 -0.5 326.5 5.544 0.39 C20 H43 017
555. 2688 -9.5 -17.1 25.5 329.5 8.523 0.02 C42 H35 0

$108



'H NMR (400 MHz) spectrum of compound 18 in CDCl,

NAME syy-11
EXPNO 1
PROCNO 1
Date_ 20150312
Time 10.53
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT CDC13
NS 128
DS 2
SWH 8223.685
FIDRES 0.125483
AQ 3.9846387
RG 208.5
DW 60.800
DE 10.00
TE Z297.0
D1 1.00000000
TDO 1

400.1324710
1H

12.00

65536
400.1300089
EM

0

0.30

0

1.00
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'H NMR (400 MHz) spectrum of compound 18 in CDCl,
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'H NMR (400 MHz) spectrum of compound 18 in CDCl,
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'H NMR (400 MHz) spectrum of compound 18 in CDCl,
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'H NMR (400 MHz) spectrum of compound 18 in CDCl,
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13C NMR (100 MHz) spectrum of compound 18 in CDCl,

EXPNO 3
PROCNO 1
Date_ 20150312
Time 22.49
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG deptspl35
ID 65536
SOLVENT CDC13
NS 2500
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 130.26
DW 20.800 usec
DE 18.00 usec
TE 297.0 K
CNST2 145.0000000
D1 2.00000000 sec
D2 0.00344828 sec
D12 0.00002000 sec
34 TDO 1
35
======== CHANNEL fl ========
SFO1 100.6233324 MH=z
NUC1 13C
Pl 10.00 usec
P13 2000.00 usec
SI 32768
SF 100.6127690 MH=z
WDW EM
| | SSB 0
i | ol il LB 1.00 Hz
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13C NMR (100 MHz) spectrum of compound 18 in CDCl,
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13C NMR (100 MHz) spectrum of compound 18 in CDCl,
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13C NMR (100 MHz) spectrum of compound 18 in CDCl,

w — N [aN} - = m
O WO sy — co (o)
coo 0 < o -
N/ | [ |
34
35
O
KO O % O
= -
| o | |

S117



13C NMR (100 MHz) spectrum of compound 18 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 18 in CDCl,

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
ST 32768

SF 100.6127690 MH=z
WDW EM

SS5B 0

LB 1.00 Hz
GB 0
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DEPT135 (100 MHz) spectrum of compound 18 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 18 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 18 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 18 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 18 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 18 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 18 in CDCl,
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HSQC (400 MHz) spectrum of compound 18 in CDCl,
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HSQC (400 MHz) spectrum of compound 18 in CDCl,
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HSQC (400 MHz) spectrum of compound 18 in CDCl,
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HSQC (400 MHz) spectrum of compound 18 in CDCl,
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HMBC (400 MHz) spectrum of compound 18 in CDCl,
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HMBC (400 MHz) spectrum of compound 18 in CDCl,
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HMBC (400 MHz) spectrum of compound 18 in CDCl,
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HMBC (400 MHz) spectrum of compound 18 in CDCl,
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HMBC (400 MHz) spectrum of compound 18 in CDCl,
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NOESY (400 MHz) spectrum of compound 18 in CDCl,
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NOESY (400 MHz) spectrum of compound 18 in CDCl,
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NOESY (400 MHz) spectrum of compound 18 in CDCl,
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NOESY (400 MHz) spectrum of compound 18 in CDCl,
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NOESY (400 MHz) spectrum of compound 18 in CDCl,
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HRESIMS for compound 19

Elemental Composition Report

Single Mass Analysis

Tolerance = 10.0 mDa / DBE: min =-1.0, max = 50.0

Element prediction: Off

Number of isotope peaks used for i-FIT = 3 31

Monoisotopic Mass, Even Electron lons

155 formula(e) evaluated with 5 results within limits (up to 10 closest results for each mass)
Elements Used:

C:0-100 H:0-200 O:0-100

SYY-12
2016103107 197 (1.597) 34 a0 1: TOF MS ES+
* 5.45e+005
100+ 1137.5422
1 1138.5466
% 1160.5278
| 4672065 002793
| 4302115 | 9512637 | 1l592 2509 1161.5310
o 151.9810  253.0802 302.3053 R B | 616.3392604.3339  872.8818 936.5786 1437 449 "
L L B L I N L B L O L L B LI B L I I LI SULELLN IULILILE JULILILE R
100 200 300 400 500 600 700 800 900 1000 1100 1200
Minimum: -1.0
Maximum: 10.0 10.0  50.0
Mass Calc. Mass mDa PPM DBE i-FIT  Norm  Conf (%) Formula

569. 2753  569. 2751 0.2 0.4 12.5  266.4 0.705 49.42 (C32 H41 09
569. 2809 -5.6 9.8 3.5 266.4  0.697 49.81 (€25 H45 014
569. 2692 6.1 10.7  21. 271.7  5.933 0.26 C39 H37 04
569. 2844 -9.1 -16.0 25. 274.2  8.428 0.02 C43 H37 0O
569. 2657 9.6 16.9 0. 271.1  5.330 0.48 C21 H45 017

T o1
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'H NMR (400 MHz) spectrum of compound 19 in CDCl,

EXPNO 1
PROCNO 1
Date_ 20150312
Time 23.02
INSTRUM spect
PROBHD 5 mm CPPBBC BB
PULPROG zg30
D 65536
SOLVENT CDC13
NS 128
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
34 ======== CHANNEL fl ========

3 36 SFO1 400.1324710 MHz
NUC1 1H
Pl 12.00 usec
ST 65536
SF 400.1300088 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
PC 1.00

h
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'H NMR (400 MHz) spectrum of compound 19 in CDCl,
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'H NMR (400 MHz) spectrum of compound 19 in CDCl,
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13C NMR (100 MHz) spectrum of compound 19 in CDClI,

EXPNO 2
PROCNO 1
Date_ 20150314
Time 3.14
INSTRUM spect
PROBHD 5 mm CPPEBC BB
PULPROG zgpg30
D 65536
SOLVENT CDC13
NS 15000
DS 4
SWH 24038.461
FIDRES 0.366798
AQ 1.3631988
RG 147.94
DW 20.800
DE 18.00
TE 297.0
D1 2.00000000
D11 0.03000000
TDO 1
======== CHANNEL fl ====
SFC1 100.6233324
NUC1 1.3C
Pl 10.00
ST 32768
SF 100.6127692
WDW EM
SSB 0
LB 1.00
GB 0
PC 1.40
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13C NMR (100 MHz) spectrum of compound 19 in CDClI,
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13C NMR (100 MHz) spectrum of compound 19 in CDClI,
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13C NMR (100 MHz) spectrum of compound 19 in CDClI,
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13C NMR (100 MHz) spectrum of compound 19 in CDClI,
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DEPT135 (100 MHz) spectrum of compound 19 in CDCl,

CNST2 145.0000000

D1 2.00000000 sec

D2 0.00344828 sec

D12 0.00002000 sec

TDO 1

======== CHANNEL f

SFO1 100.6233324 MHz

NUC1 13¢

Pl 10.00 usec

P13 2000.00 usec

ST 32768

SF 100.6127692 MHz

WDW EM

SSB 0

LB 1.00 Hz
e ' Sl B s i ) GR 0

S$150



DEPT135 (100 MHz) spectrum of compound 19 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 19 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 19 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 19 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 19 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 19 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 19 in CDCl,
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HSQC (400 MHz) spectrum of compound 19 in CDCl,
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HSQC (400 MHz) spectrum of compound 19 in CDCl,
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HSQC (400 MHz) spectrum of compound 19 in CDCl,
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HSQC (400 MHz) spectrum of compound 19 in CDCl,
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HMBC (400 MHz) spectrum of compound 19 in CDCl,
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HMBC (400 MHz) spectrum of compound 19 in CDCl,
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HMBC (400 MHz) spectrum of compound 19 in CDCl,
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HMBC (400 MHz) spectrum of compound 19 in CDCl,
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HMBC (400 MHz) spectrum of compound 19 in CDCl,
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NOESY (400 MHz) spectrum of compound 19 in CDCl,
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NOESY (400 MHz) spectrum of compound 19 in CDCl,
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NOESY (400 MHz) spectrum of compound 19 in CDCl,
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NOESY (400 MHz) spectrum of compound 19 in CDCl,
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NOESY (400 MHz) spectrum of compound 19 in CDCl,
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HRESIMS for compound 20

LR ARV WL NI Y A A AT L Y e LR

Scan Begin 100 m/z Set End Plate Offset ~ -500 V Set Dry Gas 4.0 I/min
Scan End 2000 m/z Set Collision Cell RF  800.0 Vpp Set Divert Valve Waste
Intens.” +MS, 0.4min #24
x104 |
6-.
| 667.2359
4_ 31
2ﬁ
. 645.2530 | .
640 645 650 65 0 ee0 e85 670 675 mkz
Meas. m/z # Formula Score m/z err[ppm] err[mDa] mSigma rdb e Conf N-Rule
6452530 1 C33H41013 93.42 645.2542 1.8 1.2 26.5 13.5 even ok
6672359 1 C33H40NaO13 100.00 667.2361 0.3 0.2 15.8 135 even ok
13114852 1 C66HB80NaO 26 2218 1311.4830 -1.7 -2.2 46.0 265 even ok
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HRESIMS for compound 20

Analysis Info
Analysis Name

Generic Display Report

Acquisition Date  5/19/2016 8:58:21 AM
D:\Data\MS\data\201605\liwanshan_lws-60_pos_13_01_1860.d

S173

Method LC_Direct Infusion_pos_100-1000mz.m Operator SCSIO
Sample Name  liwanshan_lws-60_pos Instrument maXis
Comment
Intens. +MS, 0.4min #24
x104
1311.4852
ml
667.2359
L.w
Nl
355.2815
0 i ____: | . MR PETar y @@@.mmqw . y Ailoa, . : : i
200 400 600 800 1000 1200 1400 1600 1800 m/z
_amzw +MS, 0.4min #24|
x10 667.2359
4
Wn
Nu
A 4
" 645.2530 _ 683.2135
540 650 660 670 680 miz
x104 +MS, 0.4min #24
1311.4852
mu
Al
N.
1343.4742
0 T T T T T L T Loy T lu T T T
1200 1300 1320 1340 1360 miz
Bruker Compass DataAnalysis 4.0 printed: 5/19/2016 11:11:49 AM Page 1 of 1



'H NMR (400 MHz) spectrum of compound 20 in Acetone-dj

NAME lws—-60-1
EXPNO 1
PROCNO 1
Date_ 20150702
Time 255
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zg30
TD 65536
SOLVENT Acetone
NS 16
DS 2
31 SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 130.26
DW 60.800 use
DE 10.00 use
TE 297.0 K
D1 1.00000000 sec
TDO 1
======== CHANNEL fl =======
SFO1 400.1324710 MH=z
NUC1 1H
Pl 12.00 use
SI 65536
SF 400.1300050 MH=z
WDW EM
SSB 0
LB 0.30 Hz
GB 0
| PC 1.00
| I '

S174



'H NMR (400 MHz) spectrum of compound 20 in Acetone-dj
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'H NMR (400 MHz) spectrum of compound 20 in Acetone-d,
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13C NMR (100 MHz) spectrum of compound 20 in Acetone-d,

EXPNO 2
PROCNO L
Date_ 20150702
Time 7.41
INSTRUM spect
PROBHD 5 mm CPPBBC BB
PULPROG zgpg30
TD 65536
SOLVENT Acetone
NS 5000
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 102.3

31 DW 20.800 usec
DE 18.00 usec
TE 297.0 K
D1 2.00000000 sec
D11 0.03000000 sec
DO al
======== CHANNEL fl ========
SFO1 100.6233324 MHz
NUC1 1.3C
Pl 10.00 usec
ST 32768
SF 100.6126786 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
BC 1.40
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13C NMR (100 MHz) spectrum of compound 20 in Acetone-d,
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13C NMR (100 MHz) spectrum of compound 20 in Acetone-d,
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13C NMR (100 MHz) spectrum of compound 20 in Acetone-d,
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DEPT135 (100 MHz) spectrum of compound 20 in Acetone-d,
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DEPT135 (100 MHz) spectrum of compound 20 in Acetone-d,
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DEPT135 (100 MHz) spectrum of compound 20 in Acetone-d,
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DEPT135 (100 MHz) spectrum of compound 20 in Acetone-d,
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IH-H COSY (400 MHz) spectrum of compound 20 in Acetone-dg
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IH-H COSY (400 MHz) spectrum of compound 20 in Acetone-dg
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HSQC (400 MHz) spectrum of compound 20 in Acetone-d;
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HSQC (400 MHz) spectrum of compound 20 in Acetone-d;
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HSQC (400 MHz) spectrum of compound 20 in Acetone-d;
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HMBC (400 MHz) spectrum of compound 20 in Acetone-d;
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HMBC (400 MHz) spectrum of compound 20 in Acetone-d;
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HMBC (400 MHz) spectrum of compound 20 in Acetone-d;
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HMBC (400 MHz) spectrum of compound 20 in Acetone-d;
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HMBC (400 MHz) spectrum of compound 20 in Acetone-d;
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HMBC (400 MHz) spectrum of compound 20 in Acetone-d;
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HMBC (400 MHz) spectrum of compound 20 in Acetone-d;
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HMBC (400 MHz) spectrum of compound 20 in Acetone-d;
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HMBC (400 MHz) spectrum of compound 20 in Acetone-d;
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NOESY (400 MHz) spectrum of compound 20 in Acetone-d;
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NOESY (400 MHz) spectrum of compound 20 in Acetone-d
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NOESY (400 MHz) spectrum of compound 20 in Acetone-d;
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NOESY (400 MHz) spectrum of compound 20 in Acetone-d;
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HRESIMS for compound 21

Analysis Info

Analysis Name

~ Mass Spectrum SmartFormula Report

Acquisition Date

D:\Data\MS\data\201511\liwanshan_lws-73_pos_21_01_831.d

11/18/2015 10:00:16 PM

Method LC_Direct Infusion_pos_100-1000mz.m Operator SCSIO
Sample Name liwanshan_lws-73_pos Instrument / Ser# maXis 29
Comment
Acquisition Parameter
Source Type ESI lon Polarity Positive Set Nebulizer 0.4 Bar
Focus Active Set Capillary 4500 V Set Dry Heater 180°C
Scan Begin 100 m/z Set End Plate Offset -500V Set Dry Gas 4.0 Umin
Scan End 2000 m/z Set Collision Cell RF 800.0 Vpp Set Divert Valve Waste
Intens. | +MS, 0.2-0.3min #(12-17)
x10%]
1.5:
1
4
4 621.2304
1.04
0.5:
00] : e . . <L SRR [ N SN S —
590 595 600 605 610 615 620 625 630 miz
Meas. m/z # Formula Score m/z err[ppm] err[mDa] mSigma rdb e Conf N-Rule
599.2475 1 C32H390M1 100.00 599.2487 2.0 1.2 231 135 even ok
6212304 1 C32H38NaO11 10000 621.2306 04 03 165 135 even ok
36
Bruker Compass DataAnalysis 4.0 printed: 11/18/2015 10:08:46 PM Page 1 of 1
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HRESIMS for compound 21

Generic Display Report

Analysis Info

Analysis Name D:\Data\MS\data\201511\liwanshan_Iws-73_pos_21_01_831.d

Method LC_Direct Infusion_pos_100-1000mz.m Operator SCSIO
Sample Name liwanshan_Iws-73_pos
Comment

Acquisition Date 11/18/2015 10:00:16 PM

Instrument maXis

Intenss. 621.2304 +MS, 0.2-0.3min #(12-17)
x10 ’

0.8
0.6 1219.4725

0.44

14415854
0.2 360.3235 1818.7191

782.2837
TR esesess [ \1 . ,
800 1000 1200 1400 1600 1800 miz

O.G—‘"‘. : e TR \
200 400 6

oS4
o

intens. +MS, 0.2-0.3min #(12-17)
0 X105] 621.2304

ZZ[/21 0.8+

0.61

0.4
573.2300

= 673.2961 682.2897

561.3966 || 599]24?5 615.1391 ‘j ) 637.2202 653.?205 |

1 L
T

560 580 o 600 ' 620 ) 640 660 ' 680 ' 700 mz

0.0

x104 1219.4725 NS, 0.2-03min #(12-17)

1280.5325

13

. 1171.3435 1197,4840 1209.2924 L, 1235.4671 b 12715381 |] e
1160 1180 1200 1220 1240 1260 1280

1300m/z

Bruker Compass DataAnalysis 4.0 printed: 11/18/2015 10:09:17 PM Page 1 of 1
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'H NMR (400 MHz) spectrum of compound 21 in CDCl,

EXPNO
PROCNO
Date_
Time
INSTRUM
PRCBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

L

1

20150906
16.20
spect

5 mm CPPBBO BB
zg30

65536
CDC13

32

2

8223.685
0.125483
3.9846387
208.5
60.800
10.00
297.0
1.00000000

CHANNEL fl ====

400.1324710
1H

12.00

65536
400.1300089
EM

0

0.30

0
1.00
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'H NMR (400 MHz) spectrum of compound 21 in CDCl,
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'H NMR (400 MHz) spectrum of compound 21 in CDCl,
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'H NMR (400 MHz) spectrum of compound 21 in CDCl,
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13C NMR (100 MHz) spectrum of compound 21 in CDClI,

AL Ny o

PROCNO 1
Date_ 20150907

Time 3.29
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30

D 65536
SOLVENT CDC13

NS 10000

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
DO L.
======== CHANNEL fl ========
SFO1 100.6233324 MHz
NUC1 13¢

Pl 10.00 usec
ST 32768

SF 100.61276%21 MHz
WDW EM

SSB 0

LB 1.00 Hz
GB 0

BC 1.40
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13C NMR (100 MHz) spectrum of compound 21 in CDClI,
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13C NMR (100 MHz) spectrum of compound 21 in CDClI,
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13C NMR (100 MHz) spectrum of compound 21 in CDClI,
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DEPT135 (100 MHz) spectrum of compound 21 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 21 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 21 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 21 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 21 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 21 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 21 in CDCl,
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HSQC (400 MHz) spectrum of compound 21 in CDCl,
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HSQC (400 MHz) spectrum of compound 21 in CDCl,
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HSQC (400 MHz) spectrum of compound 21 in CDCl,
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HSQC (400 MHz) spectrum of compound 21 in CDCl,
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HMBC (400 MHz) spectrum of compound 21 in CDCl,
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HMBC (400 MHz) spectrum of compound 21 in CDCl,

€e-H
ve-H
ve-H
9¢-H

C-32

S225



HMBC (400 MHz) spectrum of compound 21 in CDCl,
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HMBC (400 MHz) spectrum of compound 21 in CDCl,
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HMBC (400 MHz) spectrum of compound 21 in CDCl,
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NOESY (400 MHz) spectrum of compound 21 in CDCl,
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NOESY (400 MHz) spectrum of compound 21 in CDCl,
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NOESY (400 MHz) spectrum of compound 21 in CDCI
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NOESY (400 MHz) spectrum of compound 21 in CDCl, - I &
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NOESY (400 MHz) spectrum of compound 21 in CDCl,
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HRESIMS for compound 22

Elemental Composition Report Page 1
Single Mass Analysis
Tolerance = 10.0 mDa / DBE: min =-1.0, max = 50.0
Element prediction: Off
Number of isotope peaks used for i-FIT = 3
Monoisotopic Mass, Even Electron lons
142 formula(e) evaluated with 5 results within limits (up to 10 closest results for each mass)
Elements Used:
C:0-100 H:0-200 O:0-100
252-27
2016112118 153 (1.246) 1: TOF MS ES+
1.46e+005
100— 541.2077
OAJA
1 542.2112
33
1 560 1815 1081.4065
04 140.0032 2291418 310.5952 441155¢f811863L 640.1240 830.2811 98&3080 1081.2737 l 1104.3917
B B L L B I L L I L L S I L I R IS I R T M/z
100 200 300 400 500 600 700 800 900 1000 1100 1200
Minimum: -1.0
Maximum: 10.0  10.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT Norm  Conf (%) Formula
541. 2077  541. 2074 0.3 0.6 13.5  214.9 0.080 92.29 (€29 H33 010
541. 2132 -5.5 -10.2 4.5 217.4  2.591 7.49 C22 H37 015
541. 2015 6. 2 11.5 22.5 221.3 6.481 0.15 C36 H29 05
541. 2168 -9.1 -16.8 26.5 223.9 9.106 0.0l C40 H29 02
541. 1980 9.7 17.9 0.5 222.4  7.546 0.05 CI8 H37 018
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'H NMR (400 MHz) spectrum of compound 22 in CDCl,
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'H NMR (400 MHz) spectrum of compound 22 in CDCl,
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'H NMR (400 MHz) spectrum of compound 22 in CDCl,
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13C NMR (100 MHz) spectrum of compound 22 in CDCl,

LAFNU <
PROCNO 1
Date__ 20160710
Time 22,48
INSTRUM spect
PRCBHD 5 mm CPPBBO BB
PULPRQG zgpg 30
TD 65536
SOLVENT CDC13
NS 2000
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 102.3
DW 20.800 use
DE 18.00 use
TE 297.0 K
D1 2.00000000 sec
D11 0.03000000 sec
TDO 1
======== CHANNEL fl =======
SFO1 100.6233324 MH=z
33 NUC1 13C
Pl 10.00 use
SI 32768
SF 100.6127688 MHz
WDW EM
SSB 0
LB 1.00 Hz
GB 0
| PC 1.40
| | | 1 ‘ I‘ | ‘
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13C NMR (100 MHz) spectrum of compound 22 in CDCl,
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13C NMR (100 MHz) spectrum of compound 22 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 22 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 22 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 22 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 22 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 22 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 22 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 22 in CDCl,
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HSQC (400 MHz) spectrum of compound 22 in CDCl,
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HSQC (400 MHz) spectrum of compound 22 in CDCl,
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HSQC (400 MHz) spectrum of compound 22 in CDCl,
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HSQC (400 MHz) spectrum of compound 22 in CDCl,
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HMBC (400 MHz) spectrum of compound 22 in CDCl,
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HMBC (400 MHz) spectrum of compound 22 in CDCl,
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HMBC (400 MHz) spectrum of compound 22 in CDCl,
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HMBC (400 MHz) spectrum of compound 22 in CDCl,
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HMBC (400 MHz) spectrum of compound 22 in CDCl,
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HMBC (400 MHz) spectrum of compound 22 in CDCl,
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HMBC (400 MHz) spectrum of compound 22 in CDCl,
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NOESY (400 MHz) spectrum of compound 22 in CDCl,
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NOESY (400 MHz) spectrum of compound 22 in CDCl,
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NOESY (400 MHz) spectrum of compound 22 in CDCl,
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NOESY (400 MHz) spectrum of compound 22 in CDCl,
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HRESIMS for compound 23

Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 10.0 mDa / DBE: min =-1.0, max = 50.0
Element prediction: Off

Number of isotope peaks used for i-FIT = 3

Monoisotopic Mass, Even Electron lons
168 formula(e) evaluated with 5 results within limits (up to 10 closest results for each mass)

Elements Used: 223/ o
C: 0-100 H:0-200 O:0-100 _/
252-35
2016112117 194 (1.563) 1: TOF MS ES+
2.13e+005
— 583.2548
%a
) 584.2586 36N, 1165.4996
555.2606 I %
182.0507 559 1428 331.6189 481-1870. Vo 682.1673 893.8561 TgaA i
e L B L I S R S B B I S I RS LA I UL UL R IS R s s B 174
100 200 300 400 500 600 700 800 900 1000 1100 1200
Minimum: -1.0
Maximum: 10.0 10.0  50.0
Mass Calc. Mass mDa PPM DBE i-FIT Norm Conf (%) Formula

0.441 64.37 C32 H39 010
.073 34.19 C25 H43 015
.729 0.88 C39 H35 05
.585 0.38 C21 H43 018
.297 0.18 C43 H35 02

583. 2548  583. 2543 0.5 0.9 13.5  255.
583. 2602 -5.4 -9.3 4.5 256.
083. 2484 6.4 11.0 22.5 259.
583. 2449 5.3 17.0 0.5 260.
583. 2637 -8.9 ~=15.3 26.5 261.

NI O W
O O > =
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'H NMR (400 MHz) spectrum of compound 23 in CDCl,

EXPNO i
PROCNO 1
Date_ 20160831
Time 5.34
Z—0 INSTRUM spect
22 / PROBHD 5 mm CPPBBO BB
PULPROG zg30
D 65536
SOLVENT CDC13
NS 16
DS 2
SWH 8223.685 Hz
FIDRES 0.125483 Hz
AQ 3.9846387 sec
RG 130.26
DW 60.800 use
DE 10.00 use
TE 297.0 K
D1 1.00000000 sec
DO 1
======== CHANNEL fl =======
SFO1 400.1324710 MHz
36 NUC1 1H
34 Pl 11.50 use
35 ST 65536
SF 400.1300066 MHz
WDW EM
SSB 0
LB 0.30 Hz
GB 0
J PC 1.00
| | ‘ ‘ i | ’

S264



'H NMR (400 MHz) spectrum of compound 23 in CDCl,
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'H NMR (400 MHz) spectrum of compound 23 in CDCl,
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13C NMR (100 MHz) spectrum of compound 23 in CDCl,

NAME zjz—35
EXPNO 2
PROCNO 1
Date_ 20160831
Time 6.34
INSTRUM spect
PROBHD 5 mm CPPBBO BB
PULPROG zgpg30
TD 65536
SCLVENT CDC13
NS 1024
DS 4
SWH 24038.461 Hz
FIDRES 0.366798 Hz
AQ 1.3631988 sec
RG 102.3
DW 20.800 use
DE 18.00 use
TE 297.0 K
D1 2.00000000 sec
D11 0.03000000 sec
% TDO 1
34
35 ======== CHANNEL fl s======
SFO1 100.6233324 MH=z
NUCL 13¢
Pl 10.00 use
SI 32768
SF 100.6127685 MHz
WDW EM
SSB 0
LB 1.00 Hz
| ] N ¥ c :
I o ' [l e a2 AN
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13C NMR (100 MHz) spectrum of compound 23 in CDCl,
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13C NMR (100 MHz) spectrum of compound 23 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 23 in CDCl,

viNOLZ FAL 2 SR VAVIVAVAVAVV)
Z2/—0 D1 2.00000000 sec
22 D2 0.00344828 sec

D12 0.00002000 sec

DO 1

======== CHANNEL f

SFO1 100.6233324 MHz

NUC1 13¢

Pl 10.00 usec

P13 2000.00 usec

SI1 32768

SF 100.6127685 MHz

WDW EM

SSB 0

LB 1.00 Hz

GB 0

nAa 1 AN
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DEPT135 (100 MHz) spectrum of compound 23 in CDCl,
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DEPT135 (100 MHz) spectrum of compound 23 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 23 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 23 in CDCl,
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'H-1H COSY (400 MHz) spectrum of compound 23 in CDCl,
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HSQC (400 MHz) spectrum of compound 23 in CDCl,
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HSQC (400 MHz) spectrum of compound 23 in CDCl,
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HSQC (400 MHz) spectrum of compound 23 in CDCl,
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HSQC (400 MHz) spectrum of compound 23 in CDCl,
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HMBC (400 MHz) spectrum of compound 23 in CDCl,
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HMBC (400 MHz) spectrum of compound 23 in CDCl,
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HMBC (400 MHz) spectrum of compound 23 in CDCl,
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HMBC (400 MHz) spectrum of compound 23 in CDCl,
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HMBC (400 MHz) spectrum of compound 23 in CDCl,
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HMBC (400 MHz) spectrum of compound 23 in CDCl,
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HMBC (400 MHz) spectrum of compound 23 in CDCl,
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HMBC (400 MHz) spectrum of compound 23 in CDCl,
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NOESY (400 MHz) spectrum of compound 23 in CDCl,
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I
NOESY (400 MHz) spectrum of compound 9 in CDCl, &
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NOESY (400 MHz) spectrum of compound 23 in CDCl,
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NOESY (400 MHz) spectrum of compound 23 in CDCl,
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NOESY (400 MHz) spectrum of compounc:;iE 23 in CDCl,
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