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Table S1. *Jun (Hz) of the 1,2,3,4-tetraol moiety in 1¢ (CD30OD).!

Kishi’s universal NMR database

oh oH relative OH OH le SSS AAA ASA SAS SAA AAS  SSA  ASS
5 w o configurations ¢\ ag A2 o 3isonao 1.8 4.4 5.1 8.7 1.8 2.0 4.4 4.7 8.1
NE ¥ > OH OH aopar 8.1 48 6.7 1.0 9.2 85 85 23 23
OH OH 3 Jh-41 142 4.9 4.0 5.8 8.9 1.4 4.4 2.0 8.1 4.7
Y|AHZ]| NA 68 5.6 18.0 4.6 1.1 5.9 11.9 12.3
A: anti; S: syn
Reference

[1]. Seike, I. Ghoshi, Y. Kishi, Attempts to assemble a universal NMR database without synthesis of NMR database compounds. Org. Lett. 2006,
8, 3861-3864.
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Table S2. 'H (700 MHz) and '*C (175 MHz) NMR data for the fragment 1a in CD30D (6 in

ppm and J in Hz).
No. OH oc
la 3.41dd (11.2, 6.3)
1b 3.46 dd (11.2, 4.2) 67.4 CHz
2 3.54m 73.5 CH
3a 1.39m
W St 31.8 CHa
4a 1.32m
i D36 m 34.8 CHa
5 1.69 m 30.3 CH
6a 1.17m
o 3m 46.2 CHz
7 3.76 m 68.1 CH
8a 1.28 m
b a8 m 432 CHz
9 1.78 m 33.7CH
10a 3.38 dd (10.5, 6.3)
10b 3.44 dd (10.5, 5.6) 68.0 CH
71 0.91 d (7.0) 19.5 CHs
7 0.94 d (7.0) 18.0 CH3

Table S3. 'H (700 Hz) and '*C (175 Hz) NMR data for the fragment 1b in CD3:0D (6 in

ppm, J in Hz).
No. OH oc

13 3.74m 68.6 CH
13" 373 m 6.9 CH
a1t 148 m/1.65 m I
. 2
15a/15b 1.46 m/1.66 m 29.9 CH»
15a'/15b' 138 m/1.73 m 30.2 CHz
16 341 m 76.3 CH
16' 340 m 76.5 CH
17 3.69 m 72.8 CH

18a 1.50 m
18b 1.67 m 41.3 CHz
19 4.10 m 66.5 CH

20a 1.58 m
20b 1.58 m 46.9 CHz
21 411 m 66.44 CH

22a 1.58 m
22b 1.58 m 46.9 CHz
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23
24a
24b

25

26

27
28a
28b

29
30a
30b

31
32a
32b

74
74'

75

411m
1.55m
1.80 m
3.89.ddd (9.8, 6.3, 2.1)
3.37t(6.3)
3.85ddd (9.1, 6.3, 2.8)
1.58 m
1.86 m
3.97m
1.32m
1.56 m
1.81 m
3.39.dd (10.5, 6.3)
3.47 dd (10.5, 5.6)

1.16 d (6.3)
0.96 d (6.3)

66.36 CH
41.5 CH2

70.7 CH
78.7 CH
73.3 CH

40.4 CH2
69.9 CH
42.6 CH2
33.4 CH
68.0 CH2

23.58 CH3
23.63 CH3
18.2 CH3

Table S4. 'H (700 MHz) and '*C (175 MHz) NMR data for the fragment 1¢ in CD:0D  (J in

ppm, J in Hz).
No. OH oc
33 68.49 CH
33" 375m 68.54 CH
34a/34b 1.50 m/1.61 m 36.5 CHa
34a'/34b' 1.49 m/1.63 m 36.7 CHz
35a/35b 1.58 m/1.60 m 30.2 CHa
35a'/35b' 1.47 m/1.68 m 30.4 CHz
36 3.44m 75.4 CH
37 3.68 m 73.6 CH
38a 1.78 m
38b 1.82m 37.3 CHa
39 4.13 ddd (9.2, 5.3, 1.8) 70.3 CH
40 3.45dd (8.1, 1.8) 74.6 CH
41 3.69 dd (8.1, 4.9) 75.6 CH
42 4.04 ddd (10.5, 4.9, 2.1) 70.0 CH
43a 1.77 m
43b 1.98 m 34.8 CHa
44 3.67m 70.9 CH
45 3.03t(8.4) 77.6 CH
46 3.74m 70.3 CH
47a 1.70 m
47b 1.88 m 37:6 CHa
48 3.93m 73.1 CH
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49a
49b
50a
50b
51a
51b
52
53
54
55
56
57
58a
58b
59
60a
60b
61
62
63
64a
64b
65
66a
66b
67
68a
68b
76
76'

1.38 m
1.92m

1.52m

1.52m

1.75m

341 m

3.14t(7.7)
3.72t(7.7)

3.78 dd (7.7, 4.9)
3.60dd (9.1, 4.9)

4.40 m

1.52m

1.86 m

4.10 m

1.67 m

1.84 m

4.09 m
3.25dd (7.7, 1.4)

3.83ddd (9.8, 7.7, 2.8)

1.63 m

1.94 m

411m

1.55m

1.59m

3.87m
3.46dd (11.2,6.3)
3.49dd (11.2,4.2)

1.17d (6.3)

32.4 CH2

23.3 CH2

32.7 CHz2

76.4 CH
75.2 CH
75.1 CH
73.8 CH
75.7 CH
67.7 CH

42.0 CH2
67.1 CH
42.6 CH2

69.7 CH
77.1 CH
71.8 CH

42.5 CH2
68.8 CH
41.7 CH2
70.1 CH
67.9 CH2

23.6 CH3
23.5 CH3
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Table S5. 'H (400 MHz) NMR data for 1as and 1ar in CD30D (6 in ppm, J in Hz).

No. las lar
la 4.34 dd (12.8, 6.0) 4.22dd (12.4,4.4)
1b 4.71dd (12.8, 2.4) 4.55dd (12.4,2.4)
2 5.26 m 5.19m
3a 1.49m 1.50 m
3b 1.49m 1.50 m
4a 0.95m 1.05m
4b 1.09 m 1.10m
5 1.24m 1.06 m
6a I1.11m 1.10 m
6b 1.46 m 1.43m
7 5.16 m 5.19m
8a 1.48 m 1.56 m
8b 1.48 m 1.56 m
9 1.69 m 1.84 m
10a 4.13 dd (10.8, 4.8) 4.18 dd (10.8, 6.0)
10b 4.18 dd (10.8, 5.6) 4.29 dd (10.8, 5.2)
71 0.74 d (6.4) 0.73d(5.2)
72 0.86d (6.4) 0.96 d (6.8)
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Supporting Information-l|

Copies of High Performance Liquid Chromatogram, the UV
spectrum, HR-ESI-MS for 1; LR-ESI-MS for 1a—1c¢, 1as, and lar;
and 1D and 2D NMR spectra for 1, 1a—1¢, 1as, and 1ar.
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High Performance Liquid Chromatogram and the UV spectrum for compound 1
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HR-ESI-MS

for compound 1

Mass Spectrum SmartFormula Report

Analysis Info Acquisition Date 5/6/2019 5:10:36 PM
Analysis Name D:\Data\MS\data\201905\liwanshan_40-2-2_pos_37_01_6600.d

Method LC_Direct Infusion_pos_100-3000mz.m Operator SCSIO

Sample Name liwanshan_40-2-2_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 100 m/z Set End Plate Offset ov Set Dry Gas 4.0 Umin
Scan End 3500 mfz Set Charging Voltage ov Set Divert Valve Waste
Set Corona 0 nA Set APCI Heater 0°C
Intens_: +MS, 0.6min #33
5000+
40007
1 2+ (A)
] 784.4814
30007 .

1+ (A)
1567.9579

20001
1000
040.6787
gl 4158425 oo . 6288800 963.9179 1256.0080
0_
200 400 600 800 1000 1200 1400 1600 m/z
Meas.m/z # lonFormula Score m/z err[ppm] err[mDa] mSigma rdb e Conf N-Rule
7844814 1 C76H144032 100.00 784.4815 0.1 0.1 1184 50 even ok
1567.9579 1 C76H143032 100.00 1567.9557 14 22 791 55 even ok
7 72 73 74 75 76
Me OH Me Me Me OH OH OH OH OH OH OH Me Me OH OH OH HOH
HO™ wOH
Gibbosol C (1)
Me
e Hb :H AR
1iwanshan_4{}-2-2_pos_3?_01_§§p_0.§1 OH OH OH OH OHHO A
Bruker Compass DataAnalysis 4.1 printed: 5/6/2019 5:25:40 PM by: SCSIO Page 1 0of 1
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HR-ESI-MS for compound 1

Generic Display Report

Analysis Info Acquisition Date 5/6/2019 5:10:36 PM
Analysis Name D:\Data\MS\data\201905\liwanshan_40-2-2_pos_37_01_6600.d

Method LC_DirectInfusion_pos_100-3000mz.m Operator SCSIOo

Sample Name liwanshan_40-2-2_pos Instrument maXis

Comment

Intens. 784.4814 liwanshan_40-2-2_pos_37_01_6600.d: +MS, 0.6min #33

i 1567.9579

2000
1500

1944.4600 2361.2105

1000
1040.6787 l ; 2934.2672 3323.8112

500 415.8425

I ) ! .:] i ..II' '. ! il | 1a il '1{- I |b1].' il 154 l ,- ! . "I", b1 L
500 1000 1500 2000 2500 3000 m/z

Intens.: 784.4814 +MS, 0.6min #3

20001 784.9853

1000 785.4864
786.9613
780.9833 s | TEPN, | .Y ) i il 8 bt

1 Al 1 " |
780 782 784 786 788 790 792 miz

] 1567.9579 1568.9586 +MS, 0.6min #33

] 1568.6239
15001 1568.4593

1000 ' 1568.2927

1569.6202

1569,2055 15694630 1569.9740
1567.8
A

" | Sk Y | A ﬂ/\N\: .'/\_,.n
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15665  1567.0 ' 1567.5 15680 15685 1569.0 "1569.5 "15700 15705 miz

Bruker Compass DataAnalysis 4.1 printed: 5/6/2019 5:26:11 PM by: SCSIO Page 1 of 1
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'H (700 MHz) NMR spectrum of compound 1 in CD;0D
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'H (700 MHz) NMR spectrum of compound 1 in CD;0D
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'H (700 MHz) NMR spectrum of compound 1 in CD;0D
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'H (700 MHz) NMR spectrum of compound 1 in CD,0D
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'H (700 MHz) NMR spectrum of compound 1 in CD;0D
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'H (700 MHz) NMR spectrum of compound 1 in CD;0D
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'H (700 MHz) NMR spectrum of compound 1 in CD;0D
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BC (175 MHz) NMR spectrum of compound 1 in CD;0D
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3C (175 MHz) NMR spectrum of compound 1 in CD;0D
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3C (175 MHz) NMR spectrum of compound 1 in CD;0D
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BC (175 MHz) NMR spectrum of compound 1 in CD;0D
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3C (175 MHz) NMR spectrum of compound 1 in CD;0D
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3C (175 MHz) NMR spectrum of compound 1 in CD;0D
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3C (175 MHz) NMR spectrum of compound 1 in CD;0D
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DEPT135 (175 MHz) spectrum of compound 1 in CD;0D
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DEPT135 (175 MHz) spectrum of compound 1 in CD,0D
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DEPT135 (175 MHz) spectrum of compound 1 in CD;0D
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DEPT135 (175 MHz) spectrum of compound 1 in CD,0D
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DEPT135 (175 MHz) spectrum of compound 1 in CD;0D

Me OH Me Me Me OH OH OH OH OH OH OH Me Me OH OH OH OH
- - - - - - - ‘\OH
HO a4 e
Gibbosol C (1)
Me 2
OH 64 OH oH onmo 1 H
""""" e R T T e | [ e e e ] [ B R e (e R T T R [ i e [ e [ e L | T S B e
30 29 28 27 26 25 24 23 22 21 20 19 18 17  ppm
""""" EEEEE SR PERESEEESE PR L EEEH BER P RISS SRR AR Ra R aRE S P S SRS R S A FER IR S D R REE S T L RS R A RAE e N R RERE R ER A P RS RO RE R OF T REEE R Ty REE T EER TR
30 29 28 27 26 25 24 23 22 21 20 19 18 17  ppm



'H-'H COSY (700 MHz) spectrum of compound 1 in CD,0D
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'H-'H COSY (700 MHz) spectrum of compound 1 in CD;0D
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'H-'H COSY (700 MHz) spectrum of compound 1 in CD;0D
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'H-'H COSY (700 MHz) spectrum of compound 1 in CD;0D
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HSQC (700 MHz) spectrum of compound 1 in CD;0D
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HSQC (700 MHz) spectrum of compound 1 in CD;0D
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HSQC (700 MHz) spectrum of compound 1 in CD;0D
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HSQC (700 MHz) spectrum of compound 1 in CD;0D
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Selective-HSQC (700 MHz) spectrum of compound 1 in CD;0D
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Selective-HSQC (700 MHz) spectrum of compound 1 in CD,;0D
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Selective-HSQC (700 MHz) spectrum of compound 1 in CD;0D
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Selective-HSQC (700 MHz) spectrum of compound 1 in CD;0D
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Selective-HSQC (700 MHz) spectrum of compound 1 in CD,;0D
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Selective-HSQC (700 MHz) spectrum of compound 1 in CD;0D
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Selective-HSQC (700 MHz) spectrum of compound 1 in CD;0D
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HMBC (700 MHz) spectrum of compound 1 in CD;0D
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HMBC (700 MHz) spectrum of compound 1 in CD;0D
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HMBC (700 MHz) spectrum of compound 1 in CD;0D
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HMBC (700 MHz) spectrum of compound 1 in CD;0D
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HMBC (700 MHz) spectrum of compound 1 in CD;0D
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HMBC (700 MHz) spectrum of compound 1 in CD;0D
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H2BC (700 MHz) spectrum of compound 1 in CD;0D
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H2BC (700 MHz) spectrum of compound 1 in CD;0D
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H2BC (700 MHz) spectrum of compound 1 in CD;0D
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H2BC (700 MHz) spectrum of compound 1 in CD;0D
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H2BC (700 MHz) spectrum of compound 1 in CD;0D
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H2BC (700 MHz) spectrum of compound 1 in CD;0D
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NOESY (700 MHz) spectrum of compound 1 in CD;0D
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NOESY (700 MHz) spectrum of compound 1 in CD;0D
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NOESY (700 MHz) spectrum of compound 1 in CD;0D
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3C (175 MHz) NMR spectrum of compound 1 in CD;OH
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Comparison of *C (175 MHz) NMR spectrum of compound 1 in CD;OH with that in CD;0D
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Comparison of *C (175 MHz) NMR spectrum of compound 1 in CD;OH with that in CD;0D
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Comparison of *C (175 MHz) NMR spectrum of compound 1 in CD;OH with that in CD;0D
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LR-ESI-MS for the fragment 1a
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'H (700 MHz) NMR spectrum of the fragment 1a in CD,;0D
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'H (700 MHz) NMR spectrum of the fragment 1a in CD;0D
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'H (700 MHz) NMR spectrum of the fragment 1a in CD;0D
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3C (175 MHz) NMR spectrum of the fragment 1a in CD;0D
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BBC (175 MHz) NMR spectrum of the fragment 1a in CD,0D
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DEPTI135 (175 MHz) spectrum of the fragment 1a in CD;0D
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DEPT135 (175 MHz) spectrum of the fragment 1a in CD;0D
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'H-'H COSY (700 MHz) spectrum of the fragment 1a in CD;0D
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'H-'H COSY (700 MHz) spectrum of the fragment 1a in CD;0D

ppm

—0.8

~1.0

=62

—1.4

—1.6

R e

N EERY,

—1.8

g —2.0

20 19 18 17 16 15 14 13 12 11 1.0 09 038 ppm

S70



'H-'H COSY (700 MHz) spectrum of the fragment 1a in CD;0D
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'H-'H COSY (700 MHz) spectrum of the fragment 1a in CD;0D
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HSQC (700 MHz) spectrum of the fragment 1a in CD;0D
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HSQC (700 MHz) spectrum of the fragment 1a in CD,0D
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HSQC (700 MHz) spectrum of the fragment 1a in CD,0D
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HMBC (700 MHz) spectrum of the fragment 1a in CD;0D
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HMBC (700 MHz) spectrum of the fragment 1a in CD,0OD
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2D JRES (700 MHz) spectrum of the fragment 1a in CD;0D
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0 ] ' ' ! SFOL 700.182 MHz
FIDRES 1.000000 Hz
SW 0.057 ppm
FnMODE QF
ST 16384
0.010 SF 700.1800192 MHz
WDW SINE
35B 0
| l' LB 0.00 Hz
GB 0
0.015 | PC 1.00
sI 128
‘ MC2 oF
SF 700.1819742 MH=z
0.0204 l WDW SINE
58B 0
LB 0.00 Hz
GB 0
0.025+ I
|

6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 ppm
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2D JRES (700 MHz) spectrum of the fragment 1a in CD;0D
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2D JRES (700 MHz) spectrum of the fragment 1a in CD;0D
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2D JRES (700 MHz) spectrum of the fragment 1a in CD;0D
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HETLOC (700 MHz) spectrum of the fragment 1a in CD;0D
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D
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21

1
20200404
1.18 h
spect
2120187_0028 ¢
dipsiZetgpjcsixl
4096
MeOD
64
16
4166.667 Hz
2.034505 Hz
0.4915700 sec
181.26
120.000 usec
10.00 usec
298.0 X
145.0000000
0.5000000
.00000300 sec
.00000000 sec
.00344828 sec
.00172414 sec
.08000000 sec
.03000000 sec
.00020000 sec
.00000300 sec
.00000300 sec
.00012000 sec
.00006000 sec
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28
2
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700.1818 MHz
32.552082 Hz
5.951 ppm
Echo-Antiecho
8192
700.,1800174 MHz
QSINE

OO0 OCOHD

2
0.00 Hz
0
1.40
1024
echo-antiecho
700.1800076 MHz
QSINE
2
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HETLOC (700 MHz) spectrum of the fragment 1a in CD;0D
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HETLOC (700 MHz) spectrum of the fragment 1a in CD;0D
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HETLOC (700 MHz) spectrum of the fragment 1a in CD;0D
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HETLOC (700 MHz) spectrum of the fragment 1a in CD;0D
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LR-ESI-MS for the fragment 1b

| 4o | abed nig Aq 8£:50'9) £1-/0-020Z peund 'y sishleuyeieq ssedwod seynig
Zfl 055 005 0¥ oot 0se 00€ 052
= a T b i Tty T T iy _ rtr—lrtr 0
5065 9'655 : . . .
5'5ES _ _ L gely  £'58E 069€ O8ZE  croe 9'LsE
HS0
S°60S rok
Fe'L
. F0'g
L8y
BT-£Tif VWY O-E'D 'S+ (Pr9S6T 10 99 2-€0-2-2-0F SuidBuoyzBuel b 0bx
Zw, 025 0LS 005 06 08y
v T T "% =¥y . T 00
S'525 o _._ __ 5'905 T'66p 9°S6Y I
o o 10
REYRY ¢
T S°60S Fo'L
Ol
T FSL
Ol -
T O ) Ho'z
O s 9L
- - A0
6T-LT# Uy 0-£'0 ‘SWEP9sef 10799 2-£0-2-2-0r JuidBuoyzauell Fsua|
O=<J -
Z/W 00bL 00 000k 008 _ 009 _ 00r 002
I oves 5065 ||| gerp ol e
O g 8'10g
T FS0
O==(2
T Fo'L
CINE
)10
T =1
O o« Lo
NS 9'L8F 0e
o)
T 5
BT-£T# VWY Q-E'0 'S+ P'9S6T 10 99 Z-£0-2-2-0¢ 8uidSuoyz8uel _WESE
JusWWoD
1S uozZeUlE JuswNgsu| Z-£0-Z-Z-0F Buidbuoyzbuell  swep sdwes
19yniq 1ojeladg w'agsL poyien
P'9S6L~ L0 99 ¢-£0-Z-¢-0r budBuoyzBuelli/00z0Z\BIEP\SINVTS uoZewR\eleqyq  auwep sisAleuy
02756l €1-/0-020Z  sjeq uonsinboy oju| sishjeuy

Joday Aejdsiq ousuan

S87



'H (700 MHz) NMR spectrum of the fragment 1b in CD,0D

NAME liwanshan—-40-2-2-03-
EXPNQ 12
PROCNO 1
Date_ 20200307
Time 15.30 h
INSTRUM spect
75 PROBHD 21201870028 ¢

PULPROG zg30

QH '\-/Ie TD 65536

~ ~ SOLVENT MeQD

’29\/31\32/OH NS 3
D3 2
SWH 14097.744 Hz
FIDRES 0.430229 Hz
AQ 2.3243935 sec
RG 3,906
DW 35.467 usec
DE 10.00 usec
TE 298.0 K
D1 1.50000000 sec
TDO il
SFO1 700.1843236 MHz
NUC1 pila e
Pl 8.10 usec
sI 65536
SE 700.1800211 MHz
WDW EM
SS8B 0
LB 0.30 Hz
GB 0
PC 1.00
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'H (700 MHz) NMR spectrum of the fragment 1b in CD,0D
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'H (700 MHz) NMR spectrum of the fragment 1b in CD,0D
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3C (175 MHz) NMR spectrum of the fragment 1b in CD;0D
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NOUC1
Pl

ST
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20

1
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5.36

spect
z120187_0028 (
zgpg 30
32768

MeOD

10000

8
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BBC (175 MHz) NMR spectrum of the fragment 1b in CD;0D
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BBC (175 MHz) NMR spectrum of the fragment 1b in CD;0D
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DEPT135 (175 MHz) spectrum of the fragment 1b in CD;0D

VOWOMNOOOOM OO0 OS®
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NAME liwanshan—-40-2-2-
74 75 EXPNO g1
Me OH OH OH OH OH OH OH Me o i
- - - - Time 7.12 h
HO 32, OH INSTRUM spect
- PROBHD 7120187_0028 ¢
= PULPROG deptspl3s
HO OH D 32768
1b SOLVENT MeOD
NS 4000
DS 8
SWH 43859.648 H:
FIDRES 2.676980 H:
20 0,3736052 se
RG 181.26
DW 11.400 us
DE 18.00 us
" L Hl“ J TE 298.0 K
CNST2 145,0000000
D1 1.00000000 se
D2 0.00344828 s¢
I i I g I i I & I : I : T i I g I i [ 4 [ g I : D12 0.00002000 se
TDO 1
220 200 180 160 140 120 100 80 60 40 20 0 ppm 60 176.0797677 M
NUC1 13C
Pl 11.50 us
P13 2000.00 us
51 32768
SF 176.0601437 Mt
WDW EM
SSB 0
LB 1.00 H:
GB 0
PC 1.40
“ MW N
I d I # I E I i I 2 I i I : I : I ? I . [ d I "
220 200 180 160 140 120 100 80 60 40 20 0 ppm
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DEPT135 (175 MHz) spectrum of the fragment 1b in CD;0D
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DEPTI135 (175 MHz) spectrum of the fragment 1b in CD;0D
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'H-'H COSY (700 MHz) spectrum of the fragment 1b in CD,0D

Lo ee
. ,U\ku ppm

L NAME liwanshan-40-2-2-03-2
F EXPNO 16
t 0 PROCNO 1
£ Date_ 20200321
F Time 7.14 h
F INSTRUM spect
® +- E 1 PROBHD  2120187_0028 (
° *‘ E PULPROG cosygpmfgf
—f » . F TD 2048
% ’..1 ! E SOLVENT MeOD
b 3 NS 32
“ L ' ;2 DS 16
: ; E SWH 4347.826 Hz
n FIDRES 4.245924 Hz
r AQ 0.2355700 sec
' ' b v G 181.26
i : L3 DW 115.000 usec
L DE 10.00 usec
") "’ goo oo E TE 298.0 K
5 i Do 0.00000300 sec
% $ ¢ : D1 1.00000000 sec
t¥o ) D13 0.00000400 sec
¢ ’ . D16 0.00020000 sec
i F IND 0.00023000 sec
B NDOQ 1.
F TD 128
-8 SFOL 700.1819 MHz
i E FIDRES 33.9673%2 Hz
. £ SW 6.210 ppm
r FnMODE OF
b ST 1024
~6 SF 700.1800165 MHz
F WDW SINE
E SSB 0
E LB 0.00 Hz
r GB 0
=7 PC 1.40
F 5T 1024
s MC2 oF
F SF 700.1800165 MHz
= WDW SINE
E 558 0
F LB 0.00 Hz
- E GB 0
—9
[Ty T REESESEAR [T T BREERGRE REECEREES [ v [TEErrE [T ARRC R T
9 8 7 6 5 4 3 2 1 0 ppm
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'H-'H COSY (700 MHz) spectrum of the fragment 1b in CD,0D
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'H-'H COSY (700 MHz) spectrum of the fragment 1b in CD,0D
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'H-'H COSY (700 MHz) spectrum of the fragment 1b in CD,0D
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HSQC (700 MHz) spectrum of the fragment 1b in CD;0OD
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HSQC (700 MHz) spectrum of the fragment 1b in CD;0D
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HSQC (700 MHz) spectrum of the fragment 1b in CD;0D
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HMBC (700 MHz) spectrum of the fragment 1b in CD;0OD

L)

i PPM  ae liwanshan-40-2-2-
— EXPNO 18
PROCNO 1
Date 20200321
W - 0 Time 11.39 h
INSTRUM spect
PROBHD 7120187_0028 ¢
il (1] s aa |4 i 20 PULPROG hmbcgpndgf
— (N N TD 4096
R SCLVENT MeQD
— .o eyt 56
D
= LI | ‘ol | — 40 SWH 4288.165 H:
—— ‘ ¥ X} L FIDRES 2.093830 H:
AQ 0.4776436 s
- RG 181.26
g Y 60 DW 116.600 u:
' % 'nll lﬂtn ¢ DE 10.00 u:
— o L] TE 298.0 K
— O 5w — 80 CNST13 8.0000000
Do 0.00000300 s:
D1 1.00000000 s«
D6 0.06250000 s¢
Ly D16 0.00020000 s:
100 IND 0.00001720 s
NDO 2
D 128
—120 SFOL 176.0741 M
FIDRES 227.107559 H:
sw 165.100 p
FnMODE QF
—140 SI 4096
SF 700.1800250 M
WDwW SINE
SSB 0
§ —160 LE 0.00 H:
GB 0
PC 1.40
ST 2048
—180 MC2 oF
SF 176.0601446 Ml
WDW SINE
SSB 0
—200 LB 0.00 H
GB 0
1 -220
T T \ \ T T T T T \ \ T
12 11 10 9 8 T 6 5 4 3 2 1 0 ppm
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HMBC (700 MHz) spectrum of the fragment 1b in CD,0OD
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HMBC (700 MHz) spectrum of the fragment 1b in CD,0OD
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HMBC (700 MHz) spectrum of the fragment 1b in CD,0OD
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2D JRES (700 MHz) spectrum of the fragment 1b in CD;0D

Hz JL? MMB
“
NAME liwanshan-40-2-2-03-2
EXPNO 24
PROCNO e
154 I Date_ 20200326
Time 22232 h
INSTRUM spect
PRCBHD 7120187_0028 ¢
PULPROG jresgpprgf
D 8192
SOLVENT MeOD
-104 | NS 128
DS 16
SWH 4139.073 Hz
FIDRES 1.,010516 Hz
AQ 0.9896436 sec
RG 12414,
sgal | DW 120.800 usec
DE 10.00 usec
' TE 298.0 K
ﬂ DO 0.00000300 sec
‘ D1 1.00000000 sec
Bl1 0.03000000 sec
D12 0.00002000 sec
0 | D16 0.00020000 sec
INQ 0.01250000 sec
NDO 2
D 40
SFCL 700.1819 MHz
FIDRES 1.000000 H=z
| SW 0.057 ppm
5 | FnMODE oF
&L 16384
SF 700.1800224 MHz
WDW SINE
S55B 0
’ LB 0.00 Hz
104 GB Q
PC 1.00
ST 128
I MCc2 QF
SF 700.1818905 MHz
WDW SINE
SSB 0
154 LB 0.00 Hz
GB ¢]

5.5 5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 1.0 0.5 0.0 ppm
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2D JRES (700 MHz) spectrum of the fragment 1b in CD;0D
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2D JRES (700 MHz) spectrum of the fragment 1b in CD;0D
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2D JRES (700 MHz) spectrum of the fragment 1b in CD;0D
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2D JRES (700 MHz) spectrum of the fragment 1b in CD;0D
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2D JRES (700 MHz) spectrum of the fragment 1b in CD;0D
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HECADE (700 MHz) spectrum of the fragment 1b in CD;0OD

Jk_, ' ppm
- = NAME liwanshan—40-2-2-03-
B * E EXPNO 29
d F PROCNO i
a Date_ 20200819
i 4 1.!‘ [ 0 Time 1837 K
- INSTRUM spect
H PROBHD 72120187_0028 ¢
: E PULPROG hsgedietgpjendsisp
4 - 10 @ 1096
: E SOLVENT MeOD
i NS 56
E DS 16
] ! g i : & 5 «~1 E opg SwH 5136.986 Hz
. E FIDRES 2.508294 Hz
— i ] : s = { + E 2D 0.3987273 sec
i ' : : RG 181.26
_ y . | = DW 97.333 usec
: £23875 0 F 30 DE 10.00 usec
] - = a = 'l F TE 298.0 K
] ‘ stzze 3 : CNST2 145,0000000
; 3 CNST16 1.0000000
= ' T - 40 sty -0.5000000
—3 i e ! Do 0.00000300 sec
E D1 1.00000000 sec
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HECADE (700 MHz) spectrum of the fragment 1b in CD;0OD
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HECADE (700 MHz) spectrum of the fragment 1b in CD;0OD
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HECADE (700 MHz) spectrum of the fragment 1b in CD;0OD
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HECADE (700 MHz) spectrum of the fragment 1b in CD;0OD
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HECADE (700 MHz) spectrum of the fragment 1b in CD;0OD
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HECADE (700 MHz) spectrum of the fragment 1b in CD;0OD
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HECADE (700 MHz) spectrum of the fragment 1b in CD;0OD
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HECADE (700 MHz) spectrum of the fragment 1b in CD;0OD
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HETLOC (700 MHz) spectrum of the fragment 1b in CD;0D

el |

. ¥ v e
J . I WNAME liwanshan-40-2-2-03-Z
y 4 ; v r EXPNO 23
. ] [ PROCNO 1
_ 4 = Date_ 20200325
‘P - 0.0 Time 22.38 h
' N INSTRUM spect
[ PROBHD  2120187_0028 (
— 0.5 PULPROG dipsiletgpjcsixl
E i TD 4096
i SOLVENT MeOD
2 ' L NS 48
L 4 — 1.0 bs 16
L r SWH 4261.364 Hz
: ) { ' i FIDRES 2.080744 Hz
. o L AQ 0.4806473 sec
- oo s s — 1.5 =G 181.26
¥ LI f g y -¢¥’ vl r oW 117.333 usec
T. t RE ’ [ DE 10.00 usec
1 ' : ! L TE 298.0 K
: - 2.0 cusT2 145.0000000
‘4 i CNST16 0.5006000
[ DO 0.00000300 sec
[ D1 1.00000000 sec
-4}-— e 4 { . — 25 o2 0.00344828 sec
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& : ; L INO 0.00011730 sec
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. 1 [ Ll 28
e (9 F WDO 2
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HETLOC (700 MHz) spectrum of the fragment 1b in CD;0D
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HETLOC (700 MHz) spectrum of the fragment 1b in CD;0D
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HETLOC (700 MHz) spectrum of the fragment 1b in CD;0D

ppm

7 ,

e ‘N voe

'|'°pégl dk Hé%f
0 ?«lﬁl :m‘u| !

3.2

-3.3

3.4

3.5

3.6

3.7

-3.8

=3.9

=-4.0

=4.1

-4.2

4.3

1.1

1.0

0.9

0.8

——4.4

ppm

S126



HETLOC (700 MHz) spectrum of the fragment 1b in CD;0D
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HETLOC (700 MHz) spectrum of the fragment 1b in CD;0D
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HETLOC (700 MHz) spectrum of the fragment 1b in CD;0D
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HETLOC (700 MHz) spectrum of the fragment 1b in CD;0D
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LR-ESI-MS for the fragment 1¢
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'H (700 MHz) NMR spectrum of the fragment 1¢ in CD,0OD
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(<O

NAME liwanshan—-40-2-2-03-
EXPNQ 12
PROCNO 1
Date_ 20200321
Time 14.57 h
INSTRUM spect
PROBHD 21201870028 ¢
PULPROG zg30

TD 65536
SOLVENT MeQD

NS 32

D3 2

SWH 14097.744 Hz
FIDRES 0.430229 Hz
AQ 2.3243935 sec
RG 4.29

DW 35.467 usec
DE 10.00 usec
TE 298.0 K
D1 1.50000000 sec
TDO il

SFO1 700.1843236 MHz
NUC1 LR

P1 7.55 usege
sI 65536

SF 700.1800209 MHz
WDW EM

SS8B 0

LB 0.30 Hz
GB 0

PC 1.00
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'H (700 MHz) NMR spectrum of the fragment 1¢ in CD,0OD
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'H (700 MHz) NMR spectrum of the fragment 1¢ in CD,0OD
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3C (175 MHz) NMR spectrum of the fragment 1¢ in CD;0D
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INSTRUM spect
PROBHD 7120187_0028 ¢
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D 32768
SOLVENT MeOD
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DS 8
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FIDRES 2.676980 Hz
AQ 0.3736052 sec
RG 181.26

D 11.400 usec
DE 18.00 usec
TE 298.0 K
DLl 1.00000000 sec
D11 0.03000000 sec
TDO 1

SFO1 176.0797677 MH=z
NUC1 13C

Pl 11.90 usec
SI 32768
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WDW EM
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LB 5.00 Hz
GBE 0

PC 1.40
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BC (175 MHz) NMR spectrum of the fragment 1¢ in CD;0D
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BC (175 MHz) NMR spectrum of the fragment 1¢ in CD;0D
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DEPT135 (175 MHz) spectrum of the fragment 1¢ in CD;0D
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DEPT135 (175 MHz) spectrum of the fragment 1¢ in CD;0D
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DEPT135 (175 MHz) spectrum of the fragment 1¢ in CD;0D
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'H-'H COSY (700 MHz) spectrum of the fragment 1¢ in CD;0D
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PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW
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TE

DO
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D13
D16
INO
NDO

T
SFO1
FIDRES
SW
FnMODE
ST

SF

WDW
SSB

LB

GB

PC

ST

MC2

SF
WDW
SSB

LB

GB

liwanshan-40-2-2-03-3
15
L
20200321
20.35 h
spect
7120187_0028 (
cosygpmfgf
2048
MeOD
22
16
4347.826 Hz
4.245924 Hz
0.2355700 sec
181.26
115.000 usec
10.00 usec
298.0 K
.00000300 sec
.00000000 sec
.00000400 sec
.00020000 sec
.00023000 sec
1.
128
700.1819 MH=z
33.9673%92 Hz
6.210 ppm
OF
1024
700.1800209 MHz
SINE
Q
0.00 Hz
0
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'H-'H COSY (700 MHz) spectrum of the fragment 1¢ in CD;0D
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'H-'H COSY (700 MHz) spectrum of the fragment 1¢ in CD;0D

?

ppm

—3.0

—3.2

—3.4

—3.6

—3.8

—4.0

-4.2

—4.4

—~4.6

45 4.4 43 42 41 4.0 3.9 3.8 3.7 36 3.5 34 3.3 32 31 3.0 29

ppm

S143



'H-'H COSY (700 MHz) spectrum of the fragment 1¢ in CD;0D
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HSQC (700 MHz) spectrum of the fragment 1¢ in CD;0OD

BRUKER

ppm
L WAME liwanshan—-40-2-2—
EXPNQ 16
- — 0 PROCNO 1
Date_ 20200321
2 Time 22,03 h
INSTRUM spect
— 20 PROBHD  2120187_0028 (
— LI | PULPROG hsgcetgp
— - - D 2048
= ® f' SOLVENT MeOD
— 40 NS 48
j (I ] o 16
—_— } - SWH 5122.951 Hz
FIDRES 5.002882 Hz
— 60 AQ 0.1999348 se
) EG 181.26
. ﬁ.g&.' . oW 97.600 us
%40, DE 10.00 us
L — 80 TE 298.0 K
CNST2 145.0000000
Do 0.00000300 se
D1 1.50000000 se
—100 D4 0.00172414 se
D1l 0.03000000 se
D16 0,00020000 se
INO 0.00001630 se
—120 NC0 2
TD 128
SFO1 176.0746 MH
FIDRES 239.647232 Hz
] —140 au 174.215 ppi
FnMODE Echo-Antiecho
sI 2048
SF 700.1800209 MH
_160 WDW QSINE
S3B 2
LB 0.00 Hz
e GB 0
180 ¢ 1.40
ST 2048
MC2 echo-antiecho
e SF 176.0601577 MH
200 WDW QSINE
3 L SSB 2
LB 0.00 Hz
_220 GB 0
10 9 8 7 6 5 4 3 2 1 0 ppm
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HSQC (700 MHz) spectrum of the fragment 1¢ in CD;0D
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HSQC (700 MHz) spectrum of the fragment 1¢ in CD;0D
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HMBC (700 MHz) spectrum of the fragment 1¢ in CD;0D
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NAME liwanshan-40-2-2-03-3
EXPNO 17
PROCNO 1
Date_ 20200322
Time 1.00 h
INSTRUM spect
PROBHD 721201870028 (
PULPROG hmbcgpndgf

TD 4096
SOLVENT MeQD

NS 56

DS 16

SWH 4288.165 Hz
FIDRES 2.093830 Hz
AQ 0.4776436 sec
RG 181.26

DW 116.600 usec
DE 10.00 usec
TE 298.0 K
CNST13 8.0000000

DO 0.00000300 sec
D1 1.00000000 sec
D6 0.06250000 sec
D16 0.00020000 sec
INO 0.00001720 sec
NDO 2

TD 128
SFOL 176.0741 MHz
FIDRES 227.107559 H=z
SwW 165.100 ppm
FnMODE CF

ST 4096

SF 700.1800230 MHz
WDW SINE

5SB 0

LB 0.00 Hz
GB 0

PC 1.40

5 2048
MC2 QF

SF 176.0601577 MHz
WDW SINE

55B 0

LB 0.00 Hz
GB 0
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HMBC (700 MHz) spectrum of the fragment 1¢ in CD;0D




HMBC (700 MHz) spectrum of the fragment 1¢ in CD;0D
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HMBC (700 MHz) spectrum of the fragment 1¢ in CD;0D
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NOESY (700 MHz) spectrum of the fragment 1¢ in CD;0OD

BRUKER

5 ppm NAME liwanshan—-40-2-2-03-
L EXPNO 23
) s PROCNO i
aﬁw ~0.0 Date_ 20200330
i i Time 18.43 h
: INSTRUM spect
L PROBHD 2120187 0028 ¢
~0.5 PULPROG noesygpph
1 i TD 2048
r SOLVENT MeOD
[ NS 24
[ DS 16
+ 1'0 SWH 4084.967 Hz
r FIDRES 3.989226 Hz
r AQ 0.2507252 sec
_1 5 RG 15.56
L . DW 122.400 usec
F DE 10.00 usec
I TE 298.0 K
! '_2 0 Do 0.00011279 sec
L - D1 1.50000000 sec
L D8 0.60000002 sec
+ D16 0.00020000 sec
r ING 0.00024480 sec
=25 NDO 1
[ TD 256
+ SFO1 700.1818 MHz
+ FIDRES 15.956903 Hz
—3.0 SW 5.834 ppm
r FnMODE TPPT
' [ 51 2048
L SF 700.1800209 MHz
3.5 WDW OSINE
SSB 2
[ LB 0.00 Hz
L GB 0
|- PC 1.00
~4.0 5T 2048
r MC2 TPPT
il SF 700.1800209 MHz
L. WDW OSTNE
+ 4'5 SSB 2
r LB 0.00 Hz
< GB 0
—5.0
) [
G S L T LR R BN ARy LR 3.5

35 30 25 20 15 10 05 00 ppm
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NOESY (700 MHz) spectrum of the fragment 1¢ in CD;0OD
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NOESY (700 MHz) spectrum of the fragment 1¢ in CD;0OD

WM ppm
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NOESY (700 MHz) spectrum of the fragment 1¢ in CD;0OD
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2D JRES (700 MHz) spectrum of the fragment 1¢ in CD;0D

-154
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——

104

15
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NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
PROBHD
PULPROG
TD
SCLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TE

DO

D1

D11
D12
D16
ING
NDO

TD
SFOL
FIDRES
SW
FnMODE
SI

SF

WDW
55B

LB

GB

BE

SI

MC2

SF

WDW
35B

LB

GB

liwanshan-40-2-

22

1

20200330

15.26

spect
7120187_0028 ¢
Jjresgpprgf
8192

MeQD

128

16
5122.951
1.250720
0.7995892
136.72
97.600
10.00
298.0
.00000300
.00000000
.03000000
.00002000
.00020000
.01250000
2

40
700.1819
1.000000
0.057

QF

16384
700.1800232
STNE

SCoooHO

0
0.00
0
1.00
128
QF
700.1818520
3INE
0
0.00
0
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2D JRES (700 MHz) spectrum of the fragment 1¢ in CD;0D
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2D JRES (700 MHz) spectrum of the fragment 1¢ in CD;0D
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HECADE (700 MHz) spectrum of the fragment 1¢ in CD;0D

Co<)
BRUKER
l - C

NAME liwanshan—40-2-2-03-3
s EXPNO 25
; o PROCNO 1
E : . ot 0 Date_ 20200820
i B Time 203% R
i s INSTRUM spect
] E PROBHD 2120187 0028 (
F 10 PULPRCG hsgedietgpicndsisp
g D 4096
E SOLVENT MeOD
1 : 8 NS 56
H g DS 16
P = 20 SWH 4826.255 Hz
. e . . -t 3 FIDRES 2,356570 Hz
= e SR R : a0 0.4243956 sec
3 E RG 181.26
2 = = DW 103.600 usec
far 1 & i g ’ 30 DE 10.00 usec
. Y i . - d F TE 298.0 K
= z s 3 iz 1 E CNST2 145.0000000
2 : =t Ed a——— : CNST16 1.0000000
- . . - - 40 cwst1v -0.5000000
‘ } % =¥ O o £8 Bipe £ DO 0.00000300 sec
E Dl 1.00000000 sec
= 3 + F D2 0.00344828 sec
_ i ¥ = D4 0.00172414 sec
) ‘ E 50 D9 0.08000000 sec
i . : D16 0.00020000 sec
: F D20 0.00000300 sec
b D24 0.00089000 sec
- 60 o 0.00002620 sec
E IN20 0.00002620 sec
” F LO 1
—— { i e . =2 .i: 1 F Ll 28
p— . * g E NDO 2
— ! * :, ' !.'::?':'., g 70 i) 512
e i . = : i SFO1 176.0684 MHz
— l s o 2 :53_2’? i i FIDRES 37.273376 Hz
T ; ¥ e 3 80 SW 108.389 ppm
i E FnMODE Echo-Antiecho
b ST 8192
E SF 700.1800200 MHz
o WDW QSINE
= 90 S5B 2
i s LB 0.00 Hz
: 3 GB 0
i 1- . i PC 1.40
. = ST 1024
Iy B .!. [ e [ . B Nt [ [ ) B ] [ 100 MC2 echo-antiecho
SF 176.0601510 MHz
55 50 45 40 35 30 25 20 15 10 05 00 -05 ppm e 0SINE
TR n 0N u-
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HECADE (700 MHz) spectrum of the fragment 1¢ in CD;0D
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HECADE (700 MHz) spectrum of the fragment 1¢ in CD;0D
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HECADE (700 MHz) spectrum of the fragment 1¢ in CD;0D
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HECADE (700 MHz) spectrum of the fragment 1¢ in CD;0D
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LR-ESI-MS for the fragment 1as

Analysis Info
Analysis Name

Generic Display Report

Acquisition Date 2020-08-21 16:35:57

D:\Data\amaZon SL\MS\data\202008\liwanshan_40-2-2-03-1-R-C|_34_01_2059.d

Method 2059.m Operator bruker
Sample Name liwanshan_40-2-2-03-1-R-Cl Instrument amaZon SL
Comment
Intens_r liwanshan_40-2-2-03-1-R-Cl_34_01_2059.d: +MS, 0.4min #13
x10
5] 865.1 71 72
1116.4
" Me OR Me
2 4 10, OR
3] 631.2 HO™ 1% 5 7 9
b RO
¥ 1as: R = (S)-MTPA
339.1
" i I | 7085 936.9 " 1406.3
200 400 600 800 1000 1200 1400 1600 1800 2000 miz
|ntens7.- liwanshan_40-2-2-03-1-R-C|_34_01_2059.d: +MS, 0.4min #13
x10
* 1116.4
4_
3,
1121.2 1177.2
2] 1183.2
1 098 1137.2 1155.2 A “
8 , e b AL uzs iy, .., |
1080 1100 1120 1140 1160 1180 1200 m/z
x1077 liwanshan_40-2-2-03-1-R-Cl_34_01_2059.d: +MS, 0.4min #13
5.
4
3.
1121.2
2.
1122.2
1
1098.0 1100.0 . 1123.2
D T T T T T T T JI\A f T T T T T T T T T T T T T T T T T T T T T T
1090 1095 1100 1105 1110 1120 1125 1130 m/z
Bruker Compass DataAnalysis 4.4 printed: 2020-08-21 16:45:28 by:  bruker Page 1 of 1
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'H (400 MHz) NMR spectrum of the fragment 1as in CD;0D

71 72
Me OR Me
HOTNE L 7 8 OR

1as: R = (S)-MTPA

10 9 8 7 6 5 4 3
& == 2 EE BF fﬁﬁg
8 - | [v|CN ;D o

40-2-2-03-1-R-C1
i

1

20200425

10.26

spect

5 mm PABBO BB/
zg30

65536

MeCD

32

2

8012.820
0.122266
4.0894966
L0

62.400

65.50

300.0 K
1.00000000

CHANNEL f1
400.1324710
1H

9,73

65536
400.1300091
EM

0

0.30

0

1.00

Hz
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'H (400 MHz) NMR spectrum of the fragment 1as in CD;0D

TOL™O
SELTO
TSL°0
9LL"0
66L°0
€98°0
698°0
S06-
€267
TE6 ™
A
686"
086"
£80°
SOT"
LTT"
0vT”
06T"
i
orZ*
8gers
S1F”
A4
8FF7°
99F% "
8%"°
eeb”
AR
898°
#88°
669"
PIL”
90E"
87"
FOG-
oTT"
EEr”
LEL"
6T
oT”
9L
68T°
£0Z”
FTIE”
gce”
Sre”
09¢€”
679"
869°
geL”
6CL”
966"
G800~
I6T”
LST"
8GZ° G
TLZ G

(e

NPT OOON A A A A A A A A A A A A A A A A A A AT OO OO

TUSSSSIUSSITTSSNNETT NS

Ig]

1as: R = (S)-MTPA

q8-H/e8-H <

qc-H/ee-H A\@MM |

1.5 1.0 ppm

|

5.0 4.5 4.0 3.5 3.0 25 2.0

5.5

862
60°€
66°0

|

|

902
00’1

|

|

00°S

EFL

S

S166



'H (400 MHz) NMR spectrum of the fragment 1as in CD;0D

o [6)} O [aN] o s ™ o]
o (e8] [ O = (48] ™~ —
[N — — — — — — —
< - - < < < - <
71 72
Me OR Me
HOTTE “a > 91oOR
RO
1as: R = (S)-MTPA
2 S
D 0
o s
[ 3 [ 4 [ : ] . ] : I ? I i I 2 I = [ : [ : [ ¢ [ : I
4.28 4.26 4.24 4,22 4.20 4.18 416 414 412 410 4.08 4.06 4.04 ppm
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'H-'H COSY (400 MHz) spectrum of the fragment 1as in CD;0D

T Y NAME 40-2-2-03-1-R-C1
E EXPNO 2
* r PROCNO 1
. ™ E Date_ 20200425
o . 9 Time 10.34
L] ) r INSTRUM spect
- M F PROBHD 5 mm PABBO BB/
¢ ] 1 : PULPROG cosygpqgf
' E TD 2048
1 L ' 2 SOLVENT MeOD
E NS 100
£ DS 8
' : b SWH 4000.000 Hz
| 3 FIDRES 1.953125 Hz
F AQ 0.2560500 sec
" w E RG 202.1
H L DW 125.000 usec
1 ) DE 6.50 usec
i 4] e E TE 300.0 K
v 0.8 £ DO 0.00000300 sec
6 o D1 2.00000000 sec
! { 5 D13 0.00000400 sec
5 D16 0.00020000 sec
. 'O | o E IND 0.00025000 sec
[] Ic
- ======== CHANNEL fl ========
6 SFO1 400.1320007 MHz
i 3 NUC1 11
) PO 9.73 usec
i F P1 9.73 usec
o NDO 1
' =7 D 128
E SFO1 400.132 MHz
- FIDRES 31.250000 Hz
] L SW 9.997 ppm
' - FnMODE OF
E sI 1024
F SF 400.1300091 MHz
ﬁ E WowW OSINE
E SSB 0
' -9 LB 0.00 Hz
L r GB 0
. o BC 1.40
I J: ST 1024
IIIIIIIII I R S e e S S G Dsqu 400 130008€MH
. z
9 8 7 6 5 4 3 2 1 PPM  wpw QSINE
SSB 0
LB 0.00 Hz
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'H-'H COSY (400 MHz) spectrum of the fragment 1as in CD;0D
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'H-'H COSY (400 MHz) spectrum of the fragment 1as in CD;0D
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'H-'H COSY (400 MHz) spectrum of the fragment 1as in CD;0D
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LR-ESI-MS for the fragment 1ar

Analysis Info

Analysis Name
Method
Sample Name

2060.m
liwanshan_40-2-2-03-1-S-Cl

Comment

Generic Display Report

Acquisition Date 2020-08-21 16:38:24

D:\Data\amaZon SL\MS\data\202008\liwanshan_40-2-2-03-1-S-C|_33_01_2060.d

bruker
amaZon SL

Operator
Instrument

Intens.
x1077

2.5

2.07

397.7
163.3 279.7

| Ll

865.1

631.2

518.1 730.4

1116.4

.

liwanshan_40-2-2-03-1-5-Cl_33_01_2060.d: +MS, 0.4-0.4min #12-14

7 72
Me OR Me
HO NN NN N OR

RO
1ar. R=(R)-MTPA

200 400

600 800

1000

1200

1400 1600 1800 2000 miz

Intens.

0.51

0.0

1099.0

AMANMAAA -

liwanshan_40-2-2-03-1-5-Cl_33_01_2060.d: +MS, 0.4-0.4min #12-14]
1116.4

1121.3

3 M & }\1124.2

1085 1090

1095 1100 1105

1110

1115 1120 1125 1130 "miz

x107]
2.0

0.51

0.0

1116.4

1121.3

m , i

1137.2

liwanshan_40-2-2-03-1-5-Cl_33_01_2060.d: +MS, 0.4-0.4min #12-14

1177.2

AL

1155.2
hood

1060

1080

Bruker Compass DataAnalysis 4.4

1120

printed:

1140

2020-08-21 16:46:37

1160 1180 1200 1220 miz

by:  bruker Page 1 of 1

S172



'H (400 MHz) NMR spectrum of the fragment 1ar in CD;0D

1ar: R=(R)-MTPA

10 9 8 7 6 5 4 3 2 1
N[0 < ) o<t wn(o|w) e/~
| S| =[x (@@ 2(82|[3(=S
- 2] Ll o) ©|© o3| <F| o3|

b

ppm

NAME
EXPNO
PROCNO
Date_
Time
INSTRUM
EROBHD
PULPROG
D
SOLVENT
NS

DS

SWH
FIDRES
AQ

RG

DW

DE

TR

D1

TDO

SFO1
NUC1

%)

40-2-2-03~-1-5-C1
1
1
20200426
11.52
spect
5 mm PABBC BB/
zg30
65536
MeOQD
32
2
8012.820 Hz
0.122266 Hz
4.0894966 sec
31.02
62.400 use
6.50 1se
300.0 K
1.00000000 sec

CHANNEL fl =======
400.1324710 MH:
1H
9.73 use
65536
400.1300092 MH:z
EM
0
0.30 Hz
0
1.00
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'H (400 MHz) NMR spectrum of the fragment 1ar in CD;0D
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'H (400 MHz) NMR spectrum of the fragment 1ar in CD;0D

o0 ()] (e} ™ o — (a) (@) [es) o) O L
o ™ N & o« 3« N O 2 3 i
< - < - = < < -
I | I
71 72
Me OR Me
HO NS s 7 & OR
RO
1ar: R =(R)-MTPA
o)
= S
' D
= s

T \ \ T | | T \ \ \ \ | | | |
4.38 4.36 4.34 4.32 4.30 4.28 4.26 4.24 4,22 4.20 4.18 4,16 4.14 412 ppm
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'"H-'H COSY (400 MHz) spectrum of the fragment 1ar in CD,OD

Ll e

L NAME 40-2-2-03-1-8-C1
2_0 EXPNO 2
GF PROCNO 1
. r Date__ 20200426
) E Time 12.00
[ o INSTRUM spect
' " o i 1 PROBHD 5 mm PARBO BB/
5 - " F PULPROG cosygpgf
‘ ] w * LY 9 D 2048
. E SOLVENT MeOD
. " o b ] y NS 100
’ :_2 DS 8
F SWH 4000.000 Hz
E FIDRES 1.953125 Hz
1 E AQ 0.2560500 sec
5 ; -3 RG 202.1
' W i DW 125.000 usec
B DE 6.50 usec
' ' n £ TE 300.0 K
_4 DO 0.00000300 sec
. . E D1 2.00000000 sec
| . i D13 0.00000400 sec
E D16 0.00020000 sec
. c IND 0.00025000 sec
% =5
IR m . g ======== CHANNEL f]l ==—======
i E SFOL 400.1320007 MHz
F NUCL 1H
. o j234] 9.73 usec
i _6 Pl 9.73 usec
' F NDO T
b D 128
£ SFOL 400.132 MHz
' L7 FIDRES 31.250000 Hz
F SW 9.997 ppm
é w F FnMODE QF
£ ST 1024
. 5 SF 400.1300092 MHz
. -8 WDW QSINE
| F 33B 0
g LB 0.00 Hz
’ . GB 0
= BPC 1.40
H s 9 SI 1024
AER ALY g AN L o L R e TR e = MgZ 400 13000%2 MH
9 8 7 6 5 4 3 2 1 0 ppm  wow R
38B 0
LB 0.00 Hz
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'"H-'H COSY (400 MHz) spectrum of the fragment 1ar in CD,OD
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'"H-'H COSY (400 MHz) spectrum of the fragment 1ar in CD,OD
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'"H-'H COSY (400 MHz) spectrum of the fragment 1ar in CD,OD
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