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Table S1. X-ray crystallographic data for walsucochinoid C (1).2

Empirical formula Cy7H3,04
Formula weight 420.53
Temperature 1332) K
Wavelength 1.54178 A
Crystal system Orthorhombic
Space group P2(1)2(1)2(1)

a=5.96350 (10) A, o=90°
b=13.7471 3) A, PB=90°
c=28.1129 (6) A, y=90°

Unit cell dimensions

Volume 2304.72(8) A®

V4 4

Calculated density 1.212 Mg/m’

Absorption coefficient 0.636 mm'

F(000) 904

Crystal size 0.499 x 0.226 x 0.152 mm’
Theta range for data collection 3.14 to 64.98°

Index ranges -6<=h<=6, -16<=k<=16, -32<=1<=33
Reflections collected 17561

Independent collections 3887 [R(int) = 0.0362]
Completeness to theta = 66.32° 99.8 %

Absorption correction Semi-empirical

Max. and min. transmission 0.7535 and 0.5818
Refinement method Full-matrix least-squares on F
Data / restraints / parameters 3887/0/287

Goodness-of-fit on F* 1.086

Final R indices [[>25(I)] R1=0.0419, wR2 =0.1162

R indices (all data) R1=0.0420, wR2 =0.1163
Absolute structure parameter 0.0(2)

Largest diff. peak and hole 0.416 and —0.424 ¢. A

2 1 was crystallized from MeOH/H,O (50:1)




Table S2. X-ray crystallographic data for walsucochinoid L (10).?

Empirical formula Cy7H3604
Formula weight 424.56
Temperature 133(2) K
Wavelength 1.54178 A
Crystal system Orthorhombic
Space group P2(1)2(1)2(1)

a=82016(5)A, o=90°
b=10.1084 (6) A, B=90°
c=13.3847 (8) A, y=90°

Unit cell dimensions

Volume 1109.36(12) A®

V4 2

Calculated density 1.271 Mg/m’

Absorption coefficient 0.661 mm'

F(000) 460

Crystal size 0.15 x 0.12 x 0.10 mm’

Theta range for data collection 3.30 to 64.98°

Index ranges -8<=h<=9,-11<=k<=11,-15<=I<=15
Reflections collected 6271

Independent collections 3273 [R(int) = 0.0622]
Completeness to theta = 66.32° 94.4 %

Absorption correction Semi-empirical

Max. and min. transmission 0.9368 and 0.9073
Refinement method Full-matrix least-squares on F
Data / restraints / parameters 3273/1/289

Goodness-of-fit on F* 1.069

Final R indices [[>2o(])] R1=10.0704, wR2 =0.1858

R indices (all data) R1=0.0725, wR2 =0.1884
Absolute structure parameter 0.0(4)

Largest diff. peak and hole 0.395 and —0.319 ¢. A

10 was crystallized from MeOH/H,O (100:1)




Figure S1. "H NMR spectrum of walsucochinoid C (1) in CDCl;
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Figure S2. °C NMR spectrum of walsucochinoid C (1) in CDCls
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Figure S3. HSQC spectrum of walsucochinoid C (1) in CDCl;

! I

| 1 | -l; .J |
MJUJ S ¥ B, - I A

s
P

|
bl
|
b Y

091
el

Q0ET
L

——

1
e X
° £
I —
T
= b3
a7 -
E
i —
1
[ —
[=]
0 —
1
= 4
(=]

0ot
L
-

(wddy gz

AL

!

2
L
LT

0c

oF

bk
akad s

0c

W

.
Tﬂ' P

0z
=
-
’T

s

L
G "0~
0784

T T
L L ™~ ™
I =} o =]

G EH

1 (ppm)



Figure S4. HMBC spectrum of walsucochinoid C (1) in CDClj
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d C (1) in CDCl4
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Figure S5. NOESY spectrum of walsucoch
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Figure S6. ESI(+)MS spectrum of walsucochinoid C (1)
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Figure S7. ESI(—)MS spectrum of walsucochinoid C (1)
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Figure S8. HRESI(—)MS spectrum of walsucochinoid C (1)
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Figure S9. IR spectrum of walsucochinoid C (1)
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Figure S10. '"H NMR spectrum of walsucochinoid D (2) in CDCl;
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Figure S11. °C NMR spectrum of walsucochinoid D (2) in CDCl;
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Figure S12. HMBC spectrum of walsucochinoid D (2) in CDCl;
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Figure S13. ROESY spectrum of walsucochinoid D (2) in CDCl;
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Figure S14. ESI(+)MS spectrum of walsucochinoid D (2)
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lon Source Type
Mass Range Mode
Capillary Exit
Accumulation Time

001-0801.D Acquisition Date 05/26/11 156:17:06
Copy of DSOPMS2P.M Operator Administrator
yim-wal-47a Instrument esquire3000plus
D

ESI lon Polarity Positive Alternating lon Polarity  off
Std/Normal Scan Begin 100 m/z Scan End 1750 m/z
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15000 &% Averages 3 Spectra Auto MS/MS on
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x1 09
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Figure S15. HRESI(+)MS spectrum of walsucochinoid D (2)

Elemental Composition Report Page 1
Single Mass Analysis
Tolerance =2.0 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
418 formula(e) evaluated with 2 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:
C:10-70 H:0-80 O:0-30 Na: 0-1
WAL-47a LCT PXE KE324 04-Nov-2011
16:36:39
WAL-47a_1104 18 (0.389) AM2 (Ar,10000.0,0.00,1.00); ABS; Cm (5:27) 1: TOF MS ES+
1.13e+004
100 859.4182
iaso.4209
%- il
520.2875 580.3946 8814271
‘ .
342.1679 454.2033 Lo .581,3955 862.4307
S162402%5% WF 4542933 ag7.2800 | 660.4161 (134398 7954918 L
0ty T~ NAARS] T T T [RARAN LARANS AR SRS RARAY TTTrTTT 7 T | BAERRRARANAARE T miz
300 350 400 450 500 550 600 650 700 750 800 850 900
Minimum: -1.5
Maximum: 2.0 2.0 50.0
Mass Calc. Mass mDa PPM DBE i-FIT i=-FIT (Norm) Formula
859.4182  859.4186 -0.4 -0.5 24.5 60.4 0.0 C54 HE0 08 Na
859.4175 0.7 0.8 5.5 64.5 4.1 C38 H67 021
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Figure S16. IR spectrum of walsucochinoid D (2)
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Figure S17. '"H NMR spectrum of walsucochinoid E (3) in CDCl;
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Figure S18. *C NMR spectrum of walsucochinoid E (3) in CDCl;
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Figure S19. HMBC spectrum of walsucochinoid E (3) in CDCls
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Figure S20. ROESY spectrum of walsucochinoid E (3) in CDCl;

wal-48 CDCL3 ROESY

Solvent: CDCI3
Temp. 25.0 C s 298.1 K
INOVA-600 “simm600"

Relax. delay 1.0800 sec
Mixing 0.220 sec

Acqg. time 0.087 sec

Width 11799.4 Hz

20 Width 11789.4 Hz

4 repetitions

2 % 260 fncrements

OBSERVE Hi, 599.6560051 MHz
DATA PROCESSING

Gauss apodization 0.036 sec
F1 DATA PROCESSING

Total time 46 min, 24 sec

F1 (ppm)
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Figure S21. ESI(+)MS spectrum of walsucochinoid E (3)

. .. _DisplayReport

Analysis Info

Analysis Name 012-2001.D Acquisition Date  05/16/11 15:56:00
Method Copy of DSOPMS2P.M Operator Administrator
Sample Name  yjm-wal-48 Instrument esquire3000plus

Comment hird
Acquisition Parameter

lon Source Type ESI lon Polarity Positive Alternating lon Polarity  off

Mass Range Mode Std/Normal Scan Begin 100 m/z Scan End 1750 myz
Capillary Exit 158.5 Volt Skim 1 40.0 Volt Trap Drive 854
Accumulation Time 15000 &F Averages 3 Spectra Auto MS/MS on

Intens. 012-2001.D: TIC +All MS|
x108
0.757
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0.25]

215 012-2001.D; TIC +Al WSH]
%

0 072-2001.0; UV Chromatogram. 207 nml

0 2 4 6 8 10 12 14 Time [min]

Intens. +MS, 8.9min (#508
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3432 Ll 6212 T134 [
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Bruker Daltonics DataAnalysis 3.1 ' printed:  05/17M11  08:24:40 " “Pageitof1



Figure S22. HRESI(+)MS spectrum of walsucochinoid E (3)

Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 3.0 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

381 formula(e) evaluated with 3 results within limits (up to 50 best isotopic matches for each mass)

Elements Used:

C:10-70 H:0-80 O:0-30 Na: 0-1

WAL-48 LCT PXE KE324 09-Nov-2011

16:03:09

WAL-48_1109 56 (1.218) AM2 (Ar,10000.0,0.00,1.00); ABS; Cm (46:65) 1: TOF MS ES+

2.02e+004

100 947.4720

504.2738 I'
‘ | 5543448 |
5002389 526.2565 | 5812730 622.2984 loag 4796
. T

3021 ;
6233021 6574592 713.4545 il 955.5361

%

‘ ] ‘ 775.4871 845.5547 913.5087
i b st it i bbbt e i miz
75 500 625 550 575 600 625 650 675 700 725 750 775 800 825 850 875 900 925 850 975

4

Minimum: -1.5

Max imum: 5.0 3.0 50.0

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

947.4720 947.4710 1.0 1.1 24.5 42.9 0.0 c58 H68 010 Na
947.4734 -1.4 -1.5 27.5 46.1 3.2 CeQ H67 010
947.4699 2.1 2.2 5.5 53.9 11.1 c4z H75 023
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Figure S23. IR spectrum of walsucochinoid E (3)
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Figure S24. '"H NMR spectrum of walsucochinoid F (4) in CDCl;
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Figure S25. *C NMR spectrum of walsucochinoid F (4) in CDCl;
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Figure S26. ROESY spectrum of walsucochinoid F (4) in CDCl;

wal-52 CDCL3 ROESY

Solvent: CDC13
Temp. 25.0 C 7 298.1 K
INOVA-600 "simm600"

Relax. delay 1.000 sec
Mixing 0.220 sec

Acq. time 0.087 sec

Width 11799.4 Hz

2D Width 11799.4 Hz

4 repetitions

2 % 260 increments

0OBSERVE H1, 5%9.6560023 MHz
DATA PROCESSING

Gauss apodization 0.037 sec
F1 DATA PROCESSING

Gauss apodization 0.009 sec
FT size 2048 x 2048

Total time 46 min, 24 sec

|
(LA

F1 (ppm)
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Figure S27. ESI(+)MS spectrum of walsucochinoid F (4)

Analysis Info

Analysis Name 006-7801.D
Method
Sample Name
Comment

yjm-wal-52
F;L

Copy of DSCPMS2P.M

Display Report

Acquisition Date 05/20/11 07:23:23
Operator Administrator
fnstrument esquire3000plus

Acquisition Parameter

lon Source Type £85I

Mass Range Mode Std/Normal
Capillary Exit 158.5 Volt
Accumulation Time 15000 2
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3 Spectra
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Figure S28. ESI(—)MS spectrum of walsucochinoid F (4)

o Display Report
Analysis Info
Analysis Name  006-8801.D Acqguisition Date  05/20/11 10:06:03
Method Copy of DSOPMS2N.M Operator Administrator
Sample Name  yjm-wal-52 Instrument esquire3000plus
Comment
Acquisition Parameter
lon Source Type lon Polarity Negative Alternating lon Polarity  off
Mass Range Mode Std/Normal Scan Begin 100 m/z Scan End 1750 miz
Capillary Exit -158.5 Volt Skim 1 -40.0 Volt Trap Drive 929
Accumulation Time 14971 2 Averages 3 Spectra Auto MS/MS on
Infens. 006-8801.D: TIC -AH MS]
%1077
2]
1]
A
x107 005-8801.D: TIC -All MSn|
2]
1]
0 006-8801 D: UV Chromatogram, 200 nm
mALY
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Bruker Daltonics DataAnalysis 3.1  printed: 05/20111 1312411 Page 10f1
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Figure S29. HRESI(-)MS spectrum of walsucochinoid F (4)

Elemental Composition Report Page 1
Single Mass Analysis
Tolerance = 3.0 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
116 formula(e) evaluated with 1 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:
C:10-70 H:0-80 0O:0-30
WAL-52 LCT PXE KE324 09-Nov-2011
15:54.40
WAL-52_1109 35 (0.742) AM2 (Ar,10000.0,0.00,1.00); ABS; Cm (26:46) 1: TOF MS ES-
8.93e+004
100 895.?39&
896.4444
%
941.4463
493,‘2229 | 942.4505
447.2181 |.495.2058 i
124.9902 g5 14g0 325.1832389.1607  “HTE . 6133010845296 704 4ess  a514373 | {943'4521"“
T I T T T T T T T T T T T i T T T T T
100 200 300 400 500 600 700 800 900 1000
Minimum: -1.5
Maximurn: 5.0 3.0 50,0
Mass Calc. Mass mDa PEM DBE i-FIT i-FIT (Norm) Formula
493.2229  493.2226 0.3 0.6 13.5 156.3 0.0 €29 H33 07
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Figure S30. IR spectrum of walsucochinoid F (4)
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Figure S31. '"H NMR spectrum of walsucochinoid G (5) in CDCls
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Figure $32. *C NMR spectrum of walsucochinoid G (5) in CDCl;

02T  OET  OFD  O%1 091 0LT 0BT 061 00 0

(mdd) 13
01T

001

—2060

—1722

<1h_1'.d
1569
—1483

1422
1413

—13 8
—132.

—1258

L1204
~118.5

—113.0

—1014

F115
k112

é

76,8
~T6.3
—60.3

—56.1
519
=513
o507
48,0

—38.2

—318

262
fr234
214
£o07
202

7.7

38



WAL-3b,CDCL3,20110330
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Figure S33. HSQC spectrum of walsucochinoid G (5) in CDClj
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Figure S34. HMBC spectrum of walsucochinoid G (5) in CDCl;
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Figure S35. ROESY spectrum of walsucochinoid G (5) in CDCls

wal-3b CDC13 ROESY
Sample directory:

Pulse Sequence: ROESY

Soivent: CBCI3

Temp. 25.0 C s 298.1 K
File: wal-3b_roesy
INOVA-600 “simmB00"

Relax. delay 1.000 sec
Mixing 0.220 sec

Acqg. time 0.085 sec

Width 11989.4 Hz

2D Width 11999.4 Hz

4 repetitions

2 % 270 increments

OBSERVE H1, 598.6560239 MHz
DATA PROCESSING

Gauss apodization 0.036 sec
F1 DATA PROCESSING

Gauss apodization 0.010 sec
FT size 2048 x 2048

Total time 48 min, ? sec
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Analysis Info
Analysis Name
Method
Sample Name
Comment

017-7201.D

Copy of DSOPMS2P.M
yjm-wal-3b

!

Acquisition Parameter

lon Source Type

Mass Range Mode

Capillary Exit

Accumulation Time

ESI lon Polarity

Scan Begin

158.5 Volt Skim 1
Averages

Std/Normal

11515 4

Display Report

Positive
100 miz
40.0 Volt
3 Spectra

Figure S36. ESI(+)MS spectrum of walsucochinoid G (5)

Acquisition Date  03/15/11 05:42:34

Operator
Instrument

Administrator
esquire3000plus

Alternating lon Polarity  off

Scan End
Trap Drive
Auto MS/MS
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on
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Figure S37. ESI(—)MS spectrum of walsucochinoid G (5)

~_ Display Report

Analysis Info
Analysis Name 017-8401.D

Method Copy of DSOPMS2N.M
Sample Name  yjm-wal-3b
Comment !

Acquisition Parameter

lon Source Type ESI lon Polarity Negative

Acquisition Date 03/15/11 08:57:51
Operator Administrator
Instrument esquire3000plus

Mass Range Mode Std/Normal Scan Begin 100 m/z Scan End
Capillary Exit -158.5 Volt Skim 1 -40.0 Volt Trap Drive
Agccumulation Time 11748 & Averages 3 Spectra Auto MS/MS

Alternating lon Polarity  off

1750 m/z
929
on

Intens. ]
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3

017-8401.D: TIC -All MS)

iw
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|
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Bruker Daitonics DataAnalysis 3.1 printed:
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Elemental Composition Report

Figure S38. HRESI(-)MS spectrum of walsucochinoid G (5)

Page 1
Single Mass Analysis
Tolerance =2.0 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
131 formula(e) evaluated with 1 results within limits (up to 50 best isotopic matches for each mass}
Elements Used:
C:10-70 H:0-80 O:0-30
WAL-3b LCT PXE KE324 04-Now-2011
14:33:22
WAL-3b_1104 12 (0.247) AM2 (Ar,10000.0,0.00,1.00); ABS; Cm (6:21) 1: TOF MS ES-
2.56e+004
100 523,‘2337
|
% ‘ 5402244 991 4444
481, 2234 | |
‘ fat.2278 655.4681
. 1248913 2651483 0 o0y 435,?176 | Lk l L 803.2275 .44 4700 803.4215 9134570 "2 l e
160‘260'360‘460‘500'600 700 800 | ebo | 1000
Minimum: -1.5
Max imum: 2.0 2.0 50.0
Mass Calc. Mass mDa PPM DEE i-FIT i-FIT (Norm) Formula
523.2337  523.2332 0.5 1.0 13.5 137.8 0.0 C30 H35 08
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%Transmittance

Figure S39. IR spectrum of walsucochinoid G (5)

95. _,_, ~ \)/\)
| /
,_ | \ W
. N \ A |
! I \ [ i
85 , /| | (]
1 I Ao | I
“ 1 ,ﬁ o
80 # . _ Ll ,
V Pl f | _
. _ fo ! | _
sl L . |
. I |
70] M . “ M “
| _ ,_L L b _
, | L . m
| ] | ! fl i
85 _, I L L A I
A, | b IR-488 (wal-3b / KBr) b
60 | | I I Mon Aug 22 13:10:56 No:azﬁoﬁo& s
,_ i = i Number of sample scans: 32 _ [ ooy
| | NM ‘ Number of background scans: 32 | { t®
55. | R 61 Resolution: 4.000 _ | Mﬁ ;
: | | mﬂ_ Sample gain: 1.0 | | & ‘o4
| i —h Optical velocity: 0.6329 | = «©
i " i Aperture: 100.00 _ _ m...v
50 Voo i Detector: DTGS KBr I ©
1 b P Beamsplitter: KBr | I |
1 | NG Source: IR R (=]
451 / \ & L e
\ b @l 1] [
1 b = ©
40+ \ A
v Bllle
| Tlile 8
351 ) T © 9
1 o M_ | A (=]
30 2 R "
25 |
20
4000 3000 2000 1500 K 1000 500

Wavenumbers em-1) .

45



Figure S40. '"H NMR spectrum of walsucochinoid H (6) in CDCl;
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Figure S41. *C NMR spectrum of walsucochinoid H (6) in CDCl;
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Figure S42. HSQC spectrum of walsucochinoid H (6) in CDCl;
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Figure S43. HMBC spectrum of walsucochinoid H (6) in CDCl;
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Analysis Info
Analysis Name
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Sample Name
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Figure S45. ESI(+)MS spectrum of walsucochinoid H (6)
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Figure S46. ESI(—)MS spectrum of walsucochinoid H (6)
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Figure S47. HRESI(-)MS spectrum of walsucochinoid H (6)
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Figure S48. IR spectrum of walsucochinoid H (6)
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Figure S49. "H NMR spectrum of walsucochinoid I (7) in CDCls
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Figure S50. *C NMR spectrum of walsucochinoid I (7) in CDCl;
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Figure S51. HSQC spectrum of walsucochinoid I (7) in CDCls
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Figure S52. HMBC spectrum of walsucochinoid I (7) in CD
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Figure S53. ROESY spectrum of walsucochinoid I (7) in CDCls
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Figure S54. ESI(+)MS spectrum of walsucochinoid I (7)
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Figure S55. ESI(—)MS spectrum of walsucochinoid I (7)
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Figure S56. HRESI(—)MS spectrum of walsucochinoid I (7)
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%Transmittance

Figure S57. IR spectrum of walsucochinoid I (7)
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Figure S58. '"H NMR spectrum of walsucochinoid J (8) in CDCl;
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Figure S59. *C NMR spectrum of walsucochinoid J (8) in CDCl;
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Figure S60. HSQC spectrum of walsucochinoid J (8) in CDCl;
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Figure S61.HMBC spectrum of walsucochinoid J (8) in CDCl;
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Figure S62. ROESY spectrum of walsucochinoid J (8) in CDCl;
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Figure S63. ESI(+)MS spectrum of walsucochinoid J (8)
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Figure S64. ESI(—)MS spectrum of walsucochinoid J (8)
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Figure S65. HRESI(—)MS spectrum of walsucochinoid J (8)

Elemental Composition Report Page 1
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Figure S67. '"H NMR spectrum of walsucochinoid K (9) in CDCls
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Figure S68. *C NMR spectrum of walsucochinoid K (9) in CDCl;
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Figure S69. HSQC spectrum of walsucochinoid K (9) in CDCl;
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Figure S70. HMBC spectrum of walsucochinoid K (9) in CDCl;
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Figure S71. ROESY spectrum of walsucochinoid K (9) in CDCl;
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DATA PROCESSING

Gauss apodization 0.036 sec
F1 DATA PROCESSING

Gauss apodization 0.008 sec
FT size 2048 x 2048
Total time 46 min, 24 sec
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Figure S72. ESI(+)MS spectrum of walsucochinoid K (9)
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Figure S73. ESI(—)MS spectrum of walsucochinoid K (9)
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Figure S74. HRESI(-)MS spectrum of walsucochinoid K (9)
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Single Mass Analysis
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Figure S75. IR spectrum of walsucochinoid K (9)
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Figure S76. '"H NMR spectrum of walsucochinoid L (10) in CDCl;
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Figure S77. >C NMR spectrum of walsucochinoid L (10) in CDCl;
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Figure S78. HSQC spectrum of walsucochinoid L (10) in CDCl;
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Figure S79. HMBC spectrum of walsucochinoid L (10) in CDCl;
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Figure S80. ROESY spectrum of walsucochinoid L (10) in CDCl;
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Figure S81. ESI(+)MS spectrum of walsucochinoid L (10)
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Figure S82. ESI(—)MS spectrum of walsucochinoid L (10)
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Figure S83. HRESI(—)MS spectrum of walsucochinoid L (10)

Elemental Composition Report Page 1
Single Mass Analysis
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Figure S84. IR spectrum of walsucochinoid L (10)
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Figure S85. '"H NMR spectrum of walsucochinoid M (11) in CDCl;

7.49

100 ,L_—— 749

il Y7 i G 7.40

' __ 739

] T
il
(=]

& 1.UT:I|:_— 656

= 6,43

= | 1.01 I;— G.43
&
=
&
en
=;
(=]
r.
-

o {103 =—— —4.35
— 4
e
=

| 3.u1—1 = —375
=]
.

i 331

107 2320

1~ N3z
(4%]

o 2,61

r2.ﬁﬂ

2,58

.98

b 215—1 T 255

5-2.52

« B 2.48

l 217

415 = 216

L ,,E_ 214

= _

209 —— 1.92

_I f E'L'Qﬂ

- 1.89

-42|:I~:|: __-_;__-.::-"_ 1.72

- - 1.7

w1424 "= 1.70

] 1.70

138 1.68

[ravd - 1o

- 9.15{ B .:"m

c 4 = 1.10

341 L 1105

( L1

nRE

91



Figure $86. '*C NMR spectrum of walsucochinoid M (11) in CDCls
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Figure S87. HSQC spectrum of walsucochinoid M (11) in CDCl;
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Figure S88. HMBC spectrum of walsucochinoid M (11) in CDCl;
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Figure S89. ROESY spectrum of walsucochinoid M (11) in CDCl;
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Figure S90. ESI(+)MS spectrum of walsucochinoid M (11)
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Figure S91. HRESI(+)MS spectrum of walsucochinoid M (11)

Elementai Composition Report Page 1
Single Mass Analysis
Tolerance =2.0 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
418 formula(e) evaluated with 3 results within limits (up to 50 best isotopic matches for each mass)
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Mass Calc. Mass mDa PPM DBE i-FIT i-FIT {(Norm) Formula
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Figure S92. IR spectrum of walsucochinoid M (11)
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Figure S93. "H NMR spectrum of walsucochinoid N (12) in CDCl;
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Figure S94. *C NMR spectrum of walsucochinoid N (12) in CDCl;
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Figure S95. HSQC spectrum of walsucochinoid N (12) in CDCl;
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Figure S96. HMBC spectrum of walsucochinoid N (12) in CDCl;
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Figure S97. ROESY spectrum of walsucochinoid N (12) in CDCl;
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Figure S98. ESI(+)MS spectrum of walsucochinoid N (12)
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Figure S99. HRESI(+)MS spectrum of walsucochinoid N (12)

Elemental Composition Report Page 1
Single Mass Analysis
Tolerance = 2.0 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
417 formula(e) evaluated with 2 results within limits (up to 50 best isotopic matches for each mass)
Elements Used:
C:10-70 H:0-80 O:0-30 Na: 0-1
WAL-15 LCT PXE KE324 04-Nov-2011
15:00:17
WAL-15_1104 30 (0.654) AM2 (Ar,10000.0,0.00,1.00); ABS; Cm (17:53) 1: TOF MS ES+
9.10e+004
100- 867.4621
868.4859
%
105.0437 423.2549 620 694885
ol . 217.1056 2911947 3502573 | 4862632 537.3483 672.3507 726.5070 856.9: 70,4920 gg3 5280 .
T T T T T f i PRI B T T T m
100 200 300 400 500 600 700 800 900 1000
Minimum: -1.5
Mazimum: 2.0 2.0 50.0
Mass Calc. Mass mDa FPM DBE i-FIT i-FIT (Norm) Formula
867.4821  867.4812 0.9 1.0 20.5 74.4 0.0 C54 H68 08 Na
867.4836 -1.5 -1.7 23.5 77.7 3.3 C56 H67 08
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Figure S100. IR spectrum of walsucochinoid N (12)
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Figure S101. '"H NMR spectrum of walsucochinoid O (13) in CDCls
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Figure $102. *C NMR spectrum of walsucochinoid O (13) in CDCl;
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Figure S103. HSQC spectrum of walsucochinoid O (13) in CDCl;
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Figure S104. HMBC spectrum of walsucochinoid O (13) in CDCl;
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wal-3 CDCL3 ROESY

Solvent: CDCI3
Temp. 25.0 C 7 298.1 K
INOVA-600 “simmG00"

Relax. delay 1.000 sec
Mixing 0.220 sec
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Figure S105. ROESY spectrum of walsucochinoid O (13) in CDCls
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Figure S106. ESI(+)MS spectrum of walsucochinoid O (13)
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Figure S107. ESI(—)MS spectrum of walsucochinoid O (13)
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Figure S108. HRESI(+)MS spectrum of walsucochinoid O (13)

Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 2.0 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

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

C:10-70 H:0-80 0:0-30 Na:0-1

WAL-9 LCT PXE KE324 04-Nov-2011
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2.97e+004
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Figure S109. IR spectrum of walsucochinoid O (13)
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Figure S110. '"H NMR spectrum of walsucochinoid P (14) in CDCl;
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Figure S111. BC NMR spectrum of walsucochinoid P (14) in CDCl;
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Figure S112. HSQC spectrum of walsucochinoid P (14) in CDCl;
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Figure S113. ROESY spectrum of walsucochinoid P (14) in CDCl;
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Figure S114. ESI(+)MS spectrum of walsucochinoid P (14)
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Figure S115. ESI(—)MS spectrum of walsucochinoid P (14)
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Figure S116. HRESI(+)MS spectrum of walsucochinoid P (14)

Elemental Composition Report Page 1

Single Mass Analysis

Tolerance = 3.0 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

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

C:10-70 H:0-80 0:0-30 Na: 0-1

WAL-100 LCT PXE KE324 09-Nov-2011
14:39:04
WAL-100_1109 28 (0.600) AMZ (Ar,10000.0,0.00,1.00); ABS; Cm (17:45) 1. TOF MS ES+
4.20e+004
100 598.3738
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47.
% 5472685 ‘ '599.3778
|
174.7620 262 2177 525.2849 612.3892
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Mass Calc, Mass mDa PPM DBE i-FIT i-FIT (Norm} Formula
547.2665 547.2672 -0.7 -1.3 11.5 97.0 0.0 C31 H40 07 Na
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Figure S117. IR spectrum of walsucochinoid P (14)
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Figure S118. '"H NMR spectrum of walsucochinoid Q (15) in CDCl;
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Figure S119. °C NMR spectrum of walsucochinoid Q (15) in CDCls
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Figure S120. HSQC spectrum of walsucochinoid Q (15) in CDCl;
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Figure S121. HMBC spectrum of walsucochinoid Q (15) in CDCl;
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Figure S122. ROESY spectrum of walsucochinoid Q (15) in CDCl;
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Analysis Info

Analysis Name  005-0801.D
Method
Sample Name  yjm-wal-8
Comment !

Acquisition Parameter

lon Source Type ESI

Mass Range Mode Std/Normal
Capillary Exit 158.5 Volt
Accumulation Time 11945 §¢

Figure S123. ESI(+)MS spectrum of walsucochinoid Q (15)
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Figure S124. ESI(—)MS spectrum of walsucochinoid Q (15)
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Figure S125. HRESI(+)MS spectrum of walsucochinoid Q (15)

Elemental Composition Report Page 1

Single Mass Analysis

Tolerance =2.0 mDa / DBE: min = -1.5, max = 50.0
Element prediction: Off
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Elements Used:

C:10-70 H:0-80 0O:0-30 Na: 0-1

WAL-8 LCT PXE KE324 04-Nov-2011
15:27:30
WAL-8_1104 19 (0.405) AM2 (Ar,10000.0,0.00,1.00); ABS; Cm (5:28) 1: TOF MS ES+
1.57e+004
610.3751
100- 559.2676
% “ 11.3788
105.0437
: 349.6594 470.3640 k 12.3800 824.3940
H 727.4263 - 949.5489
ol | ."-16_4'3067‘8” I340.‘25301I L ui..;Ll s Llll TN NI it b il g S . miz
100 200 300 400 500 600 700 800 900 1000
Minimum: -1.5
Max imum: 2.0 2.0 50.0
Mass Calc. Mass mbDa PPM DBE i-FIT i-FIT (Norm)} Formula
559.2676 559.2672 0.4 0.7 12.5 113.3 0.0 €32 H40 07 Na
559.2696 -2.,0 -3.6 15.5 118.1 4.8 €34 H38 07

131



Figure S126. IR spectrum of walsucochinoid Q (15)
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Figure S127. 'H NMR spectrum of walsucochinoid R (16) in CDCl;
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Figure $128. °C NMR spectrum of walsucochinoid R (16) in CDCl;
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Figure S129. HSQC spectrum of walsucochinoid R (16) in CDCl;
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Figure S130. HMBC spectrum of walsucochinoid R (16) in CDCl;
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Figure S131. ROESY spectrum of walsucochinoid R (16) in CDCl;
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Figure S132. ESI(+)MS spectrum of walsucochinoid R (16)
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Figure S133. HRESI(+)MS spectrum of walsucochinoid R (16)
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%Transmittance

Figure S134. IR spectrum of walsucochinoid R (16)
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