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S1. '"H NMR (400 MHz, CDCls) spectrum of vitextrifolin A (1)
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C NMR (100 MHz, CDCls) spectrum of vitextrifolin A (1)
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S3. '"H-"H COSY spectrum of vitextrifolin A (1) in CDCl3
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S4. HMQC spectrum of vitextrifolin A (1) in CDCl;
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S5. HMBC spectrum of vitextrifolin A (1) in CDCls
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S6. NOESY spectrum of vitextrifolin A (1) in CDCl;
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S7. HRESIMS spectrum of vitextrifolin A (1)

Qualitative Analysis Report

Data Filename ZMi-29.d Sample Mame  ZM1-29

Sample Type Sampha Position P1-B2

Instrument Name Instument 1 User Mame

e Mathod TEST-POS-0LM Acquired Time  1/4/3012 10204118 AM
IRM Calibration Status _Dn Method Defastm

Comment

User Spectra

Fragmientor Voltage Caltigien Enargy Tomization Mods
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S8. IR (KBr disc) spectrum of vitextrifolin A (1)
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S9.
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S10. ®C NMR (150 MHz, CDCls) spectrum of vitextrifolin B (2)
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S11. '"H-'H cOSY spectrum of vitextrifolin B (2) in CDCl;
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S12. HSQC spectrum of vitextrifolin B (2) in CDCl;

(wdd) 7
8C 0°¢

]

9°¢ 8°¢

¥¢

¢

e ¥o 9%

T 0%

T 91T 8

1

G

9°0

0% 2% ¥¥% 9% 8% 0°¢

80 071

0NN
»w =8 =2
2EE
o |
o O
o1 O
8
A4
s ©
E3
A
S
N
&
T T T T T T T T T T T
—_ —_ © ) - o o 'S w %) —_
—_ (=] (=] (=] < < < (=) (=] (=] o
(=] (=]
f1 (ppm)

15



S13. HMBC spectrum of vitextrifolin B (2) in CDCl;
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S14. NOESY spectrum of vitextrifolin B (2) in CDCl;
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S15. HRESIMS spectrum of vitextrifolin B (2)

Qualitative Analysis Report

Data Filename ZMI-E5-POSD Sample Mieme ZMI-55
Sample Type sample Pogition PL-E1
Instrument Namea Tnstrument 1 User Mams .
Acq Method TEST-POS-01.m Acquired Time  3/14/2012 5:03:32 PM
IRM Calibration Status S Tons Missed” DA Methiod ERROH.m
Comment
User Spectra
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Formula Lalculator Element Limlts
[Element i L3ET3
C 3 &0
H a4 13
=] a4 30
Ll il 5
TFormula Calculator Results
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(CA5 HIE W 02 44,3852 24,2838 1.4B{C25 H36 Mt Na 02 a7.33
<o- End OF Repart -
b Agilent Technologies Page 1 of 1 Printed at: 3:11 PM on: 3/14/2012
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S16. IR (KBr disc) spectrum of vitextrifolin B (2)
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S17. '"H NMR (600 MHz, CD;0D) spectrum of vitextrifolin C (3)
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S18. *C NMR (150 MHz, CD;0D) spectrum of vitextrifolin C (3)
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S19. 'H-'H COSY spectrum of vitextrifolin C (3) in CDCl;
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S21. HMBC spectrum of vitextrifolin C (3) in CDCl;
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S22. NOESY spectrum of vitextrifolin C (3) in CDCl;
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S23. HRESIMS spectrum of vitextrifolin C (3)

Qualitative Analysis Report

Data Filenarme IMI-E5-POSD Sample Name ZMI-E5
Sampie Type Sample Position Fi-E2
Instrument Name Instrument 1 Lser Mame
Acg Method TEST-POS-08.m Acquired Time  3/14/2012 3:05:08 FM
IRM Calibration Status Sofe Tors Missed ' DA Method ERROR.M
Comment
User Spectra

Fragmentor Valtage Coligion Energy Tonization Mede

120 0 ]
%105 +ESI Scan (0.106-0.160 min, 6 scans) Frag=120.0v ZMJ-65-FPOS.d
383.2193
1 (M+Na)+

0.8

08

0.4

0.2 361.2368

338.3419 (M+H)+ _ 99,1933
335 340 345 350 355 360 365 370 375 380 385 360 395 400 405 410 415
ounts vs. Mass- harge (m/z}
Paak List
43 7 [Abund |Formula Ten
7L 1 18786
28827 1 [JHEEL
3012161 L |Erags
3022195 1 |19
383.2193 1 J111351 |C22 H32 Ha O+ (MMl
384.2226 1 |26281 (32 H3Z HaOs [M+Hai+
4152113 1 23377
4371934 1 73284
38,1964 1 [19441
4530671 1 |55668
Formula talculator Element Limiks
n [Hex |

C of 40
H of 120
o T
Formula Calculator Results
Farmula EES Tot Mass Ppm)_ |L6h Spedes Eore
C32 H32 04 TRUE 350,23 J6E2301 007|022 H32 Na 04 20, 7E|
L2 H3Y 04 TRUE 60,2390 J60.2301 1271522 HI3 04 .02
- End OF Bepart -
e Agilent Technalogios Page 1 0f 1 Printed at: 4:37 PM on: 3/21/2012
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S24. IR (KBr disc) spectrum of vitextrifolin C (3)
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S25. '"H NMR (600 MHz, CDCl5) spectrum of vitextrifolin D (4)

(mdd) 13
Ve

8¢ 0%V ¢V ¥¥% 9% 8% 0% 29 ¥S¢ 96 8¢ 09 29

9°¢

orT ¢1 ¥T1T 97T 8T 0% ¢¢ ¥¢ 97 8¢ 0¢ T°¢

8°0

1.00————- -H-14
1.003=——-  -H6
2.04 5= -H-16
2.0l == -H12

—-H-17

28

—
-

4.769
4.766
4.759
4.756




$26. *C NMR (150 MHz, CDCls) spectrum of vitextrifolin D (4)
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S27. 'H-'H COSY spectrum of vitextrifolin D (4) in CDCl3
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S29. HMBC spectrum of vitextrifolin D (4) in CDCl3
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S30.NOESY spectrum of vitextrifolin D (4) in CDCl3
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S31. HRESIMS spectrum of vitextrifolin D (4)

Qualitative Analysis Report

Data Fllename ZM1-65-POS.0 Sample Mame  ZMIGG
Sample Type Sampia Position Pi-E3
Instrument Name Instrument 1 User Name
#cq Methad TEST-POS-01.m Acquired Time  3/14/2012 3:06:95 P
IRM Calibration Status Serna Tans Misssd: © D& Method ERRORM
Comment
User Spectra
Fragmentor Valtage Codlision Energy Tamization Meds
120 ] Esi

%10 4 +ES1 Scan (0.143-0.176 min, 4 scans) Frag=120.0V ZMJ-66-FOS.d

B 319,227

{M+H)+

5 341.2087

4. (M+Naj+

3

2

357.1824
1 382 23489
4] - -
w0 B B a T

Pealk List
miE z [Abund [Formula Lon
252,479 1 |21937
3193271 1 |61823 |CIOH31I O3 {M+H}
20,2336 1 [13736  |C20H31 03 {M+H}+
31,2087 1 |36770  |CEDHID Na O3 {M+Hz)+
357, 1824 10252
43715332 1 (21167
453, 1669 1 21271
G59.4375 1 |33%28
R0.4305 1 {14236
o2 0098 14745
Formula Calculator Element Limits
Elermeant Min Max
[ 3 &0
H 9 130
&} a4 30
H & >
Formula Calculator Results
Tormula et |Mass Tot Mass ppm)  |lon Species Sonre
CA0 H30 03 TRUE 318.2195) 3182195 ~LABIC20 HI1 03 o0.14
COH3003 | TRUE 3iB.Z194 3182185 0.16|C20 H3O Na 03 25,64
--- Ertil O Rapart -
i Agllent Technologles Page1of1 Printed at: 3:15 PM on: 3/14/2012
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S32. IR (KBr disc) spectrum of vitextrifolin D (4)
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S33."H NMR (600 MHz, CDCl5) spectrum of vitextrifolin E (5)
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S34. C NMR (150 MHz, CDCls) spectrum of vitextrifolin E (5)
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$35. 'H-"H COSY spectrum of vitextrifolin E (5) in CDCls
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S36. HSQC spectrum of vitextrifolin E (5) in CDCl;
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S37. HMBC spectrum of vitextrifolin E (5) in CDCl;
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S38. NOESY spectrum of vitextrifolin E (5) in CDCl;

£soou
zL-fuz
zL-fwz

0°¢ g
L

Sy

(mdd) 73
g'e 0
1
o

0°¢

ST

0°T

09
GG
06
SV
0V

T T
bl bl
ol o

S C
02
ST
0°TH

i {ppm)

41



S39. HRESIMS spectrum of vitextrifolin E (5)

Qualitative Analysis Report

Data Filenarme M-Fied Sample Name  ZMI-72
Sample Typa Sample Position P1-A7
Instrument Name Instnanant 1 User Mame
Acq Method TEST-POS-DLm Acquired Tima  7/13/2013 12:01:33 PH
IRM Calibration Status i DA Method Delauit.m
Comment
User Spectra
Fragmentor Valtaga Collisian Emargy Tonmization Made
rie) o Es
%10 5 +ES! Scan (0,129 min) Frag=120.0v ZMJ-72-P.d
341.2097
1 (M+Ha)+
0.8 |
0.6- 3192274
+ 4+
ek (M+H)
0.2 333.2068
0 ; P | - =AY i Ll
315 320 325 330 33 340 345
Counts vs, Mass-lo-Charge (ﬁu’z}
Paak List
m/z z [Abund [Formula Ton
3192074 1 {43889 [C20H3I1 03 {taeH)s
L2097 1 §113540 EC20 H30 Ma 03 [M=Nal+
221l 1 §23143  JCR0 HIO ha O3 (M=Na)+
255 162 1 §32233
3572003 1 {26770
37313 1 {103013
FA2008 1 {23649
3B, 1744 22540
4371942 23077
4531676 1 |27400
Formula Caleulator Blement Dimits
[Element Hin Hax
o 2| 45
H 2| 200
] aJ 35
Formula Calculator Results
FAulE [Eest Mass Gt Mass [N (ppm)  [lon Spedies Trore
20 H30 O3 TRUE 318.2201 3162195 -2.05{C20 H31 03 93.11
C20 H30 03 TRUE 318,224 3182195 -2.57|C20 H30 Ka OF 96,65
== End Of Report
o Agiten Technologies Page 1 of 1 Printed at: 10:35 AM an: 7/19/2012
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S40. IR (KBr disc) spectrum of vitextrifolin E (5)
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S41. '"H NMR (600 MHz, CDCl5) spectrum of vitextrifolin F (6)
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S42. BC NMR (150 MHz, CDCls) spectrum of vitextrifolin F (6)
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S43. 'H-"H COSY spectrum of vitextrifolin F (6) in CDCl;
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S44. HSQC spectrum of vitextrifolin F (6) in CDCl3
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S45. HMBC spectrum of vitextrifolin F (6) in CDCl;
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S46. NOESY spectrum of vitextrifolin F (6) in CDCl;
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S47. HRESIMS spectrum of vitextrifolin F (6)

Qualitative Analysis Report

Data Filename IM1E0-Fd Sample Name  ZMI-E0
Sample Type Sampie Position Pi-al
Instrument MName Inslfrument L Usér Narme
Acq Method TEST-POS-01.m Acquired Time  7/1E/20L2 L0407 AM
IRM Callbration Status T oa Method Defaultm
Camment
User Spectra
Fragmentar Voltage Colliskan Energy Tonlzation Mode
170 a =]
wip 4 |*ESI Scan (0,116 min) Frag=120.0V ZMJ-80-P.d
A 33?.?3'?2 359.2193
(MHH)+ [M+Ma)+
3 |
2
| 351.2531
1 |
ol § .l.i| ‘.Ill! | | el |i.| [ !‘_
R T
Peak List
Mz z [Abund [Formula Tan
274274 33581
319.227 30665
3372372 1 14670 C20 H33 04 Ii+H )+
341208 29163
3592143 1 |40879 |20 H32 Ma 09 (MeNa)+
2912458 1 [111622
3922485 1 [25544
437.1937 1 {146413
AHL1971 1 {35442
4531674 1 |93448

Formula Calculator Element Limits

[Efement Hin Max
C 2 L
H 2 A
o] L]
Formula Calculator Results
Formula Bask Mazs Tot Mass Gilf (ppm) _|fon Species Soore
C20 HI2 04 TRUE 336,234 336,230 0,33)C20 H33 09 G065
C20 HI2 &4 TRUE 33623 336,230 0.0 C20 HE2 Na 4 96,91
—= End OF Report —
& Agilent Technolagies Page 1 aof 1 Printed at: 10:L0 AM on: 7/18/2012
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S48. IR (KBr disc) spectrum of vitextrifolin F (6)
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S49. '"H NMR (600 MHz, CDCl5) spectrum of vitextrifolin G (7)
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$50. *C NMR (150 MHz, CDCls) spectrum of vitextrifolin G (7)
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S51. 'H-"H COSY spectrum of vitextrifolin G (7) in CDCls
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S52. HSQC spectrum of vitextrifolin G (7) in CDClj
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S53. HMBC spectrum of vitextrifolin G (7) in CDCl;
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S54. NOESY spectrum of vitextrifolin G (7) in CDCl;
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S55. HRESIMS spectrum of vitextrifolin G (7)

Qualitative Analysis Report

Dixka Filename ZHI-A0-Put Sample Namea ZM1-50
Sample Type Eamiple Position PL-A3
Instrunment Name Instrumant 1 User Name
Acg Method TEST-POS-01.m Acquired Time  7/13/2012 12:04:51 P
IRM Calibration Status EoEE ] oA Method Defauit.m
Comment
User Spectra
Fragmentor Voltage collision Energy Torization Mode
120 ] Es
%10 5 +ES| Scan (0.113-0.154 min, 8 scans) Frag=120.0V ZMJ-30-P.d
341.2094
1.5 (M+Maj+
1 319.2272
(M+H)+
0.5 336.2537
3332086 ‘ |
0 Ll _i i g -
1% 229 Cnuntasa'.srs. Masg-efg-Chargae%[snﬂz} 2 e
Peak List
THE 7 [EBund |Formula Tan
LELOB5E 23029
319.2372 1 fa7ess  |caoH3L 03 {MeH+
336.2537 1 {51213
341, 2084 1 J174557 FC20 HI0 Na O3 [MeNa)+
3422126 1 (36840 JC20 HIO Na O3 [MENa)+
3512532 34583
3732355 1 |1B5186
3742385 1 J3mrrs
4052299 20EAE
4371938 1 {36383
Formula Calculator Element Limits
[Element Hin Max
C o
H 2 20
L a) 35
Farmula Calculator Resdls
Farmula Best  [Mass Tgk Mass | ppm)_ [lon Spedas Score
C20H 03 | TRUE 318.2149 318.2195 12 |C20 H31 03 G649
C20 H30 O3 TRUE 318.2301 31521495 0|20 HED Na O3 GE,#5|
— End Of Report -
E3 Agilent Technolagivs Page L af L Printed at: 10:36 AM on: 77192012
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S56. IR (KBr disc) spectrum of vitextrifolin G (7)

pe Transmittance [%6]
= O 20 40 &0 &0 100 120
;e_j
= m
B a
=
i m
= )
o =
= &
o &
o = %444, 57
o \
o !
3 .
E
g e
3 o
2 208044
"
=
E [=}
i}
g 3
) g
= 3
iy o
T
g T ]
25
-
175491
171531 z
1863 80 =
., 18sBrs n
g 198801 ~
S jageoy E
364,22 ;
132348 —
126386
117335 ==
L | 103438 =
o 02775 - -
= -
& =
875,72 =
24404 -
812483 =
L .
= £70.68
=
g % G5 G1
&
{w]

59



