J. Braz. Chem. Soc., Vol. 24, No. 4, S1-S9, 2013.

° Printed in Brazil - ©2013 Sociedade Brasileira de Quimica
Supplemen tary Informa tlon 0103 - 5053 $6.00+0.00

Ficusonic Acid: a New Cytotoxic Triterpene Isolated from
Maytenus royleanus (Wall. ex M. A. Lawson) Cufodontis

Ala Ud Din,** Ghias Uddin,* Nusrat Hussain® and Mohammad Iqbal Choudary®

“Center for Phytomedicine and Medicinal Organic Chemistry, Institute of Chemical Sciences,
University of Peshawar, Peshawar-25120, Pakistan

bInternational Center for Chemical and Biological Sciences, HEJ Research Institute of Chemistry,
University of Karachi, Karachi-75270, Pakistan

(a) Maytenus royleana
(13 kg Roots)

Extracted with
80% MeOH/H,0

Crude extract

(100 g)

Extraction 3X with pet. ether (2L) | Dissolved in distilled water (2 L)

g

added 200 m1 | polarity changed to
MeOH 10% MeOH/H,0

+ CH,Cl, three times (2 L)

Aqueous extract
CH,Cl,fraction|

FB(11.5g)

added 1.8 L | polarity changed to
MeOH 50% MeOH/H,0

+ CH,Cl, three times (2 L)

CH,Cl, fraction polarity changed to
FC(7g) 70% MeOH/H,0
Not proceeded + CH,Cl, three times (2 L)
in present work

Chart S2

CH,Cl, fraction
FD (10 g)

Not proceeded

Not proceeded

(b) DCM soluble fraction (FB) '

Column chromatography
(see Experimetnal section)

FDlFlI FD1F2||LD|F3 || FD1F4 J[FD1F5 [ FD1F6 | [FD1F7 ]

HPLC with gradient

10-100 MeCN/H,0 Column chromatography
(see Experimetnal section)| (see Experimetnal section)

Compound (1) Compound (2) Compound (3) Compound (4)
(8 mg) (5 mg) (20 mg) (22 mg)

Figure S1. Extraction (a) and isolation (b) schemes of Maytenus royleanus.

*e-mail: allauddin77 @yahoo.com



S2

Ficusonic Acid: a New Cytotoxic Triterpene Isolated from Maytenus royleanus

Zhdnm - POA I54.0 nm.

- - 4,,__,, R

: =i | P ‘”‘\h __,__________,L—:

e —

ﬂm—‘

e B ﬂﬂ*

AROne -POA MO ewn

=y

wtlcom

SN N T S

,Lf ﬂ ‘ \

J. Braz. Chem. Soc.

i 500 ¢
. N"J i Pl L.,#_w_ =
ooo sco NEBE 18’00 2= 00 35 00 000

m

Figure S2. LCMS profile of fraction FB (MR7FD).

Figure S3. The LCMS data of compound 1.
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Figure S4. 'H NMR spectrum (500 MHz, CD,0D) of compound 1.
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Figure S5. '"H NMR spectrum (500 MHz, CD,0D) of compound 1.
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Figure S6. 'H NMR spectrum (500 MHz, CD,0D) of compound 1.
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Figure S7. *C NMR spectrum (125MHz, CD,0D) of compound 1.



Vol. 24, No. 4, 2013 Din et al.

[

120 110 160 a0 80 70 ISICI 50 40 30 20 ppm
Figure S8. *C NMR spectrum (CD,0D) of compound 1.
: : : : e e
125 120 4145 410 105 100 a5 an AR5 RO T5 70 R5 RN K5 nam

Figure S9. *C NMR spectrum (CD,0D) of compound 1.
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Figure S10. gCOSY spectrum (CD,0D) of compound 1.
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Figure S11. HMQC (CD,0D) spectrum of compound 1.
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Figure S12. gHMBC spectrum (CD,0D) of compound 1.
[Data Information]
Creation Date 572172011 9:39 AM
[Measuramant Information]
Instrument Name Polarimeter
Model Name P-2000 I 29
Serial No a0B0061232 >/ -3/ [ o
Polarizer Glan-Taylor Prism
Faraday Cell Quartz
Accessory RSC-200 £ . £
Accessory S/IN B044761260
Light Source wi
Monitor wavelength 589 nm
DAT 5 sec
MNo. of cycle 1
Cycle interval 0 sec
Temp. Monitor Cell
Temp. Corr. Factor None
Apertura{S) B.0mm
Aperture(L) Auto
Mode Optical Rotation
Factor 1
No. Sample Name Measurement Date  PMT Voltage[V] Temp [{C] | Optical Rotation Monitor | Optical Rotation[deg] Commaent
1 Blank | 5/21/2011 9:34 AM | 211 20.67 | -0.3068 |
2 MR7FD-2A 5/21/2011 8:36 AM | 212 29.70 |-0.3172 -0.0104 Alauddin
3 MR7FD-2A | 5/21/2011 9:36 AM | 2156 29.71 | -0.3168 -0.0098 . Alauddin
4 MR7FD-2A | 5/21/2011 9:36 AM | 212 2072 | -0.3160 = | -D.0092 Alauddin
5 MR7FD-2A | 5/21/2011 9:36 AM | 211 2972 -0.3165 0.0097 Alauddin
6 MR7FD-B 5/21/2011 9:38 AM 2089 20.73 | -0.3190 -0.0122 Alauddin
7T MR7FD-B §5/21/2011 .38 AM | 210 2074 -0.3187 -0.0119 Alauddin
a8 MR7FD-B 5/21/2011 9:39 AM 212 29.75 -0.3154 -0.0086 Alauddin
k) MR7YFD-B | 5/21/2011 9:39 AM 209 29.76 L -0.3111 -0.0043 Alauddin
10 MR7FD-B | 5/21/2011 9:39 AM 212 2977 -03128 -0.0060 Alauddin
11 MR7FD-B S5/21/2011 939 AM 211 29.78 03111 -0.0043 Alauddin

Patllergte = 1omm
'\!'L!r = ,ZM—L

Figure S13. Optical rotation data of compound 1.
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Figure S14. HRESI-MS (+ve) data of compound 1.
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Figure S15. gNOESY spectrum (CD,0D) of compound 1.
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Figure S16. Cytotoxic activity (PC-3) of compound 1.
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Figure S17. Cytotoxic activity (HeLa) of compound 1.



