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Albwtruk

Fajian kimin doun Bitangaur (Cwlopfelfar sordaied Bunm L) menghasilkan seigrpenoid ciocin lima frisdelin
(I}, Penetapun struklur senyaws basil oozt dilzkukan desgan data-dara spekiroskop seperti spektrofotometer

inframeral, 'H dan "0 RMI dan spekiroskopi masa,
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[ntroduciien

Mozt ul the known  eonstituents reported  from
Calogfollner species (Guttiferac) wene derived from
sintome, suumany, ehadehon,  Biavonoid and riterpen
clervite (Dennseiara g alf, 1975 Cao, e wl, 1997
Chithirg, of of, 1999 A& famous anci-HIY compound
calimolide from Calopdaflam mopdgdas is now in
clinical trial fo be nse as future AITDS drug (Tawtomo,
20000, Gunesekarn e o (19T who investiogate O
cnelcliam Thw, aed O sowlaned Burmafo led do
identify several compounds froan the barx and fimber
of  ©  cmelier such a0 calaba-xanthone,
trapezfolicantone, pedeoxyjacoreubing  Lo-dibvdroxy-
G i e 3 LB D L7 -dilydrosy xanthone. [-
hydroy-S-methoxyxanthone,  L3.5-trhydroxy-2-(3-
methylln-Z-enylixanthon, taraxerol. simiaren-35-ol,
friedelin, f-sitasiercl and soapeialic acid, While from
O seadaned they Tound seulanrolide and taraxerons
together with taraxercl, 13, 5-rihydroxy-2-C3-methyl-
Buat-2-eny Dxanthon and f-siostens

In West Sumatra-Indonesia, Calophyiiin soulatie is
endemic plant in the Finang-Finang villuge forest
Traditionally, the bark uf plant is vsed for fish poison
and the Teaves is wsed for arthritis ilnass or making
Jaumu' for horses if animal being unwell (Burkiil,
[%9a6s, However, the information of chermstry of this
plant is sl limited. We reported previously a
Bilaveroid amentoflavon as flavoneid  constitient
from the leaves of this plant. In this sudy, we describe
the izolation of & pamtacyelic triterpenoid [riedelin {1)
anid reported rstly from the leaves of this plt,

MATERIALS AND METHODS

General: Melting point wag determined on Fisher
melling point apparatus and uncorrected.  Infrizned
spectrum was recorded as potassium bromide dize
using a Biorad FTIR instument. 'H and “C NMR

spectra were determined in CDCL; on a Bruker
spectrameter ar 300 end 125 MHz, respectively. An EI
spectrum was obtained on Micromass Quatre 11 mass
spectrometsr. Coluomn chromatography was performed
on silica gel G (Merck, 7743} and TLC on silice gl
with indicator af 234 nm { PolyGram Sil GUN 0

Plawt meiderinds: The leaves of Calopladion sowlaned
were collected  from Pinane-Pinang  region,  West
Sumatra  Indoresiz in 2004, Identitication of O
gogdlaties wis done in Herarinm Biology=-FRIPA, the
University of Andalas (AWDAL

Extraction amd perification: The fresh leaves (5.2
Bt of Catopliplfion saafamer were chopped o small
proces, and deen exteacted with anethanol for 3 doyvs.
Extraction was repeatad 1wice more and the combined
exIFAeDs were concentratad in veono o ahoat | L. The
mmetbimclic extrast wis witerated with hexane and then
with eibivl acerate, seccessively, 10 separale non-polar
and  semioopolar componnds, Waker  fraction was
axtaeied  owith w-bathanal, Al fraction wenes
evaporared S vaoies 10 give a residue; 287 g, 167 ¢
and 48.6 g. for hexane, cthy! acelate and n-butanot
respectively,

Sitgen  gram of  ethy]  acetate  fraction  were
chromatographed en column chromalography  using
silica gel G {150 ¢ on 3 % 60 cm column} and then
eluted successively with hexane, hexane-gthyl acetate
and  ethyl acelate-methanol  mixes of  incieasing
polaricy prosressively, Each fractions coliected wene
spolled on TLO plaz and thea elured with n-hexane-
ethwl acetate [1:A7 or ethyl acetate-methans! (1% The
spots with similar BE value on TLC were combined
and cvaporated the solvent fo give ten sith-fractions
{C5-Et-01 — C5-E1-100 Sub-fraction from C5-EE-05
10 Cs-E1-07 showed a yellow pale precipitate and then
erystallized with methanel o afford 430 mg of
biflavonoid amentoflavon,
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The minor compound from these faction {(C5-Et-02
and CE-E1-03; named C3-Ei-23) showed green-violer
spot on TLOC with wanillin - sulfuric acid. The
combined sub factions (2,1 gl werg chromarsgraphed
o silica pel (308 on 2 & 30 cm column) and i-hexane-
elhiyl zeetaie pradient solvent system were used as
sobvent clution, Afer eollecting each fraction and then
mionitorsd on TLZ, the spots giving positive reaclion
with vaznillin = sullurie aeid were combined, One
mijor spoi owas  oollecled  (CS-EE3- 1309 and
crvstallized wsing acetonesmethansl 1w give a pale
erystalline powder {150 me}, mup. 262-263"C,

RESLLTS AND DISCUSSION

The ethyl acefate extrect of the leaves of Cafopdndivm
sondtatred was partitioned over Silica gel column wsing
hexane with increpzing polarity by ethy] acetaie as
solvent system. From previous work, we oblained 2
hiflavonoid amentoflavon as a major componenl ffon
the ethy| acetate fraction of £ senfowed. Indeed, apart
of favoneid contzining-fraction, a second major band
was observed when the TLOC plat of this fraction was
frepted  with  vanillin-sulfuric acid  reagent, Thus,
indicating this cxtract containg also  triterpencid
eognpound. Pursue our work on this extract lead us 10
iselate a pale eristalin powder (I), mp 262-263 "C
fref. 263 °C). R v, em™s 1777 (C=0 stretching),
2057 and 1390 (C-H streiching and C-H bending,
respectively), The M5 spectrum showed o modecular
00 penk at e 2

The '"H WAMR of (1) (Fig. 1} revealed signals for =even
singhet of methyvls at & 118 {H-28L1.05 (H-Z7), 1.01

(H-26). 1,00 (H-30}, 0.96 (H-29),0.87 (H-25) and 0.73

1 Snins Tex, Far, 130212008

(H-24}., & doublet of methyl a1 & (ppm} 088 4, J =
6.64 Hz, H-23). a mething proton{CHY at & 2.25 (g, /=
o.64 Hz, H-d), and methylens protwons (CHp) a0 &
(prm) 240 (ddd, J = 1396, 5.26, 2.06 He, H-2) and &
23l (ddd, 4 = 13%6, 0% 115 Hz H-2.
respectively, There 15 no vinylic signil obsarved.
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The "C of NMR specira showed a total of 20 carbon
atoms were observed including one of ketone carbos
at §=213.23 ppm. The remaining of 2% carbons wis
cheracierized by DEPT specira {spoctra nob showi)
indicating the present of § methyl groups along with
11 af CHa 4 ol CH and 6 ol gquatemnary carbong
(minus C=0). These data showed that compound (1}
seemed to he friedelin (Akihisn enad., 19925 The Be
MR data (Tab 17 was jdencical with those reparted in
lierarure for friedelin (Mahato nond Eundo, 1994,
Tharefore,  the  molzcular formula of () was
determinad  as CiHa O, whick cormrespond with &
ipofecular ion (M, o) = 4260,
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Fig. 1, "H NMR spectre of compound {T) in COCL (insert pegion 07 - L2 and 2.3 - 2,43 ppm]
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Table 1. “C NMRE of biterpensid isoluted from
Cedopdfium sonlaitei in CDCL, & (ppm)

No.of € Comp () Frizdelin Exp

| blahzia, 14964 |

| 2227 223 CH;
2 41.52 415 CH.
1 213.23 213.2 C=0)
4 58,22 58.2 CH
5 42.14 42,1 C
& 41.28 41.3 CH,
7 i§.23 15.2 CH:
8 53.09 31.1 CH
9 3744 17.4 C
I 39.47 50 4 CH
B 35.62 356 CH;
2 10,49 305 CH;
13 3969 39.7 C
4 36,29 383 C
|3 32.41 32.4 CH,
16 36.00 36.0 (H,
17 2699 3.0 C
18 42,78 428 CH
1% 33.33 353 CH:
20 28.16 8.1 C
21 3276 327 CH;
12 16,24 39.2 CH,
23 6,81 6.8 CH;
24 14,65 14.6 CH:
23 17.93 1Ty eH:
26 20.25 20,2 CHs
27 15,63 18.6 CH,
28 12.08 32, CH;
; 35.01 350 CH;
0 3L 3.8 CH:

Frigdelin iz a rriterpesoid  common i pland
Kingdom and this compound wis isolaed lor the
first rinte from Horaegong madagascaviensis Lam,
or Poir (Clusiaceae). The stereochemisoy of this
terpenoid was deduced afier s ervstal strucrure
estitblished in 1989 and then reinvestigate apain by
Declercg e el in 1991, The distribution of {1

the plant Kingdom  mainly in the family of

Celastraceae,  Guitiferae  and  Flacourtiaceae
tGunatilaka, 1984). From Calopfpdllee specics,
friedelin hus been repomed from  Calopfyflum
inopleilnn (AL ef al, 1999; Yimdjo, er of, 2004),
O oprocilises {Cap, ef o, 1997, O Tanbaeisis, O
dovaitesil (Dhamaratne, ergd,, 19840, O colobo
i(Gunatilaka, er al, 1984), C omoemem (Banerji, o
al, 1977y and O cwneifodivn (Gunasekera, o &l
19770, but none mentioned before from O sondarie

I S, Tek. Far, 13022008

Despite of his compound found in many medicinal
plants, several hioassays has been done, It sesm
it friedelin has ne effect on antimicrobial activity,
antioxidant, evieloxic test and  antioleerogenic
Lramg. er wf, 2008 Sohhadhbirasskul  and
Pechpongs, 2005, Qusiroga, er af,, 2000). However,
exiract Bambon contaming rich in friedelin was
reporied o have wvasodiletor effect (Jiag, of o,
20071 and  friedelin derivates have potential
cvtoloxic effect 1o msect and  mammalian cell
(hoiteiro, er af, 2004]
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