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\bs(ract—A new arylkelonc l [2'" -dlhy&roxy Ly -di{3"- mcthylbul 2"-<nyl)-6'- mcthoxy] phcnylcthanonc was |so-,‘
lated logether with acmnylm acrovcstonc, bcrgaplcn ﬂ amynn and three furoquinoline alkaloids from the root bar_k;
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SR 'N,‘:‘}OE,UE@_:?,‘”;?.:S I.'....',.I.‘_._.' “- whose *H NMR spectrum showed two distinct s:ng!cts at.

B 4cron)chm pzdunculata 1s a small tree wxdcly distributed .

o Sri Lanka. Its bark is used ‘as aii éxternal application ins~

6216 and 2.23 for the OAc mcthyl groups. - The dnacclalc,
¢ould not have t the symmctncal slructurc 6 which would

he treatment of sores and ulcers (11, The furoquinoline - bS: expected, to_show. a_singe,signal fof, these, methyly:

Ukaloids, kokusa ginine and evolitrine, havc been isolated!
; rom A. pedunculata leaves and, llmbc_; respccuvcly [2])-..
' \cronyhn and demethylacronylin were found to be pressi

nt in the stem. bark- of .A- laurifolia [3,.4);«-which. is:

: )e.xcvcd to be synonymous with A pedunculnta {1l.
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Chromalograph:é separation of the basic fraction of
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e dichloromethane extract of A. pedunculaia root bark .

ave the furoquinoline alkaloids, skimmianine, dictamine
nd kokusaginine. The neutral fraction on separation
ave the new phenylethanone 1, acronylin (2), acro-
sstone, the coumarin bergapten and the triterpenoid, §-

myrin. Cyclization of acronylm vmh DDQ gavc thc
¥omene 3. - : - RS '7 .o

'%c IR spectrum of 1he phcnylcthanonc I, CwH 2‘,,O..
“™ated it to be an aromatic compound with chelated
idroxyl and carbonyl groups. Its "HNMR spectrum
owed two D,0 exchangeable signals at §6.20 and 13.56
iggesting that only one of the two hydroxyl groups
‘esent was chelated. Methyl singlets at §3.70 and 2.66
dicated the presence of an OMe group and a -COMe
oup. A triplet at §5.29 (J =6 Hz) and a doublet at §3.36
=6 Hz) respectively due to two vinyl protons and four
nzylic methylene protons and two singlets due to four
1ylic methyl groups at §1.76 and 1.83 suggested that
o isopentenyl groups were attached to the aromatic
cleus. Peaks at m/z 263 and 207 in the mass spectrum of
for successive cleavage of the isopentenyl groups at
nzylic positions provided additional evidence for the

* ssence of these groups. The absence of aromatic proton
nals in its '"HNMR spectrum was in kecping with 1
ving-a structyre containing a methoxy and an acetyl

up, two isopentenyl group and two hydroxyl group
sstituents attached to a benzene ring.

3iogenetic considerations and the presence of a che-
«d hydroxyl group suggested two possible structures (1
i 4) for the compound. Acetylation gave a diacetate §,
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groups in ’H NMR. The phcnylcthanonc was therefore 1- i
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Vo Mps uncorr; IR_ KBr,'H NMR: 60 MHz, CDCl; using TMS.

as int standard. Optical rotations: CHCly at 25°. Prep’ TLC:~
Merck silica gel PF 4., 36s- Petrol: 40-60°. Identities of com--
pounds were established: by- mmp,' IR and 'HNMR com-’
parisons, unless otherwise stated. A. pedunculata was collected
from Gannoruwa in central Sn Lanka':and a voucher specimen
has been deposited in the University herbarium, -

Extraction. Dried ground 'A."pedunculata’toot bark (1.2 kg)
was extracted with CH,Cl, at 27°. for two 24 hr periods cach
Concn of the combined solns gave 150.3 g of the CH;CI, extract.

Separation of the basic fraction of the CH,Cl, extract. The
CH,Ql, extract (148 g) was dissolved in Et,0 (500 ml) and
washed with 2% H,SO,. Concn of the CH,Cl, layer at 40° gave
the neutral fraction (140 g). The aq. layer was washed with Et;0,
neutralized (Na,CO,) and extracted with CH,Cl,. Concn of the
CH,Ql, extract at 40° gave the basic fraction (1.2 g).

Chromatography of the basic fraction. The basic fraction (1.2 g)
was chromatographed on silica gel using CH;Cl,-petrol mix-
tures for clution. Elution with CH,Cl,-petrol 1:4) gave a
fraction which on prep. TLC {E1OAc-petrol, 1:4) followed by
recrystallization from CH,Cl,-petrol gave dictamine (53 mg),
mp 127-129° (it. {S] mp 132°), skimmianine (14 mg), mp
178-180° (lit. (5] mp 176°) and kokusaginine (17 mg), mp
169-170° (lit. [2]) mp 171°), idenlical with authentic material.

Chromatography of the neutral fraction. The neutral fraction
(140g) was chromatographed (MPLC) on silica gel using
hexane-CH,C1,-MecOH mixtures for elution. Elution with
EtOAc-petrol (1:49) gave on trituration with Et(,0, a yellow
solid which crystallized from CH,Cl,-petrol as yellow needles of
acrovestone (220 mg), mp 143-145°, (lit. [6] mp 142-142.5°).

Elution with EtOAc-petrol (1:19) followed by flash chro-
matography (CH,Cl,~petrol, 1:9) gave f-amyrin (33 mg), mp
196-198°, [a), +87.3° (lit. {S] mp 197°, {a), +87°) and
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—-—tless “needles of acronylm (2) (43 mg) mp 128 l30° (i, [3]
4 “28-129°), and on prep. TLC (CH,Cl,-petrol, 1:4,2 devel-_
“nts) 1-{2'4'dihydroxy-3, s'-di{3"-methylbut-2"-enyl)-6'-
mbxy]phenylcthanonc (1) as a yellow oil (43 mg) (HR-MS

‘4';,835 (M]*; Calc. for C,oH,40,: 318.1831); IR v, cm™":
n 53150. 1660 and 1600; _’HNMR: &1.76 and 1.83 (cach s, 6H,

he e), 266 (s, 3H, COMe), 3.36 (d. 4H, J =6 Hz, 1"-H), 3.70 (s.
ki dMe), 5.29 (¢, 2H, 7 =6 Hz, 2"- H)626and 13. SG(cach:, 1H;

ror  exchangeablé, OH); MS m/z (rel.int) 318 [M]* (100, 303 -

1215 (33}, 263 (54), 247 (72), 219 (12) and 207 (11} 5 =~

a ation with EtOAc-hexané (3:1m followed by prep. TLC'

seli }Cl,-pctrol. 1:9) "gave bergdpten ' as? colourlcs§ nccdlcs
‘g). mp 186-188° (lit. {S] mp 188-191°). R

. “xlization of 2. Acronylin (2) (31 mg} in C,Hg was tn:a!cd
" DDQ (0.1 g) at 60° for 8 hr. The usual work-up followed by’

C' TLC (CH,Cly~petrol, H 1:9) gave 6-acetyl-7-hydroxy-5-

xoxy-Z.Z-dnmcthylchromcne (3) (26 mg), as a yellow oil,

av(‘“ cm™}: 3350, 1640 and 1590; *H NMR: 51.50 (s, 6H, 2-

ad' 266 (s, 3H, COMe), 3.73 (s, 3JH, OMe), 5.24 (d, IH, J

av{) Hz 3-H),6.23 (s, 1H, 8-H), 6.62 (d, 1H, J =10 Hz, 4 H) and

Ste (31), 206 (46), 193 (100) and 151 (11}~

cetylation of 1. Phenylethanone 1 (20 mg) with Ac,0-

dine (1:2, 3 ml) at 27° for 18 hr gave on work-up (1-[2'4"
dic eloxy-3",5'-di{3"-methylbut-2"-enyl)-6'-methoxy] phenyl-
y‘d inone (5) (28 mg), as a yellow oil, IR v_,, cm™*: 3350, 1760,

0 and !600‘ ‘H NMR 8174 (s, 12H, 3"-Me), 2.16 and 2.23
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170 28:4-0

4 (s, 1H, D,0 exchangeable, OH}, MS m/z (rel. mt): 248

(cachs 3H, OAc) 2.50(: 3H COMc). 3. 13(m
1“-H), 3.66 (s, 3H, OMe) and 4. 80-5.20 (m, 2H, W,,, =6 Hz, 2"-
H); MS m/z (gel.int 402 [M]" (5). 359 (100}, 354 (14). 317 Q@n.
302 (100), 389 (28) and 219 (82)
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