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Abstract—Xnew arylketone, l-[2\4'-dihydroxy-3\5‘-di-{3'Cmeihylbut-2"-<nyl)-6'-methqxyi phenylethanone, was iso'; 
lated together with acronylin, acroveslone, bergapicn, /?-amyrin and three furoquinoline alkaloids from the root bark" 
of Acronychia pedunculata.. — \! • ' “ ‘v ■lL• '• V ' ° , / j ^  / !  ; . 1 '  .... .
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Acronychia pedunculata is a small tree widely distributed^ 
n Sri Lanka. Its bark is used as an'exlerhal application in>' 
he treatm ent of sores and ulcers [ l] .AThe furoquinoline- 
dkaloids, kokusaginine and evolitrine, have been isolated.' 
rom A. pedunatlata leavesjand.timbeprespectively [2 ]» . 
Vcronyliri and demethylacronyiin were found to be pres-:i 
nt in the stem- bark of .A.- laurifolia [3,-.4];«which, is r  
relieved to  be synonymous with A. pedunculata [1],

’ :.............. " r  V ’ *  ̂ ;
■* ■ ^  ’1 RESULTS AND*DISCUSSION* *

Chromatographic separation of the basic fraction of 
ae dichloromethane extract o f A. pedunculata root bark 
ave the furoquinoline alkaloids, skimraianine, dictamine 
ad kokusaginine. The neutral fraction on separation 
ave the new phenylethanone 1, acronylin (2J, acro- 
sione , the coumarin bergapten and the triterpenoid, 0- 
■nyrin. Cyclization of acronylin with D D Q  gave the

_____.___ . r* ••H .. it  w. * • ,•
m::

■ whose,*H N M R  spectrum showed two distinct singlets at. 
62.16 and 2.23 for the OAc methy) groups..JThe d iace ta te t 

“could no t havilhe^yrnm erricaj.structure  6, which w ou ld . 
,_be. expected /to  shpw^ a i sing|ecsignal fqf., jhese. me_thy!,I- 
~ g ro upsin .’H  N M R .T he phenylet/hanone/was therefore 1^ 

[2/,£-dihydroxy-3^51-di-<3|^ethylbu t_-2^-cnyl)-6'-;tneth-;;'

tromene 3. ,rj*
.^ e  IR spectrum of the phenylethanone 1, C I9H J60 * , 
p i l e d  it to  be an arom atic compound with chelated 

raroxyl and carbonyl groups. Its ' H N M R  spectrum 
■owed two D 20  exchangeable signals at 66.20 and 13.56 
■ggesting that only one of the two hydroxyl groups 
esent was chelated. Methyl singlets a t 63.70 and 2.66 
dicated the presence of an OM e group and  a -C O M e 
oup. A triplet at 6 5.29 ( J = 6  Hz) and a doublet at 6 3.36 
=  6 Hz) respectively due to  two vinyl protons and four 
nzylic methylene protons and two singlets due to four 
aylic methyl groups at 61.76 and 1.83 suggested that 
o  isopentenyl groups were attached to the arom atic 
cleus. Peaks at mfz 263 and 207 in the mass spectrum of 
for successive cleavage of the isopentenyl groups at 
nzylic positions provided additional evidence for the 
esence of these groups. The absence of arom atic proton 
itals in its ' H N M R  spectrum was in keeping with l 
ving-a structure containing a methoxy and an acetyl 
>up, two isopentenyl group and two hydroxyl group 
rslituents attached to a benzene ring.
3iogenetic considerations and the presence of a che- 
** hydroxyl group suggested two possible structures (I 

Q14) for the compound. Acetylation gave a diacetate 5,

EXPERIMENTAL"
■..•I -•■ . I.'. _,;i; /  O

w '  Mpsr uncorr,IR: K B rJH N M R :60 MHz, CDCI2 usingTMS. 
as inL standard. Optical .rotations: CHClj at 25°. Prep.'TLC: ' 
Merck silica gel PFJJ4,  J64. 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 Sri Lanka'and a voucher specimen 
has been deposited in the University herbarium. '

'■ Extraction. Dried ground 'A.~pedunculata"(6<sl bark (1.2 kg) 
was extracted with C H jCIj at 27°Jor two 24 hr periods each. 
Concn of the combined solns ga ve 150.3 g of the CH2C12 extract.

Separation o f the basic fraction o f the CH2CI2 extract. The 
CHjCl, extract (148 g) was dissolved in Et20  (500 ml) and 
washed with 2% H2SO». Concn of the CH2C12 layer at 40° gave 
the neutral fraction (140 g). The aq. layer was washed with Et20 , 
neutralized (Na2COj) and extracted with CH2CI2. Concn of the 
CH2CI2 extract at 40° gave the basic fraction (1.2 g).

Chromatography o f the basic fraction. The basic fraction (1.2 g) 
was chromatographed on silica gel using CH2Cl2-petrol mix­
tures for elution. Elution with CH2Cl2-petrol fl:4) gave a 
fraction which on prep. TLC (ElOAc-petrol, 1:4) followed by 
recryslallization from CH2Cl2-petrol gave dictamine (53 mg), 
mp 127-129° (lit. [5] mp 132°), skimmianine (14 mg), mp 
178-180° (lit. [5] mp 176°) and kokusaginine (17 mg), mp 
169-170° (lit. [2] mp 171°), identical with authentic material.

Chromatography o f the neutral fraction. The neutral fraction 
(140 g) was chromatographed (MPLC) on silica gel using 
hexane-CH2G j-M eO H  mixtures for elution. Elution with 
EtOAc-petrol (1:49) gave on trituration with EtjO, a yellow 
solid which crystallized from CH2Cl2-pelrol as yellow needles of 
acroveslone (220 mg), mp 143-145°, (lit. [6] mp 142-142.5°).

Elution with EtOAc-petrol (1:19) followed by flash chro­
matography (CHjClj-petrol, 1:9) gave /J-amyrin (33 mg), mp 
196-198°, [a]0 +87.3° (lit. [5] mp 197°. [a )0 +87°) and
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— rless needles of acronylin (2) (43 jng) mp 128-130° (lit. [3] 
' ‘■'•28-129°), and on prep. TLC (CHjCIj- petrol, 1:4,2 devel-_ 
^ n ls ) , l-[2',4’-dihydroxy-3',5’-di-(3"-methylbul-2’’-enyl)-6’- 
’■'~bxy)pheny!elhanone (1) as a yellow oil (43 mg) (HR-MS 
‘ 835 [M ]°; Calc, for C „ H j60*: 318.1831); IR v„„ cm -’:

4er
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3150,1660 and 1600;1H NMR: 6 1.76 and 1.83 (each s. 6H, 
e) 2.66 (s, 3H, COMe), 3.36 (d. 4H. J = 6 Hz. T-H), 3.70 (s,‘ 
)Me), 5.29 (t,2H ,J =  6Hz,2"-H) 6.26 and 13.56 (each s, 1H; 
exchangeable, OH); MS m/z (rel. inc): 318 [M ]° (100), 303

n t

775 (33). 263 (54). 247 (72). 219 (12) arid 207 (II).i 
atioh with ElOAc-hexane (3:17) followed by prep. TLC- 

riClj-petrol, 1 ;9)"g<we* berga'plen' as7 colourless r oeedles 
*  J8). mp 186-188° (lit [5] mp 188-191°).' ...

/dilation of 2. Acronylin (2) (31 mg) in C6H6 was treated ' 
'* ‘ DDQ (0.1 g) at 60° for 8 hr. The usual work-up followed by' 

TLC (CHjClj-petrol, H 1:9) gave 6-acetyl-7-hydroxy-5- 
^\oxy-27-dimethylchromene (3) (26 mg), as a yellow oil,

av<“ „

ndiave. 
sst

cetylation of

c m '1: 3350, 1640 and 1590; ’H NMR; 61.50 (i, 6H, 2- 
2.66 (*, 3H, COMe) 3.73 (s. 3H, OMe) 5.24 (d, IH. J 

1 Hz, 3-H) 6.23 (s, 1H, 8-H) 6.62(d. IH, J = 10 Hz, 4-H) and 
‘4 (s, IH. DjO exchangeable, OH); MS m/z (rel. int.) 248

“)° (31), 206 (46). 193 (100) and 151 (71)- ~ .........................
*cetylotion o f 1. Phenylethanone I (20 mg) with Ac20 -  

'^jdine (I ;2, 3 ml) at 27° for i8 hr gave on work-up (l-[2’,4’- 
j . {<loxy*3',5'-di-(3"-methylbut-2"-enyl}-6'-methoxy] phenyl- 

. inone (5) (28 mg), as a yellow oil, IR v „ , c m " 3350, 1760, 
and 1600; ' HNMR:  61.74 (s, 12H, 3"-Me), 2.16 and 2.23
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(each s, 3H. OAc), 2.50 (s, 3H. COMe). 3.13 (m, 4H, Wm  = 6 Ha 
l"-H), 3.66 (s, 3H, OMe) and 4.80-5.20 (m, 2H, 1 ^ = 6  Hz, 2"- 
H); MS m/z (rel. ini.): 402 [M ]° (5). 359 (100), 354 (14). 317(27) 
302 (100), 389 (28) and 21.9 (82).
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