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Abstract-A new arylketone, 1-[2’,4’-dlhydroxy-3’,5’-dl-(3”-methylbut-2”-enyl)-6’-methoxy]phenylethanone, was ISO- 
lated together with acronyhn, acrovestone. bergapten, P-amyrm and three furoqumolme alkalotds from the root bark 
of Acronychlu pedunculuta 

INTRODCCTION 

Acronychm pedunculuta IS a small tree widely dtstrtbuted 
m SD Lanka Its bark IS used as an external apphcatton m 
the treatment of sores and ulcers [l] The furoqumolme 
alkalords, kokusagmme and evohtrme, have been Isolated 
from A prdunculata leaves and timber respectively [2] 
Acronylm and demethylacronylm were found to be pres- 
ent m the stem bark of A kwrfolm 13. 41, whtch IS 
beheved to be synonymous with 11 peduncu/atu [l] 

whose ‘H NMR spectrum showed two dlstmct smglets at 
62 16 and 2 23 for the OAc methyl groups The dtacetate 
could not have the symmetrtcal structure 6, which would 
be expected to show a single sIgna for these methyl 
groups m ‘H NMR The phenylethanone was therefore I- 
[2’,4’-dlhydroxy-3’,5’-dl-(3”-methylbut-2”-enyl)-6’-meth- 
hoxy] phenylethanone (1) 
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RESLLTS AND DISCCSSION 

Chromatographtc separation of the basic fractton of 
the dichloromethane extract of A pedunculatu root bark 
gave the furoqurnohne a&&~&, skrmmranme, drctamrrie 
and kokusagmrne The neutral fraction on separatton 
gave the new phenylethanone 1, acronylm (2) acro- 
vestone, the coumarm bergapten and the trtterpenold, b- 
amyrtn Cychzatton of acronyhn wtth DDQ gave the 
chromene 3 

Mps uncorr, IR KBr, ‘H NMR 60 MHz. CDCI, usrng TMS 

as mt standard Optrcal rotatmns CHCI, at 25 Prep TLC 
Merck smca gel PFzs4 f )hh Petrol 40-60 ldentrttes of com- 

pounds were established by mmp, IR and ‘H NMR com- 
PaiXWE, U&% 0tkerWisc S&i?& :* pt&Wa crbici W d‘i CUkTkd 

from Gannoruwa m central Srt Ldnkd ,md d voucher spectmen 

has been depostted m the Umvcr5tty herbarium 

Esrruc~ton Drted ground 4 prdunc~iatu root bark (1 2 kg) 

was extracted wtth CH,CIZ at 27 for tu’o 24 hr periods each 

Concn of the combmed solns gave 150 3 g of the CH2CI, extract 

The IR spectrum of the phenylethanone 1, Ci .H,,U,, 
mdtcated tt to be an aromatic compound wtth chelated 
hydroxyl and carbonyl groups Its ‘HNMR spectrum 
showed two DzO exchangeable signals at 66 20 and 13 56 
suggestmg that only one of the two hydroxyl groups 
present was chelated Methyl singlets at (i3 70 and 2 66 
mdtcated the presence of an OMe group and a -COMe 
group A trlplet at h 5 29 (J = 6 Hz) and a doublet at 63 36 
(J = 6 Hz) respecttvely due to two vtnyl protons and four 
benzyhc methylene protons and two smglets due to four 
vmyhc methyl groups at 6 1.76 and 1 83 suggested that 
two tsopentenyl groups were attached to the aromatic 
nucleus Peaks at m/z 263 and 207 m the mass spectrum of 
1 for successtve cleavage of the tsopentenyl groups at 
benzyhc posmons provided addmonal evidence for the 
presence of these groups The absence of aromatic proton 
signals m tts ‘HNMR spectrum was m keeping wtth 1 
having a structure contaming a methoxy and an acetyl 
group, two tsopentenyl group and two hydroxyl group 
substttuents attached to a benzene rmg 

Separetm of the ham fmc~m I),! the CH,CI, ~~tra<t The 
CH,CI, extract (148 g) was dtssolved m Et,0 (500 ml) and 

washed wtth 2% H,SO, Concn ofthc CH,CI, layer at 40 gave 

the neutral fractton (140 g) Theaq layer vvds w‘ished wtth FtzO, 

neutralized (Na,CO,) and extracted wtth CH,CI, Concn ol the 

CHZCI, extract at 40 gave the baste traction (1 2 g) 

Chromatnyraphv oj thr haw fm ~WI The basic fraction (1 2 g) 

was chromatographed on sthca gel usmg CH,Cl,-petrol mtx- 

tures for elutton Fiutton wtth CH,CIZ~petrol ‘I 4) gave d 

frdctton whtch on prep TLC (EtOAc petrol, I 4) followed by 

recry\talhratton from CH,CI, petrol gave dtctamtne (53 mg). 

mp 127-129’ (ltt LS] mp 132 1. sklmmtdnme (14mg). mp 

17X%180 (ht LS] mp 176 ) and kokuadgmme (17 mg). mp 

1699170 (ht [2] mp 171 ), tdenttcal with authenttc maternal 
Chromaroqruph~ of the nwtrul jruc fwtt The neutral frdctton 

(14Og) was chromatographed (MPLC) on sthca gel usmg 

hexane-CHJI, MeOH mixtures for elutton Elutton utth 

EtOAcpetrol (1 49) gave on trtturatton wtth Et,O. a yellow 

soltd which cryatalhzed from CH,C12-petrol as yellow needles of 

acrovestone (220 my), mp 143 I45 . (ht L6] mp 142 142 5’) 
Btogenetlc constderattons and the presence of a che- Elutton wtth EtOAcpetrol (I 19) follovvcd by gdsh chro- 

lated hydroxyl group suggested two posstble structures (1 matography (CH,Cl,-petrol. I 9) gave /I-nmyrm (33 mg). mp 
and 4) for the compound Acetylatlon gave a dlacetate 5. 196 198 ) [r& +x73 (ht [5-j mp I97 1 Ix],, +87) dnd 

1278 



1 RI = R3 = H, R2 = Me 

4 R’ = Me, R= = R’ = H 

5 R’ = R3 = COMe, R* = H 

6 R2 = RJ = COMe, R’ = ti 
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colourless needles of acronylm (2) (43 mg) mp 128-130” (ht. [3] 

mp 128-129”), and on prep. TLC (CH,Cl,-petrol, 1.4,2 devel- 
opments), 1-[2’,4’-dlhydroxy-3’,5’-dl-(3”-methylbut-~-enyl)-~- 

methoxy]phenylethanone (1) as a yellow 011 (43 mg) (HR-MS 

318 1835 [Ml’; Calc. for C,,H,,O, 318.1831); IR vmnX cm-’ 

3350,3150,1660 and 1600, ‘H NMR 6 176 and 183 (each s, 6H, 

3”-Me), 2 66 (s, 3H, COMe), 3 36 (d, 4H, J = 6 Hz, 1”-H), 3.70 (s, 

3H, OMe), 5.29(t, 2H, J=6 Hz, 2”-H)6.26 and 13.56(each s, lH, 

DzO exchangeable, OH), MS m/z (rel mt.): 318 [M]’ (lOO), 303 

(47), 275 (33), 263 (54), 247 (72), 219 (12) and 207 (11). 

Elutlon with EtOAc-hexane (3.17) followed by prep. TLC 

(CH,Cl,-petrol, 1 9) gave bergapten as colourless needles 

(45 mg), mp 186188” (ht [S] mp 188-191”) 

Cyclrzntmn of2 Acronyhn (2) (31 mg) rn C,H, was treated 

with DDQ (0 1 g) at 60” for 8 hr. The usual work-up followed by 

prep TLC (CH,CI,-petrol, H 1 9) gave 6-acetyl-7-hydroxy-5- 

methoxy-2,2-dlmethylchromene (3) (26 mg), as a yellow 011, 
IR v,,, cm- ’ 3350, 1640 and 1590, ‘HNMR: 6150 (s, 6H, 2- 

Me), 2.66 (s, 3H, COMe), 3.73 (s, 3H, OMe), 5 24 (d, lH, J 

= 10 Hz, 3-H), 6 23 (s, lH, 8-H), 6 62 (d, lH, J = 10 Hz, 4-H) and 

10 74 (s, lH, D,O exchangeable, OH), MS m/z (rel. mt ) 248 

[Ml+ (31), 206 (46), 193 (100) and 151 (71). 
Acetylatron of 1 Phenylethanone 1 (20 mg) with Ac,O- 

pyrldme (1:2, 3 ml) at 27” for 18 hr gave on work-up (1-[2’,4’- 
d~acetoxy3’,S-d~-(3”-methylbut-2”-eny1)-~-methoxy]phenyl- 

ethanone (5) (28 mg), as a yellow 011, IR v,,, cm-’ 3350, 1760, 
1690 and 1600, ‘H NMR 6 174 (s, 12H, 3”-Me), 2 16 and 2 23 
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(each s, 3H, OAc), 2 SO (s, 3H, COMe), 3 13 (m, 4H, W,,, =6 Hz, 
1”-H), 3 66 (s, 3H, OMe) and 4 8&5 20 (m, 2H, W,,, = 6 Hz, 2”- 

H), MS m/z (rel mt ) 402 [M]’ (5), 359 (lOO), 354 (14), 317 (27), 
302 (lOO), 389 (28) and 219 (82) 
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