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STEROLS AND NAPHTHOQUINONES FROM DIOSPYROS GRACILESCENS 

C.N.  Mbi, P.G. Waterman, Department o f  P h a n a c e u t i c d  Chemistry, 
U n i v e r s i t y  o f  S t r a thc lyde ,  Glasgvw G 1  l X W ,  Scot land  

Djosngros L. (Ebenaceae) i s  a l a r g e  pan - tmnica l  genus*f-""wned f o r  i t s  ha rd  
woods and e d i b l e  f r u i t s  (Hutchinson, 1964).  
shovn t o  be a. r i c h  source  o f  t r i t e r p e n e s  and d imer ic  forms o f  '/-methyl- 
jug lone  (Begnauer, 1966; van d e r  V i j v e r  & Gerritsma, 1976). 
rerJort  t he  r e s u l t s  o f  an j n v e s t i g a t i o n  o f  t he  stem bark  o f  2. p a c i l e s c e n s  
Gurke (Voucher: Waterman & McKey 851/884 at Kea),  a l a r g e  f o r e s t  t r e e  common 
i n  rrest Cameroon (Letouzey & White, 1970). 
E x t r a c t i o n  o f  t he  bsrk  wi th  chloroform followed by column chromatography Over 
s i l i c a  gel gave, on e l u t i o n  wi th  cyclohexane/diethyl e t h e r  (1:l) con ta in ing  
i n c r e a s i n g  mounts o f  benoene ( t o  a maximum o f  lo$) 
D i r e c t  comparison (mixed m.n., ir, mass spec t . ,  t l c )  o f  
a u t h e n t i c  samples shove? them t o  con ta in  luneo l  (Ia) and s i t o s t e r o l  
r e spec t ive ly .  

Band 2 on r e c r y s t a l l i s a t i o n  f r o m  50:- a~. acetone y i e l d e d  need le  c r y s t a l s  
( C  H 0 ), m.p. 249 . S p e c t r a l  a n a l y s i s  (ir, nmr, mass spec t . )  showed it 
t o  be an hydroxy-methyl d e r i v a t i v e  o f  lupeol .  Both n.p. and o p t j c d  r o t n t i o n  
were i n  c lose  accord wi th  those  r equ i r ed  f o r  b e t u l j n  (Ib). 
d i f f i c u l t  t o  c r y s t a l l i s e  a n d  gave no d e f i n i t e  n.n. Accurate mass measurement 
showed C H 0 wi th  f a c i l e  l o s s  of C02. This  t o g e t h e r  wi th  bvzds i n  the  i r  

spcctrum f o r  ca rboxy l i c  a c i d  and v i n y l  methylene s u b s t i t u m t s  i n d i c a t e d  t h i s  
t h i r d  t r i t e r p c n e  i'as h c t u l i n i c  a c i d  ( J c )  irhich, l i k e  Z U W O ~  rtnd b e t u l i n ,  has  
nroved t o  be a comnon c o n s t i t u e n t  o f  Diospyros spec ie s .  

On concen t r a t ion  band S n c c t r d  

d a t ?  (w,  ir, mass s p e c t . )  rrere a l l  t y n i c a l  o f  P dimer o f  7-methyljuglone 
( F a l l a s  & Thovson, 1968).  The m s i t i o n s  at  vhich d imer i sa t ion  had occurred  
were reso lved  from t he  nmr saectrum ( ~ O E I H Z ,  r l eu t e roch lomfom)  whj ch shol-ed 
resonances f o r  trro phenol ic  hydroxyl n m t o n s  ( 8 17.10, 1".46) and two ne thy l  
proups ( 6  2.04) t y n i c a l  o f  6 ,8  coup l ing  ( L i l l i e  & M u s p v e ,  1977) .  
major naphthocujnone o f  2. g r a c i l e s c e n s  must t h e r e f o r e  be i s o d i o s p y n n  (11). 
Band A, irhich conta ined  s m a l l  amounts o f  a second nanhthoouinone, i s  st i l l  
under  i n v e s t i g a t i o n .  

Chemjcally tile genus has  been 

We now wish t o  

s i x  bands (A-F). 
and E with  
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Band 2 m w e d  
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y i e l d e d  a red  solid (C221-11406), m.n. 731'. 
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Ia R = CH 

I b  R = CI-I OH HO 
IC R = COOH 
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