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S P E C I A L I A  
Les auteurs sont seuls responsables des opinions exprim6es dans ces br~ves  commun ica t i ons .  - Ffir  die K u r z m i t t e i l u n g e n  
ist ausschliesslich der A u t o r  ve r an t w or t l i ch .  - P e r  le b r e v i  comunicaz ion i  ~ responsabile solo l ' an to r e .  - The  editors 
do n o t  ho ld  t h e m s e l v e s  responsible for t h e  op in ions  expressed  in t he  authors' brief repor t s .  - OTBeTCTBeHH0CTb aa 

K0p0TKHe coo6meHzn HeC~T HC~nmqHTenbH0 aBT0p. -- E1 responsab le  de los i n fo rmes  reducidos ,  estA el au tor .  

E x t r a c t i v e s  of  R u t a c e a e :  A t a l a p h y l l i d i n e ,  a N e w  

P e t r o l e u m  e the r  e x t r a c t  of the  roo t  b a r k  of A talantia 
monophylla Correg afforded a m i x t u r e  of acr idone  a lkaloids  
t o g e t h e r  w i t h  a n u m b e r  of oxygen  he te rocyc les  1-a. The  
p r e s e n t  c o m m u n i c a t i o n  is concerned  w i t h  t he  e luc ida t ion  
of s t r u c t u r e  1 for  one of t he  m i n o r  bases,  a t a l aphy l l id ine ,  
ClsH15NO ~ (M + 309), m.p.  275 ~ (dec), ,~ .. . . .  (E tOH)  259, 
270, 296, 324 and  405 n m  (log e; 4.72, 4.63, 4.43, 4.15, 
3.82), a b s o r p t i o n  typ ica l  of t h a t  of 9-acr idone a lkaloids  4 
and  showed a l u m i n i u m  b a t h o c h r o m i c  shif ts  i n d i c a t i n g  t he  
p resence  of h y d r o x y  groups  5. I t s  1 R - s p e c t r u m  showed a 
h i g h l y  che la ted  CO a t  1640 cm -1 and  O H / N H  a t  3380cm-~.  
The  ex is tence  of t he  O H  func t ion  as phenol ic  h y d r o x y l  
was  ind ica t ed  b y  a green  ferric react ion.  100 MH z  N M R -  
s p e c t r u m  of t he  base  in CsDaN revea led  t he  presence  of a 
2, 2 - d i m e t h y l c h r o m e n e  sys t em b y  t he  a p p e a r a n c e  of s ignals  
a t  5.55 and  6.99 6 (d, J = 10 Hz  each) a n d  1.48 6 (6 H,  s). 
A m o n g s t  t he  a r o m a t i c  p ro tons ,  two of t h e m  appea red  as 
m u l t i p l e t s  a r o u n d  7.32 d, fol lowed b y  t he  C-8 p r o t o n  as a 
q u a r t e t  a t  8.14 6. As expec ted ,  t he  C-2 p r o t o n  a p p e a r e d  
upf ie ld  a t  6.52 6. 
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The  above  spect roscopic  d a t a  are cons i s t en t  w i th  s t ruc-  
tu re  1 for a t a l aphy l l i d ine  wh ich  was c o m p a t i b l e  w i t h  t he  
presence  of mass  f r a g m e n t a t i o n  peaks  a t  m/e 309 (M+), 
294 (100%, ion a), 155, 147, 133, 77, 69 a n d  43. 

M e t h y l a t i o n  of t he  a lkaloid  w i t h  d i a z o m e t h a n e  gave  
a m o n o m e t h y l  e the r  2 wh ich  also showed  pos i t ive  ferric 
reac t ion ,  t h e r e b y  conf i rming  t he  presence  of che la t ed  hy-  
d r o x y  group.  The  m o n o m e t h y l  e the r  2, C~gH17NO 4 
(M+ 323), M.p. 200 ~ showed  UV-  and  I R - s p e c t r a  essent ia l ly  

A c r i d o n e  B a s e  

s imi la r  to  t h a t  of the  or ig ina l  base.  NMIR-spec t rum 
(100 MHz;  CDCla: DMSO 19: 1) showed  a 6 p r o t o n  s ing le t  
a t  1.42 6 (me thy l  pro tons) ,  3 p r o t o n  s ing le t  a t  4.04 6 
(me thoxy l  p ro tons) ,  2 doub le t s  a t  5.6 a n d  6.52 6 (J = 
10 Hz ;  c h r o m e n e  pro tons) .  The  C-2 p r o t o n  a p p e a r e d  as a 
s ingle t  a t  6.12 6 a n d  t h e  r e m a i n i n g  a r o m a t i c  p r o t o n s  
appea red  as mu l t i p l e t s  b e t w e e n  7.08-7.16 6 (2H) a n d  
7.8 6 (1H). The  N H  a n d  t h e  h y d r o x y  p r o t o n  a t  C-1 
a p p e a r e d  as s inglets  a t  8.62 a n d  10.32 6 which  are ex- 
changeab le  w i t h  D20. 

P ro longed  t r e a t m e n t  of a t a l aphy l l i d ine  I in d r y  ace tone  
w i t h  CHaI in presence  of a n h y d r o u s  K2CO 3 fu rn i shed  a 
t r i m e t h y l  d e r i v a t i v e  3, m.p.  175-176 ~ wh ich  was iden t ica l  
w i t h  t h a t  of d i m e t h y l  d e r i v a t i v e  of a lkaloid  A 5 f rom 
m . m . p  and  supe r imposab le  IR- spec t r a ,  t h u s  e s t ab l i sh ing  
s t r u c t u r e  1 for t he  new base. 

Summary. The  s t r u c t u r e  of ac r idone  a lkaloid  a t a l a -  
phyl l id ine ,  has  been  e s t ab l i shed  as 2', 2 ' -d ime thy l - [py-  
r ano  5' ,6":  3,4]-1, 5 -d ihyd roxy  acr idone,  f rom spect ro-  
scopic d a t a  and  chemica l  react ions .  
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L o n g  A l k y l  C h a i n s - 3 - S u b s t i t u t e d  P y r r o l e - 2 - A l d e h y d e  ( - 2 - C a r b o x y l i c  A c i d  a n d  M e t h y l  
E s t e r )  f r o m  the  M a r i n e  S p o n g e  Oscarella lobularis 

I n  t he  course of our  c o n t i n u i n g  search  for new m e t a b o -  
l i tes f rom mar ine  sponges,  we u n d e r t o o k  t he  d e t e r m i n a t i o n  
of t he  chemica l  c o m p o u n d s  of Oscarella lobularis, which  
was found  to  c o n t a i n  a nove l  group of subs t ances  charac-  
t e r i zed  b y  s a tu ra t ed ,  mono-  and  d i - u n s a t u r a t e d  long a lkyl  
cha ins  l inked a t  pos i t ion  3 of pyr ro l -2-a ldehyde ,  -2-car- 
boxyl ic  acid and  2 - c a r b o m e t h o x y  moiet ies .  

F r e s h  t issues of t he  sponge,  col lected in t he  b a y  of 
Naples ,  were e x h a u s t i v e l y  exc t r ac t ed  w i t h  acetone.  

E t h e r - w a t e r  p a r t i t i o n  of t he  res idue a n d  c h r o m a t o g r a p h y  
on  silica gel of t h e  e the r  e x t r a c t  (2.4 g f rom 22 g of t he  
d r y  we igh ted  an imal )  gave  3 f ract ions ,  viz a) in  benzene ,  
an  es ter  f r ac t ion  (60 mg;  0 .3% based  on  d r y  w e i g h t  of t h e  
an imal ) ;  b ) i n  9 :1  benzene -e the r ,  a n  a ldehyde  f r ac t ion  
(150 mg;  0.8%) a n d  c) in 7 :3  benzene-e the r ,  a ca rboxy l i c  
acid f r ac t ion  (6 mg;  0.03%).  

Aldehyde/raction. C h r o m a t o g r a p h y  of th i s  f r ac t ion  f rom 
12% AgNO a - i m p r e g n a t e d  silica gel in  95 :5  benzene -  


