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The structure of the glutarimide

p e p t i d e  ( I )  i s o l a t e d  f r o m  C r o t o n  h u m i l i s

h a s  b e e n  c o n f i r m e d  b y  s y n t h e s i s .

Recent ly  we r e p o r t e d  t h e  i s o l a t i o n  of  a 1:l mix tu re  o f  

C H N 0 and C18H24N203 compounds from Croton h d l l s ,  and on 1 7  22 2 3 

t h e  b a s i s  o f  s p e c t r a l  and d e g r a d a t l v e  s t u d i e s  proposed t h e    

s t r u c t u r e s  ( 1 )  and (11) r e s p e c t i v e l y .  1 

' ( I ) ,  R = CH, ; (11). R = CH~CH,  J . 
We have now been s u c c e s s f u l  in s e p a r a t i n g  t h e s e  compounds. 

The C17H22N203 g l u t a r i m l d e  had m.p. 148-155'. + 11'. ( C H C l ) ,  

A EtOH 210 nm (c 17.560). d m X ( C ~ ~ l 3 )  3390 (a@.ide). 2899. 172 max 
( g l u t a r i m i d e ) ,  1681, 1495, 1539, 1156, 1148 cm.-l. om ( c *  0.48 in 

MeOH): 'a]c89 + 16.8'. " ~ 1 ~ ~ ~  + 16.4'. [a]4oo + 16.0'. la]350 + 12.5O 



0 

[a]3oo + lo0 ,  + 3.0. The :NMB (60 M Hz In CDC1,) showed 

s i g n a l s  a t  6 7.27, (a,  5H; aromatic) ,  6.37 ( I s ,  la; NH), 4.45 

(a, 1B; C-3), 4.05 (m, 2H; C-7), 2.62 t o  2.97 (m, 2H; C-8), 2.75 

t o  1.4 (5H; C-4, C-5 and isopropyl-Cg), 1.15 ( a ,  6H, J = 7.5 Hz; 

i sopropyl  methyl groups) ; M' 302.162 ($) : Calculated f o r  C17H22B203, 
3 

302.163. 
0 

The Cl8HZ4N2O3 homolog, had m.p. 121-122', [ a ] ^  + 7.3 (CHCl,), 

EtOH 210 nm ( e  18,540). ~ m a x ( ~ ~ ~ 1 3 ) ,  3390, 2899, 1724, 1681, 1493, \sax 
1342, 1156, 1148 cm-l; M+ 316.180 (66%). Cl8HZ4N2O3 r e q u i r e s  316.179. 
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We have been a b l e  t o  make conf igu ra t iona l  assignments on t h e  

b a s i s  of ac id  degradat ion and OED measurements .  S t r u c t u r a l  con- 

f i rmat ion  is now repor ted  by way of t h e  syn thes i s  of ( I ) ,  which w a s  

i d e n t i c a l  I n  a l l  r e spec t s  w i t h  t h e  n a t u r a l  product. (m.p., [aIDÃ 

t.1.c.. IR). By s t a r t i n g  w i t h  L-(+I-glutamic ac id  (1111, t h e  

syn thes i s  was achieved i n  an o v e r a l l  y i e l d  of 2.55 and is shown 

schematical ly below. 3 
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There l a  only one o t h e r  c a s e  r epo r t ed  of t h e  presence of a 

g lu t a r lmide  from a p l a n t  s o u r c e .  This compound, j u loc ro t ine ,  

C18H24N203, i s  d i a s t e r io i somer i c  w i t h  (111, and occur8 I n  m- 
croton  montevidensis Klotzsch.  - 
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