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a n d  t h e  r eac t i on  vessel  is e v a c u a t e d  c o n t i n u o u s l y  in t he  
i n i t i a l  s tages  of t he  r eac t ion  b y  m e a n s  of a r o t a r y  p u m p .  
T o w a r d s  t h e  e n d  of t he  reac t ion ,  a d i f fus ion  p u m p  is 
coupled  to  t h e  s y s t e m  as w e l l  C o m p l e t i o n  of t h e  r eac t i on  
is a c c o m p a n i e d  b y  a m a r k e d  i m p r o v e m e n t  in  the  v a c u u m  
ob t a inab l e .  

The  per iod  of h e a t i n g  r equ i r ed  appea r s  to  d e p e n d  on  
t he  precise  n a t u r e  of t he  cha rcoa l  a n d  va r i e s  f rom 1 to  2 h. 
No a d v a n t a g e  seems to  be ga ined  b y  c r u s h i n g  t he  cha r -  
coal, a n d  large  pieces a p p e a r  to  r eac t  j u s t  as r a p i d l y  as a 
coarse  powder .  

F u r t h e r  t r e a t m e n t  of t h e  s a m p l e  was  iden t i ca l  to  t h a t  
used  b y  BARKER a n d  conve r s ion  was  found  to  b e  b e t t e r  
t h a n  95%,  t h u s  e l i m i n a t i n g  a n y  poss ib i l i t y  of f r ac t i ona -  
t ion .  As a n  a d d i t i o n a l  check  on  t h e  m e t h o d ,  t h e  c o u n t  of a 
r a n d o m l y  chosen  sample  was c o m p a r e d  w i t h  t h a t  of a n  
iden t i ca l  s ample  p r e p a r e d  b y  t h e  BARKER m e t h o d  a n d  
f o u n d  to  be  13.54=t=0.06 as opposed  to  13 .644-0 .07 .  
Us ing  t h i s  new m e t h o d  i t  is possible  to  ge t  a s a m p l e  of 
pu re  d r y  ace ty lene  in to  t h e  c o u n t e r  in  less t h a n  5 h. S ince  
t h e  a p p a r a t u s  is essen t ia l ly  t he  s ame  as t h a t  used  b y  

BARKER, samples  o t h e r  t h a n  charcoal ,  such  as  wood,  
shell ,  o r  bone ,  as  welt  as  t h e  N .B .S .  oxal ic  ac id  s t a n d a r d ,  
c a n  s t i l l  be  p r e p a r e d  w i t h o u t  a n y  i n c o n v e n i e n c e  b y  t h e  
m e t h o d  of BARKER 4. 

Rdsumd. On d6cr i t  ici une  nouve l le  m 6 t h o d e  p o u r  con-  
ver t i r ,  d a n s  un  four  d ' a c i e r  ~ 800°C, le c h a r b o n  de bo is  
d i r e c t e m e n t  en  c a r b u r e  de l i t h i u m  p r o d u i s a n t  de  l ' ac6 ty-  
16ne p o u r  d 6 t e r m i n e r  le c a r b o n e  rad ioac t i f .  L a  m 6 t h o d e  
offre  une  n o t a b l e  6conomie de t e m p s  p o u r  la  p r 6 p a r a t i o n  
des 6chant{l ions  e t  le p r o d u i t  de conve r s ion  a t t e i n t  le 95% 
ou d a v a n t a g e .  
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Crystalline 
-D-Ribofuranosyl-fl-D-ribofuranoside: 

A New Diriboside Synthesis 

ZAMENHOF et  al. x h a v e  p roposed  t h a t  t h e  t y p e  specific 
s u b s t a n c e  of Hemophilous in]luenzae b is a p o l y r i b o p h o s -  
p h a t e  p o l y m e r  whose  r ibose  u n i t s  are  p r e s e n t  as  disac-  
char{des  w i t h  t h e  s t r u c t u r e  f l-D-ribofnranosyl-f l-D-ribo- 
fu ranos ide  ( I I I ) .  -While a chemica l  syn thes i s  2 of t h i s  sub -  
s t a n c e  via a K o e n i g s - K n o r r  r eac t i on  gave  a well  cha rac -  
t e r i zed  h e x a b e n z o a t e  d e r i v a t i v e  I I ,  hydro lys i s  p r o v i d e d  
t he  free suga r  on ly  as a non -c rys t a l l i ne  s u b s t a n c e .  

I n  c o n n e c t i o n  w i t h  a n o t h e r  p r o j ec t  in  these  l abora to r ies ,  
i t  was  of i n t e r e s t  to  l ea rn  w h e t h e r  1-o-acetyl  2,3, 5-tri-  
b e n z o y l r i b o f u r a n o s i d e  (I)s, w h e n  t r e a t e d  in benzene  w i t h  
b o r o n  t r i f luor ide  e t h e r a t e  could  yield a n y  C l - p h e n y l a t e d  
r ibose  4 

W h i l e  n o n e  of t h i s  s u b s t a n c e  was  isola ted,  a new  crys-  
t a l l ine  p roduc t ,  m.p .  143-144 °, [a] D +35.2 °, C----0.475 
(chloroform) could  be  o b t a i n e d  ~. Ana lys i s  a n d  f u r t h e r  in-  
v e s t i g a t i o n  sugges ted  t h a t  t h i s  s u b s t a n c e  was  iden t i ca l  
w i t h  t h e  h e x a b e n z o a t e  I I  a n d  c o m p a r i s o n  w i t h  t he  re- 
p o r t e d  phys i ca l  c o n s t a n t s  u p h e l d  th i s  v iew e. 

Hydro lys i s  of I I  was  effected w i t h  f resh s o d i u m  m e t h -  
oxide  in  a n h y d r o u s  m e t h a n o l .  Fo l lowing  evapo r a t i on ,  t he  
res idue  was  dissolved in  w a t e r  a n d  pe rco la t ed  t h r o u g h  
D o w e x - 5 0 - p y r i d i n i u m  sa l t  to  yield I I I ,  c rys ta l l i zed  f rom 
abso lu t e  e t h a n o l  m.p .  158-160 °, [c¢] D - 1 0 2  °, C = 0 . 4 7  
(water) ,  C10HlsO 9, F o u n d :  C, 42.74; H,  6.38; O, 50.71. 
D i r ec t  c o m p a r i s o n  of t h i s  c rys ta l l ine  s u b s t a n c e  w i t h  t h e  
a m o r p h o u s  n a t u r a l  p r o d u c t  x b y  m e a n s  of p a p e r  c h r o m a -  
t o g r a p h y  showed  iden t ica l  mob i l i t i e sL  

E x a m i n a t i o n  of t he  n .m.r ,  s p e c t r a  of I I  a n d  I I I  h a s  al- 
lowed an  u n a m b i g u o u s  decis ion in f a v o u r  of t he  fl, fl ' -con- 
f i gu ra t i on  p rev ious ly  sugges ted  * on  t h e  basis  of r o t a t i o n a l  
da ta .  I n  d e u t e r i u m  oxide  for I I I  a n d  d e u t e r o c h l o r o f o r m  
for I I ,  t h e  a n o m e r i c  p r o t o n s  a p p e a r  in  s h a r p  singlets ,  ~5 
5.68 for I I I  and  6 5.73 for I I  s, t h e r e b y  d e m o n s t r a t i n g  t h a t  
t he  coup l ing  c o n s t a n t s  w i t h  t he  a d j a c e n t  p r o t o n s  on  C~ 
a n d  C 2' h a v e  t h e  va lue  J = 0. Refe rence  to  t h e  K a r p l u s  
e q u a t i o n  a n d  mod i f i ca t i on  the reo f  * i nd i ca t e s  t h a t  coup l ing  
c o n s t a n t s  w i t h  J va lues  e q u a t  to  0 occur  on ly  w h e n  t h e  

ang le  b e t w e e n  t h e  p r o t o n s  in  ques t i on  is in  t h e  ne ighbor -  
hood  of 90 °. Since molecu la r  mode ls  of I I  a n d  I I I  show 
t h a t  such  angles  m a y  be  ach i eved  on ly  w h e n  t he  a n o m e r i c  
p r o t o n s  are  in  t he  a - con f igu ra t i on  (i.e t r a n s  to  those  a t  C 2 
a n d  C() ,  i t  follows t h a t  t h e  sugars  m u s t  be  jo ined  b y  fl, fl' 
l inkages  so. 

Zusammen[assung. B e h a n d l u n g  yon  1-o-Acetyl-2,  3, 5- 
t r i -o-benzoyl - / / -D-r ibofuranos id  m i t  Bor t r i f luo r id - /~ the ra t  
g i b t  e in  D i r i b o s i d - h e x a b e n z o a t ,  welches  zu r e inem,  k r i s t a l -  
l i nem fl-D-Ribofuranosyl-fl-D-ribofuranosid h y d r o l y s i e r t  
we rden  kann .  
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