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ORGANIC PREPARATIONS AND PROCEDURES I(&), 325-330 (1969) 

OPP REPORTS 
(by John L. Fe r ra r i ,  Associate Editor) 

Separation of cis- and trans-l,2-Cyclohexanediamines 

Submitted by James E. Douglass and Houng-min Shih 

Department of Chemistry 
Marshall University 
Huntington, West Virginia 25701 

A convenient method f o r  t he  separation of cis- and trans-1,2-cyclo- 

hexanediamines (*-I and t rans-I)  from a commercial mixture of the 

isomers i s  a modification of t he  Smith procedure.' 

Procedure 

&- and trans- Benzil Adducts (&-I1 and trans-11). Equimolar amounts 

(1.0 mole) of a mixture of *-I and t m - I  and of benzi l  (1 .0  mo1e)are 

refluxed i n  toluene solut ion (500 m l )  u n t i l  t he  theo re t i ca l  amount of 

water has azeotroped. Recrystal l izat ion of the first crop from abs. E tOH 

(2.5 1.) y ie lds  132 g. of trans-11, mp. 173-175O (lit.2 173-175O). 

toluene f i l t r a t e  i s  evaporated t o  ca. 250 ml., cooled t o  room temperature, 

f i l t e r e d  (residue discarded) and the f i l t r a t e  i s  evaporated t o  dryness. 

Recrystall ization from ethanol-chloroform (75:25) y i e lds  44g. of &-I1 

(84% pure-nmr analysis) .  

The 

Allowing the f i l t r a t e  t o  stand f o r  a week y i e lds  

and additional 4-5g. of =-I1 (92% pure ) ,  mp. 131-1340 

- cis- and trans-Diamines (&-I and trans-I). 

11, 125 m l .  of conc. H C 1  and 350 ml. of water i s  heated on a steam bath 

f o r  0.5 hr .  and cooled t o  ca. 70°C. Benzil i s  removed by f i l t r a t i o n ,  t he  

A mixture of loog of trans- - 
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JOHN L. FERRARI 

f i l t r a t e  i s  reduced t o  one-half i t s  volume and mme s t rong ly  bas i c  with 

sodium hydroxide p e l l e t s .  The so lu t ion  is  ex t r ac t ed  with two 100 m l .  

por t ions  of methylene ch lor ide ,  t h e  e x t r a c t s  a r e  d r i ed  over potassium 

carbonate, f i l t e r e d ,  and evaporated t o  dryness t o  give 32-35g. of t rans- I  

I (98.4% Pure by gc ana lys i s  ) .  

a i r  and i s  more conveniently s to red  as t h e  dihydrochloride salt,  mp. 336- 

338' (lit. 338-339'). 

The product r ead i ly  forms a carbonate i n  

S imi la r ly ,  *-I1 (92% pure) i s  converted t o  *-I (90.5% pure ) .  

Dihydrochloride s a l t ,  mp. 308-311' (lit. 312-314' ) . 
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Diphenyllead Dicarboxylates 

Submitted by Bhuvan C .  Pant and G a i l  D. Mulligan 

Army Materials and Mechanics 
Research Center 
Watertown, Massachusetts 02172 

The prepara t ion  of s eve ra l  add i t iona l  diphenyllead dicarboxylates 

according t o  a previously described procedure i s  reported.  The following 

t a b l e  l i s t s  t h e  y i e l d s  obtained and some phys ica l  p rope r t i e s .  
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