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OPPI REPORTS 

3. For representative examples see,  (a) C. L. Arcus and E. A. Lucken, 

J. Chem. Soc., 1634 (1955); (b) Y. Sprinzak, J. Am. Chem. SOC., 74, 
2116 (1952); (c) W. Schlenk, Chem. Ber . ,  64, 742 (1931). 

4. G. Wittig, H. Doser and I. LOrenz, Ann., 562, 192 (1949) have report- 

ed the i so la t ion  of cer ta in  carbinols of type ? b y  rearrangement of 9- 

fluorenyl e thers  with phenyllithium. This method, which is l e s s  con- 

venient than e i t h e r  the Grignard procedure or  the present approach has 

apparently seen l i t t l e  synthet ic  use. 

5. A l l  chemicals were commercial reagent grade and w e r e  used without pur- 

i f ica t ion .  Melting points were taken on a Thomas-Hoover apparatus i n  

open c a p i l l a r i e s  and are  corrected. 
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The aut o r s  describe the t i t l e  procedure using sodium h y c i d e  i n  

tetrahydrofuran (THF) . 
benzyl (98%) and di-2-phenethyl(499) diethyl  malonates were obtained i n  

1 the  given yields  from the respective halides. 

dibromobutane and 1.3-dibrompropane afforded-the cyclopentyl (I 63%) and 

Thus, the  di-2-butyl (86%) , di-n-octyl (66%) , di- 

Cyclizations using 1,4- 
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JOHN L. PEFtRARI 

I I1 I11 

cyclobutyl (I1 45%) de r iva t ives .  S ign i f i can t ly ,  the procedure may be 

appl icable  to ' r e l a t ed  compounds; f o r  example, di-1-butylmalononitrile I11 

w a s  s imi l a r ly  obtained from malononi t r i le  (76%) . 

EXPERIMENTAL 

General Procedure. To a re f lux ing  s l u r r y  of four  equiva len ts  o f  

sodium hydride' i n  200 ml of anhydrous THF w a s  added dropwise, during one 

hour,  a so lu t ion  of 0.1 m of d i e t h y l  malonate and 0.4 m of t he  a lky l  ha- 

l i d e  (or 0.2 m of the  a l k y l  d iha l ide )  i n  100 m l  of THF. The mixture w a s  

refluxed f o r  three more hours, cooled t o  Oo and hydrolyzed by caut ious  

dropwise add i t ion  of 100 m l  of water. Work up of the organic l aye r s  fo l -  

lowed by vacuum d i s t i l l a t i o n  produced the  des i r ed  compounds which exhib i ted  

c o r r e c t  b o i l i n g  po in t s l a  and cons i s t en t  nmr spec t ra .  
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