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Graphi te  may be used as an acceptor  in d i r ec t  li thiation reac t ions  by metal l ic  lithium in the p re sence  of a 
p h a s e - t r a n s f e r  reagent  (PTR) 

HaC Li (metal)/PTR H2C n-Bu n-Bu n-Bu n-Bu ~.Li .-BuI / 
H~O / / ' C=NPr-i )=NPr-i + \ i  > \ N P r - i  graphite/THF / =NPr-i (HCl) ) = O  ~- =O 

H3C (I) H3C (II) H3C (IIIa) < I-IsC (Ira) < 
n-Bu (IIIb) n-Bu (IVb) 

This method does not r equ i r e  p r i o r  p repara t ion  of the inclusion complex.  5-Crown-15 was used as the PTR. 
A mix ture  of 4.25 ml (0.03 mole) imine (10, 0.21 g lithium foil (0.03 g-atom),  0.5 g graphite,  0.2 ml 5-crown-15,  
and 20 ml t e t r ahydro fu ran  was s t i r r e d  rapidly in an argon a tmosphere  at 20~ The lithium was a lmost  com-  
pletely dissolved af ter  about 2 h. Then,  3.4 ml  (0.03 mole) butyl iodide was added, and a f te r  15 rain the mixture  
was t r ea t ed  with hydrochlor ic  acid or aqueous ammonia  in o rde r  separa te  imine (HI). After the completion of 
hydro lys i s ,  the  mix ture  was f i l te red  and reac t ion  product  (IV) was extracted with e ther  and dist i l led.  The yield 
of ketones (IV) was 6570. The (IVa)/( ivb) ra t io  was 4.6:1. 

Methyl amyl ketone (iva),  bp 37-39~ (9 mm); semicarbazone ,  mp 120~ P1VIR spec t rum (CCI 4, 6,  ppm): 
0.86 t (3H, CH~, 1.26 b r . s  (6H, CH2), 1.97 t (3H, CH3CO-). Mass spectrum: m / z  114. 

Diamyl  ketone (IVb), bp 100-104~ (9 mm).  PMR spec t rum (CC14, 6, ppm): 0.86 t (6H, CH3), 1.26 br . s  
(12H, CH2), 2.22 t (4I-I, CH2CO-). Mass spect rum:  m / z  170. 

A i r - d r i e d  graphi te  f rom the reac t ion  upon heating i nc rea se s  i t s  volume by a fac tor  of 8-10. 
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