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SYNTHESIS
Phase-Transfer Catalyzed Additions; I11'. Addition of LeHs
N-Diphenylmethylenebenzylamine to Schiff Bases CgHsCHy—N=C_ + Ar'—CH=N-Ar
V. Dryanska®*, C. Ivanov, R. KRUSTEVA 1 2
Department of Chemistry, University of Sofia, Sofia 1126, Bulgaria 50% aq. NaOH/CH3CN/ CeH

® 6Hs
3 . . . - =} CGHS
Schiff bases, possessing a methyl or methylene group adja- CeHsCHaNICHS1a 01 Ar 2-NH—(:H—CH—N=C<
cent to the nitrogen atom and, therefore, generating azaallyl /IAr‘ CgHs
carbanicns under basic conditions, are useful intermediates 3

26

in orgaric synthesis*” . However, N-diphenylmethylene-
benzylaraine 1 has been relatively little used. Its sodium salt,
obtained in tetrahydrofuran in the presence of lithium dial- L
kylamides, is known to react with butadiene giving 2,2,5- more than 30 min were needed for complet‘e crystallization.
triphenyl-3-vinylpyrrolidine” in 35% yield. The sodium salt, However, longer reaction times are not suitable because of
preparec in liquid ammonia by means of sodium amide® orin ~ side reactions.

hexamethylphosphoric triamide by sodium hy.dride“. reacts  Attempts to react 1 with N-diphenylmethyleneaniline under
with aromatic aldehydes and aroyl halides to yield the corre-  (hese conditions failed.

sponding hydroxyalkylation or aroylation derivatives, re-

: iti -Diphe nebenzylamine (1) to Schiff Bases: 2;
spectively. Addition of N-Diphenylmethylenebenzylamine (1) to Schiff Bases: 2;

General Procedure: '
Agueous sodium hydroxide (50 %, 3 ml)is added to the magnetically

ate Aceatrans atalucic  conditi : stirred solution of N-diphenylmethylenebenzylamine (1; 2.70 g,
erated under phase-transfer catalysis conditions using 10 mmol), the Schiff base 2 (10 mmol), and benzyltriethylam-

aqueous sodium hydroxide in the presence of catalytic monium chloride (0.12 g, 0.5 mmol) in acctonitrile (S ml). The mix-
amount of benzyltriethylammonium chloride (TEBA). The  yyre s stirred at room temperature for 10 min, water (100 ml) is
reaction of the carbanion of 1 with benzylideneaniline (2a)  ;dded and the mixture is extracted with ether (3 x 30 ml). After
and the Schiff bases 2b—g gives derivatives of 1.2-diaryl-1.2-  drying with sodium sulfate, the solvent is removed and the residue is
ethanediamines 3a—g (Table). taken up in ethanol (25 ml) and reevaporated to give a solid which is

\ recrystallized from ethanol/ethyl acetate. In the cases of 3a and 3¢,
The reactions were performed at room temperature in aceto-  the precipitate is filtered, washed with water until neutral, and recry-

nitrile solution. In the cases of 3a and 3¢, the reaction mix-  stallized (Table).
tures crystallized completely in 5-10 min. In all other cases Received: May 4, 1984

Now we report that the carbanion of 1 can be easily gen-

Table. 1,2-Diaryl-1,2-ethanediamines 3 prepared

Com- Ar! Ar? Yield m.p. Molecular [.R. (CHCl,) 'H-N.M.R.
pound [%] [C]* formula® VNHL CoN (CDCL,/ TMS)®
fem™'] o [ppm]
3a CGHs C s U 1412143 CyHpeN,  3430,1625 4.69(d, 1H,J = 12 Hz), 473 (d,
‘ " (452.6) 1H, J=12 Hz); 540 (br.s,
1H)%; 6.2-7.3 (m, 25H)
3 4C—C,H, CoHs 67  139-141°  Cy3HpoN,Cl o 3450, 1630 4.63 (d. 1H, J=10.5 Hz); 4.67
(487.1) (d, 1H, J = 10.5 Hz); 5.36 (br.s,
1H)Y; 6.3-7.7 (m, 24H)
3¢ CoHs 4-Cl—C H, 79 163-165°  C.yH,oN,CL o 3450, 1625 4.65(d, 1H.J = 7.5 Hz);4.69 (d.
' (487.1) tH, J=7.5 Hz): 561 (brs.
1H)® 6.2-7.7 (m, 24H)
3 AH,C—CH, Gl 20 127-129°  CaHaoN,  3450,1630 228 (s, 3H); 4.66 (d, 1H, J
A (38)° (466.6) =975 Hz), 471 (d, 1H, J

=9.75 Hz); 5.52 (br.s, 1H)%

6.2-7.7 (m, 24H)
3¢ C H; 4-H,C—C H, S0 160-162°  CaHyN,  3450,1635 217 (s, 31D); 4.67 (d, tH. J
’ (63)° (466.6) =105 Hz); 471 (d, 1H, J
=10.5 Hz), 547 (br.s, 1H)%;

6.2-7.7 (m, 24H)
3f 4H,C0—CH, C.Hs 42 181207 CaHaoNLO 34401630 371 (s. 3H); 463 (d, 1H, J
" (482.6) =975 Hz): 467 (d. 1H, J
- 975 Hz), 5.45 (br.s, 1H)Y

6.17.7 (m, 24H)

3g CeHss 4-H,CO—CgH, 53 141-143°  CHyN,0  3430,1625 3.63 (s, 3H); 4.63 (d. 1H, /=9
o ) (482.6) Hz); 4.67 (d, 1H,J = 9Hz); 5.17
(br.s. 1H)Y; 6.1-7.7 (m, 24H)

& Recrystallized [rom ethanol/ethyl acetate. ¢ Measured with JEOL PS-100 spectrometer.
 Satisfactory microanalyses obtained: C:£0.19, H-£0.11, 4 Disappeared after D,0 exchange.
N +0.18. ¢ Reaction time 1 h.
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