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Abstract

As a part of a potential conductive organic material intermediate synthesis endeavor, N,
N-diisopropyl-4-methylbenzamide treating with n-butyllithium at low temperature followed
by carboxylation passing through carbon dioxide gas in ether solution was carried out; At
low temperature(—78°~ —20°) and short period of time, ortho-substituted amido benzoic
acid 4 became the major product, while at higher temperature(above 0°) with prolonged

time period, the ketone 5 predominated, which can be interpreted as temperature dependent

competitive reactions,
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Data < Aldrich Library of IR & NMR
Spectra 9 B|@xjgch1l)

2-1. p-Toluoyl chloride o &4 10)

p-Toluic acid 6.8g ( 50mmol )& 50mL
o] dry ether 9% 100mL 9] toluene &
Holl ol 3F pyrex flask ol Qe the&
Friedrich condenser 9} pressure equali-
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15 A1ZF vhg A% AARE Agsle e
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ene-ether & & 4& EAlA 7.0g(91
%) 2] p-toluoyl chloride & AU}t 'HNVR
(CDClI3):02.36(s,3H), 7.2(d, 2H)
7.9(d, 2H) *ir ( neat) 2950 (weak, br-
oad), 1780 (C=0), 1750, 1600, 1220,
1170 om™

2-2. N,N-diisopropyl-p-toluamide (3)

o H=x=
47194 22 Al A p-toluoyl chloride
Tg(45mmol ) & 150mL ¢} ether-tolue-
ne(1:1) & &% 3o]x1 ice bath 4
o] isopropyl amine ( 9mL )& 223
FtHEA g AMAE g8 %

E_
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61.3(d, 12H), 2.35(s,3H), 3.7(m,
2H), 7.15(s, 4H). m/e 219 (m/e

& mass spec°ﬂ mass over charge ratio
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2-3. N,N-diisopropyl -p-toluamide 2|
RN FHE Al Wy,

Pyrex 37 flaskel gas inlet, pre-
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lihn condenser & 23 teflono 3 se-
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Acid4 : liquid 'HNMR (CDCI,) :61.25
(d, 12H), 2.3(s, 3H),3.7(m, 2H ),
7.3(s, 1H), 7.8(d, 2H). ir (neat)
:3700-3200 ( broad, CO,H), 3020, 2920,
2860, 1765(C=0), 1440om™. m/e 263
Ketone 5 ! liquid '"HNMR(CDC,) :40.8
-1.2(m, 9H), 24 (s, 3H), 7.2(d,
2H), 7.9 (d, 2H). ir(neat) : 3030,
2960, 2920, 2850, 1685(C=0), 1460
om™ . m/e 176
Acid61D: liquid 'HNMR(CDCI,) : o
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Table 1. Product distribution in vari-
ous reaction conditions.
Run ‘n:rp%rature Time (hr) Pmducts. Yield {4}
(>c
1 -78 ) 4 only 35
2 -20 4 4 only 36
3 0 1 4 and 30
S 2]
4 14 12 5 and 29
‘trace of 6
5 R T 2 5 and 29

{trace of 6}

* 4 : 2-N,N-diiscpropylcarboxamido-S-methyl benzoic acid.
5 : n-butyl-p-tolucyl ketone.
€ : pentanoic acid.
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