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A convenient and mild method for the large scale (0.2-
10 moles) nitration of b-alkylphencl involves the use of
nitrogen tetroxide in acetoni‘crile.l"3 Yieids 1in this pro-

cedure were not optimized.
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N>Oy  NOp o, R = Cis, Oy
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A typical procedure for the nitration of p-cresol 1s as
follows. To a solution of 28 ml nitrogen tetroxide in 20 ml
of acetonitrile cooled to 10° was added dropwlse a solution
of 21.6 g (0.2 mole) of p-cresol in 10 ml of acetonitrile;
the temperature was malintained between 25-30° by controlling
the rate of addition. The resulting solution was stirred at
room temperaturc for 7 hrs and was poured into a mixture of
ice and water. The product was removed by filtration and

washed with water and air dried to give 26.1 g (66%) of
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l-methyl-2,6-dinitrophenol of 99.3% purity (GLPC), mp. 78-81°,
lit.5 mp. 82°,

Phenol mp. (°C) Lit. mp.(°C) Yield (%)
4-Ethyl-2,6-dinitro 36.5-38 366 32
4-Isopropyl-2,6-dinitro 70=72 68° 70
b.(Tert-amyl)-2,6-dinitro 62-64 66° _ 23

Elemental analyses and spectroscoplic data were 1n agree-

ment with the assigned structures.
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