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ABSTRACT, Phenylacetic acid is chlorinated photochemically in carkon disulfide and carbon
tetrachloride solvents to obtain a-chlorophenylacetic acid in 43 % yield (after separation and purifi-
cation). The amination of a-chlorophenylacetic acid yielded the desired df-phenylglycine in 16~27
% yield depending on the solvent used. Sensitized photophenylation of glycine is also attempted

utilizing benzoylperoxide as a phenyl radical source in benzene or acetone solvent.
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Fig. 1. Apparatus of photochlorination.
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Table1. Ratio of PAA and CPAA concentrations calculated from proton NMR peak iniensities.

Peak intensity

Solvent Irradiation time PAA Co’ncn. CPAA )Concn.
(min) é “CHCI~ --CHm -—COOH (%) (%)

CS, 0 5 0 2 1.0 100 0

CS: 35 5 0.29 1.38 1.23 69 29

CS; 210 5 0.81 0.4 1.06 20 81

CS; 260 5 0. 74 0.37 1.12 18.5 74

CCL, 30 5 0.85 (.19 1.7 9.5 85
Conen. : Concentration ratio,
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Bl A EFql=l A Q& zojmd o8t 7o
F4A 3 dkgo] dojvp 2o d FetE A2 e

ohelmitg €& 4 An

Vol. 20, No. 3, 1976

CH, COOEt
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BZ,0. TFA-gly-methyl ester & 74 ¢l o}4)
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£ s she)ate] Zelal -rri*“i 75 *.E"é-?l
g A&t A A 87| FHo HFe] ofAE £AR
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thyl ester 8} 37 WA Lol of] 3o 350 nm 5}2-9]
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Fig. 2 Thin Layer Chromatogram.

Developing solvent; s-BuOH: acetone: diethylamire:

water (10:10:2:5V/V)

“Spots: 0.25% ninhydrin solution in #~-BuOH

a: glycine standard, b: D(—)-phe-gly, c; reaction
-sample,
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Fig. 3. Thin layer chromatogram.
Developing solvent; vhenol(75mi): water(25m!):
NaCN(22 mg) saturated with 3% NHOH solution
"Spots: (.25 9 ninhydrin so[utiur in 7-BuOH
a; glycine standard, b: D{—)- le-tly. i reaction
: sample
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