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CHROM. 5852
Thin-layer chromatography of some «,f-unsaturated carbonyl compounds. Il =

Twenty o,B-unsaturated carbonyl compounds have been separated by thin-
layer chromatography (T1.C) on silica gel and their Rp values are collected in Table I.

TABLE I
TLC Rp VALUES (X I00) ON SILICA GEL OF SOME ¢, 5-UNSATURATED CARBONYL COMPOUNDS
' Ry—C—CH=CH—R,
I

o
Compounds I-III, VI-IX and XI-XX were applied to the TLC plate in ether solution, while the
rest of the compounds were used in THF solution.

Compound R, ‘ Ry Ry Colour with
T ; (X 100) HZSO,

I 4-Bromophenyl 4-N,N-Dimethylaminophenyl 15 Yellow
II 4-Bromopheny! 4-Diphenyl 40 Dull brick red
I1]o 4-Bromophenyl 3,4-Mcthylenedioxyphenyl 29 —
v 4-Bromophenyl 1-Naphthyl 25 Pink to bright.
Vb . 4=-Bromophenyl 2-Naphthyl 40 Dirty orange
VI " ¢=-Bromophenyl o-Anthryl 53 Green to blue
VII 4-Bromophenyl 2-N-Methylpyrryl 17 Dark red
VIII 4-Bromophenyl 2-Furyl 43 Deep yellow
X 4-Bromophenyl! 2-Thienyl 38 Saffron-yellow
X 2-Thieny! 4-Diphenyl 27 Dull brick red
XI 2-Thienyl 1-Naphthyl 32 Dark violet
XIIv 2-Thienyl 2-Naphthyl 26 Dark red
XI1I 2-Thienyl o-Anthryl 47 Red
XI1v 2-Thienyl 2-N-Methylpyrryl 9 Dark red
Xv ' 2-Hydroxyphenyl 9-Anthryl 57 Yellowish green
XVl 2,4-Dihydroxy-s-nitrophenyl 2-N-Methylpyrryl 11 Orange yellow
XVII 2-Hydroxy-4-methoxyphenyl g-Anthryl 44 Greenish yellow
magenta

XVIII 2-Hydroxy-4-methoxyphenyl 2-N-Methylpyrryl 18 Red
XIix - 2-Hydroxy-4-methoxyphenyl 2-Thienyl 42 Pink
XXe Phenyl Phenyl 44 —_

8 UV detection,

b Streak.

¢ Jodine detection.
Experimental

The Ry values were determined by TLC on 20 X 20 cm glass plates, each of
which was coated with a suspension of 3.3 g of silica gel slurried with 12 ml of ethyl
acetate. The compounds were applied to the dried TLC plate, in ether/tetrahydrofuran
(THF) solutions, in the usual manner2. The chromatoplates were developed usitig .,
benzene-light petroleum ether (b.p. 40°-60°) (2:3) in equilibrated tanks lined with ..
Whatman No. 3MM filter paper, saturated with the solvent mixture just before chro-
matography. The spots on the developed chromatogram could be located either by
their yellow colour or by the characteristic halochromic colours developed after
spraying the plate with concentrated sulphuric acid. In some cases exposure of the -
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chromatogram to UV light of wave length 365 nm, or to iodine vapour was found
to be necessary. ‘

The «o,f-unsaturated carbonyl compounds were prepared® by the Claisen-
Schmidt reaction and were, puriﬁed by several cryStallizations.

The author wishes to thank Dr. G. C, Josm for providing the compounds
required for this investigation.

Deparvtment of Chemistry, Indian Institule of Technology, Durca NATH DHAR
Kanpur (India) '

1 D. N. DuAR, R. P, TEwaRI, A. P. Anuja anp R. D, TmpA'fm, J. Proc. Inst, Chem., Calcutla,
43 (1971) 198.

2 E, StanL (Echtor) Thin-layer Chyomalography, Springer Verlag, New York, 1969

3 G. C. Josur: Ph.D, Thesis, Indian. Inst, Technol., Kanpur, India, 1968.

First received October 13th, 1971 ; revised manuscript received November 2gth, 1971

J+ Chvomalogr., 67 (1972) 186~187



