CHROMATOGRAPHIC SEPARATION OF DANSYLATED IODO(AMINO ACID)S
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The study of the structures of lodine-containing peptides and proteins is complicated
to a considerable degree by the fact that for the performance of analysis by stepwise degrada-
tion using Edman's method [1-3] one must have as standards the dansyl (Dns) derivatives of
all the amino acids, including ifodo(amino acid)s.

The difficultly in the synthesis of Dns derivatives of iodo(amino acid)s consists in the
fact that they are insoluble at the pH values at which dansylation is carried out. In view
of this, the iodo(amino acid)s — triiodotyrosine (Tsy) and thyroxine (T,) — are dissolved in
a mixture of 70% ethanol and 0.2 N NaHCO,, while diiodotyrosine (DIT) is dissolved in 0.2 N
NaHCOs;. We have investigated the following variants of the Dns derivatives of amino acids:
1) iodo(amino acid)s + dansylation; 2) Dns-iodo(amino acid)s + hydrolysis with 5.7 N HC1;
and 3) iodo(amino acid)s + hydrolysis with 5.7 N HCL + dangylation.

Dansylation was carried out by the generally adopted method with a slight modification.
The Dns derivatives of the iodo(amine acid)s were identified by thin-layer chromatography on
polyamide plates, using the following solvent systems: 1) 1.5% formic acid; 2) benzene—acetic
acid (9:1) and 3) ethyl acetate-methanol—acetic acid (10:1:1). The Dns derivatives of the
iodo(amino acid)s migrate in systems 2 and 3.

The behavior of the Dus-iodo(amino acid)s on chromatography and the nature of the spots
were identical in all the series of experiments. The Dns derivative of DIT on a polyamide
film was located beyond the Dns derivative of di-tyrosine. The Dns derivatives of thyroxine
and triiodotyrosine were detected in the form of two spots with pale blue fluorescence in UV
light but differing in mobility.

Hydrolysis did not affect the distribution of the spots on the polyamide film. However,
the presence of two spots for the Dns derivatives of Ty and T, is apparently explained either
by the appearance of a by-product as the result of the whole process of hydrolysis and dansyla-~
tion or by the partial deiodination of these amino acids.

LITERATURE CITED

1. G. T. Dunn, J. Biol. Chem., 245, 1088 (1970).

2. L. J. Valenta, A. D. Strosberg, V. Valenta, and J.~-C. Jaton, Acta Endocrinol., 85, 765
(1977).

3. B. S. Hartley, J. Biochem., 119, 805 (1970).

Institute of Biochemistry of the Academy of Sciences of the Uzbek SSR, Tashkent. TIrans-
lated from Khimiya Prirodnykh Soedinenii, No. 5, pp. 660-661, September-October, 1983. Orig-
inal article submitted April 5, 1983.

632 0009-3130/83/1905~- 0632$07.50 © 1984 Plenum Publishing Corporation



