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II. Synthesis of 1-(N-Methyl-2-pyridyl)-2-(N-alkylheteryl)ethylene Diiodides*

B. P. Lugovkin

Khimiya Geterotsiklicheskikh Soedinenii, Vol. 4, No. 6, pp. 1071-1074, 1968

UDC 547.821.3'789.6.8.07:542.953

The crotonic condensation of 2-pyridinealdehyde methiodide with
alkyl iodide derivatives of heterocycles with active methyl groups has
been studied. 1-(N-Methyl-2-pyridyl)-2-(N-alkylheteryl)ethylene
diiodides have been synthesized.

In the preceding article [1], it was found that 1-(2-
pyridyl)-2-heteryl-ethylenes add methyl iodide with
difficulty, while in heterocyclic systems with benzo-
thiazole and benzoselenazole radicals, methyl iodide
quaternizes the nitrogen atom of only the pyridine
ring. In development of these investigations, the con-
densation of 2-pyridinealdehyde methiodide with alkyl
iodide derivatives of heterocyclic compounds contain-
ing active methyl groups has been studied. The reac-
tion has been carried out with the methiodides and eth-
iodides of: quinaldine, 2, 6-dimethylquinoline, which
contains an active a-methyl group [2], lepidine, 2-
methylbenzothiazole, 2-methylbenzoselenazole, 5~
methoxy-2-methylbenzothiazole, and 5-methoxy-2-
methylbenzoselenazole.

The products of the crotonic condensation which
takes place when the components are heated in glacial
acetic acid are 1- (N-methyl-2-pyridyl)-2-(N-alkyl-
heteryl)ethylene ditodides (I-XIV).
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The quaternary compounds obtained are colored
crystalline substances stable on storage. They dis-
solve on heating in water, methanol, and ethanol, and
with difficulty in glacial acetic acid; the methyl ethyl
iodides are somewhat more soluble.

The characteristics and conditions for the synthesis
of the diiodides are given in the table.

*For part I, see [1].

The UV spectra of ethanolic solutions of compounds
I, III, v, VII, IX, XI, and XIII show the absorption
band of a —CH=CH— group in the 300—400 nm region
with a maximum at 310—-350 nm.

In the reaction of 2-pyridinealdehyde ethiodide (mp
155° C) with the ethiodides of heterocycles with an
active methyl group (benzothiazoles and 5-methoxy-
benzoselenazoles) it was impossible to isolate 1-(N-
ethyl-2~pyridyl)-2-(N-ethyl-2-heteryl)ethylene di-
iodides.

EXPERIMENTAL

Synthesis of the 1-(N~-methyl-2-pyridyl)-2-(N-alkylheteryl)ethylene
dilodides (I-XIV). The alkyl iodide derivative of a heterocycle with
an active methyl group was added to an equimolecular amount of 2-
pyridinealdehyde methiodide (mp 183-184° C) dissolved with heating
in glacialacetic acid® in the experiments on the synthesis of IIl and
VII-XIV the aldehyde methiodide was added to a hot solution of the
heterocycle alkyl iodide derivative. After the solution had been
boiled, the crystalline precipitate that deposited was filtered off on
the following day (IV,V, and VI after several days) and washed with
dry ether.

The compounds synthesized were recrystallized from dilute (3 : 1)
acetic acid (I, 1.5 ml; XIII and XIV, from 5-6 ml).

The UV spectra** were taken in ethanol at a concentration of 5 *

+ 10~ mole/l on an SF-4spectrophotometer with a layer thickness of
1 em.
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* The amount of solvent was selected according to the solubility of
the starting materials and its suitability for the crystallization of the
difodide obtained.

**N, F. Rakova measured the UV spectra in the Kazan Branch of
NIKF1 [All-Union Scientific-Research Ciné-Photo Institute].
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CHEMISTRY OF HETEROCYCLIC COMPOUNDS
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*We obtained compounds I and V previously by the reaction of the free bases with methyl iodide; yield of ¥ 60% and of V 14.5%; mixed samples gave no depresﬁion of
the melting point.



