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he reaction between diazomethane and

the intermediate sulphene produced by
treatment of (18)-camphor-10-sulphonyl
chloride with triethylamine has been re-
ported to give a thiiranedioxide (m.p. 83 —
85°).12 We have repeated this experiment.
The two epimeric thiiranedioxides (Ia and
1b) thus formed have now been separated
by thin layer and column chromatography
on silica gel. The mixture of epimers as
well as each of the two pure isomers de-
composed when heated above their melting
points yielding the known (185)-7,7-di-
methyl-1-vinyl-2-norbornanone (2).%2

SHORT COMMUNICATIONS

Experimental. 2-[(18)-7,7-dimethyl-2-0xo-1-
norbornanyl)-thisrane-1,1-dioxides (la and 1b).
The mixture of the epimeric thiiranedioxides
(Ia and 1b) was prepared from (1.8)-camphor-
10-sulphonyl chloride (m.p. 67—68°% [a]p®
+30°% ¢ 2.0 in CHCl,) according to the pro-
cedure of Opitz and Fischer.1»? The two com-
pounds could be separated by TLC (Merck
Silica gel HF,,,), e.g. when eluted with ethyl
ether, Ry, values were 0.55 and 0.77. The
epimers were separated on preparative scale
by column chromatography (silica gel/ethyl
ether) to yield a low-melting isomer (R 0.77;
m.p. 81—86° dec.; approximate yield 70 9%;
{a]p?* —5.6° ¢ 3.1 in CHCl;) and a high-
melting isomer (Rg 0.55; m.p. 100— 106° dec.;
approximate yield 15 %; [¢]p* — 58.6, ¢ 0.8
in CHCl;). The two isomers exhibited similar
IR spectra: » (CHCl;) 1735 (C=0), 1320 and
1160 (SO,) cm™.2 The compounds were in-
sufficiently stable at room temperature for
meaningful elemental analysis. However, they
could readily be characterized by heating to
yield (18)-7,7-dimethyl-1-vinyl-2-norborna-
none (2) (m.p. 65— 66° [«]p?! +16° ¢ 3.3 in
CHCl,). 102
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Only sparse information is available on
the low temperature electrical behavi-
ours of transition metal pnictides and
chalcogenides. Moreover, the few investiga-
tions hitherto have been concerned with
phases having relatively simple composi-
tions and crystal structures. Therefore, it
was considered worthwhile to study a few
phases which do not satisfy the above
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