552

d3(JH: broad §S: CH):; §5-1~54 (IH: broad
S: =CHy: 87-4-8-4 (i1H; aromatic).
An important evidenge for the chromanone structure

M

cf the above compounds was also obtained by the
fact that the compound 1V prcpared by the above
method was found to be identical {m.m.p.; ir.) with

the chiromanone synthesized by Shizurt er al.,? by the
condensation of 4hydrovycoumarin with 8-8-dimethyl-
acrylozl chlorde in the presence of pyndme.

We have aiso obsernved that the above synthesis
of coumarimochromanores ts a general one and takes
place with 6-, 7- and 8-methhi 4-hydroxy coumarins
with the above a, B-unsaturated acids in the presence

of PPA.
All the compounds gave satisfactory C, H, N analysis

We are thankful to Ciba-Giegsy Research Centre
and Hoechst Research Centre for obliging us with
i.r. and ao.m.r.
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BIS (2-METHYL- A2 3. OXADIAZINE-4, 6-DiONE)-
5-SULFONYL

THE reaction of acetylisocyanate with sulfonyldiiso»
cyanate leads to bis (2-methyl-A 2 -oxadiaz,ne-4,

6-dione)-5-sulfonyl,

Ulrich described the reaction of acetylthiocyanate
with methylisocyanatel. The preparation of bis (2-
methyl- A 2 13 -oxadiazine-4, 6-dione)-S-sulfonyl, by the
reaction of acetylisocyanate and sulfnnyldiimcyanate,
1s analogous to the previously reported preparation
for 2,5-dimethyl- A * ¥-oxadiazine-4, 6-dione?, 2-methyl-
S5-phenyl- s 2 ¥.oxadiazine-4, 6-dione® and 3-chloro-
sulfonyl-6-methyl-2H-1, 3, 5-oxadiazine-2, 4 (3H)-
dione®. The reaction was complete in 1 hour, at
60-70° C, yielding a brown compound (1) {decomp.
at 82" C).

The H-NMR spectrum  of bis (2-methyl-A2 (8.
oxadiazine-4, 6-dione)-5-sulfonyl, which was recorded
in deuterium dimethylsulfoxide, shows a signal at
= 7-9 ppm for the methyl protons.

The I.R. spectrum (in KBr) shows the usual absorp
tions for the C =0, S=0 and C-0-C groups at
1710, 1175 and 1050 cnorl, respectively. The mass
spectrumi was difficult to interpret due to thermal
decomposition m the inlet system.

Letters to the FEditor

Current
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Reaction Scheme:

H,C—C C=0 O==C C—CH,
1o+l /A
N Ne— SO, — N N
N ¢/
I N
O O
O O
/T N\ /.
H,C--C C=0 0=C C—CH,
— l | I
N Ne— SO, —N N
N\ Ne””
] ;

(D

EXPERIMENTAL DATA

1. Preparation of acetylisocvanate (see ref, 5),

2. Preparation of CgHeN,0,8 (I).— Acetylisocya-
nate (2'9 g.; G 033 mole) was heated with sulfonyl-
dusocyanate (2-5g; 0-017 mole} at 60-70°C for %
hour. Bis (2-methyl-A 2% (®-oxadiazine-4, 6-dione)--5-
sulforyl, crystallized on cooling (yield 1-2 g: 45%).
(Found: C-—-30 07%,, H—2-13%., N—17-83% and
S—10-72%;). (Calculated: C—30-209%,, H—1-88%,
N~—17-53%, O—40 25% and S—I10-069).

The author wishes to thank Prof. H. P. Latscha and
Mr. R. L. Sharma for their help in obtaining elemental
analyses.
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