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3-Diazo?Jutaaoneinrefluxing carbon disulfide afforda anadduct C&&$*ldBichm 

beem assigned stnxture Ia (or its gemetric iraner) (2), a fomulation analogous to Ib 

(or its isaller) advauced for the cycloaddu ct fmmaaihmail ~dcarbondimlfide(3). 

Thethree-dime~ioualX-rey riugle cry&al structure d&emination~~reported,however, 

establishes that the adduct is the 2_methyleue-1,3-dithiacyclobutaue derivative II. 
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a: R=C&j 
b:R=Ph 
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II 

Recryet&Uization of the adduct frm~ 9% ethanol gave fine, almost colorlees needles 

of mp 125~1260 (lit. (2) up 1260) belonging to one of the two monoclinic space groups, 

either Cr/c or Cc. The former sesignment, suggested by statistical tests and the number 

of molecules in the unit cell, was coufinned by the results of the analysis. The cell 

paremeters were obtained od &precession camera using MO-Ka radiation (1 = 0.7107 A): 
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TABLE1 

Baod ~etancer (In A) 
(Avenge e6tirtd rfmdarddevhtlam. O.OlJ A) 

8(1)-c(2) .................. ..1.80 c(6M7) .................. ..l A8 

8(1)-~(4)....................1.8 5 c(6)-0(8) .................. ..1.2 1 

ti2)-s(3) .................. ..l .R c(9)-aN ................. ..1.5 g 

c(2)-ti9) .................. ..1.3 6 ti9)-c(la ................. ..l A? 

8(3)-c(4) .................. ..l .go c(lo-c(l2) ................ ..1.5 5 

c(4)-c(5) .................. ..1.5j c(~)-o(~) ................ ..1.2 7 

c(4)-c(6) .................. ..l Al 

Bend Anglee (In degreea) 
(Average e&mated 8tu&wd denrhtlona I 0.70) 

c(2)-8(l)_c(4) ............... 83.3 c(5)-c(4)-c(6) ............. ..ll2.7 

s(l)-c(2)-8(3) ............. ..106.6 c(4)-c(6)-c(7) ............. ..ll8 .l 

s(1)-a2)-c(9) ............. ..128.5 ti4)-a6)-0(8) ............ ..a~.6 

8(3)-(X2)-c(9) ............. ..130.8 c(7)-@6)+%8) ............. ..125.6 

c(2)*(3)-c(4) ............... 83.7 c(2)-a9)-c(la ............ ..ug .6 

8(1)44)_8(3) ............... 5Q.3 c(2)-c(9)-c(~) ............ ..ll6.8 

S(l)-a4)-c(5) ............. ..u5.8 c(1o)-ti9)-c(ll.) ........... ..l23.5 

~(l)-c(4)46) ............. ..108.4 c(9)-c(la_c(l2) ........... ..m .O 

2(3)-c(4)-c(5) ............. ..u4.8 c(9)-c(U)-a~) ........... ..121.6 

s(3)-~(4)-c(6) ............. ..lll .l ti~)-c(~)-o(~) .......... ..l20.4 
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Perspective drawing of the molecule viewed al- the +xis, 
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