


2590 NO. 25 

t.rione", II) in N2% yield as a white crystalline solid, m.p. 230-232Q; urnax (KRr) 3015, 
-1 

2905, 1690, 1320, 1200 and 870 cm . The n.m.r. spectrum, in dsutsropyridinc,. is very sim- 

ple:% 6.99 (d, 3 = 4.2 Hz)(6H), 7.10 (s)(5H) and 7.6 (m, 3 = 4.2 Hz)(lH), indicating a 

degenerate conformational change at room temperature (a "to-and-fro"5 or oscillatins mols- --- 

~1s). As anticipated, the yields of the key intermediate II are vsry low since the intra- 

molecular reaction requires three reactive centsrs approaching one to the other at the sa- 

me time (or nearly so), and vary high dilution must be used in ardor to favor cyclization 

over polymerization. Homsvsr, the yields could be improved up to 4.35 by using solubls CO- 

pper chelates as catalyst (&. ref. 2). 

Treatment of the tris-tosylhydrazons of II with excsss of msthyllithium6 gaits bullva- 

lens (I) in 20 t 5% ++, which was identified by direct comparison with an authentic sample 

prepared according to the method of SchrBdsr 
3b 
. 
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The optimal sxpsrimsntal conditions for this step are presently being investigated. How- 
ever, even the reported yield is fairly good if one realizes that three functional groups 
are converted in ons step (w60$ I)BI group). 
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