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Some 2- th ioxoimidazote t rahydroquinol ines  and 2- thioxoimidazoindol ines  have been synthe-  
s ized  by the cycl izat ion with carbon disulfide of the cor responding  o-d iamines ,  which were  
ob t a inedby  the reduct ion of the o-d in i t ro  der iva t ives  with hydrazine  hydra te  in the p re sence  
of Raney nickel .  

Continuing our invest igat ions in the thioxoimidazole s e r i e s  [1], we have p e r f o r m e d  the synthes is  of 
new condensed der iva t ives  with fetrahydroquinol ine and indoline. 

I I I I  I V Y  VI, V| l  

I R=H, R'=H; tI R=H, t~'=C'4Hg; III R=COCH3, R'=H; IV R=H, n=2; V R=CH3, 
n=l; VI R=H; VII R=COCH~. 

The synthes is  of the thioxoimidazole s t r u c t u r e s  (I-VII) was effected on the bas i s  of the diamines  ob-  
tained by the reduct ion of the cor responding  o-dini t ro  or  o -aminon i t ro  de r iva t ives  with hydrazine  hydrate  
in ethanol in the p re sence  of Raney nickel .  These diamines  a re  read i ly  oxidized in the a i r  and they were  
the re fo re  not i so la ted  in the f ree  state but were  subjected to cycl izat ion with carbon disulfide immedia te ly .  

All the th ioxoimidazoles  synthes ized are  c rys ta l l ine  subs tances  of var ious  shades of brown.  Their  
solubil i ty in organic  solvents  and in wa te r  changes in the sequence 2- thioxoimidazoindole  > 2- th ioxoimid-  
azoquinoline.  

The p re sence  of a se t  of c h a r a c t e r i s t i c  bands in the Ill s p e c t r u m  once more  shows the p re fe ren t i a l  
exis tence  of such s t ruc tu r e s  in the thione f o r m  [2, 3]. 

The UV s p e c t r a  of all  the compounds have a weak absorpt ion band in the 320-360-nm region.  The 
nature  of the solvent  s c a r c e l y  affects  the nature  of the cu rve s .  

E X P E R I M E N T A L  

The IR s p e c t r a  of the compounds were  taken on a UR-10 ins t rument  in the fo rm of mul ls  in paraff in  
off, and the UV s pec t r a  were  taken on a C a ry -15  ins t rument  in ethanol.  

6 ,7-Dini t ro- ,  N-ace ty l -6 ,7 -d in i t r o - ,  and 6 ,8-dini t ro te t rahydroquinol ines  were  obtained as desc r ibed  
p rev ious ly  [4]. 5 ,6-Dini t ro- ,  N-ace ty l -5 ,6 -d in i t r o - ,  and 5 ,7-d in i t ro-2-methyl indol ines  were  also obtained 
as desc r ibed  p rev ious ly  [5]. 

7 - (Buty lamino)-6-n i t ro te t rahydroquinol ine .  A solution of 0.6 g (2.2 mmoles )  of 6 ,7 -d in i t ro te t r ahydro-  
quinoline in 5 m l  of butylamine was hea~ed in a sea led  tube at 100~ for  10 h. The cooled tube was opened 
and the p ink - red  prec ip i ta te  was f i l t e red  off. Yield 0.5 g (71%). mp 148~ (from ethanol) .  UV spec t rum,  

* Deceased .  
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Xmax, nm ( logs  224 (4.08), 326 (425).  Found, ~ :  C 66.6; H 7.7; N 16.8. C13HtgN302. Calculated, ~ :  
C 66.6; H 7.7; N 16.8. 

Synthesis of the Thioxoimidazoles.  An ethanolic solution of 5.8 mmoles  of a dinitro or  aminonitro 
derivative of a tetrahydroquinoline (or indoline) and 3 ml of hydrazine hydrate were placed in a flask with 
a reflux condenser  and a paste of Raney nickel was introduced on the end of a spatula. The mixture was 
heated in the water  bath until the solution was decolorized and then it was f i l tered f rom the Raney nickel in 
a cur ren t  of ni trogen.  The ethanol was distilled off in vacuum. The residual  mass  was t reated with 10 ml 
of pyridine and 2 ml of dry carbon disulfide and was heated in the boiling water  bath for 3 h. The result ing 
solution was poured into 30 ml of water ,  the mixture was acidified with acetic acid to pH 4-5, and the p r e -  
cipitate was f i l tered off, careful ly  washed free f rom pyridine with water,  and rec rys ta l l i zed  f rom ethanol. 

The compounds synthesized are given in Table 1. 

I. 

2. 

3. 
4. 
5. 
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