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We have demons t ra ted  that reduct ive cyel izat ion to f o rm  2 ,3 ,4 ,5 - t e t r ahydro- lH-1 ,5 -benzo-2-d iazep i -  
none (11) occurs  in the reduct ion of 3-(2-ni t rophenylamino)propionie  acid hydrazide (1) with hydrogen during 
isolation. It might have been assumed  that the in termediate  product  in this p roces s  is 3- (2-aminophenyl- 
amino)propionie acid hydrazide (III). To conf i rm this, I was reduced under  mi lde r  conditions (with hydrogen 
on a Raney nickel cata lys t  at room tempera ture) ,  and aminohydrazide III was isolated in a yield of 90%. The 
cycl iza t ion of III in the p resence  of an acid ca ta lys t  gives the known [1] 1 ,5-benzo-2-diazepinone.  
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2 ,3 ,4 ,5 -Te t rahydro - lH-1 ,5 -benzo-2 -d iazep inone  (II). A) A 4-g sample of zinc dust was added in smal l  
por t ions  in the course  of 30 rain to 2.24 g (0.01 mole) of I, 30 ml of methanol,  and 18 ml  of concentrated hy- 
d roch lor ic  acid. The react ion mixture  was ref luxed fo r  5 h, neut ra l ized  with sodium bicarbonate  solution, 
and evaporated to d ryness  on a wa te r  bath. The dry  res idue was ex t rac ted  with a Soxhlet apparatus  with 100 
ml of benzene for  5 h. The benzene was removed  by dist i l lat ion to give 1.0 g (62%) of H with mp 141-142 ~ 
Found: C 66.5; H 6.0; N 17.0%. CsH10N2 O. Calculated: C 66.7; H 6.2; N 17.2%. 

B) A mixture  of 2.24 g (0.01 mole) of hydrazide I, 100 ml of absolute alcohol, and 3 g of a Raneynickel  
paste  was shaken for  3 h until  the calculated amount of hydrogen had been absorbed.  The nickel was r e -  
moved by f i l t rat ion,  and the f i l t ra te  was ref luxed fo r  3 h with 20 ml of dilute sulfuric  acid. The m i x t u r e w a s  
neut ra l ized  with sodium bicarbonate  solution and evapora ted  to dryness ,  and res idue was ext rac ted  with ben-  
zene to give 0.42 g (55%) of II. 

3-(2-Aminophenylamino)propionic Acid Hydrazide (]I1). A mixture  of 2.24 g (0.01 mole) of hydrazide I, 
100 ml of absolute alcohol, and 3 g of a Raney nickel  paste  was shaken until the calculated amount of hydro-  
gen had been absorbed.  The solution was f i l tered,  the alcohol was removed  byvaeuumdis t i l l a t ion  ina  s t r e am 
of nitrogen, and the residue was c rys ta l l i zed  f r o m  benzene to give 1.74 g (90%) of a product  with nap 118- 
119 ~ Found: C 55.4; H 7.6; N 28.6%. CgH13N30. Calculated: C 55.7; H 7.7; N 28.9%. 
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