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OPPI BRIEFS 

aryl); ir (KBr) 1270, 1620, 3280, 3400 cm” (Ar-NH2). 
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A number of new N-substituted 3-methyl-4-arylhydrazono- 

2-pyrazolin-5-ones (11) have been prepared by the reaction of 

ethyl 2,3-dioxobutyrate 2-arylhydrazo~es (I) 1 with 4-phenyl- 

s emicarbaz id e , benz y 1 sul f onylhyd raz ine’ and 4 -ac et amido- 

benzene sulf ocylhydrae h e 3  respectively . 
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OPPI BRIEFS 

NHAr CH3COCH2C02Et NNHAr 
! RNHNI12 cHv ' 'C02Et 7 0 

I 
- CH3; + 

ArN2+ ij 

I 

a) R = PhNHCO; b) R = PhCH2S02; c) R = 4-(CBgCONH)PhSC2 

Ethyl 2,3-dioxobutyrate 2-arylhydraeones (I) were obtaicea 

by coupling the appropriate diazotized aniline with ethyl 

acetoacetate. 4 

EXPERIMENT A L ~  

N-(Phen~lcarbamogl)-~-~ethyl-~-a~~hydrazoco-~-pyr~zoli~-~- 

ones (IIa). - An alcoholic solution of 4-phenylsemicarbazi~e 
(0.005 mole) containing a few drops of conc. sulfuric acid w'ts 

added to an alcoholic solution of ethyl 2,3-dioxobutyrate 

2-arylhydrazone (0.005 rrale) and heated to reflux for 4 PLrs. 

The shiny crystals which separated on ccoling were collected 

and recrjstal'ized from ethzfi3l. The ckaracferistics of thp 

compounds i r e  given in Table I. 

!~-(3enz~lsulfocyl)-7-~~~h~l-4-ayylhgdra~onc-~-~~r~~~,~in-~- 

rmes (113). - T o  a solution of ethyl 2,3-dioxobutyrate 2- 

arylhydrazone (0.005 mole) ir? ethancl (49 ml) was a d d e d  

benzenesul'onyl~ydrazine (0.005 r n ~ 1 . e ) ~  i n  a o e t L c  2 ? i d  (1'. I . '  - I  1 

ccntaining a few 4 r o p s  o f  s u l f u r i c  m i d .  ?he cor:tcnt:: W C Y  

refluxed for 4 hrs. Upor, cccling crystd P separx';eii., 2fi.+ :.:,->'-,-> 

recrystallized from ethanol. E a t 2  are given in Tab12 IT. 
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OPPI BRIEFS 

butyrate 2-arylhydrazone (0.002 mo1e)in acetic acid (20 ml), 

4-acetamidobenzenesulfonylhydrazine (0.002 mole) in benzene 

(25 ml) was added. 

cooling shiny crystals separated, were collected andrecrystal- 

liaed from ethanol. The characteristics of these derivatives 

are listed in Table 111. 

The mixture was refluxed for 4 hrs. Upon 

Table I. 

Ar 

Ph 
- 
2-N02Ph 

4-N02?h 

2-MePh 

2-MeOPh 

N-(Phenylcarbamoyl)-3-methyl-4-arylhydrazono-2- 
pyrazolin-5-ones ( I I ~ ) ~  

Yield ($1 mp. (OC) Color 

65 204 Yellow needles 

58 171 Orange needles 

60 197 Dark yellow needles 

55  196 Yellow plates 

40 206 Yellow plates 

a) Elemental analyses for nitrogen were within acceptable 
limits for all compounds. 

Table 11. N-(Benzylsulfonyl)-3-methyl-4-arylhydrazono-2- 
pyrazolin-5-ones ( IIb)a 

Yield ($1 mD. (OC) Color - Ar 

Ph 70 194 Orange needles 

2-N02Ph 63 233 Yellow fibers 

3-N02Ph 60 126 Yellow fibers 

2-MePh 60  186 Yellow needles 

2-MeOPh 69 192 Orange needles 

- 

a) Elemental analyses for sulfur were within acceptable 
limits for all compounds. 
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OPPI BRIEFS 

Table 111. N-(4-Acetamidobenzenesulfonyl)-3-methyl-4-aryl- 
hydraz ono-2-pyraz olin-5-one s ( I1 c ) a 

Ar Yield ($1 mp. ( O C )  Color 

Ph 58 257 Yellow plates 

2-N02Ph 65 250 Yellow plates 

3-N02Ph 65 2 48 Yellow plates 

2-MePh 60 241 Orange needles 

2-MeOPh 65 251 Orange needles 

a) See footnote of Table 11. 

- 

- - - - - - - - - -  
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Bis-1,8-naphthalic anhydride monomers are made by the 
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