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m a  

2,4,6-Trichloro-g-toluidine (111) is a useful inter- 

mediate in preparing a series of herbicides. 

claimed to have prepared 111 by the hydrolysis of 2,4,6-tri- 

chloro-pacetotoluidide (11) obtained from the chlorination of 

I with sodium chlorate (2 moles chlorate/mole I) in glacial 

acetic acid. However, the product they obtained was not fully 

characterized. When their procedure was repeated, only a di- 

chlorinated acetotoluidide was obtained. We vfish to report 

the synthesis of 2,4,6-trichloro-~-acetotoluidide (11) and 

also 2,4,6-trichloro-g-toluidine (111). 
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EXPERIMEXT AL 

Melting points were determined on a BUchi melting poin5 
apparatus with a calibrated thermometer. 
measured with a Bechan Model IR-8 grating spectrometer. Nnr 
spectra were recorded on a Varian Model T-60 'spectrometer w i t h  
tetramethylsilane as an internal standard. Elemental analysc: 
were performed by PCR, Inc., Gainesville, Florida. 

Ir spectra wax? 

2,4 ,6-Tr ich loro-~-aze to to to lu id ide  (11). - To a stirred so luz ior i  

of m-acetotoluide (10 g, 0.067 mole) dissolved in 200 ml cf 

glacial acetic acid, 2 5  ml of conc. hydrochloric acid (C.2(? 

mole) was carefully added. To this solution maintained a'; ir-- 

25' was added, dropwise, a soluticn of sodium chlorate ( 2 6  =, 
0.24 mole) dissolved in 30 r n l  of water. The solution was 

stirred for 3 hrs. at room temperature, Upon addition vf 

500 ml of cold water, 2,4,6-trichloro-~-acetctoluidi~e ; ? rcc?- -  

itated; the product was recrystallized from alcohol. Yield: 

9.0 g (53%) mp. 180-181° (lit.' 181°), (lit.' 192') ; nmr (CL)': ) 

3 
aryl) ; ir(KBr) ',6?CI cn-' (T=C). 

6 1 , 6 2 ( ~ , 1 , - N H - ~ ) ,  ?.2(s,3,-CH ), 2.d2(s,3,-C!l3), 7 ?  , .L(s, L ,  

Anal. C a l c d .  f o r  C Fi N0213: ? 47.e0, !? 3.17, N 5.55, C1 r!l.C'6 

Pound: C AZ.58, 2 3.16, N 5.56, C1 4':'' 
3' 8 - 

.. 

toluidide (11) (5 g, 0.C20 mole)  w a s  K K I : F C  ' lo r e 2 i u x  idi5'c 

75 m l  o f  50% aqueous sulfuric acid sD1u t i .w  for A . 5  ?rs. C W  

cooling, a white preicpitate was o b f z i n c l .  %is ~rc?i;.i,f-"c-. ,- 

was filtered, dissolved in 25% aqueous cll.ccJhc1 and n!:ir!o ??a::-i I . ~  

with 25% aqueous NaOH solution. A p a l e  brew- solid m'az r.?s- 

tained and w a s  recrystallized from alcohol to yiel3 1.8 g 

(42.8%) of white crystals, nip. 71-72' (lit.- 77-78"), (Ijt:'' 

85'); nmr (CDC1,) 6 2.2(s,3,-CH3), C . A ( S , ~ , - F T H ~ ~ ) ,  ? . L ' ( n , l ,  
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aryl); ir (KBr) 1270, 1620, 3280, 3400 cm” (Ar-NH2). 
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THE SYNTHESIS OF SOME NEW 3-METHYL-2-PYRAZOLIN-5-ONES 

Submitted by Hari G. Garg* and Raj K. Gupta 

(3/4/76) Department of Chemistry 
University of Roorkee 
Rocrkee, India 

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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