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27 g of 6 - chloro - 2 - chloronethyl - 4 - (4 - chloro - phenyl) -

qui nazoline 3 - oxide EXAMPLE 11

100 nere ' j Bl Goarde 5.0l O A m xture of 50
g of 2 - _benzamdo 3,5 - a 50% (w/vol) solution of methyl amne in
di met hyl benzophenone, 170 m of glacial 40 nethanol. The reaction

m xture was stirred acetic acid, 215 ml of concentrated sul phuric

at ca 20[err]C for 19 hours, then cooled to 5[err]C acid, and 115 nl of

wat er was heated under for 6 hours and §7plekered. The reaction pro- 5

reflux for 4 hou

the filter was r ecP §t‘t¥2}‘ f?‘z%ﬁ%e‘s Pategt mﬁr 0%("}1 migpre of; arher/GRetr ‘?Ih -
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purified by t \/ﬁltl]g &%L&ﬁe&] te btai 7 chioro - 1 - -5
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in

m xture was he%ec&i &'gdtednlyt ?“cgsﬁ' t-‘fglgre [ﬁe@ yired 1 mmckel at atmospheric pressure and
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ester hydrochl ori de and 150 ml of pyri di ne’ The reaction was conpl eted
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r eact inph ofrhydtascne Yﬂaesremw ko  dighpinore § () 4 - oxide, meM&t\ZHEh-ed with wat er,
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20[ er c pressure. Absorption of hydrogen oﬁn .‘fUr épm 2 go am no :
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were  filterggdRffs and two furég }h
.23 - g,fggrilhe egoher soI ution

ira
di stil | mdmplof 120 &dﬁmghﬁfox@é Yieke G2k y@
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sodi um sul phate, filtered and concentrated in for 2 days at O[err]C, the
precipitated pure cry- 80 vacuo. The residue was dissolved in nethyl-

stal |l i« Nyt 20—ene chloride and
crystalli zed by the addition dihydro - 1H - 1,4 benzodi azepi none - (2)

of petrdl eumether. The product,.7 - chloro was filtered off. It nelted
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resi due- 50- &{f‘f‘) Fﬂedsn%"sf‘i‘f)&}eﬁnng %H‘O g “““re 105
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reaction m xture was heated under reflux for due heated under reflux for

1 hour with a m x- 1 hour and then cool ed. The organic | ayer

ture of 100 ml of -3 - N sodium hydroxide. 15 _was separat ed —\AB.S.h.ed.W.Lb
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stirring was 5% mﬁﬁlhzedlﬁpm almmve ofyethpno) Aivater apd n@?eml i‘@a)terrreﬂel ¢¢greétpr°duct was | nued
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wat.er andle &l thh uc1(7% b tylmérbap 0) - SGdIaﬂdIhon o280 b prewdlinee atld -dtifridg f6rt her
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precipitate was filtered off and sucked dry. at 243C (wth deconposition).
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f r om hexdfe4 gaside, Grystdhzled)un Inegiles rntamdl es. nr:egt(ongma od47] 48[ err] C 2
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phenyl %Pﬁiﬁ&mom &nﬁo bcnfzo- w1ssea%.&lfﬂ) 131.; dtﬁeﬁdﬁf 3? 3 opﬁle hydro -
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Recryst afs dlSSOIVﬂd)m%mW codcemmtel SIWN sl &@é maL PEoP from a
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A solution of 16.5 g (0.1 nol) of acetam do- was separated, washed with
wat er and dried ___SD__manLSLdL_ne_aad_Jl_S_g_(_ﬂ_lE_rmL)_oi_henz,oyl
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~al um ni um chI oﬂmmaﬁ been addedtoﬂabmwcmldee Rear :HesuZtat ion raj sed the
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t he agueous |l ayer with trated hydrochl oric acid and heated under re-
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hour ling off 5.5 g of 2 -
the resi due“"crystal sl gaf A m an additional 3.2 g ot tho}g’ benz(;a;ﬁzamxdo 5 - bromo - 4 .
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