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We reported in the prevmus paper (Botyu-Kaoaku, 12: 1——5) a process for preparmg benzene:
hexachlonde (BHC) Th!s is made by passing benzene as a film to" countercurrent to. chlorine

m ‘a \ertlcally set” glass tube with “many swellmgs (bulb tube) whilé exposmg the reactants: to
sunlight. It is found by polarography that BHC thus produced contains heptachlorocyclohexan—
" es, These aie ,produced by .chlorination o‘f chlorobenzene (by-product in. BIIC. synthesis) ‘and
. the. BHC' isomer - produced From  this - pomt of view, the f'ndmg of the condition, in which
heptachlorocyclohexanes are not produced or are rediiced, is very. important. To give the solu-
" tion of this problem, we. made twa trxals which could be easily carried out. The one is cooling

. A' of reaction column by water from the outside, the otherisa process using chlorine saturator. Chlorine
satutator (rlg 1) is consisted of inner tube. and outer tube, and both are made of dark brown glass for ’
preventmg the instant reaction-of benzene and chlorine, in saturator. Chlorine ' saturator is att— ;

: ached on the top of the column.’ Benzene and chlorine are altogether charged into saturator m
whlch chlorme is dissolved and saturated in benzene, the benzene containing chlorme runs ovcr

the inner tubc and pours down into thé reaction column exposed to sunlight and then benzenev

react with' dissolved chlorine. On the respect of gamma isomer content, these two methods are

" both effectxve, and coohng mcrease the BHC yxeld for chlorme used. Bulb tube 1s’1nconvement_

.in covermg by outer tube in order to cool so we tried to use’ strax;,ht tube in stead’ of it. And
we found that the straight’ tube ‘acted’ enough for-the bulb ‘tube. It is often’ said - that benze-
ne loss in- BHC productlon is consxderably large. But. m our results benzene lots durmg reac—.
" tion is relatlvely small So’ benzene loss durmg treatments after reaction xs truly large. We
" recommend the method using the chlorlne saturator and coolmg by water for BHC productxon
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K . Résumé ‘ DL . RPN .
Productron of B H.C. was tned on larger scale than reporth before. In the presence of the
sunlight benzene is photochlonnated in the column whrch is ' made of glass The apparatus used

is shown in Fig. 2. Benzene was fed through the'top of ‘the column v1a the saturatlon vessel -
in which benzene was saturated with chlorme Thrs vessel is ' made of. brown glass and benzenc,
thcrefore, will not react with chlorme in 1t As in some experxments we dxd\not use this vessel .

chlorine was supphed through the bottom RPN o Ly

The feeding rate of chlorine ‘was regulated so as.to’ supply enough ‘for reactmg wrth benzene-

but to prevent depbsrtmg of BH.C.crystals. = =~ - - o,
A batch run is conducted as follows : A measired- quantity’ of benzene eeved lrters in every
cxpcrlment alae s fed at the rate of 20" ligers . per hdur, while reactlon is carrled ‘on and reactl

on ‘mixture drrps into the reservorr, -whicn-is changed every  one and half mmute Then the :

reaction mixture, is dlvrded 1nto into’ erght fractrons They are treated in the same manner as . ’

we reported before

“I'he data in These experxments are shown in the 'I‘able . g
‘Expt. 1 used saturstion vessel with, water COOIlng e N L ;\4.:

‘ Exbt. 2 used saturatlon: vessel without water c'o.oling' o

Expt. 3 dld not use saturatlon vessel with water coolmg

Expt. 4 did not use saturation véssel without water cooling v o
Al these experinjents were carrred under fine weather.: - - . e

Reaction temperature; specrﬁc gravrty of B.H.C. solutron, yield of BHL for benzene and

. contcnt of y—lsomer in fractlon 1or?2 are almost similar. as compared wrth them in fracuon
3~38. It is, tnerefore, concluded that even at the early stage of feeding of benzene, reaction is

carned on enough and thereafter almost 1nvarxably DR IR

' Determmatlon of p,p —DDT by dehydrochlonnatmn.
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