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Table 4 Companson between Volhard’ method and Doermg s method
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. . Résumé
1 Methylbromide can be determined with a

recovery of 99.62 by the following procedure. :
Take 0.5g- of emmplé in a .small glass hulh,
place into 200ml pressure flask, add 60ml of 1IN
methanolic NaOH and stopper the flask. After
‘coq]mn‘ the cont_ents hy freezmg mixture ot‘ ;ce
and NaCl, break the glass bulb by shaking.
Warm the flask fdr one hour "on steam bath at
50~G0°. Cool the contents of flask. Wash into

250m1 volumetnc flask and fill up to 230ml with, N

dxstllled water.’ Pxpet f0ml of: the. solution into

300m1 Erlenmeyer flask, acidify with HNO;
" (1:3) and txtnte free Br l)y Volhard’s method
_Calculation : )
_mlLof 0.1N AgNO;x0. 000400 '1.00“___ ’ ‘
. weight of.smlaplc : méthylbrdmide%
2. - Methylbromide mnhinirig'ch]orpicrih can

be determined with a recovery. of 99.4% and
96,525 respectively by the. followmg pmcedure :
Dlssolve s1mple by the above “procedure and
reflux for.an hour: ‘with .)Oml of 2’4 sodium’
peroxxde solutlon on Steam I)ath Remove metha-
_nol, dilute the resldue to 230ml with dmtll!edv
water and treat 50ml of the solution by Volh'trd’_ _'
method. ‘Transfer 25ml of the solution to 200ml
Er'lénmcycr'ﬂask, acidify with 2N 11Cl, add 20m]

£ 5 2. sodium hypochlorite solution and add
10ml more- of 2N HCI. Neutralize cxcess of: HCl
w1th mlclum carhonate, add more calcmm car-
bonate untll the eolutlon becomes muddy, and
then boil slowly over low flame for 30- mmutes
:Dissolve excess of- sodlum hypochlorlte with
10m1 of 202 sodium formate solution.- and hoil

© 'more. 10 mmutcs After ¢ooling the solutlon,‘

neutralize with 10ml of 2N HCI, acidify with
10ml of 2N HCI, and add 2% of potassium fodide

and a few drops of 1022 ammonium molyhdate
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" weight of sample 100= methy bromide 25

{ml of 0. IN'ARNOs — (CH3Br (g)+- 0.000405)} 0. 003546 X 1. 5463
’ wexght of sample

X 100 chlorplcrm /
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