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Man Ki Park: Mirco-method for Analysis of Chloride, Bromine and Sulfur
in Organic Compounds by Application of CHN Corder and Combustion Flask

From the principle of CHN-Corder anlysis, it is obvious that seperation
of chlorine and bromine in a sample is nearly impossible. In order to
analyze, chlorine, bromine, and sulfur seperately in a sample which is a
single organic compound or a mixture of organic drugs, combination of
flask combustion method and CHN-Corder was successfully attempted.
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1. Yanakimoto CHN-coder MT-1 (cf. Fig-1)
2. Micro-balance, MPR~5 Riderless

%o 0.001mg (Gottinger L)
3. Combustion flask, Pyrex 350ml
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Pt-spiral $10x 100mm

4. Automatic microburet, brown color
0.01ml/!

5. &R BE THE
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He gas, Oxygen gas, 99.99% ElE
Silicon tube, Silicon gum, Silicon wool
Toyo filter Paper No.6

Ag-granules

H,0;, 30% &R

CH,OH

10% HNO,

0.01% Bromphenol blue methanol soln.
0.005N « Hg(NOy),

1% Diphenyl carbazon reagent

0.01N Ba(CIOp,

Thorin Reagent

ot BE

CHN-coder & CHN 7 %4 combustion column & o} 71 -3, OHN ¢ detector g & =}
o} Al 7] 7, Bk Ag-granules absorption funnel & 27} #37AlA e AL 500°C AA
£ 400°C A = =A%z, RBEE 800°C EE Prigd& MEM= ¥ = He gas & FiEAl A
79g S F%352 micro-balance & F{A 1ERES] 3~5mg 9 sample & Pt-boat o] E{3}l<] (A)
preheater ol 4 850°C 742 G# ok, MG He gas & E3AA HHA 72 AgRIE 18
mges BERHMD.

FRso] A—3% sample & FRE3| (5mg BE) B (B) A F(2X2cm)o] A 4o} Ptig
of Arealz #ig flask of H,O 50ml et 30% H,0, 0.5ml ¥ B%E W2 WEES £ &
o Yo A7 Fako] stet. AA3E AsEAA Flask A7 £33 Ad #HEHN Tt
HEd.

10% HNO, 2~3 drops & FtE¢ %3z Thorin Mk 2~3 & stz 0.01N Ba(ClO),
W 2 MEE BEe] £45 ¢ & KKBLE FAW) Gl v HEE 4714 F=)
oA] BiEES 10% HNO; 2 233z (PH 2.54 %) diphenylcarbason ¥ 3~4 #& M3tz
0.05N Hg(NOp, %o 2 HiEstd ¢ Rad It HEEtc( 18) & Kkliez &
. 43 ml(ND
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Sample# (mg)

X 100

Ar+Ay=M—- (—9—5-829-41'1) *1
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0.1773 T 70.3995
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Sample & ¥4 B—3}A Fikol WaEd 2y Kol sAA =k HE STl e AR
algEste s Rl Hird.
Note: A; taken Sample(mg) by absorption method

B; taken Sample(mg) by combustion flask method
M; Increased weight(mg) of Ag-Absorption funnel
N; Titrated ml for total Halogen
W; Titrated ml for Sulfur
X; The ratio of Cl; contained in Sample

Data

y; The ratio of Br, contained in Sample

¥when not contained sulfur in Sample
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it XBSW BREkS B4 BREA =2 233(833 1:1)
Acetone o] 5o B¢ BAEWHE LEH ER RE ERY.
© # Sampled] M 4 4Y9) FHEd. % 4Y datay ZF 2501 P L.

Sample Found {Theoretical| Deviation
romple | ELEMENT | Fopnd  [Theofstical Devpation |

Remark

cl 18.70 18.52 +0.18 for elemental Analysis
1 Br 41.49 4174 +0.2 Cl—CoH(—Br

Cl 10. 85 10.98 -0.13 for determination of mixed drugs chloram
*2 Br 17.98 17.91 +0.07 phenicol (Cl 21.95%) Bromaral (Br 35.82%)

Cl 13.95 13.88 +0.08 for elemental analysis
3 Br 31.39 31.27 +0.12 Br-CoH(SOCl

S 12.40 12.55 -Q. 15

Cl 7.35 7.55 —0.2 for determination of mixed drugs Chlorobenz
*4 - Br 11.82 11.94 -0.12 oic acid (Cl 22.65%) Bromaral (Br3s.82%)

S 8.42 —8.37 +0. 05 Sulfathiazole(S25. 2%) '
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