15 3 Vol 15 No. 3
1997 5 CHINESE JOURNAL OF CHROMATOGRAPHY May 1997
*
( 110015)
Sic —
6 <1%. SiC
0658/062
90C , 140C , 160C ;
1
H, 60m L/m in. 2:3mx PBmm
(CVD) Sic ; 160~ 80 “6201” 10%
; 60C , 110C,
140°C ; Ho, 60m L/m in.
CVD SiC , ,
SiC , , ;
(D]
SiC
3
, 3.1
( 41~ 67C ), 1 2
, , , 1 s
, M1 M 2
1 s s
7m in ( 1),
5 M,
2 MH , 0.2%,
2.1 , 2
SP-230511I
,XW C-100/AB 3.2
,SE-30
; ( Mi,> 95%); , , 95%
( M2’> 95%), ( M3,> M}\M]\MZ\MH\SC]4‘MZH )
90% ), ( MH), (SICL, ( )
> 95%), ( M,H). GC-MS
2.2
1:3mx PBmm ; : 60~ 3.3
80 “6201” 10% SE-30 ;
* “863” s
:1996-01-16, :1996-04-26



3 : 247

3.4

1 (%)

Table 1 Analytical results of samples( % )

1 2 3 4 5 6
Samples Average SD cv
M, 97. 96 98. 23 98. 38 98.10 97.83 97. 36 97.98 0.33 0.33
MH 91. 67 93.11 92. 31 92.36 91. 66 91. 35 92. 08 0.59 0. 64
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Table 2 Stability of sample M 1( % )

i . . M: MxH M; M
b Time of analysis
« b
o} . 97.95 0.71 0.96 0.47
Same day as sam pling
3
96.42 2.83 0.55 0.02
1 M (a) MH (b) 3 days after sam pling
Fig. 1 Chromatogram of methyl chlorosilane(a) and
m ethy] dichlorosilane( b) ( phthalate column) 3 MH (%)
a. 1.M>H ( dimethyl chlorosilane ), 2. MH ( methyl Table 83 Stability of sample MH( % )
dichlorosilane), 3. M3 ( trimethyl chlorosilane ), 4. M} MH M-H M, M: SiCl

Time of analysis

(methyl chlorosilane), 5. Ma(dimethyl dichlorosilane). b.

1. CHsCI, 2. (unknown), 3. M.H, 4. SiCls, 5. MH, 6. Same day as samp1ing92'36 6.05 0.70 0.12 0.24
M1, 7. M. 3
: : _ 81.70 16.23 0.83 0.27 0.40
3 days after sam pling
3.5
15

. 58.3536.12 2.96 0.56 0.77
> 15 days after sam pling
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Determ ination of Chlorosilanes by Gas Chromatography

Shen Yiwen, Qu Jichuan and Zhang Hongdu
(Institute of Metal Research, the Chinese Academy of Sciences, Shenyang, 110015)

Abstract Chlorosilanes are the essential raw material of SiC fibre made by “CVD ( chem ical vapour
deposition)” method. The purity of chlorosilane affects the quality of SiC fibre obtained. Therefore, a simple
and reliable method for the determ ination of the constituent of chlorosilane is needed. A gas chrom atographic
method for quantitative analysis of chlorosilane is described in this paper. The gas chromatographic condr
tions were as follows: column, 10% diethyl phthalate on 6201 support(60-80 mesh), 3m* Smm i d. stain-
less-steel column; column temp., 60C; injection temp., 110C; thermal conductivity detector temp., 140C
carrier gas H, with flow rate of 60 mL/m in. The results show that the method is simple and rapid, and has

good precision and reproducibility. The coefficient of variation of the method was less than 1% (n= 6).
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