11 3 ( ) Vol. 11 No.3

2011 9 JOURNAL OF NANJING NORMAL UNIVERSITY( ENGINEERING AND TECHNOLOGY EDITION) Sept 2011
( 210097)
TQO14 A 1672-4292(2011) 03-0055-04

A Method for Middle-controlled Analysis of Methanesulfonyl Chloride From
Acid Chloride Reaction of Sodium Methanesulfonic Acid
Liu Guoging Wang Yuping Peng Panying

( School of Chemistry and Material Science Nanjing Normal University Nanjing 210097 China)

Abstract: In the production of methanesulfonyl chloride from sodium methanesulfonic acid the yield of methanesulfonyl
chloride is determined through gas chromatography and calculated to help select and control the reaction conditions. This
method is characterized by high speed analysis simple operation great reproducibility and high accuracy and can be
applied for the middle—ontrolled analysis of methanesulfonyl chloride in the acid chloride reaction.
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Fig.1 The gas chromatogram of products
5 MSC from the reaction mixture
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Table 1 The accuracy and recovery of gas chromatography
/ / /
N ey (e /(e/L) (&/1) % %
1 10. 94 10. 92 21.54 21.89 22.03 21.32 21.63 21.68 0.82 99. 18
2 23.14 10. 96 34.13 34.56 34.28 33.87 34.91 34.35 0.73 100. 73
3 37.43 10. 07 48. 04 48.57 48. 84 47.78 48.19 48.28 1.64 101. 64
4 46. 88 10. 65 58.30 58.79 58.12 58. 88 57.97 58.41 1.53 101.53
5 57.57 10. 76 67.92 67.83 68. 09 68. 14 67.25 67. 85 0.70 99. 30
1 0.70% ~1.64% 99.18% ~101.64%
2.2 85
=
/r___ﬁ_._ o
80 j
:,E 754 '
2~ 4 %r .-'J'
= 70 i
2 ( . /
) 2% 65 ¢':I
; 2% 6l T T T T T T T T T 1
0 2 3 4 5
Ak 70 i FH ik 9%
2% S% 1.5% M2 fdAARPERSNKENEN
Fig.2 [Effect of catalyst volumn on yield of
2% methanesulfonyl chloride
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Fig.3 Effect of solvent volume on yield of Fig.4 Effect of Time on yield of methanesulfonyl
methanesulfonyl chloride chloride
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