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Method of Reductively Desulfonation of Aromatic Sulfonic Acid Derivatives with Raney Nickel

Takeshi AKIEDA,Yoshihiro MIYAGI and Susumu INOMA*

*Central Customs Laboratory, Ministry of Finance
531, Iwase, Matsudo-shi Chiba-ken, 271 Japan

Method of reductively desulfonation of aromatic sulfonic acid derivatives with
Raney Nickel was investigated.

As the result, it was found that alkyl or alkylaminobezene sulfonic acid were
converted in to alkyl or alkylaminobenzene, and alkyl or alkylaminonaphthalene
sulfonic acid were converted in to alkyl or alkylaminonaphthalene and alkyl or
alkylaminotetrahydronaphthalene, respectively.

It was shown that this technique is useful for the analysis of the composition and
impurity in aromatic sulfonic acid derivatives.
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Fig. 2 Relationship of reaction time and quantity of reaction product (toluene) of p-toluene sulfonic acid sodium salt

Concentlation of Temperature | Quantity of IN-NaOH sol.
sample solution (%) (T) ranny nickel(g) (ml)
®:05 20 0.2 2.0
X :10.05 20 0.2 2.0
J:0.5 50 0.2 2.0
O:0.5 20 0.6 2.0
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Fig. 3 Gas chromatogram and mass spectrum of reaction products
(1) Standard solution
(2) a@-or f—Naphthalene sulfonic acid sodium salt
(3) m-or p-Xylene sulfonic acid sodium salt

(4) p-Toluene sulfonic acid sodium salt
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Fig. 6 Gas chromatogram and mass spectra of reaction products of dodecylbenzene

sulfonic acid sodium salt (more than 99.0%, for ABS)
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Fig. 7  Gas chromatogram and mass spectra of reaction products of o-toluijine-5-sulfonic acid sodium salt
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Fig. 8 Gas chromatogram and mass spectra of reaction products of
6-amino~1-naphthalene sulfonic acid sodium salt
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Fig. 9 Gas chromatogram of reaction products of imported good A
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Fig. 11 Gas chromatogram and mass spectra of reaction products of imported good B
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