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2. Determination of N—nitrosodimethylamine in fish products using

gas chromatography with nitrogen—phosphorus detection

Keigo Takatsuki , Tadashi Kikuchi
J. Chromatogr. 508, 357 (1990)

A simple and rapid gas chromatographic method for the determination of N—nitrosodimethylamine
(NDMA) in fish products is described. NDMA is extracted from a dried sample with methylene chloride,
mixed with n—hexane and passed through a silica gel column. NDMA adsorbed on silica gel is eluted with
methylene chloride—diethyl ether (7:3) and the eluate is passed through a Sep—Pak alumina A cartridge
column, on which NDMA is adsorbed. NDMA is eluted from the cartridge with diethy! ether—methanol(2:1)
and the solution is injected into a gas chromatograph with nitrogen— phosphorus detection. This method
does not use solvent evaporation and concentration in the cleanup procedure, which eliminates the loss of
volatile NDMA and artifactual formation of NDMA in the analytical procedure. The detection limit is
0.5—1ug, ke and recoveries from salted pollack roe spiked at 40 and 4ug, ke were 96.7% (relative standard
deviation (R.S.D) 3.6%) and 85.0% (R.S.D. 6.8%) respectively.

3. Gas Chromatographic—Mass Spectrometric Determination of Six

Sulfonamide Residues in Egg and Animal Tissues

Keigo Takatsuki , Tadashi Kikuchi
J, Assoc. Off. Anal. Chem., 73, 886 (1990)

A gas chromatographic—mass spectrometric method using selected ion monitoring mode for simultaneous
determination of 6 sulfonamides in egg and edible animal tissues has been developed. Sulfonamides are
extracted from a sample with acetonitrile. The extract is passed through a silica cartridge column and
concentrated. Diazomethane in ether is added to methylate sulfonamides. After evaporation, the residue is
dissolved in methylene chloride and cleaned up by silica gel column chromatography. The methylene
chloride eluate containing sulfonamide—methyl derivatives is evaporated to dryness, redissolved in ether and
partitioned between 6N hydrochloric acid. The acid phase is made alkaline, extracted with ether, and the
ether solution, after concentration, is analyzed by gas chromatography—mass spectrometry in selected ion
monitoring mode. Average recoveries from egg and silver salmon fortified at 1 and 0.2ppm levels with 6
sulfonamides are 99.2 and 84.3%, respectively ; coefficients of variation are 7.03 and 11.20%, respectively.
Detection limits are 0.01—0.05ppm.
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