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Determination of lactofen residues in meats and meat

products for import and export—Liquid chromatographic method
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Annex A
(informative)
Chromatogram of the standard
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Fig A.1 Liquid chromatogram of the lactofen standard
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3.3.10 Filter film:0. 45 pm.
3.3.11 Micro-syringe: 20 pL.

3.4 Procedure

3.4.1 Extraction

Weigh ca 10 g (accurate to 0. 01g) of the test sample into a grindery. Add 20 g Anhydrous sodium
sulfate, abrade and transfer the sample into a conical flask. Accurately add 50 mL acetonitrile, shake
for 30 min, and then filter.

3.4.2 Cleanup

Accurately pipet 25 mL filtration into a separatory funnel, add 45 mL sodium sulfate solution
(8. 2.5),extract with 2 X 10 mL n-hexane, combine the n-hexane layers into an another separatory
funnel, reextract with 20 mL acetonitrile, shake for 1 min. Let stand to separate, discard the n-hex-
ane layer. Add 45 mL sodium sulfate solution(3. 2. 5) , extract with 2 X 10 mL n-hexane, combine the
n-hexane extracts into a pear-shaped bottle, then rotary-evaporate to dryness in a 40°C water-bath.
Accurately add 1 mL n-hexane in the pear-shaped flask, dissove the residue, filter the sample solu-
tion with a filter film( 0. 45 pm) , the solution is ready for HPLC determination.

3.4.3 Determination

3.4.3.1 HPLC operating condition

a) Column: Kromasil Si (5 pm),250%4.6 (i.d.);
b) Mobile phase: n-haxene-dioxane (90+10) ;

¢) Flow rate: 1 mL/min;

d) Detection wavelength: 280 nm;

e) Injection volume: 20 pL.

3.4.3.2 HPLC determination

According to the approximate concentration of lactofen in the sample solution, select the standard
working solution with similar peak height to that of the sample solution. The responses of lactofen in
the standard working solution and the sample solution should be within the linear range of the instru-
mental detection. The standard working solution should be ramdomly injected in-between the injec-
tions of the sample solution of equal volume. Under the above chromatographic condition, the reten-
tion time of lactofen is ca 10. 7 min. For chromatogram of the lactofen standard, see Fig A. 1 in
annex A.

3.5 Blank test
The operation of the blank test is the same as that described in the method of determination but with
the omission of sample addition.

3.6 Calculation and expression of result
The content of lactofen residues in the test sample shall be calculated by HPLC data processor
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