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Professional Standard of the People’s Republic of China
for Import and Export Commedity Inspection

Method for the determination of dimetridazole SN 028993

‘residues in poultry meat for export

1 Scope and field of application

This standard specifies the methods of sampling,sample preparation and determination by geas
chromatography (GC) of dimetridazole residues in poultry meat for export.
This standard is applicable to the determination of dimetridazole residues in chicken meat for ex-

port.
2 Sampling and sample preparation

2.1 Inspection lot

The quantity of an inspection lot should not be more than 2 500 packages.

The characteristics of the cargo within the same inspection lot, such as packing, mark, origin,
grade and specification,should be the same.

2.2 Quantity of sample taken

Number of packages in Minimum number of packages
each inspection lot to be taken

1—25 ‘ 1
26—100 S
101—250 10
251—500 15
501—1 000 17
1 001—2 500 20

2.3 Sampling procedure

A number of packages specified in 2. 2 are taken at random and opened one by one. At least one
bag shall be taken as the primary sample from each package. The total weight of all primary samples
should not be less than 2 kg, which shall be placed in a clean container,sealed,labeled and sent to labo-
ratory in time.
2.4 Preparation of test sample

Part of the representative sample is taken from each bag of the primary samples, the edible por-
tions of which are ground in a meat grinder. The homogenized sample is thoroughly mixed and reduced

to at least 500 g by quartering. The test sample is placed in a clean container,which is then sealed and
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labeled.
2.5 Storage of test sample
The test sample should be stored below —18C.
Note: In the course of sampling and sample preparation,precaution must be taken to avoid the contamination or any

factors which may cause the change of residue content.
3 Method of determination

3.1 Principle

Dimetridazole residues are extracted from the test sample with dichloromethane. The extract is
cleaned up by liquid-liquid partitioning between acid soluhon-dichloromethane and alkaline sofution-
dichloromethane. The final dichloromethane extract is evaparated to dryness. The residue is dissolved
in pirimicarb internal standard working solution and analyzed by gas chromatography with a N/P de-
tector.
3.2 Reagents and materials

All reagents are of analytical grade unless otherwise specified ,water is distilled water.
3.2.1 Dichloromethane:Redistilled.
3.2.2 Absolute ethyl alcohol.
3.2.3 Sodium carbonate solution:2 mol/L.
3.2.4 Hydrochloric acid solution:1 mol/L.
3.2.5 Anhydrous sodium sulfate:Ignite at 650°C for 4 h,and stored in an air-tight glass bottle.
3.2.6 Dimetridazole and pirimicarb standards ; Purity>>99. 5%.
3.2.7 Dimetridazole standard solution: Accurately weigh a suitable amount of standard dimetrida-
zole,dissolve in absolute ethyl alcohol and prepare a solution of 0. 5 mg/mL as the standard stock so-
lution. According to the requirement, prepare a standard working solution of appropriate concentra-
tion.
3.2.8 Pirimicarb internal standard solution; Accurately weigh a suitable amount of standard pirimi-
carb,dissolve in absolute ethyl alcohol to prepare a solutions of 0. 5 mg/mL as the standard stock solu-
tion. According to the requirement,prepare an internal standard working solution of appropriate con-
centration.
3.2.9 Mixed standard solution; According to the requirement ,mix appropriate volumes of dimetrida-
zole standard solution and pirimicarb internal standard solution to prepare a mixed standard working
solution.
3.3 Apparatus and equipment
3.3.1 Gas chromatograph:Equipped with nitrogen/phosphorus detector.
3.3.2 Shaker.
3.3.3 Rotary evaporator,
3.3.4 Buchner funnel with suction device.
3.3.5 Anhydrous sodium sulfate column: A cylindrical-shape funnel,filled with 5 cm height of anhy-
drous sodium sulfate.
3.4 Procedure
3.4.17 Extraction

Weigh ca 10 g of the test sample (accurate to 0.1 g) into a conical flask,add 10 g of anhydrous
sodium sulfate and 20 mL of dichloromethane,place it on a shaker and shake for 30 min. Filter the ex-
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tract through a rapid filter paper on a Buchner funnel under reduced pressure. The residue is extracted
once more with 20 mL of dichloromethane,by shaking it on a shaker for 15 min. Filter the extract with
the same f:llter. Combine all the filtrates in a 250 mL separatory funnel.
3.4.2 Cleanup '

Add 20 mL of hydrochloric acid solution(3. 2. 4) into the combined filtrate,and shake for 1 min.
Let stand to separate. Drain the lower hydrochloric acid solution into another separatory funnel. Re-
peat the extraction twice, each with 20 mL portions of hydrochloric acid solution(3. 2. 4). Combin.e all
the hydrochloric acid layers in the separatory funnel. The aqueous phase is reextracted three times
with dichloromathane ,each with 20 mL,and discard the dichloromethane layer. The aqueous phase is
adjusted to pH 9. 0,using sodium carbonate solution(3. 2. 3) and testing with precise pH paper. Then
add 20 mL of dichloromathane and shake vigorously for 1 min. Let stand to separate. Reserve the -
dichloromathane layer. Repeat the extraction once again. Combine the dichloromathane layers and pass
it through an anhydrous sodium sulfate column for dehydration into an evaporating bottle. Wash the
separatory funnel and anhydrous sodium sulfate column with 20 mL of dichloromathane ,and combine
the washings into the evaporating bottle. Concentrate the dichloromethane solution almost to dryness
in a 35°C water-bath with a rotary evaporator,and then let evaporate to dryness at room temperature.
Dissolve the residue in 1.0 mL of internal standard working solution (3. 2. 8)to form a sample solu-
tion,which is transfered to a test-tube (with stopper) for chromatographic determination.
3.4.3 Determination
3.4.3.1 GC operating condition

a. Column:glass,1 mX2 mm(id),packed with 5% (m/m) DEGS on Chromosorb W HP (80—
100 mesh);

b. Column temperature:200C;
Injection port temperature:250C;
Detector temperature : 280°C ;
Nitrogen: Purity 2299.99%,50 mL/min;
Hydrogen:3 mL/min;

g. Air;50 mL/min.
3.4.3.2 GC determination

According to the approximate concentration of dimetridazole in the sample solution,select a mixed

™o oap

standard working solution(3. 2. 9)with similar peak height to that of sample solution. The responses of
dimetridazole and pirimicarb in the mixed standard working solution and sample solution should be in
the linear range of the instrumental detection. The mixed standard working solutions should be inject-
ed with the sample solution of equal volume. Under the above chromatographic condition,the retention
time of dimetridazole is about 2 min,and that of pirimicarb is about 3 min.
3.4.4 Blank test

The operation of the blank test is the same as that described in the method of determination,but
without addition of the sample.
3.5 Caleulation and expression of result

The calculation of the content of dimetridazole residues in the test sample is carried out by GC da-
ta processor or according to the following formula.

hoeh'yscem

X_h'-hi-t,'(n
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where .

X —the residue content of dimetridazole in the test sample ,mg/kg;
c—the concentration of dimetridazole in mixed standard working solution,pg/mL;
¢;—the concentration of pirimicarb in the mixed standard working solution,pg/mL;
h—the peak height of dimetridazole in the sample solution,mm;

hi—the peak height of pirimicarb in the sample solution,mm;

h';—the peak height of pirimicarb in the mixed standard working solution,mm;
h'—the peak height of dimetridazole in the mixed standard working solution,mm;

m;—the quantity of pirimicarb added in the sample solution,pg;

m—the mass of test sample,g.

Note: The blank value should be subtracted from the above result of calculation.
4 Limit of determination and recovery

4.1 Limit of determination

The limit of determination of this method is 0. 005 mg/kg.
4.2 Recovery

According to the experimental data,when the concentration of dimetridazole is in the range of
0. 005—0. 07 mg/kg.the recovery is 87.6%—90.7%.

Additional explanations:

This standard was proposed by the State Administration of Import and Export Commodity In-
spection Bureau of the People’s Republic of China.

This standard was drafted by the Hubei Import and Export Commodity Inspection Bureau of the
People’s Republic of China.

This standard was mainly drafted by Yao Changli,Lu Kangquan.

Note: This English version, a translation from the Chinese text,is solely for guidance.



