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

SN 0290—93
Method for the determination
of kitazin residues in meat
for export

1 Scope and field of application

This standard specifies the methods of sampling, sample preparation and determination by gas
chromatography (GC) of kitazin residues in meat for export.

This standard is applicable to the determination of kitazin residues in frozen pork.
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,
specification and grade,should be the same.

2.2 Quantity and sample taken

Number of packages in Minimum number of
each inspection lot packages to be taken
1—25 1
26—100 5
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.

Meat and meat products (except canned foods) : From each,at least one bag shall be taken as a pri-
mary sample. The total weight of all the primary samples should be not less than 2 kg,which shall be
placed in a clean container,sealed,labeled and sent to Iaboratox;y in time.

In case the frozen meat-pieces are not contained small bags inside each package,or if there are
small bags inside the package,but the content of the bag exceeds 2 kg,cut out a part from the meat in
each package of not less than 100 g with a sharp knife(disinfected with alcohol). Mix the parts of the
meat as the mixed primary sample,which shall not be less than 2 kg. Place in a clean container,seal,

label and sent to laboratory in time.

Approved by the State Administration of Implemented from May. 1,1994
Import and Export Commodity Inspection of
the People’s Republic of China on Dec. 28,1993
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2.4 Preparation of test sample .
Part of representative sample is taken from each bag’of the primary sample,and all the parts are
homogenized by grinding in a blender. The homogenized sample is thoroughly mixed and divided into
two equal portions. Each portion is placed in a clean container,which is then sealed and labeled.
2.5 Storage of test sample
The test samples should be stored below—18C.
Note: In the course of sampling and sample preparation,precaution must be taken to avoid contamination or any

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

3.1 Principle
The kitazin in test sample is extracted from the meat with acetonitrile. Clean up by liquid-liquid
partition with methylene chloride and passing through alumina column. The kitazin is determined by
gas chromatography with FPD,using external standard method.
3.2 Reagents and materials
3.2.1 Acetonitrile: A. R. ,saturated with methylene chloride.
3.2.2 Methylene chloride:A.R..
3.2.3 Sodium chloride solution;10% ,prepared with distilled water.
3.2.4 Aluminum oxide;Neutral ,used for chromatography,ignited at 650°C for 4 h,then heated at
130°C for 2 h in a oven. Keep in a tightly closed container.
3.2.5 Actone:A.R..
3.2.6 Filter paper:High speed (extracted with acetone for 3 h).
3.2.7 Kitazin:Purity>299%.
3.2.8 Kitazin standard solution: Accurately weigh an adequate amount of kitazin standard,dissolve
in acetone and prepare a solution of 1. 0 mg/mL as the standard stock solution. According to the re-
quirement ,prepare the standard working solution of appropriate concentration.
3.3 Apparatus and equipment
3.3.1 Gas chromatograph:Equipped with flame photometric detector and phosphorous filter (526
nm). The quartz pipe in the vaporizing chamber and the quartz wool in the column should be replaced
frequently in order to satisfy the requirements of the cleaning operation.
3.3.2 Conical flask:250 mL,with ground stopper.
3.3.3 Separatory funnel:500 mL.
3.3.4 Evaporating flask;150 mL.
3.3.5 Graduated test tube;10 mL,with ground stopper.
3.3.6 Shaker.
3.3.7 Water-bath.
3.3.8 High speed blender.
3.3.9 Rotary evaporator.
3.3.10 Aluminum oxide column:60 mm X 10 mm (id) glass column, packed with ca 2 mm of ab-
sorbent cotton(extracted with acetone for 3 h)at the bottom of the column and filled with ca 50 mm of
aluminum oxide(3. 2. 4). Rinse the column with 10 mL of methylene chloride before use.
3.3.11 Syringe:10 pL.
3.4 Procedure
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3.4.1 Extraction

Weigh ca 10 g of the sample (accurate to 0.1 g) into a conical flask. Add 30 mL of acetonitrile
(3. 2.1),stopper and shake for 30 min with a shaker. Filter the extract with a filter paper (3. 2. §) into
a separatory funnel. The residue is extracted again with 20 mL of acetonitrile (3. 2. 1) for 10 min.
Combine the filtrates in the same separatory funnel.
3.4.2 Cleanup

Add 100 mL of NaCl solution (3. 2. 3) and 30 mL of methylene chloride (3. 2. 2) into the filtrate.
Shake for 2 min and let stand to separate clearly. Transfer the lower methylene chloride extract into
another separatory funnel and extract the water phase with 20 mL of methylene chloride (3. 2. 2) once
more. Combine the methylene chloride extracts and wash the extract with 50 mL of NaCl solution
(3. 2.3). Discard the water phase. Concentrate the methylene chloride extract to 10 mL and let pass
through an aluminum oxide column(3. 3. 10) (flow rate ca 2 mL/min) ,collect the effluent in an evapo-
rating flask. Then wash the aluminum oxide column with 10 mL methylene chloride and collect the ef-
fluent in the same evaporating flask. The combined solution is evaporated to dryness by a rotary evap-
orator in a 40°'C water-bath. Dissolve the residue and wash the evaporating flask several times with a
small amount of acetone. Collect the solution and washings into a graduated test-tube and dilute exact-
ly to 10 mL with acetone for determination.
3.4.3 Determintation
3.4.3.1 GC operating condition

a. Column;Glass column,1 mX 3 mm(id) ,packed with 4% (m/m) SE30+6% (m/m)OV-210 on

chromosorb W HP (80—100 mesh);

b. Column temperature;195°C;
¢. Injection port temperature:245C;
d. Detector temperature;245C;

e. Nitrogen:Purity>299. 99% ,flow rate 50 mL/min;

f. Hydrogen:50 mL/min;

g-  Air:50 mL/min.
3.4.3.2 GC determination

According to the approximate concentration of kitazin in the sample solution,select the standard
working solution with similar peak height to that of sample solution. The response values of kitazin in
the standard solution and sample solution should be in the linear detecting range of the instrument.
The standard working solution should be determined in-between occasionally with the sample solution
of equal volume.

Under the above chromatographic condition,the retention time of kitazin is about 5 min.
3.4.4 Blank test

The operation of the blank test is the same as that described in the method of determination,but
with omission of sample addition.
3.5 Calculation and expression of result

The residue content of kitazin is calculated by GC data processor or according to the following e-

quation ;

_heceV
h,+m
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where
X~—the content of kitazin in test sample,mg/kg;
h—the peak height of kitazin in sample solution,mm;
k.—the peak height of kitazin in standard working solution,mm;
c~—the concentration of kitazin in standard working solution,pg/mL;
V—the final volume of sample solution,mL;
m—the mass of the 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. 01 mg/kg.
4.2 Recovery

According to the experimental data,when the fortifying concentration of kitazin is in the range of
0.01—1. 00 mg/kg,the recovery is 83%—111%.

Additional explanations;

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

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

This standard was mainly drafted by Yuan Qongqi.

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



