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

SN/T 0348.2—95
Method for the determination of dicofol residues
in tea for export
—Liquid chromatography

1 Scope and field of application

This standard specifies the methods of sampling,sample preparation and determination by high

pressure liquid chromatography of dicofol residues in tea for export.
This standard is applicable to the determination of dicofol residues in tea for export.

? Sampling and sample preparation

2.1 Inspection lot

The quantity of an inspection lot should not be more than 2 000 packages.

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

2.7 Quantity of the sample taken

Number of packages in each inspection lot Minimum number of packages to be taken
1—5 1
6—50 2
51—500 11
501—1 000 | 16
1 001—1 500 19
1 501—2 000 | 20

2.3 Sampling procedure
A number of packages specified in 2. 2 are taken from different locations of the stack and opened

one by one. About 500 g of sample tea are taken with a sampling shovel from each package. The sam-

ples taken are fully mixed,reduced to 500 g,placed in a clean sample can,sealed,labeled and sent to

laboratory in time.

2.4 Preparation of test sample

All the sample is ground and let pass through a 20-mesh sieve and reduced to two portions (50—

100 g each portion)as the test samples by quartering. The samples should be immediately placed in a

clean container ,sealed and labelled.

2.5 Storage of test sample
The test samples should be stored below —5°C.

Approved by the State Administration of Implemented from Nov. 1,71995

Import and Export Commodity Inspection of
the People’s Republic of China on May. 29,7935
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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 sample is extracted with a mixture of acetone and n-hexane,the extract is evaporated to re-
move the acetone,and cleaned up with sulfonation. Take the n-hexane phase,then evaporate to dry-

ness. Dissolve the residue in methanol. Finally,the solution is analyzed by LC with a UV detector ,us-

ing external standard method.

3.2 . Reagents and materials

3.2.17 Acetone:AR. ,redistilled.
3.2.2 n-Hexane:AR. ,redistilled.
3.2.3 Methanol:UV spectrophotometric grade.
3.2.4 Sulphuric acid:GR,purity ==298%.
3.2.5 Dicofol standard ; Purity>>95%.
3.2.6 Dicofol standard solution: Accurately weigh an adequate amount of dicofol standard ,dissolve
in methanol and prepare a solution of 1. 00 mg/mL as the standard stock solution. Then,as required,
dilute it with methanol to appropriate concentration to serve as the standard working solution.
3.3 Apparatus and equipment \
3.3.1 High pressure liquid chromatograph sequipped with UV detector.
3.3.2 Micro-injector:50 pl.
3.3, 3 Volume adjustable pipet.
3.3.4 Vortex mixer.
3.3.5 Auto-balanced centrifuge.
3.3.6 Constant temperature water-bath.
3.3.7 Syringe:10 mL.
3. 3.8 Multi-functional micro-chemical sample processor or equivalent apparatus.
3.3.9 Test-tube:10 mL. ‘
3.4 Procedure
3.4.1 Extraction

Weigh 1. 000 g of the test sample into a 10 mL test-tube. Add 1. 0 mL of acetone and 2. 0 mL of n-
hexane. Vigorously shake the test-tube on an vortex mixer for 30 s,centrifugalize in an auto-balanced
centrifuge at 3 000 r/min for 2 min. Take out the test tube and carefully transfer the supernatant solu-
tion to another 10 mL test-tube. Add 1. 0 mL of acetone and 2. 0 mL of n-hexane to the test-tube with
the residue,repeat the above operations twice and combine the extracts in the same 10 mL test-tube,
with the total extract of ca 8 ml. )

Place the test-tube with the extract in a constant temperature water-bath, concentrate it to ca
4 ml. by evaporation at the constant temperature of 60°C before taking it out.
3.4.2 Cleanup . |

Gradually add 1. 5 mL of con. H,SO, to the test-tube with the concentrated extract,shake and ro-
tate gently for a little while in an vortex mixer. Centrifugalize at 3 500 r/min for 2 min and take it out.
Remove and discard the lower sulfonated solution with a syringe. Add 1. 5 mL of conc. H,SO, to the

same test tube,rotate it for 30 s and centrifugalize at 3 500 r/min for 2 min and take it out. Carefully
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pipet the supernatant solution to a clean test-tube. Add 2 mL of n-hexane to the test-tube from which
the supernatant solution has been removed, rotate the test-tube for 30 s, centrifugalize 1t at

3 500 r/min for 2 min and take it out. Pipet the supernatant solution and combine it in the same clean

testtube. ‘
3.4.3 Concentrating |

Evaporate the n-hexane in the test-tube with an air current at 50°C to dryness. Add exactly
1. 0 mL of methanol to dissolve the residues and the solution is used for determination.
3.4.4 Determination |
3.4.4.1 LC operating condition

a. Column:Stainless steel,150 mm X 3. 9 mm{id) ,packed with 10 um C,; cross-linked (station-
ary) phase; |

b. Mobile phase;Methanol-water(90+10);

¢. Wave length:230 nm; |

d. Flow rate:0.5 mL/min;

e. Temperature:Room temperature.
3.4.4.72 LC determination

According to the approximate concentration of dicofol in the sample solution,select the standard
working snluﬁﬂn with similar peak area to that of the sample solution. The responses of dicofol in the
standard solution and sample sclution should be in the linear range of the instrumental detection, The
standard working solution should be injected randomly in between the injections of the sample solution

of equal volume. Under the above chromatographic condition, the retention time of dicofol is about

5. 5 min.

3.4.5 Blank test

The operation of the blank test is the same as that described in the method of determination, but

without addition of sample.
3.4.6 Calculation and expression of result

The calculation of result is carried out by an LC data processor or according to the following for-

mula;
AecV
X = A, +m
where
X-—Residue content of dicofol in the test sample,mg/kg;
A Peak area of dicofol in the sample solution,mm?;
A,——Peak area of dicofol in the standard working solution,mm?;
¢——Concentration of dicofol in the standard working solution,ug/mL;
V——Final volume of test sample selution,mlL;
m——Mass of test sample,g.

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

4.1 Limit of determination

6
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The limit of determination of this method is 0. 1 mg/kg.

4.2 Recovery

According to the experimental data, when the concentration of dicofol is in the range of 0. 1—

4, 0 mg/kg.the recovery is 79. 4% —95. 0%.

Additional explanations.

This standard was proposed by the State Admintstration of Import and Export Commodity In-

spection Bureau of the People’s Republic of China,

This standard was drafted by the Chongqing Import and Export Commodity Inspection Bureau of

the People’s Republic of China.

This standard was mainly drafted by Liu Yaozhi and Zhang Chonyong.

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