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AT HEM/ (alked E R TLE/ i s KPR / (mg/ kg
EE R 0. 02~ 82 f ~-),84.0-105 7 0.02
il 0.02~0.2 // 79.5~122,7" 0.02
7B B 0.02~0, 2 /,., 79. 02118 0.02
ik 0. 02~0. 24 #T0.0~94.0 0.02
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Z 0.02~§.2 £9. §~101 0.02
BiEED 0.01~R.1 £2.0~128 0. 01
URR 0.02~0.2 /‘QW 0. 02
IR 0.02~0. f 75, 4~117 | 0. 02
BT 0.00~f2 / 71, 9~104 A 0.02
REER 0.0240.2 g i 7?{3‘?1{ ' 'i 0. 02
B 0.07-c.2 J [ f@.kuo; : 0. 02
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ZunBE o.oz%}..z f 84. 24119 ]] 0.02
SR o.oz~<&k . F__'_;"”V 78. 4 ~109.J_ff 0.02
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o 0.01~0. 1 83.5~119 0. 02
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Foreword

Annex A of this standard is an informative annex.

This standard was proposed by and is under the charge of the Certification and Accreditation Admin-
istration of the People’s Republic of China ;

This standard was drafted by Hunan Entry-Exit Inspection and Quarantine Bureau of the People’s Re-
public of China

The main drafters of this standard are Zhang Ying Yan Hongfei Huang Zhigiang Wang Meiling Li
Yongjun. '

This standard is a professional standard for entry-exit inspection and quarantine promulgated for the
first time

Note: This English version a translation from the Chinese text is solely for guidance.
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in ethy! acetate.

3.7 Envl-Carb column 3 mL(supelco or equivalent).

4 Apparatus and equipment

4.1 Gas chromatograph equipped with a flame photometric detector FPD with a specific filter for
phosphorus at 526 nm,

4,2 Vortex mixer,

4.3 Centrifuge: 3 000 r/min.

4.4 Multifunction sample treatment unit for micrqeﬁgnica! method or equivalent.

"k, 10 mL//
.,/

4.5 Centrifuge tube with ground stoppet.

4.6 Test-tube: 10 mL.

4.7 Glass capillary-tip pipettes.

5 Preparation and storage of testéﬁ;‘ple

5.1 Preparation of test samples

¥duced to ca £00 g fushed tvith a grinder and let wholly
ach por ion is placed in a clean con-

/

tainer as the test sample, which is sealed and labeled

5.2 Storage of test samples S’
The test samples of tea should be stored below 0°C ~47T In the course of sampling and sample prep-

aration, precaution must be taken to avoid contamination or any factors which may cause the change
of residue content

6 Test Procedure

6.1 Extraction

Weigh 0.5 g of the test sample accurate to 0.001 g in 10 mL centrifuge tube. Marinate the test sam-
' 7
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ple in 1 mL of water for 10 min Add enough anhydrous sodium sulfate, and vortex for 2 min. Extract
with 2 x 2 mL ethyl acetate by vortex for 2 min, and centrifuge for 3 min, Add 2 mL ethyl acetate-
hexane (1+1) to the peliet vortex and repeat steps above combining supernatants

6.2 Cleanup

Add anhydrous sodium sulfate on the Envi-Carb SPE column to the height of 1 em Condition the col-
umn with 4 mL ethyl acetate. Load the extract solution (6. 1) on the column Elute with 4 mL ethyl
acetate and 2 mL ethyl acetate-hexane (1 + 1). Evaporate the eluate to 0. 50 mL under nitrogen
stream at 40C The solution is ready for GC analysis

6.3 Determination
6.3.1 GC operating conditions

a) Column; EQUITY-1701, fused silica capillary column 30 mx 0. 53 mm(i d x 1,0 um, or equiva-
lent;

0T /mi T /mi
0T/ 160°C (1 min)——2"1 5407 (8 min) ;

b) Column temperature: 100T (1 min)
¢) Injection port temperature; 2507T ;
d) Détector temperature; 250C ;

e) Carrier gas: Nitrogen, purity=>99.99%, 5.0 mL/min;
f)  Hydrogen:75 mL/min;

g> Oxygen 100 mL/min;

h) Make-up gas:20 mL/min;

i) Injection mode. Splitless;

S

i+ Injection volume;2 L,

6.3.2 GC determination

According to the approximate concentration of organophosphorus pesticide in the test sample solu-

tion select the standard working solution with similar peak area to that of sample solution The re-

sponses of multiple organophosphorus pesticides in the standard working solution and sample solu-

tion should be within the linear range of the instrumental detection The standard working solution
&
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should be injected randomly in between the injections of sample solution of equal volume Under the
above GC opening conditions, chromatogram of organophosphorus pesticide standards are shown in
Figre A.1 in Annex A.

6.3.3 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.

7 Calculation and expression of result

The calculation of organophosphorus pesticide content in the sample is carried out hy GC data pro-
cessor or according to the formula (1), The blank value should be subtracted from the result of calcu-
lation

AccV ..

X= As‘m

- (12

where

X—the residue content of multiple organophosphorus in the test sample,mg/kg;

A—the peak area of muitiple arganophosphorus in the sample solution;
Ags—the peak area of multiple organophosphorus in the standard working solution;

¢—the concentration of multiple organophosphorus in the standard working solution, xg/mL;
V—the final volurme of sample solution mL; —

m—the corresponding mass of test sample in the final sample solution,g.

8 Limit of determination and recovery

The limit of determination of this method and its corresponding recoveries of fortifying concentra-
tions show on table 1: '
Table 1—Limit of determination and recovery

Pesticides Spiked level/(mg/kg? Recovery/% LOD/ (myg/kg)
dichlorvos 0.02~0.2 84,0~105 0.02
methodophos 0.02~0.2 79.5~122 0.02
acephate 0.02~0.2 79.0~118 0.02
phorate 0.02~0.2 70.0~94.0 0.02
omethoate 0.02~0.2 73.5~96.1 0.02
disulfoton 0.02~0.2 69. 8~101 0,02
IBP 0.01~0.1 82.0~128 0.01
dimethoate 0.02~0.2 88.9~113 0.02
fenchlorphos 0.02~0.2 76.4~117 0,02
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Table 1 (continue)

Pesticides Spiked level/(mg/kg) Recovery/ % LOD/{mg/kg)
chlorpyrifos 0.02~0.2 71.9~104 0.02
fenitrothion 0.02~0.2 76.6~111 0.02

parathion 0.02~0.2 79.7~110 .02

isocarbophos! 0.01~0.1 86.3~125 0,0
rethidathion 0.02~0.2 77.7~115 0.02
ethion 0.02~0.2 84.2~119 0.02
triazophos 0.02~0.2 78.4~109 0.02
fensthionoate ——78r125 0.01
EPN 74,8~98.6 0.01
phosmet 77.2~115 0.02

phosalone 85. 0~ 1’],9"'0 0.02
pyrazophos ) 8§.-5£119 0.02

10
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Annex A
(Informative)
Chromatogram of the standards

8

tL (LA il M}{W“.

rewi_}

1—Dichlorvos;
2—methodophos;
3 —Acephate;
4—Phorate;
5—0methoate;
6—Disulfoton;
7—IBP;
8— Dimethoate;
9—Fenchlorphos;
10—Chlorpyrifos;
11-—Fenitrothion;
12—Parathion;
13 —lsocarbophosl;
14 —Methidathion;
15—Ethion;
16—Triazophos;
17— Fensthionocate;
18—EPN;
19—Phosmet;
20— Phosalone;
21—Pyrazophos.

10 15 20 25 mn

Figure A. 1—Chromatogram of mixed solution of organophosphorus pesticide standards
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