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3.2 AR

B B A HLE S, BT RS Sy A4 K IR K
3.2.1 FWE-AHEBRER:(15+85) %K.
3.2.2 ZHEHL-FEEBAW®. OFDER,
3.2.3 FTABBH:T 650CHIE 4 h, IR F 105CHt ¢ h, R ABEETHERAERT,. 8.
324 #ZEEL ZHH.100~200 B, 650CHE 4 h, HETF 130C# 5 h, A HECTEAER
&+, &H.
3.2.5 PEEIRIRHES AE=8%.
3.2.6 TERERIRAER W ERTREGE B A VE IS AR HE L, FIDIRBCHI SR BE 29 0. 10 mg/mL M ARHESS
. BETEEANHEBEREAREORELEER.
3.3 UEMiEE
3.3.1 SAREERE ARG,
3.3.2 BERERE.
3.3.3 BFEAE.
3.3.4 HBPEELE . FEE,O0mXL5em(BAR), B LT FRKEE 2 om B L KT, 10 5
FEEL,2 cm BAKFRY . EHAHAPRR-GHERSEAS+85) Tk,
3.4 HELE
341 8/E

R 30 gORME 0.1 g), M 30 g TAKFIMG 3. 2. 3)  BFFERBR  BAEEHE B, A
100 mL_ & B FRK OO+ DIBA W, BARY 20 min, AMKRHE. G EEE. RBEEHL00 mL
“ERE-FRBAROTD, M ERRE. SHERTRAZELABHERE D, F0CKBIRER
EETF.
3.4.2 %k

20 mL RE-A HEE(154-85) A =W AR B, B EAN BT B+ H gk A 100 mL
FN-B 15+ 85) il S HFESE 2~3 B, MERBEWTRERLBHERES. F60CKRE
hREEEEF.AREERE 5. 0 mL, S5 HEBENE.

i RENBRET,
3.4.3 #fiw
3.4.3.1 &ilkH

a) it HP-1,5 mX0. 53 mm(d), BEE 2. 65 pm;

b) EiEHRE:155C;

o) HENEA240C;

d) R ZEE.250C;

&) B AFE>99. 99% .40 mL/min;

f) &K:2 mL/min;

g) Z%X:140 mL/min;

h) #HHER.2 ul;
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BRA DRI S, By 3 BRI R 2 AT .
3.4.5 #HRITEMERR
HeEgE S ENSEtOE.

A X— BT HERAE S ], me/kes
A—— REVR P ES HRA fA JEU4 B , mm
Ay —— AR ME AR W 7 3 R 0 5, mum
AR HE ARV W o T EG PR R B g/ mL 5
V—EHREEEER . mL;
m— REHBTA RGO AR 6.
E: tEERENRZAE.

4 RERR. B

4.1 #WEKE
77 B SRR 3 0. 02 mg ke
4.2 FME
Tl i 32 B SC IR 4R
FHEL IR AY IR UK B ZE 0. 02 mg/kg BT, EIURE % 89. 6% ;

G FR A IR IR B E 0. 05 mg/kg B, IRy 01. 425

TR IR IR BETE 0. 1 mg/ke B, EITZ Yy 89. 87%.
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Foreword

This standard was drafted in accordance with the requirements of the GB/T 1. 1—1993 “Direc-
tives for the work of standardization—Unit 1.Drafting and presentation of standards—Part 1:General
rules for drafting standards”and SN/T 0001—1995“General rules for drafting the standard methods
for the determination of pesticide,veterinary drug residues and biotoxins in commaodities for export”.
The method of determination was drafted by referring to relevant domestic and foreign literatures
through research, modification and verification. In addition,methods of sampling and sample prepara-
tion are also specified in this standard.

The limit of determination in this standard is defined on the basis of the current international
maximum limit for simazine residues in meat and meat products and the sensitivity of the method.

Annex A of this standard is the informative annex.

This standard was proposed by and is under the charge of the State Administration of Import and
Export Commodity Inspection of the People's Republic of China.

This standard was drafted by Liaoning Import and Export Commodity Inspection Bureau of the
People's Republic of China and Shenyang Agriculture University.

The main drafters of this standard are Jiang Li,Nu Shen,Zhou Yanming,Gong Yingzi,Song Wen-
bin.

This standard is a professional standard promulgated for the first time.

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



Professional Standard of the People’s Republic of China
for Import and Export Commodity Inspection
SN 0594—13996
Method for the determination of simazine
residues in meat and meat products for export

1 Scope

This standard specifies the methods of sampling. sample preparation and determination of
simazine residues by gas chromatography in meat and meat products for export.

This standard is applicable to the determination of simazine residues in beef for expor1.
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
each inspection lot package 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. The sample
weight taken as the primary sample from each package should be at least 100 grams. The total weight
of all primary samples should not be less than 2 kg.which shall be sealed.labeled and sent to laborato-
Ty In time.
2.4 Preparation of test sample

The combined primary sample is reduced to 1 kg.which is blended .homogenized thoroughly.and
then divided into two equal portions. Each portion is placed in a clean container as the test sample,
which is sealed and labeled.
2.5 Storage of test sample

The test sample should be stored below —18°C.

Approved by the State Administration of Implemented from May 1,7997
Import and Export Commodity Inspection of
the People’s Republic of China on Nov. 15,1996
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Note: In the course of samping 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

The simazine in test sample is extracted with dichloromethane-methanol mixed solution. The ex-
tract is cleaned up through florisil column and the solution is analyzed by GC with nitrogen-phospho-
rus detector ,using external standard method.
3.2 Reagents and materials

Unless otherwise specified ,all reagents are of analytical grade,“Water” is distilled water.
3.2.1 Acetone-petroleum ether mixed solution: (15+85)solution.
3.2.2 Dichloromethane-methanol mixed solution:(3+1) solution.
3.2.3 Anhydrous sodium sulfate:Ignite at 650°C for 4 h. Heat at 105C for 4 h before use. Store in a
desiccator ,ready for use.
3.2.4 Florisil;For chromatographic use,100—200 mesh,ignite at 650°C for 4 h. Heat at 130°C for
5 h before use. Store in a desiccator,ready for use.
3.2.5 Simazine standard:Purity>298%.
3.2.6 Simazine standard solution; Accurately weigh an adequate amount of simazine standard,dis-
solve with acetone to form the standard stock solutions of 0. 10 mg/mL in concentration. Then dilute
the standard stock solution with acetone to the required concentration as the standard working solu-
tion.
3.3 Apparatus and equipment
3.3.1 Chromatograph:Equipped with nitrogen phosphorus detector.
3.3.2 Rotary evaporator.
3.3.3 Supersonic water-bath.
3. 3.4 Florisil column:40 cmX 1.5 cm(id) .glass column,filled successivly with 2 cm height of anhy-
drous sodium sulfate, 10 grams of florisil and 2 cm height of anhydrous sodium sulfate. Before use,pre-
wash with acetone-petroleum ether mixed solution(15-+85).
3.4 Procedure
3.4.1 Extraction

Weigh ca 30 g of the test sample (accurate to 0. 1 g),add 30 g of anhydrous sodium sulfate
(3.2.3),grind to dry powder, then transfer into a conical flask. Add 100 mL of dichloromethane-
methanol (94 1) mixed solution, vibrate for 20 min by supersonic means. Filter the extract with a
Buchner funnel,reserve the filtrate.

Extract the residue once more with 100 mL of dichloromethane-methanol mixed solution. Combine
the filtrates in an evaporating bottle of rotary evaporator,and the solution is concentrated to near dry-
ness in a 50°C water-bath under reduced pressure.

3.4.2 Cleanup

Dissolve the residue three times with 20 mL in total of acetone-petroleum ether(15+85). Remove
onto florisil column and elute with 100 mL of acetone-petroleum ether (15+485),controlling the flow-
ing speed (2—3 drops/sec). Receive the eluate in an evaporating bottle of rotary evaporator,and the
solution is concentrated to near dryness in a 60°C water-bath under reduced pressure,and exactly di-

luted to 5 mL with acetone. The solution is used for chromatographic determination.
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Note:In the course of concentration,avoid evaporating to dryness.
3.4.3 Determination
3.4.3.1 GC operating condition

a) GC column;HP-1,5 mX0.53 mm(id),film thickness:2. 65 pm;

b) Column temperature:155C;

¢) Injection port temperature:240C;

d) Detector temperature;250°C ;

e) Nitrogen ;Purity>299. 99%,40 mL/min;

) Hydrogen:2 mL/min;

g) Air:140 mL/min;

h) Injection volume:2 pul;

i) Injection mode :Splitless.
3.4.3.2 GC determination

According to the approximate concentration of simazine in the sample solution,select the standard
working solution with similar peak height to that of sample solution. The responses of simazine in the
standard solution and sample solution should be in the linear range of the instrumental detection. The
standard working solution should be injected randomly in-between the injections of sample solution of
equal volume. Under the above chromatographic condition,the retention time of simazine is about 2.2
min. For chromatogram of simazine standard,see fig. Al in annex A.
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 sample.
3.4.5 Calculation and expression of result

The calculation of result is carried out by GC data processor or aceording to formula(1) .

x=hrcV O P G I

hyom
where
X—the residue content of simazine in test sample.mg/kg;
h—the peak height of simazine in the sample solution.mm;
h,—the peak height of simazine in the standard working solution,mm;
¢—the concentration of simazine in the standard working solution,pg/mL;
V—the final volume of sample solution,mL;
m—the corresponding mass of the test sample in the final sample solution,g.

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

4.7 Limit of determination

The limit of determination of this method is 0. 02 mg/kg.
4.2 Recovery

According to the experimental data,the fortified concentrations of simazine and its corresponding
recoveries are as follows: .

0. 02 mg/kg,the recovery 89. 6%

0. 05 mg/kg,the recovery 91.42%:

0.1 mg/kg,the recovery 89.87%.
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Annex A
(informative)

Chromatogram of the standard

. 207 simazine

9

Fig. A1 Chromatogram of simazine standard



