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W OB OBV T AR D2 MEYLEREH 6 Mk R R AR B KR E . BESZREE
R BRBECE B P Bk FMERUEH N-RE-2-Z b, BEESHEE G ol TR
R R KRR TEORE A B AR 20 R AR R 2 AR R 4Y 5 0. 082 ~ 2.3 pgkg FI 1.5 ~
13.0 pg/kg; HHLARZGAYIIFTRKF R 10, 20 71 50 pg/ke, $ABR LA B AR 2 O 20, 40 F01 100 pg/kg BT, 27 F
BRI EER S 70.5% ~116.0% ; MXAFHEREN 0.2% ~6.1% . A gthsE R T8, ATk
SRR SRR 255k B R R R

RER  RROH; AYLRRE; DIBRRAERE; KA SRERN
1 51 &

AR AR R AR B 0 B R Y R P A B IS, AL
A2 B DI RS AL A B R AR B R E , R IR B T 0 MR A B R 2 AR B
DA A RRE FLBAA SR BAT, tRE B RICREG B AR B R RAET R
B B, B SRR B R RO, X TARE R E A PR R EER L

A HLER 25 RO bR R B 25 5% R SR 7 vk R B SOM ik UM - RSB AT T i
- BB A MR BB kY S X R R IRA A LA R, SRR (L S
BEGESL, TR AR RS FRARE . KBRS —F R LB Z AR, B
JEORE CAnBRAR FERUR RS ) T BB AR PLEUR G RIIBR A MR AR 2 . AL, KBIEK F BT E S
FEEY MR AR, BRI, RSN T R GRS  LIR A BRSO E AR EER

ABTSUES PR KRR U AR, FFARYE B A4S R ME AN RR B S A U T & i P R B FHE,
RE2] FADLRARZGH 6 Rk R B AREY , B 7ERR ST IR A SRR B FR R B BTk

2 KRIEES
2.1 UEBES5EH

7890A S AF BB (2 Agilent A F]) , BCHH A FHEPAGIN 8% BEIR IR A48 (LI BB an A IR
AHD) A FRMBLTTBENEEARAR)  AREESHFE OV (FEE Hermle 22 7]) ; FEFZE KX
(&% Heidolph /A5 ) ;BB AR REFERAHARAR) ;3B 5 B+ FMHERA(L ¢,
6 mL, Supelco 2y %], N3 1 em J7K Na,SO, , JiIA 5 mL IEC 62, ZEH T FALHEEAL) o

ZIE R Z R A SR B IE O At 5 4l K Na, S0, (650 THyBe 4 h, B HIZER
JE& ) # N-HEZ M (PSA) ¥ 4 bl ; AR R HTRE S (K242 0.050 ~0. 065 mm) ,

TR RAGFER BN E BRAREY R0 (L = 99.0%) .
2.2 HASENES

B ET R BUE B AR 25 bR vE S, I IE 2 Ge A il 100. 0 mg/L (38— BrER" &3, T ~ 18 Cok4H
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HRAT , MR TR 2 T IE O e A B B0 | A NV B R S A e AR L,
2.3 HatE

FREL10.0 g KBRERHER  IMARZRERITERS, BB 2RO P, MA 5 g NaCl40 mL ZJiF
TEHERIEA HIRA), MA I 10 min J5, L 6000 r/min 80> 5 min, {5 FEWR TIEZR S, HH
20 mL ZJEARE 2 K, B IFREE, T 40 CKBERZIE T, A 10 mL ZBZER-H Sk (1:1, V/V),
R B A R, O 9 ~ 20 min MFHEB, IR ER T, FEEEMTMAO0.2 g PSA 1
2 mL IECkE, B EFAZRA, A 8 mL —&HF - ECE(95:5, V/V) BB, WE BB T 25 mL
BEZME , #5740 COAKBHEAZET, U1 mL IET AW, £ 0.45 pm BEGS IR , (ESAHBIE ST,
2.4 g

BB B35 (GPC) &4 : Bio-Beads S-X3 BEME i H: (400 mm x 25 mm) ; WEHAHAFRCAE-Z L
BE(L1:1, V/V) ;33 :S mL/min; #E{R .40 C ;iFREAF .5 mL,

SHGIEFA:DB-1701 EHEH (30 m x0.25 mm, 0.25 pm) ; WA KLFE: BI( >99.99% ),
1.0 mL/min; BEEE TR AE 250 °C ;R BRIRE 300 C;#hkE .1 pL; BiFHETHERF 60 CHAEF 1 min, X
40 °C/min F+% 200 °C , 5L 2 C/min T+ 240 C A£5F 1 min, HS514 40 °C/min F+Z 280 C 4% 1 min,

3 #REITE

3.1 BifREREE

H T DB-1701 E40EFEFI HP-5 BB AN 27 MR ZIM B8R, 453 %W, HPS BAEHEAR
AR BLEAS B-AANS AELES o BT R B IR R4S 5444 ) DB-1701 B4 EHERRK
27 FREE R E, B AEER RIF(F 1), FRRHKE T HRAENERE SR O R B AE P AR R
ERMEIERE(H2.49),
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1 21 MAPLEARZ (100 we/L) #16 FER HAEEAR 25 (200 pe/L) B SFnHER B U G5 E
Fig. 1 Chromatograms of 21 organochlorine and 6 pyrethroid pesticides standard

1. 75# 7 (Hexachlorobenzene ) ; 2. a-7N 757N ( a-Hexachloroeyclohexane, o-HCB); 3. T %55 & K ( Quintozene ) ;
4. y-7x737% ( y-Hexachlorocyclohexane, y-HCB) ; 5. -H & (Heptachlor) ; 6. F Bk ( Pentachloaniline) ; 7. 3L (K
(Aldrin} ; 8. B-/X75N75 (B-Hexachlorocyelohexane, B-HCB) ; 9. # 4L &1 Oxychlordane) ; 10. 877575 (8-Hexachlo-
rocyclohexane , §-HCB) ; 11. ¥4 8 (Heptachlor epoxide) ; 12. o-HiF}{ a-Endosulfan) ; 13. -8 F}(B-Chlordane) ;
14. o-8F}(a-Chlordane) ; 15. p,p’-FH#H (2,2-Bis( p-Chlorophenyl ) -1, 1-dichloroethene, p,p"-DDE); 16. ZKIKH)
( Dieldrin} 5 17. 23K ( Endrin) ; 18. o,p - 3 (2-( 2-Chlorophenyl ) -2-( 4-chlorophenyl ) -1,1, 1 -trichlorpethane,,
0,p'-DDT} ; 19. B-BifH(B-Endosulfan) ; 20. p,p - (1,1-(2,2-Dichlorsethylidene ) bis ( 4-chlorobenzene, p,p’'-
DDD); 21. p,p -7 8 (4,4°-( 2,2, 2-Trichloroethane-1 , 1-diyl ) bis ( chlorobenzene ), p,p’-DDT); 22. Bt 35 hs
{ Bifenthrin) ; 23. P #4585 ( Fenpropathrin ) ; 24, S B & 3508 ( Cyhalothrin); 25. § & 318 1 ( Cypermethrin) ;
26. FLESEEE 2( Cypermethrin) ; 27. 3B 3( Cypermethrin) ; 28. S HHFHEE 4 ( Cypermethrin} ; 29. §URLZH 1
(Fenvalerate) ; 30. B HHE 2( Fenvalerate) ; 31. T8 %5B%( Deltamethrin) ,

3.2 REFIMEE
KEBRRPAFENREREMEREEERER TN ERER, REEERIEY S5 Bk s
YRR, W T LM AE-IECk(4:3, VW/V)FMAMEBE-RER(1:1, V/V) B3REEE, XTI A K # K
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e 27 R 2GR B9 BRI B R4 B 80% ~110% , 75% ~90% F170% ~87% . HTF ZIHTERE
SRELR R R B R SR , SR IE M B R ISR EE T B, HREMRIF B MK BE VLSRR RS
BEAR 2, RRAZREBANTHE FMREN ., Hitk 2B R 25 BRI .

3.3 S EFRERE 120r
3.3.1 BEESEGESL CPCH{LRBAREBHAR

HIEE B EERATFHY, HHT IR A Gk § |
SITEIAETY . B, AT R R GPC MG —%  § o

Bfl. 162.4 FHISBEMN T, BET A 27 FAELES
FRAERUE MR AR, SRR (B 2) . BRBUR

22 GPC LG , RFFUCAE 9 ~20 min BT MBI TT 44T 2 S L S
FATREB ST o

3.3.2 BEMERSE ERIHLEKSRDGLEE H2 RREEOHCPORENE
REHR EE AT, R F A RS BURE (SPE) ML BUR, G Fig.2 Elution curve of gel permeation chroma-
LB 9 B ELRE H AR AR, 72 GPC g ERY (PO

L EBRATA M EEEREE, A BHE—SBREHMAN BN FRE. WRT Lk SPE R
BRI Z B BE-EhBE(101, V/V) AER-IEC AR (101, V/V) JECK-CBE(LL, WY) AR M 5-EC
(95:5, V/V)SERERBRIRIA 27 R 255 B BE RO (18 3) o« SRR M, ¥ HI 36 B Bk + SPE A
168 mL — 485 45 1F 2o , 3615 0T B By 80% ~ 100% , RESE W R ZG B AT OB R .
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Fig.3 Effect of eluent and solid phase extraction column on recovery(n =6, RSD <6.7% )

a. @B -1F B 4% ( Dichloromethane-hexane, 95:5, V/¥);b. Z.BRZ. B§-% M8k ( Ethyl acetate-petroleum

ether, 1:1, V/V) ;e. TAEH-IF 4% ( Acetone-hexane, 1:1, V/V);d. IEE K- 2.8 Hexane-ether, 1:1, V/V),

(&) 352 EREA (Florisil) ; (M) " E$U4L48 ( Aluming N-neutra) ; (&) 7 Bk Graphitized carbon)
3.3.3 PSAE{t PSAATHEHFNESE, A HEES LA EIRNE FBES . EXIERM
— A (2 BT TR AR R R R AR, BRI TR R B R 2R B AT O RTAL RN L 7 bk
P b a BRI P& A OB MIERIR S/ Ny 45, I A PSA #EAT R R B A A B b, B4 1
BT EREPEM 27 MREER T PSA Hbri GC A,

BrFL &M, A PSA F— B b)E , B T 2% BAML S MR T, KR PR ST ERE

W38 T EIEM A EG%E, STHRZI, Y PSA FIE N 0.2 ¢ B, B LBCRIA D] 80% ; GE4EIE K PSA
FAg, BRI B AL,
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t/min

B4 =PRI R IR IRE (S0 pe/L) MM RIEE
Fig.4 Chromatograms for blank hotpot condiment spiked with pesticides standard
a. PSA #li{k( Purified by PSA); b. 3K PSA 4ifk ( Unpurified by PSA) , W45 [E 8 1( Peak number is the

same as in Fig. 1),
3.4 ZMSEEME R

R M EIE SR T HHTIE , DG E B R 25 bR IS MU FE AR IE 2R, 3RA8 T 27 Mk 2 £k
PR E, UL 3 ER B BR(LOD) S5 R0 1| iR . A EEsH B 3Ee 25 .8-HCB -L A
FREZRIAE BT OB 5,10 ], M HEF ARG HRE TCR[10], A EREHEEAE
KBRS PR R A TR ER

R 27 HRAHREEERE R
Table 1  Linear ranges and LODs of 27 pesticides

- RIEEE  HERE | BER - AREGE  FRAR i
A v g i) o8 e Gplte sl
o BE  10-500 0.9 0.30 P;}f})‘?ﬁ%ﬁ? 10-500  0.9985 1.8
AT 10~500  0.9976 0.38 uxn 10~500  0.9984 1.0
%ﬁﬁ'ﬁf’f 10500  0.9982 0.42 RUER 10500  0.9981 1.3
777‘%7’55 10~500  0.9985 0.66 ";{;ﬁfﬁ? 10500 0.9991 1.9
Hopotioe 10~50  0.9985 0.082 ﬁ_gﬁﬁs’fﬁm 10-500  0.9943 0.084
P BB 10-500  0.9993 0.36 P};f;ﬁ)ﬁggﬁ 10-500  0.999] 0.43
S el 10~500  0.9988 0.35 pg;ﬁ)ﬁ%ﬁ 10-500  0.9989 1.9
ﬂ;}@? 10~500  0.9973 0.65 kg 20-100  0.9992 1.5
Ogﬁmﬁﬁw 10-500  0.9972 2.3 Fefp%ﬁt%&in 20~100  0.9960 1.5
A 10~500  0.9991 0.56 %‘ﬁﬁtﬁ? 20-100  0.9989 1.2
Hepﬁﬁﬁfm 4o 10-500  0.9982 1.5 C%(ﬁfﬁn 20-100  0.9983 6.9
JOHA  10-500  0.9988 1.4 R 20~100  0.9987 10.3
5—gﬂio§me 10-500  0.9985 1.3 JREME  20-100  0.9933 13
i 10~500  0.9988 1.1 W
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3.5 NAREIEIMBEE

FEA S ARG BIRE S T 43 BRI 21 PR HLEARZ5(10, 20 #1150 pe/ke) Al 6 R A BE 4 245 (20,
40 71100 pg/ke) MIR-EIRvE TYEV W, A EERAAT 5 W, 27 FR 25 PR E R K 70.5% ~
116.0% , RSD 29 0.2% ~6.1% (£ 2) . 25 A AR R HIARRE 5 i i i LI 5,

R2 27 FRATES KRR RN B SR 5 1
Table 2 Recoveries and precision of 27 pesticides in hotpot condiment

3 H ¥ E]
am B Eer o s opee o o e
{pe/ke) (%) (ne/kg) (%) (perks) (%)
ANEFE Hexachlorobenzene 10 83.5 3.6 20 85.35 3.0 50 81.0 2.8
a7 a-HCB 10 112.2 1.8 20 91.35 1.6 50 105.1 1.3
FEMEIE Quintozene 10 90.5 4.7 20 80.05 4.1 50 96.8 3.8
y-7SAN y-HCB 10 105.4 0.2 20 103.52 0.4 50 115.7 0.3
;& Heptachlor 10 70.5 1.3 20 86.36 0.9 50 109.6 0.9
FEEM Pentachloaniline 10 73.2 1.5 20 80.66 1.1 50 83.2 0.9
HEH Aldrin 10 71.2 2.7 20 80.25 2.1 50 82.6 1.9
B-7575/K B-HCB 10 108.3 0.5 20 91.38 0.4 50 97.1 0.3
AL & S+ Oxychlordane 10 110.3 0.6 20 116.52 0.4 50 102.2 0.4
8-7X7575 8-HCB 10 73.6 4.2 20 80.34 3.6 50 81.3 3.4
45 % Heptachlor epoxide 10 83.2 2.1 20 80.76 1.9 50 100.8 1.2
- F} a-Endosulfan 10 77.2 2.4 20 80.59 1.9 50 92.6 1.2
B-E 7} p-Chlordane 10 80.6 1.9 20 85.78 1.2 50 95.6 1.0
a- ¥ o-Chlordane 10 95.4 1.1 20 83.33 1.6 50 95.0 1.3
p,p -T¥&4 p,p'-DDE 10 111.9 2.3 20 88.09 2.0 50 94.2 1.7
3k [ Dieldrin 10 71.5 4.1 20 82.96 3.7 50 95.7 3.0
53k %A Endrin 10 110.9 3.2 20 96.47 3.6 50 112.4 3.0
o,p -TERB o,p’-DDT 10 113.5 1.0 20 81.87 0.8 50 116.0 0.8
B-HiF+ B-Endosulfan 10 81.1 0.9 20 85.45 0.8 50 97.8 0.7
p,p’ -5 p,p’-DDD 10 84.8 1.3 20 99.69 1.1 50 101.9 1.1
p.p'-TEREE p.p'-DDT 10 85.3 2.8 20 89.51 2.4 50 94.3 2.2
B AEEE Bifenthrin 20 107.3 2.4 40 86.65 2.2 100 89.5 2.0
¥ A BE Fenpropathrin 20 102.8 1.7 40 91.60 1.3 100 103.0 1.0
EEF I Cyhalothrin 20 75.8 5.8 40 79.64 5.1 100 80.1 4.3
FEABE Cypermethrin 20 9.6 1.8 40 100.49 1.3 100 116.0 1.0
FURHBE Fenvalerate 20 85.4 L T 84.32 1.8 100 100.3 1.1
RE % FE Deltamethrin 20 75.2 6.1 40 88.63 5.4 100 80.1 5.2
a
2 15 2 . ZSL 2_5_-28
i 1 i 1 i ] i | i
20 25 30 35 40 45 50 55 60

t#/min

B5 2 EKERR (o) Frindm K SR (b )y g

Fig. 5 Chromatograms of blank hotpet condiments{ a) and hotpot condiment spiked with pesticides
standard, organochlorine 50 g/kg, pyrethroid 100 g/kg (b)

%452 B 1(Peak number is the same as in Fig. 1),
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Simultaneous Determination of Organochlorine and Pyrethroid
Pesticide Residues in Hotpot Condiment by Gas Chromatography

WANG Bo'?, LI Xian-Liang’, ZHANG Lei’, WANG Guo-Min’, CAO Shu-Rui’, ZHANG Jin-Zhong "'
' College of Resaurces and Environmens, Southwest University, Chongging 400716)
*{ Chongging Vocational University of Chemical Industry, Chongging 400020)
*( Chongging Entry-Exit Inspection and Quarantine Bureau, Chongging Engineering Technology Research
Center of Import and Export Food Safety, Chongging 400020)

Abstract A simulianeous detection method has been developed for 21 organochlorine and 6 pyrethroid pesti-

cides in hotpot condiment. Pesticide residues were extracted with acetonitrile, purified by gel permeation chro-

matography, Florisil solid phase extraction column and primary secondary amine, and determined by gas chro-

matography with micro-electron capture detector. Limits of detection were varied in the range of 0. 082 —

2.3 g/kg for organochlorine pesticides and 1.5 —13.0 g/kg for pyrethroid pesticides, and the spiked recoifgr-

ies were ranged from 70. 1% to 116.0% with relative standard deviations around 0.2% ~6. 1% . This method

is rapid, sensitive and reliable, and can be used to simultaneously detect multi-residues of pesticides in hotpot

condiment.

Keywords Hotpot condiment; Organochlorine pesticide; Pyrethroid pesticide; Gas chromatography; Multi-

residual detection
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