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o 2 3 19 oA 24 B3 I BT 5

XY ENWE O ERED
1 #E LK F®FR,LF 100094
2 RAFAE B ZA, LT 100026

## T QUEChERS H#EREJLEHMIMN —FMEHABHRE) EMNKAEZREIHTTE. &
CRAZREC 1% Z 8O YR SRR (8 A N-TR B 2 BB & BRI B 44 81 (PSA primary-seconda-
ry amine) 5} Bl fk, B A LC-MS &8l , 34 b 19 #4255 8 19 QUEChERS 75 8638 A #1T T
Wae, SREW,19FMKHH LCMSHTRN, ABKRESHEHRE N R FHMHXEGEX
FEE T 0.9798), H i HER AT % 0. 01~0. 1 mg/kg. B & K9 INFR LR Ky 80. 3% ~113. 2%, 4
PR ETE 20. 3% LT . QUEChERS Fik& A& LCMS BB A, FiEkthdi e, SR TAX
hERMRGRERN.

X7l QuEChERS Fik . BEBKH  RABE . £X
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Blb o A 7 & o A 25 9% B Il AR A OR A 2 BT % MR E RS R BRI T —H
REHRHAEZ—. BRIETKRPHRAGRERM L GC-MS F ik EZ, HEE DTSR
& OBREAEER RGN EETEHITHECSEBWITAIET R, RELHHMD, &
SXEHFAEY, ERBEHAE-REEEEMAEMNRN FE, BB ZHRMAT
K23 ARSI R R R B E .

QuEChERS(quick .easy .cheap. effective, rugged, safe) 77 % J& 2 H k. % & Anastassiades
2003 FRBHH—FHBRALRESN TR AL ZFERE SR WHETHLA,
AERIEN . ASEEISRENNER BRNESHEEARNER  AEIRX 2/ KR
(. pH (600 R R & PSA A B2 % , B2 B3 T % i, Schenck(19) %
(2000 X5 HEHIT THIE. BEJS Lehotay 2 (2005) W &3 8 1 4 i b U B 04 24, T
WEST RET R EEARESRE TR R ERBANZE M 1N B R
HHf .

L.ehotay #:(2005)121 B QUEChERS 5 K& #i# #£ (large volume injection) LVI/GC-MS,
LC-MS/MS B F UL B 6 4 i B AR 2R IS B0 T A4 EAAR A o 229 R A B R B dh .

BFEE . NEEAITI— O, B S HLAEASH. TENFIRAAREIN . FESAHELETEAMFTR.
E-mail ; Hm2000@ cau. edu. cn,
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I 4%RBEXGAREL B HA

AR F 4 Lehotay % # £ QUEChERS F iUV, Jhift — A L AW, RER B Y
15 g, AZ & O 1% ZBOAE N R BN R F#RE E M 389 PSA S80S L AR G ——%m
MR B EAERAEPE AR 19 KR E K QuEChERS J7 ik iE A #AT
T k.

2 LEEH

2.1 2855

Agilent1100 LC-MSD & & i #H 2 15 — 5 5% 8% FH A 40 87 K ¥ : Sartorius BS1100S & J5 43
Z—RF¥(EE);JY2002,JY12001 42 —8BFRF(LBEER 2 NBERAFTD . MBI
QL, LM ER FRIEERAED IRIER G OB T HMAN RUBHERRAR; FES
CALBE O AL ERB OGP s B (1 000~5 000 pL,100~1 000 pl.,10~100 pL,5~
50 pL, K EESFIREBFRAFD.

Eﬁﬁzﬁﬁﬁé’@;L@:ﬁﬁfé@ﬂ?@:@ﬁ%%;ZH%:@i%Z@;NaAC\%K Mgsoq:ﬁﬁé"ﬁdt
HALFE RN A B PSA 40 pm, K H Varian A8, RARES - BRAE R BER FHER.
IKRERLBE M  ER G IERE R R P R B P R B R R BUR R
RORER M B EE FURER R AREE . AE KT 99%, WMBAs N 95%, Kolk
FRAR 258 2 BT .

2.2 BIBMBE &

3%+ . XDB-C18:250 mm X 4. 6 mm X5 um id; Fih A A IR, B, K (& 0. 08 % B ) ; 3%
FIBS e, BRAEVEAR & 45 0~10 min: 20% A, 10~25 min; 20% A~60% A, 25~ 30 min;
60%A~90%A,30~40 min: 90 ¥ A~95% A,40~45 min; 90 % A~20 Y% A; #EFE R .10 L,

KAEMES FHESFREEKX (ESIH), HEEE m/z: 100 ~500, B E S
35 psi,. M N AR, PRI VAR HH 8.0 mL/min, FHREBE 350 C,

2.3 ELWTHk

2.3.1 #HiXMHRARHEE G

ARFAXBILEBHRKKIE.

19 FpR 25 Z B L AL 100 mg/L AR Gl 45 W, R IBAE R &
2.3.2 HAkE

15 g WAEMERMA SOmL BOEP,M15mL F 1N ZMHZEV/V)IRE, F1#
30 s JE iR B 1 min, K B O ERIEK KB WA 6 g To/k MgSO, # 1. 5 g NaAc, 37 % F 3%
30 s FEIAHE 1 min, B> 5 min,4 000 r/min, B 1 mL .M A 50 mg PSA 1 150 mg &
KMgSO, , T 30 s HIAHE 1 min, FEELYLE L 2 min, BL 500 pL L EW TS,
FrikAE .
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FLB M ERYP I LoREA - ERATLRLE

3 #R5iit

3.1 ik R R A B B

3L 1 RWEhEKFHNBE

LR R R EE/ KE RS AT R B LR RHAENEE TR AP EE
BRI THEVRR B LRI, FER LB 0. 01 % $ & 5 0. 08 %, AT LUK B B M Bk
JRAR ., BT e B A R &N FHEE/0. 08% B ER 0~ 10 min: 20%, 10~25 min:
20% ~60% ,25~30 min:60% ~90% ,30~40 min:90 % ~95% ,40~45 min:90% ~20%

3.1.2 BB FHHIERE

B R Ky ARt BARELSY BRHATFRRKAHBHE EE FRMARK
(ESD. ESIE—FMHEBEELAR.EMSERHLERAARYHE TS TH TERR
JnH. M NaWg 88, 5 TX AR H#ETHIE, 19 MAARNRENELEFERTR

#£1,
F1 IHEAARBEHEREEFEHF
Table 1 Retention times and target ions of 19 pesticides
K 25 pesticide Wl B F ion monitored {% B8 B 8] retention time/min
A propoxur 232(M-+Na) 12.0
I3 dimethoate 253(M-+Na) 12. 7
I 45 pyrimethanil 200(M) 13.8
HER metalaxyl 302(M+Na) 14.6
TK B B B isocarbophos 312(M+Na) 14. 8
B prometryn 242(M+H) 14.9
SR E B fenarimol 331(M) 18.9
ISR ethoprophos 265(M-+ Na) 19.1
RABERK metolachlor 306(M+Na) 19.5
1 B B quinalphos 321(M+Na) 20.6
3 s i pirimifos-methyl 306(M+H) 21.5
2 g% A buprofezin 306(M+HD 23.8
BWEARER fluazifop-p-butyl 406(M+Na) 24. 4
KER diclofop-methyl 363(M-+ Na) 24. 8
M chlorpyrifos 373(M+Na) 26.6
AT HE fenpyroximate 422(M+Na—CD 27.3
e ik il fenvalerate 442(M+H) 28.0
&N 3 AL propargite 351(M—CIND 29.8
B s bifenthrin 445(M+Na) 30.5

19 FRABEMAENMEETFHRAEERLA 1.



I RRREAGAARER A

lntenSA7
X 10'H 07050414.D: TIC+AIl MS

5 10 15 20 25 30 35 40 Time/min

1 IOMKRHAGREIHHRE HPLC-MS S E FRE (1 mg/L)
Fig. 1 LC-MS total ion chromatogram of 19 pesticide standards{1 mg/L)

3.2 ERAMEVEEE R iR

SruVRA RS HIRBURECAR 0. 1.0.2.0.5.1.2 mg/L 3 VG B AR %, FHAMR B /R A5 o
ML, IO MKRAGNEREESHBERAE - EHENERTFNAEXR . SHI L EEWMAER
3AEM 10 I HE LOD M LOQ, B EIK HFR K 0. 01~0. 1 mg/kg, X BB KT 0.979 8,45 5
k2,

LI T T

R2 VHRALEFERBHUR
Table 2 Regression equation, limits of detection{LOD) ,and limit of quantification( LOQ)of 19 pesticides

.. . . . LOD LOQ
K 2 pesticide 28 77 8 regression equation R /(ma/ke) /(mg/kg)

AR propoxur y—1312 600xr—73 675 0.998 5 0. 04 0.13
KR dimethoate y=3185800r—14 218 0.9997 0.01 0.03
% pyrimethanil y==14 871 800x+2 774 000 0.979 8 0.03 0.11
HER metalaxyl ¥y=17 524 300xr+534 417 0.9992 0.01 0.03
7K Wz w isocarbophos y=238 787 300+ 245 336 0.999 5 0.01 0.02
R prometryn y=17 881 790.r + 887 680 0.994 8 0.03 0.10
ARG IER fenarimol y=7 494 320r—153 430 0.9990 0.03 0.08
AL ethoprophos y=1226 250x+119 680 0.991 2 0.07 0.24
SHP R metolachlor y=11866 100x—417 030 0.999 2 0.01 0.03
W B RS quinalphos y=284 051 200x—1 878 300 0.9997 0. 05 0.16
H R s 0E 1% pirimifos-methyl y=16700610x+4+294 610 0.999 6 0.03 0.09
B 1% buprofezin y=7728 810r—301 920 0.998 6 0.01 0.03
BHERER fluazifop-P-butyl y=2206 510xr—175 910 0.999 8 0.02 0.08
KR diclofop-methyl y=19 279 100x— 150 330 0.997 0 0.02 0.07
A chlorpyrifos y=730060xr—106 650 0.999 8 0.01 0.03
A 5 A fenpyroximate y=1730 056x— 106 654 0.996 9 0.10 0. 34
IR fenvalerate y=7 698 500xr— 349 260 0.998 9 0.01 0.03
Je %= propargite y=2726 930xr— 148 700 0.999 4 0. 06 0.19
B A g bifenthrin y=1 360 460x—94 870 0.997 4 0.02 0.07

7
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FER MBI ERP P LRER—RL BHRATLBLE

3.3 [BIUACR B A X6 U A 22

PUAE SRR AR B 518 0.2.0.5.1 mg/L(n="7), 5 H ki U R G & B, &
s E A ENRCER K 80. 3% ~113. 2% , f M AR MEIR 2= /N F 20.3% , G5 R L3 3,

£3 HRAEERPHRNE K E
Table 3 The average recovery of 19 pesticides in lettuce

[5] iz #& fortified recovery/ %
0.2 mg/kg RSD 0.5 mg/kg RSD 1 mg/kg RSD

R 2y pesticide

%R B propoxur 113.2 17.0 80. 3 14.9 101.6 10.8
KRB dimethoate 93.95 4,6 97.7 6.1 109.0 4.5
%5 e pyrimethanil 84.5 7.5 98.1 19.0 104.7 8.3
HER metalaxyl 92.5 6.2 97.2 7.5 105.9 3.6
7K JE W ¥ isocarbophos 98.5 18.4 105. 6 16.6 104.1 13.0
B prometryn 93.8 6.6 98.8 5.0 104.5 5.3
B I fenarimol 93.2 3.4 99. 3 8.0 106. 1 3.9
ek ethoprophos 97.5 20.3 95.3 15.0 108. 6 9.9
RNPER metolachlor 94,8 4.1 102. 4 6.1 105.1 4,5
s B B quinalphos 91. 5 7.4 91.7 9.7 118.6 8.7
FA 3 i g B pirimifos-methyl 95.3 4.2 103.3 5.0 106.7 4,4
2 155 Fif) buprofezin 96.9 3.3 96.0 5.8 103.9 5.8
HEEERER fluazifop-P-butyl 92.1 6.7 101. 2 8.0 101.7 4.8
KER diclofop-methyl 82.7 14. 8 100. 4 15.9 104. 8 5.8
50 chlorpyrifos 95. 2 3.6 96. 7 6.1 106. 5 3.4
B2 E R fenpyroximate 90.5 10. 6 95. 8 10. 3 90.1 7.6
e i G fenvalerate 90.7 2.7 101. 0 5.8 106. 4 4.3
N propargite 93.8 4.2 102. 2 7.5 107.1 7.7
xR bifenthrin 102. 4 10.5 105. 4 6.9 106.0 8.6
3.4 g

LR PR pH AR (pH 5. 8~6. 0) A 3 EE I, 7E R BUR 7 0 A Z BR B 1k B84 4 Ji
SRR 2 1E SR B R b R A 8 T B SR P KK ¥ DA R ARG 3R B X AR 245 R 1 A R i 5 SR R R SRR I
ELARHE , PSA 280 1k » % RO 638 — WL e 5 0 ok R o ) A S A 7= P W AR 19 BvR 2
MR . EEE ST IR R KRR B R E R W RBRR R R, T Tl
ARG 5K B A

2 & XM

(1l xXEF .EE2.5= . % MEC-FHEEAECESSMBEKTK 2,4-D N, B LE.2004(32) .
1421-1425

[2] Irace-Guigand,S. , Aaron,]. J. ,Scribe,P. ,Barcelo,D. , A comparison of the environmental impact of pesti-
cide multiresidues and their occurrence in river waters surveyed by liquid chromatography coupled in tan-
dem with UV diode array detection and mass spectrometry, Chemosphere,2004,55;973—-981

[3] Nogueira ] M F,Sandra T,Sandra P. Multiresidue screening of neutral pesticides in water samples by high
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performance liquid chromatography-electrospray mass spectrometry. Analytica Chimica Acta, 2004, 505
209-215
[4] Jansson C,Pihlstrom T,Osterdahl B G. , A new multi-residue method for analysis of pesticide residues in
fruit and vegetables using liquid chromatography with tandem mass spectrometric detection Journal of
Chromatography A,2004,1023.93-104
[5] Frenich G. A, Vidal M. J. L., Lopez L. T. , Aguado C. S. , Salvador M. 1. , Monitoring multi-class pesticide
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