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(1. ZFEAERGKREN, =8 BY 650094 2. =R (bFR 45 TR, =8 BY  650091)

TR S T O - B R (P - BUlEOR g 3 A LB A 2555 B 7 ik iR R A
LIFE AP, GPC #Hk R ] GC — PCI = MS — SIM J7 3Gl , HEBR T 2B T4, P i 10 Hr RO 25 2R %
B AR AR IR 4 0. 69 ~4.24 g - kg ™' A% RSD H:1.69% ~ 11.01% ; V-3 [0l 45 :69. 5% ~121.8%.

R UM - B2 — ik s B A 2 Ak B

FESES:0657.7 XERERINED . A

B AT HUBEAC 25 5% B BT B RS
R — KGR RN 283 (GC - FPD) '~ 3 A
3% - R A5 5 (GC - NPD) P~ I M 3%
Jitit: (GC — MS) ) FPD, NPD % 2 Rk #E1E K
T E% IR XA LB AR 25 St i S A0, {ELAUAR B
{4 B2 I ] DA S 2 B 0] 2R A 2416 75 43 T
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FL B T3 1 ( GC - EI - MS) X 2 Fhofk 26 [R] it A T
SEVESE M, SR B R B T B (L5 2k
BRI, TR T v 0 R AL
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T ESN TR T LR, W AT R SE P22 B Ak
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-PCI-MS 5 GC -EI( 5 7% ) - MS,GC - NCI
(FAL2FHLE) — MS (945 5, IR GC - PCT - MS
- SIM LN T #5389 P HLBER 2558 9, 1k
TSCE A, T e R M Y P SR A AR B
AR S S B
1 REHHS
1.1 UE5EFA  HALH GCMS - QP2010 X
M RE - AL, H 5 AOC - 20i [ 3hik#E

#%, WBI - 2010 A 1, 5t DU B AT 5T 52 29 B 2%,
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«  UrFE F 52009 - 04 - 29
BEE&WE : 2 B8 R PR 2 S Wik 52 SR 5T ).
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m X $0.25 mm x0.25 pm) ; 75 /RFE GPC £G4 Bl A
Biobeads S — X3 #7 3 4+ (50 em x ¢2. 0 cm) , 307
1120V Kl &%, B Sl R AR F Gilson TAE
uli s BUCHL R IT #Y i % 2 e AN, R e 8 4 3% 8L 4o
AS3120 BUH 0 Ve o , M ) - FE4) 2 AB104
=S TR

PRGHRUE S (R R R BRI AR )
ok AR Bk vhols s HREXS B it | S RLa i R
WA = R X B WE H Augsbury Germany. 4%
LB (A2l ) 650 C B 4 b, T4, 48 1. TR (43
Mréf) NG (rdrah) (LR TR (4rtrad) AT e
(rhrak) .
1.2 REHEE S5 HERFRI S0 mg () 51
0.1 mg) BYARZGFRUES , 2 50 mL 25, FH A Bl
SEZE L AFE] 1 mg - mL ™ A2 BRARAR E VR, £5
100 pL FFRF W] 10 mL A 25 &b, 15 3] 10
mg « L™ IR A PR R T

SR IMERRH 10,25,50,100,200 WL ) 10 mg -
L™ RAMRMER R ] 10 mL i & IR, 1582 i
YR EE 432 10,25,50,100,200 pg - LR A bR
1.3 #HABrbE
L3.1 R&E Ky EREHLIESKE A H 5 S5 55
it 30 53, U 1000 g s St , ORI B8R 23,

EER N DFFT(1979 - ), &, =N A, 5N AR 258 B A B A o gt o
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T DA R A IR L SR T B A 4, >R FH G AR 2k
3R O AR B LI, 784 IR AT LA# H.
1.3.2 423 ERIFREL 10.0 g KE 5 E T 100 mL
PR, A 25 mL i, BB AT AEHL S min K A8
BUG WRE St i€ 3] 100 mL ) EL 28 %) B ) (& 1
WIH 5 ~8 g & Ab®h), & L+, RIZIIRHE 1
min, # & 10 min, R 475 8 205 5 KH 0 2. HE
B E 10.0 mL |2 G, # 2 10 mL HJ€
ZIBEAE T, 7F 40 CRAE WAL L8 /W s,
BEBET, HOROBEHHHENIFESRZE 1.0
mL, f k.

1.3.3 440 VRS RIRE SR A FIBEIR B 15 (i
R TS 1R L TR - IOk (RBE R 1
1), %i# N 4 mL - min JEREE N 1.0 mL. Y £ESE
12 ~25 min A FhezEi T, 22 2 2T H
LR TSRS 2 15 mL A7 2 B 0y B 048 T, AJ R
PIRZEAMLT 0.5 mL, LR LBRESAE] 1 mL, f50).
1.4 @ig&EHd 21k GC - PCI - MS - SIM
S A8 7EAE Rix — 1MS (30 m x $0. 25 mm x 0. 25
wm) ,# S He, ¥ : 1. 6 mL + min ™", R43
FE JIERE 11301 £ 280 C B 3L 80 C

o 2 30 002 M 990 9 (5. 0 min ) L JERE
i1 pl. 17 PCL, e A CH, , 35 IR
J9:200 °C, 4% TR BE R .230 °C, HL T AERE: 70 eV,
HiE g 0.2 s, BRI EL X S FH
(SIM) , B~ 43 Mradt #2453 R 4 A B (8] B, 451> B[]
B 1 ~4 DR2y  BARAER 1 MERE T
2 AENEE T

2 HR5R
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2.1.1 HR@RBGXI MG SCHRIRGE , A AL
WRCHE CRROEE™S IEC ke NS X 3
HAY 9 Flfe 25 0 AT T 4R BUSCR H AR K. 24501
7 5 PR R SRR A B BBORCR AN AR i o 45 A4
TR AR T SEAC AR R 5 £ R £ B P A
B EURCR A S, H X = MR B 118 12 ORI A KA
MEC B — NI CARFREE 12 1) X 2 80 i 42 HioRk
SEAANHRAE TR S R AT $ T, X 9 A 2
8 B BBURS R B A G L LR, it AAS T30 R F 2 s 2k
FTHE A AR

2.1.2  GPC &4tk ah kAt
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(1) Fsh A RO ETINAR 25 A 4%
RERZ I R RERE MY 20, i HL A Fr AL e, DS T3
ARG T 53 B8 BRI, 43 XS 20T & TR AR O e
AIRBLH A T 2R HLR S, & B0 24 sh AR L HE R
VIZTRER): VAT HE) 1+ 1 B Al s R Al
WCRBEAT , OSBRI R R T s .

(2) mEaHEE R LRSI, 5355 52

T ARTR] L R A SR DL R 9 b A 24 43 B FE ) 5
Wi, & PR K 2 mL « min A, (8 R 2R AL
R T (R B RN A RO A 43 B R AN K B
R ARSEH I , b R AR AR B 8 (HEE L
BB A3 B AR BT, 25 5 T8, BB T B AR I
HA 4 mL - min 'L AR EIREAE SRR 9 FhA 2
PIVEME I ZE , e 12 ~ 25 min 30 A9 4 53 iE 17 v
4.
2.2 BEBTFHHE RAEFEE TR, 5L
WAAE SRR X T A5 ) A AR 20 0 1) SRS T 4K
I T LA A 25 R I A 2B ) ARRAE 5 . 45 R
RAGEPCIRE XN THWEEEF(HTET.S
BT ) MBS Tl gy Al s B 1R DL AR 1

HE 1 AlH:9 R LB 25 7€ PCI BT,
W TR UM + H] " DL LETE, ATAE R
PCI - MS BYFFIE B 20 A HLBEA 2. 3% 2 BEII R
X B R MR A | — sl R R X B A, SRR
BEALIAL | A | AU G AR NCT - MS rp
JUF WA BN HE S F 55 F . EI - MS & — A Xf e 24
SEMERARLE 7k, vl A B R E R
EI - MS #6045 BB A2, L @ P Fn ke 22 , 14
IR REAEME = | SRR RO Y EL - MS
EE A 0 2 8 I AR /NS LT WA B 4
B
2.3 MREMEZAREEXRHESRERHE K
“LL27 R [ 5T o R R TR A BRI R, H L
475 a5 A, R4 GC - PCI - MS - SIM &, £
10 ~200 pg - L~" £ PE TR P, b ofie il 26 O R S 4
KRB 3, bR &b ¥ i fa ik
Pl b i B8 IR TE R o ARG Y BT RE VR . [R]A
T B SRR PR 422 BURE 42 10. 0 g, 2 25 R
H:2.0 mL, JERER R 1.0 pL, S/N =3, B35 i 4
AR R AR (9 25 P A A, 9 A 24 1)
ARG Y BIR Ao 28 R B A 56 R A28 3.9 R
B AR MC ELIE 1, % 2s (AR
MC & L 2.
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Tab. 1 The quantitative ions and reference ions of 9 pesticides
- A3 AR E R )/ ERET ZEET 1 Z%ET 1
min (Iy/%) (I/%) (I/%)
BHE 4.5~7.0 221(100) 223(54.5) 174(11.2)
AR 7.0~9.7 224(100) 142(21.6) 283(6.5)
IR 7.0~9.7 230(100) 199(13.8) 74(9.6)
AESEI 9.7~12.0 352(100) 350(95.5) 354(31.2)
R X B 9.7~12.0 264(100) 234(51.3) 111(28.6)
RR 9.7~12.0 331(100) 173(33.4) 332(14.9)
PN 0N 9.7~12.0 278(100) 279(14.6) 248(11.5)
RN 9.7~12.0 291(100) 262(30.7) 293(13.9)
= e 12.0 ~15.0 314(100) 315(18.2) 285(4.1)
*2 BHBEKZH ELPCI,NCI Rig bR
Tab. 2 Comparison of EIMS with PCIMS and NCIMS of organophosphorus pesticides
2 ;{:ﬁﬁﬁ; EI PCI NCI
Z o3RI In/%  [M+H]" (m/z) /% T FIE 1p/ %
FoR 220.98 220 6 221 100 — —
AR 223.16 — — 224 100 — —
IR 229.25 229 11 230 100 — —
FHIEW 350. 58 351 8 352 100 — —
P L% Bl 263.20 263 85 264 100 263 85
RN 330.35 — — 331 100 — —
B 277.23 277 100 278 100 277 100
X B 291.26 291 98 292 100 291 100
= e 313.31 313 4.5 314 100 312 100
— RGN F)
x3 REHZFREMEXRERFENSREHR
Tab. 3 The regression equation ,correlation coefficient and the lowest detectable limit of method
ezl PR 25 2 HHIC R B BARK IR/ (pg - kg ™)
FoH Y=278711p -19 519 0.999 3 0. 69
SR Y=134213p -4978.3 0.999 1 1.95
IR Y=98059 -6059 0.9990 2.31
AL Y=161159 -11787 0.999 8 2.01
LA Y =208 863p — 15023 0.999 4 1.54
DB Y=58397p + 68.221 0.999 3 2.07
BN LT Y =249 954p — 15030 0.999 4 4.24
X Y=115298p -5952.9 0.999 1 1.65
= e Y =71567p -2760.5 0.999 2 2.72
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2.4 FEMFMEWRERZEE £ HEFEH
WP 0.5, 1 mg - kg™ 1 9 P2y
bR, 28 1.3 WA )T 55 R K. Akt
WL PATINRE 5 UK, B4 B ik BE K P 1 A
SETOMbS , B A1 A28 B, DGR D R S
PRIESPAT I RE S Y-S (B, 4 B DUREASROA
5 BRI bR O 222875 , US N ] Ar =3 KNG 8 B2 45 4
LZ 4.

LRI, USIN BICRTE 69. 8% ~121.5% 2
], 78 5 RAECER /N T 1% , 58 406 fE AR 245 5% B8 43 At
AEEK.
2.5 H@NE WHARLRTTEX AT L
WA S H BTSSR i HEA T ARG, A6 00 45
WZE S, HARAREIRK

3 & #

AICHf GC — PCL - MS - SIM JH T 2 P A AL
WAL AT, 23R W, SR ] GC - PCL - MS 73

x4 FEHRMEKRMEEE

Tab. 4 The recovery and precision of method

2 i ﬁjiﬂifg/ M/ A8 R EY
(mg - kg™') % %
HH o2 o e
‘ _ 1.4 .61
KB 015 24. 3 ;:‘19
_ . 4.2
SRR 015 ;512 6. 83
A " o8 s
LR o 01 s
CR " o s
AU " a7
BapTiH 0'15 33 481 151.';91
=ik " i oo
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xS HEmIEER (3] ¥, s, FLAERT, 4. BER @kl - B
Tab.5 The detection result of fruits and vegetables pne/ke SRR R S T TSR TAR T 1S R ML
¥i&i] Hi [PIN 25[J]. 1% ,2002,6(11) :565-568.

T 1.75 ok (4] REGR, BEVKVK. B A HLIE A28 2 T R PR 2R A< 24
RSN 7 A S T ] v G 6 T3 4R 2% 35, 2007, 17

S 3.01 3.97

(5) :852-853.
A MR 7.13 5.34

By — SIM LB AR 255k BRI, FOA: H R LA [R) 4%
¥~ GC - EI - MS - SIM J5 ik i fik—4&, H PCI -
MS BBy T RE R B> e 1 B T LU
TP HEB ¥ A M S e i AR 2 5 AR A
fIRI, PCI - MS BAT —E R fLH.
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Determination of organophosphorus pesticide residues

in vegetables by GC — PCI — MS

MA Li-li', ZHOU Jin-yu', ZHANG Cheng-cong”, WU Xiao-bo', QU Tian-yao'
(1. Agrichemical Examination Section of Yunnan,Kunming 650034 ,China;
2. Yunnan University , Kunming 650091, China)

Abstract; A determination of OPs — residue pesticides in vegetables has been developed by gas chromatogra-
phy — positive chemical ionization mass spectrometry ( GC — PCI — MS) . Pesticides were extracted from sample
with acetonitrile in an ultrasonic bath and cleaned up on GPC,then were determined by gas chromatography with
positive chemical ionization mass spectrometric detection in a selected ion monitoring mode. The method was ac-
curate , sensitive and selective , the average recoveries ranged from 69.5% to 121. 8% ,while the relative standard
deviations ranged from 1.69% to 11.01% ,lowest detectable limit ranged from 0. 69 to 4.24 ug - kg™'.

Key words: GC — PCI — MS; vegetable ; pesticides residue



