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Determination of 44 pesticides in fruits and vegetables by gas
chromatography-mass spectrometry

GONG Li—Tong*, WANG Hai-Yun, LI Qian, WANG Zi-Jian, ZHU Jiu-Feng

(Beijing Daxing Center for Disease Control and Prevention, Beijing 102600, China)

ABSTRACT: Objective To establish a method for the determination of 44 pesticides in fruits and vegetables by
gas chromatography-mass spectrometry combined with matrix matching working standard series grouping. Methods
Samples were extracted with acetonitrile, purified with amino carbon black solid phase extraction column, and fixed
volume. The characteristic fragment ions and retention time were determined by scanning in full scanning mode. On
this basis, a selective ion scanning method was established and combined with matrix matching standard series for
qualitative and quantitative detection. Results The linearities of 44 pesticides were good in the range of 0.05—
5.00 mg/L, the detection limits of the method were 0.006—0.03 mg/kg, the recovery rates were 75.7%—121%, and the
relative standard deviations were 2.0%—12.3%. Conclusion This method has the characteristics of simple, rapid and
accurate detection results, and is suitable for the determination of 44 kinds of pesticides in fruits and vegetables.
KEY WORDS: solid phase extraction; gas chromatography-mass spectrometry; fruits and vegetables; matrix

matching standard series; pesticide
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SERTAREE i, (R ERARMERCE ROR S T AR SR
2 i o SO T A R AR 205 B, R A AT AR B
AR A%, BRAEANEE, SRR Z A PR, o)
ARZGAE ] — AL EOR BRI T A, W e R
HABI» AR 25 TE B AR R A A, DR 0 AR (3 v A D e 25
FAE—E R RERYE. A, UM @3- B (22
AL K, HBAT R B W) JBUE M RE B A DU 4 4
& N, DR AGE F T AR 2 . AT S AR S AR - 5T
FRERAEPE, AL TORBIAE AL AT AR R, SIS AHAC I
e, BRI ARTE B 22 A KU W I A b R A v
MR ARy, o T TRE T 44 PR ZGH
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1.1 E5MR

GCMS-QP2010PLUS S AH (3% - FR %A ( H A% B HE
A); DB-5MS {4 341:(30 mx0.25 mm, 0.25 pm) (3 [FE 22 EE 48
7\ w)); BS400S-WEI HL KV (7 [E 28 Z R i 22 v]); Z36HK
AR O LR E HERMLE 23 6]); B-400 33 HL(ER 1
BUCHI /A H]); TurboVap LV & MAL(Fidl Biotage /A H]);
HY-4 JHER 5 (S IR T8 — AR T); S 56t 2 [ A
ZEIFE (500 mg/500 mg/6 mL). GL Sciences [l FHAEHCE: &
(GRS F]); SHB-IIT £ H.25 ZE OB 3B T3 B2
Hl); 15 mL .50 mL 3R N AR ICIE 5 1250045 (38 B AR 1)) .
1.2 R

MR SRR TR SRR O R IR
FHZ8RL . WEoRAa TR . HUAEIE . ERUUAEE . 2T . =
RWORFTAER . TSR . SUNSENE . RS EE . P R |
BEECHE . SRR e . AARIRAE . RKEREE . ARk, Wk
B AR CFEEE . HSLERT . HILST AR . R MR |
ARULHERE . DHIAEE . S RN VIREE . LR,
R RERREREE . WRCOREE . AROREERE . SnkEE. HL
EEREE . XTRREE . KRR . S SURWERE . o8t BB
FHE®IN 100 pg/mL, 65T ISR HEY) BB AR AT IR
NFD; LG B IR ZRROHR . O kiR IR, %
[ Fisher Chemical A H]); Jo/KGREREN . AN (ST Hrat, E
SERD), R 200 °CHLEE 4 h, BTEMS P&,
1.3 SKWHE
1.3.1 AHSara

(L)FE LR

P SEERAE S PR AT, BT & A ETF 500 g,

FRHOR IR AR R LR R M E 22, TR 7R
AP HERFRBGRARE 10 gGERIZE 0.01 g)F 50 mL B
L&, IMAZE 1000 mLP), %1, BTRE 4 E
P& 20 min J5, MIA 10 g EALENESS, PR 10 min.
B 5 TV U e e O L ALE 4 °CA5F R L 10000 r/min
B0 10 min, BRUHKE ZEE, W EIE®R 6.00 mL F
15 mL B0 T, TR W T . A 3 mL 205
-HERR IR S), fRdk.

Q)FEdh ik

g G - A AR A BT B T AR E -, S mL
CNE-FREVE R, SRR VRIRM . IR AR HOR: R S 2
20 mL BEHE B0, B ARSI A TSR AE IOV T
6 mL ZJE-FHORIEIRA> 2 IRBEIRE.04, BREIRIREIE AL
SRR b S e Br O N w1 S b
A3 mL ONE-HARER, BE 2 . KL R
F 20 mL BEREELOAY . e B B /NS 2, Rl
JHHEZS e, 89 2 /s, 78 40 CCOKIBP AR E
T, MIECSEE 1 mL 20, RGESEL 0.22 pum AL
AHEME, TRl
132 Ar/fi i o Be

LR 434, DAIECRE iR, Beil 4 450 & ik
0.05. 0.20. 1.00. 2.00, 5.00 mg/L [ 25IRGFRUERS .

(DFE—A

FRewl . BOBUE . S ARt . SRR FRAEL.
REEWE . AR WREmE . SRA. CREE. WAL EAEML
FRSEST AT B . JMREERE . RIEBIRE . DRIBIRE . SR
AN VIR . ZRRE . SRR WRERTRE . TR |
FRARAE TR . PRRBRRE . SRR . SUAETR . SURUUAETR |
TUNEE TR . RIS R AL 29 Fi

Q)% =4

WL SRR TR A R SR . UL
FREX G . PR XPBREE . KBEBE . = EUREEE
ot BBiFE . B ER . ERAE IR AL 15
1.33 B IELH

(Ot 4

DB-5MS iR ERIREE 80 °C, LA 10 °C/min F+&
120 °CJ5, 1543 2 min, FFLL 10 °C/min AY#JE T+ 2 280 °C,
3 20 min; HERECIRES: 280 °C; S 45, HiE:
1.0 mL/min; " 3 mL/min; #FFEE: 1 pl; A
HERE

QIS4

B TIRIRE: 220 °C; EHRJE: 240 °C; EI J: 70 eV;
EFIAER B A]: 5 min; SRAEF K A SCAN HHli =\ e
% BAMEA PIRHERE 27 S AR B I IR S AR OG5 ., 7RI
BEAb b T P B8 1 i 85 5K (selected ion monitoring,
SIME R T . BHEETRITFRZE: <30%.
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22 SCAN FAHi 25 LB = vk FE AR EWE, 1 4% B A 12
BRI} ] AR TR S F, IE TR ST SIM J5 i o R SIM Jf
DTS . BES ARG 00 T R
BT IR AR 2 B b v B A X ) S AR VA A L, JAH
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i I B AR IO, FIWTAAAE AR 2h o 70 PRSI () 2
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e CAEARVE R AR M, I LAIE CbeVEI A, B B AR AR
MAERRRE, SR TAEMZ& L E Bk & & .

2 GER5HH

2.1 REUAFIBMIL

I, LSkt ZREE. ZIERRBGICE
RN R, HEdh R e R R E, A
FIFEEL; ECkS#HR, WAL KR, HZIESE
WIBE W, 2R RN Re RIS Z AR, AF T 5 &k
Fedk; R ZBE SR LA 1 DU A B s e, R AR AR
Mk 2 VRS A 771100,
22 AUFHERML

W 5E B RS A 255 BN, [ QUEChERS ¥k Jr
PARAERT A 7, AT AR K0 (E R A A
e B b B R Bl R R R, R
TSR Z B — R R o R ITIRA8T S - T L T AR 2K B
FE Ak W, TR Ak 5 T A AE 5 R A 2 1A LK
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23 BEEXHFNNK
23.1  &igAEagthiie

HORUE A AL G W TE AT Hh O B I AN IR, A F
SY3% P FHPEAS IR A9 DB-5SMS BiEAExT 2 4253 TH
ML e mE g KB 2 AR ZG S BROR AT, MR TR
WE 1 KE 2 BiR.
232 RBEFBEMHGHA

DB-5MS @iEHEwIAIREE 80 °C, L 10 °C/min J+ 2=
120 °CJ5, 144% 2 min, FELL 10 °C/min H3JE 13 280 °C,
{745 20 min; FERE ORI 280 °C, RTEAR MW HEIRBE,
AR b PR I A PR B S A T A, AR
TR S B e Bl 4% 4 oA B IR LR 1
24 FUEEHsMmIK

EI B 75 R FHEFEELEE 200 °C, fRifEHLE 70 eV; £
ARG v, AT 11 I 0 2k L 6 3 A e e o A1
30 °C, FULARBFFEH#E: TIREEEN 250 °C; Kl #F HE:
2T R BUAE AR TR 25 A s BN 0.5 kv, 4515
B S R B R AR R i oy, R LRGN R 3 R AR K
TINEER+0.5 kv, KRG REH KA SIM =
B B MEE R T AR 1,
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1 WRCR; 20 MY 30 SMEF R 40 FALIRAR; 50 BRORER; 60 KW 70 AW 80 FHEDE; 9 SR2R; 100 ZHERE; 11 FEERESE
W 120 RS AN BE; 13: FEMRmimE; 14 JRIEGIDE; 150 DArmivh; 160 BEAEML 17: JRFMBE; 18 TNIREBE; 190 20wk 200 —mf; 21: WA
Wbl 22: W EREHE; 23: FRAHMER; 24: (RARHEHE; 25 SURURAIER; 26: #45H; 27: S 4HE; 28: SEURAER; 29: SR AER; 30: A
AR 31: FUKAER; 32 FURAER; 33: IRRAEHER
K1 29 FhAR257E DB-5 MS (Al b1 SIM 3 58S T IR (R 25 &% /4 0.050 mg/kg)
Fig.1 SIM total ion chromatogram of 29 pesticides on DB-5 MS column (the pesticide content is 0.050 mg/kg)
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15 Ffe 2517 DB-5 MS A i5%4: FAY SIM ¥ 8B TR 255 8 0.050 mg/kg)
Fig.2 SIM total ion chromatogram of 15 pesticides on DB-5 MS chromatographic column (the pesticide content is 0.050 mg/kg)
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F1 FUNESHRERE, FHEBERSETF. RER. &MA1E. BXEY. BRERTRRK
Table 1 Retention time, characteristic fragment ion,limit of detection, linear equation, correlation coefficient, recovery rate and
coefficient of variation of the component to be tested
e e menE EE EE e - b 0.020 /(mg/kg)  0.20 /(mg/kg) 0.50 /(mg/kg)
/min  BF BT /(mgkg) - Z, R RSD [EYgE  RSD  [EHE  RSD
/% 1% /% 1% /% 1%
-
1 Wk 6.358 94 14164 0.02 Y=7683X-2247 0.996  84.8 9.6 103 7.1 88.6 6.1
2 WEE 6.508 109 79185 0.03 Y=5628X-3104 0.997  81.3 3.1 90.3 5.8 92.4 3.5
LT
3 8.117 136 9479 0.02 Y=4918X-2581 0.996  75.7 72 942 7.5 107 5.1
JHe
Atk
4 s 9.733 110 156 57 0.03 Y=3717X-2013 0.999 107 7.8 864 5.1 94.5 6.3
ZIN
5 e 9.875 110 15257 0.007 Y=5195X-3826 0.999  90.1 64 873 3.9 104 5.2
6 KEERE 10217 41 15897 0.02 Y=4911X-2063 0.998 121 97 916 6.3 88.3 4.1
7 A 10.642 127 9767 0.03 Y=3948X-1192 0.999  96.1 72 872 3.3 94.2 5.7
8 FREE 10925 75 12197 0.02 Y=5210X-3327 0.995  83.6 43 102 9.7 93.8 3.7
9 SRR 11.358 87 93125 0.02 Y=4185X-2283 0.997  87.4 72 845 6.2 104 3.6
10 ZF#E 12450 88 6097 0.02 Y=4378X-2247 0.997  84.7 59 892 6.1 93.1 42
GRS
11 S 13.475 286 12579 0.03 Y=5103X-2361 0.998  86.7 52 869 4.7 112 6.2
B Sva
12 - 13.700 265 93125 0.02 Y=4385X-3214 0995 875 49 902 5.1 92.7 3.9
115
J g
13 ) 13.983 285 10993 0.008 Y=3327X-1573 0.999 923 51 89.6 4.0 97.3 4.9
T
14 " 14.400 125 79277 0.01 Y=4926X-3326 0.997  89.7 52 934 6.3 91.6 3.4
T
L2 N)
15 - 14.642 127 17393 0.02 Y=6218X-3219 0.999 9238 73 905 49 101 5.2
Wik W
16 LM 14.883 97 19765 0.009 Y=4263X-2146 0.999  86.3 51 893 5.7 94.7 3.8
17 RIME 16.992 145 8544 0.02 Y=3369X-1104 0.998  79.4 63 921 5.9 86.3 2.9
18 NIRBE  18.125 43 97139 0.02 Y=5237X-2314 0996  77.2 89 872 6.1 92.7 5.6
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. i mEn R R e - /{‘H?é 0.020‘ /fmg/kg) 0.2(‘) //(mg/kg) 0.5(? {(mg/kg)
/min BT BT /(mg/kg) Zgr, MPIE RSD [MUg®E RSD  FIHE  RSD
1% 1% 1% 1% 1% 1%
19 ZHEWE 19733 231 9744 0.03 Y=4417X-842 0.997 113 75 851 438 79.4 3.7
20 SMERE 20267 161 4477 0.01 Y=3214X-1192 0.995 90.7 62 782 53 90.9 42
21 WEMRGREE 22483 77 4497 0.02 Y=4610X-2103 0.999 117 123 852 5.1 88.8 2.5
22 WMEHREE 22758 160 44 133 0.03 Y=4172X-2316 0.999 815 6.4 117 7.9 94.5 3.1
23 WIE4EEE 23217 97 55181 0.01 Y=5218X-1157 0.996 91.5 74  93.6 42 87.2 2.0
24 fRREEBE 24100 182 44121 0.03 Y=4619X-3372 0.997 108 73 826 47 93.1 6.7
25  EHFEEE 24.833 181 129 141 0.008 Y=3263X-1136 0.998 104 9.6  89.1 3.9 94.6 3.1
26 Al 26433 183 129207 0.006 Y=6134X-2675 0.997 872 6.1 864 6.2 95.2 5.3
26.550 183 129207 0.006 Y=5492X-1933 0.998 893 72  88.1 4.7 94.1 3.6
27  AEZENE 27.908 163 207 191 0.008 Y=3472X-1092 0.997  91.8 7.6 863 4.1 90.3 2.7
28017 163 207 191 0.008 Y=2675X-1152 0.999 920 52 816 5.1 89.8 2.9
28.225 163 207 191 0.008 Y=2315X-893 0.997 883 7.2 904 6.9 88.4 3.8
28 FUNZEE  30.633 125 167207 0.01 Y=5125X-1163 0.996  91.4 72 872 6.1 93.1 4.8
31.250 125 167207 0.01 Y=4832X-1344 0.995 928 63 842 4.1 89.9 3.9
29 URZEEE 33.075 181 207281 0.008 Y=5224X-1108 0.999  87.5 53 925 43 90.2 4.9
o
1 WKW 8433 108 7991 0.008 Y=4926X-3105 0.999 793 7.1 903 6.2 89.5 3.0
2 SHNE 9142 121 13691 0.01 Y=5124X-2268 0.997  88.1 63 917 45 91.7 45
3 T 9.875 121 15091 0.006 Y=3276X-2273 0.998  80.6 5.6  86.1 42 93.3 5.1
4 FEAEL 11450 164 149 57 0.006 Y=3826X-2143 0.996 917 75 903 5.2 88.2 2.6
5 SMERE 12442 119 16197 0.02 Y=4418X-2263 0.996 928 93 936 3.7 94.2 4.6
6 bR 12775 166 7244 0.01 Y=5318X-2314 0.999  84.9 72 879 43 88.9 5.0
7 WEEXEREE 13.675 109 12579 0.01 Y=4128X-1136 0.998 104 9.1  90.6 5.1 89.7 4.8
8 HZEE 13867 144 11557 0.008 Y=3217X-1126 0.997 112 63 942 49 93.9 4.1
9 MEBE 15150 109 97139 0.02 Y=4821X-1395 0998 827 52 916 3.9 91.5 4.7
10 JKBEHEBE 15283 120 121136 0.03 Y=3362X-712 0.996 109 8.6  89.1 6.0 86.3 3.2
11 =FARMEE 15450 139 11175 0.01 Y=4472X-1318 0.995 115 93 785 6.2 89.2 7.6
12 -t 17.592 159 17085 0.008 Y=4563X-783 0.999 848 6.1  94.1 5.2 90.6 4.1
13 BEiFE 19.625 159 20785 0.007 Y=4819X-1105 0.999 919 88 927 7.2 91.1 4.2
14 BOR4EWE 22875 181 166 165 0.007 Y=4241X-859 0.997 892 53 906 52 94.3 5.8
28317 163 18191 0.008 Y=3312X-910 0.997 886 7.2 882 3.9 87.1 4.1
28.575 163 18191 0.008 Y=3248X-1043 0.999 863 49 932 6.4 93.1 3.9
15 SR
28.692 163 18191 0.008 Y=3565X-940 0.998  87.1 73 918 4.4 90.6 3.7
28.808 163 18191 0.006 Y=4120X-1804 0.997 847 51 922 7.1 92.7 43

TR BB T RS ER 4 4UBURE R IR A Al A



1838 1% A T R A

12

2.5 ERMNAHER

S OTE- BB TS M, SR T 6
RGO S SRR AL SR 2
Pk A ERE, AR A I S sl O R
RIS RS SR AR, AR, THBRFIAMESE
SRS 4 T i T AT R A e O SR DG A v
SIS B VI 7/ A1 b7 S N 1 (VA 73 Tu S S 1
KICHRP A 2B T RITAERRUE R A1 oI AGE SR 1o A it 5
J, AU RO AR SR AR i P AG I BE A ) S R
e, BEER 3 A5 R DA & R R0 25 H AR H AR 4 R i,
[FJ7T A L 0t 0.22 um A HUAHBENRE, TR 51k
WRATE AR AW B 1.3.2 HEH IR AR MER S
WA EL 0.50 mL, FF4rHIINA 0.50 mL K537 I, RS
BUASSE T bm v TAE RIS, 1B, XPRERAE S b4 T % %
PRk LML, XTHRRIUARE & bR 25 4 e i, RIS BT
e
2.6 FiEMEEIER
2.6.1 ik K BAR M IR

VAR A BRI bR U AR 3R 9 AL 3 2 1) €335 2%
5, ilbrEi 2, KA 10 R5EMREL S/N B A Bl 1k
B W R R T PEAG I BR Y S5, SRR 4
£ 0.05~5.00 pg/mL WM R, HAHXRE r WKT
0.995, LABUFE 10 g 1, ikmFR7E 0.006~0.03 mg/kg
Z Al
262 FiEHEIKEBIEEE

BRI 10 AR FP 2SR AE G, FEA LI 2 ezl
AT, RS BIB 3 H, FHA 6 NMENTFATHRE,
FAR. w3 DR AKCE T INAR, (545 A 2 mAn ik
BE4R 3124 0.020, 0.20, 0.50 mg/kg, WIE g3, F£RIT
PUER N, A AR AR R 22, R ks L,
CEoS 7 -\ 1 S ST | a7 N 1 4
75.7%~121%2Z [a], A X} bR HEDR 2276 3.1%~12.3% 2 [f],
P R ) O L I S | 1 7 1 e S
78.2%~117%Z 0], AHXARUENR ZE1E 3.3%~9.7%Z ], 1
1o e FE KO B, 45 A 25 7KSF A [BBCRAE 79.4%~112%
Z 18], AR RS HE AR 22 7E 2.0%~7.6% 2 [A]

3 & 1

REERE A5G CIEIRI, SR 7 2 -t L ] AH 2
BRE A S W A, ASOAR €033 - o 3 1k 25 5 L T DL JiC T
YEVRHE R GVIEA T M B e A I, #ESr TR BFE R 44
e 25 B R Jr 7k o FERERE M4 BT AR, RS A
0.05~5.00 pg/mL N0 RIFIILNE, Tt R7E
0.006~0.03 mg/kg Z[al, BEIRETE 75.7%~121%Z [H], FHXT
PR 25 7E 2.0%~12.3%Z 1] 1% 5 i R R i AL 1 i 320

B, ARG TR SRR, SRR T R
T TR PR bl rh 44 Fhe 2555 B2 B ARG
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