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(primary secondary amine, PSA)BEIHFHIFFE1L, LLZIE-0.1%H BRI (V- VVE R i shAHHEF 70 BV B, SR
FH T3 34100 mmx2.1 mm, 1.7 pm)4r 55, 25 0 W (multiple reaction monitoring, MRM)AE=X T #6411
E, IMREERE . SR 101 P25 BRAE 3 NEIIIZKE(50. 100 F1 200 pg/kg) T MIBCHELE 62.31%~119.74%
ZIA], A FRERZE /N T 15%, EREERA 0.06~23.81 pg/kg, LW ZITERMERE . P, A8 &SR BT
FEREE, T T R S e 24 5% B H oA AR
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Rapid determination of 101 kinds of pesticide residues in main raw grain
and oil by QuEChERS-ultra performance liquid chromatography-
triple quadrupole mass spectrometry
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ABSTRACT: Objective To establish an analytical method for the rapid determination of 101 kinds of common
pesticide residues in main raw grain and oil by QuEChERS-ultra performance liquid chromatography-triple quadrupole
mass spectrometry. Methods After acetonitrile was added, the samples were vortex mixed and ultrasonically extracted,

anhydrous magnesium sulfate and primary secondary amine (PSA) solid phase adsorbent were used to purify the
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samples, acetonitrile-0.1% formic acid aqueous solution (V:V) was used as mobile phase for gradient elution, the

samples were separate column mmx2.1 mm, 1. m), etermine multiple reaction monitorin,
pl parated by T3 column (100 mmx2.1 1.7 pm), determined by multipl i itoring (MRM)

and quantified by external standard method. Results

101 kinds of pesticide residues were detected at 3 kinds of

addition levels (50, 100 and 200 pg/kg), the recoveries ranged from 62.31% to 119.74%, the relative standard deviations

were less than 15%, and the limits of quantification were 0.06-23.81 ng/kg. Conclusion This method is simple, rapid,

sensitive and accurate, and can be used in routine screening of pesticide residues in main raw grain and oil.

KEY WORDS: QuEChERS; ultra performance liquid chromatography-triple quadrupole mass spectrometry; main

raw grain and oil; pesticide residues
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Wi, Al AR 77 Ry T i R B A 2 f - sk
2y, RAGTEMTE LIRS MR B LS, 5% BB AR,
W25 A M A 3, TR e A = e A
20 Ik, T 1000 R ESFREED
A, AR AR BRI 2 2 Bl N AT
TROT B4R, X 24 % B TR 8L ) S6  FN B AR B H 2 408,
A5 R BURFR I TE R B P A 24 11 22 20 T W A7 AR T4k
25K () L G A A M 2 ) B AR N . (EL AR 25 Y
AHERE], FRE A S R AR AR 8B Atk hdE gt
AL ELA R R R e fel P A 24 1) Dy Ok B R £
A AN AT S B b S 0 AT AR G B, ) Ao X A S PR 3 B
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IKEFFER A BREEZM MR G BER , T AR
i ORE TR B AR B T A A, 4RIkt Ok A 2R, XF
AR 2 5% B AT R e Bt ) W) A5 2 56 T

HET, KR A2 5% B8 o) AR e R ] L R
F L BRI A TR LR . H T ARSIy i
B S MO 1E P (gas chromatography, GC)P %, E0RAH (G,
i (high performance liquid chromatography, HPLC)'"™®! | <,
AH €0, 3% - 5 B B 1% 75 (gas  chromatography-tandem mass
spectrometry, GC-MS/MS)'% | 25 55 UM €2, 15— 5 16 S 330
(high performance liquid chromatography-tandem mass
spectrometry, HPLC -MS/MS)!" VI /33 iyl 945, p—
AR S 2 AT B B, HREREAS I Ay A 245k Y
FIARR, RS IR - BE AL OB
R ARZFR BRI B AR . AHLE . AP R
WM Ty e . SR IS, HH GC 5l GC-MS/MS i
FrorprimEt, LR RIES . R H IR L K — ek
WA LR | PERE S, MELITE GC B GC-MS/MS |
A RGP, T = RORAR G5 AR R T GC A
JEZAL, Wb R AR RO E AL & s G 7E HPLC
5, HPLC-MS/MS Hh43#t'®), B gt iiHoR i shAr
N EA TR Z, Tl DA X B A5 T AR B 4 1 53
RSB I S RE ), B AT IR T A . R

AN B 3 AT BAARBGE T | Eresad ek l™ |
PRI BOR S, e IR E R Ak . RERT . A
B SFRE, QuEChERS ik HAT I, P, %4, Befr
SRR, AN LORES S Z 56E, EATE B ZRRA,
Tz T b TR 28R B Ao

FE GB 2763—2019 ( B L2 EZARME A2
I RFREA L ) il TR REGTENE | Fasr . ERAIR
PR R R A MR AR UE, R T ARIERI ik, RS
SRAT AN ) | GO | SRUNTL PRI R R B S AEAR B VR h
WO A 2 B = BUAT R AW R DU AR o 64, GBIT
20770—2008 KA 486 R 245 Ko AH Ak 2% i ik B 1 (1)
SE O ETE-BEORTERS ). GB/T 5009.147—2003 {AHYHE:
i TP R RUIRER B R E ). GB 23200.39—2016 (i
B A I GRARE £ e Hh R R AR I i e e i B Y
WE AR G- B/ %5 ) Al GB/T 5009.102—2003¢ 44
YIPE A S PR R 2 SR B RN E ) AR A L B
AR | g s | W HhOR A B A R PR L 22 JC T /e GB
2763—2019 FIFRFHIE . BRIk, Xk ik £ fAs T 5
FIREORC A A PR AR SR, TF R PG . HERG . R R
2R BRI i R 2

AMFFEAE QUEChERS 5 ik LRl b TIE 24 elelk, 1
FF/AINE . Bk RAAIR S0 LR 52 0k S iR L
ZAZGER R RS b, JRES A R U R A
TR RSB - — T DUARAT T, B 0oF [ SR v Bl = 4G
Jrids . Ko BRHE LA SR BUAH R SR DA H 8 B AR 245k B2 Al
S RPN R T 1 /T N = SVAN R G ¥ L P4 7 N 3
. FRFKEAF 101 Rl WARZERR AT, BTEAR
FRANIHRLEL T A 2 5% BR (A IR (I H RS2 R S0k

1 #R5RE*®
1.1 UFE5EF

Nexera UHPLC LC-30A i# & 0B @153 (H A B i
/A +]); QTRAP 5500 — 5 PUMLAF T34 (38 [ SCIEX /A ]);
Allegra 64R & 3=l BL.OHL(EE N FLE 2 ), Mili Q
Advantage 4K RG( TR YR K RA R A F);
Dragon Lab QL902 g4z % # . SB-1200 DTN j 7 5 vk
T Z LR AR A R F]); BSA 224S-CW HL T
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B dn 2 4 R R I A 4R

12

RV-(IEEFE LA A ).
1.2 MR5RF

. 2B (igal, S5 Sigma 23 w]); HER[ G4l
BRF/R(EHEARAA] S8, ToKERBREE (G i 4k,
[ 25 B Ak 2 iR A BR A ), N-P R BE AL A I (primary
secondary amine, PSA)[&|AH W 7] (AN LA IR A]);
101 Al 25 5% B R AARE S (100 mg/L, RKEPT/RIEFR}
HARAF).

1.3 XWFE
1.3.1 AR R ELH

FEBGE R 101 A 245% B IR A ARE M E (100 mg/L)
F) 10 mL A, HOBES, WM 10 mg/L MIRE
PRUERE I, FFT-20 °C N AF RS AE 75 o FAARAS 1 B b
AP AR R 2 IR LR Y B N A, T
K A AR L L SRR B2 439724 0.005, 0.020., 0.050,
0.100. 0.200. 0.500. 1.000 mg/L F&%E ST VT EChRUE T AFE%
W, HEBAHME.

132 #Hsara®

(HFE]

FRI10 g BIFEE G- (R b T 50 mL B0, FEAR RS
BIINA 20 mL ZJER 5 g Ze R EALEN, 6 B8 55 IR IER
5] 3 min, RS S FEMR ST, ARG A LR R
$RI 30 min, FREEELOECAEL.OHLH, L8000 r/min &
A 5 min, B0 R B RAREE

)4k

TR 10 mL $HEEGTH 125 mg PSA il
500 mg JC/KBBREE) FANA 5 mL B0 R IR, 37 5%
F, RIZIPRY 3 min, 50T FERE SR BOA TR A TR
A, KBS DR EOHLA, 7E 8000 r/min &L 5 min, HX
1 mL F359d 0.22 um fFLIERE, RIE.

=1

133 MELHMH

(DRGSR

A ACQUITY UPLC HSS T3 (100 mmx2.1 mm,
1.7 um), #EEESR: 5 uL, ¥id: 0.3 mL/min, HWzhHl: A #H
0.1% P RR/K W, B M L, VEWIABEE: 0~0.5 min, 95%
A; 0.5~3 min, 40% A; 3~7 min, 20% A; 7~10 min, 10% A;
10~12 min, 5% A; 12~13 min, 3% A; 13~15 min, 95% A

Q)i %A

BT % B (electrospray ionization, ESI); B4
FURIREE: 550 °C; B FURMIZEE: 5500 V(IERK)-3000 V
(X)), AT 30 psiy Z5 AT 30 psi; INEVRBY S
J77: 60 psi; R FHZ2 [ Wil (multiple reaction monitoring,
MRM)F i

2 FER5HH

2.1 UEBHRHEMIK

h FAERIL G MR 2, DER 5 B AR T B A s
R AT B I A RS B U 0 R, oy 5 e 55
BFURIE AT 2R, Wes—Meamm
BERS, FREATF B, A BRI 2 X e R (e
FREAE B 1% o0 BIVE N o s 3, Rl — 2k
e R e . 101 PR 2SI BTSSR I3 1.

X L AMHTRCUL, AT R 21X O B B R T
BT BRI AT, e (R B A R AR SR —Fh TR 2% . 145510 MRM
Ji it B A AT i [ B A TR AR, YIRS 04T
X B FXFEE, SRR R — b B RS I ) B i S AR
R ESR (B A% /0 15 L), QTRAP 5500 =Y
WA RGEH Analyst 1.6 43144 HAG “Scheduled MRM”
TRE, ZIREAE AL G i DR B B IRD I 5l R AR B 1T
AT LSBT H RS [ B 107 7SR A DTl J2 R e B K,
PRIET 242558 ¥ A AT AR v A T et

FRiEsH

Table 1 Mass spectrum parameters

F5 &2 {4 B4 15} 1] /min ERERENV ERBE M) BV ENE TSmO RV
1 (GRS 10.05 80 890.1/305.2 20 890.1/567.3 13
2 ZHR 0.75 165 192.0/160.0 39 192.0/132.0 36
3 N e b 3.15 50 256.4/209.0 20 256.4/175.0 25
4 N A ) 0.75 153 218.2/105.0 30 218.2/78.0 57
5 HERR 5.48 186 244.2/111.0 37 244.2/152.0 40
6 B3k s 5.58 68 311.1/157.9 20 311.1/140.9 43
7 LEERAL S 6.53 144 329.2/86.1 27 329.2/125.0 62
8 WURE R 4.58 120 233.2/72.0 22 233.2/160.0 20
9 WE HU PR 3.30 65 223.1/125.9 30 223.1/189.9 40
10 PR RS 8.40 183 376.3/190.1 15 376.3/161.0 35
11 ke H e 0.99 30 203.3/156.9 12 203.3/113.0 20
12 FEUILL TR e 5.70 150 383.1/173.0 28 383.1/144.9 66
13 T 5.48 80 278.3/111.0 42 278.3/126.0 50
14 FIRETYIN 4.43 205 372.4/165.0 38 372.4/226.0 52
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=z 1(8)
5 G BT 14+ B3 Bt ) /min KR/ ERETXMZ) BNV ENE XMz RGNV
15 it A ] 6.50 140 329.2/189.3 32 329.2/140.9 25
G LB A RO
16 i 5.10 80 886.2/158.2 50 886.2/126.1 65
17 LA TR R 4.05 155 343.3/151.0 27 343.3/92.9 62
18 FIRSS 0.60 120 114.6/98.1 30 114.6/58.0 30
19 TR 4.50 150 280.4/160.1 30 280.4/145.1 42
20 FR S0 e 5.78 182 369.4/149.0 21 369.4/133.0 30
21 FEUMLE R 435 172 248.3/129.0 23 248.3/93.0 43
22 SR 4.88 211 484.3/286.1 17 484.3/452.8 23
23 SRR 3.30 70 262.0/181.1 10 262.0/122.2 30
24 W7 I 5 ik 8.48 190 610.3/413.0 14 610.3/180.0 38
25 PES 1.38 40 163.3/87.9 18 163.3/106.0 20
26 I B 5.40 120 276.1/244.1 10 276.1/168.1 15
27 Wk UG UF 0.83 50 159.3/102.2 15 159.3/67.1 20
28 W ] e 3.45 75 289.3/120.0 29 289.3/92.0 48
29 ZARWER 4.50 47 732.6/142.0 51 732.6/98.1 31
30 IBER 1.32 30 100.1/44.2 15 100.1/54.1 12
31 T % 8.33 100 437.1/205.1 11 437.1/145.1 20
32 [ELE 1.32 120 257.0/109.0 20 257.0/221.0 10
33 gt 6.23 28 353.3/297.2 11 353.3/133.1 28
34 7AW 4.73 14 259.1/89.1 26 259.1/61.0 30
35 R R 4.43 70 435.0/389.8 22 435.0/214.9 48
36 T HUR 7.95 140 507.2/178.1 30 507.2/287.2 30
37 WE R 3.83 20 221.0/102.1 16 221.0/128.0 17
38 WE H iz 1.58 30 250.0/169.0 12 250.0/132.0 18
39 WE H bk 3.68 32 253.0/126.0 20 253.0/90.1 40
40 WIE IR 1.32 80 292.0/132.0 33 292.0/211.2 10
41 WSl P 8.85 30 353.0/228.1 14 353.0/168.1 26
42 R 6.53 30 359.0/156.1 16 359.0/139.1 35
43 Iy g 7.20 35 303.0/138.0 22 303.0/102.0 25
44 TSR 458 33 484.2/195.1 40 484.2/163.8 55
45 B 5.03 30 301.0/168.0 10 301.0/136.0 22
46 S 7.28 30 299.0/129.0 13 299.0/153.0 7
47 K 1.28 30 288.0/146.0 10 288.0/118.0 28
48 IV fg mae 7.65 30 411.1/125.1 28 411.1/171.0 18
49 L VE 0.68 90 210.1/140.1 30 210.1/98.0 39
50 10 T 6.08 37 395.0/192.1 24 395.0/213.1 24
51 A 6 i 9.08 90 422.2/366.1 32 422.2/214.0 58
52 M 1 T i 5.10 40 276.1/175.8 35 276.1/148.6 37
53 ot 0.55 20 122.1/58.1 41 122.1/63.0 29
54 IRk P i 6.98 55 336.2/187.1 32 336.2/204.1 23
55 AT P e 5.55 120 302.1/55.0 80 302.1/97.1 44
56 W 473 50 411.1/149.0 21 411.1/182.0 19
57 BN 5.70 50 422.1/260.9 18 422.1/218.0 26
58 S TR IR 7.80 60 392.9/194.0 9 392.9/163.0 21
59 SR FR R g 6.45 35 404.0/344.1 23 404.0/274.1 28
60 G/ RNV ] 10.35 35 339.2/171.1 16 339.2/128.1 28
61 WU i 1 e 5.33 42 412.1/328.1 14 412.1/124.9 34
62 I e BRI 7.43 50 434.1/171.0 27 434.1/136.1 46
63 CHZRWE 5.18 150 760.7/142.2 28 760.7/203.1 32
64 A B i 6.00 71 401.2/317.2 21 401.2/57.2 32
65 ik A i e 4.13 30 402.0/167.1 17 402.0/141.0 20

66 Pk it [ 4.05 46 414.1/183.0 25 414.1/83.1 45
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F 18
haes a=L/EA £ B4 ) 8] /min KEHIEN  EEETANmMZ)  wEENYV O ENETmz) BEEY
67 FMRR 3.60 30 199.0/128.0 15 199.0/111.0 20
68 g s i 3.75 50 242.2/143.1 17 242.2/55.0 15
69 M A i 6.53 82 360.0/276.0 14 360.0/177.0 35
70 T R W T 5.03 28 456.0/261.0 15 456.0/196.0 15
71 HO 5.70 120 272.2/129.2 15 272.2/171.1 15
72 [ 5.63 120 173.1/109.0 39 173.1/145.0 28
73 THERE 3.60 80 229.0/172.0 46 229.0/116.0 73
74 I i 5.10 120 334.0/247.1 30 334.0/303.0 20
75 G P 5.40 50 493.1/264.0 20 493.1/96.1 54
76 FT R 8.78 100 422.0/143.0 20 422.0/376.2 48
77 FRUE R iz 6.08 30 364.0/194.1 11 364.0/152.1 20
78 TR I I Jr 5.63 72 332.0/158.8 19 332.0/291.8 13
79 oA TR IO 5.40 75 382.2/158.9 30 382.2/207.0 30
80 Tk W TR 6.30 20 268.1/252.0 8 268.1/73.1 27
81 g 7.50 130 429.1/85.0 18 429.1/299.1 18
82 DK A 4 ) 5.40 75 312.1/236.0 20 312.1/92.0 20
83 I o P ik 12.31 120 492.0/110.9 56 492.0/163.9 72
84 FHIRGR 4.28 44 225.1/207.1 16 225.1/179.0 26
85 1Y 5 ik s 5.48 41 372.0/159.0 30 372.0/70.1 20
86 R 7.50 30 275.0/89.0 10 275.0/61.1 20
87 2 W T B PR T 5.03 20 317.0/166.0 25 317.0/108.0 25
88 &S ¥y 5.70 35 287.1/121.1 20 287.1/259.1 10
89 S e e ] 5.33 30 360.0/250.9 14 360.0/219.9 40
90 1 A s 2 fre 7.80 80 466.0/227.0 22 466.0/148.1 45
91 ol P 6.62 22 334.2/70.0 25 334.2/125.0 46
92 B I 6.38 25 409.1/251.0 35 409.1/271.1 19
93 A Mk 5.25 80 218.2/176.1 53 218.2/190.1 45
94 TR I 5.24 -20 499.1/348.0 —40 499.1/328.15 -28
95 IS A D ] 6.89 -100 372.9/282.2 -27 372.9/76.9 -38
96 FLRR 8.62 -80 487.3/467.0 -15 487.3/156.0 -28
97 TR Bt A e 6.07 -150 341.9/99.9 26 341.9/180.0 27
98 FH T B i 434 ~140 385.9/307.3 -35 385.9/335.8 -35
99 3L — i 4.38 -38 502.1/267.1 28 502.1/347.0 -15
100 RKEER 4.42 -35 239.0/132.0 -26 239.0/197.0 -50
101 2 i 5.02 —62 395.0/330.0 22 395.0/250.0 -36

2.2 REhEEHMRIK

L SIAH 1 2 AN 23 52 e B AR ARG 4 O B e a] A
VETE, RSB TALRCR, P m R . AU
BT HEE-K  ZHE-KFI 2 H5-0.1%F BR KR (V:V) 3 Rt
ARG X TEE R sem . 25 R R BRI KR R AE R
BN AH B S 434k G i 1y A T 2 KRR, B2 -
IKAE SRy Tt AR S oA P (R A TR . SO SR 45 )
BIROR 2, 124 Z15-0.1% FF R K 7 W (V- V)1 A it sl AR s
A3 T 50 0 4 B O R 1 o R B4 i A BT LA i €2
AL RE T, RSB Re T, AR B 2 NG
—0.1%H BIK(VWVERT S RfLfERY 101 Flk 2558
IR A FRIER 19 MRM 35 & LA 1.

2.3 REUAFIML
TESEHCR I, AT RE/D AR IR e BT R i) REZ Hi i

BUE HARY A LR, AR T NG, PR
PR 3 FREFIAGHERGIOR, &P B L), Stk G
Py, NEESE TR YN EVE A IO R, $2
BORh & A5 L2200, Xt HARERa —Em; JiEmh+
HO A 2y bk, RIS X BR RE R € R S A SRV
/N, R RIS BT B AR5 19 DR BRI A B
Ko FEBNMRME A TERTRAMEYE L, 225
X T LI 1% BRIV NV VE R HRIBGE R H br4)
FIESCR, e BIAS 440 B DSORGB 25 25 52(P>0.05), {H2RA
CIEHEBUS I A P SR ERS = TR 1% 8-
VR (VBRI (A PSR, BUR 245 LG VE IR 7

24 WKESEHIML
QuEChERS ik WlJE N5 /K i 8 B i Sk R 2 3
JRATS T, MEZRIE RS KR AR, 76 AT B R A H R
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PR K= Y 2R e AE IR PN, ARk
43R 5% 2 BH L 42 0 A B BB AR e BE AR A5 A A 1) A Bk
SRS, A ETSIKE R 100 pe/kg MAAE T %
FLT KRS S 0. 10 F1 20 mL I &40 Rl 3, &%
W], kN 20 mL I, A 94 R 25404 Tk
R 60%~120%. 247Ktk 0 F1 10 mL B B H brdk
B ECRIYTE 60%~120%2 18], H.4440 5 IR T 8.3
Z£5(P>0.05) WURZAEFEAITIK R,

2.4¢e7 |-
2.2¢7
2.0e7 |-
1.8¢7 |
1.6e7 |-
v
S14e7}

f

=

% 1.2¢7 |
i
I
I i ‘
A B B ] /min

1.0e7 - ‘
8.0¢6 |- ” W‘ ‘ M }‘
adesr | | !L‘ I“ lﬂ ﬁ"’ |
S, LALALLT T
BT 101 ReR 2GS 488 T Qi A
Fig.1 Total ion flow chromatogram of 101 kinds of pesticide

6.0e6 - |
1.0 2.0 3.0 40 50 6.0 7.0 8.0 9.0 10.011.012.013.014.015.0
compounds

QuEChERS J7 ¥k #J7/K MgSO, Ml NaCl {E 4,
PASAF I AT ER TR . TEK MgSOy4 T2 B R WK 20 M
A SRR AL, R K A 3k Rt 25 R Shy JBO AT 55 i 38 43
KRN, AT LR T o7k MgSO4 Al NaCl LA IRIF
Hf T (4 g Tk MgSO4+1 g NaCl, 2 g Jo/k MgSO,+3 g
NaCl. 0 g Jo/K MgSO,4+5 g NaCl)Xf 4 2451k M1 U 3L 1)
S, 25, JO/K MgSO, WSt hy 4 g B A7 FEmk It 2%
J5 R A A R BCCR, ToK MgSO, B i Ay
2 g B4 S FRAS BRI 5 g NaCl B RSAIR. iR
LAEPEUSIN 5 g NaCl /R g2 nfidh
25 BUERHHK

TERE S AT L AR P A SR A G 2 T o BRI 2 R
Wi 5 25 SR VB I, 2 s A A5 Y B R TR
fio PRI, BT AL R o A B B R A 2 i
T2 AR RN T AR CHE . QUEChERS J5 k4 HIfL
FA PSA., Cg Flfy 221bikE (graphitized carbon black, GCB
4, PSA W] LAWK A HLRR AR A0 MERFINRSS, Crs T 2ELBRAR
i FI R 03 GCB 2 TR . Ik
IR R RED, ZIER] GCB X4 A 25 i s,
TWOAEPE GCB 1E R bl ABSAEIRINK Y- 100 pe/kg
HIZAE R 28T PSA I C g FHEEX EISCR 154

HHAERGN Cis WIBILT 4T PSA A& (25, 50,

125 mg) A2 g B sgm . 455 R, 4 PSA il
25 mg I}, ISR 46.04%~146.45%2[8); 24 PSA FH&E N
50 mg I, IRy 48.98%~145.32%; 4 PSA &M 125 mg
i, EDRERA 62.31%~119.74%, Mk PSA FI& N 125 mg,

TEWE PSA FHEEH 125 mg M0 T, BT Cig i
(50. 100, 250 mg)Xt ESCR AN . Z5RABL, 2 Cx Flm
J950 mg BF, SRR 42.41%~146.22% 2 17]; 40 A
100 mg Cg Fif, [ICHRLE 37.05%~145.25%22 A); 24 C 5 F#:
250 mg I, [EISCHRAE 28.37%~145.51%2 18], BEE Cys 1
AN, AP R . IR B ENR R R
A, TR Ak P (AN A= 47 vk 4 i 55 T g 2 00 Al 1=
Z5 b, AUPEEERINA Cigo
2.6 EFRMMN

FE ROV (matrix effect, ME)J& A 25 5% B4 43 B - i
FEEMIING:, —MOR4E 2L 5T P LA 20 43 %) H AR 19 85 T4k
PRI E G SR AE L 3 B AR A Sl R R R R Y
Wi AP FEAS K ZE S, AT S &5 SR e mf itk o 7R AL Bt
R AT BB RE S Al T T DU R IR st Y, A
UESERE 1, 30T LAE i R 2 P ARAS IE R i A
750 (2O P ) 5 S b o A 9 T A — A I BR TR T
Yoo AR BRRAMEYRZ, WAL RAF 7 (E15
YRR F R R, SRR R IC 1) 5 o s v Vs W 7y =R B A1
FETRONE o FE T AAON T HAE A 3R : ME=[ (St bm o i 2 2k
PR T A2 Ak /7 0 B v Bl 2k 2k O R AL %)-11x100% .
IME|<20% k4 55 5L BN, 20%<|ME|<50% i H 45 5L iRk v,
IME[>50% A5 B0 o Ke/NAE | FAy . KRR E 4 Fh
FET A BRI B ] B 5T DE ECAR UE T AR WS CEE R
VT VA IR HE AR 7). SRR, /INEE 5
i 8 PR 2R B SR IL TSN, 31 PRI H SRS
Ny REAIETR 3 PR 2RI SR IL AN, 21 MR
PREERL TR ; BORIER R 2 o 25 2 B H SR L RO,
28 FIERIUM AP S BTN, R BRI 9 Pl 2RI 5
LR, 27 PRI P TAOY . FIL, SRR
BlR e TAR W T8 0T, AT PREHE 0 i i o
2.7 FHAEFWIE
271 HKMEZR. BB, ZER

DAAA ) B ARA 24558 B3 0/ N2 RE B O ), R HR 1.3.2 99
TR B 2 LRI, FORECHIARE TAEE . L
AR AL A IR BE (X, ng/L) A ARAR, fE s T
TR AR A TAERZR . 5 R BN, 101 Fak2h
WEYH RIFIMEM R, HXREIIRT 0.99, A1
G AE TS B b 0 s LA T e BT ) ST SR M e e AR I
L, AL 3 A M LD 10 f5(5 0 Eu S RV B,
F— AR B BRI E R R 25503 2 s, Km R
9 0.02~7.14 pg/kg, RN 0.06~23.81 pgkg, YT
I FE R £ e 24 % B PR AR ot
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2.7.2 EREFAEEE +* 2E)
Was AR, 3 AHEKEGO. 100 F & H R/ (pe/ke)
o b e AMEEE G PR
200 pg/kg)EATIINR, BEASMFRAK VAT 6 UOPATEES:, 1T F5 bkt weke) EE AN pife fngke)
A 357 [ FAH XA 1 I 2% (relative standard deviations, i ik
_ - 40 Y=4.18x10°X 20~500 0.9920 0.37 165 1.23
RSDs) . &5 Won, A B s Ak & ¥ /Y IR 7 41 Y=4.18x10*X  5~200 0.9994 027 59  0.90
NS N ~ — 4
62.31%~119.74%Z2 [H], RSD # 0.62%~14.53%, iifi/& GB/T 42 Y=417x10X  5~200 09913 0.13 098 044
e g . - 43 Y=233x10*X  5~200 0.9923 0.18 038  0.60
27404—2008  SZ56 % JF 8 AV & AL BRALASIN )+ BAR 44 Y=143x10°X  5~200 0.9901  0.08 / 0.27
4
WETSR . T Rl S5 5 R 45 Y=6.49x10°X  5~200 0.9909  0.08 .12 0.28
WEEESR, %07 0] TS bkt i o A 24 5% B A ARG 434 46 Y=8.99x10°X 20~500 09904 074 414 246
47 Y=5.64x10*X  5~200 0.9935  0.09 1.14 030
< - ; 48 Y=7.53x10°X  5~200 0.9939 0.14  5.13 0.46
I A ‘g ’ I:I\ - i i 1*, AY P2ES AY Q‘
£2 101 HLEHH %I".t?ﬁi;% MIEE. HXRE. RER 49 Y=630x10°X 5200 09963 011 014 036
MEER 50 Y=1.88x10°X 20~500 0.9909 034  0.58 1.13
Table 2 Linear equations, linearity ranges, correlation 51 Y=2.88x10*°X  5~200 0.9970 0.05 068 0.16
coefficients, detection limits and quantitative limits of 101 Kinds of 52 Y=5.64x10*X  5~200 0.9959  0.25 / 0.83
compounds 53 Y=2.09x10*X 20~500 0.9920 0.67 10 2.23
— 54 Y=7.79x10°X  5~200 0.9951  0.09 .12 0.29
o . L MG MR M R 55 Y=1.41x10*X  5~200 0.9974  0.28 / 0.93
Fre stk ke EE A FRifE Huglke) 56  Y=4.83x10°X  5~200 0.9969 024 10 0.79
neke) o om Jrye HERE 57 Y=9.45x10°X  5~200 0.9981 024 5 0.80
— 3 — 58 Y=2.63x10°X  5~200 0.9979  0.12 / 0.42
1Y 3.74x104x 20~500 0.9955 0.49 15 1.64 50 Y=936x10°X 5200 09933 0.15 ; 063
2 Y=439x10°X 5~200 0.9965 021 023  0.69 60 Y=2.71x10°X 20~500 0.9975 0.50  3.71 1.68
3 Y=2.05x10*X 20~500 0.9988 0.46 11 1.54 61 Y=234x10°X  5~200 0.9940 0.07 / 0.22
4 Y=3.73x10°X 20~500 0.9912 0.53 17.14 1.76 62 Y=1.26X102X 5~200 0.9926  0.05 / 0.18
63 Y=5.81x10°X 20~500 0.9974  0.55 / 1.83
5 Y=3.73x10°X  5~200 0.9979  0.13 / 0.42
3 | 64 Y=3.16x10°X  5~200 0.9916 0.10 / 0.34
6 Y=435x10°X 5~200 0.9910 0.14 40 0.48 65 Y=3.90x10°X 5200 09902 022 5 073
7 Y=3.21x10*X  5~200 0.9916 0.13 19.7 0.42 66 Y=1.07x10°X  5~200 0.9907 0.10 5 0.33
8  Y=3.93x10°X  5~200 0.9965 0.14  0.78 0.46 67 Y=1.08x10°X 20~500 0.9990 041 27.8 1.37
9 Y=757x10°X  5-200 0.9953 006 072 021 68 Y=233x10°X  5~200 0.9970  0.11 / 0.36
— 5
10 Y=1.42x10°X  5~200 0.9916 0.02 15 0.06 gg ifg-ggxigé :igg 8-22?3 8-82 ; gif
- 3 . =3.39x ~ . . .
11 Y_7.47X104X 50~1000 0.9985 1.37  5.09 4.55 11 Yo147%10°X 5200 09987 012 014 042
12 ¥=5.64x10°X  5~200 0.9952 0.07  / 0.24 72 Y=536x10°X 20~500 0.9994 036  0.87 120
13 Y=931x10°X 20~500 0.9905 0.40 / 1.35 73 Y=5.25%10°X 20~500 0.9940 0.71 / 2.36
14 Y=1.34x10*X  5~200 0.9931 0.06 / 0.19 74 Y=220x10°X 5~200 0.9934 0.05 022 0.18
15 Y=9.26x10°X 20~500 0.9954  0.34 / 1.12 75 Y=4.48x10°X  5~200 0.9981  0.04 / 0.13
16 Y=9.86x10*X 5~200 0.9978  0.07 0.08 023 76 Y=2.59x10°X 20~500 0.9909  0.77 833 257
17 Y=8.04x10°X  20~500 09965 031 10 103 77 Y=5.74x10*X  5~200 0.9963  0.10 / 0.33
_ . - 78 Y=6.76x10°X  5~200 0.9922  0.07 / 0.22
18 Y_1'24X104x 20500 0.9995 0.78 / 2.60 79 Y=6.03x10°X 20~500 0.9974  0.64 / 2.14
19 Y=9.47x10°X  5~200 0.9922 0.11 0.77 035 20 Y=2.06x10°X 5200 09973 003 / 0.08
20 Y=421x10°X  5~200 0.9940 0.07 185  0.25 81 Y=4.61x10°X 20~500 09926 040 / 1.32
21 Y=4.96x10°X  5~200 0.9972 0.06 30 0.20 82 Y=1.75x10°X  5~200 0.9907 0.06  6.67 0.20
22 Y=3.64x10°X  5~200 0.9917 0.11 / 0.38 83 Y=2.11x10°X 20~500 0.9992  0.51 / 1.70
23 Y=6.77x10°X 50~1000 0.9963  3.95 / 13.16 84 Y=1.85x10°X  5~200 0.9956 0.24 / 0.79
— 5
240 YA2SA0K 5200 09908 005/ 07 S v-825410X 3200 09945 015 11747 059
_ 4 5 =8.26X ~. . . . .
;2 i_j‘?liigé 3 igg 8‘222; g‘éi ;‘Zg g‘?j 87 Y=9.75x10°X  5~200 0.9925 0.10  0.18 0.32
=4.17 > : : A5 0. 88 Y=3.41x10°X 20~500 0.9906 0.59 93 1.95
27  Y=6.90x10*X 5~200 0.9967 0.15 5.09 0.50 89  Y=1.85x10%X 5200 0.9908 0.19 / 0.62
28 Y=9.38x10°X  5~200 0.9957  0.12 / 0.39 90 Y=5.40x10°X 20~500 0.9909  0.43 / 1.45
29 Y=1.13x10°X  5~200 0.9956 0.09  0.14 031 91 Y=1.42x10°X 5~200 0.9906 0.08 / 0.28
30 Y=5.75x10°X 50~1000 0.9966 5.23 / 17.43 92 Y=425x10°X  5~200 0.9962  0.02 / 0.08
31 Y=228%10°X  5-200 09940  0.03 / 011 93 Y=3.42x10°X 50~1000 0.9951 5.93 50 19.78
94  Y=1.29x10°X 20~500 0.9935 0.32 / 1.06
32 Y=1.26x10*X 20~500 0.9916 0.52 056 1.73
33 Vor8axI0X 5200 09958 0.0 695 022 95  Y=3.37x10°X 50~1000 0.9978 7.14 1132 23.81
e \ - : 07 9 : 96 Y=4.59x10°X 50~1000 0.9951 1.50 12.53  5.00
34 Y=2.86x10°X 20~500 0.9908  0.31 339 1.05 97 Y=193x10°X  5-200 0.9979 0.4 / 031
35 Y=3.66x10°X  5~200 0.9905 0.14 / 0.47 98 Y=1.15x10°X 50~1000 0.9945 2.50 / 8.33
36 Y=2.07x10°X  5~200 0.9906 0.18 10 0.60 99  Y=3.73x10°X  5~200 0.9920 0.21 / 0.70
37 Y=2.84x10*X  5~200 0.9901 0.28 / 0.94 100 Y=6.93x10*X 20~500 0.9909 0.49 0.52 1.65
101 Y=7.09x10°X  5~200 0.9964 0.09  9.96 0.30

38 Y=1.08x10*X 20~500 0.9993 0.88 315 2.94
39 Y=4.65x10*X  5~200 0.9913  0.08 0.09 0.28
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Table 3 Detection of pesticide residues in actual samples

PRI RkZiaR ek ALl
[(pglkg)
INEE ZWR 10 2.63~26.32
INEE P o R 9 9.02~139.71
INAE g e Jpk 2 1.58~2.36
/N AR 3 0.87~7.48
INEE M H B 1 2.03
N FETE 1 5.87
N R 2 11.38~25.13
(RS ZWR 6 0.76~29.24
JiEEAY FP L A R 1 93.93
iEERy T 1 e 12 2.72~577.58
R FiH R 1 2.73
EES B &4 P 2 9 2.34~24.17
JiEEaY WE R 11 0.43~144.66
iEEey . e B 3 5.31~21.63
FE4F N A ] 20 0.88~32.68
(RS SR R 24 1.14~69.63
RS Wk ke 5 58.58~515.78
iEERy PR 4 P JF 3 5.03~13.23
R 5 th e 2 3.71~13.18
(RS 15 e Bk 3 0.64~97.47
JiEEaY WE HLIE 5 4.29~77.05
JIEEaS FETE 9 0.92~23.85
R it . 3 28.62~42.83
EES RO 2 5.36~12.93
RS R $4 1 6.82
EP/N ZHR 2 1.48~2.41
Fok WE He bk 1 0.36
oK R 1 0.92
Fok BH 4 9.11~154.99
KE ZHR 2 2.53~3.41
K& HHER 1 243
K& i H B 1 2.12
3 % ®

A TE QuEChERS i id kit b X wip &b B o 72
PREAEAL S ST T Ak, #Ear T 88 & B0RR 3 -

DU S S A A R AR 101 R 2558 R
RPN J7 v o 27 IETE 3 AN IR IKSE T [EICRAE
62.31%~119.74%2 [8], MHXHARAERZE/NT 15%, &8RN
0.06~23.81 pg/kg, 15 min PY RIA] 52 SRR B0 5l R e 25 5% 83
Y ARSI o 2O AR R P RN R
R . ARmN RS, fe e RZ55k8 H
ARG W F) T 3, SRR 24 5% BR R e B AT R T AT SR Y
BARFE.
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