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SRM), Faril ¢ i £5cals R 48 Ry 43 BLA 1 B MR AR JBESR Ay I AE 10 min N 58 A 124 F B ARAEA P00 5385 5397 o
124 B BARME AP 0.05. 0.2 mg/kg BRI 75.3%~93.6%, FHXTARAER 2 /NF 8.5%(n=6), Jiik
EEPRH 0.3 mg/kge G IEYGE ., M. REL BAEMERE R 124 MR E .
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Determination of 124 pesticide residues in tea green by high performance
liquid chromatography-mass spectrometry
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ABSTRACT: Objective To establish a method for the determination of 124 pesticides in tea green with high
sensitivity, good accuracy and fast analysis speed by high performance liquid chromatography-mass spectrometry
(HPLC-MS). Methods The 10 g fresh tea leaf powder was extracted by 20 mL 1% acetonitrile acetate solution, then
added NaCl and purified by solid phase extraction with amino column. Gradient elution was carried out using 0.1%
formic acid ammonia acetate (A) and 0.1% acetamidomethanol (B) as mobile phases, and selective reaction monitoring
mode (SRM) was used. The data of the detector was collected by time windows. Results This method could complete
the separation and analysis of 124 target compounds within 10 min. The recoveries at 2 spiked levels (0.05 and 0.2
mg/kg) of 124 target compounds were ranged from 75.3% to 93.6%, with the relative standard deviations (RSDs) less
than 8.5% (n=6), and the limits of quantitation (LOQ) for the 124 pesticides were 0.3 mg/kg Conclusion The proposed
method is fast, accurate and sensitive, which is suitable for detecting 124 pesticides in tea green.
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TERSNE “TEkA R Z—, SNEEFERKITK
JEAST Y o 2N IR e A OB RIS M 77l T dp s kR
ity IR A 2 A R DG Tl — A g Akt
i A WA TAERE A [ 2 i i (2017 29 %), 45
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A AL A

RE BT A MR MR, 2 5N 4 EE AT
Z—o [AXIZEFARTRAA BRI 77k, XAl kil
PR T R A R 4 T A WA TR T M i A R
LRI 2T TP AR AR B G HOR, (HiX—
FARLEAERT I ES SR e bR IR I ab B . 251
it AR A AR A S — BB, VOISR T A5k
G (R A 7 M At SRR 107 B R A A 2 5 Y
ARSI Jy v b Bk | G- BB S EOR N R TiZ
(8100 e 20 o HH €033 - AR BBK 5 1% (high  performance liquid
chromatography-mass spectrometry, HPLC- MS)3#ft H. {4 55
Bk i s, BIAE S 5 R WU T Al A 2 4 5 2 285
WAL o 1 23 i T LIRAE (3 - R B T ik I, 4545
JL 5T [&1 AH 43 # (matrix  solid-phase dispersion, MSPD) .
QuEChERS 45§ AL B A MG I vk, REASE BEAMHT 2%
MR AL . B RO ER SRR 2, kA R, H AR
3BT 20 FULUR BUAZY, SRR XS s it h 2R 255k
[ ) g R U 3T T A BRAG I Ty 1 1 25 11
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ARSI N —Fh HPLC-MS Kl 575 w124 Rl 5%
Bk, — UM [F bR e v ER R BT ASE D 124
AL LT, MRV TAFH Y 124 FhA 2555 BB A i A €2
TE-BIREE 2 o AT AH AR 25k AT Y Gtk |
W, TR P AR 2 f Bk B i S S A A At 4
P, 1225503 R EIXT A T A A 4 KUK W AR A, SRR [
2T (D e 1 . VA A M S AR I3y 7 i s
F1, DA i IR R BT i 2 Ve R R R I 2 2%

2 MRERE

2.1 X5

LC-MS/MS HEHIY(LC-20AD XR-AB 4000 QTRAP,
%[E ABI 24 +).

NG HEE(igal, EERMAF), FiR. LR .
LER(EI5% 4, 3EE Simga 23 F]); %3 (NH,) B A0 A5 BUkE:
(500 mg/6 mL, 3 [FELHEARAH]); 124 AR ZFRME: =50
TOE . SRR nAk . 2R B KR
R BRI, TS K, F5F . B4R 3R . AV ARm
WIAER . ARFER . NEEIES | CRRERERE | DORAGNR . B

R BERER . WA, ZEA . WA, THXA
. ECRIER R . KGR . SR . SRR R | BEAE
FRILEEAEM | ShiElE . WERE . MREERE. MR . KR
. NIRBE. TEENR . CRERE. BOBUE . OREEFIRRE . BR
WK AR IRTEILHE, IAmREE . RN . B IR
RARHIRER . GEAME . FUNAGER . KBk, QWi PRZk
W, SURMERERE, WEMEEE . BSORmE . REEGREE . AT R
Wi e . AEOREE . AR . TREEME . CUMREE . WENEER . 0E
Hopk, wmdogk . SRR, KBRS . SRR FRR . H
eEE . THRM., SR, HemE . PRERE. .
RAMSE . KB, KB, HEE. IEwmke. e fUk .
FURME . Z0ws . TRk . e, AR, HdREE. W
et . WRFRAEE. WIRIREE . DORGIRE . sk, WResk
Koo B X . P . TN R, BREERZ . TIIREE. $b
T FRAEEL . TOMERR. TERME . LT, FRRAEL. ik
WEER ., Mmes e . WAIh R | MREERL . VERRAE . TUMERERE
PURHE VRUERE . JRUMCHURER . DOMEER . RRTOREE. WEE
R, WEAUR, BEHUEE ., FIILEREA R . MRHGEERE . R
TR BPARE ek ROA B R R /L,
A IR WA B U PO (R )

2.2 HMETALE

PRI FREL 10 g ZEFEEMBR TE.LE T, A 20
mL 1%PBERR CIEVA, R SRR BUE A NaCl, 7847
BRSG, Bz, B RS,

Btk TERIEEFINAL 2 cm EICKEREREN, INFERT
JeF 5 mL ZJE-HI2RG: 1, VIV IROTGEAL, 1T B R R
B TOUERES, TR R BRI SR U 4 mL %88 i b AL
b, T 25 mL ZBE-H2KEG:, VIR Z, Frfug
WIEETF 100 mL P, 7 45 CKIBHREL kAR 22y
0.5 mL, F 35 "CFAART, 2 mL LI /KIEIRIA sk,
28 0.2 pm HEFLIERGT IR IS, AR - SR IR A .

23 RHEEE-BRRIERY

384 Phenomenex Luna Cig(2) 100A(150 mm x 2 mm,
3 um ); SR AR R4 UL 1; KRR 40 °C; ik
H2 ul; BRI F IR 55 L B (electrospray ionization,
ESD+; bR RS FALSIE S 60 psi; SIS 50 psi;
AR 25 psi; B FWISE A 5500 V; TSR
650 °C; TR HE: 10 L/min; WMIEFXF . i <Ak
MENFREESILE | BEEE T2 R IENEE
fifi(selective reaction monitor, SRM). % 43 Bt [0 & 11 %
SRR A £ 8
24 FRENFRICE SEMZ%ST
241 AFENEGR B

F 2 A RV T 100 mg/L 4 2 TE HF R de . WtE L opk
S5 124 MRZGHREVIBURBRICAFH . 0 4IICE 10 mg/L Frife
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Table 1 Mobile phase and gradient elution

S B} ] /min

A 0.1%F iR Z R E K

B 0.1%Z. i Jiie /i i

242 HRJRRA A TR ALA

2 AR RE RS IR A AR AL 24 £ 41(0.02
0.05, 0.10, 0.20, 0.50 mg/L)HILFRIRAARERR . I
A

0.0 90 10 3 %%5%1‘)‘?
0.2 90 10
3.1 FiEFHREF
70 0 10 Z El‘,%ﬁ: F
75 o 0 124 FhRZG BTG S5 AR B IR DL 2, ARkE g
PINIEL 1 FT7R o BESS T IERARIE o RrtE . FRE . iRk
7.8 90 10 - - SN
XFPRTE | B BIME R — R R B 1, SR T SRM AR 2 g 1
10.0 %0 10 R, HEFE T/ BT R 25%0, gt
%2 124 MRBERENERFLESH
Table 2 Retention time and MS parameters of 124 kinds of pesticides
TEE R .
0 N kpeg 1 TET  REREA L g A RiEEE
Fes PR B R B ] £ 1%
1 3 CE & EP & CXP
Q) @) (@B S IREP R
R N 238.1 181.2 15 56 10 9
1 ZRIETEBEL  3-hydroxycarbofuran 5.25
238.1 163.2 19 56 10 8
e 184.1 125 23 41 10 7
2 T P gt acephate 2.85
184.1 142.9 13 41 10 7
2232 126.1 29 56 10 4
3 RN acetamiprid 5.27
223.2 99.1 47 56 10 4
R 270.1 224.2 14.71 80.65 10 12.64
4 N3 aectochlor 7.79
270.1 148.3 27.3 80.65 10 7.04
. 208.3 88.9 21 13 10 8
5 o Kk aldicarb 6.01
208.3 115.9 11 13 10 5
. 223.3 147.9 11 60 10 3
6 T KR aldicarbsulfone 3.74
2233 86.1 18 60 10 6
. . 207.3 88.8 19 46 10 7
7 TR K BT R aldicarb-sulfoxide 3.43
207.3 132.2 8 46 10 11
228.2 186.2 17.67 62.48 10 4.92
8 I K4 ametryn 7.41
228.2 138.2 30.27 62.48 10 6.37
e L. 216.1 174.1 19 71 10 4
9 5 LHt atrazine 7.03
216.1 104 39 71 10 4
- 890.5 567.1 16 65 10 7
10 By 2 7 2% avermectin 8.8
890.5 305 28 65 10 3
PR ) 318.1 261.1 10.13 58.33 10 13.16
11 i azinphos-methyl 7.17
318.1 160.2 11.06 58.33 10 14.19
N 404.3 344.1 35 51 10 8
12 % T I azoxystrobin 7.18
404.3 372.1 21 51 10 8
. 326.3 294.1 15.18 65.94 10 16.86
13 RFER benalaxyl 7.94
326.3 148.2 28.28 65.94 10 7
226 148.1 25.14 75 10 7.16
14 TSRS benayl aminopurine 6.19
226 91 33.83 75 10 8.01
I 411.2 182.2 25.99 72.97 10 3
15 S it P bensulfuron methyl 7.13
411.2 149.2 29.98 72.97 10 3
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k2
IE BT .
" " B 7 FET  fifEEE . foe SEA REREEGTH
JF5 B SRR PR B B[] sk 2%
1 3 CE J% EP J& CXP
Q) @ e S i
N 440.3 166.2 56 40 10 4
16 AR bifenthrin 9.06
440.3 181.1 17 40 10 4
. 338 70 25 36 10 4
17 IR = e e bitertanol 8.02
338 269 15 36 10 4
. 306.3 116.1 21 31 10 5
18 WGE IR ] buprofezin 8.42
306.3 201.2 17 31 10 10
202.1 127.1 40 33 10 6
19 AR carbaryl 6.62
202.1 145.1 12 33 10 7
. 192.3 132.1 41 41 10 6
20 LR carbendazim 5.16
192.3 160.3 27 41 10 8
2222 122.8 31 46 10 4
21 e JE carbofuran 6.45
2222 165.2 17 46 10 8
381.1 159.9 21 61 10 4
22 T A B carbosulfan 8.99
381.1 118.1 29 61 10 4
JE— 484 453.1 20.89 62.15 10 10.16
23 SR R F gt e chlorantraniliprole 7.11
484 286.1 17.73 62.15 10 16.84
309.2 139 42 50 10 6
24 KHix chlorbenzuron 7.9
309.2 156 24 50 10 8
J— 540 158.3 21 81 10 7
25 FRUNE chlorfluazuron 8.59
540 383 25 81 10 8
et 214.1 185.9 7.44 55.07 10 9.95
26 HAANER chlorpropham 7.57
214.1 171.9 13.07 55.07 10 8.99
- ) 350 97.1 43 46 10 4
27 AL chlorpyrifos 8.55
350 198 23 46 10 10
- 324 125.1 25 56 10 11.03
28 PR L7 S0 I chlorpyrifos-methyl 8.2
322 125.1 25 56 10 5.88
358.3 167.3 25.97 61.32 10 8.03
29 LR chlorsulfuron 6.19
358.3 141.3 26.11 61.32 10 6
I 250.2 132 25 35 10 10
30 WE Lt clothianidin 5.02
250.2 169.1 20 35 10 10
) 363.1 307.1 19 63 10 2
31 I 75 coumaphos 7.96
363.1 227.2 34 63 10 2
I 226.2 93.1 49.16 76 10 3.15
32 W TR B cyprodinil 8
226.2 108.1 38.65 76 10 4.02
) 167.3 68.2 45 61 10 4
33 Kt e cyromazine 2.1
167.3 85.1 27 61 10 4
) 259.1 61 35 60 10 3
34 N W demeton(c+ts) 7.27
259.1 89.2 8.25 16 10 11.07
) 385.2 286.8 37 96 10 4
35 THEAR diafenthiuron 8.61
385.2 328.8 31 96 10 4
) 305.3 153.1 32 60 10 8
36 R diazinon 8.02
305.3 169.1 31 60 10 8
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5k 2
IEB TR
. X B ) it o B . - FA EHEEGH
K5 Ak ES a0 (R B ’%ﬁ f@? Wiﬁ;ﬁﬁ s e
i < DP ) )
221.1 127.1 17 55 10 14.24
37 R dichlorvos 6.41
221.1 109 25 55 10 4
3 406.1 3373 25 90 10 7
38 24 ik FF FR difenoconazole 8.1
406.1 251 36 90 10 11
311.2 158.1 37 51 10 7
39 o HUIR diflubenzuron 7.84
311.2 141.2 49 51 10 6
230.2 198.8 13 41 10 6
40 SRR dimethoate 5.34
230.2 125 31 41 10 6
388.2 165 47 76 10 8
41 i B 3 T dimethomorph 7.41
388.2 301.3 29 76 10 6
326 159 39 71 10 4
42 975 A diniconazole 8.16
326 70 45 71 10 4
R . . 170.1 152.1 35.15 36.57 10 6.96
43 i diphenylamine 7.67
170.1 93.1 35.86 36.57 10 3.36
w4 PR LB A A inb . 025 886.6 158.3 55 75 10 7
e e emamectin benzoate .
FARH R 886.6 126 72 75 10 5
330 141.2 26.9 82.97 10 12.21
45 A epoxiconazol 7.69
330 123.3 28.89 82.97 10 11.21
N 437.3 208.3 19.72 48.59 10 10.98
46 T A Tig esfenvalerate 8.68
437.3 167.3 24.68 48.59 10 8.08
. 243.1 97 46 33 10 3
47 KL ethoprophos 7.75
243.1 131 27 33 10 3
" 360.2 304.2 25.21 90.5 10 17.29
48 2. etoxazole 8.54
360.2 141.1 28.53 90.5 10 6.37
N . 304.2 217.1 31.13 72.33 10 11.8
49 IR fenamiphos 7.77
304.2 276.1 19.93 72.33 10 15.17
e 331.2 259.1 34.93 84.02 10 13.95
50 SR W E B fenarimol 7.68
331.2 268.3 31.13 84.02 10 11.97
" 307.2 147.1 29 37 10 2
51 WA Ml Tk fenazaquin 8.9
307.2 161.2 24 37 10 2
- 337.2 70.1 55.2 85.96 10 12.04
52 it A e fenbuconazole 7.71
337.2 125.1 45.01 85.96 10 5.29
, 278.1 125 30 45 10 23
53 FN IR fenitrothion 6.84
278.1 143 30 45 10 1.5
208.3 152.2 10.93 48.21 10 10
54 T R fenobucarb 7.32
208.3 95.1 14.28 48.21 10 10
" 4222 366.4 26.31 95.54 10 21.77
55 A 85 T fenpyroximate 8.64
4222 135 35 95.54 10 21.77
, 279.1 169.1 25 58 10 12
56 B fenthion 7.96
279.1 247.1 18 58 10 5
489.2 141.2 6 81 10 4
57 IR flufenoxuron 8.45
489.2 158.2 25 81 10 4
316.2 165.2 37.12 32 10 7.85
58 TR e flusilazole 7.75
316.2 247.2 27.12 32 10 13.99
- 314 159 37 46 10
59 L e g hexaconazole 8.04
314 70 39 56 10
" 353.1 168.1 35 50 10 1.8
60 VA 85 ) hexytjiazox 8.53

353.1 228.1 21 50 10 2.5
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HR2
IE& TR .
. N BEBS T THT  wiERER . s SIA R E S
e 2K LR 1 BR 1] Rt S3
1 3 CE J EP & CXP
Q1) (Q3) (CE) H1 [ DP L N
256.1 209.3 21 41 10 11
61 WE e Jpk imidacloprid 4.9
256.1 175.2 25 41 10 9
. 528 56 55 96 10 4
62 e indoxacarb 8.04
528 203 51 96 10 4
, 314 120 40 70 10 9
63 i isazofos 7.57
314 162 22 70 10 9
, 273.1 121 40 67 10 11
64 NIk isocarbophos-h20 7.87
273.1 230.8 15 67 11 12
194.2 137.2 13 51 10 4
65 S isoprocarb 6.95
194.2 95.1 20 51 10 4
o 291.1 157 20 80 10 3
66 AR R isoprothiolance 7.48
291.1 189.1 10 80 10 3
— . 892.5 569.4 35 85 10 9
67 PR lvermectin 8.31
892.5 307.3 35 85 10 9
I 312.4 162.3 12.83 30.72 10 8.04
68 TR machette 8.49
312.4 238.2 12.83 30.72 10 12.78
, 331.2 285.1 12 44 10 6
69 Shr malathion 7.49
331.2 127.1 19 44 10 5
R 2259 121.1 27.73 77.3 10 10.08
70 FF i mercaptodimethur 7.41
225.9 169 14.19 77.3 10 11.42
) 280.2 220.2 17 51 10 4
71 A R metalaxyl 7
280.2 192.3 21 51 10 4
, 142.1 93.8 19 46 10 8
72 FH Jie methamidophos 2.25
142.1 125 19 46 10 4
" 303 85.2 29 41 10 4
73 A methidathion 7.16
303 145.1 15 41 10 4
. 163.2 105.9 16 26 10 5
74 P& methomyl 4.17
163.2 87.8 13 26 10 9
166.2 109.2 28.87 69.46 10 2.1
75 I, metolcarb 6.21
166.2 97.1 50 69.46 10 2.1
382.4 167.3 22.35 62.99 10 8.05
76 Sl 72 metsurfuron mehhyl 6.4
382.4 199.2 33.87 62.99 10 10
— . 289 125 41 51 10 4
77 I T myclobutanil 7.54
289 70 33 51 10 4
N 271.2 237.2 21 51 10 4
78 I 0 nitenpyram 3.9
271.2 126.1 41 51 10 4
214.3 125 31 31 10 8
79 AURR omethoate 32
2143 183.1 17 31 10 9
\ 294.2 70.2 43 75.8 10 2.1
80 EZ paclobutrazol 7.48
294.2 125.3 50.2 75.8 10 11.09
" 292.2 264.1 15 60 10
81 X parathion 7.87
292.2 236 20 60 10 12
- 284 159 39 61 10
82 I P T penconazole 7.93
284 70 29 61 10
- 321 275.2 10.04 58.17 10 15.47
83 iEES1 phenthoste 7.85
321 247.2 15.05 58.17 10 13.46
, 261.2 199.2 12 29 10 10
84 CEESTH phorate 8.17
261.2 75.1 21 29 10 3
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gR2
1E 2 TR
e A B B 1 B . N A HEEE S
P i Y34 (R ] ’%ﬁ f;? Wiﬁ;ﬁﬁ s e
HLE DP ) )
o 368.1 322.1 13 61 10 7
85 T e hosal 8.05
BB phosaione 368.1 182.1 20 61 10 9
, 256.2 168.1 245 83.88 10 8.86
Wi hosfl .
86 LA phostian 585 256.2 140.1 32.14 83.88 10 6.48
, 2283 168.1 2137 56.49 10 5
87 37 hosflan methyl 451
R phostian methy 2283 108.9 39.5 56.49 10 5.31
. 300.2 127.1 26.13 76.05 10 3
kA i .
88 IR phosphamidon 6.03 300.2 227.1 19.47 76.05 10 11.97
- 299.1 77 43 56 10 12
89 i hoxi 8
R phoxii 299.1 129.1 15 56 10 6
‘ 277 171 20.94 52.88 10 8.44
90 R X hroate foxid 6.9
BN, phroate foxide 277 199 15.07 52.88 10 10.65
. 293 143.1 24 31 10 4
1 7 X h If .
9 GEERTA AN phroate sulfone 6.98 203 171 14 31 10 4
N 2393 195.3 15.84 90.97 10 1.79
92 irimicarb 6.8
LB prrimicar 239.3 182 163 90.97 10 30
o3 — dlach 45 3123 176.3 40.09 58.06 10 9.09
reti T .
pretiachio 3123 2522 21.85 58.06 10 6
- 376.2 70.1 43 36 10 12
94 I B i hl 8.04
KEEIE prociiomz 376.2 308.1 16 36 10 7
- 373 345 18 60 10 4
95 P fenof 8.33
R profenotos 373 302.9 25 60 10 12
242.9 200 27.02 59.04 10 10.41
96 { t 73
b prometyn 77 242.9 158.1 34.02 59.04 10 5.05
189.2 73.9 35 51 10 4
97 TERE A propamocarb 3.24
189.2 1022 24 51 10 4
N 368 175 21 26 10 4
98 TR propargite 8.54
368 231 17 26 10 4
A 342.1 69.1 33 66 10 4
99 ISEZNIA propiconazole 7.99
342.1 159.1 43 66 10 4
. , 284 176.2 36.59 82.07 10 11.09
100 VAU N propisochlor 7.8
284 2523 20.95 82.07 10 13.36
i 210.1 111.2 19 50.11 10 5
101 5 A propoxur 5.42
210.1 168.2 1 50.11 10 8
218.2 79.1 54.85 60 10 13.25
102 A pymetrozaine 3.82
218.2 105.1 27.35 60 10 8.88
o 388.3 194.2 13.05 50.62 10 1.68
103 MEk M4 2% TR T pyraclostrobine 7.97
388.3 164.2 24.81 50.62 10 8.27
N 365.3 309.3 17 36 10 6
104 ikl R pyridaben 8.79
365.3 147.1 39 36 10 7
‘ 200.2 82 26 56 10 3
105 W5 A pyrimethanil 7.46
200.2 107.1 34 56 10 4
- 299.2 163.2 32.46 70.66 10 14.99
106 WA L quinalphos 7.91
299.2 243.1 23.76 70.66 10 13.23
432.1 325.2 2032 80.12 10 18.07
107 T % i rimsulfuron 6.43
432.1 1822 28.95 80.12 10 10
. 202.1 1243 25 66 10 4
108 igpe:s simazine 6.51
202.1 132.1 25 66 10 4
o 323 171.1 20 25 10 2
109 TR I sulfotep 7.91
323 115 41 25 10 2
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4k 2
1E 3T ..
N O OBET TET RHERER e HA B
F5 HFR PR R 58 1k 8] RS
1 3 CE & EP H CXP
@) @  ©® e o
A 503.1 1813 33.99 77.43 10 9.22
110 U R R R tau-fluvalinat 8.72
S R au-Huvalinate 503.4 208.3 19.29 77.43 10 111
i 308 125 47 41 10 4
I .
111 A, A e tebuconazole 7.98 308 70 39 4l 10 4
\ 289 187 19 20 10 2
112 SN terbufy 8.43
SRR erbufos 289 103.1 14 20 10 4
. , 202.1 175.1 30.67 78.03 10 7
113 BE TR R thiabendazole 5.84
202.1 131.1 45.02 78.03 10 6
253.1 186.1 10 61 10 3
114 53 hiaclopri .
P thiacloprid 539 253.1 126.1 20 61 10 3
292 1813 33 51 10 8
115 € H thiamethoxam 432
292 210.9 17 51 10 1
3432 151.2 25.77 75 10 8.06
11 Tt R 2 hioph -methyl 34
6 LR o R thiophanate-methy 6.3 343 151 25 % 10 4
: 384 302 34 45 10 7
1 " i toft 8.4
7 R B ofenpyrad 384 197 40 45 10 10
. 2943 224.9 17 81 10 12
118 = IR il triadimefon 7.55
2943 197.1 21 81 10 10
. 296.1 70.1 19 31 10 4
1 =g triadimenol 53
? e riadimeno 7 296.1 2272 15 31 10 4
304.1 262.2 21.51 66.23 10 5.17
120 Py triallate 7.77
304.1 143 37.92 66.23 10 6.85
o 314.1 119 53 60 10 5
121 =i iazoph .
it triazophos 757 314.1 162.1 25 60 10 8
274 220.9 2 32 10 4
122 trichlorfy 533
BES riehtorton 274 109 25 32 10 4
190 136 37 66 10 4
123 = PR tricyclazol 58
ricyclazote 190 163 31 66 10 4
: 336.1 204.1 24.4 86.47 10 10.42
124 IR TR e id 8.03
BB zoxammide 336.1 187 31.95 86.47 10 9.26
1.7¢6
1.7¢6 [
1606
1.6e6 [
1.5¢6 [
1.5¢6 [
1.4e6 [
1406
1366
1366
1.2e6
1266
1766 «
1.1e6
1.0e6
w 9.5e5
¢ 5|
B g0es |
B 7505 |
7.0e5
6.5¢5
6.0e5 C

0.5 1.0 1.5 2.0 2.5 3.0 3.5
B[] fmin

# 1 FRFEQ.1 ng/mL) SRM G &
Fig.1 SRM mass spectrogram of standard (0.1 pg/mL)
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3.2 FREMANE

PAZE it 8 F W TR (Y) R N A A, T U 32 (X) Ry i Al
FRezfilbre i TAERRZR, JRTaA9 58] 124 Rk 25 M6 R4
PO 3). 45REW 124 Pl 250156 R r’>0.983, it
WHETE 0.02~0.50 pg/mL 5N EA RAFAMECR, [FR
Jo 2 B R A 1) R AR
33 EEMREWERNZE

FEEL 10 g 5B REMN, TN 2 ¥ /K F-(0.10..0.50 mg/kg),
FARIEACE TR 6 YOPAT, R R b ras i i
I, P RIS R B LR 3. N3 3 el IE M,
PARET RS I R, R R E R RIS
T8 335 06 1) 15 188 L (S/N)=3 S5 4 BR (limit of detection,
LOD), (S/N)=10 | ¢ i fR(limit of quantitation, LOQ), %%
RILFE 3. NG 3 LI H, 124 Ff BArfb A9 0.05.0.2
mg/kg RIS BIEICE K 75.3%~93.6%, HEXTHRAER 2/
F 8.5%(n=6), JTLERRN 0.3 mg/kg, FELIBE] T A% H)

SERMEE, R AE S M
34 FRIEEMEE

FEAH ] 454 T HEATRE S, T SRS HE A € 35 0
4 PR B s 1] 55 A v A — 38, I FLZEBR AT S5U5 R S
R, BB E B, T TR S
o it ) B 1 B LRI A A R > 50%, AR iF+20%
2 MXTERE > 20%~50%, RIFE25%M 25 ; X FE >
10%~20%, FVTF+30%1m 25, HHXT 3B <10%, fLF+£50%
P22, JOIA] I WTRE i rh AR SRR 24 o SR R e T BT At vk
JEE AR 2 SR T B BT o
35 HERNE

FIFATRGE X R 5 DT HEAR AT LR TR
W, BRSRESOEATE AR 3 W, XS H R TS AR X AR
i 22(RSD, n=3), 455H 055 4, 25 i B SRt Sl AG I AR %
FRUEN 22 (RSD, n=3)H 3.2%~5.2%, J5¥:i@E ST AL
124 FhAR 25 5% B 4 Bk iy

®3 FEEXRHC). EER. BHEEMEWEN=6)

Table 3 Correlation coefficient (r’), LOQ, precision and recovery of the method (n=6)
. FE R AR REL S IR % K% BE %
FFe 5T
LOQ/(ng/kg) r’ 0.05 mg/kg 0.2 mg/kg 0.05 mg/kg 0.2 mg/kg
1 3-FREE T E B 2.7 0.9941 81.9 89.1 2.5 2.5
2 Tt P et 3.1 0.9962 78.2 87.1 3.8 3.4
3 M He ok 3.6 0.9935 92.5 84.2 6.4 3.6
4 2T 3.1 0.9931 87.5 81.9 3.2 2.5
5 KB, 0.4 0.9920 86.2 81.9 6.3 4.0
6 KB 4.6 0.9921 81.6 88.6 6.4 4.1
7 T KB R 0.6 0.9935 87.8 75.3 6.2 5.0
8 F5 K 1.9 0.9914 89.5 82.7 2.6 2.3
9 FHLE 3.1 0.9936 87.9 80.8 5.6 4.0
11 P REH 1.0 0.9926 86.3 82.5 5.9 5.6
12 BT 2k T 2% 15.1 0.9968 81.4 90.2 5.6 3.6
13 A 2.2 0.9915 88.6 85.5 7.5 4.9
14 5 T4 i 0.3 0.9912 84.5 82.7 3.6 2.6
15 KRR 23.6 0.9881 80.9 85.9 2.6 2.4
16 N R 2.5 0.9963 83.9 87.2 8.5 5.5
16 IR A R 43 0.9930 87.8 89.6 6.5 5.5
17 I = I 7.9 0.9948 85.6 88.9 8.5 6.7
18 WIE 1% [l 0.5 0.9932 92.5 84.9 2.9 3.3
19 A5 1.3 0.9956 85.6 87.5 4.6 42
20 ZWR 0.9 0.9949 79.5 92.1 5.6 3.8
21 LNED 0.8 0.9925 85.6 91.0 7.6 5.9
22 BRIRINEY 2.8 0.9956 84.6 85.1 4.8 3.8
23 SRR Y I 2.6 0.9931 82.5 78.3 4.7 3.0
24 Kk 1.0 0.9928 82.3 88.4 2.9 2.9
25 TRIE Ik 16.0 0.9915 81.2 90.7 6.3 45
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k3
e . yes LEBEY 4 B [ R /% KE %
LOQ/(ng/kg) r’ 0.05 mg/kg 0.2 mg/kg 0.05 mg/kg 0.2 mg/kg
26 SRR 25.0 0.9908 83.6 89.3 3.6 5.1
27 BEALIR 2.5 0.9936 88.9 87.0 5.4 4.7
28 FR LA LI 14.9 0.9926 89.6 83.6 2.4 2.8
29 LRHRE 6.6 0.9866 78.2 88.7 42 3.7
30 Wt i 50.1 0.9887 86.3 84.5 5.6 4.1
31 W B B 1.2 0.9934 86.3 84.9 5.9 4.4
32 W TR A 3.6 0.9962 79.8 85.8 4.1 4.4
33 PR 5.0 0.9936 86.5 82.1 5.4 3.1
34 AR 5 4.8 0.9936 87.8 82.3 5.2 3.5
35 TR 3.0 0.9971 89.8 89.3 6.8 4.0
36 TR 45 0.9902 89.5 86.0 5.6 3.9
37 [ E§Ea 10.8 0.9963 87.8 81.9 5.6 3.4
38 ZR Tk R A 2.1 0.9936 95.5 89.6 5.7 43
39 Bk He iR 2.9 0.9928 81.6 87.4 4.1 4.0
40 SRR 4.1 0.9893 87.9 92.6 5.9 3.6
41 VDREE N 45 0.9900 87.8 82.4 2.4 2.3
42 o1 PR 3.9 0.9921 80.2 85.6 3.5 2.1
43 TR 9.2 0.9963 88.9 84.1 4.6 2.7
44 FR S B A o 2 R Y 0.6 0.9924 79.5 86.9 4.8 4.0
45 ez 5.1 0.9864 81.2 87.1 4.8 4.3
46 TN e 37.9 0.9863 86.3 85.6 5.2 4.3
47 KW 3.2 0.9921 86.3 83.8 2.9 3.2
48 2. e 5.1 0.9923 82.9 84.4 4.6 3.6
49 R 2.2 0.9932 89.2 80.9 2.8 2.8
50 SRR WE 9.4 0.9940 84.8 81.6 6.7 4.8
51 WA il ik 7.8 0.9950 87.8 85.1 5.4 4.2
52 i 2R 1.7 0.9912 87.2 90.9 5.2 4.3
53 A AL 9.2 0.9956 82.6 84.0 42 3.6
54 T B 3.5 0.9912 86.2 85.7 3.1 2.7
55 A 85 T 1.8 0.9923 88.5 86.1 5.6 3.9
56 i 2.6 0.9925 84.2 84.9 4.7 3.6
57 IR 22 0.9916 83.6 89.8 5.1 42
58 fR 1.0 0.9963 84.5 79.3 6.8 5.4
59 O I 42 0.9926 88.6 82.5 3.6 3.9
60 EE il 2.0 0.9919 87.2 89.0 5.8 3.9
61 WE o1 fpk 0.6 0.9945 89.8 87.4 7.2 4.6
62 Efi gk 27.4 0.9916 80.2 83.6 5.7 4.1
63 S 0.3 0.9932 86.3 87.2 1.8 3.0
64 TR I 16.1 0.9868 82.3 90.7 3.2 3.3
65 SN 0.9 0.9935 89.5 78.9 6.5 5.2
66 iR R 33.9 0.9928 79.6 83.5 438 4.6
67 AE A ES 23.8 0.9895 83.9 87.4 3.5 2.7
68 TE 0.8 0.9986 80.2 86.2 5.2 32

69 KRIE DR R 0.6 0.9925 89.2 86.0 5.7 5.0
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k3
. JE ) AHIC R SR IR % K% %
FFe 5T
LOQ/(ng/kg) r? 0.05 mg/kg 0.2 mg/kg 0.05 mg/kg 0.2 mg/kg
70 R 0.8 0.9947 81.5 82.5 5.6 4.1
71 HH R 6.3 0.9895 81.2 86.6 3.9 238
72 FH e g 7.8 0.9854 85.2 88.4 3.9 3.8
73 A 1.8 0.9925 81.2 90.0 2.5 2.0
74 KZ B 22 0.9952 84.9 82.7 5.8 4.8
75 KB, 11.9 0.9961 84.5 87.2 3.6 2.2
76 FH B 0.8 0.9906 84.2 87.7 2.3 3.6
77 & T 5.2 0.9939 87.6 87.5 6.8 5.2
78 P H i 5.7 0.9885 84.5 85.6 43 33
79 FURR 5.1 0.9839 87.2 91.7 4.5 4.8
80 23 4.7 0.9914 84.5 80.2 6.5 49
81 Yo 40.6 0.9879 83.3 91.7 4.6 3.6
82 I P 8.2 0.9952 86.5 83.5 52 49
83 (S 0.6 0.9936 93.6 85.8 6.2 4.6
84 b 4.1 0.9918 82.3 81.0 6.5 5.2
85 S ¥ i 2.0 0.9982 82.6 87.0 7.2 3.7
86 i8N 0.6 0.9912 86.1 85.4 4.1 3.4
87 PR LA B 0.6 0.9923 87.9 87.6 6.2 4.0
88 RA 0.6 0.9961 83.6 88.1 32 4.4
89 F 1.5 0.9938 79.9 86.4 6.5 53
90 LR AL 2.5 0.9925 78.8 86.3 4.8 2.8
91 LIEEZ 7RI 1.7 0.9917 81.2 82.9 7.2 5.4
92 B 1.9 0.9936 86.6 79.9 5.9 5.3
93 [RS8 2.2 0.9942 78.9 84.2 5.6 43
94 Dk i filz 1.3 0.9935 91.5 87.1 6.8 6.2
95 IR 6.2 0.9912 82.9 86.0 6.2 5.4
96 FhEE 6.1 0.9931 84.5 89.0 2.9 3.7
97 R 2.8 0.9915 84.8 87.5 5.6 3.5
98 Gt 1.1 0.9926 89.5 81.6 4.2 3.9
99 (B 7.9 0.9936 84.5 87.0 6.1 49
100 LRI 4.9 0.9965 84.5 75.3 4.2 3.6
101 BR A 45 0.9912 84.6 85.1 6.4 5.6
102 L A7 1l 8.1 0.9965 83.7 85.1 6.8 5.7
103 L e Pk o 0.7 0.9912 81.2 89.2 4.5 4.1
104 ikl 52 1.0 0.9941 82.5 82.9 6.3 47
105 WG 53 0.9964 86.9 81.3 5.3 3.8
106 WA L Tl 1.4 0.9954 80.5 88.5 5.4 49
107 AR T 0.3 0.9945 82.5 80.9 5.9 3.7
108 [iEhes 4.8 0.9945 85.6 86.9 4.5 3.5
109 TR 1.5 0.9968 86.5 91.3 6.5 4.7
110 TN A e 2.7 0.9963 82.6 86.9 3.6 2.8
111 I s 6.7 0.9881 88.5 92.7 5.2 4.0
112 LR TR0 0.9 0.9945 87.9 90.4 3.6 2.9
113 WE TR R 1.0 0.9924 86.2 90.9 5.6 3.5
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&gk 3
. . E PR FHIE R B S AR /% KE L%
e A
LOQ/(ng/kg) r’ 0.05 mg/kg 0.2 mg/kg 0.05 mg/kg 0.2 mg/kg
114 IE H IR 11.4 0.9959 89.8 86.1 4.6 4.2
115 € R 0.7 0.9939 87.9 85.2 6.4 4.9
116 PR L TR 3.5 0.9916 81.2 90.8 49 2.9
117 s o B e 2.6 0.9925 79.2 82.5 6.7 5.5
118 =R 0.6 0.9963 79.5 83.8 42 3.6
119 R 13.9 0.9957 81.5 92.1 43 4.0
120 L i 12 0.9942 75.8 89.7 4.9 3.8
121 IR 0.9 0.9921 82.2 86.8 6.4 3.6
122 A ® 15.5 0.9948 75.8 83.9 7.1 6.9
123 = IRmE 1.1 0.9914 85.4 87.5 3.2 29
124 AT A e 5.0 0.9914 89.6 80.6 45 3.7
T4 RGH-EMNELER
Table 4 Determination results of pesticide samples
Fedh 1 Febh 2 FEih 3 Febh 4 eSS
Lo (R A N A N
Rl . o §5 . Rl . a2 . Rl .
gz Wy Wy R g BN R it
[FREES HE =S ||£ ||£ HE HE HE S HE
w2 /% W2 /% w2 /% IR 2 /% w2
N(ug/kg) /(ng/kg) /(ug/kg) /(ng/kg) Huglkg) /(ng/kg) Muglkg) /(ng/kg) N(ug/kg) /(nglke)
1.18 1.23 - -
SN
e 121 123 4.64 - - 1.31 127 317 - - - - - -
3 i
1.29 1.28 - -
- 0.225 - - -
FHIR
e - - - 0211 021 423 - - - - - - - - -
3 i
- 0.208 . - -
- - 0.83 0.173 -
mERBK - - - - - 0.91 0.86 4.82 0.156 0.16 5.21 - - -
- - 0.85 0.163 -
- - - 0.055
1207 N - - - - - - - - 0.05 0.052 481
- - - - 0.052

T < FR R TR R

4 & 1

AR S FR ST Ao 0 2 ELAT v R R RS B i R

B, — PR B P e . R E A E R 124 Rk
*Eﬁizéa\ R T 25 T 124 i 24555 B A INRA (.35 - 5T
TR .

TR A 2R 5 R 2G5 B AN 0 A vk e . e,
R AT A2 i R B B ) SR AR R A SRR AR, 12

5 5E 2 3 [ R 45 5 28 4 XU W A A, DRI ) P 2%
B PR P . TR T RN S T VA P A
FHF A A T 2 A AR A I

SE Mk

11 2R, 255, JATm, 55, = OM G- =5 DU G TTs s [R) i 4
2yrh 32 FPERPER AN (0] T dh i R BTG SAAR, 2018, 9(13):
3219-3225.
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