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H & B #H
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ZE 30 FRAFKRERNE
e AE BB - 58 BA R

Determination of 30 Pesticide Residues in Tea Leaves-
Liquid Chromatography-tandem Mass Spectrometry Method

(AR FLZSER )

FESRAZ R LA, TR I8 IOAR 5 & T R SRS — IR L

2023 -12- XX &% 2023 - 12 — XX =LfiE

BEERERENMS %X B
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= PN
BB e 1
L T . o 1
3/ K k] 22 Ve - <N 1
3 R B Y e et 1
= 1
oS v 1 7 3 1
B L T 1
B 2 BT 1
B 3 B T e 1
B A R T I oo 1
5.5 B 2
B B e e 2
T R B G T e 2
B AT 2
8. L IR TR o 2
8. 2 M oot 2
8. 3 TR T I o © o 3
. A AT R oot 3
8.5 A R o o 3
O = <1 4
10 R . I R B B 4
10. 1 R 4
10. 2 BT T e 4
10. 3 BB B L 4
B A CBORMED 30 Flfe 25 S HARIH 9 XA SCAFRIT RG] oo 5
BB (ERME) 30 PR 2 R AR R, BEE 7. FRETFAEFRRESE . ........ 6
PSR ¢ CHERME) 30 FR 2502 SO I (MRM) B35 (20.0 pg/L) oo 7
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7.

Il

it

ASAFEIRGB/T 1.1—2020 (B TAESN S 18 AL SO RS R A SR ) )R 2
LR
THE R A A I A B T REW S TR e ARSI R R AT U AS AR AR B M) 5T AE
RS AR MR R BAR O S
AT AR R AR T T
Sy LA
ZSELRERY LY
ASCAF B ORAT -

1T
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ZE T 30 FRAGFLERNE
RAEBIE-REKRIEE

1 SEH

ARSCAFRLRE T 7% 7 A 30F AR 24557 B 58 (R0 VRO €00 005 — o3 BB B % M 5 1 ¥
ARSCAE T 7R T 30K 25k B BN E

2 MeMsIAxXH

TNB ST R P 2 S SO R M B TR A SO A AN T A R Ak o, v H I G|
A, AZ H AN N AR ASE AR SO ASE H AR S SO, HEcH A GRS FTA s Be)
AT A

GB/T 6682 43 #5256 % FH 7K FUA% A4t 56 7y ¥4

NY/T 21022011  ZeH-hAE R AR BTG
3 AREBMEX

ASCAFEA T B 2 M ARE R E o
4 [FIE

BRI O - QR AR L, RBORZE 7 B AR A U4, ATV (il - SR BB v, Ak
PRIEE & o

5 FFIFnRA R

5.1 R

5.1.1 5 (CH;CN, CAS 5: 75-05-8) .

5.1.2 5 (CH;CN, CAS 5: 75-05-8) : fhif4lf,

5.1.3 ZM (CH3COOH, CSA 5: 64-19-7) .

5.1.4 ZJg4%9 (CH3COONa, CSA 5: 127-09-3) .

5.1.5 JTKEREREE (MgSOs, CAS 5: 7487-88-9) .

5.1.6 MR (HCOOH, CSA 5: 64-18-6) : fajfaf,

5.1.7 Wgs (HCOONH4, CSA 5: 540-69-2) .

5.1.8 S4k4H: (NaCl, CAS 5: 7647-14-5).

5.1.9 BRABEIESN, IraARF A, KNS GB/T 6682 FHLE K —%K.
5.2 A&RECH

5.2.1 ZJE-ZBEH(99+1) . EH10 mL ZFRA 990 mL ZJiFH, 5.

5.2.2 WERE-FER/KEW (5 mmol/L) : FREX0.3153 g B, H 0. 2% FH ER /KIS A -7 it
%1000 mL, %27,

5.3 ftrfEmm
S0P 25 K HAR bR, 4lifE>95%, 2 WIisRA.
5.4 FrAEBIRECH)
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5.4.1 FrAEERIEI (1000 mg/L) = #EFAFRENZ) 10 mg CR#IZE 0.1 mg) SR ZitriEM, HA
SRR ER S 10 mL, BEOGE-18 CALLNRAE, ARUH 1 F.

5.4.2 REVSEEB: W€ EIVRZARAERE ST 250 nL FEMT, HIBEREZE.
RE R 0 CT~4 C /17, AR 3IANH.

5 MR

5.1 LT E-N- AR (PSA) © 40 bm~60 L m.
5.2 )\ s A AR (C18) ¢ 40 B m~60 1 m.
5.3 AEMRE (GCB) : 40 um~120 1 m.

5.4 BEEWIFT: 2em (K) X1lem (UM , BiiHME.
5.5 PRALUERE CENLAED ¢ 13mmX022um, HiRHYSE.

(SIS IS B¢ NG IS

o

1B RN &

A - B A A W E B IR (ESD .
TR JE 0.1 mg AKE 0.01 g.

AL FEAMET 4000 r/min.

ZIRAL

R A2

o000
O W N =

~

RERHIESRE

FENY/T 2102-201 LR REM, RebE o e, 85, %8, MENREE: ZEbe A fI R i A
REREH, LR R S B G B AT B S R AL KRR T -18°C L L R R R IR AT

8 NHLR

8.1 HIALIE

FREXS. 0 gifkFF CRE420. 01 g) T°50 mL R E.OE H, IIA20 mLZE-ZBRER (5. 2. 1),
TOANA gToKBREREE. 1| g AL 1.5 g LRI PP &I T (5.5.4) , RIZIEHS5 minfg, 4000
r/minf 05 min 5 EEWME_EIE R A S BOK TR R R O (R THRBURAE 150
mg LK BREREE. 55 mg PSA. 50 mg C18F15 mg GCB) , iwjEIR~I1 min. 4000 r/min&.C>5 min,
B 3BT mLZR0. 22 u migfLBERR (5.5.5) idJEa, AR €5 e 5 1l 5

8.2 ME
8.2. 1 RBBIESELEY

a) fOiEf: C184F (5 um, 150 mmX2 mm) , BAH4%;
b)  WEIAH: A A RE-HRRAKEW (5.2.2) , BHNZE (5.1.2) , JRENFIES R4
% 1;
c) Vii#E: 0.30 mL/min;
d) K. 40 C;
e) HFEE: 5 uL.
8.2.2 Rik&E XM
a)  BTUEEA. EBIEE TR,
b) BN BB TR TR
c) HMIFEHIE: EET 3500 V, 15 1-3500 V;
d)  BFEIEE. 325 C;
e) FWA: 45 psi;
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£) KT 2R MRS RE T W EEE T . A
RIS X $2 M U, o0 I By e I o BT AR 25 O DR B IR 8] s B TR B MR
TRAE TR BES L, Z W% B.1,

x1 REEREMESRMT

IR SV TE] /min WENMH A/% WA B /%
0 0.0 97 3
1 1.0 97 3
2 3.0 85 15
3 13.0 50 50
4 15.0 2 98
5 18.0 2 98
6 18.1 97 3
7 21.0 97 3

8.2. 3 EFRILECARAE T {ERRZ

6B 5l A o P A R R 25 A RE 8. 1R BEAT R AL EE, 15312 (3L V. RS R EY
— IR A PRI, A R A YRR R BT VR FE N0, 002 mg/L 0. 005 mg/L. 0.01 mg/L
0.02 mg/L. 0.05 mg/L. 0.1 mg/L. 0.2 mg/LF10.5 mg/LIJ%EUCEC b TAEV W, RIS
REANRL I 75 B A D T5 MR A, AR 3 — B I A E - DAAR 24 5 B 88 1 1) o 1 i [
WEE THT AR N AR AR, R R 2 FR) 268 i DG TRC AR V8 VR 0T B R B DA A A, 25| i ot DT A AR A i 2%
5 DL A 7R A VAN T B

8.2 4 EMENREE
8.2.4.1 {REBRT(E)

BEARAE B B bR A 2 €000 08 174 £ BE BN 18] 5 R 2 A 4 €80 138 068 1 O BF R TRDAH ER s, AR R 25 B AE
£2.5%2Z W
8.2.4.2 BFFEL

TEFA R SEIG 25 AF S A TARE Sl e B, G SRR ) % 2 it 0 %) £ B B TR 5 b vEEAE S A — 2, 9F HLAE
B SRS TSR, Bistb5mr it e s e s e o, i E— R, X6 E
— AW EY), FESH E PRSP e MBS TR e BB T BIAR N = b R AR 2 1 R TR A TR
M, v imzE AT R2HE R, D n] AR 5 R B A 2o

#z2 EMFBEFEELNSAARITFRE

AT BT F >50% >20%~50% >10%~20% <10%
FOVFAR XS 2 +20% +25% +30% +50%

ARTTIE IR HEN) 5T 22 S 82 s MILC-MS/MS I 2 WL 3 C o
8.2.4.3 EE

HIMRIEE
8.3 HHEARHINE

32 S TR b AR SRR A I TR T N TR - SR B 3 PR B IS TR AT E P S 5
PE, DN E BB U T AR, A5 DA VR0 A 24 PR i) IS R A AR AGE I 10 R B 2R MRV Bl 2 Y,
LI Vi ] I AR AR 0 R P AT 1 4 A5 KR B S AT 0

8.4 F1TiXIE
1%8. 1~8. 3HIMLE Xt [ — 3R BEAT P47 1R 56 22
8.5 ZTHIAW
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BRAIARESL, 4%8. 1~8. 3MHLE AT TATHR A

9 HERUEMTR
R B AR A B SR XA, BAONE R T (ngkg) » %30 (1) 5

X 1000
MK o (1)
1000

s X ——FES PRI iR R R, A N2 e T 5 (mg/ke)
c ——FER P AR 2 (IR T, B O = T (mg/L)
V ——E KA, BANZT (mL)
m ——FREGARE R, AT (2.
THE G R RBRZS CME, THEEE R DL E M2 T SRS M2 0O STl 5 45 R B AR P IE R R,
{REE A R T . SR mykgh, MRE3NHBEF .
10 RYE. ERENBEE

10.1 REUE
AJ7EA T H € R0, 01 mg/kg.
10.2 HFHE
ATTEABH B 960%~120%.

10.3 MBEE

FEEE G VR TR SRAT R P COMSLIN R 25 R A 200 22 (AR SR BIE 15%.



M & A
(BRI

30 MR AR ERFM R H X ZFRXTR

B0RPAL 2 S HAREIH TS SCAAFR R IR R 5] WARA. 1
RA 130 MRARERHMF PRI RERS| R

5l
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e RAF L4 WYL CASE s

1 it ek Imidacloprid 138261-41-3 CoH1oCIN502
2 I Phoxim 14816-18-3 C12HisN,O3PS
3 g o iz Clothianidin 210880-92-5 CeHsCIN5O2S
4 R HUI Dinotefuran 165252-70-0 C/HisN4O3

5 E 0555 P Hexythiazox 78587-05-0 C17H21CIN2O2S
6 75 F Atrazine 102029-43-6 CsH14CIN;s

7 K%, Methomyl 16752-77-5 CsH0N20,8

8 e 4 A P Picoxystrobin 117428-22-5 CisH17F3NO4
9 e Phosfolan 947-02-4 C7H14sNO3PS;
10 FR LB A T Phosfolan methyl 5120-23-0 CsH10NOsPS;
11 SLVEMR Imidaclothiz 105843-36-5 C7H;CINsO,S
12 P R Tk Demeton 8065-48-3 Ci16H3306P2S4
3 7 R Carbofuran 1563-66-2 Ci2H15NOs

3-FREE T E 3-hydroxy Carbofuran 16655-82-6 C12HisNOy

14 T B Fenobucarb 3766-81-2 C12H17NO>
15 ST Isazofos 42509-80-8 CoH,7CIN;05PS
16 PR LR 2 B Emamectin benzoate 155569-91-8 CaoH77NO 13
17 W B8 Thiamethxoam 153719-23-4 CsH10CINsOsS
18 L P ik 1 T Pyraclostrobine 175013-18-0 C19H15CIN;04
19 AR R Omethoate 1113-02-6 CsH12NO4PS
20 25 Methylcarbamate 63-25-2 Ci2H11NO,
21 M ch gk Thiacloprid 111988-49-9 C1oHoCIN4S
22 B IR Diflubenzuron 35367-38-5 C1sHsCIF2N> 0,
23 LR Carbendazim 10605-21-7 CoHoN;0,
24 g o bk Acetamiprid 160430-64-8 CioH11CINy
25 Eﬁ EE.@ Indoxacarb 144171-61-9 szH] 7C1F3N307
26 WA B Metrifonate 52-68-6 C4HsCl304P
27 SRR Flufenoxuron 101463-69-8 C21H11CIFeN,Os
28 I Diflubenzuron 23560-59-0 CoH12Cl04P
29 JFRNE HL i Nitenpyram 150824-47-8 C11H;5CIN4O,
30 S ES Azadirachtin 11141-17-6 C3sHu4O16



https://www.chemsrc.com/baike/1102320.html
https://www.chemsrc.com/baike/746271.html
https://www.chemsrc.com/baike/401726.html
https://www.sigmaaldrich.cn/CN/zh/search/144171-61-9?focus=products&page=1&perpage=30&sort=relevance&term=144171-61-9&type=cas_number
https://www.sigmaaldrich.cn/CN/zh/search/101463-69-8?focus=products&page=1&perpage=30&sort=relevance&term=101463-69-8&type=cas_number
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M &% B
(BRI

30 MR ARERGHIHRENE, 88F. FETRETIRIESH
BORPALLG S AV IR B (8] REE T TR T LB TR E S HULKB. 1
R B.1 30 MRARENRBINRERE, 851, FETFEABTFNRIESHER

T T ﬁ%ﬁm EIREE | EEE T B ALY TE M B Ry
Y /min A% m/z m/z

1 itk ERLIpR 1E 9.82 120 256.0/209.0 9 256.0/175.0 12
2 i E 17.5 80 299.0/77.0 20 299.0/129.0 10
3 M H fi 1E 9.45 80 250.2/169.0 5 250.2/131.9 10
4 R Ul 1E 6.33 70 203.1/129.0 5 203.1/113.0 5
5 W it iE 18.0 120 353.0/228.0 10 353.0/168.0 20
6 R 1E 14.7 100 216.0/173.9 12 216.0/103.9 18
7 D& 1E 7.67 58 163.0/88.0 2 163.0/106.0 5
8 WE 5B B 1E 17.3 80 368.0/145.0 15 368.0/205.0 5
9 2N E 11.1 100 256.0/139.8 18 256.0/227.8 4
10 FH LT T 1E 8.15 100 227.9/167.9 5 227.9/108.9 20
11 SR 1E 10.2 80 262.0/181.0 10 262.0/122.1 25
12 P I iE 15.9 60 259.0/88.9 3 259.0/60.9 35
53 v E B 1E 14.1 75 222.1/165.1 5 222.1/123.0 18
3-F2 3 H B 1E 9.65 80 238.1/162.9 10 238.1/134.9 15

14 T8 1E 16.5 60 208.0/152.0 2 208.0/95.0 10
15 ST iE 172 80 314.0/119.9 22 314.0/161.9 8
16 | FREMYERZE | IE 16.3 160 886.6/158.1 35 886.6/82.0 95
17 g B 1E 8.48 80 291.9/210.9 5 291.9/180.9 18
18 I P Pk T 1 F 17.3 100 388.1/193.8 5 388.1/162.9 20
19 AURSR 1E 5.93 85 214.0/124.9 20 214.0/182.8 15
20 FRZE 1E 14.6 37 202.0/145.1 4 202.0/127.0 29
21 Mg rl bk 1E 11.8 100 253.0/125.9 20 253.0/185.9 10
22 K IR Uil 5.43 85 309.0/289.0 1 309.0/156.0 2
23 ZHWR 1E 6.40 100 192.0/160.0 16 192.0/132.0 33
24 mE bk 1E 10.5 87 223.1/125.8 17 223.1/90.0 36
25 i U iE 17.5 120 527.8/249.0 12 527.8/293.1 8
26 E & 1E 9.06 120 257.0/109.0 25 257.0/221.0 10
27 o RUIR 1E 17.7 120 489.0/157.9 15 489.0/141.0 50
28 PN 1 1E 17.1 120 251.0/125.0 15 251.0/126.9 15
29 JaiE Bk E 7.24 100 271.1/225.1 5 271.1/237.0 15
30 ElkES 1E 14.4 160 743.3/725.2 30 743.3/665.1 40

e BSREE B.1 BTS2 0 4 AR /2 7E Agilent1200-6460 FU T I A T 56 MK, Ak 51 56 F A 25 A
SOONRMZSE, FEAW KRN E R, SR I 2 e AN E T R a5 s .
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30 MRZANZ R AN (MRM) &IEE (20.0 pg/L)
S0P 241 %2 e B W I (MRMD €6 1% &) LK C. 1

Bichandgtin

& S
£} =

1. Mg i 2.3 i smEdE
Imidacloprid Phoxim Clothianidin

4.5 du iz 5. MR 6.5 L
Dinotefuran Hexythiazox Atrazine

7K % 8.1% 4 I i 9. T
Methomyl Picoxystrobin Phosfolan

10. AL BRIF B
Phosfolan methyl

11,5 R Ik
Imidaclothiz

12. P4 W T

Demeton
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é“’!ﬁ‘&" e T eEm s L; ks ~MRM (208.0 > $5.0) STD.@
i = s ETT § 1o 1645é min.
s -2 =hopgsinge
12 1.8
i 1.6
: 144
1.24
os 14
os oed
os 06
b o
s 02
= .
as - a as a0 oy ! 1'5 15'5 1'7
Terme (min: Tirmo grmin) isition Time (min)
13. 3-FA W A B 14. T B
3-hydroxy Carbofuran Fenobucarb
15, GUMERS 16, R IERTSE % 17. R
Isazofos Emamectin benzoate Thiamethxoam
18. MHL A ik 7 1 19. ERE 20. HZER
Pyraclostrobine Omethoate Methylcarbamate
5L P

21, M Rk
Thiacloprid

22. B HUIR 23. ZHR

Diflubenzuron Carbendazim



Gt

24, g dufpk

Acetamiprid

e e E R
- T T i
=2 4 e L
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e e e
2a -
" o
= B
o b
= =05 N ~ N
-

PRI IS

25. BfiHug
Indoxacarb

Aeaisition Time (mim

27. SR

Flufenoxuron

o e gy

30. EIFRE

Azadirachtin

£|C. 1

28. Pt

Diflubenzuron

Teme g

29, JfnE Hf%
Nitenpyram

30FP R LGRS R MM (MRM) B ig[E] (20.0 pg/L)
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