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Determination of Methoprene, Methoprene, Diclofenac, Flufenur and Pyramid in Tea

Gas Chromatography-Mass Spectrometry Method
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XM PGB CE. HRREE. BHEE. SRERMERBANE <
HeE-FRiG g

1 SEE

ASCAERAE T A o IR 4G A UGB RS L SRR IR A T A B ) O B - B
WA T

R EATEEE A8 BA. ARTIHROE . Mls. MOmEms . SR BRI SR
RIE, HAR AT SR IAT

2 HSEMES|I B

B SCA A T P AR S S A R | R R AR SC AR A AN TT A R AR R, v H R 51 S,
A% H A B AR ASE F T A SO AN H IR S e, iR CREEFTA isscs) @A
A

GB 2763 B ZEEFIE SR GRKILEIRE

GB/T 6682 431 S 2 FH KBRS AR S 7 vk
3 [EiE

UK IE F QIEHREG, SRR 2 BUEAR ARG AL, UMt - BB SO I, ARz

an

4 RFSHH

4.1 k5

4.1.1 ZBE (CHCN, CAS &: 75-05-8)

4.1.2 ZBEZEE (CH,COOCHs, CAS 5: 141-78-6) : faif4l
4.1.3 S4ksH (NaCl, CAS B: 7647-14-5)

4.1.4 BEESSH (CH,COONa, CAS S: 6131-90-4)

4.1.5 fEEE (CH:COOH, CAS 5: 55896-93-0)

4.1.6 EiEE%E (MgSO., CAS S: 7487-88-9)

4.2 BEEH

4.2.1 ZBE-BRBRIRIR (99+1)

A 10 ol EEERINN 990 mL Z 5, YR .
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4.3 FrfER
W CWR . U MR . SRR AT R Tk i REIE AR HEVA VR, WRFESSN 100 mg/L.
4.4 FRAEBRIRECH
4. 4.1 BREFRERZ (10 mg/L)

MR — € B R ZARHERC T 10 mL RIS, HOMRABEE R EZE . RETSHERRGEDE 0°C~
4CIRAF, AR 1A

4.4.2 BEFGREWREIIERR

7 EHEFUFRA ST, DN T mL AR B R EE HR A AR AU, L AL UE S (4. 5. 6) .
VE: % A VR URE B L 5 A R R AR B IR R — B

4.5 F#

4.5.1 Z_Fa-N-AEmEEILEERR (PSA) : 40~60 um,

S

5.2 HI\R AR SRER (Ci) : 40~60 um.

N

5.3 A=K E (GB)

5 ABBEMRT: 2 om () X1 om (MR .
5.5 I FLIEAR (B#LH) : 13 mmX0.22 um.
R &

5.1 SHEGIE-=FEMRATFRIEEKAL.

2R E: BE0.1 mg#10.01 g

S

N

(&)

(&)

(S5}

3 BILHL: EEAKTF 4200 r/min,
4 EEEE AL

5 BMRAL: ATEIR

6 IRIERARE.

5.7 #BAEHL.

(&)

(S5}

(&)

6 DTER

6.1 HmATALIE
1 AR ERRE

MR EL 500 g, KHE GB/T 8303 HEAT kMG 78 /1R E], N LMAHE . K ialie 42 e ik
044 FH 43 T 8E G A7 T o

(=]
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6.1.2 BILiE

FREX 2 g 30FF CREFE 0.01 g) T 50 mL Bk F, 010 mL KIREERS], #E 30 min. f
A 15 mL ZHE-BEERIAW (4.2.1) « 6 g To/KBBREE. 1.5 g BEIREN % 1 WP &M+, 35 LE0iEs,
FIZIEY 1 min J5 4200 r/min B0 5 min. WREL 8 mL FiEWINAIA & 1200 mg AREREE. 400 mg PSA.
400 mg Cis % 200 mg GCB ¥ 15 mL ¥RL .0 H, HEIRS 1 mine 4200 r/min &0 5 min, #ERH L
4mL _E3EWRT 10 mL R, 40 CRBHPEAREIE T I 1ol L8R AFE T, I FLIER (4.5.5),
FF5E

6.2 (URSEFH

a) TRlEid: D% N R AL -95% — F R SR i A E B A AE: 30 mX0.25 mmX0.25 Hm;

b) g EE : 60 CARHF 1 min, 85 LL 40°C /min FEFFFHIR 2 170°C, FLL 10°C /min FHE % 310°C,
fR¥F 5 min;

¢) B A, 4iFE=99.999%, Wi 1.0 mL/min;

d) BEFE IR 280°C;

e) HFE: 1 ul;

) BFETT R AR,

g) HWF&TUE: 70 eV;

h) BrFIRiEE: 280C;

1) Rz : 280°C;

J) FAEIR: 3 min;

k) Z NS BRI G AR X e B E R, et . AT A B T xS
IR IR, 2B B BRI . R A 25 AR BERT [R] . B RS0 R T AR R, S L
% B.

6.3 RN L RIFIME

W Y — 58 B R S ARAEIR TR, 1B 208 CBRICHI R S FE A 0. 005 mg/L.0. 01 mg/L.0. 02 mg/L.
0.05 mg/L 0.20 mg/L F10.50 mg/L FIARAE TAEWEM . 2 AREFIERESWRT, 250NN 1 ol FiRFR
e TAEV IR0 I LB HE (4. 5. 6) Bl B 28 41 3 5 VR 5 At AR VA, AR S0RH 80— B s 3 A3 72
DL 2 5 B B T U TRI RN VAR R, AR bRt i VR T IR B R AL bR, 2l bR il 26

6.4 EMMES
6.4.1 {REERTE
BhMRE B A A 24 € 0ge f O B Hsf 1] 50 I A 74 €0 3% U 1) 8 B s [ 4 L At , FELG 45 22 I TE 2. 5%
Z W
6.42 TE=EET. EEBFRFBETFEEL

FERH [RS8 26 A T BEATAE A DU 2 I, S SRR, L P €t 0 1 OR B I T S5 e R — 20, JF ELAEATBR
T35 HORE TR P, H ARG SR 5 R B A S R B T L TR ARt Ok X R — A A,
B e H RS E V1 A0 B T HORGS 32 E LE 5 R R RE A 24 0 AR T RORE L, L SR VRO
ZAERER 1 IUERIVER,  WRTAIORE i A7 A H A 2
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x1 EMERBEMETFENEARLTRE

AT BT >50% >20%% 50% >10%%E 20% <10%

FOVFR NS 2 +20% +25% +30% +50%

ATV BIRRAEDD 5 22 [ S W I GC-MS/MS B3 LI 5% Co
6.4.3 EENE

bR E B TR A PR AE TR R A U VO N SR (0 18— TS B A A b, @ R B
[B) R 5 B S P B X AT e M, DS e T AR, AT R A 24 1) i IS AR A ASC ARSI ) s 0
SELRTEVE 2 N, R 2 Y R B AR B 5 A P AT 38 2 A B R I AT T

6.5 FiTikIE
% UL LD B Rl — U i AT AT 3 580 2
6.5 THIXW

BRASINRRHSE, SR S AR R 100 5E 25 PR AT AT A
7 SRR

RPEr KRR R DU R M o o, BUA LIRSS T (ne/ke) Fo, $%ak (1§15
__ PpXAXV

() == ——— | ceeteecttccticceciccititiitcctciccccsacans (1)
Agym

EVCEF

w: W R, AN T R (Me/ke)

0+ FEFURHE TARE B eI IR, SRR AR T (Rg/ml) 5

A+ ARBRVE TR R DN D T AR

As « FEBUARAE TARE PR i) Gl i T AR

Vo REREURZE B, BACAETE (nl)

m s BAEERITRERIFE R, AT () o

TE: TSR N AR AE, TSR BLE R RSRS8O 5E 45 RN AT R,
TREEPALA R, SE 1 mg/ke IR =10 8+

8 HEE

FEERVERAET, AIERAR R R E(CV) AT AR D IR D. 1 25K,
FERFILESRAE TS, AN RAR 3 R B (CV%) AT A B =% D 3R D. 2 2K,

9 Hft

AARAETT VL) E BRI 0. 01 mg/kg (B IR A
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T A SHRAPETEZIR. HFX. CAS EFMFEEER

IR YA & CAS 5 € B (mg/ke)
I 2 Hydroprene CiHi0, 65733-18-8 0. 01
I HUR Kinoprene CisHz0s 42588-37-4 0.01
& 5 Gente CH:C10:S 97-16-5 0.01
R Fluorontrofen C12HsC12FNO; 13738-63-1 0.01
A Chlorntrofen C1:HaCL:NO, 1836-77-7 0.01
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M3k B
(EREMIR)

FzB. 5 MKRAWIRERE. EEBFX. EMESFXIFAIHEBRE

PREE S R] RT N
H b4 o TR (n/2) Rl A CE (V)

(min)

I L 2T 8. 74 139.0/111. 1*; 139.0/83.1; 139.0/55. 1 5; 205 20
I HLUBR B 9.65 149. 0/93. 0%; 149.0/91.0; 149.0/77.0 5; 10; 15
& i 11.07 328.9/109. 0%; 328.9/313.9; 109.0/79.0 20; 20; 5
EENEALS 11.19 300. 9/270. 9%; 300. 9/207.9; 207.9/180. 0 20; 20; 20
T Tk 12.71 235.9/172. 9%; 316.6/286.6; 316.6/195.6 155 25; 25
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MRM (139.0 —> 111.1) std-4000-al.D + MRM (149.0 —> 93.0) std-4000-al.D
%10 77 8.732 min 2 x10 77 # 9.627 min
75 2 g His HUpR s
84 140177795 3 184 22538387
74 1.64
6 1.4
1.24
54
14
a4
0.8
34
0.6
21 0.44
14 0.2
0 [
T T T T — — T T T T T T T T T T T T T
7.8 8.2 84 8.6 88 9 9.2 9.4 9.6 8.8 9 9.2 9.4 9.6 9.8 10 10.2 10.4
SRAERT ] (min) SRARINA] (min)
| 1= J ) =t
L. i th 2.1 2.J HbR s
MRM (328.9 —> 109.0) std—4000-al.D + MRM (300.9 —> 270.9) std—4000-al.D
x10 7 11. 039 min 2 x10 7 1. 13;
7 i 1 5  1.54 FES
2. 84 40995528 S 144 2029
2.6 1.3
2. 44 1‘%,
2.24 114
2 1
1. 84 0.9
1.6 0.8
1.4 0.7
1.2+ 0.6
14 0.5
0.8 0.4
0.6 0.3
0. 4 0.2
0.2 0.1
04 0+
-0. 24 —0. 1
T T T T T T T T T T T T T T T T T T
10.2 10.4 10.6 10.8 11 1l.2 11.4 11.6 11.8 10.4 10.6 10.8 11 11.2 11.4 11.6 11.8 12
SRARRS ] (min) AR ] (min)
H L S= e o)
3. A% W g 4.5 5% F
MRM (235.9 —> 172.9) std-4000-al.D
x10 7 12. 650 min
1 o p
28399343
1.84
1.64
1.4
1.24
14
0.8
0.6
0. 4
0.2
o4
T T T T T T T T T T
1.8 12 12,2 12,4 12,6 12.8 13  13.2 13.4

SRARIS[H] (min)

5. Bk ik

Bl C. 5FMRIGME RIIEN

| (MRM) &

&

£
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B 5y 55 & S = N AL R R EL(CV)
mg/kg %
=0.01<<0. 1 21
>0. 1<1 15
>1 11

F D.2 L= EHIMEEK

My & g = A1 AR S R EL (CV)
mg/kg %
=0.01<<0. 1 34
>0. 1<1 25
>1 19




