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Determination of pesticide residues of chlornitrofen, fluoronitrofen,

2,4-dichloropheny| benzenesulfonate, cycloprate, kinoprene and

hydroprene in tea by gas chromatography—tandem mass spectrometry
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ZMPERE. BRER. B, WS, HRRESFE R 8
RAFKEENNE SHEHBE-RKEE

1 SEE

ASCAFRLE T 2R SRS SEREERE . MW TR PREER . SUBRIR AT d LR AR 255k B R R
R € — 3 R R U U E vk
AR SO IE P T BN TR L SRR RIIRE L RS TR . PRI L 0 dObR TSR L 2T AR 245k B R I E

2 MetsIRAxH

AT R AR P R S SRR RS S| IS A SCAF il AN R A R 25k B, 3 HL A 51 RS A
A% H IR B AR AR & T A SO AN FWR 51 SO, HaolioR (BT MBS SR T4
e

GB/T 6682 73-#rs 56 % F /K RS Ak 26 7 i2%

GB/T 8303 7% EERF AR S H T4 o & B e
3 RiE

WU SIS EEHG SRBOGRA BARAERGS L, F R G- B OO, ARIE B MRIRE & .

N

b E S

B AA VAN, FrE AR N Eisal, KOFFAGBIT 6682 H KL E 1 —2Kk /K.
4.1 X5

ZJi5 (CHsCN,CAS 5: 75-05-8)

il (CsHeO, CAS 5: 7217-25-6)
4L (NaCl, CAS 5: 7647-14-5)
21244 (CH3COONa, CAS 5: 6131-90-4)
% (CH3COOH, CAS ‘5: 55896-93-0)
FH4 (C7Hg, CAS 5: 108-88-3)

B RECH

CNE-FREW (3+1, AFEL) . BHC 100mL FEZEMIN 300 mL 2B, RS

e s s s
— e e e
o O WN -

>
N

4.3 trfEm

WA B AR 6 MR Z5hRitE s, SIS A, 4i2>95%.

4.4 tRAEERECH)
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4.4.1 FREMERIAW (1000mg/L) = WERRFREL 10 mg CREFAZE 0.1 mg) AR Zakrufk i, ARAEARAE T
A AR PRI R () T LI TR B E b S I AN AR T € 5 %8 10 mL, 86-18 “C R LA R &R AE, A R0N
14,
4.4.2 BREPREM A (20 mg/L~50 mg/L) = WREX— 52 S AR 2l fig 2 AT 10 mL BRI,
FNEAE R EZE . IRAAREEEL 0 C~4 CHRAZ, AR 1 ANA.
4.4.3 WARER: MEFFREL 10 mg A LA B OREHIE 0.1 mg) HNERIAMG #5210 mL &,
E BRI NBMER  AbR & U A BE 2 10 mg/L 4 BRI«
4.4 .4 FEFURGHMETAERW: =AEREHRESTRT, A 10ul WA, IIAAHROIR IR &
PRUE R T, T BB R 2 0.01 mg/L. 0.02 mg/L. 0.05 mg/L. 0.10 mg/L. 0.20 mg/L. 0.50 mg/L
(3L SR VTS TARVE . I FLUENE (4.5.2) o FEJFRIR A bt TR 1 00N PEC LA o

T 7 R TV ORE B 5 A L RO Ak B R B — B

4.5 #Hl

4.5.1 [EMHARE: S0k B2 B2 54, 500 mg/500 mg, 76 mL.
4.5.2 fFLUERE CAHLAED : 13 mmx0.22pm.

()]

UERFNEE

AR - = DU PSR A FOA R CED .
AR K 0.1 mg AUEE 0.01 9.

R SIIE ML AT 15000 r/min.

BOHL: FHEAMICT 4200 r/min.

LA

i@t 75 RAX o

BWRAL: AR .

N O O LN -

o

REH &R

o

IR

FZGBIT 83031 T ik J5 e 70 IR ), TANER LR akdg .
2 REHRE

W TR e R R 48 A ot 20 Sl S A7 T8

o

7 SHER

7.1 HEALIE
7.1.1 12E

FREXS gl CFE 1 220.01 g0 37100 mL2k}F G0 H, In10 mL/Kim gl &), ## .30 min. i A20 mL
NG, FEE A)HH115000 rimins3%2 min, INA5g~7g5 AR ZIHR % Ek, 4200 r/minis 05 min.
ARG mL b3 100 mLgn i, 40 CKReFEZAREZL mLAL, BREIET, fFEt.
7.1.2 #k

5 mLAFE-FIREH (4.2) P EAARE, FEMHHR. FH150 mLiS.O, TR ESE L.
¥ ER R AL 3 mL G- 2RI G R BAHA U, P2 mLOS-FRER (4.2) Bk,
TR LB N, EE 2. #EFE LN E50 mLfBiia:, F25 mLZE-HZREm (4.2) e/,
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W FIR BT I R T 150 mLS i, 40 CoKMe 28 R BIET, IIANWARER, A ImLAE S
W, IILIERE (45.2) , FHTIE.
7.2 ME
7.2.1 (UEEBEEH
a) ik (5%-2K3E) -HEREEAIA X BAEMH; 30 m>0.25 mm>0.25 mm, BAH 2
b) iR E: 90 °CIRFFL min, #RJ5LAS0 °C/min FHE F200 °C, FELAS °C/min FHEZE220 °C, {REF
1 min; FLL10 °C/min FHEZ300 °C, {RHF3 min;
o) HA: AR, #i[F>99.999%, Jii#1.0 mL/min;
d) HFEORE: 280 °C;
e) HFFEE: 1pL;
£) BRI AR
g) HF&iLUE: 70eV;
h) BFIRIEZ: 280 °C;
i) fEEZIRE: 280 °C;
j) Iﬁﬁ”ﬁﬂ:\_‘ 3 min;
k) Z R RATIN: R AR 2G5 R R /D2AF BT BTA wa BRI - B 4 B R VT, 4y A o
AR KRER R, B FETRAEFNRIESH, 2 WHxB.
7.2.2 EHREE
7.2.2.1 {REGRT[8)
B A b AR 24 € T 0 ) (% B T 1) 5 I v €00 T 06 1) R B o TR L e, ALK 358 22 B E 22.5%
Z W
7.2.2.2 BFFEEL
TEAH [RS8 26 A BEATRE ot 00 s B, SRS H 110 €8 0 0 (1% R B B () S5 A B R A — 3, JF BLZE0BR
B RERRES TS Y, Bt e &I, B E e, xRS, R
H ARG BB T35 B b5 R iR B AR X () 8 AR VA AR L, e Ve = A I R LR e i dE L, )
AT A WA AR B ARARZ
1 @M E A& = FE I 5 R R VR 22

FEXT S EE >50 20~50 (&) 10~20 (&) <10
SOV X 2 +20 25 430 450
ATT AT 22 [ 37 W G C-MS/MS K 2 WL 5%C.

7.2.2.3 =2

WML RIE T & o
7.3 RHEBRRHNE

W JE R B b A VA AN R A AR A NS i — o i B S, £ B I T o 1 8 1 1
DA 72 B B TV THT AR, AR Y e 27 % i J%7 AL S ASC AR 00 4 0 5 R P PR 2 P 0 Y L o 7
R I R P A T3 4 A5 BOW B I T dEA T 434
7.4 FITIRIE

F7.1~7 38R 5E K [l — A AT AT I8 I i
7.5 ZFHIAW

A IIREIN, $57.1~7 300 E BEAT T AT 44

8 HRITE
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W SRR B LR HOT, BAONZRE T (mgkg) Fow, WREEA (1D i+,

IhbRigEsl (2) 5
O PXAXp XAGXTV

g’-lsxjﬂs-,}{ﬂ-,x:rn .......................................... (1)
o AxV
El'_l':
O 1 O s (2)
A
w WA EE, B NZEWET (mg/kg);

p— FEFRE AR P B R R L, SR ARG 20T (pg/mb);

A—— U IR A ) 1) i e T A 5

p——RFEE R T AR FTEIR L, AN 2T (ugimb);
As—HE JFURRHE TAE IR AR Rt i T A 5

V——ilFE IR R A BRI, BN ETE (mL);

As——FE SR AR A 0 (4t v Vg T A
ST bR E TAR R AR IR, AN R Z T (ug/imL);

Psi
A—— AR TR ARG (i I TR
m—— IR IR IR B, B0 ().

TFRE RPN AE, THE R L E S WA NI 200 2 85 R EAR P RR, R
B2 A R . SRt 1 mo/lkgtt, R BE 30 A R .

£33
B

NE=a
52

9

Ex}

=k

TEEEMWFMT, NEERERRE (CVU) NAFEHRDIIERD.1E K,

EHIMEEMAT, KMMEERERERE (CV%) NAFEHRDIED.2E K.

(n

10 Hfb

ARSI T8 2 2R 90.01 mg/kg.
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Mt R A
(=R
6 MRABRL P ZIRITRES]
T HL AR WS R ¥R CASE
MR Heptachlor-epoxide B WE LB C10HsCl70 1024-57-3
1 chlornitrofen B Tk C12HsCIsNOs 1836-77-7
2 fluoronitrofen TR LT C12HsCI2FNOs 13738-63-1
2,4-dichlorophenyl »
3 e i e C12HsCl203S 97-16-5
benzenesulfonate
4 cycloprate 7N S C20H3802 54460-46-7
5 hydroprene I L2, C17H300z2 65733-18-8
6 kinoprene §5 HRLUJoR i C18H2802 42588-37-4
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M & B
(ZERMED
6 MR BIAFRL SRR EBEE . EEBEFx. EMEFX
. . TR EY i fr) . ill 45 L o ill 43 L
5 R L4 RUHEL 4 ) BT SEPEB x0T
min \Y \Y4
MR WA LEB Heptachlor-epoxide B 7.44 352.8-262.9 15 352.8-264.9 15
1 FA TR chlornitrofen 10.24 316.6-286.6 15 316.6-195.6 25
2 o g fluoronitrofen 8.29 300.9-180.1 30 300.9-208.0 25
. 2,4-dichlorophenyl
3 & I 15 8.31 141.0-76.9 5 141.0-51.0 35
benzenesulfonate
4 2N i cycloprate 9.27 87.0-45.1 10 69.0-41.1 10
5 I 2T hydroprene 5.76 139.0-83.1 20 221.0-95.0 15
6 I LR kinoprene 6.55 149.0-91.0 10 221.0-95.0 15
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Mt & C

(R
PRGN A Z RN (MRM) & iEE
o xmé 10.24 min 2 x105— - 8.29 min 9 w108 2.31 min
3 1 z 4 =
© 124 i S 25
1 2
0.8 21 15
0.6 1.5 E
0.4 14 1
0.2 0.5 05
] 0 0
T T T T T T T | T T T T T T | | T T T T T T T
%5 10 101 102 103 104 105 1086 g 81 82 83 84 85 36 g a1 22 831 34 Sﬁ._S 86
SEERTI (mir) SEERTiE (min) FEEERTIE (min)
LE Rk 2. FBRERS 3. & WS
(chlornitrofen) (fluoronitrofen) (2,4-dichlorophenyl benzenesulfonate)
s 05 " 827 min £ x10%] 5.76 min 2 4108 855 min
3 8 M 5 2
o2 0.2 ,
1.5 0.6
1 0.4 2
05 0.2 1
i} 04 i}
T | T T T T T T T T T_ T T | T T T T T T T_
8 91 92 93 84 95 8§ 54 55 56 57 58 59 6 _ 61 62 63 64 65 66 67 68 63
FEAE (min) SFEHE (min) FEEATE (min)
4 IR 5./ HZ B 6.)% IR EE
(cycloprate) (hydroprene) (kinoprene)
8 %103 7.44 min
2
o 12
;
0e
06
04
0.2
0
[
I I I I I T I T
71 72 73 74 75

"Smiia min
Wir: LB
(Heptachlor-epoxide B)
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B 5y 55 & LI EALRRRE (CV)
mg/kg %
=0.01<0.1 21
>0.1<1 15
>1 11

= D. 2 LW EEFINMHER

B 5y 2 S AR R R (CV)
mg/kg %
=0.01<0.1 34
>0.1<1 25
>1 19
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2 % XM

[1] GB 23200. 113-2018 & fify 2 4= [E ZARHEAE IR PE & S 4208 Flofk 24 K HAR AR B = e <
AH €8 T - 5 B ¥

[2] GB/T 27404 =56 = i S A H RIS & St 3 A A Il

[3] ARV 52386°5 (A 244k B Al 7 v2: [ St | 435 i )
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