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Determination of pyriproxyfen residue in foods

Liquid chromatography - mass spectrometry
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RmREERTE
RePUARZERNNE HEEIE-FRE/ REE

1 JEE

ASHRHERLRE T80 dh A I B B A R R AT E ik

APRHEE T AOK REL B AR 7RI B, AR AR bt oo A B e Al
HE Rl S 0T,
2

MBS A

NHN SO T A SR R R AN AT D ) ML H AR SRS, ASUTE B R RRASE B T A
o NRAEBRG SO, HaiRA CBFEFTE MBS & T AR

GB 2763 B &ZaEEZFIRHE iR AR KREIRE.

GB/T 6682 4341556 %5 F /K HUAS A58 5 v

3 IR

R M P (R R B 0 A P F IR I, PR PSA BURHS AL, O (il R it
AT, AR TR

4 RAFAR

BB ERES, BT RFIB e, ACNFFEGB/T 6682 FILE [1— 2K
R
ToKBEEE (MgSOy) .
ToK 2 (CoH30Na)
4R (CoHAOy) « fite,
CHE (CoH3N) : faifkgg,
N-TH3E 2 — % (PSA) 1kl 50 um, B,
HE (CHO) - aittgl,
LIRE: (CoH/NOR)
BRI
L2100 0.025% HER/KIEM (% 5 mmol/L LBk = HERIWLER 0. 25 mL HERAIFREL 0.386 g ML T 1
L AsEH, FKBEHAMREERE 1L,
4.2.2 1% 4 CHEH
4.3 MR
4.3.1 WEABEbRAES (Pyriproxyfen, CuHisNOs, CAS: 95737-68-1) :4ifF>99% .
4.4 FREBRRECH
441 WP RERRERE RV VR PRIBUE B DI RERRAE S, T 2 VA AR E AR IC 1 AR 100 pg/mL FOFR
WERE S, 4°C LR RAE
4.4.2 WCATEbRE ARG RIEFRE, H 10% CRE/KIEBRREBGE 2R B fbsiE TR, 4 CLLUR AR
1Fo

N O U1 v W N —

1
1
1
1
1.
1
1
1
2

e el e e e el

4.5 M

4- 5 1 1%&}[4‘7}?5}1%: 02 um’ ﬁ*ﬂ*ﬁﬂo

5 {UEEMigE

5.1 WAHEGIE-FNE/ L. BAHBEm%E (EST) &1k,
5.2 Bl 4000 r/min.

5.3 Z#T R & 0.0001g F10.019.

5.4 HIERFKEOE: 2mL A1 50 mL.
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5.5 AL,
6 RHEHZFSEE

6.1 XK. XEH. 3R, 178, Rt BE. F08. 1B

WA ARMERE L1500 g, FIHZFENLIE BRSSPI, 70 mI BN a4 AR ik
FEo i, FARUIARC . R E T 18 CR KL IRTT
6.2 R

WA AR IERE AR 21500 g, FEIRST, B BM . AR S A NIRRE, %, JFbRE
PRide RARFEETIRT 4 CTRBEDLIRTE

FERIRERIERAERLRE LI 1 i 32 3135 e Bl ATk B 0 5 B AR

i LEAE S EORE B A7 %GB 2763 P SRATHAT o
7 SHER

7.1 BE
7.1.1 FH. X8, B&. KXKER

FREL_ BB FEA, 5 g CREHAZ 0. 01 g) T 50 mL SR Bk 250, 10 mL 7K, V5], ##E 30 min.
KB OEE TUS T, SRIEIN 6 ¢ T/KBREREEA 1.5 g T/K LM, WMEEEE)E, WM 15.0mL
1% CROHEEW, PRI 4 min, 4000 r/min B0 5 min.
7.1.2 TER. eSS

FREL 15 ¢ CREZR 0. 01 @) TTUEFRA 6 g JTL/AKBREREEA 1.5 ¢ Jo/K LFRENI 50 mL 2P I B K}
HELET, BELEB TG, MERERG, WFIIN 15.0nl 1% LR OHEER, JRFHEE 4 min,
4000 r/min &0 5 mino
7.1.3 HH. BFES

FREXLS g OR§RfE0. 01 g) F50mLE AR OE R, HRIIIANLS mL 1% LR LIEERL, =%
FH4 min, 4000 r/minB05 min. FHEFKAG6 ¢ TAKBREREEML. 5 g TL/K AR50 mLIE P I R k)
B, MA10mLK, B, FKERIRERZEG, kOB RBGREEEH T, JR%4 nin, 4000
r/min 05 min.
7.2 B

B 1 mL B3R 2 JERBOK T 5E #7450 mg PSA F1 150 mg oK BREREE I 2 mL 38 N4 SR B0
Y% HLH 1 min, 7E 4000 r/min 0> 5 min.

HERAI 200 pl BiEm K e A 21 mL, 1R21)EE0.2 pmiEfE . JERALRRH - el 5 .
7.3 ME
7.3.1 SRREGIESESH
a) s A CAPCELL PAK Cig#t, 50mm>2.0mm(i.d.), 3 um BAH 2% .
b) WBEhA: A: 0.1%HERZFEAEW, B: 0.025% HER/KIET (& 5 mmol/L ZFR4).
¢) Vii#: 300 uL/min, HEFEEBEMFEF N 1.

1 BREVAE R

£ I 1] /min B A% Tz BI%6/
0 20 80
1 20 80
2 90 10
4 90 10
4.5 20 80
8.5 20 80

) FHRE: 35°C,

e) HFEE: 20 uL.

7.3.2 RiESEEHG

a) ETUR: HMIZ ESI, IEET.
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b)  FAHET I 2 R I (MRM)
o) HESEEKMENMEA .
7.3.3 EENE

PRI RFE P ke 0 ) 5 B, 30 B ISR K PO v A VR R0 R AT 20 A o A R VR0 435 00 0 e
R AT V) 7 L 25 N AE A SR P i SV BB PN o 7 3R i 25 TR IO TR B 1) 2 5 (R I 1. 4 min, AR
VA TRLIY) 22 2 87 s o 2 5 ] LB 5B o
7.3.4 EMNE

TR 501 — R D/ 57 1 45 1F 0 2 B b RO HE VR VAT, fn SRR £ J5 i € 3 0 5 B B ) 5 o v
B R B AR = R AR T R T ARR S A EE R R, B SR A bR T
VEIR AR B — 50, M 2R e Vi 2 AR R 2 B AOTERE, U] S b o v A 6 IS ) g
Y.

R 2 EMHIFENEFEENRKAITFRE

MXTERE (FEig) >50 % >20 %% 50 % >10 %Z 20 % <10 %

SO FOAR X i 22 +20 % +25 % +30 % +50 %

7.4 THXL
BEASIAREESN, Y45 i g 20 B4 T .

8 ZRitEMFAE
e B E AL BB 20 (L) HHERE S PR 2R B . TS R T RS A
AXxcxV

X= e SN O )
A x mx1000

A

X — WXFErp e sk &, AR T (polkg);

A — FEIBA L P T ) 06 T A 5

¢ — ARAEFE BT ML T EEIR I, AN RO REZ T (ug/mL);

V— P& AR, AT (mL);

As— o HHE VB o R AT TR 0 U T AR 5

m — RAFBITRE RPN R E, B85 (g);

T THEEAERANER A FE, e S5 R AT IE SR P ER R, DR AL AT
9 BEE

9.1 FEFEBVERFA T HAFHIW ML E 45 R Lxt Z S AR FERLE (F23 , NFE
B SRDAYEER

9.2  TEMIUEFA T SAF W XML I E 45 R X 2 5 HAEARTFIERE (F2E , NFE
B E BJEK .

10 EERFEWE
10.1 EEMR
AFERER g RS B i e =R A 5.0 ng/ke;
AFFERE . KK BHEFE e 2R A 15.0 pg/kg.
10.2 [EYE
AN [) 35 573 A B P [T A 2% DL B 5% C o
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MR A
(FHREMIR)
API 4000 jHE € iE— ORAT BB RIE S ¥

W SR AR H

a)
b)
c)
d)
e)
f)
9)

BSFURIR . 350 °C;s

HWE 5 . 5250 V;

MEfEJE /):  34.475 kPa (5 psi);

KAFAJE ) 206.85 kPa (30 psi)

FASE ST 344.75 kPa (50 psiD;

HiBhSJE S 413.7 kPa(60 psi);

MR E RS Xt B PR IR (DP). RifESfERE (CE) MR ILE Al

RAL NENBEEREE TR EEE T ZERE (DP). fiE AR (CE) MR

5 o . LR | e | g
R EWE /2 | EEE T Xn/z s .
CE/v T/min
DP/v
322. 2—185. 0 16
It 75 B . 2—185. .
b A Pk 299 9997 o | 222.27185.0 | 110 " 1.4

1)

FERDEIERER]: B3R AL SIS HUEAE APL 4000 SOEACERKT, BRARS e AR R 50U 8 T iR 5 %,
FHAE Rl H ), S 5 2 AR 5O S (A g%
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322 2X185.0
1.29
DE 1h 1.5 Zh 25 Sh 35 4h
Time, min
322, 222T.2
1.39
DE 1h 1.5 Eb 25 Sh 35 4h
Time, min
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FERATE | BIRE Cug/ke) FEIEMCE 0 | KEEE (0
15.0 89.3~107.3 9.2
KK 100 83.5~101.3 6.4
200 86.3~102.1 6.9
5.0 81.4~101.8 7.2
W 50 86.2~103.8 7.0
100 79.7~101.3 8.8
5.0 70.6~100.4 10.9
e 50 73.8~103.2 6.2
500 80.1~100.2 8.5
15.0 83.3~101.3 6.6
et 100 86.8~108.9 9.7
200 79.1~104.8 8.0
5.0 77.6~101.8 8.5
prie 20 81.5~113.0 105
100 77.7~107.2 10.9
5.0 80.6~99.8 75
H 10 83.5~106.0 8.3
100 80.5~108.2 10.9
5.0 81.4~99.4 6.3
2y 20 81.5~103.0 7.8
100 78.2~100.8 9.2
15 83.3~104.7 7.8
K 50 75.8~103.2 8.4
100 84.0~99.0 8.1
15 84.7~104.0 71
[ 100 831-106.8 8.1
600 82.9~103.1 8.8
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Mt ®D
(RUSEMEMIR)
IREAETEHEKR
# D1 XIBREAETEHER

BHS & & RBEE
mg/kg %
<0.001 36
>0.001<0.01 32
>0.01<0.1 22
>0.1<1 18
>1 14
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M ®E
(RUSEMEMIR)
LR EBREER
FRE1 TREEHFINHER
HUAN SR R E
mag/kg %
<0.001 54
>0.001<0.01 46
>0.01<0.1 34
>0.1<1 25
>1 19




