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Determination of fipronil and metabolites residues in eggs—
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1 3EE

AARHERLAE 1 XS U B AT Yk B B YA - TR O 2 7 s
A bREE A TS R U B HAC I AR B R E

2 MBS A

TSR TAR S B B RS AR A0 . LR HE B 3895 SR, A0 B 3389 RRASE T T4 3
o FLEATE B 318951 FISCE ol A (38 B A i) 38 F A SO

GB 2763 BWEE£EZXRE EHTREFAKRERE

GB/T 6682 /prtivaisis FIKH0HE FIAEE 7

3 RE
REFH I SRR, SR 20 B AR AR B4 » JOAE €530 TR TR AR DRI Sk R

4 wFFaE

BRE A U AR AT P AU A s it i), KR GB/ T 6682 AlaE — 4K .
4.1 &7
4.1.1 ZJE(CH,CN,CAS % .75-05-8) . fa i,
4.1.2 HEHCOOH,CAS 2 .64-18-6) {4,
4.1.3 HE(CH,OH,CAS%.:67-56-1) fajali,
4.1.4 ZE4(CH;COONH,,CAS £ .631-61-8) . a4l
4.1.5 FAKMBREE(MgSO,,CAS 57487 -88-9),
4.1.6 FILHPINaCl,CAS ;7647 - 14-5),
4.1.7 F/AKBEREHI(Na,SO,,CAS 5:7757-82-6),
4.2 s
4.2.1 HRSHWO.1%) B 1 mL FEBAKFBEZ 1000 mL. 385,
4.2.2 ZAR4E-P BRI W (5 mmol/ L) ; HREK 0. 385 4 g LAY, 1 0. 100 BRI OB MR- B = 1 000
mL,#5],

43 &R
FUHUIE B A ARE S S B A S >950.
4.4 HREBBES

4.4.1 FroEflAEFB (100 mg/ L) 23 51 00 HR 980 HL I | 980 FR i | 980 K i 0 S SR B 2 AL (4. 3) & 10
mgCREHRZE 0. 1 mg) , FHHZ B M MBEZE 100 mL, 3257, il U RIREE Y 100 mg/ L FRiEil &0 8

J—18CHRAE RN 1 4.
1
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4.4.2 A bRAE AR (L me/ L S B LIS UG 980T sk A0 o O A v
W4 D 1ml, IZBSTBEE 100 mL, 1859, B8 1 me/L M3 AHRME R, BE 0C~4CIR
AR 1A,

4.5 HE

4.5.1 Z M- N-FERELEER (PSA) ;40 pum~60 um,

4.5.2 +/\Sesrbbr i AR (Cie) £ 40 pm~60 pm,

4.5.3 MFLIBEGEHLMD 0. 22 ym,

5 {uEk

o1 UM = B DUBFF R Y . Bt % EST 3.
5.2 MHrR¥ & 0.1mg f10.01g.

5.3 BLHLFHEAET 5000 r/ min,

5.4 RiERSS,

55 IRy,

5.6 4HBUsEHL.

6 REnE

6.1 Rirdl&

BU16 HOHSESE (4 1 ke) Yo 5705 AL VST HI T B 4 AR Z
6.2 ikt

SRR f I A4 4R BIAFR, F —20°C ~— 16°C & FIRAF

7 SHSR

7.1 $BE

HEHIARIR 5 g WA OB E 0. 01 @ BF 50 mL BL.OAE . 1A 20 mL Z55, W AEIRAT 1 min. IR 18
HU5 min, LA 2 g @ALSNRT 6 g oK BERRSN , ¥ HE 1 min, L 5 000 r/ min B0 5 min, FEWEEL.
7.2 &k

W 1 mL E3EWCT 2 mL RSB EH LA 50 mg PSA ¥ .50 me Cos B5F0 150 mg &
RBARER AN A 30 s, LA 5 000 r/ min B> 5 min, bW 0. 22 o JERE, JH T35,
1.3 UESEEG
7.3.1 #EftiEsELE

a) @,1‘%1{:&3(2. 1 mm>>X100 mm,2. 7 pm) gﬁ‘ﬁﬁﬁ*ﬁ ii%,

b)  H#EiR:35C;

o  JBIH . ZFRRE FRRESWI (A M), HEL(B A ;

d)  H#:0.4 mL/min;

e) FEREER:2 ul;

D Jsh R EE AR 1.

R MSERBERREYE(VA1+V:)

B[]
min
0 40 ‘ 60

TLBIHE Vi BH Vs
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W A S Vi
min

3 30 70
3.5 2 98
L5 2 98

6 40 ' 60

71.3.2 RikgEsi
a) ARG AEFEMEST );
b) EBHEHE:3500V;
o BTERE.250°C;
d FRIRE:7L/g
e FSHES 35
D WRIRAE.323
g
h)
1)

{0, A2
1.5 EMRER
7.5.1 RErE
MR R Hbr e 2
2.5%2ZW.

;r’é’%F‘ E‘J# Jﬁf‘&@ H B S i e e , 1B, T EL I‘J—iﬁﬂﬂﬂﬂt& RTI_J Q/—‘*i’éﬂ
Hanb Binfba et rHERER T EEI*EXJ‘$ BE L5 B v R A 4 A 35 T b o T VB L » L AR
22 AT 2 3 R B R L DUV T SR A o PP A A F RS

®3 EMNEHENBEFFEENRALTRE

Bk T a3
AT TR >50 ‘ 20~50(4) 10~20(£) <10
FeVFAH R 2 +20 :[ +25 +30 +50

7.5.3 EERBHNE
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AR TR £ bR T R 0 A A Y T A VA 45030 95 B8 0 o, 526 B o A 2 7
e B0 AR o 5 R P 2 W 0 R 7 (BRI B 52 0 S S Y B B I Lt
10 T AR 00 5 9 1 T35 4 3 0 R 5 AT 200

7.6 FTiRIE
B 7.1~7.3.7. 5 AL N ] — R R AT AT IR 2
1.7 ZHRKE
BRAIIERISN 3 7. 1~7. 3.7. 5 fHLE AT AT
8 #£RitH
R AR ZG5R B B DUR B 3 o T, B L) B 545 T35 (me/ k) 353 . B2t (D HL
S BERARN e
w = PT’L—Xm (D
A

o PRI R B R BN AT (me/ ke) 5

p — FEBUARME AR RN PN A R BV BE L S0 R BT (ug/ mL)

A TR PR B o S T

Ay FEBRE TARB P Yy Y (3 R TET 5

V — R R R e AR B T (mL) 5

m — AR R AR B, R 72 ()

THRGRUE T YA TG 2 Yl R 5 R B AR P ERR R 2 AT, 58
1 mg/kg Bt 4L 3 A HBE.

9 WEE

TEEEHERIET  IRAM 2 Yol r WAL R X 22 A B TR (D), 1% 4,
IR T RAFE 2 YL WAL R A 40t 2 A BB (R) , % 4.

F4 EEHR()MBRAERR)

. ' - B | BRE®R I
0. 005 mg/ kg | 0.02mg/kg | 0.5mg/kg | 0.005 me/ke| 0.02 mg/kg | 0.5 mg/ ke
1| P 0.00050 | 0.0036 0. 044 0. 000 91 0. 009 2 0. 089
BN 0.00059 | 0.0025 | 0.024 0.000 63 0.01 | o0.083
EREE T 0.00042 | 0.0041 0.031 | 0.00056 | 0.0071 JINERED ]
4 ol HL 0. 000 60 0.0027 | 0.0080 0.00102 | 0.012 0. 054
10 Hb

ATk SR  SACF S 0 sk 90 Sk S 0 s FR R0 0. 005 g/ kg,
1T &M@
0. 004 mg/ L. 9852 . 950 FF A . 96Uk 5 S 00 5 o s LB o A B P e B AL 1,
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x 10*
175 }
15t
125
1
0.75 }
05
025}
0k - : : .
5 1 15 3 25 3 85 4 43 % 55 wmm
1 0.004mg/LEHfE. . EFE. AEETIRASERRE RN A SRR
0. 004 mg/ L SR . 550 I  SUHURS T AR, L 550 che I RUR T M T P B B s - ) IR ) 2,
T B Wl R
x 10° x 10
1} L
I e I s Ty
0.5 I 386.9/281.8 s 434.9/249.8
i 4
04 F
02+ 2
o e e e
D5 115225 3354455 55 tom 05 1 152 25 9 85 4 45 .5 55 imm
) o7 {EL W B
x 10* % 10°
3l w7 35| SRR T
1 386.9/350.8 5 g 434.9/320.8
0.8 i
06 el
0.4 1l
9-3 . v o5l
05 1152253354455 55amin O 057 159 25 5 35 4 45 5 55 rain
Vel 1B e o A
x 10° x 10°
ST Sk ERE R T A 2f  GRRRE T
‘3‘ 418.9/261.8 15+ 450.9/243.8
2+ 1r
1F 05}
o 05 1 152 25 3 35 4 45 5 55 t:min 05 1 15 2 25 3 35 4 45 5 5.5 t,min
Wl R i O (i
x 10* % 10¢
1 S UE B X ! ki kT TR
08} 418.9/382.3 I il 4509818
06 i 0% |+ S
04} i‘ 04}
0.2 02+
.

05 1 1.5 225 3 35 4 45 5 55 tmn

(Vg = p—
05 1 152 25 3 35 4 45 5 5.5 tmin

2 0.004 mg/L SAFE. S FBE . R HIE IR  0  E AR A e A R 1R AU F i
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O AR O R A AR
(AW R %754 18 545
(MBECHRAS: 100125  POHE. www. ccap. com, cn)
ACETENR]— )~ g
FAEBREILRRITNRAT  SHHBA s 28
* * *

FA 880mm < 1230mm 1/16 Epgk 0. 75 FEH 15 T
20I84E 12 A1 20184F 12 AL 1 RENRI
58, 16109 » 4672
FEfr: 18.00 ¢

&R @iss
EIRAEE: (010) 59194261
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