N L E ) LC-MS/MS Rl GC-MS/MS i 58

ST R
KH SRR, PSA syt B #HFEHE 4L, LC-MS/MS 5i# GC-MS/MS I 5E,
PIERIPE (LOD) #1251 pgkg, EEMR (LOQ) ¥4 2 ng/ke.

SERRAELPRR.
1. HhilEf

500~1000g XS, 1%, BIHRIRAF.
2. $EE

59 S1HKJGHIRES, INBSER 20uL, /K SmL, JiZJE 20mL T 50mL 2k ES
O, PRGIZEL 20min, HA 10min, MASEALEN 1g, ToKBRERE: 59, TEAT,
8000rpm 5.0 5min, _FiE A .

3. b

WRBUGK 3mL, hn 0.15g Jo/KimEREEAT 0.15g PSAVRS), ##HE 5min,
10000rpm 5> 5min.
4 . LC-MS/MS il 5E

B AmL i34, 35 CEMAEIE T, A 1mL 50% L&/ 7K fifhkids, ol s
JE M 5E
5. GC-MS/MS &

B ImL 4, 35°CEMAEIET, A ImL 30% A FH/ O e il vk i ,
3000rpm &0 5min J5 I 5E o

T oS =8
1. 55 LCMS-8060 % 41
TRORH (3t 2 2 21

Bi%FE: C18, 100 mmx 2.1 mm, FifE 1.7 pm SR 24 (g4,
W 0.3 mL/min;

FEIR: 40 °C;

BEFERD: 2 L



WEIAE: AN 4 mmol/L R, B NHIEE;
1o B e AR 7 L3 1
X LB VR Y

i TE] (min) A (%) B (%)
0.01 70 30
5.0 10 90
6.5 10 90
7.0 70 30
10.0 70 30

Ji %22 S A

HTUR: ESI-;
HTREOHBE: 45kV;
WA & 3.0 L/min;
TS A 10 Limin;
e 23X 10 Limin;
Wb s
JBi ) R BE . 250 °C

IR 350 C

PR 250 C;

%2 3 I MRM: 435>330(16eV). 435>250(28eV).

A

soojl}?pgm‘\jgg}?}}gvgg('} QE 150 5000000 —JL7:Fipronil 435.00>330.00(-) CE: 160
{L7:Fipronil 435.00>250.00(-) CE: 280 [17:Fipronil 435.00>250.00(-) CE: 28.0
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2. i GCMS-TQ8040 &% 41t

SIS %M

i Rxi-5MS (30mx0.25mmx0.25um) ;

BERETRIE: 260°C, AN4riftitErt.

FERFEFE: MIUGIEE 50 C, fR£FF 1 min; 20 ‘C/min; 125 C, f&£¥F 0 min;
10 ‘C/min; 290°C, f#%F 5Smin;

B2 IR 280°C;

B #5250, 80psi.

Ji T 2% A
B IRIRE 200 °C, VEFIEIR I E] 5 min;
Z NI MRM: 367>213(30eV). 367>255(22eV).

S A0
210, 000} 10, 000
- 366, D052 90 (100} 51, 000) IL:366. 90>212. 90 (L. 00)
75?4:366.90)254._(_)_‘90 1.00 iﬁggﬁig %éﬁ; . 5_4:366.90)254. 90 (L. 00)
5. 0—:
2.5
15‘.4 15|.5 15|.6 15‘ T
S SR M £ 3 2R 9] s 4 Oy 2 s
g

PA bR BRAS RS A 77 v, oA tHBRIS N 1 ng/ke, € &R 2 pg/ke,
LR MEVE ] 2-200 pg/kg, (AR 70-120%.



