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(1200 mg /K BRFREE . 400 mg & — ikt H —N— P9 5k
fiE ke PSA . 400 mg I3+ /\ e SL kK C18. 200 mg A7 4
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(2% S i B e A IRA F)) s LR IR CA LA,
0.22 ym, FIFZIELIRBHE MDA BRA ) ; S5 K
F Ak (18.2 MQ),
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HP-5MS {6354 (30 mx 0.25 mm* 0.25 um, EE 2 HE
)5 8890-7000D = F U A% #T < AH 4 1% 5 415 BE A AX (3§
[ % 5 f&); XSE204 L F K (4§ £ 0.1 mg, Fi &
METTLERTOLEDO ZA]); Milli-Q #4fi /K L (75 [ 2R 58 5
5430R [ BV VR 25O AIL (TEE SUAE) ;. IKA MS3 g iR &
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1.3.1 Hsmarkt

HERIARI 2.00 g FRAE & ORI 22 £0.01 @) '8 T 50 mL
BLAE N, n 10 mL W ARG % A R, SR IEER A X
A, ZERHE 30 min, ARG, FIRAWIATL 75°C 1
KB HINE 30 min. FIA 15 mL & 1% ZIRIY Z IS,
WIEIRS) 5 min, A QUEChERS #hMris 5 f1 & i % 24 i
5, ST BRI A 5 R LR E 3 min, FJS 4000 r/min B0
5 min, W8 mL FiHWE R RABOMLE, TlieiR>
1 min 54 4000 r/min .0 5 min, WE.LG LHEREA
PLARBALIE R 38, R UEM T 2 mL R @R/,
FT 24 h N 5E X &R HT
1.3.2 #of 7P TAR R

100 pg/mL (4828 F IR R v &, O IR R
B 10 pg/mL MARIERE AR, WG — 18°C W RIRAT

RN, 2 9 B bn HE Al A T, 23 ) TR ) A vk
Bk 5. 10, 20, 50, 100 #1200 ng/mL )5 i 2 51 TAE
VT
1.3.3 GC-MS/MS 4

SAIESIE: HP-5MS(30 m* 0.25 mm % 0.25 pum);
AN He, 4014 99.999%; H i A 1.0 mL/min; #F
FEREON 1 L JERE RSy 280°C; AL 5 XN A 705
FERAR THEAR 7 4 60°C fA4F 1 min, LA 40°C/min JHE %
170°C, P LAk 10°C/min JHif & 310°C, f£4F 2 min. 5%
IR 280°C,

JEE A& E BRI (BLIE) A 70 eV; BT IRIE
o 280°C; (5L BE hy 280°C; &I A% — H I MV fie O BH
FIA] A 5.52 min, 2 HE X (m/z 147.0 > 103.0) FIE
B (m/z 147.0 > 76.0), fili {4t (CE) 435k 10 eV Fl
25 eV K FHE B 1) o 10.25 min, & i B 1 X%} (m/z
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259.8 > 130.1) Ml & LB F (m/z 259.8 > 232.0), Ffli i fig
i (CE)4r 3 15 eV fl 5 eV,
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AN 92.5%; BFIt, JUTFTA I KR FHRE AL 4R
TR BT R (B 1) BEE MR E K, R IRl
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PRI A R M AE B 4K R 30 min, JKIRA B A B
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2.3 GC#HEMREML

gl 2 Fros, ¥ GC #ERE DR 40 51 200, 220,
240, 260, 280°C F1 300°C SRAFFE HEAE 15 B XF 4B —
T IV J i 7 (LY 2000 DAL T L 405 24 R I e 1)
M o, {1 P o 3 S T T e AN TS o, IR AR B A ek, R
P B ) 2 i e, (R AE AR 11 IR B 5K 300°C B, i )i
HILTPAAE, JF H BT 0 58 (0 @ SO0 o HERE 1136 BE 1Y)
TR I 2 L5 W B 5 I TR AL R AR I R o AR A
PR RE W] RE 2 S0P BN RB B 4R, DT S E0pk U ) 5
e (ARG« o AR IR BE Rl s, R i ) BB 23 i el ik
P, IR TR, Al e AR R AIG, H E
H4 280°C 5 S AR GV B 1) i il AR IR S
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Foens i min
B2 GC i+ R EXBE Z I 2R 220
2.4 BRI R0
B 1.3.2 TP Sl bR oE R TARRS AN 1.3.4 ThECHIY
FEARAE R D) TARW IR, #e IR 1.3.3 AU J et AT I
P T 2R Rty AR R O R AR ) g 1 i

®1 AEF. BEFREREZNEERE. AXRE)CE

S ey S RE ()
WERIARMERN S Y=2587.918199X—37713.428025 0.9803
ILFRFRUERTZE 7=3963.916089.X+38306.071834 0.9987

R ol R X I AL T R By T, L (1) o
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x100% (1)

Ao, A FoREE bR PR B TR AR, B R
R TRT vl o B v R I A 1 5 F e . T 2R ME (B
T 0%~20%, WIFRA 555400, 7€ 20%~50%, WIFR N
AR, BT 50%, JUFR SRBON .

PNl HE TR AR IV g A R SR AN L 2.

2 AMRETHE PRI R
W (ngimL) TR T O T T e
W
5 64610 290 22179
10 81587 907 8895
20 115821 7731 1398
50 239338 39770 501.8
100 414055 237229 74.5
200 840534 484141 73.6

AMIEFUL R, WEZm . 20 mHER L R
O o HE KN 235 W (A G5 W T IR, (0 60 3% 04 5T 5 HLOAR XS
Fr, BP& T8 H AR e AE o pr Ul 1R
AR S v QSR T IV e i JEAR ME HE ZR R RIS L 5
10, 20, 50, 100 #1200 ng/mL, #H5¢ AN 0.9987, 1
TRV L A 7 R AR v 26 7Y 0.9803 PRI R FH 4k o s 1
ity A T T A ORI R i A e i JEBON X MR BE FIOR %
BERRE , 42 A R 1

1E GC-MS/MS H, He sl 2 6 B 0y Y s Ak i .
L2 PR, AR IR A LA B A A 6 IR EE i1
R R IE TR o FEFU A T 3 E T GC @ik E
R ERIE AL, X EWE A EZ R H]E MS K
WS, WK 2T LA, FERERE K, ME Z#FE
I, R IR o 1 T Ay e i A v vk B A, W
A5 H AV U 1 40 S e e P s o i R et
HEH
25 EEMR. HHR, BEREMSEE

VS LA, AR A I ST 4 S i i Ak B 7 15 2R AT
KT FF RN AR WY IR N pR KP4 02 5.0 10.0
50.0 pg/kg A M AR SLEG (n=6), 45 REKH], BH ZHI
STV e 1 p TR A A T DK 1 05 245 PRSI e %) R T i R 7
84.5%~90.4% 2 [i], RSD < 6.5%, ZE&MR N 10.0 pg/kg,
K HBRN 5.0 pg/kes
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