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130555 201203, A8 28 % HE 0 ) 1 o [ 8 I 2 ) M %
JT 5 k0240706, AR5 0T B Sh I [ e RIS 2 0
Z M5 k0301305, 7 - FRHAFy R ARERMIW A Sigma -
Aldrich A 7], #1452 STBD2336V . G485 2 JFUEL 2451 B A 5
M THERAR .. PRERB(5%) FHEREH (10% ) ¥
W B VLo PR R 2 A BRA R . L A k4l g B Fish-
er scientific A ], — H JEF G ( DMSO ) 2 i 4l , W [ [ 2
LR ARG RA R . LB ETES, W H Sigma - Aldrich
NI
1.2 ME5%E

API4000 Q — trap ) — 5 PUZ AT/ 25 F BIF BT, &
W5 55 L 2SI (ESTIR) (R E RN FHAEY R G AR ;1200 RF
ROBAR TS RS (L E LR RHHA R A ) ; CTC PAL B
FhiERE 4% (CTC Analytics, AG, Fii 1) ; FA25 AU 75 3 5] 32 Ml
(Fluko A7) o
1.3 RESh R A E

SRS B VLR e B AR , B TR A 5
30 Hifto #M9o32h 2 4, Hivh —2H 25 DU 5 R LR 25 R
BEN FOREHM U BRI A B3 &R
— Xt IR, AN VAR 259, S ANAES 25)5 3 d )
RGBS AN, F -20 CIRAFE .
1.4 &KXz x
L4 1 RAWRMET/EFRAECH  KHRIUE &R H
RER FRRZ AR, /35 & T 20 mL 2, R
DMSO ¥t 2 25, A R, 00 #8550, B 1 mg/mL 1)
PRERE AR . R RS ARAHX 100 L Fp g 2 T 700 wL
R B 100 we/mL R A TAEMR . R Z NGB0 S
B2 5.000,2. 000, 1. 000,0.500,0.200,0. 100, 0. 050,
0.025 wg/mL (IR G RIVPRUE LA IR o
1.4.2 WHRLEBERMES  HERBGE & 7 - BRENE
SHEPRERR , BT 10 mL 58, R DMSO % JF & 45,
P ERS, FEO AT, TR 2 mg/mL AR IERE & M. R
LIEHBE 2 200 ng/mL, i 745 1 o
1.4.3 =OJLASSRKIE  FREC—E RIS D ILARES, 37
W, A 10 GEARARY 50% 2 , ¥ B i 5 F 0K, R F i il

SPRALHAT IR, 15 20— S HW

4.4 P CAEMZMATAE I BS wl RAVERE LR
(5. 000, 2. 000, 1. 000, 0. 500, 0. 200, 0. 100, 0. 050
0.025 pwg/mL) A 2 50 wL 25 [ LRSI 9R 0, I8 e 4
30 s, A 150 WL A7 TAEVR, W HEdR % 3 min, (178 05
SN F 4 C 14 000 t/min £ FESL> 10 min, B 150 plL
FIEWOMAZE 150 pL LKk RE AR R . FRERD
LI RPN E K 2.50.5.00,10.0.,20.0.,50.0,100. 0,200. 0,
500.0 ng/mL; LA ZJHE Ay 10 REARBUAIHR , BRIHCAE LA iy
E 0B A 25.0.50. 0,100. 0, 200. 0, 500. 0,1 000.0,
2000.0.5 000.0 ng/g.

L4 5 M NLAMERATAL I A2 DL 5T )
50 pL, A S pl &, (5528 R InRE dh (bR i 28) 19
BEFURAF—E A 150 pL & WARE i, #iEdR % 3 min,
F 4 °C 14 000 r/min 44 F #5010 min, B 150 pL F3ERN
F 150 pL gk RGBS SRR

1.4.6 HPLC 3% 54 K1 CAPCELLPAK !0 j%4: (MG,
50 mm x2.0 mm,I. D. 5 um) ( HARKA )  WmaMH AR
0.1% 12, jishid B A ZNE - FRECARRRLL 12 1), EREARR
10 wL, BhEE BRI A IR 1,

R1 BERRES
DiL VY
FE i omn ) (a)
1 0.00 500 95.0 5.0
2 0.20 500 95.0 5.0
3 2.00 500 5.0 95.0
4 3.00 500 5.0 95.0
5 3.10 500 95.0 5.0
6 4.50 500 95.0 5.0

B A R F LIS 25 B 7 IR (EST) | R H 6 g 75X,
Ry 5k 22 Bz i ( MRMD) o J5i 33 B 1 5 2 2000 5
CUR 40. 00, CAD -2.00,1S - 4 500. 00, TEM 400. 00, GS1
40.00,GS2 50. 00 ihe ON, fL& ¥ i S KL% 2. R
Analyst 1.4.2 Filf RAEG ST o

R2 UEWMRESH

N . . HE(V)
i BT L Al HA 4
TR m/z353.9/289. 8 -80 -18 -10 -13
AR m/z320.9/256.9 -80 -16 -10 -11
WA E m/z 509.4/450. 4 -85 -14 -10 -13
7 - FIWFE R (W) m/z 161/133 -70 -28 -10 -9

L4 7 Jmpr A fE S 10 A 20 5 i 25,50,
100 g/kg JF i B2 K- (19 S 85 3R L BUEE &L 50K Je 25 X IR
it B R BE K- B2 3 AP AT IR, 7153 3 Bl I A A
[ e AR RS AR i 22 (RSD)

2 ZERS5HH

2.1 R#ESEMHe R
AHEE HNERE AEREENEESTESHN
323.13.356.22 358.20,3x 3 ™MEAWH &4 2 4 CI BT,

CLTEARA A 2 R E, BI® CL7T CL, Har F 40 3k
34.969 36.966, F R4 M 75.77% 24.23% . NG
A RABRE , LA CLI ML A B AR L & Pt A Tl , 2531
BLEPCLERR U R BRI MERh 4 1 i 4 )
N 322 355 357,

TSERLH] 50,100 150 ng/mL STt Y588 % | P
B BOR R B AR, AT Bl i 2UAE 0 B8 B
R T 2 L T8 F m/z 551 3209
353.9.355.9, Hh 50 ng/mL 4355 F ()0 1 7E 10° cps [t
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I, B AL BB e BE . LA 50 ng/mL &k BF A 7 B 1
BSR4 T A Sh LA, AT E B s W B B T m/z LA A
Jif¥) DP .CE .CXP S5 (3£ 2) . feZtifb ESI UG MR fUE |
BT EE SHRESEG
2.2 @it

AHER WER UK H Y NS, W2 E
TR M. AUFELLE 0. 1% LR 1E R KH,0.1% 2,
PR RO 32 70 17 H B, R MR B iR A A5 5 9 5 3 5 A58 L A3 R
P — ZIEVE B YA, BEE A DU L B3, B AR £ B st
)i, (H 3 B RCR 4 2% , SR Aa HIUAH L et 0, e e 4
BE, RPUEKZ K, FREVEIER 3 > Hirfb &9 Rt
GBS, BRI S IR I B [l 5 PR I A B R, T
FERC SR PR 3 Ak A W AR I 50 85, TR A 3 T A i sk
KGR
2.3 HBEER

JiE P AR S B SR GRS . AR M T B
M ZIEEBTIER:, o BRI BICRE 2 R 95% , 45 58K H
IR B, AT A R A S AT AL B AR
2.4 FriEe KM E T E R A R

FRUE TAEHIZR AR TR L 1. 4. 475, iEFE 10 wL, ZEAT
BT E IR ST SR Analyst 1. 4. 2 BPF AT 5000 (9
RES T W25 R IAL G A0 P AR g AR ) A S S
JER I R 1 5 72 ( quadratic ) 304, 13 2 ACE K 74
I/x*, AR HINER BRI H LM MR &
PEYO LR 3, M WL 1 & 2 B 3, WAEER . CH N
R RACH R T RN 25 ng/g, i 1 T BRI F W 4
MR T7.2.53.5.320. 4 (&4 5 K 6)  fFAEMLL(Ry) >
10 fEShE B FRRMEESR . SRR LG 3 B, SRARASI PR 43 51
42.50.2.50 .1.25 ng/g.

£3 ERAFREEXRYMEEEE

% pE—
,J% [EUﬂjJ—}? r (Mg/L)
AHE y=—4.82 %1074 +0.000 736x +0.000 15 0.997 9 2.50 ~500. 00
MER y=—4.94 x10 "x* +0.000 746x +0.000 22 0.998 4 2.50 ~500. 00
BAICFE y= —1.42 x10 %4 +0.002 400x —0.000 151 0.998 8 2.50 ~500. 00
0.26
2 024 R 0380
N 0.22 N 0.70
% 0.20 S
= 018 = 0.60
% 0.16 % 0.50
5 A=
z 8:}3 Z 0.40
g 8(1)2 g 0.30
= o = 0.20
0.06 z
& 8~8‘2‘ = 0.10
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Bl SERIREME E3 @EREIREMmLE
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Q 8%421 1 600
= 0:20 1 400 S/N=77.2
£ o8
% 014 i 1000
= o
E] 8%(2) g 800
8 8.82 = 600
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¥ (ng/mL)
E2 F@REREHZE

2.5 JmizEk &

3 FZ5HI7E 20 .50 100 we/ke VRANZK T (49324 | i %
4 93.26% ~97.25% ,RSD J 0.47% ~1.83% (£ 4), A
W, 7R 7 AT R P R R B R A R IE R R
HNER,
2.6 Hsh LI P YR E 6 M E

2 GRE G A0 RS SRR 8 3T Analystl. 4. 25K PRTRE,

WLRBE b W B 2R IR R RURJE 5 19 - 299 B 43 ) ok
735.1 470 .1 540 ng/g(El 7)
3 #Ziv5itie

AWFFESE TR HPLC - MS/MS #ail & Py vh S 3 K |
RS R AR JE 5 3k B B RN Dy 12 , R P 97 1 e % SN
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2016 445 44 355 12 1

— 319 —

LR B2
1600 1.76
1 400l SN=53.5
= 1200
&1000
b
& 800
£ 600
400
200
0 vG%QWVb%QWVb%QW‘;b%QNv
RAANERRARRAAA AR AARANA
B} [ (min)
E5 BHERTETRIEEL
5000
4500 S/N =320.4
& 4000
= 3500
g 3000
= 2500
= 2000
1500
1000
500 L
0 AR IR EE IR EE
NESNEUA N RIS
B} ] (min)
Ee6 SXEEEZEETRAEEEL
x4 SEZ.PREZ . SERBENMIREKZER
; IR I3 i vk i [l i RSD
R —27—
B (pe/ke) (%) (%)
AHE 25 94.33
50 96.72
100 97.15
Sy 96. 07 1.52
iR 25 93.26
50 94.52
100 96.87
Sy 94.88 1.83
FAEH 25 96. 34
50 97.25
100 96.99
Sy 96. 86 0.47
30.0¢
28.0t
26.0t :
< B ?
2 5000 AR
= 18.0f i
= 160l :
& 14.0
= B o
g0 HREER: AR
6.0 i o::2.08
4.0 1S
2.0 o
I A e SV P 6999 b 6560

Q. Q. Q. Q. \' \. \. \. \. ('». r\'. {'». f‘». r\'. fb.
fsF 18] (min)
E7 AAEBANTEEER. PNER. fFEERE

2 50% LG A1 )E  BU50 WL S1ARS  IMAS pL 2,
PLT - 3 SR MR Jo T IR A A 25 IR 4R 4
H T AW . %Ik R 547, IR R 1 ~3 min, 43
MR, L 1) S AV T FRAIG F [ R B 2 30k B (IR
TIRR (100 ng/g) o 2751 1Y IRl AR 5 o, 58 4 ml il 2
B EE R LAWY B IE

A NG N TR A R IS Bk B R () B AR 2 H A
A S S, S R ER BRI ik iR ER £ .
P Wt fRR 455k Al HPLC — MS/MS vy MR g P S E 252
YR 258 BRI T %, LA 2% Bt TR BRI, HOF- 2 [Tl
ZH78.17% ~99.86% , {HALEA BT [E] A 2. 63 ~3.72 min'™;
ARG ) T E) BB 48, A 1 ~2 min, HAE SHAL BRS8Ny
fAj 5.,
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