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FERFFOSE PR B - H 7 % B
SHEeE-RiEE

1 JEH

APRHERLE TR T A R P B SR BB FR Y (BAR D M RRd W T e A 5%
I35 4 B 1) & B Rril ) e A0 SO B 38 B TR U S 7 ok

AFRHEE T TR AF AV IR P B - AR IR 25 (e % AR R T W T s e &
I3 L2 ) & Bk AR .

2 MEHSIAXH

TFISC P A FGR AR HER 5 | T B AR ME R 23k, AL T H RS S, Kb G BT A
FMB B CR IR BRI N 25) BB T AR A TE F TARRAE , SR , S IRAR 48 A b o TR B B 450 BF 9
ST A X B SR R BT AR . FLRARTE H #1805 SO  HoBa A I8 F T A 4R,

GB/T 6682 4r# skt % KA AT Jr i

3 iR

3.1 #HAmHE

BUEBHSIR 3 000 r/min B0 5 min; FHEEE VR AT, LREFF 657,
3.2 BEBHIRE

—20°CoKAR A7 A

4 PEFE

4.1 FHEBREYRE
PR RE AN B ZAAMBI NI R WTE LM E R IR T & BRG BE BRS39S BUR
pH, SR /G F . FR Z BR AR PR BEIR S VA 70 R I, AR OBBE R4 28 T S RRBR G v vy R A 3 HI S 732 #66
B LA AR R ESR TS A = R = R Z B (BSTFA A, AR J5 R Rl 8 TRk AT
SAREEFEI . AlnkER.
4.2 RpFakiR
BRAES A VLEA , ZE 40T b 6 T BR A B A3 AT 235 KR AF& GB/ T 6682 BLEBI—4UK.
4.2.1 OHiRe% . O E AR/ T 98.0%.
4.2.2 HFRFRHET  SHRMERRET AEOT 98.0%.
4.2.3 TR SV T RAEADT 98.0%.
4.2.4 BEARRT . FPARED AR TF 98.0%.
4.2.5 HmEBOM. SHRAZOBAROT 98.0%.
4.2.6 LR LEAREOT 98.0%.
4.2.7 Zm#k.
4.2.8 ZMRZW.
4.2.9 HHBE.
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4.2.10 gfksh.
4.2.11 S&E k.
4.2.12 Z7.8.
4.2.13 WA,
4.2.14  FACTPEEAWE 4 % B SRR 4 mL 20K % 100 mL.,
4.2.15 ZRRZESRABEIRAHN AR A6 4,
4.2.16 Z MR 0. 02 mol/L. FREL 1. 54 g ZFREL, /KB AR IFMFE S 800 mL A4, 7 pH &
5.2, EA& % 1000mL,
4.2.17 SEALBIEW 2. 0 mol/L. BUEE L4 40 g, /K FBER] 500 mL,
4.2.18 SCX /M¥ :supelclean, LC- SCX Sep Pak /pE 500 mg, 3 mL, 80 Y4 # ,
4.2.19 X =HERER=HZBE(BSTFA),
4.2.20 B-Hi%EMEEEFTE R (B - glucuronidase)3 000 U/mL, SiA %4 .
4.2.21 #RUEESWAIECH -
4.2.21.1 BB BETFREL 10 mg FiRP B -2 AR5 T 100 mL B , 2 1§ REAL AR
W BE R 100 mg/ L (AR HERE &, BUEE 4 CokA PR g BRI 6 A .
4.2.21.2 TAHEW A BIRBSAES R EAARE W T R B R B I 5 2 O b v A A R
2mL,1mL.1 mL.1mL# 2mLF 100 mL &S, A FEREZZE MRS DT HXEEL D
Jii 2 mg/L AR =R g -S2AMShMZZH) 1 me/L (PRIHE TAER FFE 4°COKAP & .
4.2.22 AR WRBCH] RS BFREL 10 mg RFEIK/RARMES T 100 mL 28R, IR BER 2 X, H
AR 100 mg/L BIBRAERHE S0, BAE 4°COKFE A ORTT s A ROW 6 A o TR 68 & W 7 B BN
500 ng/mL, FFIRTE 4 CUKFEH A H .
4.3 {uEmigs
4.3.1 S mEss A (R B Shdt RS A EL D .
4.3.2 5y#iRF 4k 0.0001 g,
4.3.3 R 0.01g,
4.3.4 HFWAL.
4.3.5 BEMHEFEREE.
4.3.6 BUR#F (B2 200 pL~1000 pl),
4.3.7 B (BF 20 pL~100 pL),
4.3.8 ~5)zE.
4.3.9 ERESE.
4.3.10 BE.0HL.
4.3.11 L MR 3T,
4.3.12 pHit.
4.3.13 JeEwkaaiL.
4.3.14 faif%tk.HP-5 MS AR EBLE G, 30 mX0. 25 mm, BE 0. 25 pm, A% .
4.4 MESR
4.4.1 RABpoH &
B S
— IR 5 g R o PR R

2
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—— LRI 5] G 7 R AL VE RS AR

—— RGBS JE W2 FVRE G, BOINGE BV BE B AR HE I OE S 2 Rl
4.4.2 $BEX
4.4.2. 1 FEHFEES FREL(50.05) g it F 50 mL B0+, LA 10 mL Z ER&A W, A1 1 min, fiI
A 50 uL. 3000 U/mL # p -#Z BB H MV BORT 100 pL AR TAEW, 3 b 35 T 78 60°C HLAE v B
2h, B§#SS, LA 5000 r/min B0 10 min, YERBR T 5 — 50 mL B&.O0E S, REEREDEHMA
10 mLZ, FRER¥E ¥ . 25 30 s, L) 5000 r/min BS.L> 5 min, &332 BOK , I E S AL MES pH £ 9.5+
0.2, LA 5000 r/min B> 5 min, B _EIHRBL A 8 g AL, IRG(E R M5 R LA 2 .
4.4.2.2 FERAES AR 5. 0 mL B & T 50 mL BLOE S HZBEY pH £5. 2 GMA 1 mL Z 8
VWA 50 pL 3000 U/mL #Y B -F 25 WSS B BRI VRORT 100 L AR THVEME, 35 b 35 F 76 60°C A G
f# 2 h, BEMS, FIEEALNERET pH £ 9.520. 2 JEIMA 2 g S4k8h, IR 0I5 e ab 28,
4.4.3 %

FERE SR BUR T IMA LR LR S R BRR SV R BUKH Y B -2 sh R 25 . i, AT
BESL R 20 mL, B BRAE N 10 mL, B0 5 W B bV W, I LA RERFR A TR A 3 M ZE L — K, B FE AU
1E 60C/KIBHIERRAE T, A 3 mL Z BREE WA EAHREBURL .

B E R R B MRS 5 mL FEE.5 mL K 5 mL 30 mmol/L &L I5 (LY FH B skt
b SRJE R 5 mL /KA 5 mL B EERKEE , 35 2Pk, T SCX /e, BEA 6 mL 426 &40 B Rk A, Wi g
PR, 7E 50°CKB R ARSART.

4.4.4 frE

TE 4. 4. 3 RTJE AL S BRI A B 26 f1 BSTFA %& 100 pL, BB A, 3 0, 4 80°CHA T4
60 min, ¥ HFHFTEAHT.

4.4.5 FRETIEmhRS&

SRR 2E FVRE S R R IER A TAE WA b v AR HE TAE LR, 2R MR T 4% U T RRBE AN B A 45 B I
Ty g s> 514 0 pg/kg 1. 0 ug/kg 2. 0 ng/kg 5. 0 pug/kg,10. 0 pg/kg, LA 45 B FFE 52 2 O R 3 vk
BEH 0 pg/kg 2. 0 pg/kg 4. 0 ug/kg 10. 0 pug/kg.20. 0 pg/ke, HAWEE A 3 A F47RE, FF-H1EL HbR
ML .

4.4.6 GC-MS S HHFUE

B NE 4 He, 8% 0. 9 mL/min;

PERE IR BE . 220°C

ARSI 5

HERERAR 1 pL;

AR RRRE 70°C (f24% 0.6 min), B 25°C/min #FHEE R F 2 200C (£ FF 4 min), F U
15°C/min BFHEERFF 280°C (fRFF 5 min);

GC/MS (&84 IR FE . 280°C;

WFEER .7 min;

EM HfE . & TR H & 200 V;

B TFIR(EDIREE:200C;

VYRR AT B 160°C

PR TS . (m/2)86,277,296, 311 (/4% ) ; 86,212,262, 277 (RhER 5855 # ) ; 86,350, 369,
440 (Pb T Bie®s) 72,223 (IR 386,277,333, 352 (BFA 455 ) 163, 234,250,502 GETR L L) |
4.4.7 mHERE*

4.4.7.1 EtkREAESTERNRENEZERNET 2 s, FATIBGEES THFEE. Kb, KK
3
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)5 45 B 1A XTSI B (55 B ) A1) R et s v AT 7 35 26 88 M XoF 5 BE SF- R (L ) - 20 6 (R v i 4
B e b5 e (SR LG T 10 %) 8] = 50 %6 (e i b 30 B e 5 LG (K 58 B EH /T 100D
4.4.7.2 wEFE UBECEEFIHEEES (m/z 86) MRS (m/z 86) .7 T BEBE (m/z 369) .
PEAT4R T (m/= 86) MIZETL L B (m/z 250) 5 AR ES F (m/z 72) I TH B HL HEAT B R B & sl B M
.
4.4 8 =HitR

BRA RS , SR A 52 AR R A0 I 52 45 B AT AT 3R AE .
4.5 HRiItEMRR

A B -2 R BRI AR BB B (ue/kg B g/ LR (DITH,

X=%f ................................................... 'e))

A

X —A# B -Z BRI RGP RE '], BN E T RS B (pe/keg 3 pg/L) s

A —— AP S AR B M A TR LU R B -SRI R YRR, A
(ng);

R RATEG

m ——iREE R, 0 R sk ZEFH (g B mL) .

HHEERMBS AE, A 2/NUSERAL.

S MMAERYE ARETNBEE

51 R¥E
AT AP : Fh AR AR T W T REBERIE AT AR K 1. 0 pg/ke (B pe/L) , BT KR LD
MRy 2.0 pg/kg (3R pg/L).
5.2 HmE
7% J7 ¥ 0 [EICR A 60 96 ~120 TG .
5.3 BEHE
AFEGH AT R R CV<15%, #AEFEH CV20%,
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M R A
(BAEEHR)
B-ZEHFREENEEER

Abundance 86
900

000 Abundance B6
] A 260 000 B
800 000 1 240 000
o o
600 000 7 180 000
500 000 3 160 000
140 000
400 000 120 000
300 000 - 1% %
200 000 37 60 000
E 40 000 !
100 000 204 277311 , 187 262
9 116138 7 || 34136%05"%%5¢"8%528 20 oog j 106132166 212232 {282, 3335,
m/z- 200 400 miz— g 170
72
Abundance D
86 500 000 5
Abundance 450 000_
] C F
450 000 400 000
400000 369 350 000
350 000 200 000
300 000 ]
250 000 1 250 000 %
200 000 200 000
150 000 150 000
100 000 5 100 000
147 ]
50 000 07 265 240 500007 [101 223
0 l 1” l 1?:&235 n .2?4 339 397 46185'05537 1 ,LI‘QILSLBLESM@ .2903124559394 443484
mfz - 100 200 300 400 500 miz—w 35 439
58 %6
Abundance E Abundance F
900 000 600 000
550 000
800 000
500 000
700 000 450 000
600 000 400 000
w0 o
400 000 250 000
300 000 200 000
150 000
200 000 100 0005
100 000 352
50 003 1‘1:51481 842122332? 320 {381 423 479513
m/z —» m/z —» 34 477
A— KT, D—EHHAR;
B—HETIRT E—3fw & Bk
C—¥ TheEE; F—BmT .,

B A B-ZEMIFRGHIMARY RERRULITENREERE
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Abundance
' 20 0007

18 0001
16 000
14 0001
12 0001
10 000
8 000 a
6 000-
4 000]
2 000-

Time—s

8.00 10.00

a—— DR B RTAEY
b——#h ik iR T Y,
VT BEEBERTA Y
d— MR REY;

e RIELERATEY.

HA2 p-ZUHBAXRBYFEBTEEER (RRERFT ., DT EEMN
AT IRER 100 pg/L, SR T RT S ERKREH 200 pg/L)

RICHERATEY —

N,

L

N

12.00

14.00

16.00

BA3 BEzZAHAGHEE

Abundance

4 500
4 000
3 500
3 000
2 500
2 000
1500
1000 b
500

-—

-

- O

M

g

18.00

20.00

—

Time—w=

10.00

15.00

2000

EHA4 BRAMERSER(BERECRHT IDTRENERET RMREN 1 pg/ke,
SH/HFMEES CRBMKER 2 pe/ke)
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J —_—

10.00 12.00 14.00 16.00 18.00 20.00

MAS BERZEAKAKEHRE

-g—— Y

e

J

d
10.00 1200 14.00 '16.00 18.00 20.00

BAG6 FERANERSEEBRRECHS DTRENHERSTENKES 1 pg/L,
DHE/FNER S CRFEMRES 2 pg/L)







