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hEE R T B -2 37 5% B4
R - BB R ik

1 e

AARHERLE T S IEIE B o PR A AR TY D4R VDT R AR UREE S RNARAR R X B
CHT AR AR 7 2 5 B AU A4 R BT (- A IR B 2 7 ik

AARUEE ] TRAT B A RIS R PR AR Y DT U T RRBE IR AR 3k
ZOM EOHE RS MBS B B4 SR G Y R B B R

2 MIEHESIAXH

TEISC ) SRR B ARAE R T | R T AR ME R 253k JLR I B AR5 S, RS B
1 B B O A5 B R K A0 BB T TRES AN IS F T A b o SR T » SBEJRIAR 408 A i o 325 R DR B 25 B 5T
FE A A A S SR I BB ARAS . PLEANTE B S URI SO LB RS & A T A Ao

AV FRAHU K[ 200311 5 B 2G3R B BB EAALIE GAAT)

3 K

3.1 HaEHHE&E
311 EATAER
T BB A v VR Y s U R, R

3.1.2 &4
St T v R A s A 19 TR A A
3.1.3 8%

Y B i Ve A 2 B S B, R R IR A A
3.2 HRHRE
bR BT A RS SR L — 20°C LU R I AR A

4 WEFHE
4.1 AERENFRE
ok 5k B 2 2 B, S SR pH E R BE.O ISR H, HEWRH pH B 45 H 2.8 2.8
FURUT 3 F Bk (TBME) $2 5, FF MCX B ARRE B 44k , TR 633 58 IR T vk 1 5E .
4.2 RXFF#E
AT BT A B350 R4 517 B 2 AN A e 4] K AT & GB/ T 6682 B M —4RoK .
4.2.1 FeAnfdk v 4% W T RGEE IESER T RN ER 2 O R T R AR D B A 4
B3t BB 5 SR F 98,006,
4.2.2 ZFRERZEMH(0. 2 mol/ L) FREX 15. 4 g Z. R4, ¥f# T 1 000 mL /Ko, HiE & 2,18 pH Z 5. 2,
4.2.3 ®mERE.70%~72%,
4.2.4 BHEBEIER.0.1mol./L,
4.2.5 S4B .10 mol/ L,
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4.2.6 ZBITE.
4.2.7 RTEFRE,
4.2.8 HIEE. ik,
4.2.9 HEKBERK:2%.
4.2.10 S/KHEER:3%.
4.2.11 HEE- 0. 1% FEREE M (10+90,V/ V),
4.2.12 p-MAEERET RS/ JF M BRESEE (8 - Glucuronidase/ aryl sulfatase) ,
4.2.13 FRAEAEAR (100 pg/ mL)  YEREFRBGE B 450 fo Ak 08 45 8 W0 T BB AR 8 L | AR
IR E R FCRS R RS IR A R B X IR 5 BB A B AL S 100pg/ mL BAR ERE 2V,
—20°CUKFEP IR AR 6 A
4.2.14 BEWRMEEZB A pg/ mL) A FIMEFRE 1. 0 mL #4545 ftobh , 70 245 5 Vb T el JE SR
B RN R E B RS AR BRI A R B AR ERE S 2 100 mL FE M, A F B R
B2NE, —20°C KA IR, ARUE R 6 1A
4.3 {uBEMigE
4.3.1 WG -BRBER (R B3 1D
4.3.2 RIERGR.
4.3.3 REEOHL
4.3.4 WPEBERGKE,
4.3.5 pHit,
4.3.6 BEMFEREE.
4.3.7 MCX [EAEZ B : 60 mg/ 3 mL,
4.3.8 HWAL.
4.4 AELE
441 HEMEE

R A

— BB SR R &, 1 S Rk

— B E B MRS B,

— BT A AR, BRINGE B B MR AE TR PR R B iRt .
4.4.2 BaEfE

HERRFREL 2 g 8] 0. 01 @) WAL &% T 50 mLL B0 L INA 0. 2 mol/ L ZERE W (pH=5. 2)
8.0 mL, FEfIA B-3h B M A5 RS IS/ 35 AL PR BEAG 40 pL, IRERIRS), T 37°C FRKBIRY 16 h,
4.4.3 1REE

B E E R IR, R EEIR AT, 10 000 r/min &# &0 10 min, i _HIEWF 55— 50 mL B.OEN,
HNA 0.1 mol./ L BEMER 5 mL, IBIEIRS, HEEmiE pH £ 1. 0+0. 2,10 000 r/ min &.> 10 min
5% FEBRERES—50mL BL.LOE N, A 10 mol/L NaOH ¥#iH pH £ 9. 540. 2, Il AZBR £ B8
15 mL, J& IR AT, I 4% 10 min,5 000 r/ min B0 5 min, R FEAVMHEZES — 50 mL EO08 N, B
T BRI AT 2P EE 10 mL, WEEIRS), 3 ¥& ¥ 10 min, 5 000 r/ min &.0 5 min, &34 VLA,
SOCTESWRT . A 2 HBRYAM 5 mL I5/% & H.
4.4.4 ¥k

MCX FEM B R F BB K 2 % BRI W45 3 mL 64k, B R 23 AR, BRI 2%

RAVAWE. A% 3 mL ko, AT AT 30K HBEIA IR 2. 5 mL BEML; BERBEHERE 50°C F AR T
2
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BRAYHPEE—0. 1% FEBRER (10490, V/ V)0. 2 mL E#, IBEERA, 15 000 1/ min 5 3£ &L
10 min, B EWOE R RO - 58 BT 3 E .

4.4.5 THEKEMERAMEHE &

SHEE R 9 F B-ZHBEIFIIR S TA/ERGE R, B ME] 2 g SHEEF, HIBHE R 0. 25,
0.5.1.2.5 pg/ kg MIF RIS ARINEE 2 4. 4. 2~4. 4. 4 2B BRBRAE LR £0 8- SR B FR 1S 10 5
4.4.6 WE
4.46.1 HHEBESEEH

gk . BEH Cis(50X2. 1 mm, 1. 7 pm) , 50 M 535 ;

WEhA: A0 1% ER ZIEESHGB AH 0. 1% B B /KA ;

B EEVERR . 0 min~2 min, 4E¥F 4%5A;2 min~12 min, 4% A RPETHZE 60%6A;12 min~12. 1 min,
60 % A LR E 4% A;12. 1 min~16 min, 43 4 %A ;

W . 0. 3 mL/ min;

K . 30°C;

FERE: 10 pl,
4.4.6.2 RiESEEH

BT RBEE TR

A ERFHEA;

Rt 7y =X« 22 R Wil 5

BEEE:3.2kV;

PR 110C;

FALIR A :350°C

HEFLAPEEE 50 L/ h;

FALR T 650 L/ h;

AR R ] MR R R X KR FLE R R RER LR 1.

£ 1 IR P-ZHRDFERHE EHERE TR RETLEE. AR

I EREFX | B B AR

#Y (min) (m/z) (m/z) (V) (eV)
FEA b Ak 1.94 226. 15>124. 67 226.15>151. 74 25 22
226.15>>151. 74 15

(i E3 1.98 220. 18>201. 95 220. 18>>201. 95 20 10
220.18>129. 77 16

YT e 2.08 240, 17>147.70 240.17>>147. 70 22 18
240. 17>221. 97 10

ks 3.83 304 15.>134. 61 304. 15>>106. 59 35 18
304. 15>>106. 59 30

SNARM 4.81 214.13>153.75 214.13>>153. 75 25 18
214. 13>>195. 97 12

¥ EE Nk 4.96 302. 33>106.77 302. 33>>163. 87 25 28
302. 33>>163. 87 15

RS 5. 38 277 11.>202.78 277.11>>202. 78 25 15
277.11>>258. 94 10

2Ry 5.39 228, 22>153. 90 228, 22>>153. 90 25 15
228. 22>>171. 88 12

BT RS 8.76 292. 36236, 22 292. 36>>236. 22 30 15
292. 362>201. 00 20
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4.4.6.3 WE*

B O 25 BB IAR VR W 1 B AT B 5 R HE SRR T 3R, BAE . ORI R 28 LR IINAR
HER WP R b T8 S0 B 0D T B AR S AR R B R E R AR B A AR
Fr 2 BRI AU N TS I R R METE R 2 . BORRE VR R 808 AR 8 5 25 B IR v R P
B FARXT F AR, FFE 3R 2 ESR . X BRI RRN 23 1SS0 A vV VR P A% R AR S 1 o B 3 TR 0
TLkt® A A 1~E A5,

® 2 AHBRENETFHENFEENARATRESLE

HXFEE O SR (90
>50 +20
>20~50 +25
>10~20 +30
L <10 | +50

4.4.7 =AikRK
WS R, SR 58 2 R A2 20 TR B0 T AT R A .
4.5 #RitEFRR

B A X:)is‘ﬁ;"s ................................................... (D
A HEF IR E A th A, =aX, +b,

K48 q A6, M X:Aa_b ...................................................... 2)
A

X—ilR b g -2 AR RE R, pe/ ke
X, = HEINECE AR 8 -SRI  ne/ ke
A——ftl R R P AR R B -2 B I T AR 5

A5 TR R AR B -2 B S e TR
25 R IR R g5

m——{ii R i g
T E SR F MRS CHE, ME SR TE E A ERR R B =T

S RAMFERYE ABENBEE

51 R&mE

Frfa Ak TE SRS VT R AEERR S ENIRMR R Z U O RRE R AR A A R B
R R DAY E P RRIIIFR S 0. 25 pg/ kg, EEFR M 0. 5 g/ kg.
5.2 HWE

AFHEAE 0.5 pg/ kg~2 pg/ kg TINMBETE RN, A% LB INARHEARS 1, LR G B R 7006 ~
120%.,
5.3 RBEE

AT Bt AT AR R 22 <20 %0, AL M M ST ARHE IR 22 <20 %0
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= A
(RRMEMR)
B-ZAHIFER FREEIEE

Sng/ml. std
080331-36 9:MRM of 3 Channels ES+
8.76 292.36>236.22
s 5.28¢4
0 “‘*l“'*l""|“"l"“l""l""I'"‘l""l""l""|"'j_|
2.00 4.00 6.00 10.00 12.00
080331-36 8:MRM of 2 Channels ES+
539 228.22>1539
© 1.92¢4
0 "'ﬁ"‘*!"'*l“'jl""l“"l""l""l""l""l""l""l
2.00 4.00 8.00 10.00 12.00
080331-36 7T:MRM of 2 Channels ES+
5.38 277.11>202.78
< 2.60e4
[ N B L LR BN Y BLRLELULEY BRI BLELRLELEY BLLULILES BLRLLELE BN SLRL AR
2.00 4.00 6.00 8.00 10.00 12.00
080331-36 6:MRM of 3 Channels ES+
4.96 302.33>163.87
o\% /\ 1.27e4
0 Time
2.00 4.00 6.00 8.00 10.00 12.00
Sng/mL std
080331-36 . 5:MRM of 2 Channels ES+
4.81 214.135153.75
H = 1.46e4
0 "’_'_["'_rl“'_rl"r‘l“"l""|“"l"r'l"r'l"r‘l“r'l'ir'l
2.00 6.00 8.00 10.00 12.00
080331-36 4:MRM of 2 Channels ES+
383 304.15>106.59
Q\% 2.54e4
(e B B BN B B BRI S B LA B B IR
2.00 4.00 6.00 8.00 10.00 12.00
080331-36 508 3:MRM of 3 Channels ES+
' 240.17>147.7
c\% 231ed
0 LANLINLANLANN (RLONLNL R LU L L L L L L L DL L LI LI S L AL LB L LML |
2.00 4.00 6.00 8.00 10.00 12.00
080331-36 19 2:MRM of 2 Channels ES+
220.18>201.95
i fL 1.86e4
'"‘l“"l""I""l""l""l""l""""I""“"|"'_T—I
4.00 6.00 8.00 10.00 12.00
080331-36 194 1:MRM of 2 Channels ES+
226.15>151.74
0\3 1.46¢4
0 ""[""I'"‘|‘"'l'"‘I""I'"'!'"‘I"“I“"I""I""ITime
2.00 4.00 6.00 8.00 10.00 12.00

B A1 Sng/mLEBAHRES M P-ZEHIAREEFRERIEE
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0.5ng/g liver spiked

080331-37 9:MRM of 3 Channels ES+
8.76 292.36>236.22
1.32¢3
= 8.47 9.15 e
2 o o e e e B e o e
2.00 4.00 6.00 8.00 10.00 12.00
080331-37
5.39 8:MRM of 2 Channels ES+
228.22>153.9
®
1.45e4
L0 e e e ELL A e
2.00 4.00 6.00 8.00 10.00 12.00
080331-37 7:MRM of 2 Channels ES+
538 277.11>202.78
% 1.98e4
X
0 e e e e e LA e e e e e e
2.00 4.00 6.00 8.00 10.00 12.00
080331-37 6:MRM of 3 Channels ES+
4.96 302.33>163.87
[ ] 0\03 8.09¢3
(6 T e A 2 e e e e e e Y T 5T
2.00 4.00 6.00 8.00 10.00 12.00
0.5ng/g liver spiked
080331-37 5:MRM of 2 Channels ES+
481 214.135153.75
X 1.52¢4
0 e e B L e o e o
2.00 4.00 6.00 8.00 10.00 12.00
080331-37 282 . 4:MRM of 2 Channels ES+
’ 304.15>106.59
c\% 8.41e3
Q0 T LINL 2 0 [ L B L L 1A L L L
2.00 4.00 6.00 8.00 10.00 12.00
080331-37 505 3:MRM of 3 Channels ES+
’ 240.17>147.7
B 4.52¢3
L e e R LA e i o |
2.00 4.00 6.00 8.00 10.00 12.00
080331-37 1.98 2:MRM of 2 Channels ES+
) 220.18>201.95
Q\% 1.68¢4
l LIS B A A A N O B L O AN N [N B B S e B A A
2.00 4.00 6.00 8.00 10.00 12.00
080331-37 1.93 1:MRM of 2 Channels ES+
' 226.15>151.74
] 0\3 243 6.18¢3
0""1'"'I""l""I""I""I""I"“""l""""I""ITime
2.00 4.00 6.00 8.00 10.00 12.00

MA2 05ng/gTAEHFEMEARPIMB-ZTRHIFRBTCEFRERIER
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0.5ng/g muscle spiked

080331-23 9:MRM of 3 Channels ES+
877 292.36>236.22
4.60e3
[0 T e B LB e e e |
2. 4.00 6.00 8.00 10.00 12.00
08033123 8:MRM of 2 Channels ES+
540 228.22>153.9
2.86e4
X
0
2.00 4.00 6.00 8.00 10.00 12.00
080331-23 7:MRM of 2 Channels ES+

77.11>202.7
5.40 277.11>202.78

2.37e4
X
0

2.00 4.00 6.00 8.00 10.00 12.00

080331-23 6:MRM of 3 Channels ES+

496 302.33>163.87

. 1.7784
0 Time

2.00 4.00 6.00 8.00 10.00 12.00

%

0.5ng/g muscle spiked

080331-23 5:MRM of 2 Channels ES+
4.82 214.13>153.75
< % \ 3.38e4
0
2.00 4.00 6.00 8.00 10.00 12.00
080331-23 4:MRM of 2 Channels ES+
3.83 304.15>106.59
2.07e4
x
0
2.00 4.00 6.00 8.00 10.00 12.00
080331-23 3:MRM of 3 Channels ES+
2.07 240.17>147.7
7.42¢3
S
0o —r—— P T T
2.00 4.00 6.00 8.00 10.00 12.00
080331-23 2:MRM of 2 Channels ES+
1.98 220.18>201.95
< % {\ 2.97e4
0
2.00 4.00 6.00 8.00 10.00 12.00
080331-23 1:MRM of 2 Channels ES+
1.93 226.15>151.74
- o\% 9.79¢3
T e o o o e o e L o e e B e S R A o R mE e w  (H
2.00 4.00 6.00 8.00 10.00 12.00

B A3 05ng/gZERBARMRAED A P-ZHHABEEFRERIEE
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0.5ng/g milk spiked

080409-08 9:MRM of 3 Channels ES+
8.77 292.36>236.22
© 8.38 1.53¢3
1 N
0.00 250 5.00 7.50 10.00 12.50
080409-08 8:MRM of 2 Channels ES+
5.40 228.22>153.9
- 4.36¢3
L0 e L L L B L L L B L B
0.00 2.50 5.00 750 10.00 12.50
080405-08 40 7:MRM of 2 Channels FS+
277.11>202.78
® 2.31e3
1lf"j_’l’_f"j_'"‘rl'r“l"“'j“r'l‘T" rrTTyT TT T T T T YT T
0.00 2.50 5.00 7.50 10.00 12,50
080409-08 6:MRM of 3 Channels ES+
4.96 302.33>163.87
m = 2.15¢3
1 Time
0.00 2.50 5.00 7.50 10.00 12.50
0.5ng/g milk spiked
080409-08 5:MRM of 2 Channels ES+
4.82 214.13>153.75
m = 3.84e3
1
0.00 250 5.00 750 10.00 12.50
080409-08 4:MRM of 2 Channels ES+
382 304.15>106.59
= 2.35€3
1
0.00 2.50 5.00 7.50 10.00 12.50
080409-08 3:MRM of 3 Channels ES+
205 240.17>147.7
cﬁ% 1.39¢3
720 L R B L L B L L B BB B
0.00 2.50 5.00 7.50 10.00 12.50
080409-08 2:MRM of 2 Channels ES+
1.9 220.18>201.95
® 5.05¢3
1
0.00 2.50 5.00 7.50 10.00 12.50
080409-08 . 1:MRM of 2 Channels ES+
: 226.15>151.74

2.02e3

Time

- %

0.00 2.50 5.00 7.50 10.00 12.50

EA4 05ng/gZEHMHEMREPIF-ZHREIAFUEETFRERIEE
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0.5ng/g egg spiked 9:MRM of 3 Channels ES+

080409-13 878 292.36>236.22
’ 828
u o\% 9.37
2 e e e e e A e
0.00 2.50 5.00 7.50 10.00 12.50
080409-13
8:MRM of 2 Channels ES+
5.40 228.22>1539
o\og 891
2 e e e e
0.00 2.50 5.00 7.50 10.00 12.50
080409-13 7:MRM of 2 Channels ES+
277.11>202.78
5.38
3.88e3
S
1+t —r
0.00 2.50 5.00 7.50 10.00 12.50
080409-13 6:MRM of 3 Channels ES+
4.96 302.33>163.87
2.14e3
X
l||||r]|||||||||||:||||||||||||||||x||:|1||..|]1||||11Time
0.00 2.50 5.00 7.50 10.00 12.50
0.5ng/g egg spiked
080409-13 5:MRM of 2 Channels ES+
4.82 214.13>153.75
< 1.26¢3
2 e e R e e e e e
0.00 2.50 5.00 7.50 10.00 12.50
080409-13 4:MRM of 2 Channels ES+
3.81 304.15>106.59
® 2.44e3
1 -
0.00 2.50 5.00 7.50 10.00 12.50
080409-13 3:MRM of 3 Channels ES+
2p5 240.17>147.7
< ' 2.93¢3
1 ——_r-——1r
0.00 2.50 5.00 7.50 10.00 12.50
080409-13 196 2:MRM of 2 Channels ES+
) 220.18>201.95
0 T
0.00 2.50 5.00 7.50 10.00 12.50
080409-13 Lol 1:MRM of 2 Channels ES+
) 226.15>151.74
n o\°§ 2.00e3
1 A Time
0.00 2.50 5.00 7.50 10.00 12.50

BAS5 05ng/gZEBERMXBEP I p-BHRADFHIBE FRECIER
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10

et

O 00 NN O Ul s W b =

. BRI B T R B 3 P (226, 15>>151. 74) 5
. V4R B RHE R F IR A (220. 182>>201. 95);
. DT RRER IR TR A R (240. 172>147. 70) 5
AR SRR TR A A (304. 15>>106.59);
. EAIRARARIE R 7 B 6 RS (214, 132>153. 75)
. ETLE EHRHEE F R 2 A (302. 332>163. 87) 5
. R EMEE T REAIERE (277, 11>>202.78) ;
. RS HEE FRESIERE(228. 22>>153. 90) ;
. BEARESHHE T B A5 A (292. 362>236. 22)




