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MEMRRPERABERAYRELN
B8 8 T - 8 B BTl R

L1 3

AprERLE T Sh P IRE £ dh P TR AR TS WSS 24 Pk B R U A S B BRI R s k.
AARHEE A TH R TR LPY JFRE, AR SRS o -FORREEE B - E XA o - EARFERE
BE. - EKRFTMEL, ER BT R EIRE AT Z A Y 5% BB R AWM 238 5 106 R 33 4 100
Wik
2 WIEEs| A

TR B R DO T AR 95 | T A A B (0 S k. LR H 1RG5 S0, KBS Tl
AR CR AL R BN IR A P 280) B TT R A8 F T AR, 2 T , SRR AR 8 A b e J ML 09 4 7 B3
SR A AR S SO BB A . FLRARHE B 5| SO S B AR AE P T A dm

GB/T 6682 Jr#sii = FAKMM AR ik

REE[2003]1 5 HBERBRBEAMEGUT

3

31 Hanse
TG BB e sl VRO 25 A LS A 1, BT, B T A8 0L sk
TG B s VR 4 173, JR-Ar 2959, 6 000 1/ min B> 5 min, |UF 2,
BUE RS A ERE R, ZREREGHS.

3.2 HENRE
—20CLL T &R,
4 MEHZE

4.1 HEREBENRE
BRI E KR TR 2 7 B (SR 2 08) SR, 1E © e I A B 42 [ M A okE s MAX [ AR 2
HUEEYRALJR o RO €508 - SRR TSR M , £, 3 B e ) R R 6B 1 B L RS i ANk B
4.2 EHFnEE
LATF Bir AR » B e R B S0 2 0 0 A liask] , ACKH & GB/ T 6682 HLEBI—&K .
4.2.1 o -FRFB.L-TORFEE o ERFBHED.L-ERFERE, FRFTE. EXFBHT
s BT 97,
4.2.2 HmE @i,
4.2.3 Fok @ik,
4.2.4 ZIE ik,
4.2.5 Z®m @i,
4.2.6 ZMZBEE.
4.2.7 E8iH.
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4.2.8 Wik

4.2.9 XK.

4.2.10 &K.

4.2.11 FOE-ZMZEEG0+H40,v/v) BEHBBUECH 60 mL fZBZEE 40 mL, 85,
4.2.12 ECK-ZEMZEEQ0+80,v/v) WHEBIECH 20 mL MZ M ZEE 80 mL,iR5.
4,213 FOl-ZMZREEU5+55,v/v) MEHREBBUECE 45 mL MIZEEZ B 55 mL, R,
4.2.14 Fol-Z@MzZA00+90,v/v) MEREBGECSE 10 mL MZ B ZEE 90 mL, R85,
4.2.15 FiMEW® 82 mL /KN 18 mL WEERAR. B

4.2.16 BEE-EK-K(G+5+90,v/v/v)  HEFREEFEE 5 mL,%&0K 5 mL.7K 90 mL, &5,
4.2.17 2%WM-Z8MZE BR2ol PEE RR 98 mL ZKIE, B,

4.2.18 S%EE-ZHZE BRS5mL PE K5 ml ZEZE,.R .

4.2.19 2%ZMZiE B 2ml ZE.BR 98 mL ZMIE, R,

4.2.20 FRAEREEWE (100 pg/ mL) AFRFRBUE R o -FRFBRL L -FRFERE o - FRFHIHEL,

B-FRAFEAHE. ERABE, ERFBHM, FI P B BB AR E K 100 pg/ ml. #9575 A 6 &
—20°CUKHE R AF U0 1 4F.

4.2.21 BAVRMEMSERQ pg/ml) A BIETRHRER 1. 0 mL ) o -EXFEI.L-ERFHEH o -EkK
FEREE . f-ERARBRE ., TG  TRFEIRTEAR L& E 100 mL BEREH S, AP EREE
2, —20°CUKEEP R, AR 6 A .
4.3 {(LEHEMniEE
4.3.1 WA - B R A (R B = 00D .
4.3.2 #H3HL.
4.3.3 E.OHL.
4.3.4 XF.RBaEH0.01g,
4.3.5 AR EEHN 0.00001 g.
4.3.6 @ALR5HH.
4.3.7 MNekeaRAL.
4.3.8 WAL,
4.3.9 MEHMFEBCEE.
4.3.10 Sep-Pak £ FEHZE M4 , HlAE R 500 mg,3 mL,
4.3.11 Oasis MAX [E AR HUH: B 24 3E , SL# M 60 mg,3 mL.
4.4 WESR
4.4.1 FEMNEH
R &S
—— I & T AR A P D U .
— B & ERHZ AR . ERZE BN,
—— U R 2 ERES , TR IIE B R U = B B e
4.4.2 RELE&RL
4.4.2.1 AAELER
FREL 5 g+0. 02 g 5B F 50 mL 2.0, N R BE 15 mL, #%3) 1 min,4 000 r/min B> 10 min, L E

WWT B B0k, U A RIRBUR. INIEC 4% 20 mL, F4E 20 1K, 3 000 r/min Bl
2
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5min, F FREIECH. FINECK: 20 mL HERAE—K. TEFZE 100 mL .00, 50 CHEE R
T InZ B ZEE 5 mL, #%3) 1 min, #HE 10 s, EIERHEBEE SOmL B.LOE. WO PIMEDS L 10 mL, i
3) 30 s, E 10 s, FIEMEBER —E.LE. HAIECH 10 mL SEEOE—K,. 83 3 KEBEY
bl YR

Sk FEAR A U LN T K SRR A 2 g, FBEEMERS) . KA M ZBRMIEC 524 5 mL b, B4
AW, B AECK . ECK-ZBZBE(60+40,v/v)& 5 mL ¥k, KIKHFCR-Z8MZ
BE (20480, v/ vMZER ZBE% 4 mL BEHR , & 3F PR BRI, SOC RS T .

B PINZHE 0.5 mL, &3 1 min, hisk 0. 5 mL,iR43,3f 0. 2 pm A HLEERE , HEHUHE 53548 6
HELRISE

I EARZE R _E AR R AR 1 mL/ min,
4.4.2.2 FEEEANKS

PRI 5 g£0. 02 g 8T 50 mL &L, i EE 10 mL, #® %0 1 min, 4 000 r/ min B> 5 min, i I
Wl T A —aO0E Y. EEER-K, MR, NECE 10 mL, F4§ 20 ¥, 4 000 r/min B
Smin, ¥ LEECEH. FTEFSOCAKFRT,MZMZEE 5 mL, %2 1 min, BNIFES 5 20 mL, #3h
30 s,4 000 r/ min E.l» 5 min, B FEREH.

SAEFEM AR BN KRERN 2 g, ABCEERS. KKHZBZEERIEC S 5 mL Bk, Bg
AW e, B HEC K  EC -2 B 2 B8 (45+55,v/v) % 5 mL #pt. IKKBIECR-Z8Z
B8 (20480, v/ v 2% B Z. B8 ZBR 4% 5 mL BEi , & 3 PIU e B . SOC /S T

LWz 0. 5 mL,#%3h 1 min, 7k 0. 5 mL, B4, MIEC 5 2 mL, & 3h 30 s,9 000 r/ min 55
i£> 5 min, BT 21,1 0. 2 e A5 HLEE L , BEI0HE €35 33 05K SR 150U 22 .

I A EAE i A L 1 mL/ min,
4.4.2.3 4ipEs

R 5. 0 mL 0BT 50 mL B.GE d, n 18 A BRARAF MK 0. 1 mL, 3R5), #E 10 min, MMIEC 4%
10 mLAIZ.Ji§ 20 mL,3 000 r/ min #&#% 10 min, 4 000 r/ min B.{> 10 min, FECLE. BUREUHE 12.5
mL FELED,50 CTFEKRZE/NTF 0.1 mL, fi/k 10 mL, A 5 moL/ L NaOH % pH = 11.0,
9 000 r/ min&.{» 5 min, & .

MAX [EAHAE B B B K% 2 mL ﬁﬂ:iﬁFFﬁ i PR A, A B R KK 55+
90,v/v/v) 1 mL FMEFEE 0. 5 mL ¥k, H 2A LM AT 4 mL 3R, CARPERR A, 50°C T RS T.

B inZ % 0. 5 mL, #8355 1 min, /7K 0. 5 mL,{R57,3F 0. 2 pm A HPLIERE, SEHAR A% BB R
HLSE
4424 BHEES

FREL 5 g=40. 02 g IRBFF 50 mL ﬁ DR, INZ W 10 mL, #3501 min, 9 000 r/ min &> 5 min, B_E
HHTH—B08 P, EERI—UAIFMKEBGE. B 12.5 mL FE.LED,50 CFTARENF
0.1mL, fn7K 10 mL, A} 5 moL./ L. NaOH &+ pH % 11. 0,9 000 r/ min B.{> 5 min, £ FH .

MAX B FE BRI 7R K S 2 mL IS FF6 6 & G A o R B0k - K (5+5+
90,v/v/v) 1 mL FIFFE¥ 0. 5 mL ¥k, 2% ZBRZ M 4 mL 358, WCAE Bk , 50°C T Bk F.

WPz 0. 5 mL, #3 Imin, 7K 0. 5 mL,IB45), 33 0. 2 pm A5 HLEEEE, ALK 32 SR K R
A E .
4.4.3 EEEME#H&WE&

SRR 6 Fh KRR ERAL YR AED SRR, BINS 5 gmL) S Ak, FlERE
7 0 pg/kg(L) ~100 pg/kg(L)OFEE A K 5~7 ISR RIEME AU 1% 4. 4. 2 B TREME, St 6 3%
E I R 3 (S0 5
4.4.4 WE
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4441 HHEBESEEN
&4 : XBridge C; (2. 1 X150 mm, 4% 5 pm) , B 23 ;
WiBhAH: A H:0. 02% Z BRZ. E¥E W B 4 :0. 02 %6 Z BUK ¥ 5

ik .0, 2 ml/ min;

HiR-=H;

BERERTH . 20 pL;

BABEVERL AR LR 1.

x1 BEXBES
it fA] (min) AMCOD BAH#(2%)

0 15 85
8 90 10
13 90 10
14 15 85
20 15 85

4.4.4.2 RigBEFRH
BT s T
A R T
R =X - 20 SR el 5
B E:3. 0 kV;
BEFIRIREE:80°C;
F LR AE : 300C;
FAL M 450 L/ h;
RS 325 L/ h;
Q1,Q3 ¥Rl #E;
25448 B it 1] | o R B 0 LR R AR B LR 2.

%2 EXARBERDGWAORER T ERE TR HEFL A E RS AE R

O, i B Bt (] EEET SR LB R AR A
(min) (m/z) (m/z) (V) (eV)
o -EX TR 11.18 321277 321>277 40 20
321>>303 40 23
8-F KA EAE 10. 65 321277 321277 40 20
321>>303 40 23
o - EMFHHR 11. 30 319>>275 319275 40 20
319>>301 40 22
B-EAFEHERE 10. 76 319275 318275 40 20
319>>301 40 22
EkRER 12.27 319275 319275 40 20
319205 40 20
F A AR A 12.36 317>273 317>273 10 18
317>175 40 18
4.4.4.3 WE*E

SBUIA A VR W AN 25 1 MR R o A B A R B SR T B U P 2 W AR B R 1R IR
4
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B QIR D o -FRRBIE. Q- ERFBHE o -FORFBIHEE.L-ERFTIHE . ERFTMH.
T f 7 B R ) O T LS R T (X R A W A SR A T B 2 Py . OB M P 0 B TR B 5% B AR
WP AR TR B AT A 2R 3 DR, A5 LRI W Y T B R B A TR AR RS ) TR T
A B DL AR R A PRYHE A 1~H A.5,

£3 AEBRPEFENFENLTFREEE

R0 fifmE D
=50 +20
=>20~50 +25
>10~20 +30
<10 450
445 ZmaRE

ZE R R i 58 AR [R] 6 3 5E 22 BT T AT R AE
4.5 HRiTEmRR
R FERA TR YRR B (DA CHR .

B R
X Am,

y g B ')
275 R INARAE R HE : fh A, =aX, 10,
Ski% 4] fﬂ b pﬂu

= KA, e

X Am (2)

A

X—HEtie b B R AR 2R B &, g/ ke (L)

X, —25 A E it o ORI O A R T A 2 A IR E 5 g/ kg (L) 5
A——HREORHE W PR R R R R 2 P A T L
A,—25 E R Dk W R 4 K R B I 2y i e B
m,——25 AR R A g (mL);
m——GHR A R A, g (mL),

5 RMGEREE ERENHEE

5.1 REE
LSRN P SR o -EXRAEEE.-ERFERE .« -EXRFEHIE.L-ERFBHE.
TG ERFREEATKRIER Y 0.5 pg/ kg(L) , ERIRN 1. 0 pg/keg(L) .

.4 TSRS o -EXRFRERE.L-EXRFEE o« FRGREREL.L-ERFTERE, TKFER,
EHAFTHEBWOEIMER K 1. 0 pe/ ke, FREN 2.0 pg/ke.
5.2 EWE

AFFELERE A SR ALE TS I8 E L 1. 0 pe/ke(L) ~5. 0 pg/ kg (L) H8 Ik BE T BBl P9 [ i %8
KR 60%~120% .,

AITETERE A SR FFE S, 7E 2.0 pg/ kg~10. 0 pg/ kg FR 1N ¥ BF 5 FE P [E] e K 28 6006 ~
120%.,

%3 WEE
A7 s RO AE PO TR AR IR 22 <20 24 , HE AT AR X bR ofE D 22 <20 %%
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M *

A

(BT EHER R )
FHRAFRBE LA WFERS T RE & 0w E

ZER_R2008040809 5: MRM of 2 Channels ES—
100 12,35 317273
"'; 769
G T T 1 T T T T v T Ll L]
ZER_ 5. MRM of 2 Channels ES—
100 1235 3171744
%; 1212 13.05 13909 1376 80.9
0 T T T T T T L ﬁ&'n'}\ T f.
ZER_R2008040809 1295 % MRM of 2 Channels ES-
100 - 319>204.8
%i 865
c LI i T L L rrr 1
ZER_R2008040809 ! ' 4: MRM of 2 Channels ES—
100 1227 319275
%a 13663
0 T T T T Lama |
ZER_R2008040809 ' ' ' 2: MRM of 2 Channels ES—
100 1076 1132 319>301
9;%,9;13 9.47 . .
T T T T T L] T L L |
ZER_R2008040809 2: MRM of 2 Channels ES—
100 1076 1} 319275
%3 861
ZER 12008040809 ' ! ' ' 71 MRM of 2 Channels ES-
100 1068 1L19 321303
412
9&; _9‘16 M T T ]

T T T T T T T T — —
ZER_R2008040809 1: MRM of 2 Channels ES—
100 1068 1L19 321>277
. %% 1.3363
15 T T T T T L LA | ] '1"

10.00 11.00 12.00 13.00 ume
BA1 HUAPEXRABHEGYNERFNFESRSEIBTFREAIEKE
DAU_ALPHA-CHUN 337(3.406) Daughters of 321 ES-
1007 32063 4176
A 320.95
310‘115
21.08
1 -
%_
276.69
1 | _276.95
276,05
|
E 302.52
0 T T T TrTrYerT TY T T - T L = T T L | I'I'IJS
50 100 200 250 300 350 400

BA2 p-EXFEBES e -EXRBRETEFRIEA
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DAU_ALPHA-XICHUN_2 45 (0.462) Sm (3G, 2 x 0.75) Daughters of 319ES-
100- 31340 1.77e6
%-
274.59
158.88 17358 300480
‘(18?.71 256.66
grrrrrrrTTTTY -'L ul T i"""'l"’l""ll"l"l "l RAR RS RARE T mfz

50 100 150 200 250 300 350 " 400

A3 p-EXAKRBERS -EXAABRETEFRARRER

DAU_T 154(1.561) Sm (SG, 2 % 0.75) Daughters of 319E5-
100~ 318.72 1.27e6
. 274.40
%—
| 300.23
] 204.51
| 232.54
0 . T T T T 1 mfz
50 100 150 200 250 300 350 400

BA4 EXFREBRTETAMAER
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DAU_CT 561 (8.245) Cm (560: 563-568:572) Daughters of 317ES-
100 - 316.55 2.21e6
31630
316'”“316.94
/
o
272.55
298.70
174.03
oAt et e e
50 100 150 200 250 300 350 400

BAS EXFEEWETEFRAREE




