DRI R R B h R E M PAN S ESAR TR

FHRMERBAEECHEBTIRRMEH _HEXAAKL, W& W
REE. FRR. ARB. RENFE FHEAHR. AHER. FREH
%, SMETLER M K R BN T 4 A 0 N B A K R R JE 5
B DR M 3y PR A5 0 £ 8y 2 B IR
1 #

MEMERRA ZBAEEC/ GEMREE R, BETA, TET
W, 28, fpEANER, LFERAZRT. Juktm R KA
KZAmBRE FhFS (A1),

MBI ERRANFFRETENZOEN, EASHENRBERF
F, AR R LA K R BT R R B AR, AR LT 20 o A e

&
73

2 B HFEHHEEMLE
2.1 BB A R AR F
AGREANRHANRBA AT, BHEAGHAER, LAFRTH
OB, TER. ARFEIMAFZTFFE,
AGRHEARRXRERBERE, FEFRG LD E. THER.
ILRFERNFTG T FE,
ERNRFPARERFFERAR, —BALFRTIFEE.
2.2 4 HEHHREE
FEARB AT FIATE, MxTREFFHEMIA, REHTT
FEEMEXTH. AREREIE, R ET & FHEERER K
EAREHATHEYERE. LT RRHRRTHFEED R ED
.21 HEEHMRYG WL
EERTSEHRNAEGZAETEFHI RN EAES. T



ERRABNABROENG T, AEAZCER M I IR (LEEH
B R R ELR. R BRAR. EANIE), BRNSK. HHEE
FUE. EFETSEHNRAERREENET. BHES, HER
PAFEAFTZLRE. RERI. RS A AREmME
N,

.20 v EHHMERARNREE

FENENAEFFRA. BHFEANREME AR (4R E
FFA B RER. RRRMR. BIEGHIAS). HEAR
BEEMEE . BROR. ERAN. FEAR. FEREZEER.
PEBHNHAREN. CEXRBROREER. KWW IFE. &6
W RIRS. [ B, TN RE ALY — T A KT (de
WA, ERBTRE. SREAELERE).

2.2. 3 Y F B R H A £ R A E

X R E A K F M, R & AL NI E B
TEREHWARERT, WM AAERKI, A EE R GHEA K
B(EFERGGME. BHEEAREE. BFE), BEROES. £F
I Gtk %),

MG EGTREF LR, #ATAFHE. ZFE. BUEHH
FHYOREANNE T,
2.3 i B AR ay RE R

PEEHAGRENTRTELY. K. FEH. RAUKTFR
AR ek Yy AL B ARG HAT R R RN, EENFIELX G
W R R RA s KRR EERL TR, WESFE. RA+H
HphF 5 & K ot B KBt R B, A B A R AT
SEMENE (M 2 Fofft R 3), ZRE R+ Eat, o # AR KKK
B ALtk M (R 4).



2.4 HEEFNFATLL

2.4.1 #HEHHNH AR
FleEtEAUTZ R, FHIAN S D R B A+ & =4

a) R AH 0B ALK R A AL

b) H 5 A FL DAk it T AR O 6 I R R I

C) M AR Xk Ay B S AR e AR Y Uk 2 R B

2.4.2 wHEHHLER

SPEFEEML KR RA AT ZEHREZ D H N, ERRXAN
W% 4 A8 B KBRSt o b IR AR E B R LR B A 4.
2.5 I EFT H&k

RMEFBED XX BRAFFEARKOGERY, AELFEELY
TR, R AR K ER &K %, 5 F RS R @ g,
UK, ERFEGRERT. PERANRAERAZEOER
MEAIBTT .
3 FEHRRRELS RN
3.1 REARNREF

THERTEHNEY. FHERANRLY . BAR g
AR, B4, AREFFFHENRATRFFAMLEFEELER,
125 4 € 8 R G B U A K
3.2 By REN i

Rer A, BN BRE B A PR R B R
LI A, RAEE 508~ 100g; BARME R (L lRolh) fEH B E
PSR O, RAFE 300ml ~500ml; o AR & R B 2R 1Y
FLEERE B, R EMN AT 10ml,
3.3 ey R oz

Frat i REE RFE 4CHGE TARRAEFZE, W EFEARK

3



RAzm, HENEXER 24h WHATEZRZERM, FraLhEmn
TR, NEAKRFETRE A, UWELHEEZ.
3.4 ENLRZRNT E
3.4 1 MR RIB A Sy M L A A AR K A E v B R kR K R 2 ey
M. EENE SR EE - BahE (R4 S5),
3.4.2 MR SRR ATy M LA A B K A B R ik K R A ey
. EE (HIE) NE— &30 ek - B EcigiE (M o).
4 B WK IE
4.1 A

TERARIERE, HBERKERNEVEFARGHEARXN
B E AWM R ST, FEFHIN.
4.2 D s W K

S E AR P EFRABREF AR, X8 &R A TR
AL RERE, #HATHFERANDYE, FHTOHFR.

it

a) MEXNR

AL K R B gl s, A RERE.

b BE+E:

HIALEH . . KRR R SR .

c) PEwE: EREFEAM E, EHTH = —3:

AR

i1 ff 1n;

1ii [ i

v ZREFE .

d EESE: HATHZ—#:

19 fhiE A o



11 PP W
iii w&fn.
4.3 B
BB Bt B B K o H R A A W A AT O T 0 BUE . RE
mlGE " ERE R AR AR A E AT — PR, WE SRR #*
72D 1 AEFUE, &, $EFHFRAEREN, EEFSHERAL
B S 3 A $K069T, R Wt AR AT T AL
4.3.1 WHRENEFY
BRI, FHIHATEA. FE O FEALR 6h B AR AT
WE.
4.3.2 HBBEEHY
%k FK A PIE KR BRI B EER, FEH.RENA. &,
T ERAGK 10mg ~ 20mg, ALAE SR ERKITS, BH 2~4%;
FE P HFRHAGK 20mg ~ 40mg, FKIEH, BH 3~4 K. BELHTHERK
o e P AR 7T R o =SNG R 3l B e 3l
KEE® G, %ERKEHBE, 15255 €9 E 25 B et |
4.3.3 H Aty b o35
EEPERAT A A B B A A B Bt T LR
b fn, FAEM. RE. ERATE EIRERFR%E.
4.3. 4 HAtIHE XFFIEHT
MEEE SR, AEER, TEAK. BRI KBRRTE, 59 EFO.
M. B GEEEABEIGE, KA T AR BT M.
5 BRI # AL
FEALPEMTRENC LT LARATEL, FEHRARE
FOWARESR, REAFOTFRHAELREARARERE 240 DL L,



B 1

PRI 2R A B 77 B BRAL PR AN 3 1

=4
FEWAR CAS 2F X W EE AR (X231 3 #® LD HIE
4 42 (mg/kg)
, . (LY TR T YR
R E IR, RETA, \ % VS
BEFE  28772-56-7  Cul,0Br ig?féﬁgggﬁﬁgg’ fEL7E 18 V5 B Bt R BB 7 f B 1.1 ﬁ Kep s
CIRA . [ WA . G 4
B NG
HERKEEHR K, THETAf P PEFN N
BE R 56073-10-0 CuH:0:Br FmihiEt, WETLE. K. 0B {FERREE . ; 0.26 B, A_K+TH
LB, THETFZATK. - B T 4
KEERBBEREK, FETK,
Qé /x\rl« i
AEE  90035-08-8  CullsOFs BT LB, AWM. ZAFRFA FERRE f [T ?i*bﬁ .
ﬁL/{?%"JQ M ER >
LEFZHEZREBRE, & i3
% i 4 4 R ,
FRR 81-81-2 ColliO:  FAMEK, THTCE. FE, BATLE. . 323 %éigﬁi
5T . & RN
HERA, METAK TETH \ Ax %
: 82-66-6 Co3H1605 N o b AL E 1.4~2.5
PR W B, EEAHEA. feFiRiezE 4 &
. X ISOCUTRZE, %
FHEMA BRI R, EETA, . A % X4 T wma. &
3 E.B 5836-29-3  CuHy0s N o e i N Y N 16.5 o
oL TET L BRARE AR,  TORATREE o S

T A 1R




e WEEEERENERLY. FEFTH
FEFRTELRS
1 & F v6 E
RFEERRY. SETELRRRAH TN E, NEER
HEAMF AT EEERNEEZSE, TRAUMT T st — P
ARBGRMEE.
2 R
CHTIERXRRAGLNFERR AR G/ RF M AFEES
WHER L, ERRTARITLE 2E, ZRIMNTERRDERLE
B HREME, FEHNAELE AE mREE AN RS AT R, A&
BRI S SAT R A, N 2472 = E.
3 THEESH
KR EE: 2nug~5Sug.
4 B E
4.1 WA EATE: BN EE AR RN,
4.2 BB B ROF2543 B R EAR .
5 R o I
5.1 RZGFfEdm: 4EZ99%,
5.2 BITH:
5.2.1 K - FER (9+1) ;
5.2.2 ZFIRK - AE (9+1) ;
5.2.3 Wl -FBER - —4 L)k (8+2+98) ;
5.2.4 {45 - HEE (97+3) ;
5.2.5 Bt - T - BEER (7+2.5+0.5) ;
5.2,6 —F k- FEE - UKEEBR (90+8+2) .

7



6 BEH i

6.1 FEARE: oI IF 40E) hE AR (IREERF R GE

E, BAMGE), BETSmIFmOEF, 106 oHEES~4,

Aml0ml B B, ZE R AR F4E B Smin, 38 10min (3000rpm) , ¥ 35K
AN25ml &M A A, fEI.

6.2 BALEWEE Fomlentts b, FME TSRS 10045 H &7,

R JE AR o R LA R R B, — A 10ul. R —HR
LR R, Z B,

6.3 Wb ¥ mAEJE B BB\ T B A AT A A B FoR &S

HENTE A . BB EZEA8enbd LE, BUHR T3 B RET. HELH
KT, WEHRNDEDES ZIH RO REETN. BRIF AR MR, 3
BHRABERG, L THER L0 A8 HERBN HERE
FTRAMOERZ|, TREXLRE. 20 TRXRAFER AR, W
22% (W/V) Z&ALB B AT 8% (W/V) SAA LB, S% (W/V)
B LB R

T REREETE

RV T 2 DR S RO AE N E . HEEEINT TR, AHE
BRI AHATRM AR, WAHTEENE,



14 3
5 B ik BRI W € &4

B — B 2K okt i B 25
1 & F e

RFERTEEFRH _WRXRAN P EmNE, NEER
AIEAMS BT EEE RN EESE, TR v Tkt — P H e
AR B E.

2 R#

B B K R R F AR AR 5 A A E
ENEER L, BREFAFRITLESE, ZERIMNTEAIBEF B E
B HRIE, WY E 5 FrvE RO B AT e M s 2 & e
B JH R OO R AT RAL AR, N #HAT R BN
3 THEESH

A HIBE: 2ng~Sne.

4 B

4.1 KA EATEL: R R EE A RN,
4.2 ERHEM. FERCF2545 B A B AR
5 B .
5.1 I
FEE - K- (89+10+1) ;
ZRALKE - FE-AK (79+20+1)
5.2 RZmE: 4% .

(=)

BT

1 BERREC Rlgh B A0E) EEAE R RIERE T R4
, A RE), BET50ml B, F10%E BRI T pHE ES, Ar10ml
HE, 7EEERAR F(10000r /min) £ E Smin, 0 10min, ¥ EIE

9
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BB B R, £l
6.2 mAf: B Tomlem# s £, FBEEHZE A 1O & 6l &
RIEARIEAE b B IR R AR R A&, — o 10ul. R —3RIR
LR AT BB .
6.3 B &: ¥ R AFE B BRI TG A A BRI A E 2k Bl AR A
B EREL A . FEEAEZE L 8embl Liy, BUNR T B ANET. EES
KT, WEBMNEEEIR. 455 20%0 = AR R 22%=
RACEE R BB AT B, R FIMEDE R B 206, 5 T I D Rk
Wirg. FERAEE RS — B X RAMADaE, AeFRNFEER
TRl e, PO 6 R R B, B R B E A
T RERRET %

IRYEAF i BT 2 BLBE i VRO AR RN . BRI NG
J = A O R AT R A H 1, T AT #AT R B

10



FiE ¢ 4
BENR A E L. FRERNT E
(AR BR 4% A 4040 0 7 3% )

1 & F v6 E

AEFER AW (EER. FEK. BK) PHFEFRLY. FAR
Yip R A BN, TEAMPHBTEURRNEESE, Tk
TER 2 FHMR IR, EARKEHRUERG AR, ZUR A LA
AT R L.
2 R

BRWIR GBI R ERN, ERBIEYFT, ZEREXS
HERMEERIEL, SEEFLRHTERE. FEEMNE
3 NHEESH

KA HE: 0.045mg/ml.
4 HEA
4.1 SUBRER $k 7.8 W L.
4.2 BRI ACH B 1E: BUEHEIRAR, HAkE S AN, FIELAUR
W SWRER Sk LB A, R 2h BEEE, BARTE.
5 WEFK
5.1 AR WAy B4 B 0. 5g/L. 1. 0g/L. 2. 0g/L. 3. 0g/L. 4. 0g/L.
5.0g/L BRAMREBER, HANRKFNAFEBEF, REIE,
BRAR AR Y, Ao AR I W] ARG SE A 4K R L R 1 R AT
5.2 JE: B Sgml), Ao 10ml FBEE 3% Smin, BWERAA. ¥
HEAR M RAIEN LVER T, SMEen e, FEENE
6 &%

FE P R #2148,

PR OB : 7 B

1



it 4 S
BB RN R R A SR A AR 4R
FIRXPGH RPN LR
1 #FREE
AFFEERFRK. RBAGWALERFRRR. RR*X. B
. AR BRR. RBR. SR, A%, F R AER R
Mg, RBEMNR. ERRXRREFEROGAE, BT %
FEATHA L
2 R
KR SUOEE/ LB LB R B (B A EFUMES £ELE,
TE C18 RAH & AT LS8l 8, KRR 310nm RN, ARYEE 5
W OR B B (] e, ARV M SRS E AR K B
3 ETEHG
L1IEERER
R (0.002~0.005) mg/L
fg: (0.02~0.05) mg/L
. (0.01~0.02) mg/kg
LR E
TEAMAGETRENR A LN L RN L ZETFETE
A EE10%.
4 BEA 5 H
W B AN A SN, KA GB/T 6682 % By — RK.
4.1 FEg: %4,
4.2 TR LER: BG4,

12



4.3 LR Bk,

4.4 Lhg: Bk,

4.5 0Oasis®HLB /NE (Waters) 6ml, 200mg B3 4 20 &,

4.6 B25ArE: FR R AR BEE. AR GER X (2E>95%).
R

25 R & E &R (1. Ong/ml)

SREFAIL0. Omg R R R, REE. BHEE. ARR5RER
AT 1ml ZEMET, AP EFREMRE, TRATBERZAL,
4.7.2 R BAIFERR:

SAIERRE —EABNARR. 2%, A% ARZ5R
RREFE &R (1 0mg/ml) F 10ml ZEHM S, A FEHEIF L
El
4.7.3 .8/ L8 % % % (Smmol/L, pH=4) #HECH|

LB 0.385g T 100ml By peAfd, RO EABMRE, FMK
WZE 1L, A 1NZBRET pHEZ 4.
5 &
BB, TR MR 2
L2 AR RRE 0. Img F1 0. 01g & — &
.3 IR IEA
4 R BE R
S ABIEHEALIEE.
CORARTAL.
T A B
8 L.
I BIMERKE.
10 i EMRE (20ul. 1001 F2 10000 1),

13
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6 & F B
6.1 IG5 &1
6.1.1 A (Mm%, M) ARG %ML

FMESRER AL (M. fmF) 1. oml T 5Sml LERAES
N, feN S%Z B/ B 2B 1. Oml TR RS _EiRA Smin, DA
8000r/min B0 Smin, I EWEFR T A —HOE T, HH ShCB/ LR
LB 1. Oml ERF-HER, 6HAANM, ARARPKEZET, WAF
B /7K (40:60, V/V) 2. 0ml TAFEFEETHEE 2nin, HighEe
2min, AFLEENEEITH Oasis® HLB /ME ( Fist DL F EE 2. Oml
fuZk 2. 0ml vE AL ), AB4A 20g/L ZBR/ W EE B (75:25, V/V) 1. 0ml
F120g/L GK/BFEER (75:25, V/V) 1.0ml #hkikZe i, R FERMP
S HCR 0% My BB K AR 2. 0ml kAR, VR EE EH K
0.5ml/min DAN. WERME, & 40CKE EHAREEE T, %
W 25001 FEEEME, WpRA, BAE10.0ul, ENEKAE G
A
6. 1.2 JRABAF B NRINE F A,

B 10. 0ml T 100ml AR, BL 0. 10mol/L #h B V8 % & pH
% 4, FHIFHBACEND HLB ME, R THEIER 6.1.1,
6. 1.3 ZhAH AL AR IS 1L

RS W S 4L 248 2. 0g T 10ml RAKHLE H, o\
SWZ.B8 /. BR B 5. Oml, N R A BILA T 2min, BN AE, EER
B ZER—A 1l RAKHCERE, EEA SN0/ LB GHE 5. (nl
TR MALRER 1K, &AM, FRRPIET, ALK S, 0ml
& FAB A BE A A dnin, A5 0. 10mol /L b B 8 % 7% pH {4
Z4, 2ERANTEMN HB/ME, R TEER
6.2 IR F AT TR A &

14



NTMEAE R, AMESREE Snl BUEFWMAN—EENRE
BATFEBER, AAAKTE, mNEEAZ B 1. 0nl, 5ERRES,
e 4 oA 4 TR 24 0. 02mg/L. 0. 05mg/L. 0.10mg/L. 0.50mg/L.
1. Omg/L %0 5. Omg/L B9 & B 25 M B pm A d R 50, R T#R1ER 6. 1.1,

TR, I ESREE 1l ZERFIMAN—EEHRE
REVEER, FHAERAZARBHEZNE, B, WH R4
FWHREH 0.005mg/L. 0.010mg/L. 0.050mg/L. 0.10mg/L. 0.50mg/L
Ao 1. Omg/L B9 3 B2 R ABATAE R 5], R TERIER 6. 1.2,

MHTHMBALAR, FBESLREE 10l HOEFIN—EER
RAREGTEER, AAARKTE, WACLHBREANFIHAL S R
2. 0g, 4], BEHRAL LS FWHRE A 0. 0lmg/kg. 0. 05mg/kg. 0. 25mg/kg.
1. Omg/kg. 5. 0mg/kg F0 10. Omg/kg &y & B.25 20 Y 4L L AnAe A & & 51
AR THIER 6. 1. 3.

R vl I (o8 T WG T
6. 3 &R B -2 NE (HPLC-UV) 4
6.3.1 &350

SO K 3100m;

HERE 6. 3.1,

6.3.2 ZEINZE

R IMrIEHTEEITE.
6.4 FATH I

¥ B DL BB B R — AR AT TAT IR E
6.5 % B

PRAFRBUKARSN, 3 DL E S BEAT.

7 iHE
WHMFETE R . KRR AR F B X R AN S E.

15



WK

C=C1><V1><f
\Y
C'=C1XV1><f
M

A

C— M 3 o JR A R ikt K 25 6 &, mg/L;

C— A bt X R E, mg/ke;

Cl— A & ER i s R it X R0 2 &,
mg/L;

VI—E 2468, ml;

M—BE &, g

V—EAEAR, ml;

F—IXAF o A8 1 4

THZEREF BN S G AL,

8. RiaEELHE

05 M 2K B 25 B IR B 25 AR B T VAR 6 SR UV, % ]

I y T T T T T T T T T T T T T
1] 2 4 G a 10 12 14 Time [min]

Eeo L AR 2 AR ZARR; AEARRR; SEE; 6 AR
AR, 8 REE, 9 REE R, 100 mE R, 1L RER;

16



i % 6
B SR HROAE B i — o R R R S M A R e Bt A AL 4
FERXMGH TR LR
13 F &

AFFRER TR REMGHALEEREFRARR. FR®. B
B, ARR. BER. RBT. %R, A8E. 2R fE K
HeheE. 28 (FiE) e,

2 R#

WAL SY B/ LB LR B RO E M EFUMEE Ef%LE,
T C18 R & 364 £ S Ba 3, R & RO & 18— o B Tl 2 ROBL
M (MRM) A X AT,

3 EERKF
3.1 EM R
Jei: (0.01~0.03) ng/ml
frg: (0.1~0.3) ng/ml
AL (0.05~0.2) ng/g
3.2MREE
EEAMAGTRENHRE LNEERNENZEFBERLE
A {EE20%.
4 BER 5 AH
bR 5 BV EA SN, A GB/T 6682 #E #y —FK.
4.1 WE: HPLC %%,
4.2 B 7.Fg: HPLC 4,
4.3 B HPLC 4.

17



4.4 7 F: HPLC 4.
4.5 EACHBE: HPLC 4.
4.6 0asis® HLB /NE (Waters) 6ml, 200mg 2 H v 2525 75 .
mER: R4,
4.8 W%k R4,
4.9 RAMENR: FRR. FFRR. RR®K. BHE. ARX.
REX. BRER. &R AR, 2 REAERE (A4E>95%),
4. 10 B 2447 7 i & 080
ZERR. AFERR. FRE EEE. ARR. ZRX. REX.
MR K. FEER . & R B &R (1. Omg/ml ): 2A] FREX
FERR. AFRR. FR*. AHE. ARR. BRAR. RfEx. #&
R AECR . R R A BRSO 10. Omg T 114> 10ml BEHF,
D EREERE, FRATEEAZIANE. R EEREL 4CRE,
AR 1N
4.11 R B EIFEIER
DB —EARPHFERR. AFRR. FRE. BREE. AR
CRER. RAER. B ABR. R R A R 0 AT R A
A (L Omg/ml) F loml HEHMF, AFEHEIFLEZIE.
4.12 7B/ B4 % b %A (Smmol/L, pH=4) Hy %
LB 0.385g T 100ml By peAfe, RO EABME, MK
Mz 1L, JFA 1% B pHAEZ 4.
5 &
5.1 EHMEFRRE.
5.2 BB EAE/ BB PUEER AN, AR E SR THIE (BST),
5.3 iR RBE 0. Img #1 0. 0lg % — &
5.4 BEmIRALL.

X
Ay

2
&%
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N

5 R E BE kA

L6 APIE AN LR B

TR

.8 A AL,

L9 B

0B EREE.

11 MESRE (20ul. 1001 F21000u 1),
6 M

1 R &N
11 At (f%. miE) HENRRE %L

FIMES R ERB AN (M. miF) 1. 0ml FSml LERTEE L
T, MANSWLE/ LR G Ol TR R A LR Smin, DL
8000r/mingg e smin, R EWFRT A —@EF, BHANLE/ LR
LBl Il EAR-RER, &HANM, AEARPOREZT, AT
B /A (40:60, V/V) 2. 0ml T4 F P iFk B FInin, FiEREES
dmin, REAEHNDELITH0asis® HLB/IME ( F4E DL F B 2. Oml
Fok2. OmlyEY ), AH4KH20g/LZ B/ B (75:25, V/V) 1. Omlfn
20g/LE K/ FEEER (75:25, V/V) 1.0 mIdkk &/, RBFAAER L
OO 0%Hy F B KA AL 2. Oml e A A, 6 FR 3 42 B 72 0. Sml/min A
T WERBA, EI0CKE ERARARPIREET, RER20U1F
B, WAGIRAE, BURF10. 0 1, JE N & 08 8 15 AT L E
6. 1.2 JRiBAF&RERIE %1

RESK 10, 0m1F100mIE AR, BLO. 10mol/L 3k BR ¥ ¥ Jx i pHIE

Z4, (FHIBHEBACIFENHLBNE, 2 THEERS. 1.1,
6. 1.3 ¥ LA R R IE F4

(J‘l(J“l(J‘l(J‘l(J‘ILJ‘I

(@) TN @ N
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B A R A SR g FLmI R AR B OEH, A
SWZ B/ LB L ERS. Oml, X5 LA RALA B 2min, B, EIER
BHEF—NMMRAFECEE, EEZRANCE/ LB, LES. nld
WA PR LK, GIFANAE, FARMIET, mNZAS. 0nl)E
T B B R Imin, 48)5 F0. 10mol/L2h B ¥ ¥ ol 4,
AENDEMN HLBNME, £ TH#ERSG. 1.1,

6.2 BB IR TAE VR Y ]

NTFmAFES, AMESRELE Snl BUEFMA—EENRY
AR, AAAKTE, NEEAZ B 1. 0nl, 5ERRES,
Bt gAY FRE A 0. 1ng/ml. 0.5ng/ml. 2.5ng/ml. 10.Ong/ml.
50. Ong/ml F0 100. Ong/ml 4 &- B 25 M pm At i R 7, R TR AEF
6.1.1,

TR, R ESREE 1l ZEMRFIMAN—EEHRE
REEER, FHAERAZAREHKEZNE, B, BHE RS
FwEH 0.0lng/ml. 0.05ng/ml. 0.25ng/ml. 1.0ng/ml. 5.0ng/ml
#10. Ong/ml 6 & B 25 R BUAARAE i R 5], R THAER 6. 1.2,

T HMBALAR, FRELRELE 10l BOEFIN—EEH
RGREAFEER, FARRNRTE, MANTHFHIWAR S G
2. 0g, JRA, B RAE Y TIREN 0.05ng/g. 0.25ng/g. 1. 0ng/g.
2.5ng/g. 5. 0ng/g #1 10. Ong/g &R 25 s WA L Auscte i 250, & T
BAER 6. 1. 3.

7B 25 5 v v A VB R B LI
6. 3 B R % - B B g v (HPLC-MS/MS) 24
6.3.1 &AM

6,3 4F: ZORBAX XDB C184% (15 mm x 2. 1mm i.d., Sum) S %
#;

20



WEhAE: (A) WEg, (B) LB/ LB # % % (Smmol/L, pH=4),
B PE B 0—5min, 60%A; 5—10min, 60%A —80%A; 10—15min, 80%A;

FE: 0. 4ml/min;

i 35C;

FEARMR: 20.0p 1.
6. 3.2 Bk A1

Z M AL B,
6. 3.3 EMEME

% bR S AR i ARG B B TAE R, WmRAER A
EREEE S RAEERAITETEER 2, B THANESFES
R EAR 2 0y R A B AT DA W A AR et LR — B, U R A
i PP T TEAR LB AR A ot K R 2 AR B I L — RO E e — R
BT 2 LI 3B, RA B8 AT v T 1R B A B AR, 3 - o KB 3 B MRM
1% B 2 LI 3KC.
6.3.4 EEME

R IMrIEHITEEITE.
6.4 FATH I

B8 DA B ] — AR HAT TAT R
6.5 & HRKH

PRAFRBOKARSD, 3% DL b P BT,
7 &

WOMFETE R . KA AR T s X R AN S E.

C_Clxlef
\

C! Clxlef
M
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A

C—n 3 Fo R Pt X R & &, ng/ml;

C—oh AL P B KR AN S E, ng/g;

Cl— AR & ER R s R X RGN EE,
ng/ml;

VI—ZE 24, ml;

M—EE R &, g;

V—EAEAR, ml;

F—IXAF o A 1 4

THERZ T BN R AL
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¥ 3% A
B R A A

BTR: KAEWSE S TR,
B# 7 fETAME;
HHEEE (m/z): 50~600;
Fag W E: 2700V,
Famg o E: -205V;
FIHEEE: 350C;

T A FEE: 9. 0L/min;

wiE BT f7: 35, 0psi;

st R 2 R M (MRM), W4 W& AL 1,
F A1 BRI Z BB S (MRM) £

e BET TEBRT WiEET  BFE  FAAMERERE
(m/z) (m/z) (m/z) (m/z) (V)
E2HEA 307 161 250,117 2.0 0. 95
AFRR 0 341 161 284,117 2 1. 00
2 BBk 291 247 219, 187 2.0 0. 90
JBL 527 465 491, 389 2.0 1. 50
AR 7 541 382 289, 161 2.0 1. 50
HE R 523 477 373, 219 2.0 1.50
BAw 443 293 161,143 2.0 1.10
HE, 339 167 145,172 2.0 1.25
AT, 373 201 145,172 2.0 1. 05
2 B B 229 172 145,214 2.0 0.90
vE R B 537 151 203, 371 2.0 0.95

Zell ﬁi"ézfi/ﬁ:Agilent 1100 series LC/MSD Trap SLA! fr#A0 L 7 .89, stk 3] i K56 F AL

52 7l
#R
o
%=

FTIRATRELE, RS AFLE &, Bir R E £
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it C
PO 2K B 25 89 08 625 FURR v TR VI MRM &, 3 1

307181 ’ 341 161
) 2 4 B 8 Time min] 0 4 8 & Time [min]
291 =247 527 =455
' i & 3 Time [min] O w1z 14Time [min]
5413812 523477
) SI 1::| I 1|2 I 1:1Time' [min]I 0 1::| ' 1|2 ' 1=I1Time' [min]I
19 L1RT 443293

T T 1
8 Time [min]

28

T T 1
14Time [min]



- 373201 ,
' I 229172

o

! T i T T T 1 T u T T T T T 1
o 8 10 12 14Time [min] o 2 4 6 & Time [min]

837 =141

N

o & 1o 1z 14Time [min]
AR R R, AR RR; - R, d-BHE, e-ARR; -RRR;
h—BC R, -ABR; J-R BB k—E 5
EEBEASET, FARX®. RXRE. ARR. AFXRR. B A%
R B, HEE. ERERmER. ARR. RERfERENR
B eFE B 42,78, 4.15, 4.42, 6.11, 7.72, 9.08, 10.45, 11.42,

12.11, 13.08, 14.05f014. 86min.
B C. Fuktn 2 25 0B &2 S TAE VA 6y MRM 8 3
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B C. Fuktn 2 25 0B &2 S TAE VA 6y MRM 8 3
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