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L —Fh B~ 2RSS FIEEE o2 ) &, JRRAEE T LA s o S Hegl anF

AL FE AR A HE i AR ICA) TAE R AR A DI B 28 1 IR G P V3 T R4
FEHUH

TR B AR A FLIR AR A HLvb T il 2 e BEpiAg g E R 5o ¢/mL, BRI 4°Cid
s

JIT I RSV it A AN (R B 1) 30 B8 v AR R B R AR HE L s IS 0,0. 1ppb, 0. 3ppb,
0. 9ppb, 2. 7ppb, 8. 1ppb ;

BT iR B bR 10 TAEW R & A bR BAR oL S8 AL IR VD T BB 2T R, A e B R 20
B E ARG R VD T RGRE - PUR S5 G s B ic 4 AR B AR RS

BT S A D FE 2 1 4 e o 0. 07% F i 8 A SR

FRIEMVE B A EEE /A 0. 04% 13,3, 5,5 — PU LB S IV

FTR 2 R oM B

BT IR 4 S UBCA 0. 2mol /L PH A 7. 4 IR Eh 82 1K

FIT i PRI 4 P 5 VA 25 T B R A 1% FEIHE9EL 20, 0. 2mo 1 /1 pH A 7. 4 AR £h 22 ph i o

2. MAEBRIEK 1 Pk B ,— AR RIRE I S 2 10 &, AP IEAE T - ik R Frid
V) TAERCA « B B b il B o A W Bl ) b T N B PR R, 20 T G- 4i
JR BBV AR EL A 121000 s BEARREVECA & BUE i B2 R 1% 4 138 B 8 I B IR £h 22 oy
T o

3. MRABRBREZK 1 Pk B ,— S AR BN IE I G e 1) &, HARFIEAE T < ik IR
AR 0. IM IR TR — A7 8% BR 22 i iBM e s I G4 B AT 0. IM TR IR — AT AR BR 22 Vi
3,3 ,5,5 — PUFFILIC R IR B A 3,37, 5,5 — VU IR0 R R 0. 04%,

4. WARBORESK 1 Prik i) B ,— SRS FIBEEE S 2 50 &, HAIEAE T ik ik 4 vk
BRA 20X IR AG VR A AT H I 0. 2 BEIR R RS2 i - 28 TR/K AR RREE R 1219 1
LLBIRR R, VR A A A T s TR IR AR ER B 20X IR 4542 BUR, I AT #2 8 0. 2M PBS MR £h 2%
M FEE A BT R 1219 [ LL R T, YR AT S A8 .

5. MIEBRIEK 1 ik B ,— AR RIE I e e A5 &, AR IEAE T - iR e gl
(AL RN -

(P RHE  HPb T HelE £ v B Uik etk Gk A 4 B bR AR, 100ul/ fL,4°C it
B BAE AR 50 g/mL, 0. 05M pHO. 6 kR £h Z2 il Ve A Mo A 1 4 [F AR 24k

QYN K FL TR T, FHVESIR 250 u L/ FLBEVE 475 W, &R IRIAIRE 10s, FHIR /K 4641
T

() K HT R 7 20 1% B4R 095 PR R B 5 20 250 10% (9 RE 0 (1B IR 3h 2% Pl
ZH % P Bt PRI N BEEBR AR, 200uL/ £, 37T CIRE 2 /N, B LA T, AT, 22 T4,
PGSR IR e

6. WIRAIESR 1 2 5 A — TR ELR TR B ,— 52 PRI 578 5K S 3 7] 2 AE TR
E T B, A Eh R E Eh A H

7. MRIEBRZK 6 Prk N, HAFEAE T rid B ,— SRR IR T /R 15
LA ALZR el sl b g

8. MRPEACHEK 6 5 7 PFri’ KN H , HAFAEAE T Irid kil B ,— 52 A4S 71 1) e flAs:
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JFR K 0. Ing/mL.

9. — RPN EER 1 2 5 AT — TR K B ,— S2ATah ) Bl e S s 1) 2 ) 4 O 2%,
HAFHEE T Z]RIT -

(s P/ 1A AV A B X, B T 20T 30min DL B, 3857

OV TR AL # A B LR N SR 40 4E, R A7 T 2-8°C 5

(IRAR BRI AEAT F AT [P 52 3 2538

DI 5 HHE AR S AR FLIZ P9 5, B MR ACRIRS VR S AHCTAT s FR i SRARHEAL
MFEARSLAEIALE

I INBEHE T / FEAS INNESUE T L REAS S 50 w L3I R AL, BE R I N B b ic 4 T
PEW 50 1w L/ fL, R IRST, FEMREEAR 5 & 25 CROEI B Y 30min ;

OYPERR <46 SRR L, W FL AR R, FHIRZE DR 250 u L/ FLBES 475 IR, BHR WG
10s, 4T ;

(DG JEY A AR B AR 1:1 382,100 u L/ FLIMABALIR A, Y8518
B EER G, B 25 CEEIEE Y 15min ;

@I AL 50 u L/ fL, Feip 4R % 1R AT, e BEAR A T 450nm &b, 3l & & FL 0D
fH ;

DEE R < P fAT RS YR St A ot RO FEE AR KT S B DA — AR AE IR P2 A 75 3fe LA
100, BIRT RIS H B ,— S2 ARSI = .
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— B - ZIKHE TR R R XA EREER T EME A

B
[0001] A< WY Jg e I k5 s 4 sl 0 Ko A RS R T e, DR — A B - KBS
TR IR e 2 k) e S FLAE I T iR AR o

EEHEA

[0002]  JEAFESK, B B HBOW R R R, B 25 0E AR H 3532, B o Al b 149 5
Bz —. B B - SZARBIFILE N B8 TE AR A 4 Ry TR A A R R 2R DL R s
7 T T TR SERR B T o> BB VER o AR, AEARE B Ok R R 1K R, 45 25 144
Tehk o A WA G B A= WIAE B R P T B B0 AR I LABR B3 1 7 Rk N A
ARG, NG E . sV TE B b2 A ), i S 2 P sl Al v A e 2 R i 2k 2y
i I B B S Ak B S A DB H B S, ¢ N I ARG R TR K R, I HL OO
Wolb R R i —A R B JE . b R E I 55 5 A 21, A RIS B AR 5% B (13
WIRTE T A KRR AR E o QR AT R BR300 it ASE R (4 2 s 1 £ i e
ANy, 1 HZEAE E P T3 R HbAL th & 52 20 8 by, B B 5 AR TRl i i Rk Je
[0003] B ,— ZARIBIF], XFEA B, Marifll, 22— RN T E AR LI585 WA 5
R 2 VDT I 2 AR B VR A SR AR R S R D R DR R 2 B R
Wi 55, B, 2RI (E 8L A A 8D g i OAR « 5 A JRVE T, TR e — 2]
BHEF B S K& A H B THRBFRE T BT B~ ZIRMSRIESI AN A
BRI B B I TR) AR S P = AR K AR B B, R I R B R B, B e e AN
I, oAl — L8 Gy ONHE, 02 N 20 DAL R & 7 AR B B FRER, P E fE A
A R, BR 36 55 [ A AR AR AR S A AT, FRIE AL T 1997 4E A4 HAH IR 1 L E
{EAEZE R 2 R IRAE T, &% B 2 IR S AT B 3 . 1990 4F 42 1995 4 ) 5 KA i LA
VHHES R e AR R 2 V5 e R AR b B AR I 500 i, Btk Az ik b EE A

[0004] & T {RE B 1 20 1R 22 Ak, AR A A B 2 A, LA RDE I 8 S E
TiET g,

[0005] 1. 1B ,~ 2RI &5

[0006] B, 2SN EA K LB S M B, R FIERAATIER B — Rl (kD ]
B, U BE I EUREE B 4 N- BUT R N- R ER N- e 280K, ge 5 e s A LR k. &
DA AR D WD T Bl - EATRE S R A R AR TR R S RS R IR R R 2
file I T . SLREARGER .

[0007]
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[0008] M HURIERIZEST MK B = SZARIHENGN o0 g ARG RRER By A . i R 45
F b BAT o5 AR NGSE , h AR I, D7 AR R ] T RTAEAL e M VRS 25 e ey B, B
2
[0009]

[o010] Ry — M HA AL (D 2K By sCRmy 4544, /£ C-37. C-5” 7 L&A 1802 My
FEHE . ZRM R SURT LA A 4028 iy O LRy 2L, ' IR 30, (MR My GR R M AL, a4 iy
B R A IR R A T K R G  29 0 v T gD, 5T

[0011]  FETARF Z IZ A

[0012]

[0013]

[0014]
[0015]

[oo16] B .,- ZikEEE TS LiRE 2y, € r] S AN B - AR &, o
HRFEF BRI AL, AL = R IR I A D 30— B R I, AT 5 — AR A 1) i IR A i R AT
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RN . B ARSI FI AN DA e ARSI L, SR, B
SFal Bl R b 2 B T ok S A R 0 i S, WA SO RN | BELZE T I 98 T
LI ZE RO 7 260, o F A4 = TE A TR . 2) FEYBC RN o B~ S2 AR Bh 7 A A8 % b
LRGN NN & SR N K= € SRl = U E AN G N EA kAt = O B N N Ly § VAR = R
SRR IR o AR G5, 2 1 00A R N, B8 2 1S AR R R A ORI
RGN, B m] LME A — Rz s X i) Ik, 830 A8 iR Ay s & F
TH#aHy. 1992 FFH bR MBS THEH B — B - WS A AR 2N T A 2513, 148
DL (0 LAE B RS20 3 7 LRz 2R 254 . #A 2004 4F 1 H, BT B~ ZREshHIC
BAEA
[0017] 1.2 B ,~ SZARBESH5 0 ZoF A EIE
[0018] 1. 2.1 ZEEhtAZE ¥
[0019]  ZEEHO I, B~ S2ARESNFI AT LIAE g — i o 38 K500, mT DA 1 K 8 AR KR g
LR HRABEANAETRI . L2, HIXRAYRES S, Sl E RNk A
& T 255k A CRe AR D BURT REfE EE AR, BRI 1 Sk
S OB B VE BHhIE, O T RIUR O R F A E R, R L A, XEHT
1) B = 2RSS GE IR G 7 73 i, A% 58 22 FA03E 5 MR 0 R 1E N L3, BRI 7 I /5 BE s ek 1f
L T S BN B2 K i 3 B PR A e Y, 5 DSk & o 2) | L BRI T 3L
AT PRI Me™ IR, SECEY I 2L, 99 A LA XAy Pk 345, 5 RS LA RE 8, kR L
25, R e R ARYS 5 [R] B Co LA b, (o ZR iR, B 5 129 AR o i I Hs £8 35 (I T
[0020] WANRAEZ LA B - 2 FINES= s i b 3 1 k. BN, 1992 4F4F
FEHET BIMZRZ JENE, KA 113 ] s AR e 2 h d i, IR B T SRIE T e ARy D o
(2 B« T4, 1996 4F 8 H 7R KA Caserta, 62 AK€ 4= AT 8. BHIFA 52 H
PEIE 5 W% B V: (Fnzyme—1linked immunosorbent assay, ELTSA), 765 14 A A 46l
T AR S o RO FERE A . e 22, BAR SRS O A SR B A, (HAE
TR IR T LA A B A B o s B R E ) B - 2B T R R AT
'EAREELE 1985 SEE KRN AL Br AL FR [ 2R A A . BREUREEE 1997 45 3 H 11 H ™44k
1b B~ AR FIAE B PO RN, A48T B 90 SRR R BA sy B R R
ZHIL, M5 2R EES BONERNE A AR ER L AL B, 2001 42 M T
LA T Brtefr P e e, hEA 106 A
[0021] 1. 2.2 ZFAAE A rik
[0022] B~ SZAREBNFIE CUIRJG, JLT 100% 8 MLAARN . B4 SE 56 BT 52 2% B, 3 H
B, SZ RSB B seAS R AT LA LA B LE R R LA i IR LR A AR
PR FARE PEHZGW N LR, TRAETHE T HAERT i A, R AR ™
B, BT B, S AREEFIE T R NLA &2 4h, A X R AR RGP
wEH
[0023] [ 1992 4F i, [H Fr B 22 25 e 24 23 S & T U A 248 L AE PR 7 L 38 R Zhrh 1 iRl
TS ACKE R, ME IR TT B IRIEE RN A VR A DUJG 0 JLAE B R g i 7
JURMZE ). #2001 4F 1 H, B B, 2RSS RIA A
[0024] 1.3 B ,— SZ2AKFEN T 5 e vk AL E
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[0025]  th Ew]%n, B,— S2ARESN™ A H NS AR B, 25 B S U b i 2
B~ S ARBEFIIE T e ik B 7 (Maximum Residue Limits, MRLs). fimi5k i &2 TG o
VRAE R R 25 sl e Al 2 ok B ) e B, RO SR VPR B B e i B T
F AT R PERRE, SROE T 2 A0 9 2 A TR AR P F 25 R 25 3], FE R B B i 5
Lo

[0026] B ,— R ARSI TCAC K BRI T e 2 45 WK S 25 [ 4 458 ok A 8 Aol AR 7 b A
HYo 5C it 25 B AN S A 20 SR B AR s 2 AE S WA Z3 P I d e B B R LR 1
LB S 2 D P E AT e AR R 2 s Kk B R R LUE , RAREE IR 2. (HAE S
AT AR FT I K HEHE T ARy 2 1 0 55 F B RRAS Il o 3 1 548 1997 4 AT 1 KRR VPR 2
PO IR R £ 2 i AR HTRLE ) HhoRs se A e 2 HEBRAE A1

[0027] 3% 1 2 [Efr 5t 25 M) 3R AN ¢ T AR L 2L e AG e B AE B 4L 28 b 1) e Bk

B =
[0028]
220 B & (ug/kg)
A 0.2
[i8 0.6
[ 0.6
il 0.2
4] 0. 05

[0020] R 2 —2U[H SR Ty A s 2 e ik B R L E

[0030]
5 44 BRARE
¥l SHAZ |0.5ug/ke
i i lug/kg
i MR 5ng/mL

[0031] 1.4 EWN4 B ,— BN HrBLIR

[0032] 1. 4. 1B, 2SN B R Al b 2

[0033] 4l Ak B R RO EE, ITAER B - ARSI B D iR AR . B~ 2

RIS B FIFEAS = E DL PR B LR S e A0 = FE AT Ab 38, TRk

VIV A B[] A A EURT G 988 i 0l LA IR R AL T 7 o

[0034]  1.4. 1.1 FESH 7K iRt

[0035]  FRuCACKER SN, HoAth B ,— ARESHIESI AL LAY b FE DR S Y)

BRI AR RIS WS AP AE . DRI i B e AT A, A0 A5 U 0000 25 B AL 2R R 1
7
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CATEAT Ji5 S IS R o U2 A<y B 2500k B8 Gl T B S P Wi 7 FRY 965 0 BRI 2
WK A i AT PR EUM A o 7K AR 712 32 B B /K A S BR 7K SR RN BR 7K A o

[0036] (1) /K fFyZ:

[0037] 7K ffv2 5 SR FH IR 7K ARl 3= B2 A AT w1 i 10 T T 250 00 17 R T s TR Bl 7
DRI MR . FCrb, A 200 R A IR IR MR B B e T VR G I8 2R A2 d i IR Kl o 7K R 21
X IR A B 5 o IR RE R PH A B2 52 e B PR 0 2, B g 4 i) o T8 AEAE i PN
SRR PHAE AR 5. 2, SR 5 FH A 0 P R I / R PR MR IGAE 55°C 2R T 7K AR 2ho KA 5E G
— MR R 2 W I 5 T B

[0038]  (2) BR/KfiftiZ:

[0039]  PRIKARE— MR AEAR 3h IR AR A IR B o A RV W T AT o« W IRER R /KRS &4
(IR R, IS BIPTUE S A BIE FH o AR BR K AR A0 0 IN — R A FH /K 88 7 il B 4 L, AR J5 7
— LKA TR KA 1he BRI, BRZK AR A IS FE R R U FE . SR R /K A A
T b

[0040] (3D B/KfifiZ:

[0041]  HEKMERVEH H T BRSPS KM, — iR /ELLE B . Fente M 1mol/
L S SN RAE 80°CT th /KR4 TR, MEHrh i B - 2RI E .

[0042] K fi AN EEEGE 5 [F I AT, AT BLSE /KR ) P BB e R UG 7K f o

[0043]  1.4. 1.2 FEFLIHREL

[0044] (¥ AS HUEZHX

[0045]  VEAARKE i de R RS U R 22— A ¥ ) A B, 385 AU BB A B o VRO A5 IR AR
I FHAE ity A AN () 2 1 P e AN TR VR R P A 80T L B A [ Rk 31 43 5 L SR B sl 4t
AR

[0046]  ZHL B ,— SZARBBNFIA Th S BUK EY T, RSP EB S R I . R A
LA T HIGIR « Gt R, 22 30 Ja AR E— 34k . A WL pH {8 B S EUH0R
Turberg %5 H A BE U A KW 2 2R A 1 B FE A BH , 28R 80 5 .

[0047]  (QEBIFHAMAARELSE (Supercritical fluid extraction, SFE)

[0048] I Sl 1A 26 B A2 P FH B I S AR (R ) RE ) 5 L5 FE I G &R, BRI A A 7 f
T FE T T I S0 A A B8 ) I s2 i T 3R AT 1 FEE IR FOIRES TR MBI R AR S/ 0 31
WD Al A8 CA TR 8 P AR P /DS 9 s R TR - B KNI B A AR IR AR SR . H T
IR 2 BB I SR A 2 Ak, He P A e s A BRGS0 R E8 0 W0 A O A Bie %
PR oA Mo Mandy S8R ] SFE FEHUAR A 1 seAG e 2 R0 D T HZ B, ELTSA 52 .

[0049]  ()ILEFEMIRIALA

[0050] 4L HFE AL BEEOR AR T B - 2RISR B B P2 L. Fente %5 HI XU
BT B EORSE BUN R A4 B R PR s e 5 o ZOURHHK 25em, B 1A # iR A
196em” [RIVBHTER, 4 7 56 W I e A AR O R BU T R BE . A P BT g BN K5
I ZAFE S, 78 37°C TR LA 150rpm/min 3@ 5], S HTHE I 4h, SR G ¥HB & Th I
TG N W S, 320K A, A HIAH & e KR B 80 i A s LRk 4s 21, fn 4B e AT <
FHEE - i (Gas chromatography-mass spectrometry, GC-MS) J5E . 1ZPEEU T 4 H#E
HUR AL Tk, T e phase, 3R BUHCR
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[0051]  1.4. 1.3 FEF 4L

[0052] (DWW AEL (Liquid liquid extraction, LIE)

[0053] VR AHL (LIED 72— Ml i AL BOR, AR U R O 28 AT BRI — 2D
FNAEHUR FE B H 2 2410 22 AH 43 BCAR R SEBCRIEAL 20 BT, VRO AR B 4y B8 7 V] Ao/ B
FiFHte A Ay T4 EA I 7 R R R, ARV AR, T A T o A o
[0054]  7E B ,— SZARWBN IR B 73 A BOR AR U — A IR 2340 T B HEm &)
EREUG , — ARSI RE S K pH AR A S T B o ARSI pKa, BY pH>9, 2R f5 F Ak 14
BRI S AL o AT VRS R 2 B Re R A S s B M o FH AR BRI 1R
BE - FAEE R - R Fhe. Ol - T EREIE Ok - IE T 2 PR,

[0055] (D[EAHAEL (Solid phase extraction, SPE)

[0056]  [A|AHAHL (SPE) A& —Fh A g )™ ¥2 i H B ke B 52 W3 i A i A AL BR A R, ‘B 3T
TEAE SR A B (LIED FEailiz b, 2554 BoAH B 7R AR DU S HL R B A ) 2 MY
HH ) & 20 AH 3 (High performance liquid chromatography, HPLC). S AH 4 % (Gas
chromatography, GC) [ [i] 7 AHZE AR S R B W i b SR 1) o 4S8 P [ FH A5 BV et S VRV A2
BT R VE 2 0], D AN S8 HIAH 73 B, BUR I E B 20 M [R5 R 1 353 25 LIL A
REANURIE . 5 BEARBUAH LG, [ AHA U A 2%, 28 5 1K B 5 B A HL, PRI H 34k, [
> TSR E R TTAER TR . LA SPE A ANLEFIAH 2D AFRE 24 macsE R e
[0057]  [E[AHZHX (SPE) 155 A T80 AR b R AT A 2, 25 e 48 3 mp A 2 4 i AN 44 1
B, B BRAE O 73 BEIE T S 2R 5T, s A1 R H T Ak 3 e I S i 31 v 7 o
Y AR o AT 32N AR K TP 2 30 05 e 0 22 GBS B B o AT, K R VRS2 Je
it TP AR 2 MIBR ER B 0 A, AR b, R 25900 73 M 25 7 THD o [ AR 2 BB AR X 70 A )
[PV AEEY ARG A AL BB AR 0T o [ AHAE B CSPE DR B FLAH DRSS AL EE AT 23 o = Ff : OAH SPE
IEAH SPE & 142 ## SPE,

[0058]  SPE /& B ,— S AR BNk & 73 A b N B ) V2 R, A8 43 M i 7 op SR AN [
(1% 2 A AE R AR SR AL ) 72 B o= S2AARSRBN A B 43 B A A FH PR [ AH A AT e 28
%, C18 Bond Elut #F. Chem Elut CE 1020 A:. 5B 7 B AHASHUK: (Strong cation
exchange—solid phase extraction, SCX-SPE). §9 FH B F [ #H 25 B{ #F (Weak cation
exchange—solid phase extraction, WCX—SPE). " &AL AT 70 1 BN 3ZF = 70 1 ] AH 25 EY
FEL Extrelut™ [EIAHZEHUR:SE . Horh C18 SR IREES 155 PH B 7 B AH A I C18 [ AHAE
ERURT RN 55 PR 15— A8 88 (R Rr 1 28 1 ok R B B %8 U7 VA I B AL T B . IX 48 SPE A1
PR — M A 2% ~ 3% Iz — AREEE — ST X T 25 A 0 BB 2 m — ek
H4& SPE HEREAT 4k . Leyssens ZEJe 2 KA T LA Tris 2R (Ph=8) S, KA ¥
WAL ST B R AR A BEAR, RS AATE Ph=9. 8 G IE TBY — ZBR /5 (3:7) Z5HL, A HIAH
Wi 520 m F o S SR AT AT W) 204k, FHUAE L pH=6. 0, 183 Bond Elut Certif £,
2 2% 2K Z A5 — FINEE (8:2) YEli, 1AL UK R AT, 8 mnfiT 28 5 R AU
(GC-MS) WM& B ,— ZARBBNF, AR5k B 41 53 IR BRTE 0. 5 ~ 5ng/g Z[A]. Philippe 5§
¥ C18Bond Elut 550 PH B 1 & A0 2K Bk (SCX-SPE) BEA 1 F 70 B 24F A R BT R i 548
W, L siE v (Liquid chromatography-mass spectrometry, LC-MS) M 5E , 4 bR K
-2 0. dng/g I}, [AEF Dy 634 7%.
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[0059]  (3) HyEEfti® (Immunoaffinity chromatography, TAC)

[0060]  #u iz S (5 3% Jo BRI 4 P AR [ 5 A [F) AH B A4 ) b, ) 1 5 13 2% IR BEF51), oK A
VAV Ik W B A1) At o K B A S IR S P A A e S AR FH T A D B [ AH IR B
) b o SR G R A HUESFRIE e MR e 8] o2 A, A8 B AR S N Biik Bfg e,
i HFR AR AE R4k o 1T S 8 S A A IR iR S e, i DA Sz 56 R ] A
TR J7 (6T Hb S 2 S 22 TP 43 B LA A O VA ME LA U H AR &9t TFHUR - Pk )z
N LA e R TR e e e M SR A T IR W B VR R I AR I 2L 4y, i R BRIIR S R
28 BER SR ST, T AORHE B T A AL SR SR R . TAC DAL Rk %
MEAREEBEITE B - ARSI B (R DS B D B8, A R e — i k. HarE s e
HADRE M) TAC FHEH & . EF/MERHRES B4 & sk e B EAE 4k 1,
AR EAESS, A B - ZAREEIERZ A5 B - RSN S hiik s SR AR
FE b B Y I T S, 18 BT L R, - Hassnoot S5 B IRAE ] TAC AE 440 R
BRI AR HF P o Lawrence RIS B A 95 FH B8 1 A2 %t SPE A1 5 TAC AR AT
A4k, 2% 12 - SRR Vel e feRe 27, SR HPLC EREIE , fr Il PRI 0. 3 1 g/kg. TAC
FEERATH 10 g R REFK. 5E50 SPE FAHEL, F A BURPUIAS: & HLHIEEAT
AL S B 20 PR B R B I e e e, 1A R, W R 2 kA T, (H2 TAC BRI 3242
Jei B 2 YRR R A4 Uik, — MR AL TAC A #% &5 o, ILILAE B .- 2Rl bk
B 23 B TP B 23 B BRAS EU B o

[0061]  (4) FEJREAHZEEH AR (Matrix solid phase dispersion—extraction, MSPD)
[0062] 5T [H| AH /3 B AR (MSPD) 42 HH Baeker A1 Long 58 A4 H 1), 2E T+ C18 tHEMHEAAH
(R A 2% e FH B ELS0RE BRI HTLR 23 B3 RN 6 o1 1), AR AR EURT AL T — A R A i Do Ak 3 7
Ao HEEARPAE SR AN B i 51 B R AL Bt REIR, florisil, C18, C8) BT B, VA i
[ 4%, A, B8 0 PR RN o O[] AH A DR St R R ORI AL — 20 S8 1, 8 B 1 A
i IR IS B s S LA IR A 3 1 A U 4 2 T 40 2K, T P T 2% 2 - 5 R R AR e A 24k
IAREF L. Horne %5 ™ ST AT R IR R ARSR B FFRE B I S0 AE R DR B L B 0. g 21312
JFRERL S 2¢C18 TURHE & IFITEE 55, AT, T 8mL 1E Ct — LM (60:40) Uk, PA Sml.
REVENL s AR e 2, Wi 2 Ja UABSRR G2 VL 2, TBUH S il g

[0063]  (5) FEDIHE AR

[0064] AR, VP2 4B ML TAE PRI T DI AR, AW i A 0 B 1k
AT 53 M1 o IX B HPLC A3C#% A SR AT HE S I ) 26 GRTAREED AN 20 M7, HE A RS i — AN PUAE R —
M ATREA R SRRV, TEAE 3N 3 A AT 73 B9 43 M T A e A8 A gk
ITIRE S, PRI T, B LR B Bl 028 73, 1R 2% i N Bt 38— 20 g FOAE AR 4
vt SV 1, AN 2 53 B S A RO N A BT A, F SR AN SOk B AR R AT I A 8
o AR AT I, AR EEEERE B 2R 1A 5 A A B A R o, X2 i
FAEII N H B o BT 9 [ SR B B AE AR TAE 5 HPLC OERE, Hn— A8, e i
S, R R 5 E BAER, Bk, BeiR R i R .

[0065]  Schmeer 25K H] 7 C18 FAER] LC-MS BH M e 7 A M A vl T el . FE 5
PR Ja ik AN TR A, 20 53 280 TRE & 4 Jia D15 22 S sl AH AR AT W O RH I 52 5 B o 16 2
I [R) 75 8min, s & PRI 0. 2ng/mL, 227 REUN T 7%, FBURI 77536 T 1L TR Re A e Ak
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MEES B 5387 Oosterhuis Bl Van C J©Y SZFHLEZR A B A0 #: SPE #1 (SCX)- A
HPLC 52 T ¥b ] Ji .

[0066]  1.4.2 B .~ SZAREBNFN BT 7%

[0067]  Af i 2o ik b IR BRI 46 2 R 5, B ,— 32 AR 33 50 v] LU 4 JZ 3% (Thin
layer chromatography, TLC). B4l ik (Capillary electrophoresis, CE).&AH &%,
Go 2 W VA0 2k 43 B, BRI AT A . AR 3 — RS (GC-MSD, MR AR B A 2
BT AR T B - SRS AR M A u , 18 T B AT 1A A IR AR R N A T
TAAMERER AR, Bt LT REAH % - 0 771 (LC-MS), SRR A UFUECH 2 73 B
B o~ S ARSI 32 B 1 e A B i

[0068] 1.4.2.1 #ZE Ok

[0069] i )= (o 1A Al A 1 B PRT W AH VR AT T R ER AR IR BRI v b, 5082 o £
SOFESJETT T, 518 B B A 4 (R P A5 ) €63 B i L, P DAEAT 24 1) 8 ) % o
BRI E T

[0070] /2 2 ik B EAE N B - ARSI 2 8 B B I )ik, Sangiorgi ™
A ELTSA 56 X 4% it T 1 50 A8 Re 2 1 AT 0 8 23 A, X0 %8 B0 B 4 A i F HPTLC i RE JT,
Bratton-Marshall S & (2 fG R AL, 10 v 8 BE &) 75 A HPLC 8¢ GC-MS #E— 2 73 M. [RIFE
(RITTER T RS R 2R B B, SR BEh B o0 B V07T T B e vay 280 2= (i s
JETF I v] AL BRI WA i ek, 7F 650nm I FH B ' 25 FE VA

[0071]  1.4.2.2 B4 Iki:

[0072] 44 HLIUKIZ 2 1 AR Kk R R I 70 & i A B R, L @ AR AN R4 43 7
s I E R R IT B BRI AN R IS BN A 1 . B4 KB AR B A &S
R, ANUERE B, 3 B B BRI 0 6 B S5 00 A, AR se AR e 2 0 B 1 e h 45 21 Y H
Gausepohl 55 FH B4 UK VAN E T 5ACRE R IR I /K. Toussaint %8R A58 E
YA DX 7 HL UK R AN 5 4 e AR AT T2 o BT B R A NES TR 408 HE ik A8
AN R SR 5 A A AN BRI AE X DR A il s g T S FH AN+ 12

[0073] 1. 4. 2.3 SRR (i

[0074] S AH I RCBAH A2 B~ 2RISR Bk B I 1 — R R E B . 18
TR C18 43 WA, 2% s v AN & IS TC il IR B AH S5 B BOBR B e 0t o A LSk ) 1 pH B
FE R o B R FE . SR A BRI 28 6 FE R A IR U (Ul traviolet absorption
detector, UVD) )G HL —H A P4 A 2% (Photo—diode array detector, PDA). % GH 25
(Fluorescence detector, FLD)\ FLAL ZEG I #5 (Electrochemical detector, ECD), FillfR
— ML BEIAR] 1 ~ 100 1 g/kgo FoH SCHRIRE 5 2 1) A2 K FH 28 MG 25 (UV)D, W Lawrence
SR LI 52 2 R TR ) A R 2 BRI S f 48 WCX—SPE A1 TAC 444t T 245nm
R, S AR A B +10mmo 1 /L LR — LR (30: TO)ZE MR (pH=4. 6D ZE A A h 2ng/
g 1 5ng/g /KFIIE I [El e ZE7E 53% ~ 74% 2 [A]. Tsai %5 ™ 5% A HPLC/PDA I % If 3% &%
MR AR 220 T HEIE, A B 73 )24 210nm\ 196nm, [ 3 62 ~ 786%, & &R A
100 1 g/kg. PDA BEAT 21| 58 HE 1) 28 SBT3, W LUK 20 70 Ve 1Ry 2 B2 1R AT A 0 5 5 BRI 25 31
AT WIS I

[0075]  —LEIRPAY B - SZAREENFI AT P0IBT, R RH SRR A 1 B e ) FLD F

11
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ATHRL . Hashimoto 5 FH HPLC/FLD 5@ LA Hp B0 T i, SR WA 225nm, RS A
310nm, E &R A 55 u g/ke, ML 75 ~ 81%,

[0076]  ECD ) R 85 R 55 iy, A ML AN 25 5 52 075 G, DT 52 1) B0 25 52, P LA RUAR ) 7 2B
BOPHTER S Turberg 55 A FLAL 2E RN S5 00 2 8 4 2R P 1 B R IA BH, 4R A +600mV
SE PRI 0. 51 g/kg, [AISCERIE 75 ~ 100%, 28 5+ 250 2 ~ 18%.

[0077] 1. 4. 2.4 SR> MTZE

[0078]  SAHEE — IS (GC-MS) VEAM AT LURRHE AL i vh AR 2 73 76 & i b i £ B )
B EEAREAE M OR B I N R B B - SZARBRE AR PR IE B 0, R R U Ly
T BRI FEERINE B o~ 2SR 2 M, T DLAEVE R 2 E KPS . GCMS 42 B, 321k
PEh 75 I 2 P e 8 B AAAE 7. BT B - ARSI Ak g5 B R
Gy SAC R FE RN 2, TR SR E VA A FEL I A o T BT AT A4k, A R AE SAH (B 3
ITISE . I BIRT AR N- A5 N- = 2EREEL - =R S MR N, 0— XU (= I 5LRE
5 - SR LW .

[0079]  Whaites 55K HI GC-MS Wl 5& A= PR b o AG Ry B0k B, LAN- 3L -N- = 2L RE g - =3
LRGSR A AR s SR FH K 8 B 41 A (BP5, 12 5m X 0. 22mm) FHZE $E1ME 25 7 IR I A5
A (Selective ion monitoring, SIM), ¥R A4 0. 07 v g/L s ZEMbRZKF- 4 1ng/g #10. 2ng/
g i, BB A 100%. Leyssens F GC-MS ¥EXF A4 JRAZE AT A ) 8 Bl B ,— 2 AR 55% W 1k
AT T 005, KM BRALE 0. 5 ~ bng/g Z [l ISR 1B A2 B HUR, Bl & AR e 2k [F]
PLERBERA, H R BEIG SA33 R s .

[0080] 1. 4. 2.5 JFBER 2 Mg

[0081]  GC-MS REUE &1, (0 T B EBIAT AP IR SHPLC BARRE EL#: /0 4T, (B 2 5500 I 25
RGPERAC, 3F BICVESATHIE . 4K LC-MS IEBEWRCAIE B - 2RI H4A 1 T
H.

[0082]  BHF LC-MS Fl LC-MS/MS [IZE D% Je, B~ S2ABRBN 71 5% B 2 Bl 5 77 T 1) Jse v
kR % . Doerge 25 FH VT Bk H DA K< AL 2% HEL 2 (Atmospheric pressure chemical
ionization, APCI) JU 52 24 FL M IR A ) B ,— 2 AKIABN T, K S 28 AL 43 5 i BB A 0 Ry
ko

[0083]  1.4.2.6 HyE ik

[0084] 4 2% 43 B 2 LA BT AR O 4% 0 50, R PR 55 B0k B9 RE S 1k A A RO O
il B9 o A B R, B R 2% 6 3 5 M1 vE (Fluoroimmunoassay, FIA) . 5 4o & 4 #7 V5
(Radioimmunoassay, RTAD, B Gl 73 #rid o AE A I 18 775, i o3 Mrids Bofr Phost R B
L 05, (BN R U B R A At A M7 7

[0085] MR G 35 A2 H0 e o T B v B s LIRS 23 B 5 o ARk B T TR G 92 WO B 5
TAPRE RS 88 S i, 1Z T VA IV A T 1. 56 1 g/mL ~ 1.9 1 g/mL.

[00861  JHhAb, JEUH fod5 i A28 RO S i SRR AE B~ SRR A3 2R
[0087] Sz, 7R AN 77 i, Gl A N T ORHUAS DU A: 5t 1R 2 ELTSA #6500 7%, ' B
PRI R B T B A — PO DU o K TR s T EL T DA B0 PRV I o 1A T A
I, 55 HPLC.GC/MS 5 s M ARTTE 2, ) B AR & A5 R sh W i il o 1fi HPLC Fl GC/MS T34
P 5 BB DL (AN « AR IORE A BEFE e UL B T IR E R e, HLLLER B T, IR AN S & H
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TR it R, B AT 2 MR PE AT U, A0 L5 ELTSA J5 ik AN BERAR I 2
H A, BEAT RIS, — WA ELTSA 50 & EAT it , ) HPLC AT GC/MS 2 5 VA0S B PEFE
BEATHIN, At v 7 DS I 5 SR m] e

[oo88] iR S W BRI 52 (ELISA) J3 ¥R ATy —Fhiiis e U5 v, B fal (L DRI L R A
AR A DRI, AE B 7 42 R0 T2 1K) RS i e A I 4 , S 8 2 A I 7 vk AT SE S, 1
I R R T

[o08o]  JEIIARZR, MR KBS A K B LA HRIBAH KK & A 2 TF 3R

ZBAE

[0090] AR BHI H ILE T SO IRIA HAR AL 2 A, $RA— P HYE B A FH 5 (8
HERAI B o~ S ARSI fo 5 iR ) S AT 7

[0091] AR H M2 FE LI

[0092] i B ,— SZAKEBNFIRGIE S i il &, oA e sy S e an T -

[0093] AL B AR A HE S, S BEFR 10 TAEVR S AT AR B 2V IR G VR
WRAEHEEUH 5

[0094] TR FLIR B I T Gl 2 wE Pk B E N 5o g/nl, BAEE
4CIH

[0095] P IR A vHE & oA A R FE 1) 3R R s 4G e B R VAR HE i IR FE 4 0, 0. 1ppb, 0. 3ppb,
0. 9ppb, 2. 7ppb, 8. 1ppb ;

[0096]  FTiRRGHRICA) TAEBA & A bR id R I AL B (170 T I B~ H s, oA i R ik
BN AR R T R BUR S5 s B bR ic ) F BB EAR RE

[0097]  JITIRJEAE A A EE [ 53 LA 0. 07% W S L SR

[0098]  FTIRJEME B A EE 4L R 0. 04% 117 3, 3", 5, 5" — VU A ELBE A RS

[0099] Pl Z1byER 2M Bl

[0100]  PFIRMIIRZEHEEGE R 0. 2mol/L PH 4 7. 4 [RBSTR L 22 iy

[0101]  FriR IR Aa VES R & T B A R 1% (Rt 20, 0. 2mol/1pH 24 7. 4 (R IR #5292
MR

[o102] i H., BTk Egbric ¥ TAEWCR - FH RS AR B VRCK b il B S A s () 20 T g B~
USRI, 2V T IR PR BERRE R BRI L 2 1: 1000 s BEFRRERCN & BUsR I A0 1%
A 135 A 8 B R Th S i

[0103] 1 H., AT A A A3 FH 0. IM OB IR — 4715 PR 22 v VW B 5 BT IR IR0 B A
0. IMPIBEE IR — AR BRZZ MK 3, 37,5, 5" — YRR BRI R 22 3, 37, 5, 5 — VU AR ZE A i
[T A 0. 04%.

[0104] 17 H., FFIRIRAABELEA 20X IR GG VIR, A FH AT 42 8 0. 2M 1 R b I Y 2% P < 7%
TRARBIATRLE A 1219 BB RS, VRS S AEH] 5 T R IR AR FR B 20X IR 4 42 R, 16 T AT
FZHE 0. 2M PBS B ERZZ MR - 28 TR/K IR ARAA L A 1219 B EL IR RS VRS S A A -

[o105] 1 H., AR R A0 RAR

[o106] (DL  HPT T IiE 2 5o B Pt A e A B 4l B2 B0 4 W A, 100uL/ £L,,4°C
R, S AR & 51 g/mL, 0. 05M pHI. 6 Bk R £k 5% b 8 AE kB R v FH 160 4k [ AH 24
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[0107] Ve L BT, PRI 250 u L/ FLUER: 4 ~ 5 &, BHXIEFE 10s, FHIK
7J@E€TE:F H

[0108]  ()FFFA 44 FHT R 70 ECA 19 I 2R I3 11 8 EVRUTTRR 20 250 10% A RERH 1 B IR 6 2%
MORZE IR BN BEFTAR, 200uL/ FL, 37T CHRE 2 /NI BHFLN AT, 30T, BT
CIpIIEE RS SRR

[0109] 4 ERTIRE B ,— SZ ARSI o 52 ) G e PR e EAGI B - 2R
s N

[o110] 1 H, Tl B ,— S2 RIS T IR 13 LA AL ZR R sl Ak 9

[o111] 1y H, BT Al B ,— 52 B3 it S ARAS IR 24 0. 1ng/mL.

[o112] 41 BJRIR Y B ,— 52 PR Sl 30 B 3k o 92 500 & A 7 v, LRRAEAE T 2D R
I

[0113] (D i T5 50 AR TR BE Fp B, B T 33~ 4T 30min DA b, #5757 5

[0114]  DHUHBALAR, B A H B AL AN B2 E04S, fRAF T 2-8°C

[0115]  )IRAAVES AL AL A AT [F] 52 2 =38

[0116]  (D%'S ALFEAFIRUE S AL T 9% 5, T FE AR HE S ACPAT , FFid AR
EFLFIAEARFLITE I B

[0117]  G)IAHES / FEA ARV BAEA S 50 u L BN L, BRI A B bR i
V) TAEW 50 u L/ fL, PR35 1R S), FEMRIEER G B 25 CBEEH B WV 30min ;

[0118]  (O)PEAR 48 FF AR, Fr AL P IBAR LT, PR AR WEVR I 250 u L/ FLBEHR 4 ~ 51K,
WRIEIRE 10s, 39T 5

[o119] (DB ) A AR B AL ARFRLL 1:1 9857, 100 w L/ FLINATLLLAR 1, =%
TRAT, TR SR G, B 25 CREEIREE M 15min ;

[0120]  ®IME AL LW 50 u L/ AL, R IRGIR S, WE BEAR I T 450nm A, I3 REAL
0D 1 ;

[0121]  (DEER < BT RAT IR b FURE S IR P L 10 ~F 3408 Bk DA S — A v (1 MR M P
Lk 100, BEnJAGIAFH B - 2 ARSI FIFHIE .

[0122] AR B0 s FRUAR AL A A2

[0123] 1 AR BRI B R AR 0. 1ppb, K555 BT Ak N A2 5 B2 (CV%), CV9<h% s L[]
A7 5 ZR A (CV9) 5 CV<10% s R B LA R Z R A vERA FE 5 [ 2 W AE 80%—110% 2 [A]. 1C50
T8 H 7E 0. 3-0. 5ppb Z [A], RMEAH K REL [r] AT 0.9900, HA ARG AFH 77 (&
o I HERR IR

[0124] 2 A BRI & i il 48 7 VR D b b T e B B IR S 3R BR 1 OVA, B VR A 1R
248 SAL 5 OVA B G R BT Js SAL-OVA ;18 i Sy 4 E A aifb RIS 3 T s 2l i
Z wEPUE, 35 9 R B - LRSI A X R MY 5 R o MR A R BRI A A
VDT B PR AS I T B AR O BT, AT S T — i (o L BRI R B 4HE
WA, WA RBE 0. Ing/mL, 11 HL7 V5 B &) FHEAE, BCAAEAR

[0125] 3. A BRI &0 I R R A7, AKFE ¥ ELISA R R &, B T K&K
Z:26 30K, FF 275 B AR 2R &, 48RS I S0 AR R LA, e ar TR &E i A2
7R N A, BT T vz N T PRV B VLA BRZL AR IRk AR AR S B 24k
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Fsh3n5k B & ) PRI i A

] 352 R

[0126] U AASK GG LA B o= S2ARTEN R R AL bR, AN RV A OD {H B/
BO fE A hAE B, 15 H Kb i 2 T FE I

[0127] 2 NARIIRFNGELL B o= S2ARTSN IR R AR TR, LUK N 25 R AN [ JEE
BEHE R OD (B B/BO R HNALKR, 45 H bRt i 2T R B

BIALHEAR

[0128] T [HIZS A Sl o), Ak A A Bk — 25 Ui B, 71 348 St 51 2 i B 14T, AS A2 B M1,
AN LA I St 9 5k PR 52 A R B IR A v T

[0120] AR BHAF & B IR S IR EF A 0 Tl (SAL) S ERiE B (1 (OVA) A sz i,
FH ARSI o 922 JR o 2 4 2 1 4 2 e B LA, I R R R DT Ve VAW D Atk , S R E Mkt —
A 4iAL A ELTSA J7 AT %58, BEFR TR R = R 0 4 AR o 48 A W Bl R 0 T e et )
ORI . ATAS BT B AR BT IR 37 B 8 50 4 B IDE G S W B 20 BTy (ELTSA) AS U
B~ BN, ARSI 0. Ing/mL.

[0130] A BTN & i e JR A 35 R FH B 35 4 ) ELTSA 7732, ZE AR AR 7
fLA& TR BUIR, FEATER B B - 2SS FI B R BR 55 - Pvb T RREEpLA, H TVB
A SO, FEAWO G AR S5 T S i W B~ BB & R U %, BhniE 2 te
BT AR LG B A B A AR B T A3 RS R B - B2 MBI i

[0131]  — —Ff B ,— 2SI B S g R &, AL -

[0132] AT 0 A AR A HE i R R HE T BB 10 ARV SR AR
By & 1 20X IR GE VRIS, 20X IR GG E0R, HAAR L 3.

[0133] 3K 3 Ak BRI A Bl o %

[0134]
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% Fr % W
‘ T S6FLEEFRAR <15 (BB KA OEE
AR FUR A T T A " " e
greiner, 4% H A Spg/mL, SHEE4CHER
o S ESAAHBERRIE | NDRE R Oppb, 0.1ppbs 0.3ppb, 0.9ppb, 2.7ppb,
%
e e 8. 1ppb
WA | BT mERGRE (g ‘
ImLA#  100ppb
i ERE)
PRCY | A VICHRPIYD T REEE R | IR A HRP R I AL ) S v T R
TAER LA PURE &
A | RS 0.07% Hm ot
TMB  (3,3'5,5-PY FoEHe
J&wB | 0.04% HE P14 E
S8
B2 S 4 e M
20XIRAGVEER A AT B
20X ks | )
BRI, 19 BB | 0.2M PBST CHlg 2hitk 22 mirD)
R, 3 X
ks, RAEAEH.
20X AR VR B, A A LA o
20X WK i 0.2M PBS iR ER2% phi)
AL 19 BB
PEHLH ‘ .
ke, EARMH.

[0135] AR BRI G e EEM B kT
[0136]  1.Pg&i &)
[0137]  FEARHUIR P B A4 B o A Al (HRP ), BRAR I S AL — V0 T IR bR iR
H R 4, PR -
[0138] 1) FRHX SmgHRP #i# T~ 0. bmL 248K 5
[0139]  2) F By InN 0. 5mL B L 0. IM NalO4 %5, =i F B 20 3%

[0140]  3) 4 LIRS A BT A% (8000-12000Da) 1, 4 ImM [RIBEEREHN 22 MR (pH4. 4) %
P, 4 CIE s

[0141]  4) 0 0. 2M B PR R 27 v, A LA _ERE AL HRP B pH Tt 2 9. 0 ~ 9. 5, SRJG SZRIINA
omg Vb T NEREHUIA, SIRBOCRREBHE 2 /N

[0142]  5) 1 0. 2mL HTECHT 4mg / ml NaBH4 ¥, RS, & 4°C, 2 /BT 5

[0143]  6) B BRI NGEHTEE (8000-12000Da) H1, % 0. 15M pH7. 4PBS i&E#HT, 4°Cit 1T ;
[0144]  7) {EHHFE NBERIMA S AR IR, B 4°C, 1 /N

[0145]  8)3000rpm &.Lo=t- /N, FF B3, PUUEY) A P HORTA B B2 Uk — K, S Jm UTIER T
/D 0. 15M pH7. 4 [ PBS 7 5
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[0146]  9) ¥ FAR¥EEE NIENTLE A, XF 0. 16M PHT. 4[] PBS 22 ih b AGENT, KR & T
J 10, 000rpm &L 30 7380 22 BRUTHE , HIEWRD A B AL — Vb T R AR iC ) 1A Bl 25
EW, S VKR RAT
[0147] 2.5
[0148] 4y JE I il 4% SR PR IR 90 T HEIE (SAL) A /Ny TAL &4, AN HAT 2 7 J v g e
Z AR R, B PR EBUR SEUR SR A REOY BN R A, ACEA Rz R, i HA
SEAR BRI RN B o 40D T REBEP IR 5 20k i ) OVA, 8 I VR A TR IFAAT SAL 55 OVA
HRA AR 2 B IR SAL-OVA, 2l4k Jig AT 2840 T W IE R B0 A H R 2140 i %5 2 A 75 R B
HCHy s B RIRTVE Ry Sz i
[0149] Vb T FEEEBEFARRAT L5 A -
[0150]  #iR#fE Sal = AFRFEMIVETREAE], 7E K& T, Sal By 4B AL IR Bl S
BEFIRRET & AEFEAA SN, A2 Rk Sal HIBEHIRATAY (Sal-HS) , N UTF -
[0151]

HOH,C

mac.g OREC
o Yo e 7 C 5
ol // i:ﬁ
HS

Sal-HS

Sal
[0152]  SEEGDIRUITT -
[0153]  (DFREL 100mgSal, BfELE 12. 5mL A |
[0154] (¥R Z548 (0. 1mmHg, 60°C ) B3 3= I ;
[0155] WM T 20mL Jo/K SEE, FEINN 45mg BEHIBRET , Mo I v v IR VR AL
[0156] (D)= ELBEFE MY 3h ;
[0157]  (5)¥% S SV S0 (10000rpm, 30min), HENTIE ;
[0188]  (6)FH oK & i B E B L, 13 UTVE 5
[0159]  (DHhJE ;
[o160]  (®)ZIELIAT, RIFF¥D T REBEBE FIBR AT AE W)
[0161]  Sal-HS-OVA [{J-& b B A ik -
[0162] (DFRHX 40mg Sal-HS ¥ T — E &M = & fE — 58 7N M — = F 5% 7 Ik ik
(0. 15/3.75/3. 75V/V/V) J&-E¥EHH , VKB 30min ;
[0163]  (DMMA 4. 87bg T T Fitr, VKIr MABE Fh i S MY 2h
[0164]  (FREX 21mgOVA, ¥ H 78 /3 % fift T+ 6mL AR ENZZ 1+ (0. 1mol/L, pH8. 5) H 5
[0165] (O BCELFI1Y OVA ¥ HZ i I B Sal-HS S NRAEH ;
[0166]  (5) ) N VR G ) D Pt S S sk 8¢, 8 1) 1) 6] Jse B 9 pH AT 1 428 5 A 3L pH {R FF 7E
8.5 ;
[0167] ()R H, ¥4 S NBOAT 0. 01mol /L [ PBS W ¥IEAT 78 73 3% #fT
[o168]  (DIEMT 4 KJG, K& =935 T 1. onl BL.OE H, B 20 CUKFE T IRAT

[o169] RV AUTT -
[0170]
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ROOC{CHOrCUEE
L ‘ :
ng_t}_wml + ngﬂxﬁﬁmﬁj}; f%,a? _—
Sal-HS EEHR T h
e v Nl Bz
4 -~ C0; + (CHy),CHCH,OH +
" e T
il ]

@-—wgmgmc
g
o5
[0171] 3PV T Il 2 ol BRI il 25 ke
[0172] 3. 1 ¥ B3R ) SAL-OVA 1E 8 Sz I, #aBe i 1mg/mL, 5548 [RAS 58 A7) S5 2R
B0 R B VRS B R A 2, B DU R S — Ik, BRI e T RSR LR R 280, LS i
B AN GG O, 18 B BRI, S0 KR I 73 B P o
[0173] 3.2 Hiikmy4ifh
[0174]  3.2.1 fHi%
[0175]  DLURRIRR IR B #h iR 4l g T Ptk skt 8, BT AR — P 4l e ig 21
Ge PN . WEBTIMTE 10m], P 2 235, I 10ml (% 0. 01mol/1 PHT. 4 [FIBERR 3h 2% i
W, 783 TRAT, NN 250m1 YA AR R F S L (LA ZUK I 22 PHT. 4D, #8557, 4 C UK RFE 3 /)
i, LA 5000rpm 250 30 4381, 2Bk _B3E W, I 10m10. 0lmol/1 PHT7. 4 [FJR4RR Eh 2% ph il ¥
FEVIEY), B TR S 10m10. 0lmol /1 PHT. 4 [R5 G £h 22 i IR VA il S s BR 1R
1 TeG UTIE, BN EHTAE (8000-12000), %F 1000m10. 01mol/1 PHT. 4 [RIRAER Hh 2% ph & MT
24 /NI, BIR) 4 3 IR
[0176] 3. 2.2 b4tk
[0177]  1.DEAE-Sephadex
[0178]  A-50 THALF .
[0179]  FK DEAE-SephadexA-50 CFFK A-50)5¢, & T 500ml Z&48/K N, 1h fa i L2 40k .
F 458 A-50 S 0. 5mol /L NaOH15m1 [HIELA, ¥ A-50 323 T 0. Bmol/L NaOH ¥, fi s, #
B 30min, 2EANA IR GAF 2 E 3840 Fhag, 35 R 2 Z WK P2 pH 2 L
0.5mol/L HCI [A] F¥pfEit FRabBE, &5 LL 0. 5mol/L NaOH FiAbFE—k. AbH5E)E, ¥ A-50
BT 0. lmol/L pHT7. 4PB ZE i it 4 .
[o180]  2.%%kE
[o181] (1) B ENTAREE B [E 2 T w4 b, AR — AR e R, K O —FLR B R
BRI R
[0182]  (2) 4 0. Imol/L, pH7. 4PB BRI AAE 22 1/4 @&, FHEI N & A 225 L]
G AR AR A-50,0 55 A-50 BEIRUTFE 2 ~ 3em =i, TS HK TR BE SR, 35 Hil
T ImL/min, [F]REE SR AR A-50 B 22 I 75 =1
[0183] (3D XM KM, fir A-50 HEM e UL G, AR — [ETE I8 A8, IR 7 98 58 BAE
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e WA T B Sk BT R LR SO RS S RO AR L B

[0184] 3. F-fiT

[0185]  J& FF Hi /K CIMEE S, 2 hI i3 12 ~ 14 3% /min. fHZ0 2 5 R AR K BE I H
FUL pH V5 HL A0 0 e YRV S A VR pH HS B oA, P IR B —EUN oG A HY
K, A5 A

[o186] 4. h0Af R pENit

[0187]  JAJF b VAR Rz J8 N CIMEIE e, A% A P 8 PR 22 12 3t 5 A [R5 A i AH DI
SERI OGP 7K 1, DLAB 4030 5 A AR RE IR i RRRRY. < PRARER 2%, 25 R & LA <100mg 4
B o KA HZK TR TE JEAE A S G202 0 AL, 22 SAETARDINS, SZRISCH T O, LD &k
AR PEAERE 2 ~ 3 IR T K O, A5 g N PRAT:, B G 2B AT B in A Z 7 e i
W, BEAE O, AR VE SRR — 2 T RS S HIIE 12 ~ 14 3% /min.

[o188] 5.k

[o189]  FFafUEME R RN At LU AT W o R iR 3 ~ Bml. FLllcdE 10 ~ 15 &
[0190]  6.J&EH

[0191] DL 751 ARUEANM OB EETH 737l e &4 0D280nm, 5 0D260nm, %40 & & &
&, JFLL 0D280nm A e br, LIRS AR br, 25 IV H 26

[0192] 7.5 7% K45

[0193] BBl ) EH B S MBS IR 3T G 5, BL PEG (MW6000 )3 45 22 Jir
TR N 0. 02%NaN3 B i, T 4 CIR(F & o RIIRAF I NI T —20°CUKFE o

[0194] 4 3RFIKIECH

[0195] 4. 1 bRy MERARREER R v A0 2 Img, FHJG/K AR B EC AR 1mg/mL ()RR, 7
H PBS #2582l i 2 BT 7 B FZ (0. 1ppb—S. 1ppb), Iml/ MRS,

[0196] 4. 2 BEARHUR AR - FHEERB IR (5 PUE ik A2 0 1%BSA IR IR Eh 22 M BD ¥4 B brpi
JERRER] 1:1000 (BEARHUR BEABER I AR LD, Tml / JRESE o

[0197] 4. 3 AW A < FH 0. IM IS IR — A7 45 PR 2 i v s it S AL IR AR R B L & 1 o LE oAy
0. 07%, 7Tm1/ HESRS,

[0198] 4.4 KW B < 1 0. IM ISR — AT A5 ER G2 i ifs TMB #8821 B 8 15 73 LL A 0. 04%,
Tml/ HEERS .

[0199] 4.5 & VR 2M BRFR, Tml/ JHLJEESE ,

[0200] 4. 6 PESEE BN 50mL WRAFVES I & 877K 950mL #4ke, R S5 A, & 4 CIR
1% o

[0201] 4.7 $REK HX 50mL ¥4 $- BN 25 55 17K 950mL %, VRS 5 fE R, & 4°C IR
1% o

[0202] 4. 8 PR P P IRATT -

[0203]  AD fU 4 K Huik B R il ok B A B AR AR, 100ul/ AL, 4 C I, At gl &0
51 g/mL,0. 05M pHI. 6CBS (T #h 2% i) 1B A MR v T 049 [l AH 0

[0204]  BOVEMR ALK T, FIVEOR 250 u L/ FLAE 0 BEM 4 ~ 5 Ik, BRRIAIRE 10s,
FIWR A ARHA T

[0205]  COFfI 2K T 40 1%BSACE LY 1 88 FDFI TR 73 204 10% FIRERE (sucrose)
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) T8 T2 % i R 2E o s VR I N BB AR, 200U/ #L, 37°CHLE 2 /NI, K5 FL R B T
FWROK A48T, B35 T8, Inda T B 4.

[0206]  AS W RVD T Jiag B g K S S A IR & o A R RE T T

[0207] 1. HGE

[0208] 1.1 4¥HAG A

[0209] 20 73 AT G 2 B AN T Bk, e im, A0 B3R BUEM, A54. g
W7, 5 %L, FT BN P 25 IE /o

[0210] 1.2 SEEGHS &

[0211]  1.2. 1 REE LRI R LR . WE 20 FLEFRAE, 1341 0D ~FIIME, LA
REIS 2 20 172 FIFE SL I SN0 3 A Ay 22 I A ot B ALK 25 A A D R o

[0212]  1.2. 2 ¥ERATE < [BIWCEE RS vl 2 B e, 3% 52 1ppb5ppb NS IR . fF—
WREA B APATHE, BAEAE 2 4L, AT AN T 3 IRE IR, [FIREEAE 80 ~ 110%.

[0213] 1. 2. 3450k -

[0214] XM

[0215] oA E R o 100%
[0216] Vb T HGmE .. 100%
[0217] R T D o o 150%
[0218]  JRATF D o 110%
[0219] AR RE R 75%
[0220] oI 2 o e 65%
[0221] LG R 50%
[0222] PR .o 35%
[0223]  RATRER 30%
[0224] AT e 12%
[0225] PR E R L 10%
[0226] 2y T B oo et e e 0. 5%
[0227]  FUHG et 0. 1%
[0228]  E TG .o 0. 01%.

[0220]  1.2.4 K525 1E 1k FHARYEE £ 50% PN E (1C;,) BT B2 AR HES VR = R I E
AIRFIEH bppb KEHEHEENE .

[0230]  Hk AR S FREL CV<B% 5

[0231]  #k[R]ZE S 22250 :CV<10%.

[0232]  1.2.5 £k X RAEHEMIEATINGE, H 4p B AR K, vHE I R{E, R>0. 9900,
[0233]  1.2.6 FasE 1 -

[0234]  AgsEME :37°CANEAR B LI b REE . 0 ARHEFRET OD i TCs ARIRA BE AN I
[ B da e AR I AR ZETE A

[0235] 2. fRAF BA G T 2-8°CHIE RDLIRAT, AR E G HERARNAN 6 1 H.
[0236] .40 BRTIR B ,— S AAURB B S A R Al B ,— S A ) 5k B A
FEALEE

20



CN 103235117 A OB P 18/20 T

[0237] 1. JRYEERIMIE FRREAEEL : 1)

[0238] W] LA E TR /3B o 45 PRAE SEVEMUIR, 4000 2 / 4380, B0 5 43 BhElid g 5 HL
IEWAT I T T e, TR ERIGBEAT 5 MR (ImL PR +4mL FEHGED .
[0239] 2 LA ERZZR

[0240]  J5ik A« RRREAEEL 0. 5)

[0241] (D3 LA ERAL P IR « FREL 3 0. 05g A1 JFiAE S T 50mL B0 0, A 8mL
CHER ImL 218 LB, fe KEEBORBEYR T 10 738, 2536 4000 % / 735k, 8.0 5 2058
[0242] (DY L5 6mL, 60-70°C k281, 8k 60-70° C AKBAEAKT ;

[0243]  (DEL ImL IF O TERY), IE NN InL $2 0K, f KE IR HER Y 1 208, (i
HILFLAIR S, RN JZ KA A S8, fRAEE FHE, 85°C /KW 3 438D, HL 50ul T
JE IR AR AT o

[0244] 775 B : Bk A% )

[0245]  (DBRENLA AR S B RE A IR, FREX 240. 05 355 HIAE & 10mL B0
Erh o, on 2mL3% =R LR, PR 10 438h, =3 4000 % / 3B, a0 10 8

[0246] (DR LyEW, B 0. 05M NaOH1: 1 y&%) (1mL 3E ¥ +1mL0. 05M NaOH), B 50 1 1
HEATAS I o

[0247]  3.%AEl

[0248]  J5i% A HEMRE TV BEAE 4 - 10D

[0240]  FHFLERAFA AL, B 1g A DR S DN 10mLO. OIM ¥ 3R /R, 78 /R A 10 73
Bho KA pHAE R AE 6.5 ~ 8 Z[H], i M A F AP B R I . &R 4000 ¥ / 735, B
L 5 4B, B R SR Can S VAT ARVE AT B R T s SR AR vk . BB S AT
.

[0250] U7V B <A WL FIERIGE RRREAEEL < 1. 0D

[0251]  Ad IG5 ARSI Bt o BX 1. Bg 51 BURE i, N 8L ZJiE AT ImL 7R SR, 5K
R eI 10 23 8h. iR 4000 B/ 43 BR, B0 5 43P, BT 6mL _EIE W B S — Bk,
60-70C 70, 8L 60-70° CRBETWT . B ImL [F EEd iR T, FF N 1mL $2HL
T B KB BEIR T 1 /3%, SR 4000 5 / 4380, B0 5 238h, FEFLE 50 n L R 2 K AHBE
ATHEI o

[0252]  A\ZR40 R RS :5)

[0253]  HY 10mL ZF @35 4R (20-25°C )4000 % / 4380, B0 10 4380, Wekr L ERRE . H$e
HOBHEAT 1 24 FB (lmL 28474 +4mL $2 508D , B 50ul @ AR SEAT AT

[0254] 3B IIRAT -

[0255]  ——— RALHEFIFE AR IRAF
[0256]  ——— ALFE S BUAE B AR BN 52, AL S AR T AE 2 ~ ST AR 24 /)
It

[0257]  ARFIGHEH AT « (B 20-25C4&4F FHAE

[0258] 1B T5 A WA A BT P U, B T30 (20-25°C) P47 30min UL L, R &
VARG AT RS

[0259] 2. HHH 7% ZE B ALASG H AN FH B AL RN B 048, R A7 T 2-8°C 5
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[0260] 3. PV IEAE AT ATt 75 [0 52 B =38,

[0261] 4. %'5 A4FEAFIRUE S N ARALIL T 90 5, TN FE ARG HE S Al 2 FLPAT, I
SEAHESLFFEARSL T AE AT B

[0262] 5 IAHESS / FEAS < IR HESE S AR 50 w1 B0 IR AL 5 Bl BT A B A i
W 50w 1/ fL, BRARG IR, FHEMREE R G S 25 CBEEIREE F Y. 30min

[0263] 6. AR < /N8 T SRR, B AL IR AR R, PR 250 0 1/ LA ik 4 — 5
U BRRIAIBE 10s, WK ARHIT G I AR B B i n] -4 AR SL B

[0264] 7. & AT EWRE R A BFEY) B 1:1 5D 100w 1/ FL, BEIRG RS,
FHEREER 5, B 25 CRECIREE [N 15min

[0265] 8. llE AL 50 u 1/ £L, BRIRG RS, BoE BEbr i T 450nm 4b CE A XX
F A 450/630nm A, £F Smin PYIESEERD, e AL OD (5. (35 TEBEAR 10 WIAS N 2% 1B
H BIERT BT A E ) 5

[0266] 9.%45 %

[0267]  JIr3RAT (RS HEFIRE (i RO B A ) PS40 R LB — AN RE v (O 9D () W ' A P afe
LL 100, [t 0 BeUESET 100% JF H.LLH 43 e e s oA .

[0268]  AXUWTF :

[0269]  ASHEMIWROE AR B

[0270] x100=% W 5% B AE

[0271] O ASUERIR O B (E

[0272]  THERIRHE(E L2 N — DX DY B o 2 RIS I EE 2 X HA bR R G it £ 14, A
X AR — AN R B AT DS IE 46 E st

[0273] & T ARAGHESL I B~ S ARSI S B B, AR 4 1 13 H AR P a0 20
e LAH T I R RE R 2L

[0274] 10D A< % BH R A BR300 H) ELTSA J7 230 52 bR it £k 10 2 o R

[0275]  HI$i SAL 2 e BB AN FRRFEI B ,— 52 AABE A il AT $0, LA 100ppb K]
BEHE b, FEAT 3 A5 RE, LL 0. OIM PBS &, %M ELISA AR P TilE. UL B,- %2
IRBREN TR T A RS AL R, AN [ A VEE & OD {8, B/BO {E 4 AL KR, %% OD 18 W3 4, 15 Hibrufe
ek 77 #E, LK 1.

[0276] K 4 AN[RIUR BERHE S, OD {H

[0277]

WREAE RO (W H 4

100 0.321 |OD

33.3 0.356 |OD

11. 1 0.452 |OD

3.7 0.956 |OD
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1.23 1.211 (0D

0.41 1.521 (0D

0.137 |1.686 [OD

0.045 |1.876 [OD

0 1.871 (0D

[0278] A Z50 HE L WO, B B ,— SZ2 IS T B R A AR , A [R) R BE A v i OD
B/BO {4 AR, 15 HbRHE ik 5 FE, A y=0. 977x+0. 0447, R* 4y 0. 9669, £ HE 5 7E— & 7
P R PR

[0279] A SEA

[0280] AR5 vl T PR B0 ELREAG I, 41 SR PR FE (I, R 4000 %% / 4358, B0 5 43
BhEl RS B ISR . R T RS T S, T AR R EUGRE b A RRE .

[0281] & HEIRF & ERAE, X &0 RVNKIE B ,— 2 ARBEh ARV S 3T 2 5, 38
13054 i 2 DL 2, F I 2 W Z R i S Y, Z kY L AE 0. 1-100ppb 2 18], 24 B ,— %2
R BREN TR U B AE 3. Appb I AT 77 £ 50% ], 26 A 5 250 0. 9697, S AR A H B
(IC10) 7E 0. 1ppb iy, 25 R, Pi SAL 2 FLlEHUARTE PR BTt i) 2R LT (1) 25 A
M.
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