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2. QIBCRIEESR 1 ik AR, FURFIEAE + P IR MEAS R DL s R TR R
AR R OB IAT 2, Frid fc vk s A ] oy SIS B A FRIRIR &R B AR I A A SRS &R
SIPNIREE 4= NN A= N DEREd S R 3e g SV

3. WIBOMIER 2 Frid i) &, SURFIEAE T IR BR MR - S A2 R PR 1T 5 X = 4k
e NS B Y AFWAE

Na

COOH

4. GACRIEESR 1 BT (R, FERRIEAE T B R R A B v B b 1A 2 AR MRS (R Bt
JEAE Ay i DA il 25 34

5. UIAURIELSR | T A&, HRpHEE T b Bk e b R pipiik.

6. WIBCRER 1T id B, FERRIEAE T Prd Bbr 10 420 B AR B A4 BURR I A5 A i
BT VR B A T PR T N, M b T B A RN ok AL B R A B A VRUR I AR A
SEARAR IR, A S 78 B YA A 2R — G BV AR BRI R I, 28 1 BVCh 1 ~ 2mol /L (B BRER 31
FRGE IR 5 b VO IS Ay 40 VAT ECARE Tt P 15 A T JE A Sl (20 Y8 A X A B IR 2k G i 261
WA 1~ 2mol /L S8 AN

7. WOBCRIEESR 1 Bk R &, AR IEAE T IR SRl pHAER 7.4, &H 0. 5% ~
1. 0% I —20.0. 01%0~ 0. 03%oZ BALEIBT 0. 1 ~ 0. 3mol/L KIBEER G2 i ;T ik
SN pHAE A 7. 0.0. Imol/L FIBERR Eh 2R, BT Il B 43 Lb A AR B 4 L.

8. WIRCHFESR 1 Pl (i ) &, LR AE 7E T P aak R 1 16 o v s 5 01D 9k B 93 3l
Opg/L.0.5ng/L.1.5ng/L.4.51 g/L.13.51 g/1.40. 51 g/L,

9. —FIRSTIUAE S ERMERS B B T, AR IR

(1) FEMATAREE
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MBI RN AT ERENH

ARG
[0001] A B0 K Bl IR e 2 s 50 A, R AR B — ol Y A 00 1 11 R 1 Bl B 4 222 1571
e FLRR I T A SR R IR M 5 R AR

BEEEAR

[0002]  PRMHEHE (Acid orange), XA EHE I WEH 11 S0 0 BRI 4 i s R MEH6
B 1820 “E R, AR A FR O 2- 28Ry RN R R BN . IR MERS S — PPk T vk, 22
T B8 I 2 R E G R GE, ZG R b A K& B 2E B, W A I (R 7E S A A B
AT REXDRE A A & B, LA 2 B WYL, 0 SRR R AT B R, O
GRMEBEUEA A, SR RS R A IR . (8l TR R B
ICBR S RE U, — SRR R RO R BB A, g AR B G T 258 1 A= Fn
7 Fhe, PR T 65 R 0 0 8 e SRR « 5 0T 0 e ol o 2 A 7 it B e i o R
A AR, U EAE TS M. B, 837 —EP0E A SR i
MEE BRI  E R A B X

[0003] [ Hif SCHRHRTE A7 D¢ BR AR (ORI 7 V2 i B oA B iiy2: (HPLC) % ) (R 830UAH
v (Re—HPLC) - i 350 €33 — iy (HPLC-MS) B S A80RAE i v (UPLC) T 2 ik 4]
5 SOOGIERINE S . AR LT, R IS RS RS A G, Al SRR E R
FE AT s DI TR I NI T 4 T BR M AS A, N #8220 o UPLC YR T8 88 e P, {HL %
25 BUR AR =7 sHPLC BL A HPLC-MS V22 B FH de )32 [ 73, MERA A8 P 48, 2 B ATl e
T T A (R PR A 7 V25, AELASCRS  25 U s B 0, ELARE i A 38 S FE I, 75 2 K RS 1 45
TR N G, XTSRRI B, AN N o S T BRSO () B fh
PEWE B2 (ELISA) BLARe S R ar R & BV 1T 08 A U ARG S 38 A T2 A A 1
RSN S0 5, Y HLBT 7% A 2D, R TR 50 5 2, ARG B, BR A% B L Rt 2 B A i Aol
BN HR B8 R0 1) S T A ) A, B R R SR 0

A TSRS

[0004] AR H AL T SR At —Fh Gl fa fa] 8 A O A8 A (68 8 (68 138521 F TR 1k
FEASIN AR IER A 2 R0 2, JF B — P i A YRR L T (8 ol T KL B A L 10 M L
i I

[0005] A WRF &, " ALHE AT B I B R AR TR VRS B S SR B AR L IR
T R e VAR TR S (5 9 26 BB DR S VL, I A i S5 IR A A R B IS, BT
ABETR LY A PR IC T

[0006]  Jfridt R M RS A IR L St by R MR - P St 5 20K B R IBCAS B, Tk IR RS~ Bt
7 PR PEAE: 1T -5 0 2 2 IR S BAS 38, o e oAk a2 1 ml O BRI A S AR AR B L A4 I
EASEEA= NI S I R 4= NU M dS NI (D4R SR e g SV

[0007]  FTIR BRI AES 5 b P T A2 LABR MEAE R IR IL I A DAy SR 28 i ) 26 3R AT

3

=N
H
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[o008]  JriAHiHLA A FEHUR PP,

[0009] PR EE bR ic 420 1) b 1 B A AR Tt AL AL A0 T S A e i Ol 12k s P TR A, G AR B
R SE A s BEARIC R BTHT AR R e v s R N o A0 B B AR A T (B B
(EE

[0010] 4 T BE 75 (s A 37 i 4 R0 KB AR A, o 3k 7)o 3 /B, i 8 2k RS A oA VR T
W) B 2 TR PR R

[0011]  PTIiR PR AEHRHE MH SV 6 i, WAE 43 A O g/L.0. 51 g/L 1. 51 g/L\4. 51 g/L.
13.51 g/L.40.51 g/L.

[0012]  *bric B A R I S AL I, T IR JEC ) S5t 280 SECADD VR A VLR ES DDV B Y4 e
A A I AL R B AR IR S B BUA A A i sl DU AR SRR AR, BTl 2 134 1~ 2mol /L 1)
DL 2 B R PR 2 PP 5 > b DO IS A 0 e DA Tk 8 T2 T T T TS JE A2 2 € B g R A 2 e 1
R FTIR KN 1~ 2mol /L AN -

[0013]  FTiRBEEBAIE R pHE A 7.4, 5 0. 5% ~ 1. 0% I3 —20.,0. 01%0~ 0. 03%: %
FALENBG 7.0, 1 ~ 0. 3mol /L HIBEER ER G2V, BT il B 43 L A AR FR B o L.

[0014] PR BHAIE R pHAE A 7. 0.0, Imol/L IR Eh 52 MK

[0015]  HAr ZEREARAR 4 b 72 A BT FH B0 A 22 vl pH B 9. 6,0. 05mo 1 /L [k R
R BV pHAE N 7.1 ~ 7.5, 8 1%~ 3% M0, 1 ~ 0. 3mol/L [IfERR £h
ZEIP BT 5 4y b oA R AR A L

[0016] A% BH AR B BRAR I i 45 R A < A0 4 28 Pk (0 4 SR R RE B 20 1 g/mlL, B LN
A 1001 L, 37°CREEOCHFE 2h 84 CRb i, Wil 22 FL A A, PRI PERS 2 IR, BRIk 30s, 1T,
IRJEAERFLF I 150 ~ 200 1 L 3 IV, 37T CHEEOCHFE 1 ~ 2h, MR AL N AT, 5
AR R AT

[0017] AU BH ARSI S B

[0018]  FETHALAS LTG0 A8 IR 1 A AR IBC P S, I AASE AR S VB Bl oA ot i VB > P IO R
T8 B 5 A B AR VR A5 A R T P A A 50, A O R A A A IR T 5 5 4 LR PR A B
BEHUA, IR R ICHTHUARATHOCER, H B W S 6, FEABR S EE S RERN S &2
ARG, 5 ARt i 2 LU e BT RT 753 B RE A A R MEAS (105 B o 5 [ R AR A AR b B 6 PRI R
L5 ZR 1R PR TR YAl 5 R 0 € 4T b s o REL IS A DRI A A o e ke B () R S [ o

[0019]  ARBHICHRAL T — Bl N b I IR H 8 X A U B A (1) 7, ' B AP IR
[0020] (1) FEACHTALIE ;

[0021]  (2) ARG IEATHI

[0022]  (3) A& R .

[0023] A J EFY A 0 A2 1 s 1 i Ec e 2 k) 5 3= K [R) 4 54 ELTSA J5 v 5 1 BlE &
L MUASE A R P A 1 2 i s XA AR () T Ak BB SRALC, A AT Adh B8 o 52 7 1, 3 I) o PR
KALEAEAS 5 3= B DA AR T A3k, A 50 07V 07 (8 54T, HA R ek RIS
R 70 P2 v S AR R R SR e AR R ) TIER e J KR , 465 A T B A FH 7 58 O s A6 L L 485
AR ST 7 % R 20 MR TR 38 T K HEEFEA IR IR 1 e T 2

M3 (& 152 BH
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[0024] K& 1 :FRYEFEFPUE G HEE L6 1K

[0025] & 2 B MRS - BT JE AL L AL PR S K]

[0026] K& 3 AXF bR £& K]

BALHEAR

[0027] N4 G B AR SR 3 — D MR A R B o N R, G S A R T B AR
HRBR AN FH 2R BR A e B P9

[0028]  sjtifs] 1 R F &L 4%

[0020]  1.FERPEREPHLIR &

[0030] ¥ 280mg W42 Ik 2K A R 20mL0. 2mol/L [ HC1 3,0 ~ 4°C T4 i1 140mg
NaNO, (] 5mL 7KW, BEG WV 0. 5 ~ 1h, 285 12 I 240mg BRPEARS 1T 7E 5mL0. 5mol/L it
BRI TR VR A, BRSO 1~ 3h s I IE B SRR R AL, = AT iE, B0y, Kk, L1R
CPRERIG B 5 Ja 13 BIHE QB - K P B 45 IR MRS TR E AT A, B IR MRS 5t
[0031] Y IR i ih LR TE I 12, 4ol 2 P, 12. Tppm BRI 3900 iR 2515 = 04,
8. 1-8. 4ppm /eAv 3 I0 I 07 BME S U8, Ui~ H0R & U .

[0032] 2. PRI

[0033] i JR il & —— PR RGP R 5 4= 3 FER 1 (BSA) RECAS ) Fe iz i

[0034]  HY 15mg F-HUJE, %fET ImL N, N- —FFZL I (OMF) A ;% B 30mg Biik — T H%
(EDC) A1 N- FEEPEIAWE % (NHS) FH 0. 2mL 7K 78 70 VAt S N BB SR Vv b, =50 T ek
24h, BIRT1S 2 e N A sPREX BSASOmg, 182 78 73 Wi 3. 8mL PBS (pH7. 2) ", 44 KNI A
B IAS W IN BN E A, I TR IR 24h, FH 0. 01mol /L PBS4°CIZEMT 3d, TR #r 3
UOENTHL, CABR 22 R LN A 553 3%¢, T —20° C AR o

[0035] AU R il & —— R PERE iR H UG & E (OVA) RIS B Az IR

[0036] % BSA #e UG A (OVA) 4% iR 5 ikl 15 3k 5

[0037] 3. FRVERE H v BB AR M 25

[0038]  Zh4) o fz K bk D BRAT B Sz R vE N B Balb/c /N BRA W, SR E N
150 w g/ J, A8 H = AL UG .

[0039] 41w il FH SRR AL, < /) I I i 45 SR e i UG LAt e, 3% 8- 1 (BRI EL ) L
15 5 SP2./0 B #6983 40 il £, 5K P IR) 482 5 4 ELTSA 052 40 L35 9L, e BH AL o ) A PR
MR B PR FLIEAT Se R AL, B 3015 31 53 W BR M AS: B v B P A 1) 2 AT 9o 40 bk

[0040] 40 MLV A7 R A5 5 B0 5 I 2% A0 8 40 P P R A7 A A 1 X 10° A /mL {1 41 ff
W AR A KR AT . BRI B R AR SERION 3T°CoKyg s i, 250 SR S
UNCIEIS i ap T

[0041]  FRBCEHUARR A= 54tk 244 Balb/c /IR EE N KB A I 0. 6mL/ H, 7 K5
FE Jls v SRR ) B o R A AT TR AR O RR 5 X 10° A / R, 7 KRG REMIK . HFERR - MRes i
B BT I K 44, —20 CHRATF

[0042] 4. WPIPUAR &

[0043]  DLE Sz shiy, LA IEHTIAR A 9008 J5 S0 % o SR S, 73 35T BT

5
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[0044] 5. FEbRICPIHUIARIIH] &

[0045] K2Edit RBIPiiARS BRI AL lE (HRP) SR o IR )5 it MR AN VE AT R . 1%
S0 1 ok W RN T SR R AR B TP RS R BB SRR B L R 40 1, BT BRI A A B A 5
FALAE TPV 2 SHUR S & 1AL s, XIS I BUR D A e o T 781 T iS850
T, BRAR T BEAR iC B T, (0 f s MR TR A P 2 Ak O T JuX /1)
A, BAVEAL G T ET TR, B

[0046] (1) 442 T &IEMIH LR, BN R E A G R/ IEBN AL LR D ;

[0047]  (2) PRARHUR I ARG S DUk BRI LR 22 201, U R SR I 1A LR G i)
T AR, o B P 453 Sk D

[0048] 6. WEEARER 1 &

[0049] A4 22 vh 0K B0 A JE R B B 20 1 g/mL, BRFLINN 100 1 L, 37°CEEGIFH 2h, i
oAU, R TRPE 2 U BRIR 30s, 1T, AR JG FERRFLA I 200 1 L 3 413, 37C i
JEFE 2h, LR T, TR AR IR L B R AT

[0050]  SETtfA] 2 AGHIN R TH A 1 R IEG S 2 R ) R L A

[0051]  ZF FoAe I R e A U B K e R e, A L3 R L4y

[0052] (1) Cfpl PRI ARG AR BT R B ARAR 5

[0053]  (2) BRPEFEbRE S v 6 i, WP 73 0w g/L.0. 51 g/L.1.51 g/L\4. 51 g/L,
13.51 g/L.40. 51 g/L ;

[0054]  (3) BRMERS R s fEPUIA TAEW 5

[0055]  (4) FHBAR ik AL W REbric B EPL RPTPLiA

[0056]  (5) JEA W (B T A VRN B ALK, A BN SR ARNR, B Bk VU BRI BRI

[0057]  (6) Z1EWA 2mol /L B R

[0058]  (7) YEWWE A pHAE R 7.4, &4 0.5% ~ 1. 0% & —20.0. 01%~ 0. 03% S %4k
B 5.0, 1 ~ 0. 3mol/L (AR R ZE PRI, BTk & 43 Ll oA R AR H 43 L

[0059]  (8) B A pHAE A 7. 0.0. Imol/L HEIR #h 22 MK »

[0060]  SEJtA5] 3 JHE < A 7 st AR BH St A A o R e R 1) R

[0061] 1. FEACHTALFH

[0062] W 1 DA R AE A

[0063]  FREY 2. 0g+0.05g FEAS A 50mL 2K 246 B0, N 4mL 2B, BN\ éml 23
B K, IR sl 2234757, 3000g AL, = (20 ~ 25°C ) B0 5min B 100 0 L B
T 2mL BRI LA B0 T, N 900 w L R, P 800 1 L IE e, AR EA R3] 30s,
3000g PA_E, =i (20 ~ 25°C ) B0 Smin ;BRE FEHENAE, BUFE 50 u L T4 487
[0064]  GIEFEFEA :

[0065]  FREHX 2. 0g+0.05g £ A £ 50mL 58 2% £ 4% &5 0 &, i A émL 2 15, # 0 A
4mL0. 1mol/L BRPRERZZ MK (pHI. 1), AR BESGIA BN 22257, 3000g LA F, #3H (20 ~ 25°C)
B9 bmin L 100 0 L FVHER T 2mL B8 A B0 1, N 900 v L ¥R, # AN 800 1 L
IE %, FRBE Rl 30s, 3000g PLE, E=5{ (20 ~ 25°C ) B0 bmin ;2 BJEAHIAH, B
FE50uL HT2H.

[0066] 2. A3 A
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[00671  [v] £ 4 A7 TR Ak A AR IR T J0 P T A A A L o N T A R o M 1 Y AR B 2 T A 2 11
FEAVSA 50 u L/ L, FEIMABR MRS B s B HL R TAEM 50 u L/ AL, BRIRGIR S, FH s iRt
m A B 25 CHEDE Y 30min s8] H FL IR, BEFLIDA 250 v L PR 78 70 Ve 4 ~ 5 X,
REVRIEIRE 10s, FHBOKERHAT 5 B AN BOR b S84k Wb e e B R BT bk 100w L/ L,
BIRGIRA, F s RIS RS & 25 CRE Y 30min, BUH ER EHOCER LN KD
R A R AR 50 1 L, A B (AR B R DY TSI % (TMB) 50 v L, B4R iR s, 5
PR AR 5 B 25 CHEYE WS 10min, FEFLINA LKL 2mol /L B3R 50 v L, BEARHIRA), H
BRI K B RE LE 450nm AL, I 52 B AL FEAE (0D 1Y)

[o068] 3.kl &5 A A

[0069] BT $RA5 (K0 B3 ANV FE (1 bR S B R WO B P 3908 (B) Bk BAZE — AN AR v b ¥
(0 brifE) MG (By) FEZRELL 100%, £33 H A WOCE(E . CAERTERS bR K E (1 g/
L) BIXTEE A Xl B OGS Y B, LlilbrvE ik, ail 3 B . AR IMETH R
FEACER IR E 23 WO B, AERE R — AN R A R TR P S 55 i JU P ARV il 2k B skt o

[0070]  SEJEfs) 4 FRMEFE BRI % 28R S H AR SH# 2 X5

[0071] 1 i) R A R RS )

[0072] 4% HEH ML 5 v e R B R AU, SR B v 2R K A0 0.5 1 /L, brvE i 2
[RFE 4 0.5 ~ 40. 51 g/L, 1C,, (50 S HPHIH ) VEBINEHEN 1.5 ~ 3. 00 g/L s X AR
R BRI A ) S Sk A SR BB RS 20 BRI TR, BRI 2R 1 A 6T
B AR IR EE, DL 20 SR FEAWR BEI P3N b 3 A5 bRtk 22 Ron kB, 45 AT %7
VEXTHEAR AT R A 40 1 g/kg.

[0073] 2. FEAKE %5 B FHUER B2 A

[0074]  DA[RIC A g MR FE VP F8 bR DL EE 0I5 7t — R P A P A 00 5 SR AR 6 s
fiZe (RSD% ) VBN KEH FEVF Fedr. THE AKX R (%) =s2haille{d / #Hig
B X100% , Horp AR N FEAS BIUS IR BE s A B VBl 22 RSD % = SD/XX 100 %, H: 1 SD
ARAERZE , X A0 52 200 16 P34

[0075]  #% 401 g/kg 80 1 g/kg. 160 1 g/kg =PI ERIEFE X 25 [ 06X My 328 N %
Sk A 2 e B A A AT I (B BSR4 N PAT SO FRER & AT
W 5E S VA T3 [ BoRg 2 BE 4 S R 3K

[0076] 3% 1 K% R S HERA FE 1A

[0077]
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A B

6/7 1

FEA IR (ug/kg) 2 (n=4)% FLHRSD(n=4)% HLERSD(m=3)%
40 92.8 7.4 1.2
Beiy 80 84.3 58 9.5
160 102.1 6.3 10.6
40 77.9 6.9 9.3
el 80 93.6 8.5 12.1
160 90.4 52 8.7
40 86.5 7.8 114
B4l 80 103.7 63 9.9
160 79.3 80 9.0
[0078]
40 91.8 53 8.6
N 80 96.2 6.1 7.8
160 100.6 6.7 10.5
40 9.4 8.4 8.8
B 80 76.3 6.2 103
160 97.9 7.6 9.6
40 90.1 9.3 13.0
b 80 102.8 7.4 10.5
160 87.2 5.1 8.9

[0079]
15%
[0080]

[0081]

[0082]

L 40.80.160 1 g/kg =N F () BR ME RS X145 (1 BE0S By 36 4= A 3 Sk A L S
B B REAR AT IR N, SEI AR AE T0% ~ 110 % 22 8] s 3L b 8 A5 5 FRHE IR 22 35 /8T

SRS GIVE S

WP 5 RVERG RAT JA G F AR DD BE R 25 384T ELTSA I3 , 1l 1 5 25 1
BRI fHh 2 73 75145 B 3L 50 96 IR A, AT Uk SO s S 2y Ag O R A
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o 51 SO%AH I MR P e
TXRPHE (%) = ‘ : = X100%
R Ak SO% MBI B R

[0083] K 2 AZ N W AR E:

[0084]
LB XA (%)
[lrgER iy 100
[rgezcall 92
H %34 16
VR 2

[oo85] 4R &Aa e M

[0086] AFEMRAFESAER 2 ~ 8°C, &3k 12 4 H I, SR & 1 5 KW e (. ( BhF
YR ) 50 %6 SV FE R PR PGS I S o ) s {EL 37 LE 05 6 B2 Y« 25 LE R as A4S i 7
SHEIE R RAEFAHIL, B RGEAE 37T CIRAERM TR 7 K, TR 2858, 453
T INZAAFN G S I bR ¢ 1T A B3R B BRI S A R kA2 BRI &N —20°C oK
FEVRUR T R, D &5 AR IR & IR bR 58 A B . A BL &5 BEnl 15 il & nl BLAE
2~ 8CHMDRAF 12 AU L.
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