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1 SeHE

ABRUERLSE T 7K 7™ il v folo 2 8 2 3R CERAR B IR 199 T80 (5 335 3 K J 3 RN ] 4 5 4 Tl K 0 922 W% R 1)
% J7 3k .
AR P T U T A K i PP RO e T R R E

F—i% HHEBE-BERRILE

2 JRIE

REE TP B I P EE E (MC-LR, MC-RR F1 MC-YR) £ B [ 175 W 42 B, [ A0 %8 BC/INRE ¥4, Wi AH (8
T HA I T3 I A L PR R A

3 WlF AR

BRAE 73 A1 UL AR J7 3k B R 32 S 20 v 2. KA GB/T 6682 MURE 19— K .
3.1 EH

3.1.1 HIEE(CH,O) . o,
3.1.2 HiR (CH,0,) :faifhal,
3.1.3 W% (CH,O,N) . 4],
3.1.4  ZJE(C,H,N) (a3 4l
3.1.5 A 4iE=99.99%,

3.2 RXFIEH

3.2.1 WM (20%) % 20 mL HEE S 80 mL /KIRE& 4],

3.2.2 WEWW(80%) 4% 80 mL HEE S 20 mL KIRE 15,

3.2.3 PR 10 mL K510 mL HEEIR R (20%0) .

3.24 F 01 WA W BRI FH WK 0.1 mL HRE A £ 100 mL,

3.3 RiEm

ThRE BT EARE S IR ZE LR (MC-LR.Cyo Hyy Ny Opy - CAS 2 101043-37-2) | fal 3% 5 7 -
YR (MC-YR,Cs, Hi. Ny O3 s CAS 5 101064-48-6) | fi #¢ % # £-RR (MC-RR,C,, H/s Ny; Oy, CAS 5
111755-37-4) , #ifFE#4>>95% ,

3.4 HRAERREL S

3.4.1  PEEBETE R MEMG A (10 pg/mL) 4 B AR U 28 36 5 2 AR MC-LR.MC-YR.MC-RR %
1
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0.5 mg(FELPr & BATE K E 0.01 mg) i 500 pL B ESIEMR , FHKERZE 50 mL, FriEE & mr:
T %A, T —20 CHE. AR 31 H .

3.4.2 FRUEPHHE (10 ng/mL) - W HCRURE 3 35 R AR HEAA A (10 pg/ml) 10 pL T 10 mL #E#0 T, 1
Wl e R B 2B, AR rp BT — 20 “C A B YR A AW 3 4~ A

3.4.3  BLVCEC AR A bRl 2R 50 TAEW - F 28 11 0 I i OB S0 3 3 AR P R0V W (10 ng/ mL) #5 B¢
AN 0.1 png/1,0.2 pg/1.0.5 pg/1L. 1.0 pg/1.2.0 pg/L F1 5.0 pg/L WIRG IR MERS TAER . B
AL .

3.5

3.5.1 [EAHABU/NE : ODS Cis 41,500 mg/6 mL, B{PEREAH 4 %,
3.5.2 HHAHMILIENR.0.22 um,
3.5.3 BISLF4EUEAL . GF/F A% SRR AR Y 5 .

4 (LEEFZE

4.1 WORH - B AN PO AT HL 55 B T
4.2 SyBr R B4R N 0.001 g F10.000 01 g,
4.3 BELHLFEH KT 8 000 r/min,

4.4 HFRE.

4.5 JiEiE A KAL,

4.6 TRTEIRG A%

5 LR

51 REH&E

HBURE S n] BB 43 29 500 g, 7000 Y B EORY L 25 AT R A A L B IR AR IS, WFEE T
—18 “C LN BESCARAT » — 4 H N0 58 sAG
5.2 1R

WERIFREL 5 g2 0.01 @A B T 50 mL B0 P A 10 mL B EAER (80%) , Ik %
¥1%47,8 000 r/min B0 10 min, B EER TR B OB, 3R EE HE— K, & I 9 AR BUR , 32 BUR
ERRE 30 mL, IR LT 44650 38, B 6 mL JEW AN A 30 mL KB, Rk,

53 &

Cro [ HH AE BC/INVEE B F BT A 10 mL HEERT 10 mL /K36 b, 4R 76 1 3 /s~2 % /s, KRR E
W AR LSS L 10 mL FEEE U (20 YO WR Pk . LA 10 mL 45 0.1 %6 HH TR 1 FF B 0 e 0 WAC S e O R
IR A I+ . A T mL FVEEE (20 00) 5873 1 il A it A BLAR AL DB B i 1 B AL

5.4 =axRiLE

G 590 PR B AR A i 2 O ) AN T O A R R R A A KR 10 0 T 50 mL B . LUR
VRS 5.2 F1 5.3 HYARAEALHL . 591 10 0328 FRR 3 0. O fL o RS DB . B9 T A Dy 25 1 22 T 7
e ] 2 St D e F) TR 45 A 1 R 9 AV
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5.5 /S EEHG
5.5.1 HEBILESELEH
a)  IEFE . Cy B ke K 250 mm. AR 2 mm AR 5 pm . B[R] M BE 35 4
b) M :30 C;
o TBIM . FEA A NEA 0.1 R B B R B T (5 mmol /L) s s A B A, 95 % £l K
(& 0.1 % HER A 5 mmol/L RS . B VR B0 B VR AR 7 W36 1. P 40.3 mL/min;
&) HEREE 10 pl.

1 RIEHEEXRBRER

A5t [ Wi/ (pL/min) A/% B/ %
0 300 75 25
5.0 300 20 80
7.0 300 20 80
7.1 300 75 25
12.0 300 75 25

55.2 RESEEH

a) BRI T (ESD;

b) BFUHEE.5 500 V;

o) BTIRIREE.650 C;

O B IEE T

e) Wi 7 = £ KR W I (MRMD #E R, MRM 2500 % 25

D FARR RS RS BN SR S R S R T AS SMAR TA  DAl R R

K BRI R,
&2 MRM B#
) BT FEF P Sing| L ilf 13 BE =
€T =i
m/z m/z ms A\ eV
135.1 % 100 42 18
MC-LR 498.4
861.5 100 42 15
135.1 100 78 86
MC-LR 995.5
106.9 100 78 90
135.1 * 100 80 42
MC-RR 519.9
127.1 100 80 60
135.1 * 100 36 24
MC-YR 523.4
911.5 100 36 22
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5.6 FrRAEMHMZBHEIE

S 10 p L IR A BRI R 9 T AR WA VR B A A 31 v A8 0 3 A R0RE €0 3 - I i S0 0E 47 00 2 A5 31 4%
AR R AV A, DL T i R AR B R A AR I T B A AR L S AR T 2. PR R
i HE TR 22 S0 W 6,3 P DL AL
5.7 REBRBROME

B 10 pl URR VA R A TR (035 - BTG A 75 21 45 1o 20 8 75 K A0 04 T B, S I b o il 2R A5 B iR U
WA MEETERENT .
58 E4

A ok 2 v 25 00 1 0 1 R B I T 5 A O s v B 03 0 R B BRI B 22 AE £ 2.5 0 2 N, R
PRI B R E MR =D R AR — N R RS T, HAKEE TR B AR LA Y0 E B 1A
YEFHSHEM Y WA MERERTZEEYNESE TN EELZENIWZENER 3 WEMN

®3 EUBFHENFEELNERRATRE

AE X B = >50% >20%~50% >10%~20% <10%
FOAF A X R 2 +20% +25% +30% +50%

6 SMERMKIR

LR R el i 2 R A0 R s (DI
:A XV 1000

X

Xy R o R A S B B N B R T (g k) s

A ARAE R 2T B A URE VA RO R R R AW L A N AN SR Z T (ng/mL)
Vo AR R A E R R BL A Z T (mD)

m IR A T ()

1000 — LB AT,
gk AR = A SR

7 WEE
T 2 P T R 0 R S 4 0 0 48 X025 (R R FER P09 1024
8 Hit

WAL RN 5 g B, MC-LR 1 MC-RR A H B 0.3 pg/kg, BB A 1 pg/ke; MC-YR 45
B4 0.17 pg/kg. R K 0.5 pg/kg.
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FTE EETHEEEKERERMIE

9 R

BURE P B TR B AR 2 SR IR Al b PRS0 i 1 B X (R 1 R R AR SR PR SR RN L 2 AR Y i
P U 5 R R P ) TR B B R RN LU AE S . AR X R DA Y AR TR X I A
JEEH 0 5 T O T PR T A 0 S L 45 2R PO A 3 B U v e B R R A I
10 XF A

WAl o9 A7 Uk A AR T 9k BT AR 2 8 G A 4, K O GB/T 6682 BILRE B — 2K .
10.1 X7

10.1.1 HUREEEETE R (MC-LR) (W 5 g BEHUAR « 22 3T R il 45 . &R M2 Hr alifk .
10.1.2 AN TH0E : MC-LR-4- IfiL i H & FHARER Y (MC-LR-BSA) .
10.1.3 4RI FTEE F1(BSA),

10.1.4  BEbR 0 B A AL B (HRP) bRic lh E 40 /b B 1gG.
10.1.5  BffR — A4 (KH,PO,) .

10.1.6  + KA #EMR A 81 (Na, HPO, « 12H,0) .,

10.1.7 & Ab#(NaCD ,

10.1.8 & fb# (KCD .,

10.1.9 =/KA& ZEH(CH,COONa « 3H,0),

10.1.10 K@ (CH;COOH),

10.1.11  FifR(H, SO,

10.1.12 WA,

10.1.13  wJE-20(Cs Hi Og)

10.1.14 DU HI LB IR (Ci Hao N,

10.1.15  —H TR (DMSO) .

10.1.16 AL E (H, 0.,

10.2 X FIECHI

10.2.1 BB 20%) 4 20 mL L 82 80 mL KiRA .

10.2.2 ARl S AR B - AR 0.005 g B AN 0.1 g & A ALEN . /K M, 45 % 100 mL,

10.2.3  BERRELZE WP (pH 7.4) 43 BIFREL 0.2 g BEfR A4 .2.9 g T K AWM & —41.8.0 gl ik
B.0.2 g FALH IRA MK E 2% 1 000 mL,

10.2.4  ZPREMVEW (0.1 mol/L) :FRHL 1.36 ¢ /K& LR, HI/KE M E 2 E 100 mL,

10.2.5 ZFREW (1 mol/L) . 8 HL 5.88 mL /KL MR /K E A E 100 mL,

10.2.6  HRFRVA M (1 mol/L) . 1t HL 55.6 mL BRAR VR B R 22 78 A2 200 mL K fii bk, R A 2=,
JKEZA % 1000 mL,

10.2.7 ARV PRI 1 mg N THUE BT 1 000 mL BEFREL S oW (pH 7.0,

10.2.8  H MWW FREL 0.5 g WIS, /b g R Eh 22 P W (pH 7. 4) , INIVIF i, R H G E & &
1 000 mL,
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10.2.9 VEEKEB(PBS-T) : 8 H 0.5 mL mEiR-20, FHBEAR Eh 22 hiF W (pH 7. E A E 1 000 mL,
10.2.10  HUARFE BRI W - PRI 0.5 g B in /b PR VRS W, AR i 2 ER 45 % 1 000 mL,
10.2.11  ZHUAW - 1 ARFREEbR B 5 5 000 MARBUIATE BEIFWIR A .

10.2.12 XMW IHEW (pH 5.0) : - Z MW (1 mol/L) W% Z AN Y pH 4 5.0,

10.2.13 KP4 FREL 10 mg PO H BEBCRIE 35 T 1 mL ZH WA,

10.2.14 WA - 2B 100 pL RPN 2 pL 30% s E AL S 10 mL IR ZE i . Ih
R

10.3 #R#Em
%ﬁﬁﬁ%%'LR (MC’LRscw HHNm 012 aCAS % 101043—37—2) ag¥§>95% o
10.4  #RifER R BELH

T2 B RE R (MC-LR) by E 22 51 ¥ - K HOE B 03 8 7 K (MC-LR) , T 2 B (20 20D T2 i1 1
MC-LR ¥4 0.5 mg/mL B . PR R BB B 2 MC-LR 588 10 pg/mL BB, HH
P HERR B Ak 22 B il MC-LR & 5 48 8 0.1 pg/L.0.2 pg/L.0.5 pg/L.1 pg/L.2 pg/L MR HE R
B

11 {XEEFiEE

1.1 BEARAL: W& 450 nm JEG A,
1.2 BOAHLFE KT 8 000 r/min,
1.3 HIHRG .

1.4 fEESE S5 T 0

1.5 AAWARHE.

12 SWPR

12.1 il &
il 5.1.
12.2 £
Al 5.2
12.3 &

Cr [ HH AE BC/INEE B T TR YO 10 mL FEERT 10 mL K36k, 4R 78 1 /s ~2 /s, KRR
W AR AEJS L 10 mL HEEE T (20 YO R Uk L LA 10 mL 45 0.1 %6 Y T 1 HP 5 s 9 e G AC 8 e R R
AR AR I+, 500 pl ZKEE i 5k i o 105 AT [ 4 5 4 Mg R S 73 B W 5

124 BEZSHEBREERN
12.4.1 BREEBIRHMFLI
B4 WA WA B AR LR (100 /L), T 4 Clit &1k,
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12.4.2 AR

FH R A R A A A P Tl AL AR L VR 3 3 UK BRI R 3 miin, A A Y S A R R L AR
(200 pL /4L, T 37 CFHCE 2 h,8i 4 CTHELH.

12.4.3 HmMEHRMERE

L 500 pL UM EE R MC-LR M BEHLIAR R 500 pL MEBEETFERAAMERINIER T 1.5 mL
REP RS B IIREZ SRS YA, E %S 30 min, X267 0 WK T A (0 3 35 2 b5 1 5 4
HIEEN

WL 500 pL PUidE s s E MC-LR g BEPLIAR A 500 pL BT 1.5 mL K& R A5 HE
SR AR . EIEEE 30 min, BN T AR MBS RN R,

12.4.4 =&SRMN

FHUE SR % 3 Ut P 2ol 4 A SR AL AR (A 6 3 3 min) T3 NPT AR B J5E 52 7 ¥ W (100 pL /4L o
AN M 3 FATIRER . 37 “CHUEIRMCE 90 min. 78 BEbR fFLAR AY I8 24 L 07 55 I e 4 s B 0 90 A
N B PEXT I

1245 ZHABRENMEESE MCLR B BERERER M

FHPR R Ve 3 W 5e 4 I 0 I 1 AR S FL AR CRE IR BR3¢ 3 min) o i in BT W (100 L /4L) .37 C
o= I E 30 min,

1246 EEEREGEREENHEE

PR VEEE 5 KA 12.4.5 R A B BR i FL AR (BRIR BB 3 min) . S MR YA W (100 pl /L),
37 CHZEWE 15 min~20 min, €. WM (1 mol/L) (50 pL /HL) &1k K,
30 min N, FHEEFRILAE 450 nm AL, 052 5. 2 f5 B0 T8O B 1 .

12.5 ME

125.1 ESEEH
FifE bR 1Y : 450 nm.,

12.5.2 %R M &R HE

T Y 2R 500 3 0 1 T Y B (-5 B X R ' R (B A UM X, L 4% (2) 4 ST
~ 0D,
0D,

X, = 2)

K

X, — WRE

OD, — b5 i 3 51 ¥ W00 W2 ' B2 ~F- 3444

OD, — [ % BE R S B S 348

DA Y 28 51 V5 T 1) W B8 () X BSOM B AR s DL X, SR GN A b o 22 o1 B 1 i 2%

12.5.3 R ENE

THR R V8 TR0 WO JBE (B P X IR R O B8 (A9 L AL o b s o Y 045 BB I TR P e e 7 X
7
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JE.

13 SWERMERR

14

15

EERTE S-S SIS DI S DR

X, _AXV X f BN G- D

m

SN

Xy R P R B R & & B N O T 50 (g / k) s
A TR VA TR ol i R R A MR L B B B T (g /D)
VR AR B A Z T (mL) 5

URE B JBAE L B0 5 ()

[ R B AL

TR R R B = AT RO

2 TR O 5 1 4 2R L B PR o 7 T — R A

m

TE SRS PF T B4 B P O S I 7 45 58 00 28 0 22 (AR B 3R P2 (Y 1024,
Hith

MR R 5 g BF, MC-LR ik tHBR 4 0.03 pg/kg, EHBR A 0.1 pg/kg.,
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Mt X A
MEEESENARTEN S R KN EE

TR 20 B 2 3K v U TR 22 S L 0 € 33 PR DL TR AL

1. 00e4 MC-RR
9 000 é
8 000 f
7 000 j |

6 000 | M

sdo “Ajisuojuy

5 000 :
4000 | Ol
3000 i
2 000 Z Ii

1 000 |
] “ |
|

— e e ——— 2 o PO

1.0 2.0 3.0 4.0 5.0 6.0 7.0 8.0 9.0 10.0 11.0

BAl REZSHRNERRNS REENGIEE




