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AARUEFR I GB/T 1.1-—2009 4 #0025,

AR P EZ T WVRASET.

AAr i i 2 F R AR etk S AR ML B R Z 5L 4 (SAC/TC 251 IHH,

A AR R B A ¢ LU AR AR 7 T B R IR Y B IR BR AR B B R T O L Ll R AR B A
Y TRARAF . BT B A2 TR (EEZE R & R E R RR O,
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hmhSEAR . REETRMEET IR
3 MR IR KN R E 7T

1 el

AR HERE T At A P A B IR B R TR R S TR 3 b AR B IR 25 W A VR AE 3 v
(HPLO) KW AH 615 - B i / B i i (LC-MS/MS) W 5 J7 ¥ o

APRAETE T B LR RS ot 5 P R I IR L 2R T IR A RS TR e B E s R A
TE-BT g/ TRk F B i A T Aot o e IR 2 T B 8 MR IE .

AR VRO €0 S0 SR P R B R TR S T IR AR HE BR R 20 mg/ kg, e B PR M 60 mg/kg; WAH
- B/ Bk U SR TR  H 2R TR S8 T IR AR R R 0.025 mg/ kg, & BR K 0.080 mg/kg.,

2 FEHsSIAXH

T SCAE RS T A PR ) RE R b AN T A o LR H BB 5 1R SO AT B3 B9 AR AR 3& T A 3C
. JLRA T B E 5 RSO, Hofeos A (B3 BT A 9B 308D 38 T A S0
GB/T 6682 43 5L 5 2 FH K LAR A 56 T ¥

3 #—& BIRERHEEIEEMHPLO

3.1 JRE
PR HH B P S B, SR BUR 2 B0 i U8, FH R OB BB AT E . SMREEER
3.2 A0t R

Bk A ULEA . BT IR 2 Hr 4, Kk GB/T 6682 HLE i — 4K .
3.2.1 HEE. g,
3.2.2 HMR.
3.23 HBRHBEAEBRAYX HEHER 1 mL FRA 99 mL HEEBAEEH.
3.2.4 HRKEWKO0.2%) AEFRER 0.2 mL FHERF 99.8 mL /K, BAFE&H.
3.2.5 GUBAVIBRARUE S L OREER T BRAR A S B T BRAR A R SR/ T 9800, BT IR LB OREE T
JRFERE T IR CAS B . 4 TR AMX 4 FREMEEHRNS WK A,
3.2.6  BRyEGE R VAR - VAR BR EBCEURE O IR L H R T IR AN A T R AR AL S 0.1 g, KE B E) 0.000 1 g, 47
SIETF 50 mL BEA T IE R HEERE . W EEBA 100 mL S d, Y BHBREZE B, 8
1RH A 1 000 mg/L WARHER AW . —18 CRRRAE.
3.2.7 IREIRUEME R 4 B BUE BRI M R R (3.2.6) , I BEM BE . 1 'C~4 CRBIRF .
3.2.8 FASFLIBMEE: 0.2 pm, HHLA.

3.3 {UsEFiEFE
3.3.1 BRI A% (HPLO Y : B A 28 4G I 28 5 — 4 R 5 A0 2% .
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3.3.2 St RY¥Y.EEN 0.000 1 g #10.01 g,
3.3.3 RERIEEGER

3.3.4 MFEUHEEGER.

3.3.5 B.LOHLFHEAMLT 3 000 r/min,
3.3.6 HEMRE.LE 50 mL,

3.4 EELE

FREL 1.0 g it BE CRE = 0.01 @) BT 25 mL @& ¥, A 15 mL 1% H R H BV W (3.2.3) HE TR
1 min, AR 15 min FAHNZZR A 1IHF B ERR G2 EREZAEHEY BBEELE
H, IARMETF 3 000 r/min B0 10 min, MR, DK B OB RAKFEH 0 CLLITA 1h, LEHR
ZAFLUE R (3.2.8) 1 U8, BE VB A HPLC W& .

3.5 BUREBRENE
3.5.1 RIEBESERH

WAL ETE E S ZAFWT

a) %A .Ciett, 250 mmX4.6 mm (i.d.), 5 pm,8{ A %E .

b) W BHAH : H EE-0.2 00 H BRK R (3.2.4) (40+60 AR L) L IR AT
) W :1.0 mL/min,

& WP K 240 nm,

e) HiE:35C.

D R 10 pL,

352 HREIIEHEH&

FAHB R SR M B B B RA B S 2.5 pg/mL.5 pg/ml,10 pg/ml.25 pg/ml.50 pg/mL,
100 pg/ mLAIR AR UE TAEWR , ¥ 3.5.1 MU RE S vk B B AR B bR A8 , LA e s T AR AR AR, R
Xof IO A R JBE i A A PR s bR A 2R . BRI AR SRR PR Y 2R T IR AN 2R TR B S VRAH 3
ElZ UL B i B.1.

353 EEMNE

R MAMRIESEAT E BTSRRI oP 75 00 0 6 v L L O A o Y e e At Y L A e A Y
P U L 7 R 5 P AR AT

3.5.4 ZRIHEHE

H B Ak 3 R G BUR R (D IR PR R Y B & B H A R T bR s A A

c; XV X'1000
XKoo <

K.

X, — etk b B A AR AL B B B Z A T 5 (me/ke) 5

i AR i 22 LA B H B AR R 4 23 OV IROR R L B N OE B 2 T T (pg/ml)
V — HRRAEFER, B ZTH(mD) ;

m — AR E, AN (2.

ZERRE 2 AT
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3.6 =ZAKK

BRASFRIBURE i b » 38 b5 0 2% 1 70 28 BR AT .
3.7 HHRFNEER

A T7 R AR L R 2R T R VR T R AR FROA 20 me/ke, B BRY 60 mg/ke.,
3.8 EREXEREE

TEB MM B 60 mg/kg~6 000 mg/kg JEEEI N, B ZETE 80.6% ~116.0% 2 8] , 45 Xt F5 4 2= />
F10%,

3.9 sEE
FE T 2SR ZRAT B0 P Uk S 0 5 5 SR 4 X 22 (HAN S I SR SF M (E B 100,

4 FTik WEAGBE-FRiE/RiLE@LC-MS/MS)

41 RE
P P P B SR B, 4 O 8 B 0 e U, BK R B IS, R T VBOAR €835 3 / B 5 vk DU 8 AR I, AP AR B
TR,
4.2 70 A0 R
[l 3.2,
4.3 UHB|FIEEF

4.3.1 WHEILE-FRE/FRiE(LC-MS/MS) X . it A BB EE FIE(ESD.,
4.3.2 HAhF 3.3,

4.4 REEALE

FREL 1.0 g iIMBECRE# = 0.01 @) B T 25 mL @& d, A 15 mL 1% HI R H B VA W (3.2.3) IR JiE
1 min, A 15 min FRAZZE,H IVHFBRYEBERGLIEAZLE HBEEZBELE D, UL
fi&F 3 000 r/min B.L> 10 min, MAEREE, T BEOEBRAKFT 0 CUTFARLh, BREER
1.00 mL, A 1.5 mL 7K, IR &¥5 5 LML IERE(3.2.8) 1T 18 , JE W it LC-MS/MS Ml 5E ,

4.5 W EE-BE/ FENE
45.1 HHEBESEXM

WA G E S ZM T -

a) figtE.Cuef, 50 mmX2.1 mm (i.d.), 1.7 pum, B A Y4 &,
b) WA« EE-0.2 06 H B K 9 (3.2.4) (40460, B LIRS
) Y :0.3 mL/min,

& R :40 C,

e HHEEE.S rL,
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452 BiE/BRiESE&EHG

B/ B0 2 225 5T -

a) B EBEEESD, EEFREK,

b) BRI 2 KNI (MRM) ,

o  FAS B R AR BES R m AR S RN & S B R A BRI R,
%S % &M S WK% C,

d BETF.FET EABELMEERSILHEC,

453 HREIIEHEH &

F B BORE IR B b HEAE B VR B R BEA5 B9 1 ng/mL.2 ng/mL.5 ng/mL,.10 ng/mL.50 ng/mL,
100 ng/mL, ¥ B B (R 2 /5 BEAR R , DA B B 1 06 ) 0 T R Ol DA AR A, 5 JEG X6 7 P9 VR B A A A A A
B2 lAR e TAE 2 . 2 BOmAR BRI IR L B R B T R A &0 T IR A AL 5 LC-MS/MS £ = Iy W I 5
ARSI B K B.2,

454 TEEWNE

B RSMRIE AT RE BT . A DU AR IR P A5 D0 4y 0 W) L L O A A A P 2 At Y L O A e A Y
P U L 7 R 5 P AR AT

455 EMHE

e HE L 3R 2% 1 D R SRR B HE T AR 9 8, 1 SR v G B € T 0 R B ) S A o AR R — 3L
CEALE B 7E 2.5 76 Z ) s FE il v BARAL 45 90 B9 P T 85 1 B R X = 35 v B R 224 v 8 AR B9 4 X =
BE— B, A B 22 N A R 1 MR , U AT ) R R i R A A AR AR IR SR AR U )

1 EUHBETENFENRALTRE

M ETFEE >50% >20%~50% >10%~20% <10%
SV R AR X 2 +20% +25% +30% +50%
456 ZRIE
FHABHELHERGE T ERHER (O ERETEREY RS &, IR ERTFNERE AE:
;s XV %1000
X, = ¢i XV X X f NG

“m X 1000 X 1000
K
X, — Akt & P R AL S A R AN Z W T W (mg/ke)
o YV Y P B DT JOR 4L 43 YR BE , B R A R B Z Tt (ng/mL) 5
V — AR R EAESNER, BAAZF (mL);
m ——REERE, AT ()
[ R
SIS RE 2 A REFE .

46 zZ=EHRAR
ERATREURE B 51, 39 4% BRI A AR AP R 2EAT .

4

C;
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47 KWHRFIEER
ARFBEBERIR . F R TR V&R T IRAIRE H FRoA 0.025 mg/kg, EEFRA 0.080 mg/kg.
48 EWESBEE

TEGRINYE B 0.08 mg/kg~8.0 mg/kg 3 [l P, IR 82.3% ~117.0% 2 [8], 48 Xt 47 M f 22 /1N
F10%.,

49 REE
2T S ST 3RS B 0 R 2 37 e 45 R 4 3 R E AT AR BE R 105,
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Mt =X A
(B R
SERR. BEBRTRAMEET RN CAS S . o FX AN FREMEAX

KAl SBRAR BEBTRAMEHTIRE CAS S . 0 FX Ao FREMEHK

34
- CAS 5 TR AEXT 4> F & 2ty R
X4
(ﬁ (0]
SR S~N" nm
94-20-2 CioHi35CIN, O5 S 276.73 [I
(Chlorpropamide) T O/O H N
O
(e} O
x* N
64-77-7 CiHieN, 0, S 270.35 ITN w
(Tolbutamide) 0
H,N
BT IR
339-43-5 C11H17N30;;S 271.34 H
(Carbutamide) N H
S YN\/\/
J No 0
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Mt % B
(8 L B 3RO
ERNZSHEAR. PEETRASHETRAEREHEHBEER
AU 2
0. 15
0.10
1 3
0. 05
0. 00
I4.|()0I I Iﬁ.bol I IS.I()OI I iO.IOOI ‘ I12.|00‘ I I14.|00I I tl/ml!n
LB .
1—& BT R
2— AWK
3—H KR T HR.
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_ 271.1>154. 8
100 3. 66 4. 09¢5
X

0 LI B B B B B B B B L B LR IR IR | L IR I IR |

0. 50 1. 00 1.50 2.00 2.50 3.00 3.50 4.00 4.50

3 3.66 271.1>74. 3
100 4.97e5
E

0 T T T T T T T T T T T T T T 1 T T T

0. 50 1.00 1.50 2.00 2.50 3.00 3. 50 4.00 4.50

_ 277.1>192
100 1.07¢5
S

0'| T T T MR | T T T T T T T T T T T
0. 50 1. 00 1.50 2.00 3. 50 4.00 4.50

_ 277.1>174. 9
100 2.66 1. 32¢5
]

0 T T T T T T T T T 1 1 T T T T T T T
0. 50 1.00 1.50 2.00 2.50 3.00 3.50 4.00 4.50

_ 272.1>155. 9
100 5. 73¢5
© ]

0T T MBI BUL UL B AL I LA B LU ILALLELE ELRLLILE IR B | ™ T
0. 50 2.00 2. 50 3.00 3.50 4.00 4.50

_ 272.1>74. 2
100 1.20 7. 59¢5
S

0 LI BRI IR I L B B B L B BN B AL LS B LR B LELEL L B R | t

0. 50 1.00 1.50 2.00 2. 50 3.00 3.50 4.00 4.50
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Mt % C
(3F B B R
Ri&S % &%

BT E S AT

a) BYHEHKE:3500V,

b BEFEIRE 110 C,

o B FRIEE 450 C.

d BRI (N FE:600 L/h,

e) HAKN)WE:50 L/h,

D fiE=RES:3.0X10"% mbar(l mbar=100 Pa),

g) BETF.FETF.HEERMERERZINE CI,
i BTF BRI S % & F R 7E Micromass®-Quattro Premier XE JR %Y b 58 M #Y , M4k FF 51X 36 A AU 28 0 B X fit &

%AW K B B R EAE 2R R ) RS AR
®Cl BEF.FET #ABEERMERSE

. 7 B8 i 1R ET HEFLHE FET Tt 3 e R
=L ]
min (m/z) A\ (m/z) eV
192.0 12
E R4 2.66 277.1 20
174.9¢ 20
154.8 18
FHZRE T R 3.66 271.1 25
74.3° 12
155.9 18
HBET R 1.20 272.1 25
74.2° 12

CAERET.
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