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AFFAERE IR GB/T 1.1-2009 4 i i B0 i 2

AtrEdh P EZE TSR,
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WrmbSERK, FEET ERMEET K
3 I H R R B B E 77 ik

1 SEE

AR ME B GE T Akt A Y
(HPLC) Kz i A0 2 3% o 3% / i

S PSR P R TR RN & T IR 3 R AR IR A Y A 05 B
it (LC-MS/MS) il 48 77 i,

?—I—‘f-fifo‘FFL 1T 8 A FL W AR 22 5 ot ond H U 73 K P oty T ARz st T K 19 000 5 5 3RCHH €9

T Ty /S W ) A A

T AeAan

mh i IR 25 B o Y S I

ﬁ*T?ﬁ?ﬁ*ﬁfﬁlﬁ#&U"Jﬁ’%LﬁﬁWfﬁ FE i Tk = 1 A HE PR O 20 mg/ kg SE 5 PR O 60 mg/ kg lUFH
(- i/ i g S P I PP Ak TR &l KA R PR O 0,025 mg/ kg, 5E PR O 0.080 mg/kg,

2 HMEMsIBHXH

A SRR T AR 3

PFo Pl AN H IRy 5]

GB/T 6682 sl e

- HY

A n]Aay . MLAETE H 3Ry 5 | /T SCrF . 00 H 31 B9 RRCAS il A= 3

. ifJ’Jr Ho e A CELEE BT AT B8 0B ) 25 FH 148 30
H IR A 56 7 14

3 £—iF SIRBBEIEEMHPLCO

3.1 JRIE

i P P o 4 B, 2 BBUR 22 O B8 L T o G A i R AT E . AR E

3.2 5 FndAH

BRAE S AU L By
3.2.1 HIEE. @iFaf.
3.2.2 WM.

3.2.3 HEHEEKROQY) HEMEER 1 mL HERM 99 mL HERSIGEFA.
3.2.4 HWIER KW C0.2%0)  EM R EL 0.2 mL HEE A 99.8 mL 7K. B4 % H

[k 7 k4 #ral, KR GB/T 6682 H5E /Y — 2% K .

3.2.5 Sl P9 MR M o F ST IR A L U T IR I . 2 R A N T f}f-%/ S 9 L AR T
g Fn 2 i T K1Y CAS 5 430 A 70 i i g /iy =02 ILH ¢ A

3.2.6 o A RS AR R VTN PR SRR P MK L BP a T MR R = e T MR AL A5 0.1 g R ER#) 0.000 1 g, 41
w H R FREEREA 100 mL S P ERBEEZIE KA. 5
U 1 000 me/L BtRMER SR . — 18 TR,

3.2.7 IRGHRUESE A I - o 3 HGE B AR MEAE S (3.2.6) WP EER B, 1 °C~4 C¥miirfr.
3.2.8 flALIERL: 0.2 um. A HLAH.

AE T 50 mL B TGS

3.3 UMz E

3.3.1  EXCGERAEHE (HPLO) {3 BCAT 5% SR ] 4 ale 48 8 P 1) R il 4% .
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3.3.2  Jr#r R A 0.000 1 g #10.01 g,
3.3.3 miEiRGA.

3.3.4 MR A

3.3.5 EOPLFHEAMT 3 000 r/min,
3.3.6 HIEWRE.LE .50 mL,

3.4 RFEALIE

FREC 1.0 g blFEORSE0 2 0,01 @ BT 25 mL lWAF P IMA 15 mL 1% H fig B B3 (3.2.3) I i
| min AR IS min FRHEER HIUWHBRHPEER G2 EE2AEHES. KR EBELE
PRI T 3 000 r/min B 10 min, WEERECE DR B BCAVKAE 0 CLLF %% Th, Bigil
22 AL UG AR (3.2.8) i 38 B8 M A HPLC M€ ,

3.5 "M HEERIENE
3.5.1 HHEBESHEFRHE

A (3 5 258 AT .

a) gt CetE, 250 mm > 4.6 mm (.d.), 5 pm. B AHY#H .

b) Wizl . HEE-0.2 00 H R K i (3.2.4) (40+ 60 (&R 1) IR 5.
c) Wi 1.0 ml,/min,

d)y  REIE K . 240 nm,

e) FEIL:35 C,

[ #HFEa .10 pl,

3.5.2 FRAETIIEHMEH &

FH FR 2R T0 5 b E Gl o5 3% W 22 e i RS- 3 2.5 pg/mll.5 pg/ml 10 pg/ml., 25 pg/ml.,50 pg/ml.,
100 pg/ LIRS R T AR A% 3.5.1 B0 5E A P BE i (I8 Rl A e L (8 7 0 g e TE B A A AR A 55
of g e BE DA AR A A P L 2l B AR R . BRI SRR P I L TP AR R T IR g T R B o RORH (A

<12 W 5% B Py 5] B.1,
3.5.3 EENE

SR N T - g AN IR C bV R B 7/ S LGBV (= WIS ey 111 B2 %S R NS S Y- DU S R ki
P DU 7 A 5 S a2 A

3.5.4 HRITH

A1) FH & b ¥ A e a2 QD TR R T i K 2E W R & T A R AR A H

C; =V 1 000

X, = T T sisessesasssissussisarasasses (1)
m 1 000

2

X, —AboAb i vb w00 s fh 2H o3 119 5 AL B DN 2 5 BT e (mg/kg)

¢, Mbr i i 2 B A 30 9 45000 fit K 20 g 00 80K EE B0 O e BEEE T (g /mL) 5
V. — IR ZOE R A 22T (ml)

m R WA, B O B ()

iR 2 AT AU

2
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3.6 ZRHILE
B AN BRIBURE o 20 3335 ORI 5E 2R AT D SR AT .

3.7 KHEFEER
Ay i G P K R s T L e T R R PR Y 20 mg/ kgL B E PR A 60 mg/ke.

3.8 ERSHFEE

AN FE 60 mg/kg~6 000 mg/keg L HE A . [FIWCHETE 80,6 %0 ~ 116.0 % Z [6]  #7 4T #5 E s 2= 7
F10%.

3.9 RIFE
TE 8 M T A5 A9 T U A A g B A 0 EE AT S SR EEE 109,

4 HTiEk WHHEeE-EE/ RS ELC-MS/MS)

4.1 JRIE

R P e I, A OO 20 00 ot 00 N K A R O R P VRORH €8 35 5 3% / 5 3 3 N LG ik, 2h B i

= g =1

TE T .

4.2 &5 F0 44
[A] 3.2.
4.3 UZF{EHEE

4.3.1 e H A S -FE  RE CLC-MS/ MS)Y Y . il A LW 2 2 IR (ESD .
4.3.2 HHAth[&] 3.3.

4.4 REFEALE

PREC 1.0 g B Ofg 8 £ 0.01 @ & T 25 mL AP INA 15 mL 104 F1 5 WP B33 W (3.2.3) R TiE
| min R 15 min A2 R H1IOHFRFEFRG2HEFZEZAE R 2EHLOE DDA
ik T 3 000 r/min .0 10 min, WHEREE ., 0[RS OEAKAETD 0 CRLM®E 1L h, BB EF®R
1.00 mL, A 1.5 mL KRG 25 S WAL R (3.2.8) i iE , JE W it LC-MS/MS il €

4.5 HHEBE-RIE/ RiENE
451 WERESEFH

RAH T I 2 2 % SR

a) gt CutE, 50 mm X 2.1 mm (i.d.), 1.7 pm, 804H 24 .
b) WiahAH I EE-0.2 00 K i i (3.2.4) (40+ 60 (K ) L IR 2.
c) P 0.3 mL/min.

d) .40 C,

e) HEFEE .S pl.
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4.5.2 FRit/RiESEEHE

S i /s E B R
a) BETIR.EEERESD.,EEFER,
by 48 = 2 o Wi (MRMD

o) FALTETBY RO AR B R i Al s

J i 2 25 S 2 WL o C,
d) #BET.TE T LA TE Bl e w2

453 FREITIEHMEHHE

ULtk ox C.

VA L RER=S% QU DN PrE s Bl oaill -3

H B IR S EM S E R A ES 1 ng/mL.2 ng/mL.5 ng/mL,10 ng/mL .50 ng/mlL,

100 ng/mL . ¥ B m A 3] S 2R R, DLE & 25 05 00 06 1 F5 R 200 A A L 5 HE 6T I 1) e 1 O el A8 4 A
L 2zl b il TR M 2. 35 B be S P9 R L P A IR 2 s TR A9 AR Y LC-MS/MS 22 Rz i g il

T E 2 UL ¢ B oy B BL2,
45.4 TEZEMNE

g FEAMR R B A e TH R L 1o IR R e A 0 ) v 107 (R E s 6 R 2 26 PRV RPN R e 2R 1 v

4 0] g s 5 S AR T
455 EMHE

Fig B3R 2% P I 7 R bR HE AR R A R AURE T R TR
(EALTE B TE 2.5 20 Z D s B i b B AR AL S 90 00 WA~ 1 09 AH X = BE 5 e 52 A1 29 B o 3% 8 1) 4H X =
S A i A R O IR IS 1 T

P& — Z0 AN F E i 22 At 22 1 Ry RLE L I n] 2K

i (0 i 0 A% B BT () g A R A R — 2K

=1 EEETFHIFENEXATFRE
i RO e oY =50 Y% > 20% ~50 =10% ~20% =Z10%
FCF 19 FH A e 22 +20 % +25% +30% +50%

456 HRiITE
A1) FH B4 b # 7 ap R e d 2 (20 iR RE

[ X

 fu I 22 ) I
V X 1 000

X, =
.

X
m > 1 000 > 1 000

o i P RA R bR A

X, —‘H:.#(nc& L|J #H 0 e o 2H 70 Y 5 L B D 22 5 RE T 0 (mg/kg)

vV —ﬁt : ?ﬁ?ﬁ?ﬂﬁﬁmw'ﬁ LA Ol 22
PR i i B R B (g)

o M R

LA R 2 AR,

4.6 ZTHIAE

FH

TH(ml);

R AS FRIBURE i b 12045 1A I 58 2% 5 F0 28 3R 1y

A g R ZH 3 A 3 R L B O A vl BE A2 T (ng/mL)
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4.7 HHRFE=R
AT AWK AT TR CE R T ARV PR DM 0.025 mg/keg., E PR H 0.080 mg/kg.
48 EIWERSERE

G S 0,08 mg/kg~8.0 mg/kg LB A, I HETE 82.3% ~117.0% ZZ 8], 45 Xt 5 1 e 22 7D
F10%.

4.9 RWEE
TEH I 2R F T AR A B P O S I & AL ) 46 06 25 {E A A L AR -F B {ERY 1024,

|10
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 : A
(B RN FE)
SEAR AEETRMEETRA CAS S . 2FHX . HN O FREBMEHRK

XAl SEAKR BAEETERMSET ERN CAS S 0 FXX B TFREMSGHK

WA e R | 7L e NI
ey CAS = 2 g Y FH A g i 2 44 =X
(5230 4)
il_if' )
LTl P 1 o 1 o S""‘}JAHH
04-20-2 Cio Hi: CIN, O, S 276,73 |- N
(Chlorpropamide) ¥
"
L
HH ot T g H ] ) E‘HH)KHM
e . 64-77-7 {--I:.’[I'_.-i MNaC)y > 270,535 | T H
( Tolbutamide) 0
H,N
AR T o , 1 s
| | 339-43-5 Cpy Hi N, O, S 271.34 I p
( Carbutamide) N N\/\/
S \H"
o
7 o 0
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27l1.1>154.8
4. 09ch

0. 5

L.00 1. 50

2. 00 2. a0 3. 00 3. 50 4. () 4. 50

211,174, 3

4, 97c¢h

(. a0 1. 00 1. a0

2. 00 2. 50 4. 00 3. al) 4. 00 4. ol

211. 1182
1. 07ch

0. 50 1. 00 1. 50

2.00 3. 00 3. 50 4. 00 4. 50

2. 66

297.1=174. 9
1. 3223

(+. 20 1. DO 1. 50

1. 20

2.00 2. 50 3. 00 3. 20 4. (0 4. 20

a72.1>155.9
h. Tach

0. 50 L. 00 1. 50

1. 20

2. 0l 2. 5l 3. 00 3. 50 4. 00 4. 50

272. 174, 2
7. bBed

# B.2

(r. B0 1. 00 1. 50

)

0 1N AR S5 A R L F

2. (M) 2. Dl 4. 00 J. ol 4. O 4. bl

T IR S E TR S LC-MS/MS £ K 55,
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fr = C
(8 BHE M%)
U2 % &4

JoT i I E 2% R AR T

a) THEHE:3 500V,

by BFiEREE 110 °C,

c) MR TR EE 450 T

d) SN R 600 L/h,

e) HEFLTND 50 L/,

f)  REfEEE S :3.0X10° mbar(1 mbar=100 Pa) .

g) BFEF L FE T L R R RE i Wk Cl.

. B A S & KRR E Micromass® -Quattro Premier XE i {0 & 52 A (9 . b b 07 51 58 35 H 430 8% 89 5 (U fit &
S NS R R e W N ) I R R R 1

®C1 BEF.FET. EALBERAMIERE

{5 & W) [a] i} i 1 HEFL B + fill 18 HE
ERRY _ |
min (e /) \Y (m /=) eV
192.0 12
R 2.66 277.1 20)
174.9 20
154.5 15
HH e T 3.6h0 271.1 25
74.3 |2
155,59 s
R 1.20 272.1 25
4.2 12
CRERET.




