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Determination of chlorporpamide,carbutamide and tolbutamide in
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mPEBERE . SE TR . FERET &
MNE #HEBIE/ BEKFUEE

1 EH

AFFUEIE T At 5 BB IR BB T R P 2REE TR KB (B / BB R B T VA
AFRUEE BT KR B B 2 R At A T R IIR VB T R PR TR
W %E

2 MEHIIAXH

T 5 ST FA SR B R AR AT A JLRTE H I 51 SO AU BT ARAS & A A X
. FLERAE BRSSO, BB A (LIS BT MBS0 1 T4 30
GB/T 6682 73 S& 4 2 FH 7K HUA% A B0 U5 ¥4

3 R

AR B R IR O ol P B AR B B B S Aot o 0 VU Ik I B, R T [ A AR
B/ INEE AL o SR 7o OB AR 33 / 88 Bk B AU 2, SRS R i

4 HKFE#H

W 5 B BLEH AL, B R 2 il K Ok GB/T 6682 #LE B — 2K
4.1 K5 ik,
4.2 HEE.fAiG4,
4.3 HR. a5,
4.4 VO IR,
4.5 =K.
4.6 G,
47 01%HBR/KIEWR  EHBE 1 mL FER(4.3)%F 1 000 mL FEMF, HKER.
4.8 2% R EYA ERBE 10 mL FER(4.3)F 500 mL FEMRY , AP EU.2D ER.
4.9 5% S K FEER ERBE 25 mL 8K (4.5 F 500 mL A&, AFEA2D) ER.
410 FRUERES EBEPRVEBE TR PR T RARERES, BERFEE LR 1,

®1 HREERER

34 FR B4 TR CASE#% 53 F FAXH 4> F B
A R Chlorpropamide 94-20-2 Cio Hy3CIN, O5 S 276.74
25T Mk Carbutamide 339-43-5 Cii HiyN; O3S 271.34

H 2R T R Tolbutamide 64-77-7 Ciz HisN; O3 S 270.35
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411 FRHEEW.

AN REMESER-ERRRLI s ABAR.EETR.FEBRT RIFESED LIOERE
0.000 1 @, AR EUEHBIEE R 1 mg/mL MIrEMSE .4 CHKBERE . BFIH 6 1H.
4.11.2 BAWVEESER - SHNERER 1L.OOnL EEFAR . EFE TR . FEB TR EESER
(4.1L.DFE 100 mL ZFEHF . AFBEUDHBBER,BEH A 0.01 mg/mL MB AR EMEER .4 CiK
HEE.ASH1ITA.

4.11.3 BAEWRETEBEBR -EHER1.00 mL BAHEEFZER(4.11.2) 2 100 mL &M, AP E
(A2 BER . BHE 100 ng/mL MBS R TIEBEM] 4 CHkFAERAE, Ik HRTECH .

4.12 PAX BEHMHZEBU/PME :Cleanert PAX AT FAc# it sl M gEAI 24 & ,60 mg/3 mL, W5 3 mL HEE
(4.2) .3 mL 50 B K FEBEBRU.DHEL.

413 AFLIBAR:0.22 pm, F UM,

5 {USEMiRE

5.1 BEMMAHAE/ HEKRIEMN(LC-MS/MS) . Bl A HEE TIE,
5.2 At R &5 0.000 1 g #10.000 01 g,

5.3 EEELHL:EOIARETF 6 000 g,

5.4 HEEKIEUEE.

5.5 iRfEiRG A,

5.6 AMAL.

6 SHTHE

6.1 Hm#l&E
6.1.1 Kk7IHEER

PREUEES 1.0 g B Z 0.001 @), IMAFEEU.2D)ELXRZE 5.0 mL, RE 30 s, HER 6 000 g B LD
10 min, % 0.22 pm SAFLEE AR (4.13) 13 38 , 38 vk FH VO AE €8 3% / 88 Bk i 13U 0 =2

6.1.2 BEX . BER¥E . BEER

FREUEE ML 0.5 g E 0.001 @) , IN AHEMU.2)ERZE 5.0 mL, MAZLFI(4.6)2 g, BIZIIE G
FE S48, IR HE 1 min, 887 15 min,6 000 g &.0> 10 min, B EIE®WEZ 0.22 pm (RFLIEME (4.13) 53 38, &
VB P VR A 2 / 28 B BRSSO 22 .

6.1.3 BEEXHEM

FREUEE & 0.4 g E 0.001 @), IMA 2 mL PYEBkAE (4.4) , B ZUHR 5 4 & 43 80, R BE 1 min, 8
7 10 min, A SUEKFBEERL.ODEAXE 10.0 mL, MAZLH1(4.6)2 g, #87 10 min,6 000 g &
0 10 min, ;U5 mL BEWMAC WEE A PAX BIAMEZEB/ME(4.12), FF EEBRBARMR)E, F3 mL
(4. 2) Wk, IR BRI /MERREBAE, FE, BMASoL 2 FRPFEBERGO®E, FHFR
FEE W E ARG FRERIK B/ P iR B WA R VR W, R AWM TR T, ER R B 1 mL
BE(4.2)75#% 4 0.22 pm SEFLIE AR (4.13) 3 38 , U8 MR FH VR AH €38 / 32 BX BRI € .

6.2 MEILEHZHNHEH&E

BN A S AR, HEREPER 6.1 #HTLHE, RN OEMERBERBIR S T/EER
2
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(4.11.3) , T #6775 VR BE 2R 31 i W o 8 VL » 12 9 B MR B S R B WA (3 / SR R B (U E , U e B

TN ST, DR BRI AL, A0 TAE 28
SHEAR.EE TR . PEBTRN LC-MS/MS L s FEaigE S LE A,
6.3 ME
6.3.1 HIEBESEEH
a) EEAE.CafiftE,150 mmX2.1 mm(i.d.),3.5 pm, B HEEA & ;
b)  WEhAH R B R E R AR R 2;
¢) WiiE:0.3 mL/min;
d R .40 C;
e) ﬁ#%S pL,
X2 BEABEEEERERF
it 8] ey
. AM:ZHE/ % BH : 0.1 HER/AKBEW/ %
0 20 80
5 ' 40 60
12 | 40 60
12.1 20 80

6.3.2 RiEESEEMG

a) BFR -HEMERFEESD;
b) A#MEFR . EEFHM;
c) %iﬂﬂﬁiﬁ:%ﬁﬁjﬂﬁiﬁ'}(MR}M);
) FES.ES,EE 350 C, %% 10 L/min;
e) FEH BRESN 40 psi”;
) BEEHEME 4000V,
g) REE.EEETN . EEEFXN BHEELMEERINE 3,
X3 FHETAR.ESETR.PXETEHENRESY
ip ; -
&Y ﬁ%'ﬂﬁj EME T (n/z) [EFBEFX(n/2) AR 1 B
min V eV
272.2/92.1 30
AT K 6.8 272.2/74.2 80
272.2/74.2 10
277.1/175.0 15
FHEA K 10.0 277.1/111.0 80
277.1/111.0 35
271.1/155.0 15
BH2RRE T R 11.1 271.1/91.1 90
271.1/91.1 35

*1 psi=0.006 895 MPa
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6.3.3 TEMEMWIE

GRS HE 1M BT 2 ANFETF, EMRRB AT B & PR 00 Y5 E OR B I E] 5 bs
YRV VR T ST P A B8 I VB g 25 FE 2.5 06 22 P 5 ELARE o 4% 4L 0 R R X SR R R R 4 O Y A
VS B T T T B R T KR X B AT LA B R N A R 4 MUE BOVE R, AT A RE R AR A X
OEERIIEY/

4 EERINANBFEENRARTRE

My ETEE/% > 50 > 20~50 > 10~20 <10
ARERTERFE/ X 420 +25 +30 +50

6.3.4 EESH

A J7 g R MR AR E TAEM R E B E . b TAEM R B TF b 6.2 15 2, DIRE & i 0
T A S AR v TAE 4R b e & . M A i R O (B I TE ZR PETR R S

6.4 ZTAXE
I S TR EURE i A1, Y3 BRI E KGR TR AT .
6.5 F1TidIE

L B, X E) — R S AT AT R B I E .
7 &RitHE

RE R EBETIIR BB T IR B EEE T IR0 A B B I SRR A AR R B L N (DT R

¢ XV X kX 1000
X = %1000 e CLY

A

X — S RENR AT R P AET RN EE, BARNHOLE T 5 (ng/ke) s

BE S P B TS R B TR R TR T ARX N R R, B O A T B 2 F (ng/mL)
V — R & EFRBL AN ZEF (mL);

m — MmN EE, AR () ;

P ——RFE T 3 F AR S & BB R =1 T IEE R k=2,
e ESRTIMRE A, ISR AT e WE AR HERS . REENMORR -,

C

8 KWHRSE=EMR

AKFIKAE S EBERESTEBERER A TR . FREETROKEERA 3.0 ng/kg, EER N
10.0 pg/kg; BB BB HE LK P RBERR EHE TR FABTROEHERN 6.0 pg/ke, &
BFRN 20.0 pg/kg,

9 RnifrE

5 T A Pk A5 1 T A5 B 0 vk sz ) S 45 SR 43 2 AR T BRI (Y 1526

4
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SHEER.SETR.AXET RIZABR LC-MS/MS $ RN RE&EE

SEETTIR CEBE TR PR T RS MER B LC-MS/MS £ Jz b 15 I B & 635 I I AL,

x10°
9
0
X10°)

0 A
X 103,

0
X103

X107

X 10°

x10°

E

+TIC MRM (**->*) so 20ppb-1.d
1 1 i—j\—z 3 34 A 4
TMRM (272. 20001->74. 20020) so 20ppb-1.d ] )
1 ]2 6.801 23 314 4
)
=:‘»3L=
T MRM (272. 20001->92. 09961) so 20ppb-1.d
1 ]2 6.796 213 34 4
T MRM (277. 10001->111. 00000) so 20ppb-1. d Sk R
1 1,2 4 4
l
|
FMRM (277. 10001—>175. 00000) so 20ppb-1. d
1 1j2 4 4
+MRM (271. 10001->91. 09961) so 20ppb-1.d o W TR
1 112 213 3{4 11.133 4
FMRM (271. 10001-> 155, 00000) so 20ppb-1.d
1 112 213 304 11.137 4
ff\
—-v——.i;—‘-l—————«
1 2 3 4 5 6 7 8 9 10 11 12 13 14 15
Counts vs.Acquisition Time(min)
E Al S§HEAR.SHETHR. BEETRRAERRE LCMS/MS & RN ENREGIEE
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