DA K G584, BT AE ] 25 1E b &
DUER -

SR ORI, MR pH (EBOR, MTX U
(RO B I IRDER K, 24 pH {HAE 6.6 I, MTX W £
B TS, VR, HS A Py YA T
MTX AR =Pl BRSSO $E g
PR AN TS, I MTX 1) S KRB KA
306 nm. {EIEFENARPINT, BRI BTELIR . A e
LSy, RILILOREA B ) 23 I 4E 5 min A1 7 min,
HWEMEDRES N J5RILARAE 254 nm kAT
e KR, HASZ LA T4, A DAD £
AR A BRI K IE N MTX 306 nm RIS
254 nm, $Em TR R BUE, S5 R

RFE MTX Bl DU & R85 il RO H i
RS PR T Rz —. KiflE MTX 75
FT R RN, AT AN RSO bt 189 hn, A7 SCHRY?
B KFE MTX 7 SRR 6%. SCHR[2]
e, MTX [k EQ 24 h>10 pmol-L™'. 48 h>
1 pmol'L™". 72 h>0.1 pmol-L™", 4 Al g AT 3%
IR RN Bk, 7ERHE MTX A7 i fi v
SR — DA LR il LR ] Bk AN RSN IR R A
VU S R 4 1y RO PR MTX AN R R B
FEFR. BHEW, EAME MTX #a iG
18 h JFUR 73 Ik 4 T DU S M R 55 7 ke, R i —
A q6h AR 15 mg. %f MTX 245 24, 48, 72h

I 2GR EEREATREIN, 27 KT 2 A, IR I DY =
PR A R T, b BN S KR
HA MTX WRIERFE BBV EN, RNt
PR IR pH E>T7 LAERE MTX il Biiik MTX
FEAR P& ARG AN TR AN B SR
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Improvement in the Methods for Content and Related Substances Determination of Glielazide Tablets(II)

HUANG Zhaohuil, CAI Dandanz, ZHOU Zhengl(l.Ningbo Institute for Drug Control, Ningbo 315048, China; 2.Ningbo
Drug Research Center, Ningbo 315010, China)

ABSTRACT: OBJECTIVE To improve the methods for content and related substances determination of Glielazide tablets( I )

METHODS The test solutions were made by acetonitrile instead of 40% acetonitrile aqueous solution. Chromatography was
carried on a C;g column(250 mmx4.6 mm, 5 um) with the column temperature at 35 ‘C, using water-acetonitrile-triethylamine-
tirfluoroacetic acid(60 : 40 : 0.1 : 0.1) as mobile phase at a flow rate of 1.5 mL-min~'. The detective wavelength was set at

235 nm. The sample tray was at room temperature. RESULTS The test solutions of Glielazide tablets( Il ) were stable in 24 h.

The method had good linear relationships in 20—500 mg-L™'(»=0.999 9), average recovery was 100.1%. The limits of quantitation
and detection were 0.5 mg-L™ and 0.1 mgL™, respectively. CONCLUSION The method improves the efficiency and

reliability of test by resolving the problem of instability in the original standard.
KEY WORDS: Glielazide tablets( Il ) ; content determination; related substance

K& 0 550 2 55 2 ARRA TR IIR 2 1 IR B b 25, #%
A FEHE P (T3 T v [ 25 i 2010 4R i — 36,
PR 1 I R A oG A A A T A
TR E Ik 22, YK m BT, ad Rl W 2
IR, LI A, L5 RIS R . AR SE
6 308 3ok 6 73 ) A K Y i R e T
WA A P, MRk T AR X — )
B .

1 UE5RH

Agilent 1200 /& 0BT S (S 1E Agilent 23
A]), kil Agilent Cg B4 fERCFE(250 mm X
4.6 mm, 5pm); SB-5200DTN 8 5 I i v 2% (77 8k
B Z AR A R A F): R200 D B 734
RV (1 [ 38 2 R 4 w)) o

CIEHPLC 2, By aw]); — Of(taikal,
TEDIA A #]); —# LR (Li%2l, TEDIA Awl);
IKAHBEEIK s % H1 55450 BE A (B 2 A e
WFFERE, A5 : 100269-201004, 4lfE: 99.9%),
AR (112 ORI 2 H R A7, fit
. 2J720T, 2J7237).

2 HESHER
2.1 NIRRT A%

Uk 471 55 5 L 20 mg, RS S5 7 5, B 20 mL
T, mOEERITmE R L, WA, 1EA
Xof L A 2 VR
2.2 PR A
220 FrElE g W Al R
0.2 g, K& FRE, B 50 mL B, il 40 mL,
AT 15 min, A, HOEmEEZ
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e, #5, JEid; KM EE 5.0 mL, & 50 mL &
b, moNEmBRZIE, 5, ki, Hekik
W, &H.
222 AR K R B
i 02 g, FiEMGE, B 100 mL BiEH, s
80 mL, A HEE 15 min, BAE R, H O
BRI, $25), JERE, WEEW, &H.
2.3 O X R guid A

iR Agilent Cig (4 3%4H(250 mm X 4.6 mm,
5 um); VBN : K- M- = - = ES R (60 -
40 :0.1:0.1), Wiy 1.5 mL-min', K3k 35 °C,
PSR, AR 20 pl.
2.4 M RFG LR E R R IHE

43 RS % B B A% 2 5.0, 2.0, 1.0,
0.5, 0.2mL, ‘& 10 mL &, HIKeHEEZ
B, #5), BRI, % “237 i
(O A REAT I RE o LUK B (mg L) A A
b, UWETIR N AR bR 2 AR TIE I £, VB[Rl
FEN Y=24.459X-36.504, F&HIFHHFAE 20~500 mg-L™
WS R R, 7=0.999 9.5 & NP4 0.5 mg-L™
(n=6, RSD=1.0%), KIFN 0.1 mgL ™",
2.5 XA AL

5 WO R SR B A 50 mg-L™)20 L,
fi “2.37 WUREAIGAA:, ESHERE 5 R, WE g
MR, 5 RSD(n=5)4 0.90%, & WIiZ%S2 41T
T EA RUF A 2
2.6 Rt
2.6.1 0w R A R e MR X
“2.2.17 TR A A S AR A 1 0

T E LGS I 255 2014 4F 6 H 5 31 4545 6 U]



ST IS 0, 2, 4, 8, 12, 24 h HERE, WE
e TR, T4 RSD(n=6)A 1.5%, It
TRVVRAE 24 h WARUE

2.6.2 7RIS A LA AR e MRS I
“2.2.27 TR BB R, T I e 2
PR UE T 25 A3 ) TR B el v, B E N
Fee M o 4% IRURURR HE I R ) SRRV, AEAE A
ANFEEFFEE A 35 CHF, 2 h JE BRI 28 B AR =4,
24 h Ja PR AR L, T CE RS
BOR VA BONAE 24 h WARGE . 45 R IWIE 1.

t/min

Bl 1 2 Ak BB 45 B 24 h 5 HOM 6 i
A-40% LFEH: B-Z M

Fig 1 HPLC chromatograms of two solutions 24 h after
fomulation with different solvent

A—40% acetonitrile aqueous solution; B—acetonitrile

SR 52T R [R) IR R O v T ) B AR
ol A VRCAE AN [ 9, P T80 AN () i 1) 6 5 ok FE) 5%
mi, g 1,

R1 TRABTARIRBELER

Tab 1 Results of related substances on different conditions

BRI/ %
HE - = ” -
N 40% 2. 60% 2. M 80% . fif 100% 2. fifs
frf A /h

15°C 35°C 15°C 35°C 15°C 35°C 15C 35°C

0 0.04 0.04 0.03 0 0

2 0.06 028 007 033 006 031 0 0

4 0.08 040 008 046 007 045 0 0

8 0.15 062 014 065 015 0.18 0 0

24 022 1.10 020 120 0.19 1.05 0 0

2.7 AR
AR S 4Ky 0.02 g, JLH 9 43, 43 5] 'E 50 mL
B, ok 3, B 3 4, S i K

rhE BLACR 2% 2014 4 6 H 55 31 455 6 1Y

X HEG 8, 10 112 mg, MN&NG 40 mL, HAHEH
15 min, A EER, HOERBEZE, %4,
JEt . A RS ERE 20 pL, KENE . 3 ADAKE
(RN 2 0 K 98.5%, 99.2%, 102.5%, ~F-3J[]
BCEh 100.1%
2.8 FEAIE

LR 0.2 g, KE% AR, B 50 mL &I,
O3 ) R 25 BUBRAE AT “2.2.17 TR 5 kAR
ARV % “2.37 TR ARSI e . AR

2

o

R

R2 2T HEAEMNEER
Tab 2 Results of content of two mathods

ik BRI (A1 R 1% ke X Rk

By ik 100.1 100.5 4200 0.64

AR/ 101.4 100.1 4150 0.82
3 it

7 H A= 24 Joi 7 PUR R g 24 $L PT84 5
U2 LR 0 ] 24 LB ks A5 P R e
fErh, HOZ S LSRR, SRJE T S Ko
YBUC i ok e 2% (R P, FLIS SR e P DB A
25 2010 FERRCEIRIAS 51555 (1D A
HESEAUTHT 15 [ 2 L R B

IEBISTRHEA RAAESRE FRARE, 2K
fife A= ok AR Y o U T R 1 A
WAE SR FARGE, a9 TARG AR KR, T
I, wAE TR T 2 40% LK
Wo SEHAIL, AR (il 2l 2N i # 1 fHA
A VARG H 2% ot LU TR B IS TR AR P
% L 40 T AR PR A 1l i R A B 11 % £ £
Tt YA VB B 1 Y BR e 2 ) T 2 2 i 1
PR R A 1

sz, e BIFFRr S L 2% AR AT B 1 R
PE, 75 LNEECREE R R iR LEAE K oK, I,
FE At S5 L R P e AN B IK

JEUbE DR DA 3 P v R AR S i, B f
I BRANRE » 5 ZEm AR, 3G SRR T
FFHEIN T S 56 R A o

ARSI B B T bR (AN 2 2 A
FENL T RUE MRS IR i, P TRk
AT ER G, 5838 TAS SIS v (1D i
bk
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