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Determination of Optical Purity of Dexlansoprazole Sustained-release Capsules by HPLC

SONG Su-yi', LIU Kui-li*, FANG Wei’ (1.Zhengzhou First People’ s Hospital, Zhengzhou 450004, China; 2.
Zhengzhou Big Bridge Hospital, Zhengzhou 450006, China;3.The First Affiliated Hospital of Henan University
of TCM, Zhengzhou 450000, China)

ABSTRACT OBJECTIVE: To establish the method for the determination of optical purity of dexlansoprazole sustained-release
capsules. METHODS: Lansoprazole was separated by using chiral column, and HPLC method was adopted for the determination.
Chiralcel OZ-H column was used with mobile phase consisted of n-hexane-isopropyl alcohol (3:1) at the flow rate of 0.7 ml/min.
The determination wavelength was 284 nm and column temperature was 40 °C. The injection volume was 20 ul. RESULTS: The lin-
ear range of dexlansoprazole were 0.096 64-0.302 mg/ml (+=0.999 9). The recoveries were 99.75%-100.02% at low, medium and
high concentrations (RSD<<0.15% , n=3). CONCLUSIONS: The method is simple and has good recovery and prescision. It can

be used for the determination of optical purity of dexlansoprazole sustained-release capsules.
KEYWORDS Dexlansoprazole sustained-release capsules; Optical purity; HPLC

2% 2k (Lansoprazole ) J&— F R - BRIE AT A= 47, T 241
iH) 5 0 MBLRE 2 A A 3R T2 (B H, KC-ATP fig ) 15 P4 DT A i
IR NSO R 0/ (197 N W 720 R el = W W 177878 7B S
PEEAE R H-SELEATE KO Hy 32 AR BELA 2541540 0 BR AT G
JREIARIT M. B AT E T A ) FE R S R EA
7 SCHRARE A E 22 ZR PR 24 Z A I T AL R T A2
TR ATHE S RIS 25 P R AT HET LA, AL R
LA PRI R TR A XY, (A A P ST X B B T B T okl
Fan/ NI MR , 7 AP 25 sh 2 i

Tk 285 6ot LS ) AR ) D' 4 00 7 A TR 2 A I R
U R R A B2 E R B R R L T
FE M AR 3 (HPLC) 15 B & B0 40 B A0 i
FE RAFSE R B B PR A O A, T AR I T Ao
Sl T SR YR 2R [ A0 (A0 Chiraleel OZ-H) & & J&
TR Je o T PE R R TR Y. A
JHE 22 ZR LI S 2 Al 8 1 43 BT L P e oA L SCHR R , A SR A
Tk [ 72 A HPLC 7RI 52 H G2 4l by 1 AR R 5 A AT
Kg il AR it 5%

1 ##
L1 =%

LC-15C HPLC A ( H A< & # A #] ) 5 (3% 412« Chiralcel

* TN AL HFFET IR IRZS A HLEE : 0371-56580326,
E-mail:songsuyiS8195@163.com

- 2754 - China Pharmacy 2014 Vol. 25 No. 29

OZ-H[ KRB (b D) A PR/ v, 250 mm= 4.6 mm, 5 pm];
BP211 %! 1/10 J7 K (f# [¥ Sartorius 23 7] ) ; WFZ800-D3B ££
Ah-17 WA EEAL (FE 5 F A A 7)) 58892 cole pormar 7 4%
(T RERL A A R A R A DD o
1.2 #@R5iEH

A7 TE 2% F& i e % R B RE S (FIE45 2 110101, 110102,
110103, BLA% « FFFL 30 mg) | A2 BE >4 2 F 0k X B & (A5
20101001, 46 J& : 99.80% ) . A7 i€ >% 2 i e XoF F ity (it 5 -
20101101, 4l : 99.80 % ) FBIA R F A 2= F Ak TRHE A B
Al 5 2% AR PR ST HE O 2 R R A EOE E L AL
100709-200902, £ :99.80 % ) ; 1E LV SN B N 3 B4l o
2 FEEER
2.1 BARRIBLH

0.2 mg/ml % ZR 70 Xof It VA VL < S 788 R B > R o e o G
Bk 0.005 00 g, BT 25 mlEIf Y, AT s E 2, RIfS

0.302 mg/ml A7 JHE 22 2 W Xk B il 92 0« S 8 R BBUA e =2
ZHimE I L 0.030 26 g, BT 100 ml &P, VS E 2,
B, Hofth 2280 T G ik BEVE T R SRR R AN AS

0.302 mg/ml 22 JiE 5 Z A7 R HE S V5 TR < 65 2 PR I ZC i 25
ZHimEIE L 0.030 26 g, BT 100 ml &P, VS EZ,
RPAG o oAb 2R 90 o s ok v VR U s AR AR R DA

BV BBUBE % 10 4%, NS W E 4, FRE0.030 00 g( Y

HEZEG 2014 4E55 25 4545 20 1]



AH 24 T HE 22 R 0.005 00 g) , FHR AR IR T 25 ml JE-7
BEZE B, it
22 HBEEUMHIE
2.2.1  MEPR IR, SRR e 22 RPN 2L R
LI 3 e, o R A 10 pg/mil BV, IR 4R Ah-] DLy
TG RE . 45 IR JCI A B R ks & 2 R
W X6} HE | Y 7E 284 nm B A0 A e AR IAC , 06 2 284 nm 1Y
A AR A
2.2.2 UBhAAYESE, L) Chiralcel OZ-H N Tk A3 H:, ik
4 0.7 ml/min, #0284 nm, 1R K 40 °C, HERE R 20
wlo FEMCESME T B 22 Zhr s o B S8 1890, 25 280 s 1E & -
SENEEEE A 7:3.3:2 3 LI a0 s ol o 45 SR A A
JIE % 2R e 05 43 5 43 ) oA 1,301, 1.26 i1 2.89 , il 6 #1164
BIEARFFAELR  BORFRIE O be- S NI (32 1) Aol 4l BEAR
M s
2.2.3 AEEAERE, HR R HPLC TUEPRAM 1Y — A S5
K2, 2 WA st ] 43 8 IR Ao s . FHEdR 2 —4
TIR S R , 28 DN R Ak it T R A T e i R, AR BN
FHIE O - S N B Fe A0 3= 1 I, Ol 5] ©2.2.27 101, 2%
FEIR A 15.25,35,40 CHY 22 RAPMEAGHF B DL 25 5L it
&) BEAY SR B T T AR, A B ITE 15 L b LR R
SR AN TSR], SR e TR RE S 40 °C.o
224  WEEERE . HALSMRR 2.2.27 00, AR N 0.5,
0.7.0.9.1.0 ml/min B X 43 25 BE (5] 445 5 408 DR 5 B ikt
B R TH v, HL 43 5 5 W T R, 0 B 0 ) oK 3.33.,2.89,
1.57 136, Z545 75 Y B AN 40 B TR T, d5e 20 o i A 9l
>4 0.7 ml/min,,
2.3 BIENBEEYE

L) Chiralcel OZ-H (A4, IF O - SN B (32 1) M i 80
AR GRS AR 22 0.45 pm 8 AR B8 10 I8 75 AL B ) | 3
0.7 ml/min, K35 K2 284 nm, K1 40 °C, K85 TR shAHRE
fi# , HERERE R 20 ul,
24 HEFEGHENE
2.4.1 ZEBERIE ., H FREE R HPLC 4544, Jas (i 7
HERE 20 wl, iE sk ik, WA 1A
242 JE ABEZRPIMBIYENL . 3 IR 2 8 BUZC HE RN A7 e
2RI A VA TROE e, F R Sh ARG AR 0.2 mg/ml BRI,
FEAT, SRR 20 pl il sk, WL 1B .C.
243 JPEPREREG . AFE 20 wl 22 ZA M T R S VAR, HE
FE iR ERE . Rl UL A E % FR B e T 0 £ B A TR Ry 25.126
min, 22 BE 2% 2 F e 32 0 £ B4 B[R] Sy 33.881 min, 43 B BE K
2.835, FF AR, FEILA 1D,
244 FRUEMZE KR 2 BRI . A FREU E S R
WA o B 9 10.8.2..6.6.,5.5.,3.2 mil, 23 W& T 10 ml &I,
FH I Sl AR B 22 20 B, I o 8RR ik R A 302.00, 247.64
199.32,166.10,96.640 pg /ml fl) R HIVET , 2 BIERE 3 k. 45
SRATTE 22 2 37 AR AG: 00 J5 i 9k BE 7E 96.640~302.00 g /ml 75 [
P ARG TR () S LR R B (o) BT Rk &R
1) 75 F2k y="50 083x+4 479(r=0.999 9) . {5 M L 3 Fl
TO R, T1EAGI BR A2 R 43514 0.02.,0.2 pg/ml.
2.4.5 FEEE R R BRI (247.60.199.30,

TEZD 20144555 25 45 29 1]

> 501
£
£ 251
o) ——
0 5 10 15 20 25 30 35
fi$ ], min
A
757 Hie L R JEREE R
20 25 30 35 25 30 35 40 45
FF[E] , min I5F[A] , min
B c
e
504 fiesgnme 50
. KR
g 254 & 951
'E] 0 T r's . 'y EJ 0 ] N
20 2 30 35 40 5 10 15 20 25 30 35 40
], min (1], min
D E

1 SXKEBIEE
A AT BATTHE 22 RPN BE iy 3 CACTHE 22 SR PN Bt s D22 R
T B 5 B
Figl HPLC chromatograms
A. blank solvent; B. d-dexlansoprazole control; C. /-lansoprazole con-
trol; D. lansoprazole control; E. samples

166.10 pg/ml) 3 5T 58 V¢ I 119 A5 5@ = A okt BR800 )
T UERE 3 W, 45 B 0% T AL A RSD 43 918 0.37% . 0.90% .
0.81% (n=3),3<1.0% . ¥ 199.30 pg /ml A4 JiE 2 7wk xof
HEH I TR R 6 U, IR TR RSD 4 0.03% (n=6) ,
TG BT, RS 199.30 pg/ml BYVAIR 20 ul, 43 HI7E
0.1.2.4 hibFE, 25 R0 FLR RSD 4 0.65% (n=4) , 74 h N
AR, R RT AR o
246 IBCRTE, FeabJr, R (120% ) 1 (100% ) A%
(80% )3 Tl 1 A T 22 R P of B, - il AL Dy B (g Sl
B A I S A E S AR PR AT R RS I
RV 20 pl, o s T AR, PR DR, BEAS R IR I A2 3
1y, 45 5 43 5 100.02% . 99.96% . 99.75% , RSD 43 %l A
0.11% .0.03% .0.14% (n=3) , ¥ <0.15% ; & - 35 [a] i K F01
RSD435311499.91% F10.09% (n=3)
247 FEEOGCZELEINE . BURE S 20 W, 4% iRk
PEVEREMN E , WIE B (FES:110101) o 75 3 ML S Fh 6
SEANE /391 99.80% .99.84% .99.81% ,RSD=1.7% (n=3) .,
3 ITig

HErE ey 2 &P ) 7= g H A 3w A 7 A
JHE 2 2R R A R B, A ST PR 500 Sy [ A il ok 390 o A e 22
P JFOR] 25 4l 0 99.8 % , 1 E M E 2514 T, 590 v R4S
HZETE 22 P AN AR oG i B L AR G, 2R SE A )
[ AN SCRIK , 22 R T T 24 2R e o () 24 245 40 T FEAH S g e
BIBIFSEIRIE , 2 UL AT JiE >4 2R e i FEE 3000 5 1) SRR 5 1 A S
K FH TP 1 72 A HPLC SR 43 e A i 2 R pr e, 25 L 2R i

China Pharmacy 2014 Vol. 25 No.29 - 2755 -



i R AR FL DK 23 B 9P ¥ T AT IR 0] A
BORR 20 A A (T TE AR BRI, LE 110023)

hESZES RI17;R978.5;RI71°.43 XEkFRERS A XEHS  1001-0408(2014)29-2756-03
DOI  10.6039/j.issn.1001-0408.2014.29.23

 E R4 AIWHSRAEITRBEART LML DTFHTAe Tk, ik RAHAE®E Bk, AR T R-L- MM
(CM-B-CD)  F M F R A RK ISR G R LM EAR NS AE, TABRMSs, HEZ 10 om, B 20 Co 5 R AT R E %
PSR TR 0GR IE LE 0k B 09 pH . 5 B B RBATH IR, H1E FAR Sh RAR S B Ao IR A5 B ) IRAR X B A 25 4 04 R AT kAT

B iEiR T, 4R A% T b sk 42 pH 4.5 49 30 mmol/L NaH,PO, %% #F 75i% (4 1.0% CMﬁCD)y&Lﬁ%@%/ﬁﬁz&dnﬂi/\
58 A 3.70; B K F vk s me AR £2 pH 3.0 69 30 mmol/L NaH,PO. 22 ¥ i i% (4 1.0% CM-B-CD) 5 47 il T B i& 3 B2 55 , %
a:aﬁ“yb544 TR E VI RSD 3 <0.9% (n=6) . % : CM-B-CD 89 A A3 A0 7T Fo B K v 7 1R 35 84 ST AR s b Ti]‘ﬁ

B TA S My B S0 Oy ok B AT VB AR etk
KR SR EmE R RE AT R T B 2T B

Separation of Fluoxetine and Bifonazole Enantiomer by High Performance Capillary Electrophoresis
TENG Huai-feng, LI Shang-ying, LIU Hui-ying (Liaoning Provincial Institute for Drug Control, Shenyang
110023, China)

ABSTRACT OBJECTIVE: To establish the method for the separation of chiral enantiomers of fluoxetine and bifonazole. METH-
ODS: High performance capillary electrophoresis was established using carboxymethyl-A-cyclodextrin (CM-B-CD) as chiral selec-
tive agent; the separation of enantiomers was performed on uncoated fused-silica capillary column with gravity sampling time of 5
s, height difference of 10 cm and column temperature of 20 °C; the concentration and pH value of phosphate buffer, the concentra-
tion of chiral selective agent and the separation voltage were investigated, and the optimal separation condition of 2 kinds of drugs
were determined. The validation test of 2 kinds of raw materials was conducted using separation rate as index. RESULTS: Under
the optimal conditions, the resolutions of fluoxetine and bifonazole enantiomers were 3.70 and 5.44 by using 30 mmol/L NaH.PO,
buffer solution (pH 4.5 and 3.0, containing 1.0% CM-B-CD) as running electrolyte, respectively. RSD of method precision was <
0.9% (n=6). CONCLUSIONS: CM-B-CD is high enantio-selective for the fluoxetine and bifonazole and can separate them effec-
tively. The method is accurate, economical, convenient and rapid.
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