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Determination of doxepin hydrochloride isomers by HPLC

LIU Qiong ', YANG Shui-xin(1, Zhejiang Int1 medicine Co. Lid, hangzhou 310006 China)

ABSTRACT: OBJECTIVE To determine and separate the Z- and E-isomer of doxepin hydrochloride in doxepin hydrochloride mate-
rials and tablets. METHOD A gradient HPLC was adopted. The column was Shimpack C18( 150 x 6mm,5um), The mobile phase
consisted of ACO. 2mol. L.™" Potassium dihydrogen phosphate-methanol (65:35)) and B(0.02mol. L ™' Potassium dihydrogen phos-
phate-methanol (40:60)) , with the gradient condition was 0—30min, A 100% —25% . The flow rate was ImL. min~'. The detection
wavelength were 295nm. RESULTS  The calibration linear was in the range of 22 ~ 110pg * mL ™' for Z-isomer and 90 ~470ug *
ml,~'for E-isomer, and the average recoveries were 99.98% (RSD =0.25% ) for Z-isomer and 100.07% (RSD =0.08) for E-isomer

respectively. CONCLUSION The method developing at a mild condition appeared to be simple , accurate for the determination and

separation of Z-, E-isomer of doxepin hydrochloride.

KEY WORDS: HPLC; doxepin hydrochloride; isomer

R 2 217 IR B = FR 2R P 25, 1 T8 97 £
FEAE AR E Bl p 22 RE MR S AR AE S H i I R B e
R4 2673 e — B HIIR (Z-), ) CE-) R R AR R A
Wyo b E 2 00D LLAORE C0mt v A D S g A 1 2 s 3B
] 24 900 SR FH v 0O i A D e h A 1) e AT
SCHRHRAE SR 0B 4045 L VK2 RN A 7K B A0 A kR e
HWR ARG o A SCHRTE () ey OB (0,38 vk, T 326 FH R AN it
A, BLE T )\t S B 5 B AT S 20 B9 A, =0 T 6 R
W2 % S8 2 S A EAT T 20 S AN 5E
1 F5RH
1.1 {43 R RO A 3 A SR , Waters —#F

* 866 ° Chin JMAP,2005 August, Vol.22 No.9

Waters 5]

P4 51460 2% ( DAD) , Waters 515 %2, 77251 #E#f &, Milllenni-

um32 TS P ER S0 AT - 130 HHRAR CRED .

1.2 R R 2 ZE-F 5t MR O [ 25 5 A= i) ks e BT
- AFMIAEN 19.40 %), FTR % F°F 5 Bl FI LR £ 2¢

PR CRER 25me) Y o T o FRRE D (3 40, /K Ok T 250

K HARARFNIE 1 53 B4l

2 AEEHER

2.1 (B4 ilAE: Shimpack C g #EC150 x 6mm,5um) ,

I AlltechC, THAE; i BIAH A:0. 2mol » L~" @2 — &40 FF %

(65:35), Fi B AH B: 0. 02mol « L~" T R — & #H-FH % (40:

60), Y& i B B : 0—30min, 100% A —25% A; i #: lmL *

BN 2527 2 i 2005 4F 8 H 5 22 555 9 I




min " KK 295 nm; 377G 1 200 ~350nm.
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Fig 1 typical chromatogram ( A ) and UV spectrum( B.C)
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E: E-isomer of doxepin hydrochloride; Z: Z-isomer of doxepin hydrochlo-
ride
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Tab 1 Relative content of Z-isomer at different wavelength( n =

6)

208nm  RSD  230nm RSD  246nm RSD 295nm  RSD
(%) (%) (%) (%) (%) (%) (%) (%)

S 18.88 0.27 19.07 0.33 21.26 0.29 14.71 0.35
M 24.31 0.31 24.51 0.24 27.09 0.16 19.41 0.33
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