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HE. B0 20 kB35 PR TBRAGSHENAT AL SR EEE FTE A 2 - AR KM 58 T S T4 AL, &
A2 A B E Inertsil ODS -3 4£(250 mm x 4. 6 mm,5 wm) , A8 A THE - 0. 1% BhiR ik (BB FL2EBL) , ik 1. 0 mL/min, 40 % % 392 nm,
ZER A TEMATAEYE N 69 E B EE N R 20 ng/mL, & F MR 50 ng/mL; R ZREA 50 ~500 ng/ml 58 B A 5 GREN X R R
(r=0.9996);-F¥ =k EH 94.68% , RSD 4 3.94% (n=9) EEiE S5k FWiE, E 5 k&N Td B FRATREGZONE,
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Content Determination of Residual Chloroacetic Acid in Tadalafil by Pre — Column Derivatization HPLC
XU Ran
( Nanjing Institute for Food and Drug Control, Nanjing, Jiangsw, China  211100)
Abstract : Objective
in tadalafil. Methods

To establish a pre — column derivatization HPLC method for the content determination of residual chloroacetic acid
The samples were derivatized with 2 — nitrophenylhydrazine hydrochloride. The chromatographic column was Shi-
madzu Inertsil ODS -3 column(250 mm x4.6 mm,5 pwm),the mobile phase was acetonitrile —0. 1% phosphoric acid solution(gradient
elution) , the flow rate was 1.0 mL/min and the detection wavelength was 392 nm. Results The detection of chloroacetic acid deriva-
tives had strong specificity, the detection limit was 20 ng/mL and the quantitative limit was 50 ng/mL. The chloroacetic acid derivative

showed good linear relationship with peak area in the range of 50 - 500 ng/mL(r=0.999 6).The average recovery was 94.68% and

RSD was 3.94% (n=9). Conclusion The method is suitable for the content determination of residual chloroacetic acid in tadalafil

through the methodology validation.

Key words:tadalafil ; chloroacetic acid;derivatization; HPLC
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B 10 mL ZEH A, FEIA 500 wL A7 4 AL, 500 L
TEAL RIS W, I 70% £ G BE R 20 B $ 50 o il R
W1 h J5HR 20 pl A

Xof Bt v AT AR A B A 3 e ISR S R BRI T
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0.50,0.80,1.00, 1.25 ¢/L) . &} kL 491 (10% , 30% ,
50% ,70% ,90% ) JZ Wi E] (1,2,3,5,7 h) K &
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LRIEXRRFHE MHEBREA LRI, T 80% &
I V5 WL R R L o B S LR 2.5,5.°0,10.0,15. 0,
20.0,25. 0 pg/mL AR BL 200 L [ 3R A [] i f2t
FEME LR, B 10 mL 5P, e fir A1k 45 58, B
20 WL PEFE IR SR I TR B R 50,100, 150,200,
300,400,500 ng/mlL, PAG 2 B2 5T e (€, ng/mL) A
AL bR R SRR A T R CA) AR bR, $e e /N
e pEAT M T, A5 3 O B C=54.8584 +
333.82,7r=0.999 6(n=7) 45K, 1IN ot ik BE
F£50 ~ 500 ng/ mL 35 Bl P 55 06 T AR 2R M OC R R AT

A 4 0« IO R N 150 ng/mL [ 6 BE
W, AT A RN G R A 6 IRE5 M RSD
1.42% (n=6) , RWNEHER L RIT

S i B RS I R A o2 < DAE MR EL ( S/ N)3 0 1 AR
D5 R FR , AE MR L ( S/ N)10 = 1 ATy B )58 &
R, A A6 SN IS, 50 ng/mL 48 2 BRAG AR M0 B A5 e L
13. 2, 4F R E R 520 ng/mL 58 ZERAG A=W A5 R L
4.1 MR R IRE .

T TS AF BRI IA PR 20. 03 mg, B 10mL
I, A 500 L AT A AR, 500 L ik 7 %
W, NN 80% M Fi B 2R 2 5, 550 G 88 PR At sA h AR
20. 11 mg, 73 14515 (50. 28 ng/mL) . H1(150. 82 ng/mL)
15 (502. 75 ng/ml) J5 5 ¥R BE 1) AR (K v L B A
R BE A 3 Oy, i 2.3 TR Jy vk IO A, 5l A%
150. 11 ng/mL % £ B2 (47 A5 A 5 0 % BRI TR o 43 31 R
DA W RE DN |, T sk B 1 #e A ik DA T AR
FISCR ZE R 1,

F 1 ImApEiXsE R (n=9)
BH#E HE4E  MAE niFE  =kE X RSD
(mg) (mg) (mg) (mg) (%) (%) (%)

20. 03 0 5.03x10°* 4.90x10°* 97.42
20.13 0 5.03x10°* 4.72x10°*  93.84
20.22 0 5.03x107* 4.60x10°* 91.45
20. 36 0 1.51x107° 1.55%x107* 102.65
20. 11 0 151 x107° 1.46x107°  96.69 94.68 3.94
20. 06 0 1.51x107° 1.43x107°  94.70
20.35 0 5.03x107° 4.61x107° 91.65
20.24 0 5.03x107° 4.65x107°  91.85
20. 16 0 5.03x107° 4.62x10°  91.85
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AW RN R RN RSD N
2.64% (n=06), KA LR EYTEZEIR THCE 0~8h
FasE vEactt
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