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Tab.1 Gradient elution of mobile phase

/min A 1% B /% /( mLemin ")
0~5 50 50 1.0
5~13 50 ~95 50 ~5 1.0
13 ~15 95 ~50 5~50 1.0
15 ~20 50 50 1.0
1.3
0.075 0 g( 0.000 1 g) N-Ac—
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A.B
2.2
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225 nm o
2.3
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ml
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Tab.2 The linear equation. correletion coefficient

and linear range

/
(mgemL"")

Y =110 859.254 +4. 181 41 x10°X 0.9999 0.3 ~2.7

Y=161251.019 +4.438 72 x10’X 0.999 7 0.05 ~0.25

2.4
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1.35%
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Tab.3 Results of repeatability test

w/mg w/mg RSD /%

51.00 53.00 53.00 52.50

52. .
52.25 52.25 51.75 51.50 216 .35
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Tab.4 Results of recovery test
w/mg w/mg w/mg 1%
1 10. 43 9.00 19. 40 99. 84
2 10. 43 9.00 19. 39 99.79
3 10. 43 9.00 19. 44 100. 05
4 10. 43 9.00 19. 41 99.90
5 10. 43 9.00 19. 45 100. 10
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Monitoring the coupling reaction of levothyroxine sodium
of production process by HPLC ZHANG Wen-wen '’
ZHENG Shu-na® LUO Fang® CHEN Hui+u' LI Rui® JI
Min®( 1. Department of Pharmaceutical Technology and Bio—
logical Engineering Changzhou Institute of Engineering Tech—
nology Changzhou 213164 China; 2. College of Chemistry and
Chemical Engineering Southeast University Nanjing 210096
China) Huaxue Shiji 2011 33(10) 945 ~947

Abstract: HPLC was applied to monitor the coupling reac—
tion which is an important reaction in the synthesis of levo—
thyroxine sodium. Chromatography conditions: YMC—Pack Pro
C18 RP column(4.6 mm X 100 mm 5 pm) ; mobile phase:
methanol- %o phosphoric acid solution by gradient elution;
detection wavelength: 225 nm; flow rate: 1.0 mL/min. The
calibration curve was linear in the range of 0.05 ~ 0.25
mg/mL of coupling reaction mixture with r =0. 999 7; The re—
covery was 99.79% ~ 100.05% while the relative standard
deviation for repetitions was 1. 35% . This method has the ad-
vantages of quick correct reappearing.

Key words: levothyroxine sodium; coupling reaction; high

performance liquid chromatography; monitoring



