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Determination of Residual Organic Solvents in Melatonin Analogue by GC

XIE Xiaoxia'?, XIAO Bingkun', YANG Jianyun', ZHEN Bei', HUANG Rongqing' (1.Institute of Radiation
Medicine, Academy of Military Medical Science, Beijing 100850, China; 2.Anhui Medical University, Hefei 230032, China)

ABSTRACT: OBJECTIVE To establish a capillary GC method for the determination of residual organic solvents including
ethanol, ethyl acetate, methylene chloride, tetrahydrofuran and toluene in melatonin analogue. METHODS The residual
organic solvents were separated on DB-Wax capillary column(30 m X 0.45 mm, 0.85 um). FID was used as detector with a
temperature of 250 °C, and the inlet temperature was 200 ‘C. The carrier gas was nitrogen, and the flow rate was 3.5 mL-min™".
The programmed column temperature was set as follows: maintained at 45 “C for 9 min and raised to 200 °C at the rate of 30
“C-min” followed by holding for 9 min. The sample dissolved in dimethylsulfoxide and acetonitrile was used as the internal
standard. The assay of residual solvents was calculated by internal standard method. RESULTS Five residual organic solvents
were completely separated. The linear ranges of ethanol, ethyl acetate, methylene chloride, tetrahydrofuran and toluene were
107.44-1 074.4 pg:mL™'(r=0.999 9), 108.24—1 082.4 pg':mL™'(r=0.999 7), 18.550-185.50 pg'mL™'(r=0.999 8), 14.208-142.08
pgmL ' (r=0.999 4), 19.074-190.74 pg-mL'(r=0.999 9), the average recovery of the preparation were between 98%—102%.
CONCLUSION The method is simple, sensitive, accurate, and can be used for the determination of the residual organic
solvents in melatonin analogue.
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A—control; B—sample; 1-tetrahydrofuran; 2— thyl acetate; 3—methylene
chloride; 4- ethanol; 5— acetonitrile; 6— toluene; 7—dimethylsulfoxide
(solvent)
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Simultaneous Determination of Bergapten and Ferulic Acid in Seselopsis by HPLC

ZHANG Haizhu, LI Qixian, SUN Bangyan, ZHOU Ping*(College of Pharmacy and Chemistry, Dali University, Dali
671000, China)

ABSTRACT: OBJECTIVE To simultaneous determine the content of ferulic acid and bergapten in Seselopsis. METHODS
The chromatographic separation was performed on a PhenomeneX Gemini-NX C;g 110A (250 mmx4.60 mm, Spm). The mobile
phase was consisted of methanol-0.05% phosphoric acid with gradient elute, the flow rate was 1.0 mL'min~'. The detection
wavelength was 322 nm and the column temperature was 30 ‘C. RESULTS Good linear relationship between the peak area and
content of ferulic acid and bergapten was achieved when the amount was within 0.020 1-0.603 pg, 0.020 3-0.609 ng; the
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