Analysis of silymarin in Milk Thistle extracts

1. Quantitative determination by UV;

Standard preparation: Dissolve an accurately weighed quantity of silybin by methanol to obtain a solution having a known concentration of about 5mg/ml.

Test preparation: Transfer about 250 mg ,accurately weighed of  silymarin to a 50 ml volumetric flask, dissolve in and dilution with methanol to volume ,and mix.

chromogenic reagent preparation: 2，4－dinitrophenylhydrazine, Transfer about 500 mg of reagent to a 50 ml volumetric flask, then transfer 1ml of H2SO4 to the flask ,dissolve in and dilution with methanol to volume ,and mix.

10％KOH solution : Transfer 10g of KOH to a 100ml volumetric flask, dissolve with water and dilution with methanol to the volume.

Procedure: Saperately transfer 1 ml standard preparation , Test preparation and methanol into three volumetric flask of 10 ml. Transfer 2ml 2，4－dinitrophenylhydrazine into the three flask . Then procedure them into water bath with temperature 50－55℃,after 50 minitues, cooling with water . dilute with KOH solution to volume. Saperately imbibe the three solutions into three plugged tubes and add 10 ml methanol . acentric about 10 minutes. Transfer upper liquids into a 50 ml volumetric flask saperately. The deposite after acentricing is dissolved with 10 ml methanol ,once again acentric about 10 minutes. Transfer upper liquids into the mentioned 50 ml volumetric flask saperately. Dilution with methanol to volume. Proceed the three solution to ultraviolet spectrophotometer to detect the absorption value. Calculate the content by the formula:
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2．Content of  Silybinin A、B in Milk thistle extracts by HPLC

Chromatography system-- prepared column, 2cm Bondapak C18/37-50Micron；column ：25cm RP18,5um；
Flow rate , 1.0ml/min； wavelenth of detection; 288nm; quantity of injection：10ul。

Mobile phase wash procedure 

	Time（min）
	5％acetum and methanol
	5％acetum

	0
	65％
	35％

	14
	50％
	50％

	30
	50％
	50％


Test preparation: Transfer 0.05g of milk thistle extracts (30％) and dissolved with 100 ml methanol .

Standard preparation: Dissolved  Silybinin with methanol , concentration 0.15mg/L.

Calculate the contents of SilybininA＋B by peak area .

