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Supercritical Fluid Extraction / Chromatography
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Application of Off-line SFE/SFC/PDA for Vitamin E in Commercial Supplement
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SFE Treatment for a-Tocopherol
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Preliminary Pretreatment for Supplement Sample before SFE
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Flow Diagram of Super Critical Fluid Extraction (SEF) System
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SFE Conditions for a-Tocopherol

Offline SFE:

Extraction Vessel :5mL
Extraction Solvent : CO2

Flow Rate © 5 mL/min
Temperature 140°C
Back Pressure 15 MPa
Extraction Time : 15 min

(Static 2 min — Dynamic 3 min) X 3 times
Trap & Pressure Down Conditions
Trap Column : Shim-pack VP-ODS (50 mm L. X 4.6 mm |.D.)
Temperature 160 °C
Pressure Down Time : 10 min (15 - 25 min)

Recovery Conditions

Elution Solvent : n-Hexane
Flow Rate : 2 mL/min
Temperature 160 °C

Fraction Time 1 3.5 min (25 - 28.5 min)
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SFC Conditions for a -Tocopherol

SFC Conditions:
Column : Shim-pack UC- Choles
(250 mm L. x 4.6 mm I.D., 5 ym)
Flow Rate 13 mU/min
Modifier : 2 - propanol
Gradient 22 % (0 min) - 20 % (10 min) - 50 % (10 - 12 min)
Temperature 140°C

Back Pressure @ 15 MPa
Injection Volume : 2 L
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SFC Analysis for a-Tocopherol Obtained by SFE from Supplement
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Linearity for Standard a-Tocopherol Obtained by SFC

Table3 #2Z#qa- FO17x0—/LD SFC TOEIRMK (n=6)
Repeatability for Standard a-Tocopherol Obtained by SFC

No Retention Time (min) Area Height
Average 7.242 127,338 | 19,682
RSD (%) 0.057 0.573 0.274
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Table4 H7UAV RO Q-7 TO—/LOD SFEICHIFBHBIRMEEINER
Repeatability and Recovery of a-Tocopherol in Supplement by SFE

No Conc. (mg/mL) Recovery (%)
1 0.776 104.46
2 0.780 105.00
3 0.772 103.92
4 0.790 106.35
5 0.761 102.44
6 0.758 102.04
Average 0.773
RSD (%) 1.549
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Overlaied Chromatograms of a-Tocopherol after SFE
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