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D etermination of D icunarol and Cyclocoumarol in Cosmetics by HARLC/DAD
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BA I Hua, CA I Tianpei, HU Kong-xin
(Institute of Industrial Product Ingection, Chinese A cadamy of Ingection and Quarantine, Beijing 100025, China)

Abstract A method for smultaneous sparation and determination of wo coumarins, dicunarol and
cyclocoumarol, in cosneticsby HALC - diode-array detector (DAD) was developed The cosnetics
were extracted by ultrasonic with acetonitrile - NaOH slution (0. 1 mol/L) (9 1, by wolume), The
filtrate was injected into RP - HALC and detected atA =306 rm. Qualitative analysis of the coumar
rinswas based on their retention tmesof the chranatogran and their ultraviolet ectra Quantitative a-
nalysis used exteral standard methods Furthemore, the reaultswere affimed by LC-MSMS The
recoveries, relative standard deviations and Ilimitsof quantitation were 96%- 105%, 0.51%- 2.08% ,
1 ng for dicumarl and 88%- 104%, 0.51%- 3.36%, 1 ng for cyclocoumarl, regpectively.
Keywords: HARLC; DAD; LC-MSMS dicunamwl; cyclocoumarl;, cosnetics
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Tablel Linear range, regression equation of the calibration curves and quantitation limit of dicunmarl and cyclocoumarol
Analyte L inear rangep / (mg- L - 1) Regression eguation Correlation coefficient r __Quantitation limitm/ng
Dicumarol ( ) 0.05 50 A=31.42p - 2.35 0.999 9
Cyclocounarol ( ) 0.05 50 A =18.08p +3.46 0.999 9
2.5
2 ( )
) ( ) ( )4 , 5.0 50.0
1 000 mg/kg 3 , 8 , ,
2 2 , 96% 105%, 0.51% 2.08% ;
88% 104% , 0.51% 3.36%
2 (n=8)
Table 2 The recovery tests for dicunarol and cyclocoumarol (n =8)
Added D icumarol ( ) Cyclocoumarol (
Sanple wa ! (Mg kg™ 1) Found Recovery RD Found Recovery RD
A g 9 we/ (mg kg™1) R/% s /% we/ (mg- kg 1) R/% s /%
M ake-up (powder) 5.00 5.05 101 1.50 5.14 103 1.25
( ) 50.0 50.5 101 0.91 50.7 101 0.51
1 000 1 002 100 2.08 1018 102 1.82
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( 2)
Added D icumarol ( ) Cyclocoumarol ( )
Sanple wa /(Mg kg ) Found Recovery RD Found Recovery RD
A Time K we/(mg- kg *) R/% s/%  weg/(mg kg'*) R/% S 1%
Skin care( cream) 5.00 5.16 103 1.32 4.96 99 2.00
( ) 50.0 48.9 98 1.09 49.6 99 0.52
1 000 978. 4 98 0.85 997. 6 100 0.99
kin clean ( lotion) 5.00 5.20 104 0.51 4.57 91 3.36
( ) 50.0 50.1 100 0.93 50.2 100 1.26
1 000 1023 102 0.79 1021 102 0.76
Perfume( liquid) 5.00 5.18 104 1.71 4. 96 99 2.73
( ) 50.0 49. 2 98 1.11 45.3 91 2.26
1 000 978.4 98 0.85 981.9 98 1.08
2.6 LC-MSMS
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