N L A%
s 7 7 | . :
nano instrument Shanghai Nano Industrial Co.,Ltd.

SHEBIEENE R-3,5-(ZA-RE)XZ2E
ﬁﬁk}iE‘ZﬂEEF'EI@’I‘E?é%JE

BEXR, A&, mB, INREK", FER, FR/AEE
(1. PR {2 AL T 2B, fT 530004; 2. I Pi{L THF5ERE. BET 530001)

B OE: RAAMEEZMNTER R (ZR_FR)RLEHGR LR TG XH . PP
.o—(:.%k-‘??%b,&laﬁﬁlﬁo)}_&%m?) 5-(ZR=F X)X TH., KA cpchirasil-Dex CB F 1 £

& 3% 4£(25 mX0. 25 mm,0. 25 pm) . £ 100 C~140 CRER A ARFART XBTLE. A
#a@,vw\#frc}’ B KK & -FAR, AT RFKTEA Airdh.3 AL ey A /A, eii s 4R %
FRERBELA—FHEANEILARELZ BERGS/NAEO0. 1~0.2mg L', AiFEmAE
MF3FAED R DR EL 94. 20 ~104% 2 |, M A G AR ER Z(n=T)f 2. 1%~
3.5%% ],

@i ARG iEk; R3S (ZRA-FHEIKXTHE; S3,5(
VAR TE

FESES: 0657.7 XEkFRER: A MEHRS: 1001-4020(2013)11-1309-03

A—THROXRLE; 3.5-(ZR=

I

GC Determination of Related Substances in Reaction Liquid of Synthesis

of R-3,5-(Trifluoro-Dimethyl) Phenyl Ethanol
PU Guo-rong' . ZHOU Long-chang' . XIANG Zhong-quan' . SUN Guo-song” .
WEI Zhi-ming"* ., CHEN Xiao-peng'
(1. College of Chemistry and Chemical Engineering , Guangzxi University, Nanning 530004, China;

2. Guangxi Resaech Institute of Chemical Industry. Nanning 530001, China)

Abstract; GC was applied to the determination of related substances, i. e. . 3,5-(trifluoro-dimethyl)-aceto-
phenone. R and S-3. 5-( trifluoro-dimethyl)-phenyl-ethanol. in reaction liquid of synthesis of R-3. 5-Ctrifluoro-
dimethyl) phenyl ethanol. Chiral capillary chromatographic column of cp-chirasil-Dex CB (25 m X< 0. 25 mm,
0.25 pm) was used for separation with programmed temperature elevation from 100 C to 140 C. and FID was used
in the GC-analysis. p-Fluoroacetophenone was used as internal standard. Linear relationships between values of
A;/A. and mass concentration of the 3 related substances were found in definite ranges. with detection limits (3S
N) in the range of 0. 1—0. 2 mg * L. '. Tests for recovery and precision were made. giving values ol recovery in the
ranges of 94. 2% —104% and RSD's (n=7) in the range of 2. 1% —3.5%

Keywords: GC; R-3.5-(trifluoro-dimethyl) phenyl ethanol; S-3.5-(trifluoro-dimethyl) phenyl ethanol;

3, 5-(trifluoro-dimethyl) acetophenone
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Tab. 1 Linearity parameters and detection limits

LRI

sy,
fetr Py
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3.5-(=F WD K
R-3.5- (= W) K 2B
S35 (ZR I LB

0.01~15 y=1.73 —0. 086 0.995 0 0. 005

0.05~10 y=1.50 x—0. 027 0.972 6 0.01

0.01~20 y=1.54 x+0.010 0.990 0 0. 005
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Tab. 2 Results of tests for precision and recovery

e HURER(E] IETS ) 5 i (] g % R%[ )
/(g L1 o/(g+ L™ p/(g+ L1
3.5-( =R W DO A LA 0.144 1 0. 932 1.022 3 94, 2 2.1
1. 864 2.000 0 99. 6 2.6
2. 796 3.013 6 103 3.1
R-3.5-(ZH _—H I K LE 0.115 2 0. 570 0.709 2 104 3.5
1. 140 1.284 1 103 3.3
1. 710 1.794 2 98. 2 2.9
S-3.5-(=Z| —HIH KL 0. 045 0. 620 0. 655 0 98. 4 2.4
1. 240 1.288 9 100 2.2
1. 860 1.874 5 98. 4 2.1
i}%iﬁk maceutical ingredients by UPLC[J]. Journal of Sepa-

ration Science, 2008,31(12):2167-2172.
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