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Table1l Influence of different alcohol modifiers in mobile phase on chiral ssparation of synthanycin, thianphenicol (THA) and
florfenicol (ALR)

(20%,V IV) (20%,V IV) (20%,V IV)
Ethanol 10 ropanol tertB utanol
Solute
K’ o Rs K’ o Rs K’ [of Rs
Synthamycin 177 115 101 2 39 119 102 3 80 118 0 81
Thiamphenicol 6 22 116 119 13 88 130 1 00 31 63 1 30 0 83
Florfenicol 4. 95 1 26 1 89 12 06 115 0 92 43 12 119 0 87
K (the capacity factor of the first eluted enantiamer) ; (ty) 1,3,5- (the dead time
was detemined using 1, 3, 5-tri-tert-butyl benzene) ; (flow rate) , L O mL /min; T=20
32
L 2 L 1
, Rs 18 184 39
2 , / 90 10 , (1)
k' -
L Tt ﬂ b L
; (2) :
3
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Table 2 Influence of mobile phase composition on chiral sparation of synthamycin, THA and ALR

/ (VIV) Synthamycin Thianphenicol Florfenicol

n-Hexane/Ethanol

K' a Rs k' [of Rs K’ o Rs

70 30 0 88 115 0 76 275 115 097 225 121 140
80 20 177 115 101 6 22 116 119 495 126 189
85 15 281 115 119 10 75 116 139 8 08 130 2 95
90 10 5 03 115 141 23 45 117 184 17. 93 138 394
95 5 15 14 114 182
97 3 35 25 114 189

1 (chramatographic conditions are shown in Table 1)

33 /
1 7
1 /
2 / 85 15 / ,
) 354
,3899 390 0 , 468
226.2 225.0 ]
a 0201 b 020 1001 , 354.0 488.0
4 ] —~ 4 X
266.2 4 266.2 g 0 399.9
0.00- 0.00L > = | “L 4169 4440 | 5000
20, 320 220, 320 2 Yo 330 380 430 480 500
2262 225.0 E m/z
0.20- g
Ao.zo 4 2 1001 3540 4000 488.0
— 2662 266.2 =
50 70 0004, = 50 70 0001 == @ T
t/min 220 320 Y/min 220 320
Anm Anm
1 (a) (b)

Fig 1 The enantiosgparation chramaiogran and ultraviolet Fig 2 The enantiossparation mass ectrums of THA

absorbing pectogransof THA (a) and ALR (b) a RR- (RR-ismer) , b SS- (SS-igmer)
(mobile phase) : / (n-hexane/ethanol) (V/V, (mobile phase): / ( n-hexane/etharol) (V /v,
90 10), 1 (other chroantgrephic conditions 85 15) , 1 (other chroantographic conditions
are shown in Table 1) are shown in Table 1)
34
, 3
RR S RR RR-
SS (S, S) Whelk-O1
RR , 1(a) RR SS-
’ RS ’ 1 (b) RS 15.00 i 20.00
35 3

(S, S) W helk-O1 Fig 3 The chramatograns of synthamy-
’ cin and chloramphenicol

! 1 ( chromatogrephic conditions
: 49 21/50 79 96 53/3 47 are shown in Fig 1)

99. 40/0. 60,
0 5%
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Study of Chiral Separation of Chloram phenicol Analogs by
High Performancel iquid Chramatography

1

He Hongmei*, Xu Xiuzhu™*, Pan Chunxiu®, ShenBaochun™?, Zhang Xuejun’

! (D eparment of Chemistry, Zhejiang U niversity, Hangzhou 310027)
% (Faculty of Phamacy, KurmingM edical College Kurming 650031)

Abstract TheW helk-O1 chiral stationary phase (CSP) is a valuable column for the high perfomance liquid
chromaiography (HALC) reslution of the enantiomers of awide variety of compounds S the reslution of
enantiomers of three compounds, which are the synthamycin and the thiamphenicol (THA) and the florfenicol
(ALR) , were studied on (S, S) W helk-O1 CSP using HRLC using n-hexane and aloohol additives asmobile
phasee And the influence of the type and concentration of alcohol additiveson chiral sparation of luteswas
investigated Then the enantiomers of THA were confimed by liquid chromatogrgphy-mass geatrametry.  The
results showed that three compounds were sgparated successfully W hen i-propanol and tert-butanol as
mobile-phase additives, the sgparation factor @ ) of synthamycin and THA was higher in contrast to ethanol
However, ethanol wasmore favorable for chiral sgparation of LR Furthemore, the best relution of syntho-
mycinwas 1 89 using amobile-phase of n-hexane/ethanol (97 3) , and that of THA and ALR was sparately
1 84 and 3 94 when amobile-phase of n-hexane/ethanol (90 10) wasused So the method which was used
to separate the enantiomers of this type of drugswas got and was al® used o deteminate the single ismer
content which was about 0. 5% in the drug as an mpurity.

Keywords High perfomance liquid chromatography, mass gpectrum, chiral sgparation, chloranphenicol,

thiamphenicol, florfenicol
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