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Preparation of B-cyclodextrin sulfate and its application in enantiomeric separation of ephedrine and pseudo-

ephedrine by capillary zone electrophoresis
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[X#HE] pIAMBMBE; k. 28E; FHFH
[(FEAES] 0621.3; 0657.8 [x#ktRiIRFE] B

B-FRM K (B-cyclodextrin, B-CD) K H A7 A= W & A6 B 40 4S
HLIK = PEYR 20 B9 P R e ol )2 B — 28 TR I, B R
MRIE ST 2 4 Th 7 Ak 25 B 1 1Y B-CD AT A= I A B3 i 4%
A 25 A (0 4 S AL 1Y) 5 L A R AE 3G 0 3-CD A7 A= W 0 Ak 1 i 114
[F B s O P B W R 43 R T Y L R B i S
A B D-20 R B e L A 25 BT L I R b BT R YRR
PR 2 W N R B B IR 2 A X B R R ik, R SClkIR
TE LA A0 HR K vk X JRR 2 RN B IR o AT R 4 F AL ]
Pe ORI A AN RIS RIF RS A KBRS &
T 3-CD B iR e , IF 2 138 7 B bl 9 T P50 g-CD i iR
T FITT B PR DN A - RIS 21 IR & T PR i ), SR A B A
FHL K 1 X JRR B RO JBR B BR A VR P Y 2 X D- SR LB R
WA AT 20 88 U T AP I RSUR .

1 ##IATE

1.1 MERHMH CDCLEEAEIRF A, 2 >95%,
BT ZE 2 AL LHET A HD LB N BE-3-CD O v [ R 2
B 1 i 25 Yy BiF 5 BT SR A3k, 4l BE > 98 V6 , ST R L M e L PP
TooK B 4N oy, 1 Ak 2070 24 B s MP-21 B4 A5
EALCGRE R 24 IE, HA Yamato 2 #) ; Hitachi 270-50
HILT AN TEAN (H A H 728 7)), KBr JE A 5 5 Bruker Spectro-
spin AC-P300 B % FL 4R, By + A7 & 5 A w) , KL DMSO-ds Ky
BRI, TMS AN AR, 3 E Waters B 408 L3k, W& %
HURIN 2. Tris (S Hr4l, BN IRAYHRERA
B LBERR (M4l I TR L 4T K K,
JRR B, D JRR 2 83 5 A b 1 24 A L R T, R >
99%) . D-Fe L-BY R Bl . B4 JBR B 00 A HE b (AR R BIL TR
T2 TARSBE A >99%)

1.2 B-CD#ER B e #) & L 4.3 ml(0. 065 moD) % i MR T
0~5CHEFE T /MO IA 26 ml T ub e v, i 58 J5 % B 458 &
PIHRE 70~75°C R G T B R Peas i A4 AR 1Y B-
CD 1. 135 g(0. 001 mol) . ¥ Jir 1818 & ¥ FHilk & 80°C i 1 %
N6 h, RSV B R TR A TREIA 60 ml HYEE A IR £ b 2R 1
h, il & ORI Y R-CD it B2 e ik we £h . D O B 5 U Sk g
LR R B B R N AL SR TR, R
HLHI 19 B-CD B FR B M BEER Y T 7.6 ml 7K F1 5.0 ml 30 % B
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R BNV VR PO B-CD BRBR i ML heE Eh 55 1k ik . SRS e 4R
VSRR A 100 ml TE/K LB LR S PR AR B 1 b, 7
WULE . VBT IR AR T L R W Uk U e L A P TR
B2 2.6 gom. p. 186~188°C, HRMAUTF .

i . (1) CISO5H |, pyridine S -
[CsHL05(0HR]; = [CsH-O5(OHm(OSO-Naym)-

1 (2) CH30H , CH3;COONa

2 . mtm=3

1.3 FREF A REBRGEmE W RF S BB AT
PR B i A L R R L RS B KA A . R IR
B A3 B A (ALK A2 4R 4ET ) .75 pm X 68 cm
CHBUKBE 60 cm) ;7 7 B BT W - 50 mmol/L Tris 28 1l
TH1.0% B-COWmBRER (A& 2. 0% W% g-CD, H 25
mmol/L B FRIE WM pH 2. 55 3R B . 15°C ; K I K. 214
nm; LR 16 KV RS I AR, 50 mbar X 3 s(1 bar=
10° Pa) ;2 WHEFEMISE A 0. 1 mol/L NaOH #1% 6 min, X5
FHIZ 47 2% th i vh % 4 min,

2 ERMITE

2.1 B-CDARELE: #) & & o9 tE i ARSI T AR
A Ay B 2 T A 3R L 7 S ¥ 7 L R g ) T G S AR R T
PLB-CD # kR K 1. 135 g(0. 001 moD) M B, % 52 T A L
NI BE (60°C (80°C ,100°C ) £ A4 Xof 5 R 14 5% 1, 7= 49 ik ()
KK 5 A 2.0,2.6,1.7 Al 190 ~202°C , 186 ~188°C ,
185~198°C , Ik &5 KW 80°C L& F B-CD B b R
B FEY B-CD B 9 e 4 I A e

SE oRL A B-CD B R TR Mk 0E &k 19 U s IR AT S 2 T
B | T 7K £ Tt A0 R T 00 A7 45 4 L 45 5L 3 W DO RN 6K 2 B 1Y
UL SR 3 2% HLED B-CD B R 18R M I £k 52 40 8 AR HL 5 Al
FEARBE L ARG AT i B A (0 R BB B BT
VIR A TC K B AL S 3-CD B 12 i ik e & 2 4 0K L 661
NG T REAT AR B 55 A, 2657 W p-CDAR B2 R 41 h 1 170 11 3
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B EBEREAR 2006 4F 4 AL 27 B

I R R TCK 2, B A BE A7 SV . 5 IR I Bk &
Tt 1 YT ) 205 SR A 20, 2 R ITT 9 ) 4 1 T R i Tl R 3 S
90U ZE A R B W BE M FE MR I & LK R,
ARSI 3-CD B R e Y il 2 Fe A3 1 1 SR AR AR S B TR
TR A7) L 1225700 By W L D ok ek L BT O i 7 1 R A AN R
FHZE /N0 SR B 5 PR SO 25 485 1 T8 . 9T A BT ik 39 et
FH TR 3247 60 Ak A0 4 b B, 5 1L TT RE G AR R R o AR
R A B TR .
2.2 #JA IR.,'HNMR #= ESI-MS 2t = 4 p-CD 5k B4 s it 47
AR
2.2.1 LA FRE R % H KBr#% g-CD # p-CD fi
BR TR 2 R 5, B-CD Y 32 B2 47 A W i e B (em ™)
3 488,2 955,1 456,1 236,1 158,1 044,1 006,942,879,
817,746, 695. B-CD i B& W B 3 Jm (Y 20 Fb W e 05 i %%
(em™ ') 2 332.1 651, JGHR U431 2K
2.2.2 ##E®/RCHNMR E W 3-CD B BR e i % H1 I 151 1%
ATHIEL S FIEAROR 5 Lk RS TR AL E A
WS, Al LR IAE 4. 09~4. 72 X AL & 6 i 5L i 7
H-1 A% 0 - e A BT 105 5. 4. 79~5. 47 XISy v Sk
BiF H115%.
2.2.3 WW{E I (ESI-MS) % B-CD B BR R H W5 2% i 1%
Eih T 15 M EEES . m/z 435128 2 106. 18,2 072. 85,
2 038.25,2 003. 84,1 969.41,1 936.20,1 901. 90,1 868. 07,
1610.76,1 559. 69,1 508. 73,1 457. 77,1 406. 80,1 355. 34
F 1304, 27, 3 W B G i S A% s, H P 1 406. 80 Al
1304.27 Z 8, 1457.77 F1 1 355. 34 Z [al, 1 508.73 Fl
1406. 802 18,1 559. 69 F 1 457. 77 Z &, 1 610. 76 F
1508. 732 1A, 1 969. 41 1 1 868. 07 Z [A]l, 2 003. 84 i
1901.90=Z ], 2 038. 25 Fl 1 936. 20 Z [a],2 072. 85 Fl
1.969. 4122 8.2 106. 18 #1 2 003. 84 Z ], Fifj b m/z ¥4
29 102,J&-SO, Na B8 H A9 BTt L 42 0 00 5 7= 9y 5 0 2
R PIMA Na® (NH, "I B 8 F 280U, 1 AT L m/ 2
43 A6 5 B0 T HG X L0 T U8 O & 1~ 8 M-S0, Na JEH 9 g-CD
TR R , b1 & R W i B AT JOAE R R 1~ -
SO, Na B B 5 09 724
2.3 FTAFWERFIAMHNEEF FHHETANEEHEH,
TR T B-CD B BR R A e B (0. 5%.1. 0% . 1. 5%0) ,
pH fH(5.0.4.5,4. 0,3, 5,3. 0.2. 5) 2% w3 4 o 2 0 ok 7
(25.50.,75 mmol/L) FE ¥ . H 55 B 38 % 43 8 1 5 i L 4 1k
TOPE &M, L3 WA KA IR RAUE L- R A
KT 10 0005 4 & H W I ) > 25 min, D-F L-AL 9 53 85 &
R AF (Rs>2.5) , W B X AR (X AR AL F 1. 2) , LUK 43 &

Pl e 4 A W B4 U JR SR TR A it o IR S (TR 1)

[

_J

36 38 40 42 44

1 KRERMMAKERNEAEHRXS>BEE
1: D-PARRE ;2. D-RREE TR ;3. L-PhRREE R ;4 . L-RR AL
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