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Boe—NHCHCOH —»> Boc—NHCHCONHC (CHj) 3 —> NH,CHCONHC(CHj3) 4
%’H (CHz)a SH (CHs)g éH (CHs)a
———— C4H;CH;0,C(CH,) ;CONHCHCONHC/(CHy)s
04H (CHy)s

—_— ' LiChrosorb NH(10
HO,0(CH;) ,CONHCHCONHG (CHg) 5 —— FOS0T 2(10 1)

CH(CHg)a
5

|
—Sli——O—?'i— (CH,) sNHCO (CHy) s CONHCHCONHC(CH;)
CH(CHy),

Boc-L-48 M (1) 58 T M4 4B PIH I Boo- LS AR-BHTBiE (D). 2 5=K
ZMENE L-FER-RTBEG). 8 5RFAMRBAATHRAESBE N--FERER
Bi-L-SEM-RNT B (D), 411 10% BREERLER, B N-RHB-L-HER-K
T Bt#z (8), 6 55 LiChrosorb NH; 454, BI8 2B % i F £ [ E .

% L

—. XA

ERR ST YSB-2 R S AER,; H oy 200-0182 F Al AR I 4 5 40 A1 B K
AN R, BB KN 230nm,

HAER. FERMBRENSTERRAN, FiFH V-ZB-FERPERE BTN
AT AR,

=, BEERH

RN RERE, K 10em, 42 0.5cm, DIMELBN BN BT OREE,
EF 400kg/om?, Hi 4 FIMEBEB A S A AEF RN CHKE &, K& 1.3mL/min 5
2.0mL/min, ¥SHETRFEES, DR EHStE. SREERN 27~33°C, LK%
B2 3e 8 18 (to)

=. Lgag-RTREIEEENOHE

Boc-L-%i £ &% 4 T8tk () 20g1¥F T0mL THRELN, T10°C UTHARA
12.8mL = Z8k, RS T 0°C LI THA TmL S AP, M%EREH&ET 0°C LITHRAE
JNEE, FEA 14 .8 mL T BRI 50 mL FR AR AW, TR B P EHH 150, K60
mL 1N HMek%, BHKE BRETRERERESRN, SLEAERK ARNESR,
7813.6g2, m. p. 190~192°C, 18K 54%, [a]¥ —12.6° (. 0.023, CHCLy),

[4#7] CuHssN:O, 4. O, 61.73;H, 10.36; N, 10.28, ¥, C, 61.93;
H, 10.52; N, 10.00,

-5 ToarE® FoCmEIGnL =HZRMT 7g2+, &k, FRHKS
BABEE, FHEKXE Hmin, FREEE. RKRET 50°C UTHREREZSFANZRT
B, RAeWMA 60mL Kk, F0°C HEZRAEYW pHE I, RNKH ZRZEER, £
FREBREREZHEN, B2 4g HAaBK S, A4 HT T —F R,
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N-B-FA#RAAB-L-HEAB-RToE@® TgHRARBFRES6mE F 4k T M
RE, FEALHEREZREE 45 min, RIFT 35°C LI T W EZ:d Biny &L #H.
BRAYET 5l FHRAY, TOCKHMAR 438 35mL FHW, EHE TH A
8.6mL = ZJir, BiH 3h EHCELH. LKA, 5% NaHOO,, 2%HOL sk ¥k . F 1
FIRERRZWH, 196.5g MM, G R4 578 4.5g4, m. p. 102°C, 48 K 50%
(% 238), [«]i*~23.9°(c. 0.023, CHCL,).

[4#7] CaoHaoNsO, M. O, 66.27; H, 8.80; N, 7.73, SLHi{E. O, 66.19;
11, 8.55; N, 7.89.

N-sgsagt-L-5 A s%h-RwTo8kG) 2g4BT200mL EKZE, MA05210%
Bk, EFEETHRAER 430 FNZE i BEREBNESBAEK ez
Aotk 18 1g LELH S, m. p. 167~168°C, 8% 67%, [«]2—48.0°(c.0.023, CHOL,),

(4471 CisHaNaOs $H{H. O, 57.383; H, 8.88; N, 10.29, sLjii{4. O, 56.96;
1, 8.81; N, 10.07,

- As-RTEHENFRE R4 %12l 4 1g N-B1T BT KK DMF 3%
Hi16mlL& 1.46g5 5 DMF BB & EIMA1.50g F 50°C J& & T4 8 h iy LiChrosorb
NH,, RE# 4L & 1.2¢g “HEXR TN DMF BEMTFAHNZEOC W ERRKRE
¥, BFr0°C Bif 1h, BEZRMMN 48h, Sk, RNUHEXE. NEAPRER, BT
HEAZHTRBTRETER 24h, B85 L-HER-HT BRI FHE M.

[4r#7] LiChrosorb NH, 3z#if, C, 7.85 H, 0.78; N, 1.54, L-#&R-T
Bt TFHEEEM KM O, 9.28 H, 2.08; N, 2.67,
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FBE (N-Ac-L-Phe-OMe) HtrstEdh, FI& 4% 5 N AT B /6 80 0 B W e B R,
FE4) 51 5200 AR /m 1 5270 4 /m,

RATEL N- 2Bt -DL- 45 E MR B (V-Ac-DL-Val-OMe) h #r4r %f R, R Lk kit
RE, L¥iEH 1.3mL/min B 54> BB (B.) 9 0.57,

HTRERENAERYE, RUOIEAMETRES R W, SCRERFEH, 4K
&% 0.6~2.0mL/min g, BB B, BHBEW (% 1),

fE RIS ER R RS 1.3 mL/min, % 4# B & RHC ) AR YR H 2.0mL/
min FEHEHEE, RIIXEET HRIIHRE - AR —FFEERENTFSER, EER
FURANE N-ZB-DI- 2R PE, Frkmm Zsndsy. B1, %210, SR
TRANETRMGEAR. RERMENEARTEYNFESIZREFRAEN. REESE
Wi, FABRUE TR, YRFNESEALIZ2 BE8% W, ZEARK R H0.95 By
0.26. EHBEPHNESEX N-Z8-DL-BE8R H 8 (N-Ac-DL-Try-OMe) f§ # 4>
EWAK, BRWETEH 4% WM 10% 5, R, AEK0.12, REBEESHFISN
BUAMIEH R BE 2,
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(Influence of eluting rate on resolution)

Hi & (Flow rate)

(mL/min) L " a B
2.0 3.52 3.04 1.12 0.51
1.5 3.48 3.94 1.13 0.60
1.3 3.52 4.02 1.14 0.60
1.0 3.28 3.86 1.14 0.59
0.6 3.40 3.85 1.13 0.54

* Bk ¢:10x0.5¢m I. D.; T, 30°C; #¥i: UV 300 nm; $#.5,: N- ZB-DL 8 E B B & (N-Ac-DL-Val-OMe);
BeliiR: 96:4 CeHy—i-C;H,0H
* BFHIHBIH By R a: By=1/4[ (a—1) /a) [/ A+Ip) 1V N, BRI 4 SRAFHRRU SN T BE T,
N AEngE SR K.

R B R AR TR I o SR YR — SRR, SRS

L 1% RERNSER. HEMEEN AR N
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0 \,\ RERERREEE, DI-ZEARNE, B 5

oy 061 3 40 2360 (B 2),
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i-C:H.OH %
1 BB RARES B B B 1 D
(The influence of isopropanol in eluent /\/\
on resolution of enantiomers) 7 :
k. 10x0.5em I.D.;  ¥eliwk: -C;H,0H 40 3 30 2 2 15 10 5 0
~CgHyy; T 27~33°C; HifE. 1.3mL/min; t(min)
#f. UV 230nm,
A—N-Ac-DL-Leu-OMe; 2 N-ZB-DL-RRBR T BEOH S
Q-—N-Ac-DL~Val-OMe; (Resolution. of N-Ac-DL-Leucine-OMe)
A—N-Ac-DL-Phe-OMe; ¥ B #&. 99:1 CeHy—i-CsH0H); XK
o —N-Ac~DL~Tyr-OMe S AEREL

RARRRGEHX B, W — R, ENMFRERERE Y, SER. ZEARWEF
SBAMM, WHEFREER N-ZB-DL-RHER TR F 2 BRA R LR WAL b
KEER. N-2B-DL-AERPRERAARRERETHARRT V¥ BARAEX, H
HBEETFeMBRENMERE., SFVEH5EF 140, off U 1.10 KN
1.09, R, {i i 0.54 By 0.42, ZARAMMERD, XILHAERGEYHE DB LI
Hvefi (A 3), F Hara H'7 R~ ELRIXBHEHT VN-ZB-DLo- K ZEkw L
A EESRSY.

RNEL/L RS, B Hara §7HE T R N-Bib-L-HE B R Bk L RERE
B EA RSB SR, BRL oy RAH RN, RIS SHMM0M
I, BEARRERRE, ALRBEAMRKERET, RINE 10om KA BN DL-
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® 2 EMBASRES N-IH-DL-SARTRARKH A

(Resolution of N-Ac-DL-amino acids-OMe using a binary mixture

composed of hexane ard isopropanol)

CoHirgt-GHIOH |, Iffmmefzm DL-Val DL-Leu DL-Phe DIL-Tyr
¥ 17,82 25.00 25.07
00e1 ¥, 21.41 30.00 29.25
a 1.2 1.20 1.17
3 0.94 0.95 0.84
X 7.60 9.21 10.76
s K, 9.00 10.85 12.24
o 1.18 1.18 1.14
3 0.7% 0,79 0,64
K, 4.2% 4.47 5.38 54.14
oo k) 4.88 5.13 5.91 59.46
o 1.14 1.15 1.11 1.10
. 0.57 0.62 0,49 0.5+
K, 1.80 1.70 2.59 19.70
% 1.93 1.84 2.74 21.79
s a 1.07 1.08 1.06 1.10
® 0.27 0.26 0.95 0.50
k. 10.24
K 11.36
ui:10 .
a .00
R, .43

E:10x0.5ew L D.; i & 1.3 mL/min (& SR ATAEY) 5 5 Bi 8 2mL/min) ;7"

1 N-Ac-D-Phe-OMe;
4—N-Ac-L-Val-OMe;

3
5 4
6 1
2
15 10 5 0 10 5 0 156 10 6 0
¢ (min)
B3 =AEERTEDTSNEEE

(Resolution of N-Ac-DL-amino acids-OMe)

BB RS 98:2 CeHy—i-CH,OH; Hak A4 RE 1

2—N-Ac-L-Phe-OMe;
5—XN-Ac-D-T.eu-OMe;

27~33°C3kil: UV 230 nm,

3—N-Ac-D-Val-OMe;
6—N-Ac-L-Leu-Chio
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CHIRAL STATIONARY PHASE IN LIQUID CHROMATOGRAPHY

1L PREPARATION OF L-VALINE--BUTYLAMIDE TYPE
BONDED PHASE AND ITS CHROMATOGRAPHIC
CHARACTERISTICS IN RESOLUTION OF ENANTIOMERS

Xv X1U-roNG* TANG QIN-MEI WANG RUN-YING
(Shanghai Institute of Materia Medica, Academia Sinica)

ABSTRACT

A new chiral chemically bonded stationary phase for direet resolution of optical
isomers in HPLC was prepared. The experimental data showed that the chiral
stationary phase gave good resolution for the racemio o-amino acid derivatives and
that there was no significant influence on the resolution as the eluting rate vuried
from 0.6 to 2.0 mL/min. The content of isopropanol in the eluent significantly
atfeated the resolution of the enantiomers. The eluent consisting of 1% isopropanol
in hexane gave most favorable result, but the retention times were a little longer. It is
evident that the resolution was also influenced by the structure of the solute. ln all
cages, the resolution of N-Ac-DL-Phe-OMe is lower than that of N-Ac-DL-len-
OMe and N-Ao-DL-Val-OMe. Although the capacity factor of N-Ac-DL-Tyr-OMs
varied greatly in different eluting systems, the separation factor and resolution were
very close. 1t was observed that D-amino acid derivatives eluted faster than the
corresponding L-isomers. In the above chromatographic conditions N-acetyl-L)/l.-a-~
phenylethylamine could not be resolved.



