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Starting conditions (standard LC)(#)

Too short retention (e.g. k', <2) Too long retention (e.g. k’ > 8)

Reduce MeOH% Increase MeOH%
ACN% or THF% (60-80%) MeOH/H,O 98:2

Reduce flow rate( +*) Increase additives amounts
0.2 ml/min for3mm i.d. column 100mMFA + 50mM DEA
0.4 ml/min for4mm i.d. column

Add an acid (**)

Use a longer column HOAC (2-8%) in the mobile phase
250 x 3mm or 250 x 4mm
Increase temperature
e.g. T=45°C

}

Reversal of elution order?

(4#)25 mM FA +25mM ammonium formate in \L v
MeOH/H,0 98:2 (viv) for LC-MS es
CHIRALPAK®ZWIX(-) ) () CH.COOH
(+*)to reach the optimal linear velocity (1 ) in combination with DEA (25-50mM)
(nopt. = 0.5mmi/s) TFA should be avoided
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ik CHIRALPAK® ZWIX(+) / 3 x 250 mm
WEhAa: BRI/ E5K  49:49:2 (50mM HEE +25mM —Z.J%); 0.5ml/min; 25<C
HEB t (min) t2 (min) a Rs Vel AR
SRR 7.3 8.9 1.36 5.1 L/D ELSD
IR 8.9 10.0 1.19 36 L/D ELSD
RNE R 7.9 9.1 1.24 4.1 L/D ELSD
=N 6.6 9.8 1.86 12.0 L/D ELSD
ey 9.3 11.2 1.29 41 L/D UV 230
HAMR 9.1 10.9 1.29 35 L/D ELSD
SRR 7.3 8.8 1.34 4.8 L/D ELSD
FHEA B L]
DL-2-Aminocaprylic acid DL-Tryptophan DL-2-Benzylserine
(0]
0]
i ‘ OH HO OH
WOH N NH, NH,
NH, H
(a) MP-1, ELSD J (b) MP-2, UV 254nm (c) MP-3, ELSD
L L
S S A T2 3 4 5 6 7 mn 0 1 2 3 4 5 6 7 8 9 min
(o]
Q OH
OH HN (o]
HN_ _O I/k
H,N
DL-Leu-DL-Val
DL-Leu-DL-Tyr
(d) MP-1, ELSD J\ (e) MP-3, ELSD
5 20 min 0 25 5 75 10 125 15 175 20 min
CHIRALPAK" ZWIX(+): (a) (b) (c) 150 x 3mm i.d. Mobile phase: 50 MM FA + 25 mM DEA in
(d) (e) 250 x 3mm i.d. (MP-1) MeOH/ACN/H20 49/49/2 (v/v/v)
Flow rate: 0.5 mL/min (MP-2) MeOH/H20 98/2 (v/v/v)
Temperature: 25 °C (MP-3) MeOH/THF/H20 49/49/2 (v/v/v)
Hlk - PEEETERRSNEXEERK 325 #f4E - 200131
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LC-MS applications
B-Homophenylalanine 2-Amino-2-phenylbutyric acid
e on roees ]
) & 3.5E+05 OH
& 3.0E+05 NH, O 8 ] W
§ 2.5E405 ‘E 308405 | °
’ ’ ) ’ ’ time [milrl:] ’ ' ’ ’ ) time [mi;]
LC-MS: Q-Trap (MRM Mode)
CHIRALPAK® ZWIX(-) (150 x 3mm i.d.)
Mobile phase: 25mM FA + 12.5 mM ammonium formate in MeOH/ACN/H20 49/49/2 (v/v/v)
Flow rate: 0.5 mL/min; Temperature: 40 °C;
wER
u| TEAE P AR TR
¥ P42 (mm) 2.0 3.0 4.0 10
VLI (ml/min) 0.23 0.51 0.9 5.6
o JEA
MPa bar kg/cm? psi
1 10 10.197 145.038
0.1 1 1.020 14.504
9.807x102 0.981 1 14.223
6.895x%103 6.895x102 7.031x102 1
MR (MY ERH A, EKAEEERSS.
& (ERFMY A&EA T HAMR R TR F A
A EAE T AL H A AR AT S i)
HEER KRB FHEEAR (B HRAF (chiral@dcte.daicel.com).
CHIRALCEL®, CHIRALPAK®, CROWNPAK®# DAICEL DCpak®7~E11:
KEWBAT (DAICEL CORPORATION) (HiE: MR bx -
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