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Figure 1. Structure of CSPs used in this study.
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Figure 2. Structure of chiral analytes used in this study.
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Table 1. Results of elemental analysis for CSP 1~3

o o BasedonC  BasedonN
C oo N ) (mmol/g) (mmol/g)
CSP 1 4.637 1.132 0.241 0.202
CSP 2 2.055 0.528 0.086 0.094
CSP 3 3.700 0.787 0.134 0.140
st a
I NG
L, I\_/\ b
05 g S11 (b)
‘ i « S9 C
CSP 3 N ©
0 5 10 15 20 25 30
time(min.)

Figure 3. Resolution of (a) sample S1 on CSP 1, (b) S11 on CSP
2, (¢) S9 on CSP 3. Eluent; 10% IPA in hexane, flow rate;
1.5 mL/min.
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Table 2. Resolution of chiral samples on three chiral stationary
phases (CSP 1~3)

CSP1 CSp2 CSP3
ki o ki o ki a
S1 5.19 1.11 0.99 1.00 1.35 1.00
S2 3.95 1.09 0.66 1.00 1.08 1.00
S3? 3.81 1.08 2.07 1.00 1.07 1.00
S42 4.95 1.00 291 1.08 2.56 1.08
S5 2.03 1.15 0.91 1.13 0.82 1.16
S6 3.28 1.19 2.78 1.23 3.27 1.26
S7 2.08 1.12 1.40 1.00 1.54 1.00
S8 6.79 1.06 2.65 1.27 2.57 1.47
S9 6.50 1.04 1.88 1.00 1.90 1.61
S10 8.51 1.00 5.38 1.00 5.57 1.14
S11 4.54 1.00 2.49 1.24 2.49 1.35
S12 9.03 1.00 5.39 1.04 4.69 1.11
S13 3.93 1.00 2.57 1.00 2.60 1.04
S14 7.20 1.00 3.64 1.07 7.84 1.00
S15 4.58 1.00 2.69 1.06 3.09 1.00

Detection at 210 and 254 nm. CSP 1, CSP 2 and CSP 3 analyses were per-
formed on 10% IPA in hexane, flow 1.5 ml/min, 1.0 ml/min.
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EXPERIMENTAL

Al

H A3 of| A AF&-3} amino alcohol A] F-E3} 3triethoxysilyl)
propyl isocyanate, 3,5-dinitrobenzoyl chloride, chloroform-d+
Sigma-Aldrich Korea (Seoul, Korea)ol| /] £33} o0, 5
pum spherical silica gel<- Fiji silysia chemical Itd. (Tokyo,
Japan)ol| Al L] 5}o] ARE-3}3it). Triethylamine, methylene
chloride, benzene, toluene2 Junsei (Tokyo, Japan)ol| A -

Aste] GAISHA @il ARE-SFA T

7171

H A o) A 0]-8-31 High Performance Liquid Chromatography
(HPLC)= Waters HPLC system= AF&3}31om, 2690
separation moduleX} WATERS 996 photodiode array detector =
Aol gk,

Al

250 ml G ZA 39 amino alcohol A& 1.0 gk
methlylene chloride 75 ml, triethylamine 1.1E533F @il
amino alcoholo] T} &8 wj7}x] wHFA| 71t Amino alcohol
AETE RS mO W AL FHE o] §3to] Bepaas
ZFE3] A%l Z o 3,5-dinitrobenzoyl chloride 1.1 533
methylene chlorideo]] 5-¢] dropping funnel-& ©]-8-5}o] &3]
71 A S-S AlA S Aol A wRkE AT

oF 12A]7Fo] A\t &, TLCE Hh-go] Tar4H Z& &<l
St & 1.2M HCl =89, 1.0 M NaOH =8, =24 &

o0& #2310] §7] 5L Kol B4 MgSOE ARA7| 3
ofut % 7 S5t o] PA Lol WG EHRL L

d aZ2utE a2 A& 2 ethyl acetate: hexane =
1:10 — 1:22& AR, 2] sto] Ot mgh S o Wi A] 314
A2E AT (& 9F70%) o] TA ¥ oln] fAf
3 WSS Wol AASIPOnR ol BAT oW §
AR ofm| == 0] DNB f=49] +2E5 NMR= H| 1L
ato] 2191519 th. Acetone-d6 5: 1.60 (m, 2H), 1.80 (m, 2H),
332 (t, 1H), 3.41 (m, 2H), 3.82 (d, 2H), 8.90 (s, 2H), 9.06 (s, 1H).
amino alcohol DNB -8-= 4] 1.0 g} benzene 100 ml, triethylamine
0.1 E3F, 3-(triethoxysilyl)propyl isocyanate 1.2& 3=
31 72417k 59 reflux Al 71t TLCE HHg0] F2¥ AL
Spigt Tl 39 Eelel S AT ¥ A=
ubE Teu 2 A4 Helsto] ARS 9O TS NMRE
222 holatglc}. CDCL & 0.64 (1, 2H), 1.22 (1, 9H),
1.65 (f, 2H), 1.88-1.93 (m, 2H), 1.98-2.18 (m, 2H), 3.22 (q,
2H), 3.41 (d, 1H), 3.57 (d, 1H), 3.82 (g, 6H), 4.22 (dd, 1H),
4.50-4.56 (m, 1H), 5.30 (t, 1H), 8.71 (d, 2H), 9.07 (t, 1H).
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ARG A Z; 250 ml o]+ FE E2FA =0 5 um spherical
silica gel 5 g7} toluene 120 mlE @ 37 Dean-Stark trap-2- ©]
goto] 3N7E B BE AAT T AR o F B A
Azt Ael7t Ao 5o = et 0| 9HAl d-2 amino
alcohol DNB silyl =& 7}5F & 72417 5F wHEA]
1tk 48 £ 8 3 glass filterS ©]-&-3}¢] # 2 11 methylene
chloride, diethyl ether, ethyl acetate, methanol, ethyl acetate,
diethyl ether =0 2 A|Zslo] A2 A&7t A& Ay &
Ho| A 80 ol A 2 A7+ AR A|A chiral stationary phase
(CSP)E &3l

CSP 10]9]o] %= CSP 29} CSP 3& 7]29] o+&] %l
&2 Azxste Bt Azt 2 7| R4 THAT
A E YAEALS Z3) &elsl¥th ZF Bonded silica gel
3.5 g2 4.6¥250 mm =7|2] £o] ¥ HPLCE stainless
steel columno]] &8]8] =AW oZ 223 513 chiral HPLC
2240l o] &5kt
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