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1=Doxylamine, 2=Methapyrilene, 3=Chlorpheniramine, 4=Triprolidine, 5=Meclizine

a) 21 °C ' ZirChrom®-PBD

2 Temperature: 21 °C
Flow rate: 1.35 mL/min.

p Pressure drop: 195 bar
I| T i : a1 = ¢ Resolution (2,3): 2.1
M. Analysis time: 12.5 min

H H H " 2 4 ma

) Temperature: 140 °C
12 fo'? Flow rate: 4.20 mL/min.
Faster! | Pressure drop: 194 bar
— im 0w am ar aees Resolution (2,3): 2.1

Analysis time: 0.85 min

= = [ m

Mobile Phase, a) 20.5/79.5 ACN/50mM Tetramethylammonium hydroxide, pH 12.2;
b) 26.5/73.5 ACN/50mM Tetramethylammonium hydroxide, pH 12.2;
Injection volume, a) 0.2 uL, b) 0.5 pL; detection, UV @ 254nm;

2006/08/31 JAIMA 2006 10 NI

pH (PH12)

a) Before (Initial Injection) b) After (15,000 column volumes)
37,393 mL = 623 Hour

1

‘ | RT -9%

LC CONDITIONS
ZirChrom®-PBD, 150 x 4.6 mm, Mobile phase: 28/72 ACN/20 mM Potassium phosphate, pH 12.0
Flow rate: 1.0 mL/min, Injection volume: 5 pL, Temperature: 30 °C, Detection: UV @ 254 nm =
ANALYTES: p-Blockers i
1 - Labetalol, 2 — Atenolol, 3 — Acebutolol, 4 - Metoprolol, 5 - Oxeprenolol, 6 — Lidocaine,
7 — Quinidine, 8 — Alprenolol, 9 - Propranolol
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HPLC

Silica Titania Zirconia PS ** PMA **
~ O ~ O
2~10 1~12 1~12 1~14 2~12
pH @ (3~8) (2 ~10) (2 ~10) 2~12) (3~10)
~50°C ~200°C ~200°C ~140°C ~ 100 °C
* | (~40°C) (~ 60 °C) (~ 60 °C) (~60°C) (~ 60 °C)
20~25 6.5~7.0 6.0~ 6.5
T-TU
Lewis acid | Lewis acid
o
o
* ** PS PMA
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n HPLC
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o
o
° (3~30nm)
o
o
(5 pm: 100,000 TP/m, 3 um: 160,000 TP/m)
o
° pH (pH 2 ~ 10)
° (~ 40 °C)
HPLC I 1
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functional
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L (Twin™-Technology: Phenomenex)
° (silica-

organic shell)

®pH1~12
Phenomenex
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Poly[dimethylsiloxane] Poly[alkylsiloxane]/[dimethylsiloxane]
(OV-1, SE30...) (phenyl:OV-5, OV-17, cyano/phenyl:VV-225, OV-1701...)
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Silarylene (silphenylene) type stationary phase
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ChromaNik

Target

(pH 1~ 12)
( pH ~ 80 °C)

Solution
(OSG-Technology)

2006/08/31 JAIMA 2006 10 NI

|
|
|
CHg CH CHg CH3
& ) |
Pl CH. CH, CH,
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Estimated alkylene diethoxysilane copolymer
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HPLC
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JAIMA 2006

ChromaNik POST-X2 RP-H11

150 x 4.6 mmi.d., 5 um,
Mobile phase: 74/26 = ACN/ H,0
Flow rate: 1.0 mL/min
Pressure: 2.7MPa
Temperature: 60 °C
Detection: UV @ 250 nm
Sample:
1. Uracil, 2. Caffeine, 3. Phenol,
4. Butylbenzene, 5. o-Terphenyl,
6. Triphenylene, 7. Amylbenzene

N (peaksy = 9,484 TP/col.
N (peak 7y = 11,456 TP/col.

-




80 °C pH 8.0

120
[ ]
< 100
£ 80 f ")
X
E| SHER S 400 hour
& 40 ChromaNik POST-X2 RP-H11, 150 mm x 2.1 mm i.d.
* o0 L 40:60=ACN/ 20 mM BfEt 7> E=r9 LL+TEA pH8.0,
0.2 mL/min, 80 °C
O 1 1 1 1
0 100 200 300 400 500
1R EERE / hour
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80 °C pH 3.0

120
100 LH—HJ—QM

FA et REFEFRE / %
3

40 + SREREMH
ChromaNik POST-X2 RP-H11, 150 x 2.1 mm i.d.
20 40:60=ACN/ 20 mM E&E% pH3.0, 0.2 mL/min, 80 °C 3
0 Il Il Il Il
0 100 200 300 400 500 | ]
& B / hour .
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a) ci8 b) cis

N (peak 4 = 9,819 TP/col. 1:_\3 N (peak 4y = 10,059 TP/col.

N peak 7) = 9473 TPIcol. N peak7y = 9,968 TP/col.
1+3
— 6 7

4 5

4 5 6 7
] v
0 5 10 15 20 25 80 0 5 10 15 20 25 30
retention time / min retention time / min

Column: a) Hybrid-C18, b) ChromaNik POST-X? RP-H11, 150 x 4.6 mm i.d., 5 pm
Mobile phase: 75:25=CH,0H/ H,0, 1.0 mL/min, Temperature: 40 °C, Detection: UV @ 250 nm.
1. Uracil, 2. Caffeine, 3. Phenol, 4. Butylbenzene, 5. Amylbenzene, 6. o-Terphenyl, 7. Triphenylene

2006/08/31 JAIMA 2006 10 NI

J U

| T T T T T T T T T T T T T T T T LA
0 1 2 3 4 5 6 7 8 /' min
Column: ChromaNik POST-X2 RP-H11, 150 x 4.6 mm i.d., 5 um ]
Mobile phase: 69:31=C,H,OH/ 25 mM PBS pH7.5, 1.0 mL/min, 6.6 MPa 1
Temperature: 60 °C, Detection: UV @ 250 nm, Injection: 2 pL. o
1. Uracil, 2. Propranolol, 3. Toluene, 4. Nortriptyline, 5. Amitriptyline
Zadl 2006/08/31 JAIMA 2006 1T I -_:
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5 & o8 o, & & logP q
THF 9176 |4 |3 0 |045| 046 055
f 9468 |5 |25| 0 |056]|-024]| 036
1,4 98 | 78 | 4 0 | 056 -042| 154
102 | 72 | 25 | 4 4 | 082 23
11.2 | 6.8 | 4.0 5 |088|-031| 1.20
118 |65 |8 | 25| 0 |065]|-034| 037
124 | 7.0 1.0 1.26
129 | 62| 5 | 75|75 |095|-077 | 0.6
21 | 63 1.0
& Hildebrand 84 (
5, ( )
5, ( ) 3, ( )
€ logP n: (cP)
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35 Propanol

3.0 6=10.2

N 25 r Ethanol
1.5 Methanol
=12.
1.0 ¢ 3 9
Acetonitrile
0.5 §=11.8
0.0 ‘
0 20 40 60 80
1%
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82% Methanol 68% 1,4-Dioxane
1~3 4=0.37, 4.4MPa 1~3 7 n=154,7.3MPa
6=12.9, 64=6.2 — 5=9.8, 6,=7.8
®s ‘ :
Peak 6 Peak?7
7 [ o—
1. Uracil @
4 2. Caffeine 4
3. Phenol
4. Butylbenzene
5. Amylbenzene
6. o-Terphenyl U
7. Triphenylene
| B B B B BB B ML B BB B ot
0 5 10 0 5 10
retention time / min retention time / min

Column: ChromaNik POST-X2 RP-H11, 150 x 4.6 mm i.d., 5 ym
Temperature: 60 °C, Detection: UV @ 250 nm.
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[
. HPLC POST-X2 RP
n (Post-Square-X)
° OSG-Technology
® “POST-X2”
HPLC
° HPLC
® “POST-X?"  pH 1~12
°
® “POST-X2" 60°C
° .
® “POST-X2" iy
8 2006/08/31 JAIMA 2006 [ -_:
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M ChromaNik POST-X2 RP Column

u (Post-Square-X)
POST-X2 POST-X2 POST-X? POST-X?
RP-L15 RP-MO7 RP-H11 RP-H27
8 % 13 % 15 % 15%
3 um, 5 um 3 um, 5 um 3 um, 5 um 3 um, 5 pm
pH pH 2~12 pH 1~12 pH 1~12 pH 1~12
~60°C ~80°C ~80°C ~80°C
C4~C6 C8 C18 C18
>0l 2006/08/31 JAIMA 2006 10 NI

ChromaNik
POST-X?

—
square 2 :
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ChromaNik Technologies Inc.

c mNik 2006/08/31 JAIMA 2006

HPLC
HPLC
SeQuant HILIC HPLC ZIC®-HILIC
ZirChrom HPLC
PEEK HPLC SPE
*721c® SeQuant
660-0083 7-1-3 ARIC 207

TEL: 06-6416-5905 FAX: 06-6416-5906
www.chromanik.co.jp

info@chromanik.co.jp
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