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EHOIE, IhFITA 2y FINERRESEYY
NES ) A% A VAT AZREEAL L 72 MonoSpin® C18
FHWT, BOSDHREICE > TESICHEBMICRTORE
VAP, L o RREEE R AU, I o R k2
ORBYOMMIEALTE F7 “WbFy v %
) AV T — b L 72 MonoSpin® TiO” % W C,
RO YBEET I/ BEREH (&Y 7 3 BRERE
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I 12O RS B OBRRMILAT B & 72 o 7213 A, A
BES AR TITZR, RMERIED AWTTRE & 20 0 fER OB
& D IR EO MR LATITRE & 22 o 72,

KHLTIEZ, YUHEIYANEDFF UpIL L HT
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2-1 H#, HERUBE

AL HER OV, IR WIR G 13E8,
AR LFE, 2 578, MERE T T4 TR
#) ®HPLC 7L — F, FEfOd—Mal3Ez Ay, KidA
*F K T 7.

2:2 JUHESYURDRAR

VUAEIVAR, TRIZMRTITIURFERELT
BEHUCHE LT, - VEEIC L ) A 4.3 mm, RS 15
mmEOTYAE) Y AEHFBL. £ )RS VoYM
i, KK 340 m*/g ANV —RTH 4 X, 2~5 um, A
VRT7H A ZX9nm ThHo7z. (WEE, HIBERAET
WS S-3000N 12 & 5, micromeritics # TriStar 3000
HHRWAEEEIC L BY).

2:3 ALFALIE

SCXEEMI Y HEI) Y RIE, 10% 2-(4-7 0 AN T
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FENT I NV)IF N rOaT Ty RFVISIAE, MV
I IS T 12 BERI 21T o 72 WEBR21C 100 mM BERE
F MU AR R INA, 10 BRRHIFE L, koL &
fTolz. TRy THEE 70 ECTREERSE, Fuv
R Y ANVKR VBRIEREGTS ) A ) AKX ) & S

L7-.

SAX fEEM T U AE /)Y AL, N-FIYRXAMFTTY LT
QEJV-NNN-M)AFLT Uy EZT L7054 K2 HW,
MVZ UHICT 12 BRI Z T 72 A% ) — VT
%, 70 ETHWEEZBEL, U XAFLT I Fa VRS
B UHEI)AF N EHEL 72,

2:4 E B&

MBI X 5 THEONIZE) VAT VE, AEY AT
AL L7z, s OB X C | a7 80 5 B R
CF-16RX % H\ 72,

SCX #EEMA Y ¥ 5 & (MonoSpin® SCX) %l L 72
EARIH Y, DTFOFMIC L 0 17- 7.

L Pt : MonoSpin® SCX 1220 mM V) Y87 1) 7 4%
iR (pH 7.0) % 100 uLiRNL, 1 4rME0%, PRz
<7

I °T— F: ik L 72 MonoSpin® SCX {Z7#UF} 100 pL
ANz 1 gREOE, FRIEERLAEEE, RKoTLE%L
Bel T 7z,

IL %H: 20mM V) Y 8R7 Y ¥ A8 (pH 7.0) 300
uL Z Ad 1 4O L, Al LREOFRE GhE 7.

IV. B-1: 5% TYEZT A S J — VBT 300 uL & A
1 s L, FlRE R L 7.

V. B2 0.1 MAKEBIEF Y T A X T — VB 300
uL & Ad 1 E L, Pl B L 72,

TR TAIIGHE 2 LC-UVIZ & Y 00T L, HEREA 5
IR & S L 72,

FE ks 0~ h 57 4 — (HPLC) &, 75 4 : Inertsil
ODS3 5pm, 150 mm X 4.6 mm LD. (¥ —T V¥4 T
28 BB 48% T b= YV (0.7% KHPO, +
0.17% SDS, pH 4.5) ; #iii : 1.0 mL/min, ¥ : 230 nm ;
=T 40 B UEAR : 5uL OFEATITo 7.

HPLC 7#1ik, ¥— T4 =¥ 28 GL-7400 K > 7,
GL-7450 UV/VIS M 8%, GL-7420 4 — V% ¥ 7 5 —,
GL-7430 1 7 A F —T v v/, F—suii, 7oL
¥ b7 2 /u Y — X% Ezchrom Elite chromatography Data
System ver.3.1.7] & H\»7z.

SAX B AY v % F 2 (MonoSpin® SAX) % Hiv» 7z [
AL, ITOFIMEIC L D75 72,

L Pt : MonoSpin® SAX 1220 mM V) Y% 1) 7 A%
B (pH 7.0) 400 puL. & Ad 1 43 [BhEO %, Pz 3Tz,

I ©— F: ¥k L 72 MonoSpin® SAX (273U} 100 pL.
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ANz 1 gREOE, FRIEELAEEE, RKOoTLE%L
Bel T 7z,

IL % 20mM V) Y 8R7 Y ¥ A8 (pH 7.0) 200
uL & Ad 1 p G L, Al LR E GhE 7.

IV. ¥ -1: 5% NaCl KA 300 pL & A4 1 45 [0
L, Fif& L 7z.

V. B -2 5% NaCIJKIER : A ¥/ —=1:1, 300 uL.
AN GEEOL, PRI L 7.

TR TEBIGEZ 50 L, HREE D S B 2 5
L7-.

717 & : Inertsil ODS-3 5 wm ; 150 mm X 4.6 mm L.D.,
BEMH: 40% 7 b=bFU NV (01% VY VBB ; HiE: 1.0
mL/min ; M : 215 nm ; A —7> : 40T ; A= : 10 uL.

3 KiRLEL

3-1 {LRRIBOBERM
FERHPUCERE L 72 SCX B, SAX > ) 7€ /1) R,
{LFUE A2 ZNEN 3 [TV, ZRERDO T IVIZDONT,
TG-DTA ill5€ (MAC Science #) 12X ) h =K BEBDOH%E
EiTol:. SCXFEEMINMIE, FEHH—KR & 953%, H
SHE#E(RZ (RSD) 1l 0.69%, SAX FEHIZ VL, FEoh
— KR V& 23.8% RSDfH 0.62% TH-7-. HIED HNZ
05, WY BALFMITH D Z DRI,

32 WOMEEDFE (SCX)

MonoSpin” SCX (&, iM% & 8 B (71 F 7
I 72V, ¥YVVY, T/ =, AFIYNLVE S —)L,
Tars/ua—)l, XXy, KFFx¥ry, 73IbMYT
FU V) %4 0125 mg/mL %5 L) IZRAL, TN
E L7z HlFMIE, FRROFFEIHE, 1, 11 ORIGE
EEbElg, VoM, VOolisitEhEngtiL
B % 5k 72 (Table 1). 10000 X g T EZ RS 7
75 /a—), NXUXY ¥, Fxk¥y 73IM)TF
) Y TEWWIINEED S N72A5, 4000 X g TIEEARO X
KWL, FBEHLSERIIASEIEDNS, BT LM
BEZ T ICHIETE Lh o7z 10000 g TlE, 14 Mo
DR CTEERB OEMDSTTRETH B Z &V o7z. —
i, SR LS TH BT ) — I, NFIUNLE Y — ),
WHEMLEWTHHE Y VL, s edr oz N
VR 2OV TE, 0.IMAKBILFT N DA XY ) —u
W53 T AE 22 o 7z

SCX 7T BELMRYE Y AR VBEHAMNTH D S
ERS, BN E WD, KISHB L2 Y TV TIE,
IVTFA IV TTTEINSNIVRRAY ) =V D
ARAEZRTLESD L. mOMEEINMEWEEICIE Y
VAEIVADAVLE I TE R WD, I
OB THADRT TS EEZ BND., —FEKTHZS
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Table 1  Effect of centrifugal acceleration on the recovery of 7 medicines on MonoSpin® SCX
4000 X g, 5 min Pyridine Phenol Hexobarbital =~ Propranolol Berberine Doxepin Amytriptyline
ILIII 30 43 39 19 18 18 18
v 3 0 2 24 5 30 32
\% 4 0 2 7 13 6 6
total 37 43 43 50 36 54 56
10000 X g, 1 min
1L, III 96 102 103 0 0 0 0
v 8 0 1 94 0 100 99
\% 5 0 0 18 66 16 16
total 109 102 104 112 66 116 115
Table 2 Effect of the eluate on the recovery of 7 medicines on MonoSpin® SCX
Pyridine Phenol Hexobarbital =~ Propranolol Berberine Doxepin Amytriptyline
II, III 96 102 102 9 6 7 6
v 25 uL. 4 0 1 39 0 50 50
A 4 0 0 19 6 23 23
total 104 102 103 68 12 80 79
II, III 96 101 102 0 0 0 0
v 50 pL 3 0 1 76 0 81 79
\Y 4 0 0 18 31 20 21
total 103 101 103 95 31 101 100
11, III 96 102 103 0 0 0 0
v 100 uLL 8 0 1 94 0 100 99
\Y 5 0 0 0 66 16 16
total 109 102 104 94 66 116 115
II, III 96 104 105 0 0 0 0
v 150 puL. 10 0 1 111 0 111 110
\Y% 5 0 0 6 84 7 8
total 111 104 106 117 84 118 118

N7z A VLB CHEIRT 2955120, o0 Ao
FEDUHEEE 2 B 728, 4000 X g TEMKRD HILEAS 100% (2
Wilzlapro/zEZ N5,

3-3 BEBEOFE (SCX)

FMETV, VTHWwRHERELZZNEN 25, 50, 100,
150 UL TITV, EUC LB E IR E Z M L7z (Table 2).
ALHEEEX, 10000% g, 147 & L7z,

EHE 25 uL, 50 uL TiX, 7R 75 a—), NN Y
Y, F¥t¥ry, 7IMNITFIVIUNE% TYEZT A
J = VEBOMT, HILL ENTWiRro 72 100 puL EH
T, 5% TYEZT/AF )=V T7Ta 7S /) a—
V, FE2EY, 73 MY TFF) UHUEIT100% BT &
7, NOURY VP 0IMAKBILF N T ARXY ) —ViE
WT50% UERILTESZ LH5, 100 uL Y EOEHE
BYLETH D LIRS

3.4 IMFEPOEEHEHOHL

Tu77 /) a—%k 15ug/mL £ 5 LI ITREL, 7
077 /u0—=)v:20mM ) YA )Y ANy T 7— (pH
7.0): MiF=1:1:1¢%25X5CRAL, 7 néL
7z,

MonoSpin® SCX {2 & » T, FEE7FEICREBO TIN5
W, ERENERY (a7 u—)) 2ETMEY SV
25 OMMKIRE Fig. 1 1R9. 7077/ 0—vig,
FEREM 8.99 ricMi Sz, iligio 7 u~ b7 4 (A)
124, MEHRD 5 o7 B R o n7z28, itk s a<
F7T A (B) IIZMEHEREDO S YR HEBEENTES
T, BRI Y SN HPBRETE TSI ENREN
7o. F 7o, W X B ENREIE, 118%, RSD 1H 4.60%
(n=6) THorled, HIEMILEDOHMEIZIE MonoSpin®
SCX DA ERTH 5.

35 EOMEEDHE (SAX)
TG (7T VN, RYVIVEAFRVEE, Y FVE T
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FVERER, 177072y, 4bVIT Y ANVE VI,
ANFINT =) %0143 mg/mL %5 & ) IR
HL, BT NE L 2000%g4 45, 10000Xg 1457 TH
(EEWORPGERICKE B R A 572, (Table 3) 2D T
SiE, ORI b ST, A 4 U RIREEE I T &
5T LRRLTHBY, HIEHCTOMMEZERICT S, SAX
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Fig. 1 Chromatograms of propranolol extracted from

the serum on MonoSpin® SCX
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X, SCX IZHABUKEDSME W/ =0, I3V F 1 a= v I
WCERBBEILE R WEEZ NS,

pK.= 94 fED YT T I VIL, H T AIRFES N h o
7z, F72, SAX 1, CQLEITH %720, HxHEREOK
Y UEEA K U EREENICE L TWANRY VIV AR VEED
T s oz U VEEA S vk EHXIEIRED
BRCEREEZG T 2ILEW 2 RS E 570121, a1 f#H»
5 OH BINOEM AT 5 LEN D 5.
477072y, NFI VT /) —=VIE 5% T ED
Ty AKBETHERLZWZEDRS, FIAFLT IS
TENIED A F R MEZTTIE R L, BREAHEEM D
M5 LTwbEEZLN.

3:6 BEBEDOFE (SAX)

FMETV, VTHWSHEREEEZ TN EN 50, 100, 150
uL TV, BIUS L ZE R E R 2 E L 72 (Table 4).
B R 50 uL TlX, PV FAVEE, A 77072y, ~AF
YWVT 2 = VOEPEY, R kol EhER
DOALEY T BIF 2 MIEEE 1% 51213, 100 uL DL R oBER =
BWETHDHZ EAIRENT.

3-7 RPOBREEY O

MonoSpin®” SAX (2 & - C, BMH#EY (/7 7m7 =)
ZEGRY ¥ TV O 21T 5 7.

R o B EEY O MMRBRE, 4 770720 % 15
pg/mLIC7%2 X ISHRBEL, 1 7787 = VIFH : 20 mM
VYEEAY Y LNy T 7 — (pHT7.0) : JR=1:1:1TRA
L7z, APALER TN, BB, ST, 5%
NaCl: 2 & J — VEHR O &% H\72. MonoSpin® SAX %
HWZzR@h 047707 v oRUEREZ Fig. 2 12K
3. HHET QRS > TNl a< F T4 (B) 12
&, ZLORPEEW BRI EN TS, /7T a7y
W&, PREFIREI 9.12 43I X7z, MonoSpin® SAX 12 &
LB OY ¥ TV GHRERE BIORT. MK A7

Table 8  Effect of centrifugal acceleration on the recovery of 7 medicines on MonoSpin® SAX

4-Ethylbenzoic p-Toluenesulfonic

2000 %X g Uracil Benzylphosphonicacid ~ Salicylic acid acid Ibuprofen acid 4-Hexylphenol
IL, 11T 114 81 0 0 0 0 0
v 0 30 48 94 0 100 0
\% 0 0 51 8 98 0 72
total 114 111 99 102 98 100 72
10000 X g
II, III 115 84 0 0 0 0 0
v 0 1 68 102 0 103 0
\% 0 0 37 6 104 5 98
total 115 85 105 108 104 108 98
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Table 4 Effect of the eluate on the recovery of 7 medicines on MonoSpin® SAX

4-Ethylbenzoic p-Toluenesulfonic

Uracil ~ Benzylphosphonicacid ~Salicylic acid acid Ibuprofen acid 4-Hexylphenol
11, III 102 78 0 0 0 0 0
v 50 uL. 0 0 3 29 0 53 0
\% 0 0 52 60 54 43 7
102 78 55 89 54 96 7
I1, 11T 105 68 0 0 0 0 0
v 100 pL. 0 0 0 53 0 70 0
A% 0 0 64 45 97 29 110
105 68 64 98 97 99 110
11, III 103 82 0 0 0 0 0
v 150 puL. 0 0 9 63 0 88 0
\% 0 0 121 58 115 18 98
103 82 130 121 115 106 98
A Holhs, 47707 2y OEIEEHRL R T B
1 Hotz. WHLBROELRLIRFAVPLETHS Y.
] 4 =l
2 o]
A 1 RS L DAL E VAP S A EUN Y A
] TOVETRLER L, AR O A F VLS OMIBICE
] WTHDH I LAVREN7z. F TR 10000% g, 155D
O;_/} DRETAT 2 10 P PINICHT LB S E T L7, AE YA 5
L S S Y S AT X B, MR BRIEERICZ —EICS ko
B Timefmin RO CHAENOWRE AT TH S 2 Eh b,
] N GHDONA AN —T v MED T RIS 2 L IfF S 5.
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Fig. 2 Chromatograms of ibuprofen extracted from
the serum on MonoSpin® SAX
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We developed a device comprising a spin column packed with ion exchange type (SCX and
SAX) monolithic silica for extracting ionic compounds from biological samples. The methods
involving the use of these spin column are not useful for the extraction of ionic analytes, but are
highly reproducible for the analysis in serum and urine. This spin column enabled sample
preparation in less than 10 min. Handling such as sample loading, washing, and elution of ana-
lytes, was exhibited by the centrifugation of a spin column. In addition, many samples could be
processed at the same time. This method has many advantages : easy operation, low volume of
the extraction solvent, and without evaporation. This spin column has potential as a new tool
for the routine extraction of ionic compounds in biological materials.

Keywords : monolithic silica ; spin column ; SAX ; SCX ; sample preparation.



