R
gl}g

S ERE(E

IZOWTRRNT %,

T/ VAR Y NHZLICELD HPLC ©

HPLCIZBWT, —ICHAIN TV LR FRIER 1S ALV S5 % &
7B /U AR Y AN T LAOKESE, HRE, & OUICZNAFEE &3 % Etkie s B

N

= B B F 5

1 F L &I

A7 1< 757 4 — (HPLC) I, WRIE5
BCINHINTERD, JF, BESWET MS) &M
AEDE T/ O T — AR A Z RO — Affie &,
ERICEER MR BRSNS GBIV TS HW D
NTW%, SRS EESIEE LT, E2rIchArn
~t757 44— (GO), F+ V5 Y —E%kH (CE)
TENEFONS, HPLCIZZh SO 5 EES ik L 0
INKBEHATTRETH % &£ 2 LNDHN, TOHHHEINTIE
MO R TRV, s, SRl
THE & & AWK T FIE N S5 AR E CEREN N &3
B EVD, R FIER N S5 AORESE I SR &
%o

C O R %#8 2 CHPLC O 5 BE6E 7T % REERIICHE K
IRLFEELTFAESY—BEI/EX T T T 4 —
(CEC) ®#mEWEkrs o< 2757 +— (UPLC) #
BRI N T\ 5, CECICOWTIHE, 1990 4R H 5 OB
S b ST HENAIGE A2\, UPLCIC
DWW, FEFICEMEROES & T AP RETR S 1
I 7z, 1000 [HEIC LA FE % W% UPLC OFEER
T HERE ) & BEMIC R S R BR R b leh B, — ), B
JUARBY YNNG NI &L BieH NS5 LSV
T, ES LR & OBIEIC I\ TR T FelERI DR 7 4 #8
z2 AMEETRY, T2 TiE, HPLCIZ B W TE W B
BENxSIBE /) AR Y N h S A0, M,
LU ENDATRE & S EMEEE S B O\ TR T %o

2 TR ) ANTLOESE

/UMM YNNG AL, ERETOV Y AKTF
BRI NS ANERL D ZRIG Ry P T =T IROEK & 2D
{HF=x
223 (Fk, ~ 7 RT, ZV—R7 k¥ EEHINS)

High Efficiency HPLC Separation using Monolithic Silica Columns.
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MDAk & Tn > T gE A F OV, BT A X LY A4 X
(FHNZ L CHIERRE T, KPR A S5 A & L TK
ERMBIC LV IRETORBEATRETH D, RKHZZD
MNBBICE VRS FOMERY /R Z ELAETH
bo FIZ, NSLD—FHMTTY y FHTETHD,
WD OEMEEF Y VS U — N5 AOERNES TH
5 EBFRTH %,

VA Y A H S AOREE EOREIE, ToFER
BICHRT 5, T /0 AT ) A O &k O HE
&, 7vaxsvysvekRyFr v s )a—
(PEG) DOE/KERKR, AV —Z a5 <M
BRI &0 AR BB R RS A, V- ViR
B tE S B 5 v DKo - EfE A ROSIC X 0 i
INTHOLBNAY, MEEF0.5~10pum, ¥ U HF
WACHEAET B AV R 713 10~30 nm OFEPH Tz L T
H#H+ 5 ERARETH S, MHPLCH (Bry F &
A47) O/ V2B K5 AT, BBEFICE T
B SV (FEF ARV SV TMOS) o
BEns {R(1)~(3)}, HABOBREL, EMfGIC
I OHRHEE B IRH T LICEDE /Y AHEELE
EIR BT ERFRETHOVY, ZHITLO AT LEL
TOMRENELT 5,

Si(OR)4 + H,O — Si(OH) (OR); + ROH

Si-OH + Si-OH — Si-0-Si + H,0O -+ (2)
Si-OH + Si-OR — Si-0-Si + ROH -+ ( 3 )

T/ A Y AR INIK, TR T B
OV NBRICAYRT Hfl 4%, 2%0, T/ U
AR Y HOFME A ) — X IGRRIZIED -7
WERBIC L DI SN, AV RTRT /e 7 0A#ICC
FPINHDT, THHEMYL THIET S C & 27THE
b, TOHK, BUABIC LV EELRELYE, Ihr
PEEK #fgiIc Ca—F (Clad) 952 &1CkD, VU
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Wy FASAELTERT S, ROV Y Iy B
S, F2um OWE, ¥W1sum oy Y BEE»D
20, BHPICES 13 nm OMALAFLEL T\ 5,
Fr Sy —thox /) 28 ik, TMOS &
PEG OFF K BERZF+ 5 U —ICHEAL T, &EEY
BAEIN/IRETHBINLY9, LarL, YUHHy
FORBLERKRES RLLE5D8DDH, Oy FAXATDNS
LNE V) etk AR, PEEK BEIC L % Clad T
RS NHDT, BELBEMBICLAE /U AV I AD
IR A X SR LI RSBV, LAL, FxE5Y—
FRCOFBICB T, /U AV Y ABBHREICED
S 5 ) BRI B HAN D & A F A b
7269, TMOS Ol BE /U AR Y h S
LE, 100 pm LR OF « U5 1) —r THHELARTHE
TH5b, —hH, 4 BEREMEY S (TMOS) & 3'BEHEMY
IV (AFIVEFVALFY YTV MTMS) ORAY
FSUVEBRDP ORABINAENA Ty FE/ U ZI U7
I LE, FrES YU —REE 500 pm O O F THH )
AE L 7r > T\ 5,

3 B/VARBLYARTLOEE—XKE
7, BBRER, h7LM4%EE

K 1IZE/UANS AOEEMETHHEE (SEM)
HFEAR$IY, /YA A NS A, NTFRE
BHS ALV OKRERTBELFEOZ LIC L VRETD
HWAARE &7 Do — BN FFRIER N S5 AR D (i
B A ) (B AA) 1D 0.25~04 THAHDICH
L, £/ UNhSATETE GRS A L)/
(BT A X)) H=1~3, RSN Tbv )y F
NSATEYLS, F+V¥5 ) —NFALTE2~3TH
bo M A XLBRKY A ZOR (F AL VA R) &
FESHEDLIEICLD, A5 LADOMELBRER (K)
BHEEIHDIENTES, BAREKE, N(4)ok
SICESN, — AR 5um OV U AR TINS5 A

BWT4Ax1074m2 TH 5, ©/YUAB YN N5 AT
BWT, Z@KIZI8Xx10¥4m2~130x10"“m2CTh
B99, K& AHHY A AKX BB, EEER
THE &3 B4, RSB EIHERCOREL S O Y
MRKEWT EHERT S,

HPLC IZ & 55 #Ei, WHEOEIEHN DB OZE N
N5 LHNDOBEEEDOE T L/-HT T LICLDERIN
%o TCT, ZEEE RslY, WHOETH-BENHELE O
SRERE R (R (5) @ T AR THEEDEERICHEET
L], tr—ty EBEEICHAES SR, 4 & DL},
BEIMEAERT o {R(6) BV EOE—27 DHELED
Y BRUH T AOHGEE (N) kb Esnsd (K
(7))o KEEN, ERU aBP LD BOVSHHZETS T 5,

k=(l‘R—l‘0)/l‘0 ..................................... (5)
Ot=k2/k1 .............................................. (6)

Ro= ([N/OT (a— D/adlk/(1+ k) T +(T)

HPLC /1 5 ADMEEARER T NiT, V—27 OUHER
(tr) LV —7ME (CEAENE twi2=2.350, Y— 71 tw=
do, o 1T H T A5 OFEEERZE) »HR()ICLVEHE
ENb, RBEHEFTHSLADE 2L NIX, 5 A
FHEINTVWARTFOKES (dy) ITFTTREAIT 5,
HARFEONS A (ES L) ITk0BELNSE NI
RAEZRD O, FFE5um, 15cm H 5 A 7 10000 ~
15000 B¢ % 52 %5, HPLCIZ B\ AR FFIEF N 5 A
OB {H:3(9)} 3 Giddings iZ k0, & (10)
DEDIHERE (u) BROKTFE d) kFEHEEFEO L
INTW 5D, d, IFTEFR FRAEEL T, £/
AR Y NN S AOBEL, F AL VT A X (BT A
A+ A A) BBEEINHID8),

Bl1 RREHTTMOS hHORAMESNAE/ ) RB ) 1D SEM (a) £ TMOS & MTMS BA&#H 5
FBENINAT Y v RBE/ Y ZRBS ) 7715 £ 200 pm 1D, (b)
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N = (tR/O')Z = 5-54(tR/twl/2)2 = 16(¢R/fw)2

...... (8)
H = 2/L = L/N ++ooreeeeeerreenei, (9)
H=1/[(1/Cd,) + (Dyn/Cnds?u)]

+ CqDp/tt + Condy2u/ Dy oo (10)
AP = ¢nuL/d2, (u = L/ty) - (11)

NOEL, 715 AROEINS/NS R FROTIE
KOFEHTERINTE /., L2L, HTFEL/ha<d
HTEICED, N5 ABRICLELRDLETNL, 2FIC
REFILTRKEL %S {(RAD}, L72d->T, Sk
KFOFEMIC LD EHEEESFER, Ry 7OENR
F (AF 300~400 bar, # HHEJ1100~200 bar) 12 &
D, EFEMICE5um B 5\ iE 3 pum TRA L7 T
b B/ VAR YN NS ATECTE, hS%T U
BRAPESHEREICE S L TEYD, OIS AEN LT
AR T FIBER 1 5 A & D EIEE D B Z R T 5,

BEHGEEE I L A8 H OZ{t (van Deem-
ter 70y ) i, A5 AMEBRIC I e B By R AR 5
T H L aRmdY, MOEREN®NEE T 5K T
TR H S L (d=5um) &KL T, &/ VU AHY
D NI T AL, EEEIC T AHEREDIE T AN S W,
TRV DBEREA NI N, WESEERICHE
SINBEEITRIHABEHFOEELI LOENIT L BN
VEIERYD BE3EHOHY) BhInWI LickB,

VAR ) AN S LGS T S XD AJREIC
ool i, ROBMTHS  DIEEXEK, @KWV
Fr S U—NT ADOIER, (3) @ElF & &tkae s i
DOWIL, @DFEVAHTACIY SEGRBORE, 6) &
YRR ORREE &, REALFZEMIC X % m iR B
FWS 5 H 5 LAOFHL,

Tallarek 53R FHIEM 7 5 L LT /U AF Y
UANT A (BRE=F1.5um, HEK=2um) Ol
TR OGEIS O TR I b, FE AR RO
WNafr-720, /U AR U ANS ALE, RARTERD
WFFBEMA S LKL TV DRI/ TH
B3, BV AVY HHOZERKRIIR T IC TR E
Wiz, REMICHBANERINFREM NS LD
064 fEREBEICLMET LRV EREL TW5, F7,
NV FIEA DI OV TRFRIEMIC 50 5 dy=3.5 um
MY e L TWwa,

Miyabe i, E— AV MEMEZ#EHBL T, €/ U
AN T LAWICB T 5B ORFZEEHCERBIE S
TN L 728 9 80~909% D EkH T 45 2 Ik B
FoTE/ Y ABEHNETBE L T, BEMENOY
BRENCKN L CREASAEE 2 %E# 2 R LT 5b 2
EEHOLMIC LI, ¥, B/ U ANT A LERIRE T
WB\AS LD AT 5T 4 =B LT, Y UA
Oy FE/YUZAOHSRTFREAR 4pm & L TWw5b,

578

4 E/VABL)AFvET)—-HTF L4

—ERORLIEIEAL THMETO>HE, —ERS,
—EWRED N T LB L 7RO FIRA D (K —2
g Z % e, REOFRET 5 LNED
2R|ICKHMIT 5, Lo T, BmBEOREZ W4
HBE, YUTIVEICINL TS LRERERT S LI
F O BHEREOHESPFEIND, 1970~80 FRIZ
7 DHPLCICB 4 5 MM RGN TW
B S THEELETNE RSN B, hS
LI 7ML BE, oMV AT Ak E I 7 afkd
HLENBDH I EThbH, BT, ERSHIT 10 pL
~100 nL/min OZE L 7=t R © & 4 S EpE R R
Ry T BB TH S, TR T i biEih 27 ) v
FELZEICEVEELREEZRL T EHAETDH
B, F, MMEOYV TIVEBEEATELA
Ve R —=RFVNHT A UVERS, MHREOHIFICE
HChHbHEEZLND,

KX 25cm, 200 um ILD. 5 A (HAERE8UL) 124
VU7 2= OLRAMBKR10~20nL AEAL 128
F, REODSI B L TN B 50% LI EE T 5
TEBB B, 100um LD. OH T AT E HICH
BPKEV, COREOHBARDO/ IV THEAIC L 54
BT, A7U v FEASCEHR OV FERAEE O
AICE DB TE S, £/, BAKELI T LKL T
KETHABEGTL VTV FERICE ATV TIVD
BEICLY, COMEBEYRRTELILELD D, Wil
E—FOHE, REHIICRBEICHERL Twb5 2 EhHE
FL WV, TET A=A A 2 IRE — AT 5\ T
& OBE, FSYL v FBERICK DB LYY
TVEABOREE R L T 53,

Fr VS U—T/YANTAOFHHCEWTIE, #5
LA VY7 X—ICEEEKL TAT) v FIE
ADND 4T, I~5pL OFKA 5 1~10nL #FEAL
TWhb, 7, AVAISLBEHETY, ¥YETy FR
Ja—AYATFAELTHEL TS, T TN/AP
(WS AFES) & Nty B LU n (FERE) OFOME
lolotb—y g /A VE=F VA (E) BBER
S AERRORE L 5 {R(12)}, K21, BEHE
BEEICHT LAV =Y g VA VE—FVADT Oy
FTHD, BREERPARELRE /U AR ) F 15
V=715 AMSGO) AL, BEMNRIEREIC VTR
FHI N 5 1 L ) —HilE < B HRER LB LS 50 &
LT\ 5,

E = APty/nN? = (AP/N) ({t/N) (1/n) = H?/K
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8000

S X
§§ 6000 [
N
| X
A
!\ V4
v 4000 KX X
I\
g X
|
N 2000 F
= L
o o AR
= L J
AR A
ot % o
0
0 1 2 3 4 5
HGHEE » (mm/s)

NV —alA -2 {E,RX (12} o
HREE ) TWd270vy b, BT 4A :5umkiT
FTERATL (R) . FrETYU—HF A MS((B0)-A
(@), MS (50)-B(A), MS (0)-C (m), MS (50)-D(e),
N1 70w RBF Y5 —H55 L MS-H(50)-1
(0), MS-H (50)-11(A)., #EHHH : 80% 7=t
o B ANFIIIRT L,

K2 E£/YIBYNNTLOHEEE IR

5 E/VARBL)ANTLOHEREDRR EE
i

E/VARRY YA A S LAOEFE LT, YUAAS
I EALFHEM ORI A S EANOTMEOMEM S, B
HEMEZESZ LORES, RUZERIRIKE SFHRD
AME EREREN NS W LR ENEFONS, T/
YA U AF 2 VS5 Y =5 A0SV, &
fBIZ 5% BEOEL>EHROLN D, %72, CECIC
BOWTCERBRERPENC L, YU NLEMETH S
T LiC kB,

AR T 5T 4=V AT LAOWRERR A % ik 5
log(t/N) &log(N) to7my MiZWTW, BiE
SERCHIG S AR, B2 f=10s T N=10000 % %
WA HEE5ICBWTUL, €/ AR Y B S5 AOMRE
R FIER N 5 AOMREIZIER ISV S HIT, Ef
TR CORTFIEM A 5 LAOWRERFUTHYS T 5E /U
AV ANT AL, FREFRI N TR, B/ U A
RV A NS ADOKEZWREE EHy BT — 7 s DAY
—MEDR L7 S I BEIH O FIEA Y 2, OB
BUAMEEZSRL WS EE2 N5, Vervoort 5
X, vV a—2 ECH—E /) AU WS
B, WMAENEPONVFEADEY I 2V —va VL
7B, ZOHRT, BE/YARYUNNT LTS BRD
W—MaFEOZ LIk, iEom EXMREIh S L
HLTW5,

SatE 2004 10

6 E/YRB)HHTLOREEEL

E/IVAMI YN AS AZIETOFHBINLD
T, AVATLRIGICAET A2RERH D, E-FHEME
DEEE R AGE 08D 5, LrL, EEROEEL S
LrimoREEE LTRSS NS DT, {bBhitk, R
TH NS MRS 28EE LI, Bk h-EkbE
DA ANEBLI LN TELRIELD S, HEE200
pm, BRI 1mOF ¥ U5 U —FE /U AV U WA
T5HYS ) — VBRI 18umol TH Y, NE LK D
AE, NNBRIIVETHS, €/ UARY YU NNS L
OEMBHITEICE, ()€ /) AV hEREEHL
7otk, CladiZ k0 B 5 AR EIT O /Ny FEhik &,
(2)Clad SN72E /Y 2B AN S LB HVEF 5
TV —N5 AMNNER A ERT 5 LIk, Rk
fimdT D AV h S NERIE LD D, HBEE, EEES
S LDOFIEEMBPRETH - B EH ARG Lok
T, EIEFSNVGEERAS AL TEMTH S, B
T S T B30 HPLC F C18 BIE M 01T 2,
LM« OBEIEMIC X ABEIEATHhNELDEEZ D
N5,

Lubda 5%, g-v7uF+2rUv (CD) ¥ UA
Oy FAS ACEmEBEHL 20, zodh<T, 73/
DIy TS K BNy FEHNE & AV S MMESE &
DR EIT, BEZHFAL TEHON/ZZBF-CDE /Y
AR DN AT 2T LD EEF TV R ZR L T
bo ZDIWEPIT, tert=TFIVANWNEALINF U %fE
fiiLzzy Uy FAS AR 6 KHFEL, W LR
60cm & L CEEDHEZZR L TW A7, FEIC
Chankvetadze 513, o —Z2FEEK LTS L T,
Oy FASARUF» S ) =5 ACBWTEEES
VR TFIRE L LT\ 5819 Chen Hi3, €/ U AR
VUIUANFRETY—NTLCAN—Y—%BHL, F+5
WV 72— LTT 2/ BFEE R eS8 5
LICE D FSIVEEHEZE QN A202, Liu bik, €/
YZB O NF SN ATV EREIC K
D EE(LL 22, HPLC IZ3\\ T 66000 B¢/m, CECIC3
W 122000 B /m OMEEE FHEB L T\ %, Tkegami H
i3, KEHi p-CD, AF Ak B-CD, KRU7 = =)V
INEA WL B-CDHE /U AT Y hF x5 —A
S AL T, HPLCIZBEWTH T AR 29cm TN
=33000 B¢ & FHL T\ 52,

Kato 5%, YU HE /U ANS LAOFHBEEC, T
MET7NVT IVERIARLIA FEmzTrutd 5
Rk, 2N BEVY IR T2 T,
FIINVSHREE RS AHE ) ABI DS AL
TWAR, 2\ BE AR & GEFEOBR 1T\,
CECIZ &1 72000 B /m ##H L T\ 5%, Kato Hid %
7o, PUTVVERL) T 72—, VTV
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RIGZmREE L Tnb, INHDHIE, COXATDA
I AOF L VR, iRk E R L TW 525,
ODSHE/ VAN T L&EMiL /LT, Xub
i, ST UIVEREEY F AKBREER T H T LICKD
a—FLAC8EY YAy FASAZHWT, Kk
AxV, RTXVITLATY, ROV T AA T VD
B A R L T 5200,

7T B®/VRBYDATALICEEERTHSE
E—7FX v NS T 4 DX

R MR AIREE T AE /U AR U NN S A, &
UIZMS LA BEDE TN AV—T v F i v
THEFICENTHS LE2 6N, Volmer Hbid, vV
Ay FE/UANSLEANT, KKRERSEA 4 1E
HBIC K A& T\ 1~8 mL/min 12 & W RHIERE, &
BEMEBEO L 74T > TV 520, 8 mL/min T W TH K
/R E OMC T IE 7 <, 30 # T azaspiracid biotoxins
DiGERE S M2 B L TV %,

CI8UAEIURAAI A
tc = 30 min

Deng Hid, HEV V7 — FLBFEEBEICRD SV
ATF L, AROYV YTy FE /Y ANT LELINC
FAWA T LICXOREEL TWhB, 194 7)V% 245 TR
TITHTEICED, 10T IO Y 2 VTV — T
12HICHL T 53R 2B L 72 @S L TV 52),
Leinweber 6%, €/ U ZAHMI U NF S U —N S5
L, RU5um £723 10 um K FRBEA S VS5 U —7)
SA (5 AE10cm) CBWT, ERTOXRSFE L
7=V T BRI L 722, v AT AR FETT 320 bar
CEWTEKL, RSV Ty FBEICBT 550 %
1o T0b, ZO/RE, SETOT SV T FoHEn
BRI THY, TOFRTLE /YA UNNS ATRD
BRWhlfaRmLcl ExHEL TWb, ZOXDICE/
Y2 ) A5 AOFRIC XY, SR % KiE i 48
METAHZEMEARETHY, AEMON L2XS T EHT
&5,

VAR YA AT LG, BURTFRREOEKR
DFOGHEICBNTLHEFTH 530, €/ AT

C18 R FFIRE T 5 L
tc = 30 min

1.0 20 30 40 50
F#fE  (min)

1.0 2.0 3.0 4.0 5.0
KEfE (min)

1: 703)WFay, 2: 013 I 7770, 3:4>3ady, 4: 3 h70AALC, 5:UY
F—h, 6: I ATZU, T:TTMETINTI, 8:p-Fr O TU, 9 BTN TR
o BEIME 5 —260% PERZRNUJL, 01% bUTIVAOEEE, 2mm/s. BT A R URBY
UhC18, 7mmlID. L =283mm, K FFME UK CI18, 46mmlD., L=15cm. FXtz = —

Es

3 RKUKRTFRICHTDLUNE/ ) ANTLENFRERN T LODBEELEK

580
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NNT LONS I BHERPSEREICAELSFFL TS
CEEFIR L2 EBDTHLY, BERGTO XD ICHIAL
W CIRHORE /NS0 & e dRHc R L T, 20w 5
FTIBICKEL b, R3IZ, YU Ay FAHT LR
AWCTRUNRTF FEGEEL 770 75 A EmRT,
COWENL, Fl (F)x7 5y v bR () =75
VIV HEE (Vi) —E@TIT -7 Th 55,
BNV <RI S A5 B NN S IR G = VAN N
BORPEL, BOlIZBWTHLRWGHEARL, &
HIRFRI DTGP FTHE CTdo B0 FLFFHEA T 5 LT N T
LNV PR 0 OE G H /NS K § 572012, Mflek/:
T WIES ALY U MR TFIC L D EEESR LN TWS R,
KRNSO TREHREFRRA A L, SO A&
LA D,

E/UZB Y AF X VS Y — NS AT, BEETE
Y S IVESEE (1~50nL) THHDT, LC/MS
BT AEFEABOBITICHNTWART TR, 7
Uy FUATHABID, ZOIOFHIEFICHHETH

3092 34,59 38,00

bo Tz, R EOEREREAWEELZ EICLD R
NI LEFERALT, ZONHREY EIF5Z - 0EETH
Do

X412, 30cm~90 cm @ C18 HEHiNA TV v FE
SV AF S —AT AL LY BEAL XF X
FHifad RO 72 = F Uy 5 Y LC/ESI-
MS OfERZRTV, WEHeo0n/k/ 5V TV FEE (K
Xhhte) VT, KOEWAHSARBEHTAZ LI
X0, TEERAKELHEBTINTW S, [FAIFICMS #HH
CBWThHEERRON S, MSKEHIZKWT, 14V
B F Vs A A v b2 < WEEHA RIRFIC 7
HL8E, A A vbs e Wl f v fbsh
K SN WBEDRD H, MS BRHOFTERRSIC I\ T
A ABERR D 5B L Tk < T 2k MS #HTIC kW
TEETHD, N7 ALAREHEINS S THHEEL NS &
L7 7TH—FIETHFEL LT VLD TH S,

g i 18,86
i
@ 59
% i
R
# 28
4 167 1
E
F 13
S 183
LN 21,0 03
F h 669 827 1044 15, - 7331 9557 8224 85,10 88,07
— — — Ak A A —
I T LJULIL I e o e T L e R LA T LI I e e ™
0 5 10 15 20 25 30 35 10 45 50 585 60 65 70 75 80 85 90
Time (min)
3008 4135 4538 49,50 5547 8026
pr _
84
B 25
L 56,99
£y Y
L 36,14
14
E| 59,06 D
B I 68.82
L 22,26 39
F : — 6085 6514 o
P 21 54.72 7145
4 5 339 i
= 3,80 12 8753
2 2 83ga , 9094
oo« 534 656 1502 1657 2807 ; 93,70 95,68
5 10 15 20 25 30 35 40 45 50 55 60 65 70 75 80 85 9 95 100
Time (min)
4573 51,82 54.22 59.67 8697 9413
l_ 1 T 6480 708
: 1 87.61
© g ] _
g L
& g
o} 26,79 11840
7 124 70,15 y
R 2531
4 iy 76, X
. 8,43 72,3 — 914/
2 37.86 1
é 2,77 12,83 18,75 238! 28,73 353 38 120,84 12413 133,38
LB e e L o e LA et s s s e DL e e
0 10 20 30 0 50 60 70 %0 120 130 140
Time (min)

F5 5 200 um LD,
FEbZRUN. SV MM, BEE Q) 5%

(@ 30cm, (b) 60cm, (c) 90cm. BEHH : (A) 6.5mM EEEY > £=7 A (pH5.5), (B)

B-20% B (15 min)-70% B (22 min) to 100% B (57 min), 2.6

mm/s, (b) 5% B-20% B (15 min)-70% B (23 min) to 100% B (75 min), 2.6 mm/s, (c) 5% B-20% B (16 min)-70%B

(23 min) to 100% B (110 min), 1.8 mm/s.

K4 30~90em DNA Ty RE/JYRBCIS F+vEZY —NTLICEDZ> 04 XFXFTEHRBYHD

oy
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8 kjt HPLC

E 0 DT &\ SRR OWE & & itk & fakE
BN 35 Z EALC/MS IZEBWTRO LN TV S,
COREOGHY RO sa<x N 757  —TERT
5 ERBEMCAAETCHS EEZDONS, ChEh
BRI CERL LD+ 5—20F kR %kt (2D-)
HPLC Th %, —m#iTxEETH (Rs=1) #5652 &0
TELRAKOV—IH V-7 F %V 54+ {PC, &
13)} LS, h, RiIFENEFNRIOE—7 LRED
V— 7 OBEHBETH 5, PCRrvox 757 4 —F
DTN EORE OGN RO h R T b D TH
D, S AT AOMWRERHlOREE L L TRV bR A,

n=1+ (IN/OIEg/ty) oo (13)

M2D-HPLC = Mist-D " Mond-p ~* 77" (14)

BEERA 7 < 2757 4 —< UPLCIZBW T3,
1R CPC=300 %185 C L AAHETH %32, HPLC
DEE, PC=100~200 # R4 5, o< ~r7
57 4 —RueAEGOR IS, 240 PCIIREERIC
i, F7ax 7574 —ROPCOETE=NS {X
(14)}, 584 2D-HPLC OFEHICIIEE S HENRECTH
5o CHIE, kot (Ist-D) HEEr DTS5 7V 3

VETNXCTEKIG (2nd-D) THEET 57201,
2nd-D IZIEFW ISR WG ERERBEREIN S 15 TH 5,
WE, lst-D & 2nd-D (387 25 MFEEE % #H 4 %,
Jab3 e /UARY I NF xS —AS5 A5
HPLC # 1st-D & L C, 2nd-D ® CE & ¥t L /-0l %
HEL TWBE®, TOFt—ABITICks\VTiE, 44
VRO NS5 T 4 —IC LD WL OO ST
7otk B EOUENE %8 Gk HPLC IC & 0 K% 75w
FT5HERBHITH D, A 4 VA HAE I E
BECIEE L TWeWoOT, Ist-DIckWTREW/5YT
VIEERBWTEL XN S, 2D-HPLC [C 30 5E7% PC
BHHEE—FICk-> ThebIn b, NTFREMNS A
T mE THERH T 5D SENCB W THEETH 5
BENHOT, 2nd-DICBERO NS ABEHSH
HEE D%\, Unger Hid Ist-D I A & VAcH#E, 2nd-
DL MDD CI8 BN FHRIEN T L% 4 KAWVWS C

L2k, PC=3000/96 min & \»> EHEY AT Ak
LT B39,

T/ VAR INANS LADEIE CTHEATE, Sl
B CTOMRER FA/NE WL, 2D-HPLC IZIEHIC
LTW5%, 2nd-DiIcE/ VAR U NN S L EHEHL
72 2D-HPLC O —fl%# w4, K5, 7 v{b7 I+l
# (FR) #&&v ) WkFiEM Ist-D 715 A (4.6 mm

1st-D
FR PR
||||||||||||||I|||||||||||||||||||||||||||||
9.0 10.0 11.0 12.0 13.0
Time (min)
NN
|||||||||||||||||||||||||||||||||||||||||l||||||||||||||||||||l||||||||
0 10 20 30 40 50 60 70
Time (min)
2nd-D IR 11
C13 319 25]2 2 10(112
34 33 18
35 31 5 26,30
36 35
36 \
||||||v|||||v IIIII v||||
‘L 9.0 10.0
‘I I “Il\ [ (O T N l“u mT1me(m1n)
|||[||||||||||||||||||||||||||||]||||||||[||||||||||||||||||||||||||||I
0 10 20 30 40 50 60 70

Time (min)

1st-D: oL T b7 NWFINHRESE (FR) VU BKTAREN S L (Fluofix, 4.6 mm LD., 15 cm), i : 0.4
mL/min, BB : 60% X% J—Jl., 2nd-D: BT L : CISFEABTE /U XM Y K H 5 A (Chromolith-RP18,
4.6mmLD.,3cm), i : 10 mL/min, BEFH : 80% A% J—)b, 1st-D 71 T L5 30 #RERE T 2nd-D IZHEA.

2880 — R, 2BEA,

K5 Effi2D-HPLC (C&DRIEAFLELUR Y FERFRES

A~ o TL4L)
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OPEES (1st-D &KLV 2nd-D O
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LD, 150 mm) %%\ C18 &€ / VU AME#E 2nd-D
75 (4.6mmID., 30mm) *fE&L, BT 1st-D
DWW 20d-D DA VY 2 7 X —)v—TIZEAT 5
CHIZKD, MHE—FICEWT2D-HPLC #1795 A
F—LEZDORERTH 5%, 1st-D 7@ D 2nd-D ~D
EAZ30BEMFEE L, 28BELV—Tica—FL, 28
MITEA T % & il 7c 2D-HPLC #EH L T\ 5, K
512\ T Ist—-D 23 BE#%, 30 B O EIC % < OB A
HEL TWBEDB, KO 30FET2nd-DICH T <
OMOY =7 I EEENTWA, 2nd-Do o< k7
F L% 1st-D ORFfEEHCR L T/ my P95 &, K
LAY TS ANELNRS (X6),

T/ URR U RS AL, BEIEREE
OEFEICTH 2, 2nd-D 23155 30 D447 T PC=
17% 472607, Ist-DDOPCEH60THY, 2D-
HPLC O K PC I3 1000 &L HE I 5, WHEORESE
Ik > CTBOBHAE &7, 2D-GC & [k, 2D-
HPLC ZREWDO 5 HE L & L ICHEE OIS ICE S 515
HWrb/icbd, TOEE, 7vbTIVFEILEEFEFOFR
BEEMIC BV TUIBEE DS RED/ NS S BREHCH G- L
CISEZEMIC B W TIIEEDOBUKYE & 5 REDOK & X
PDRERFHEETHI LT, ZRICHBERTTEE &
o C\W5, 2D-HPLC L, ZDY AT ADFREED
EE, YATFAOBHBL, MS NOEFROTREW:, ZFL
THMRRIOFM &\ o 7R A F o, BUEE, BIRAT
PhBh, ECFEREHELFENTS 35 LC/MS HdEy
AT LT AAREMED B B

10 mm/s

13 .
0.175—323.’93,41’83,52’53,6 12 @
26,30
&
0.55 L16,17,31\ 1 =/ 27
b3 32,38, 39 &
LRIER ¢
| \ /’ 9
0.425- .
g 0.05 F“"' :
£ ' o 10
14 \
NS B
=
?‘; 13 ; Ery ~—)1,§E
0.175- 12 & 237728
%%ﬁ o
e T
0.05 ;" | 197%% 7/$§@’\/t/é§ & 41

5 10 15 202530 35404|55055 6065
T w7 IFI IS5 A (min)

X6 ##02D-HPLC (C& B RILAFLELUVRE L FEE
BaWaso—_ ko~ b5 54 (K50 2nd-D 7
O~ F S LhSBEER)
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9 &H VY (I

T/ VAR NS LAOMFERICE Y, FEk, Nl
THo Bl D 5 NI EMERE S B R T & AR
SNTWB, B/ YUAMY YR AT AT, RO
HPLC 45 LADOW &% 8 2 72 IR & HE CIA < #EH
INHHDEEbh b, RKICEKET), mETIIHS
D, NTLRBID OEMRETZERT 5 I LIEES Tk
WEWDE Y AT ) N5 AOWREDRF & B 5 H
ElroTEIZy NS LANDZERELFHEST LI LITLD
EMEEEALBTTRE L 2 % C LR S, BT L WSO
T/ U ARGHHEAORE L & bIT, COXATDNS
LD UPLC, CEC 5 A WL SFCAO@HIC LY, —f&
DTEMERESBENTIEE L 72 5 C L IR L 72\,

X

1) K. Nakanishi : J. Porous Materials, 4, 67 (1997).

2) H. Minakuchi, K. Nakanishi, N. Soga, N. Ishizuka, N.
Tanaka : Anal. Chem., 68, 3498 (1996).

3) H. Minakuchi, K. Nakanishi, N. Soga, N. Ishizuka, N.
Tanaka : J. Chromatogr. A, 797, 121 (1998).

4) N. Tanaka, H. Kobayashi, K. Nakanishi, H. Minakuchi, N.
Ishizuka : Anal. Chem., 73, 420A (2001).

5) M. Motokawa, H. Kobayashi, N. Ishizuka, H. Minakuchi,
K. Nakanishi, H. Jinnai, T. Ikegami, N. Tanaka : J. Chro-
matogr. A, 961, 53 (2002).

6) N.Ishizuka, H. Kobayashi, H. Minakuchi, K. Nakanishi, K.
Hirao, K. Hosoya, T. Ikegami, N. Tanaka : J. Chromatogr.
A, 960, 85-96 (2002).

7) F.C. Leinweber, U. Tallarek : J. Chromatogr. A, 1006, 207
(2003).

8) K. Miyabe, A. Cavazzini, F. Gritti, M. Kele, G. Guiochon :
Anal. Chem., 75, 6975 (2003).

9) D. Ishii: Jasco Report, 11 (No. 6), 1 (1974).

10) K. Hibi, D. Ishii. I. Fujishima, T. Takeuchi, K. Nakanishi :
J. High Resolut. Chromatogr. Chromatogr. Commun., 1, 21
(1978).

11) T. Tsuda, M. V. Novotony : Anal. Chem., 50, 632 (1978).

12) T. Takeuchi, S. Tatsumi, S. Masuoka, K. Hirose, H. Uzu,
J. Jin, C. Fujimoto, K. Ohta, K. Lee, J. Ryoo, S. Choi: J.
Chromatogr. A, 1021, 55 (2003).

13) L. Jia, N. Tanaka, S. Terabe : J. Chromatogr. A, in press
(2004).

14) H. Poppe : J. Chromatogr. A, 778, 3 (1997).

15) N. Vervoort, P. Gzil, G. V. Baron, G. Desmet : J. Chro-
matogr. A, 1030, 177 (2004).

16) D. Lubda, K. Cabrera, K. Nakanishi, W. Linder : Anal.
Bioanal. Chem., 377, 892 (2003).

17) D. Lubda, W. Lindner: /. Chromatogr. A, 1036, 135
(2004).

18) B. Chankvetadze, C. Yamamoto, Y. Okamoto : Chem. Lelt.,
32, 850 (2003).

19) B. Chankvetadze, C. Yamamoto, N. Tanaka, K. Nakanishi,
Y. Okamoto : J. Sep. Sci., in press.

20) Z.Chen, K. Uchiyama, T. Hobo : J. Chromatogr. A, 942, 83
(2002).

21) Z. Chen : Chromatography, 25, 9 (2004).

583



22) Z. Liu, K. Otsuka, S. Terabe, M. Motokawa, N. Tanaka :
Electrophoresis, 23, 2973 (2002).

23) T.Ikegami, Y. Miyaji, W. Kajiwara, H. Fujita, K. Hosoya,
N. Tanaka : Chromatography, 25, 5 (2004).

24) M. Kato, K. Sakai—Kato, N. Matsumoto, T. Toyo’oka :
Anal. Chem., 74, 1915 (2002).

25) K. Sakai-Kato, M. Kato, T. Toyo’oka : Anal. Chem., 74,
2943 (2002).

26) Q. Xu, M. Mori, K. Tanaka, M. Ikedo, W. Hu: J. Chro-
matogr. A, 1026, 191 (2004).

27) D. A. Volmer, S. Brombacher, B. Whitehead : Rapid Com-
mun. Mass Spectrom., 16, 2298 (2002).

28) Y. Deng, J. Wu, T. L. Lloyd, C. L. Chi, T. V. Olah, S. E.
Unger : Rapid Commun. Mass Spectrom., 16, 1116 (2002).

29) F. C. Leinweber, D. G. Schmid, D. Lubda, K. Wiesmuller,
G. Jung, U. Tallarek : Rapid Commun. Mass Spectrom., 17,
1180 (2003).

30) H. Minakuchi, N. Ishizuka, K. Nakanishi, N. Soga, N.
Tanaka : J. Chromatogr. A, 828, 83 (1998).

31) V. V. Tolstikov, A. Lommen, K. Nakanishi, N. Tanaka, O.
Fiehn : Anal. Chem., 75, 6737 (2003).

32) J. E. MacNair, K. D. Patel, J. W. Jorgenson : Anal. Chem.,
71, 700 (1999).

33) L. Jia, B. Liu, S. Terabe, T. Nishioka : Anal. Chem., 76,
1419 (2004).

34) K. Wagner, T. Miliotis, G. Marko—Varga, R. Bischoff, K.
K. Unger : Anal. Chem., 74, 809 (2002).

35) N.Tanaka, H. Kimura, D. Tokuda, K. Hosoya, T. Ikegami,
N. Ishizuka, H. Minakuchi, K. Nakanishi, Y. Shintani, M.
Furuno, K. Cabrera : Anal. Chem., 76, 1273 (2004).

A¥ % (Hiroshi KiMura)

S LR S o TR (7
606—8585 H T 7c 5T X A% » IR 1 FT ¥ 2
HT) o HUHR Tl K 2kt 3 i o %
B2, FRFE LAY, <BfE
DOMET —<X>LRTRK A 7S
7 4 —OREE &R, 25 BE: OB
o <> - KD,

E-mail : b8330030@ipc.kit.ac.jp

Mt F (Tohru IkEGamI)

FE L= KA Mmoo (7
606—8585 Ht T Zc 5t XA » Mk 180 FT ¥
HT) o HUERSE K FBE B B e P HE L )
HRET, L), <BIEOWET—
X>7OR T T 4 RO &
PR, MR A EBEOM R, <EnE
#>“Houben—-Weyl, Science of Synthesis,
Vol. 4”7 (5riH# &) (Thieme), <ibk>
REISERE, X, H—T=v7,

E-mail : ikegami@kit.ac.jp

A{S5E (Nobuo TANAKA)

S LR S o TR (7
606—8585 Ht# T Zc 5t XA - Mk 180 BT ¥
HT) o KR EBERE 22 O FERHE L3
HBRET, WY, <BfEOWHET—
> OR T T 4 AR B
e, WESEECRT 5%, <3
E> “AaRa—ABROKRAHR (5HE
BE) (Va2 SV T T 5K
Ho <HEHR>T A,

E-mail : nobuo@kit.ac.jp

707 EGROHD X REHTAFT

D. Blow #, FILU5H R

AFEX, Oxford University Press 7» 5 2002 I HR S 17z
HEFERER L 7o TH 5, BHICHHEBD, ZUNTED
FEIE FENT N OIS % & FHIC, A @B M X R s g aT
ORBENFH SN T B, KBRS LKy, X BREdr
7, RMERELZEDPDLP DT kb LD, FEENAEH
INTW5b, WERTOEEPED LS DTHL), o
LIRS H ECTOHELERIMEEINTNLDT, LA

584

FifReE L CTHEHAAR—MTH 2, AFZT2WERICH-> T
D, HBIMOEBRTIIAHOOET, XK, il & SHit,
T7— U LA, BHBLE, XHEEHTEORIC#HH S h Ty
%o FHICHHRTH DRERORFEICOVWTE, RAEHINT
WTERREDORNBA A=V LTI TRIN T
5o 7= IEBOMBHLEL WEFIIVL, BoERED
FPRERTESL LD, IBPEHINTWS, F IMOEERE
i3, BOHEMOEIZSHEETONSENDL b, H6HIET—
2 OPERAN, 57 mIGFENERE, 8 mi XMORFEK
Bil, 559 BT 5 FEWALE DR TS O ZETENY 7o BT BT 25 1
FINTWDE, ZhICHE 4 BEBEONAETHEE» OEE
RO TN FEOMIH T, BTEE~y TORY, MEOR
HAk, TR ROFHIE D RS SN T 5,
(ISBN 4-7598-0949-X - A 5 ¥ - 282 ~X—3 - 4,600 [+ B -
2004 4F-F) - AL#RIA)

SatE 2004 10



