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(3) FHIHEER. ROU/SETLTH Y, Sffi ks
D7 r=rr7ar b s URKRGE2 2 ORI
LECKI(FETE %,

(@) FEHDBRFLINT DT, FEEEREORE
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HEETHI IR LA E LG,

(5) BHAERHEIER, Hus ) — XFHOMREH LT
Fh, BEOERERE~OLRDARETRES. A
RT3,
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47v—NHii, RO TR LS FESBCR
SRAR I INOY: =Lk - B/ IR 4: 0 DA v
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#Z—21SuperH> Y — X L Hy v V — X OHRED
BPRELET. $70. M—1, R—2, THF&E s
VB EEHER Y X F vy 2 A L TRIE L 22 TSK—GEL
SuperH Y —XOBIEMRZRL 37,

®—1 TSK—GEL HBHRBBRGPCRAEMRHNFT LD

B -BRELOHOH

o H7ukd  BTE i Eo15 2
B i d (em)  (um)  (Bt/30cm)
1971 1oK-GEL S%47 120 40 1,500
(FRFI46%F) '
1972 10 8,000
g7 TSK-GEL HxAZ 60 13 6.000
1983 ' oy 5 16,000
(Ehe) TSKGEL Hus ) =% 30 M 5 000
1987 o 5 16,000
(mges) oK GEL Hudf)—x 30 10 14,000
1992 L 5 16,000
(T 4 ) [OKCEL Hw> V=2 30 13 8,000
1993 1ok GEL SuperHo Y —% 15 3 32,000
(R 5 )




%—2 TSK—GEL SuperH> ) —X X Hyu>l -X

DIEBEDLLR

SuperH> Yy —X Hp> Y —X

KPR REERRK

HTE REEREH

7= Tym e/l 7T Gum) (TR/30m)

SuperH1000 3 16,000 GL000Hs 5 16,000
SuperH2000 3 16,000 G2000Hw 5 16,000
SuperH2500 3 16,000 G2500Hs 5 16,000
SuperH3000 3 16,000 G3000Hw 5 16,000
SuperH4000 3 16,000 G4000Hw 5 16,000
SuperH5000 3 16,000 G5000Hwe 5 16,000
SuperH6000 5 10,000 G6000Hwm 5 16,000
SuperH7000 5 10,000 G7000Hw 5 16,000
SuperHM—L 3 16,000 GMHum—L 5 16,000
SuperHM-N 3 16,000 GMHw—N 5 16,000
SuperHM-M 3 16,000 GMHi—M 5 16,000
SuerHM—H 3 16,000 GMHu—H 5 16,000
i B BRI E R M

4 5 2 ; SuperH (6.0mmI.D. X 15cm)
Hur (7.8mml.D. X 30cm)
HMk, 7 oeFar sy (THF)
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Hyuz (1.0m¢,/min)
BE ;25C
B UV (254nm)
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(n—FFxREY)

G5000HHR ~G7000HHR, GMHHR _M & (}‘ ‘_H

(FyrzunxnzRrv—1|)

H 54 TSK-GEL SuperH> ) —X
6.0mmi.D X 15cm

AR - THF

& : 0.6ml/min

% 25°C

i Uv(254nm)
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3—1. SREERE
#— 2 1R TR - Super H1000 ~ Super H5000. Super-
HM-—L. SuperHM—N. SuperHM—M & ¢f Super-
HM—-HOEEAOR FEE, #KDOHry ) — XD
WEH DR FES um» 6 3 pm TR FAL L BREREZ
BT RaW ) THye > ) — XD 22 ER LT3 T,
2R, SuperH V — XU, Hyg v ¥ — X OG5 HEERE
PRKDESFOMMBEMTERT A EDTEE LI,
X — 3 = SuperH3000 £ G3000H e i & 5 =R ¥ ¥t
DS MEru= b LD P, M— 4 21X Super-
HM—H tGMHs—H, GMHy \Z & 51B# R Y 2 F v
VRARKBOSE v 7LD RBERL LT,
SuperH Y — X%, R DHue R U Hy & ) — A D578
BER EDOFWEFTERL TV I ED b b 2T,

TSKgel SuperH3000

TSKgel GI000H,.

L L | 1
0 10 20

Elution time (min)

E—3 TSKgel SuperH3000& TSKgel G3000Hy

L3 HEFMEBOSTRE

47 2 ; TSKgel SuperH3000 (6.0mm I.D.X15cmX 2)

TSKgel G3000Hug (7.8mm I.D.X30emX 2)
&R ; THF
W# . SuperH3000 (0.6m¢, min)
G3000Huz (1.0m¢, min)
BE ;25C
gt 5 UV (254nm)
Fiv = SN S D0 )

TSKgel SuperHM—H

TSKgel GMH,, 4 5
6
3
1 2
L 1 ]
0 10 20 (min)
E—4 TSKgel SuperHM—H rf#RAFLI(IZL B K
) XFLVREDDOIE

# % & ; TSKgel SuperHM—H
(6.0mm I.D. X 15cm X 2)
TSKgel GMHu—H, GMHx.
(F£+427.8mn [.D.X30em X 2)
MRk  THF '
Fi# ; SuperHM—H (0.6me, min)
GMH.:—H, GMHy, (1.0m¢,min)
RE ;25C
Bt UV (254nm)
K G BEER) RAF vy
1.MW 8,420,000 2.MW 1,260,000 3.MW 422,000
4. MW 107,000 5. MW 16,700 6. MW 2,800
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) Lt OHETPOREFEKFEOLBERL 27,
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# 74 A TSKgel SuperHM—H 6 mm LD. X 15cm
B. TSKgel GMHuz—H  7.8mm [.D. X 30cm
C. TSKgel GMHy, 7.8mm LD.X30cm
D. TSKgel GMHzx—H(S) 7.8mm [.D.X30cm
SR ) THF 8 ;25C #it UV (254nm)
Ret L vaAEY sy su~x o (DCHP) (0.1%)
A. 3¢ BCD. 20u¢

20 |
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=
T

A
| ] | ]
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SuperH 715 4L L HERGIC & ZRAE L HETP
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#3740 A TSKgel SuperH2500
B. TSKgel G2500Huz 7.8mm [.D.X30cm
C. TSKgel G2500Hx. 7.8mm L.D.X30cm

wHBERE . THF

BE ;25C

Bd  ; UV (254nm)

#®¥ ;A DCHP (0.1%), 3 uf

B.C. Rv¥r (0.1%), 20pf
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B — 7 = SuperH2500 & G2500Hx (- 351 2 EEHER Y
ZAFLVYA-S0DFBEZ v} 27 4 L HEDERE
RLET, TORICA-S0L E OB FRIHCT
1. SuperH2500T i, S BERED TR B KA MED IR LA ERR
» oY, EREEET L STMELRFLTVET,
—7%. G2500H,, T, HEH FHL L 312 LIdi - Tl
BEVETLT3T,

3—2—2. BOFREBOHETPORE KM
R—8 Tk, REHEEERY AF vy FHCRED
SuperHM—Hiz %7 3 HETPO R EKGFEEZRL T
37,
1E5 75 Cid. HETPO Bid ST Ok 7ite
PEB N EAT LI, BHTRETR, HEVE
D (xsEEHETPRASC ith. MEKFESRRS 0
2T, B, BATELAREIOBBIASI (Y &
T,

0.6 nf/min 0.8 n¢/min 1.0 né/min 1.2 m¢/min 1.5 nf/min
) 50 -

SRR

0.0 150 8010012.06.00 8.0 100 6.00 8.00 5.00 6.00 min
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' ] 1 1 l ] 1
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3fE E HETP OBk
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SRR  THF
mE 25C
Bt UV (254 nm)
RE S RERY) 2Fv Y
MW 1,260,000 (O)
MW 107,000 (O) 3. MW 16,700 (@)
MW 2,800 (A) 5. MW 500 (&)
. DCHP (D)

B—7 TSKgel SuperH2500% & U° G2500Hy, = 1
SMERY RF L OIBMOFEKTEE
#7245 A TSKgel G2500Hy.  7.8mm I.D. X 30cm
B. TSKgel SuperH2500 6 mm [.D.X15cm
"M% ; THF
e ;25C
Bmi, UV (254nm)
REEEERY 2Fry A-500 (0.1%), 1044

[=x T S



B— 9 tzSuperHM—HiZ 31 3 (EHER Y X F v 2D
SrBERE LIREOMEERL & T, SERORBKREEY
Fwoh, HEVFEL L5 FEEOETYEL T
1T, ZORCESTRREINT 551, EiERZ
EEsrBaErBon ¥,

X —10t=SuperHA 5 21231 5 =R X VIR O 7B
zu= b5 20MEKFEE. B—112 &, Super-
HM—Hiz& 1 2 B8R Y 2 F L D58 rn= + 25
LOMERFEXRL 2 T, SuperHA 7 2 TR, TERD
Hur ®Hyo & Y — X e BEE D R AR 3 <
o T ) BIREMMHAEET T2 G FR 2T
T ABAIR, BHEOHVETREEIBONTIT,

L7z#to T, SuperH Y — XCTH#5F 8B 7T
BIBADFREE, 0.3~0.6me/ min (FERDHur P Hx
Y —XD0.5~1.0mé,/ miniZA0%K) 25, & Y 2= —PES
FRE 22T 28B40, 0.6m8,/ minfREE DiE »T# 1E
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I
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TSKgel SuperHM—H IZ& 38ERY XA F L
YOASBIC B BRERTE

# 5 & ; TSKgel SuperHM—H 6 nm ILD. X15em X 2
wHERE . THF

BE ;25C

it UV (254 nm)

RE CEER) AFL

sy . A D F—550 (0.029) /F—80 (0.022%)

A S F—40 (0.035%) /F—10 (0.05%)
F—550 (MW : 5,480,000)

F—80 (MW : 706,000)

F—40 (MW : 422,000)

F—10 (MW :107,000)
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0.2mé /min

0.4m¢,/min

0.6m¢,/min

0.8me,/min

L L 1 ‘ 1 s { " 1 . L
0 10 20 30 40 50

Elution time (min)

H—10 SuperHAS ALIZE 3T RFHMBOIBEDRK
Wk

# 5 &, TSKgel SuperH3000X 2 +TSKgel Super-
H2500
6 mm [.D.X15emX 3

s, THFE i8FE  ;25C R ; UV (254nm)

R T a— 11004 (0.1%), 104

0.8m¢./min 0.6m¢./min 0.4m¢/min 0.2m¢./ min

1004

100 100
100 4 5

(MV]

50

~— — —— T T T

2.b0 3l00 4.00 2.00 3.{)0 | 4."]0('); 5700 4.|00 6.100 8|00 10.0 15.0
[TIME] {TIME] [TIME] [TIME]
E—11 TSKgel SuperHM—H (& 2MERY XF
L DaMoREFREKEE

#3745 ; TSKgel SuperHM—H 6 mm I.D.X15cm

ek ; THFE 8 25C ¥ ; UV (254nm)

2k EER) 2AFvY ,
1. MW 8,420,000 2. MW 1,260,000 3. MW 422,000
4. MW 107,000 5. MW 16,700 6. MW 2,800



3—-3., E—2RHEE

SuperHs Y — XD # 7 294 X, #EROHur PHxe
oY —xXD7.8mmL.D.X30cmd* 66.0mm].D. X 15em i & 3
1rufbl. BEtebrER LI T 2TT, 20K
2 SuperH# 7 213, #EOHmPHu > ) =247 4
CHASTREY— 27 ORBEESHEMKIIRH (Lo T
Y$7.

5 — 124 SuperH2500 & G2500H . i= 35 1} 5 HRHER Y
Z2F L YA-500D— 27 &3 L REHEARORKE.
M —13t212SuperHM—H t GMH—Hiz & 53R Y 2 F
L DE—2ES LEAROBGRERLET,

B — 144 SuperH2500 £ G2500H = 3 1) % EERY
2FLYA-50D 27 v b7 a0 B, K15,
B —164- i2. SuperHM —H £ GMHyz —HR U GMHx. i-
b aEHER Y AF v VRAY. HIRRY 2 F v OB
su= b 7T AORBERLET,

Z DR, SuperHA 7 A HERH T & 12 MK
CREEREN 3 ~ 45 mELTe A Eh Y 3T
T b b REHEAR e AFER) BHORCH~</3~1/
43I ENHRET,

300 =~ 300~
= SuperH2500 % SuperHM—H
E w00~ £ 00 f-
L1
% %
D i )
) oo
100 |— 100 =
- G2500H,, L GMH,x—H
0 ] | ! ] ] 0 | ] ] ] ]
20 40 60 80 100 20 40 60 80 100

o Ap e A0 (1% PEAK (1) HIRAH ) 2 F L2 OEAR (x2)

E—13 TSKgel SuperHM—H & GMHy—H (2 &3
RYXFLoDEARE E— 278Dk

#3 & . TSKgel SuperHM—H
(6.0mn LD. X 15em X 2)
GMHuz—H (7.8mm I.D.X30emX 2)

Ak - THF

& : TSKgel SuperHM—H (0.6m, min)
TSKgel GMHyuz —H (1.0m¢,/ min)

e HERRY AF v (0.5%)

E—12 TSKgel SuperH2500% G2500H (=& 3K Y
AFLrDEARY E— 78S DR

#9 & : TSKgel SuperH2500 (6.0mm [.D.X15¢m X 2)
G2500Hy, (7.8mm L.D.X30cmX 2)

ek . THF

ik : TSKgel SuperH2500 (0.6m¢/min)
TSKgel G2500Hy. (1.0mf,min)

e EERY XFrr A—-500



(MV]

80.0 4

40.0

20.0 A

SuperH2500

G2500H,,

E—14 TSKgel SuperH2500% ft3k& (G2500H,,) (<

S SMERY RFL Y (A-500) DE—IHS
DB

# 7 4 ; TSKgel SuperH2500 6 mm I.D. X 15cm

TSKgel G2500Hx, 7.8mm I.D. X 30cm

SRRk . THF

ik

; TSKgel SuperH2500 : 0.6m¢, min
TSKgel G2500H, :1.0m¢,/min

; 25C ‘

; UV (254nm)

CEHERY 2F v (A—500), 0.1%, 10u¢

[MV]

[MV]

200

100

SuperHM—H

1
60.0

40.0

20.0

0.0

5.0 10.0 min

®—15 TSKgel SuperHM—H & GMHy—H (Z
KR Y XFLORRE

# 3 & TSKgel SuperHM—H 6 nm [.D. X 15cm

TSKgel GMHyz—H 7.8mm I.D. X 30cm

&8k , THF

ifik ; TSKgel SuperHM—H :0.6m¢/min
TSKgel GMH,z—H :1.0m¢,/ min

B 25C

it UV(254nm)

Reh ;AEEERY RF vy (1040)

1.

MW 8,420,000 (0.02%)

2. MW 1,260,000 (0.035%)

[~ IS

MW 422,000 (0.06%)

"MW 107,000 (0.09%)

MW 16,700 (0.1%)

. MW 2,800 (0.1%)

&£ 3



[MV]

[MV]

150 SuperHM—H
100 +
] GMH,z—H
50- A
it
f
S e NN
T T T
5.0 10.0 min
150 SuperHM—H
100
GMH;,
50 '/x'
I
i
T I
e e /’ AN
T T
5.0 10.0 min

El—16 TSKgel SuperHM—H r#R&Ic & 3 HRAEH
JXFLDE—=IBEDLE

435 & ; TSKgel SuperHM—H 6 mm LD. X 15cm
TSKgel GMHyz—H, TSKgel GMHy
127 8mm [.D. X 30cm

is8wE ; THF

i#& ; TSKgel SuperHM—H : 0.6m¢,/min
ZOft : 1.0me,/min

mE  25C

gt 5 UV (254nm)

P HEARY AF vy (0.25%), 20pf

3-4. BRXHE

SuperH ¥ ¥ — X, Hur & ¥ — RO FTEIEHEA & 7] —D
bORBRTLL T Y £ TOTHREAOBZEEETOD
B EE R He > V) — X EREEF L OGN E T,

%3 i TSKgel SuperH2000¢t G2000Hux & U
G2000Hy, O A MEE S T OB - DHEFHED L]
¥EL3 T, COF—RID, ZE4URTRBLEAED
AAVAEE M EIAIE T H 5 THF » 6 IFE T ATRET
HrItvbnryhid,

#&— 3 TSKgel SuperH2000 & G2000H,z, G2000H,,

) 7 RRVE -Lod o)

B - AUEE
3 %
SuperH2000 G2000Huz G2000Hx.

Pz 1.00 1.01 1.06
Ny 1.01 1.00 —_—
THF 1.00 1.00 1.00
SAFwFENLT I (DMF) 1.00 0.99 0.86
7 b 0.99 0.99 0.86
A% /7 —n (MeOH) 0.98 0.98 0.67
THF/7%k=1/1 0.97 0.98 —_
MeOH,/7k=1,/1 0.92 0.93 —_
7K 0.85 0.86 0.52

s THFTOWMEEHEE1.00¢ LT, FEAREECORHE-
IR,

TSK—GEL SuperH ) — X DB ZTIMATHE
BN

®-4

prvry, ¥vvy, ruukns (CHCL), RyvEy, ¥
suurRy, YruunrRy FXFrrrsT I
(DMF). ¥ A F v Znk%k > F(DMSO), ¥4 ¥4 N—
AFrrrly Fo (NMP), m— 2 v —n /CHCL. ¥/
v AFrzF s by (MEK), oYz nu~xr ¥
(ODCB). hY Zzuwu~r¥y (TCB), ~¥¥y7nviuAd
v >*n,¢)—n(HFIP), HFIP/CHCl;.0—7wnu’7x/ —
»(OCP). OCP,/CHClL,, ¥y ¥, poE b E. BT
n. A% —n(MeOH). MeOH,/CHCl,, THF/MeOH.
Freby 2RI = FAFNTEFT I T
F5¥hy. 1—2snuFr7xvy FC—113, b Y 7R uxrX
v




[ —174z. SuperH# 5 2 (SuperH2000, SuperH3000
R tfSuperHM —H) # THF A » 6 %, FEOHKE
B (v o/ —n3T) CRBL, FEZR
BBEEO THF T OBERERK T 5, KiRFKDOTHFT
OEBEBOEGOEERL & . BERHRIE. THF
o, SEARSECRRL, OFET 1 ERK
Eth. BUTHFCRHRL TH 6, ROFT L o FHEIEEC
RRL T FEZBRALTCE T, T4bb. 2OR
BRAEETR., EROAHEE~ERTRRL TV (FOD
AT LOFIEME (47 250F) ORLLBELTC2)
DTT,

SHhODERDL, wIhDSuperHA T &0 T b,

B 59 b HMIEEA~ DR RIEOBRBEEEIF L2 b
y v, SuperH> Y — =12, TSK—GEL Hyo ¥V — XL
R SRR R CER RN, BEE - BA
HOECHFLTHLI LD bIYET,

X —18t-. SuperH2500(> & » ZIEAEMIAH (THF,
CHCl,, DMFRU'CCL) TOE#RY X F1v VBRAWMOD
Sy v b 25 ADE R, K—19i2 1%, SuperHM—
Hiz & 2 BEAKEETOEERY) 2F vV BEMO S
oo 77 a0BERLET,

DMFBEE Iz D Tk, TIRA L IZHER Y 2 F v U D
HEfeloze? | THFRPCHCLO RIS b b R
YAFLUDBEHERVKRES R TEH Y T, i,
BaFR7v— FTH 5SuperH2500T 12, = DHEH
SHETT, CORLEAIR, BEEREL L TRER LD
HEEEFASCRY 2F L4 %2 F (PEO) OFER
PRI N T,

—
=3
=3

1)
=3
T

rMvxy Va=l=k VTN DMF HFIP DMSO
y N — L L
N—AFN¥OY Ky o—o007x)—N 7xhry R )
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