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1. IS

FVREIAY NTT 74— (GPOIE. B TWHED
DT RROG TR 70 & D5 T % W B A 17 54T
FEE LT, HBWEECERERIC, FmRAEsRY
GEDHMMPSELERLTVET,

LAk, 19834F 1 milkRE A B A R GPC 71 7 4 TSKgel
HY A7 XL¥ ) —ZA(LLFHa ¥ — X) 2l L,
ZOMERRIIBIE E TICAS TR KRS LT E 37,

WA, Ty V=TV YT IAFy 7 IR EEINDE
TR CERE 2R B T EM O - W baNERIL L T
WBHT, THHDOFRY v — 35 - B TH S
72O, fEkEMENTCE27 b Fu 75 v (THF)
R UURNV LG EOEBANIIEEE (F7213R8E) &2 0.
Ok AR) v —OGPCHlEEH L L CTIZ. THF R 7 1
ORIV AL EICEDLNA WA LR ~ — 250 L 72 i
PRE - FHSNITETnET, flzid, 2,22-bY 7
VABO LY ) — )V (TFE)RAFH 704104y 7
J—=)(HFIP) D7 vAt7 v a—uV" Ry g 7L
07z /—V(PFP)/ Z7uoukxiia? N-xFLEnO
)R (NMP), Y AFVENVLT I F(DMF)®RY AT
VAN ERF Y F(IDMSO) % &E23BIFonFEFT, oo
BT, THF R 2 0 0 )b A2 A~ AR P 2358 < Rk EE O
LONWIFIEAETHY), BIROHa 71 7 4 TOMEH N
AV ZENOE S, 72 THE 205 2N SO EHRE
AL EECH ) . EHEMCHEZIT 52 L2
BoTWET, S50, WIERMERE GRS T
RHEAIX. FoHEA & AR OMEERIC X 2 - K5
LEOBEBROND LR DET,

bbb, WEROMESRET @ ZIE. 7T 412 Ha.
B THE 2 /) O A TlE, FHEAR ) ~— O GPCHll5E
OB, et IEMEN 2 R 2 2 & ASHIEEZ R
Ko &TnEd,

TSKgel HZ 4 7 HR ¥ V) — X (LLF Hue 3 U — Z) 1
C ORGIREE R R BB - REF S N TERF £ T

WL 72MHERASRE 0 H 5 . ARREBHAGPCHI 7 4T,

H 31 — RITHA, &) BB D 5 VIR TTo
Mgtk psa b L7 T 7 A TY,

= ZClk. TSKgel Hux ¥V — X DY, FAREY
KM OHIEISH BN DWW TN L 3,

2. B

TSKgel Hux ¥ ') — X 1&, TSKgel Hx ¥ 1) — X Dl
LRI 2 PR 5 72 23 6 IR H ISR E TRAR] - PUROIZE A L
BVWEEICREGEN AT L Y-V Ry ¥ U RS
FEERTTOT, BMEBEANOSEDIELH Y . B
THEMZ L — FomERibd ER s TuwEd,

K—1ICHw> ) — XL Ha v ) — XOMEFEO LR %
R LEY . EATHER 7 L — F(G5000Hu:~ G7000Hux
B O GMHie-M, -H) &, RO Hx. &) — XD 10 um ®
FHFHN Ly 5 umOFIEHI A EH L T 2720, 7
AEFERRELE0A% 14000TP, 30 cm#* & 16000TP, 30 emlZ i) k-
L.t s cwEd, £ 0 FRlEms L —
I (G1000H ux~ G4000H e S O GMHur-L) 12 13 Hx ¥ 1) —
X EASOMREF R SETOES, 72, BT 0B
HICITBEESF - Sl 7 L — P LTRSS um D
Q) AT HELTVET,

-2\ Hiw ¥ ) — RO EBEAIRT] e G0 — B3k
ZRLET. ZORITIRIERIC, TSKgel Hir ¥ ) — X
B DGRBS HE T, SIS DEBETO%R
EEICOENTHE T, T2, WAHWD L EERERIZE
BEAIASIRATI B & 72 BRI, THF AT A S h7zik
BTSN TwES,

B—1~FE—8I2, &KMEEBIIBT 2 KHEEMESE %
FITHIGE L 72 TSKgel Hux ¥ V) — X OBIE % R L
9,



£—1 TSKgel Hr>P U —XEHw I U—XDMRED LB

HHR HXL

A7 A kiR PREEFERRBCE RITIR REEEREREK
(xm) (TP/ % 5 &) (um) (TP/ # &)

G1000H 5 16000 5 16000
G2000H 5 16000 5 16000
G2500H 5 16000 5 16000
G3000H 5 16000 5 16000
G4000H 5 16000 5 16000
G5000H 5 16000 10 14000
G6000H 5 16000 10 14000
G7000H 5 16000 10 14000
G5000H (S) 13 8000 — —
G6000H (S) 13 8000 — —
GT7000H (S) 13 8000 — —
GMH-H 5 16000 — —
GMH-M 5 16000 — —
GMH-L 5 16000 5 16000
GMH — — 10 14000
GMH-H(S) 13 8000 — —
GMH-M(S) 13 8000 — E—
R TR E S

HT LA X 7.8mm LD. X 30 cm

#HER 7 I Fr 7 g Y (THF)

1.0 mL/min

OB XU v 0 G1000H~ G2500H
n- 77 VXY 1 G3000H, G4000H K OF GMH-L
Vv rsunF 7y L— bk G000H~ G7000H, GMH-M
K U*GMH-H

].

o
w=F

S
s

F£— 2 TSKgel Hind U — X DB RM
T IEZE A5 VT 8 70 VS I

THF. hvzy, XYEY, ¥V ¥, Zuuik
VA, Yruuxryy, Yyruuxrp y, NN-Y
AFNVENVLT I F(DMF), YAFIVANLVEF Y
F(DMSO). 1,4-YF FH v, n-~FH v, ¥ 7
gAnFHy, FFA v, 1-AFNV-2-¥a) F¥
(NMP), ¥/VU Y, m-2VY—=l/7aafiVAh,
AFNVEZF IV b Y(MEK), 0o-YV 7 BUXYE
v (ODCB). 12,4-+Y 7 v ua X ¥ ¥ »(TCB).
1,1,1,3,3,3- "F % 7 vt a-2-7ua,x /) — )
(HFIP), HFIP/Z7uuaiiVA, ¥YI v, o-7 1
07/ =)/ 7aakivi, MELEE, R
FNAY )=/ 7BU0RVA TV, ¥ ) —
V. NNN- Y AXAFVT7+E2 b7 3 F(DMAc). 1-7 1
utr7%L >y, FC-113. NYZrZuux¥ v




DG1000Hux
@G2000Hux
@GZSOOH HR

10°- @G3000H
©G4000Hix
®G5000Hur
10°F @G6000H nx
®G7000Hux
@
104 —
R
10° -
102 [~
| 1 1 1 1 1 L
5 6 7 8 9 10 11 12
AR (mL)
Kl—1 THF TORY ZAFL & ZHKIERIE
#1592 TSKgel Hur 3 1) — A (7.8 mm 1LD. X 30 cm)
AHET . THE
it 3 5 1.0 mL/min
w25 C
M UV(254 nm)
OB EER ) 25 L Y
106 -
105 -
EE
10
R
103 L
10
1 1 1 L 1 1 1 1
5 6 7 8 9 10 11 12
WA= (mL)
R—2 THFTORYZFLUICLDZHKIEME
715 2 TSKgel Hur 1) — A (7.8 mm ILD. X 30 cm)
B o THE
it 1.0 mL/min
moE; 25T
M Hi UV (254 nm)
WOR R 2T L v
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@GlOOOHnR
@G2000Hnx
@G2500H 1
@G3000H 1
®G4000H ux
®G5000H i
@DG6000H iz
G7000HI!R

70O00FRIVLATDERY ZFL Ik BEIERTE

i TSKgel Hur ¥ 1) — X (7.8 mm LD. x 30 cm)
;7 kivA

;1.0 mL/min

125°C

; UV (254 nm)
VREHER ) XA F L

5 6 7 8 9 10 11 12
{4 (L)

JO0FRIVATODRY ZFL I & BB IEREE

; TSKgel Hir 1) — 2 (7.8 mm 1D, X 30 cm)
A= 0=F:i9 A

; 1.0 mL/min

;25T

; UV (254 nm)

JEAER Y ZAF L v



MDG1000 Hur MG1000Hsr
@G2000Hur @G2000Hux
100k @G2500 Hux 10°- ®G2500H 1
@®G3000 Har @®G3000H ur
®G4000HIIR ®G4000HHR
®G5000 Hux ®G5000H ix
10°+ @DG6000 Hik 1051 (DG6000H &
®G7000Hx ®G7000H 1x
1 glgﬂ
H’" 4 1 4|
a 10 & 10
103+ 103k
102+ 10*F
1 1 | I | 1 1 1 1 Il
5 6 7 8 9 10 11 12 1 12
VA R (mL)
K—5 HFIPTOERYXZIJILEAFIVIZLBEKIE X—7 DMFT®OPEO RV PEGIC& ZHIEHIE
iitf 515 2 TSKgel Hur 31 — A (7.8 mm ILD. X 30 cm)
#1524 TSKgel Hur ) — A (7.8 mm LD. X 30 cm) HER 10 mmol/L %4k F 7 4 in DMF
VABEW 5 5 mmol/L MY 7V ulEfES M) 7 A in HFIP 7 5 1.0 mL/min
it 3% ;1.0 mL/min W E 25T
o 40T W H S RI
M H o UV(220 nm) OB EER)IFLOFFYRROR)ZFL VS
SR HEHERY) X & 7 ) VR X TV 1) a— )b
10°F 10°-
105 - 105+
GMHu-H
Elf m[ﬂH
Jy 104+ ;; 104+
GMHm»<M A
GMHI[R_L
10°F 10°F
10% 102+
1 1 1 1 1 | 1 1 1 1 1 1 1 1 1 1
5 6 7 8 9 10 11 12 5 6 7 8 9 10 11 12
HHAE R (mL) B R (mL)
K—6 HFIPTOERYXZYJILEEXFIVIZELBEKIE E—8 DMFTODPEORUPEGICLZHRIEMIE
BhiR 715 2 ; TSKgel Hur ¥ — X (7.8 mm LD. %X 30 cm)
515 2 TSKgel Hur 3 1) — X (7.8 mm 1LD. X 30 cm) BHER 5 10 mmol/L &AL F 7 4 in DMF
VEHET 0 5 mmol/L MY 7 VA ufERES b 7 4 in HFIP % ;1.0 mL/min
it % 5 1.0 mL/min O 25T
O 40T e M RI
M HY UV (220 nm) R OB EER)ZFLUFFYFROR) T L VS
OB R ) X Z ) LR AT Ja—



3. EXNME

3—1. BAFRERTL— KO EEERE
2 — 11278 ¥ 512 G5000Hm: ~ G7000Hnr. GMHux—M
KO GMHue HO @5 e 7 L — i, 18k o Hx
V) = ADZIIHA, FEIEA O F % 5 um (2 Hk:
FALL TV A0, BaliEE 2o TnET,

B —9 12 G5000Hsr & G5000Hx1 |12 & % &Y AF L v ik

TSKgel G5000Hnr

-3

GRE oGO~ b A0 RE Y, BI—10121F
GMHur-H & GMHxr, GMHu-H(S)IZ L B R 1) ZAF L~
RERBOSE 7O~ N7 LAONEE R LE T WS
L= FELMERDOH L) — AL ) bEERETH 5 =
E3bh) 9,

TSKgel G5000H x..

0 5 10 min

X—9 TSKgel G5000H= & TSKgel G5000Hx. @

DRERE D LEB

717 A ; TSKgel G5000Hur. TSKgel G5000H x.
(F£127.8 mm ILD. x 30 cm)

; THF
;1.0 mL/min
;25 C
; UV (254 nm)
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1.MW 2,890,000 2.MW 1,260,000
3.MW 422,000 4.MW 107,000
5.MW 42,800 6.MW 10,200
7.MW 2,800
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5 10 min

5um
(GMHur-H)

10 yum
(GMHx1)

13 um
(GMHux-H(S))

TSKgel GMHIC& B3R U X F L VEEYMD 35

; TSKgel GMHur-H. TSKgel GMHxu.

TSKgel GMHur-H(S)
(4=T7.8 mm LD. x30 cm)

; THF

; 1.0 mL/min

;25 C

; UV (254 nm)
JREHER ) AT L v

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—2. EHEREE (HETP) ORREKEM

RO E S S (HETP) ~O 8L, FEIEHI O RLT-
. WETTFORE SEBEROME S LK E R L
F9, I TIEGMHuH (5 um) Z:#IRL . HEHZIZ7
ZIOVEEY 7 a~F 2 )V(DCHP) % vy, GMHxw (10
um) 2 O°GMHu—H (S) (13 um) & @ HETP O Jii# ik
HOWEAE—-111IR LT T,

5 F 38 CTH 5 DCHP % 75 #E 3 5 B, GMHueH (&,
THEDE < %o CTHHETP DALY /NE VDR L
GMHx. % GMHue-H (S) 1. THEDEEE 1. ik
(1.5 mL/min PAE) TOHETPAKE { o T E T,

D& HIT, FIA KA/ E v GMHiH
TlE, &5F28 (DCHP) 122\ T HETP D AR AR
/NS V72D, FRICR G (1.5 ~2.0 mL/min) & v
THNREHZ T 22 LA TEET,

40 -
—~ 13 um
g a0 b (GMHue—H(S))
Y
= 10 um
= 20r (GMHx.)
10 | 5um
(GMHe-H)
| | |
0 1.0 2.0 3.0

L (mL/min)

X —11 TSKgel GMH ([CH (T B BIERZE &
HETP O

717 A TSKgel GMHur-H, TSKgel GMHzx1,
TSKgel GMHux—H(S)
(37_C7.8 mm LD. x30 cm)

; THF

:0.25 mL/min~3.0 mL/min

125 C

: UV (254 nm)

OB 7S VERY v 7 a2V (DCHP)

El
=
=

i
W

e
EE

—1212 GMHur-H, GMHux—H (S) & O'GMHxw 12 8
VT B E RO EERE L FE O BRI L £ 3, rHE
RED AR, GMHueH (5 um) THed D% 7o
TWETH, FRIEAOKAFEIZDDD 5T HEDE < %
BIZONTHBEREAET LT E T, L7nso THIZH
TR R ST A 8A 1. 0.5 mL/min DUF O §t# A
BMLTWa EEBEbIET,

B—13 ~E—1512. GMHur-H. GMHx. & 08 GMHur~
H (S) 2B 2 HHER ) AT L R AR O 738 0 it 138
BAEMEZTR L 90 50 FEA300 FEE O 5 T3 B
Wb GMHmH i, G AN &S <L B T O
WATEETY, 7275, HADE—r DY v — 7 HS%
LR 5L Emof e eb— kTR, i#i30.5~1.0
mL/min 2%%# & b §,

5 um
(GMHUR_H)

g 2.0+
=
X
N
I
=
S
2E 1.0
B2
G
| | |
0 1.0 2.0 3.0
#t# (mL/min)

K —12 TSKgel GMH IZH T 2 BIEHRE E
BERE DR

715 2 ; TSKgel GMHur-H, TSKgel GMHxu,
TSKgel GMHux—H (S)
(F_C7.8 mm ILD. x30 cm)

EHER - THF

3 5 0.25 mL/min~3.0 mL/min

m E 25T

e i UV(254 nm)

OB R ) 2T L v
MW 2,890,000 /% U8 422,000



2.0 mL/min

1.0 mL/min

|
2.

)

5 min
3 4

2
1
2
1
2
0.5 mL/min M
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5

3 4

| |
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¥ E B M

10 20 min

TSKgel GMHuw-HICK B BEFRUYZFL 2D
PREDRE KL

; TSKgel GMHux-H (7.8 mm LD. X 30 cm)
; THF

0.5, 1.0, 2.0 mL/min

;25 °C

; UV (254 nm)

Fl RN ) A F LY

1. MW 2,890,000 2. MW 422,000
3. MW 107,000 4. MW 16,700
5. MW 2,800

x1—14

2.0 mL/min 3 2

1.0 mL/min

0.5 mL/min

0 10 20 min

TSKgel GMHx IC L B BERY ZFL > D
D BEDRRIKEFME
; TSKgel GMHx: (7.8 mm ILD. X 30 cm)

# ; THF

; 0.5, 1.0, 2.0 mL/min
125 C
; UV (254 nm)

CAEHER ) ZAF L v

1. MW 2,890,000 2. MW 422,000
3. MW 107,000 4. MW 16,700 5. MW 2,800



3—3. BB

2 —312 G2000Hux & G2000Hx1. O & Fi A #vA i T o
FEHEA O - PR O B AR L E 3o He v ) — X
DFIEF L K FEE A O - P2 Ha ) — X2
N, RN E L o TVETOT, 7T L0
Ta % THF 7 5 KB EANE LRSI TH S 2 &
TS E T,

2.0 mL/min 3 i
2
1
| ! .
0 2.5 5 min
1.0 mL/min 3 £
2
1
| | !
0 5
0.5 mL/min
L L '
0 10 20 min
K —15 TSKgel GMHu-H (S) IC &k BIEHERY 2F L >

F
NI
>

Sk

%}-
E B E X

D5 B D TR
; TSKgel GMHur-H(S) (7.8 mm LD. X 30 cm)
; THF
; 0.5, 1.0, 2.0 mL/min
;25 °C
; UV (254 nm)
s RER Y AT L v
1. MW 2,890,000 2. MW 422,000
3. MW 107,000 4. MW 16,700 5. MW 2,800

797

Fz— 3 TSKgel GMHu & G2000Hx D B - I #4554
D8
N - DGR
B
G2000H ux G2000H x.
Fvzy 1.01 1.06
Ny 1.00 ——
THF 1.00 1.00
DMF 0.99 0.86
7 b 0.99 0.86
AR —v(MeOH) 0.98 0.67
THF/7k=1/1 0.98 —
MeOH/7k=1/1 0.93 —
7K 0.86 0.52

¥ THFCOREMAERE21.00 £ LT, SHEAELEC Ol -

LA

K—4J 'R —512, EBEIZH T L% THF 2 HHEE,
o> A B I 2 5t L 72 R D B e B D L Z R L £ 9
ABEZEHE, THE 20 5 8%, ARG L, 205
BEC AR E R, O THF I LT 6, o F i
BN L T CHEEF AW TWE T, T2 b b
3, (THF B 211y bE LT R%2H
PE AR L T WO T A OFSHEEDO AL %
ATHET,

F—4 Tk, G2000Hux |23\ T SHHH O A BB~
B AT > T FETH, N ¥ U OBGHEHIE, 3L
AEZEALLTES T, BIHSARIZS, 7T DI EHETH
LT ENDLRYET,

2 —5TIZG1000H &% 1FG2500H |25V Ty Hux ¥V —
ARV Hx 1) — X OEBEEIHRE L L T E 9, Ha
Y1) = ATk, 7 aa R LA, DMF O EREASHI3] E
T L7225 HFIP ISR L 72356, 1 7 20 AR
(void) A TETL F v, FIEAAGHEL T ET,

=75 Huw 1) — ZIEHFIP (X LT THE 22 5 [ Fz
BT RETH ) . 2Dk, il Ty ) — L FE
THEBRT H T LA TY, (7272 L G2500Hne Tld %
) = VERBO N X QBN PRAEBEL D 16,0008
*ETTEboTET)



PLE® X 912 TSKgel Hir v 1) — Xl #ERO Ha &
)= X CTEATRETH o 72 RIEE(THF, 7 0ok )L s
) 7 5 B A (DMF, HEIP%) ~NOSHAT HE L 72 )
F L7 FEmacd id0.5 ~1.0 mL/min &\ 9
SO E R LETIT) T e TEET, SHIZA
B O B A O W ZE I () 213 DMSO — DMF,
TbroA5 =) AHETH ), FITHEORW

F— 4 TSKgel G2000H ws DI 14 32 it

BEEANOBIICE L Th ., — MBIk LTo
0.3 mL/min PUF OIRFEEIZ X 2 BB TS TE 5
LEZLNET,

CDEHZ, VRO N T L THE A DFRRBEN DR
MNTE D720, HRA 7 A% AU, A A REE
TORHIITA FFICE L OHRPAFTE LT L’

) # 7 & No.l 77 & No.2
& B -
HEHEE (TP/30 em)

THF 22200 20900
ZanasRv
THF 21400 20300
DMF
THF 21800 23400
DMSO
THF 24100 21200
CEAxHF
THF 223000 20700
ODCB
THF 22300 21100
VN %
THF 22400 19800
HFIP
THF 22000 19300
X7 )
THF 21700 19900
GRIETREM)

T A N AEEAOZHEEOFEH 0.5 mL/min
BLOSHRR O © 25 C

THE 705 7 A M EHEANO TSR] © 161FH]

T A MEBETOREYIR ¢ 180

7 A NEBED S THF ~OZZHEOFE © 1.0 mL/min

B L OSHEEF OB ¢ 1HERH

(ERERER BRI S

; ; THF

; 1.0 mL/min

;25T

; UV (254 nm)

s N2 20 ul

oW B S oY
¥ E B OB

MrrcE 9,

F&— 5 TSKgel Hin & Ha o U — X DBEEITIEMED

fid 3
Hur Hxwo
e i G1000 G2500 G1000 G2000
HEEHE B (TP/30 cm)

THF 18700 20700 20300 20550
ZanasRivih
THF 19000 17800 20400 20800
DMF
THF 18700 18200 17200 21300
HFIP Void* Void*
THF 18200 16600
RXF eI v 7 Void* Void*
THF 18500 17400
DMSO Void*
THF 16900 18200
PusE At iR R
THF 19500 17200
R ) —) Void*
THF 17200 15400
(BRI )

T A NEHEANOZEHIEEOHE 1 1.0 mL/min
BLUOZRROmE 25T

THE 5 7 A MEHEANOZSHRERR] © 245

T A MEBETORGEDIFE ¢ 1M

7 A NERED S THF ~OsCHREOHHE 1.0 mL/min

B LORHRF OB 1 RFRH

(PR R BURIE S 15)

EHER ; THF

i ® 1.0 mL/min

W R 25T

T 5 UV(254 nm)

OB N2 4l

* 0T AAD NS, BRI L7z,



3— 4. BWEVEE I—5. B2 FOIB

—16 12 G2000Hux /% UF G2500Hxx. G2000Hx. & G2500 ABOSHIZ L T, RIA DMK FL 21TV, AT
Hx % §it#2.5 mL/min T L 72BE D 7 7 AR)=E D% L OmtERe bz E L, BRI SR E 2 # T3 5
LERLET Ha P ) =X, SimdTlE, 7= 7 Zhid, ERICHEERARZETT, Ll @O TdH5
B & & D ICHEREBORTPBE SN E 725 Hin WIEHEE ST OTHE 5 FeE R N FeES 2 BHER <
) = Z42iE, 400FEMH T b HERBEBOZ IR E TE 5 IEFEIZHIE S 5 7201213, FHCRDIHBIZOWTERT
F Hiw 30 — X3, SR T DI AEDH 7% 55, LWHENH) 5,

MR I BTV L T e 2Sb ) 3, OB = GRE, EAR)
@F —/N—u— FHZ
©FZss 4l
@ T niE

G2500H ix

20000 G2000H nr

Q‘E\ G2000H x.
3}

(=3

S

f_} G2500H x1.
£ 10000

&a(_

&

B

| | | |
100 200 300 400
18 R (hr)

E—16 TSKgel Hwn & Hx TOBERETD
H7 LRHEEE

717 I 5 TSKgel G2000H#r, TSKgel G2500Hux
TSKgel G2000Hx1. TSKgel G2500H x.
(%7.8 mm LD. %30 cm)

BB THF

it 5 1.0 mL/min

W JE 25T

e i UV(254 nm)

S O

PR BN B St 13 R — 4 1R U

1] —



I—5—1. AHATE

AEEW R EEEOST', TE, BEE K O TEiE A
DRFRAARIEL . BFEIRKE VT E, F 7R FED
INEVIZERB AR NS D ET. $20 BT
HAEomE, AT EE RE (T2 B LTk
PURBREEZ T C0.02 L), EAEEE LT
LT ENHOENTHETI),

X —17 {2 GMHur—H & GMHxw % O GMHue-H (S) % H
WCHEHER ) 2 F L 2 0 MW2,890,000 & 422,000 D45
Mg & . FAEHEAZROBRE R L £ 9, SHERe 0 ERE
AR EL, HTFEINEVT L= FIZEREL 5
TWE T, FHEREZIRT S8 2w KEUEHE A & 13,
GMHux-H T2 10 L BLF . GMHxw T1E#920 uL. GMHux
-H (S) TIFHI00 uL £ 2 5N F ¥, £72GMHu-HT
4 —N—u— FHEPR O N2 WAL W E e
750 uL BRI L T M E W RERE S b LT E
To SHIZENL EOEANEDPLERGEE, KD
K& TSKgel GMHu-H (S) MEN TV 2 Z L H5b A
nEd,

GMHur—H
=)
S
N
¥ 2.0F
. B GMHXL
Jm 2
B
®g GMH T (S)
© 1.0
[aN]
2
2
| | |
1 10 100

ARHEA & (ul)

RK—17 TSKgel GMHICH T3 RFHEAE L
S RERE DRI MR
; TSKgel GMHur-H, TSKgel GMHzx1
TSKgel GMHur-H(S) (£57.8 mm I.D. X 30 cm)
; THF
1.0 mL/min
125°C
; UV (254 nm)
s BEHER ) 251~ (MW 2,890,000, 422,000)

&
(i
o

o
%l?t
b=

oy
=t

% B
® = B K

3—=5—2. #A—NN—O—FHER

AEAS R BRI, BT T 2 B R
FARDPEINT HI12ON T, F—N—0— FERPES
NHZENHN FT. B—18 ~F—20 ICKH FEDEL
BHIEIRANC BT A RHE AR O E LR LE T, B—18D
GMHu-H Tl #FHEAE20 uL LLETMW2,890,000
OFERDS FEHE A =100 L TMW422,0000 5808 T 7 —
N—O— FHEERPE LN, €= -720 ., E%%
BHMELDSENLTETWE T, B—19DGMHx T
IE. B E 100 uLiEA L72GE. FEOHEEI R 5N
ESCae

—Ji. FFEOKE V(13 um) O GMHue-H (S) Tl
F—nN—u— FHREIRSNT, 3-5-1Til~ 7/ &
I EOTFREZEAR RS LW EIE. 2o
GMHu-H(S) DS f#i & 52 £ ¥,



AEHEA R
5ul

o

20 uL

[S2]

9 100 uL

| |

X —18

&
N
o

e
%ﬂ_@t
b=

B % Hd
¥ E B E

5 10 min

TSKgel GMHu-HIC KB HRY XZFL > D33t
KB 5EMATEORE

; TSKgel GMHux—H (7.8 mm I.D. X 30 cm)

: THF

; 1.0 mL/min

;25 C

; UV (254 nm)

;HEHEAR) 2 F L v (5 ul. 20 uL. 100 L)

MW 2,890,000(0.5 g/L)
MW 422,000(0.7 g/L)
MW 107,000(1.0 g/L)
MW 16,700(1.0 g/L)
MW 2,800(1.0 g/L)

oo W o

4

BPHEA i
5 ul

3
2
1
4
3 5
2 2 uL
1
5
3
2 100 uL
1
1 l

X—19

&
(]
i

5

W BI S O
E & & ¥

u
-
_\4_,

5 10 min

TSKgel GMHx ICL D RUXFL > DORBEICEH

T32EABMEREOHE
; TSKgel GMHx..(7.8 mm IL.D. X 30 cm)
: THF
; 1.0 mL/min
;25T

; UV (254 nm)
 fE#ER ) ZF L v (5 ul. 20 uL. 100 L)

1. MW 2,890,000(0.5 g/L)
2. MW 422,000(0.7 g/L)
3. MW 107,000(1.0 g/L)
4. MW 16,700(1.0 g/L)

5. MW 2,800(1.0 g/L)



Al EHE A R
5 ul

NJ\W
| |

&

>

=

¥ OE W

5 10 min

TSKgel GMHuw-H (S) K& BRY ZFL > D |

PEECHTIRBMAREOHE
: TSKgel GMHur-H(S) (7.8 mm 1LD. % 30 cm)
; THF
; 1.0 mL/min
;25 C
; UV (254 nm)
;AEHER ) 25 L > (5 L. 20 uL. 100 uL)
MW 2,890,000(0.5 g/L)
MW 422,000(0.7 g/L)
MW 107,000(1.0 g/L)
MW 16,700(1.0 g/L)
MW 2,800(1.0 g/L)

oo W o

3—5—3. 2FHUM

ORI, KIS FHBONE THE ST T,
88 YT (Shear degradation) 1%, ik FFe3EH#] % H
Wz, mETHE LS EIOEZ DR e 9,

B —2112 TSKgel GMH % H\> 7z, 2 FSH I & FeiE
FIORFREOBREZ R L 9, iit#l.0 mL/min DF;E
B TR (MW 20, 600,000) 2SIEEICHEHB L TW A
DIF, K FEDKE W TSKgel GMHumeH (S) DA T,
TSKgel GMHx. % GMHee-H Tld 53 FEHUIFIANE X, K
BTHNH e €= BRI N TV E T,

TSKgel GMHuz—H (S)
13 um

TSngl GMHx.
10 ym

S

TSngl GMHux—H
5 um

St
==

Ei
e

2 4 6 8 min

K—21 TSKgel GMHIZH U 3 EHFEED

DFHE O F R EFHE

717 A 5 TSKgel GMHur, TSKgel GMHx.

TSKgel GMHur-H (S) (#£7.8 mm 1.D. X 30 cm)

EHER C THE

; 1.0 mmL/min
1 25T
; UV (254 nm)

AR BEER Y ALY F-2000(MW20,600,000)

20 1L (0.025 %)



R—22121%, TS O ERAFEZ R L £ 9 HWZHZENTEEFEATL, Lo T Hr¥ ) —

GMHx. T, i# %2 0.6 mL/min FTFIFAZ Li12d& o AT TR ET 25 513(8) 5 4 72T
ThHT#HOmsMzs2ZerxTc&EEd, La2rL ORI E b T,

GMHux-H T, #i#0.4 mL/min Tb. 75 F#H Y%

TSngl GMHuz-H TSngl GMHx.

7% 0.4 mL/min
7% 1 0.6 mL/min
0.6 mL/min [J\‘

0.8 mL/min J\
0.8 mL/min
1.0 mL/min M 1.0 mL/min ’ \

1 ! ! 1 ! ! I | I [ ! ! ! !
0 2 4 6 8 10 12 14 16 min 0 2 4 6 8 10 min

E—22 TSKgel GMHu-H & TSKgel GMHx ICH (T3
D3 F UM O R R KT i

717 I TSKgel GMHer-H. TSKgel GMHxw
(%7.8 mm 1LD. x 30 cm)

W THE

# ;0.4 ~1.0 mL/min

i FE:25C

Bt UV(254 nm)

K E#ERY) 25 L 2 F-2000(MW20,600,000)
20 41.(0.025 %)



3—5—4. D7 LRE

— WA A T AIREDE L % B kL AR (KD 0%
fBick ., ABoBEHER LAY F39, B—2312,
GMHux—H % H\W 720, SR Y) X F L U2 X 5 80E
Mi#tD 7 7 2R Z R L £ 3,

10°
10°
i)
N
R
10¢
103 -
X —23
RN
atialid
PORBLS
o
M
N O

TSKgel GMHur-H (C & (T 2 S IEBIfR DR E &
=i

; TSKgel GMHux-H (7.8 mm LD. X 30 cm)
; DMF

; 1.0 mL/min

;40 T~80C

RI
BELHER ) AL v



3—6. IVIVRATL(NZTEA1T)

TSKgel Hir¥') = ATk, V=T ¥4 TDIv 7 R
NI L%3ITL—FHABELTCET, GMHuw-HIZ, 57T
#10° ~10" 04 Wi T, F 72 GMHue-M &, 41 #:500
~10° 43 Wi i P CHEOE Hf S BRI A R T h ) 9,
GMHur-Lix. T EIO'LT S TREHC, T4
T — AT HICEEEF SN THB Y . FFISE ST b 47
L3640 I~ — g a2 R R CHEST 5 v,
INE = UAHHICERE T & H1S, BES T IS
GMHuw-H (S) & GMHuerM (S) % H & L T » %
E

TSngl GMHux-M

TSngl GMHux-H

B —212, ##EIC THE 2, SURHCEE#ER ) A5 L
YERERA L ROBIEMHEERL 9. B—4. R—6.
K UOR—8121k. Z uusk)L s, HFIP } I°DMF % i
TS L 72 OBOE 2 R L9,

B—24 ~R®—27121%. GMHux ¥ 1) — X2 X 2 fZieAR)
AF VL REBEOGH s ux NI Ao R R L F
o

TSngl GMHuz-L

6

I L
10 min 0

! |
10 min 0 5 10 min

X —24 TSKgel GMHu > U — X DIE#
R ZFL 2 ORBEDLEE(1)

715 & TSKgel GMHu-H, TSKgel GMHur—M,
TSKgel GMHur-L(%7.8 mm LD. X 30 cm)

e . THE

Jit ;1.0 mL/min

e 25T

o M UV(254 nm)
R R 2T L v

N w o=

MW 8,420,000 2. MW 2,890,000
MW 1,260,000 4. MW 422,000
MW 107,000 6. MW 42,800
MW 10,200 8. MW 2,800



3

TSngl GMH#z-L
3
TSngl GMH =M 4
5 5
7
TSngl GMHurz-H
5 4
3 7
2
4 6 6
7
6
2
1 1
1
Il 1 L | | L | J
0 5 10 min 0 5 10 min 0 5 10 min
K—25 TSKgel GMHu ) — X DIEHE
KYZAFL o OHBEOHE(2)
717 L TSKgel GMHur—H. TSKgel GMHur-M
TSKgel GMHur-L (47.8 mm ID. x 30 cm)
BB THF
i 1.0 mL/min
W OE25T
e H UV (254 nm)
MR R 2L v

1. MW 1,260,000 2. MW 186,000
3. MW 42,800 4. MW 16,700
5. MW 10,200 6. MW 2,800 7. A-1000



TSngl GMHux—H
5
TSKgel GMHuz—M
3
4
4
3
3 TSKgel GMHuz-L 5
4
2
1
12
12

| | | | | | | | J
0 5 10 min 0 5 10 min 0 5 10 min

X —26 TSKgel GMHu > — X DIE#
R ZFL 2 ORBED LEEE(3)
715 & 5 TSKgel GMHu—H, TSKgel GMHue-M
TSKgel GMHur-L(%7.8 mm LD. X 30 cm)
; THF
; 1.0 mL/min
;25 C
; UV (254 nm)
AR ) AF LV
1. MW 107,000 2. MW 42,800
3. MW 10,200 4. MW 2,800
5. MW A-500

o
=
=t

% % B
¥ =B



3

10 min

TSngl GMHux—H 3 4 TSngl GMH ux-M TSngl GMHur-L
5
34
2
1 5 5 1
1
| | _I | | L |
5 10 min 0 5 10 min 0 5
K—27 TSKgel GMHwu ) — X DIZHE
KYZRFL OO HE(4)
717 L TSKgel GMHur—H. TSKgel GMHur-M
TSKgel GMHur-L (47.8 mm ID. x 30 cm)
BB THF
i 1.0 mL/min
o 25T
M W UV(254 nm)
A R R 2T L v

1. MW 2,890,000 2. MW 422,000
3. MW 107,000 4. MW 16,700
5. MW 2,800



R—28121%, =R F IBHE (=¥ a— b 1001) D558~

0 b7 7 ADOHBERLE T,

TSngl GMHur—H

J

TSngl GMH ux-M

.

1 | |

TSng] GMHuz—L

X—28

El
%:
wf

% F
¥ E & E

| | |
0 5 10 min 0 5 10 min 0

TSKgel GMHuw > ) — X2 & B TR+ 4
BE(ZTEa— M1001) DOBEDEEE

; TSKgel GMHur-H, TSKgel GMHuz—M

TSKgel GMHur—L (%7.8 mm LD. x 30 cm)

; THF

; 1.0 mL/min

;25 C

; UV (254 nm)

D IAEF VI (=¥ o — bk 1001)

10 min
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Ll
Ae

H—2912i%. 7=/ — VRO HE s a~ N7 T A

HEgzRLET,

ZNENAD S DD KT feadd 2 530 P (55 55-B
)KL — N TRRDZENDDPY T,

TSKgel GMHur-H

J

TSngl GMHux-M TSng] GMHur-L

.

L |

X—29

77 A

>
i3
=t

% % 8
¥ E &

| x ! L
0 5 10 min 0 5 10 min 0 5) 10 min

TSKgel GMHuw > U — X2k 37 £/ — L
BE DB D L8R

; TSKgel GMHur-H, TSKgel GMHuz—M

TSKgel GMHur-L (7.8 mm ID. X 30 cm)

; THF

; 1.0 mL/min
;25 C

; UV (254 nm)
;7 x /) — VIR



3—17. FHRBEICHE T HEORMNE

RN =D FHdH L WIERIGIZ, Ak HERL )L
REINVED L) A 4 VR A5 568 %,
DMF {#ECTHIES 5 & SR OB I ALEAIER 12 2%
5ZLHNFET. ZOFEKIE, BEMEHICILERY
Y= VOIEK, FTHORE L L ES THEEOR
KAt F 7ML & DMF & o U FHEEH . S 5123
BEOMREER & FelRHI L DA F VIRFEIZ & D b 0 LR
S CoHG oML L LT, DMFEHHEE~D Y F 7
A3 (LiBr. LiCl) O IIASER ST 3971,

SO T — VY IREBES KOV LR
FIUNEEET AR =Y CRBOBIESEE S
NTWwEd, F72Hann & ¥, dfffb EnK) v L ¥
YT, WERREBEL T,

Z ZCld. DMF #BEf . THF/ A & ) — VIR AR EER
K OV HFIP % BEE & 35 (LiBry M) 7V afigligs b))
L)TRINAE BV, B9 21213, TSKgel Hir v ) — X %
M, 7UVE FEIE, 7o/ = UBHIER O ) = —5 )L
A3 FOBEBRZRE L7

BI—3012. G3000Hur & FV>, 7V FEiRE 7=/ —
IV O ¥ 1258 & DME W BiER K OF LiBr iR T Ol
RERLE T,

DMF & #E Cld, miiE & & ERN A B ER CE
DRFIZH 2o TWE§ 25, LiBr & DMF & B 12
W52 L&), E¥zzux 77408860
LIICR o TCWE T, TUF FBIEOHA1X. BXZ30
mmol/L DIFHEE, 7 = / — VEHETIZ. 10 mmol/L F£E

DIFRETIEE ZMEZITRZ 7



=

7 v X Ngig

7 x J — )visiig

30 mmol/L LiBr

AL
A

I

10 mmol/L LiBr

_ L
N,

|

(=}
(20

W

Ha s

10 15 min 0 5

R —30 TSKgel G3000HwsIC k27 IV X FEEERD

7 /- IO B

717 2 5 TSKgel G3000Hux (7.8 mm LD. x 30 cm)

; DMF (LiBr % &¢s)

; 1.0 mL/min

1 25C

; UV (270 nm)

Lo 7oV MR, 7 o — VR

%
%
=F

i
WE B

4
LIS

10 15 min



®—3112, G3000Hue & vy, 7V P 7= / —
VIR OB ZE B % THE/ X ¥/ — )b =6/415 8 K O
20 mmol/L LiBrifsil-A TOMRERL £ 3, THF/ A
57— =6/AFEHEE T b . DMF EHER & Rk, TG
EOHEM IR THEESEF IR L oTnET
7%, 20 mmol/L LiBr % THE/ X % / — )b = 6/4 8k (2
WM A2 8I2E), IERR7ux NI L0560
FRIZ > CTwET,

7 vk Nt 7 x 7 —iithe

SR

20 mmol/L LiBr

0 5 10 min 0 5 10 min

—31 TSKgel G3000HwIC kB 7ILF KEIERTVS
7 1/ — IV DB
715 2 TSKgel G3000Hux (4%7.8 mm LD, X 30 cm)

VA 0 THE/ A%/ — )V =6/4(LiBr % &%)
i %5 1.0 mL/min

M 25T

B UV (254 nm)

OB T FBIER DT = — VR



X —3212. G4000Hux & G5000Hu: % Fv>, K1) = —F
VA I RO HZEE) % HEIP A% 0810 mmol/L + 1)
ZIVA OfEERT M) U ARIRTORREZRLET A
) I—7 VA I FOlETIE, B—30, B—31DDMF %
B THE/ X 7 ) — )V = 6/4TRBE & (3R o 2B
AEE SN, HOBBINATIE, BWERRIBIESNT
975, HFIP#EE# 210 mmol/L + 1) 7 )V afEfE+ b
VY AERNT 52 L8 B % GPCHIENTT R %
Bl oTwET,

PLED X912, BBREBRTHI 21T HE 1. &
BOBNBBlRE LGEN D) . BEIEEZ RN 5
LT, EER U NS TADPELNDLGENH ) F
T

10 mmol/L
MU 7V v ERE
F hU T A

B—32 TSKgel HwiC&k2KRUI—FIL1 I NDOFE
; TSKgel G5000Hur + TSKgel G4000Hur
(7.8 mm ID. x 30 cm X 2)
CHFIP( M) 7 v+ i U v aats)
; 1.0 mL/min
;40 C
s RI

F
(i
D

Eli= .-
e, e

e
EE



4. IR

B—3312. BT LB ARODLVEREO 70T b

I LDlEERLET,

7.8 mm ILD. %30 cm 4

513
2
A 7.8 mm LD. X30 cm X2
3
5
1 2
6 7.8 mm LD. X30 cm X4
7
1 2
n=1
| | | |
0 10 20 30 40 min
X —33 TSKgel G2500Huwr (& DIEHEKRY XFL > A-
500 DB
717 L, TSKgel G2500Hur
(7.8 mm ILD. X 30 cm~7.8 mm ILD. x 30 cm % 4)

BHERR  THE

7 5 1.0 mL/min

W E 25T

e i UV (254 nm)



X —34 ~R—43 (2K HBINE, K1) ~— 2 Hx OFHE
B2 T L7222 R LT,

- TSngl GMH#r-L
e TSngl GMHux-M
TSng] GMHux-H

TSKgel GMHuw > U — X2 & 3
RUH—Kzx— O3B
; TSKgel GMHur—H. TSKgel GMHuz—M,

TSKgel GMHur-L (%7.8 mm ID. x 30 cm)

; 7 BRI A
; 1.0 mL/min

Ko 2

1 L i 1

=
=

¥ E & M

10 20 30 40 min

TSKgel Hwic &k 37 =/ —JLiHE
(/KRZy 78 OBt

; TSKgel G4000Hux + TSKgel G3000H r

+ TSKgel G2000Hux % 2(7.8 mm ILD. x 30 cm % 4)

; 10 mmol/L LiBr in DMF

; 1.0 mL/min

1257C

; UV (270 nm)
VEGFEMEESFE T 2 — VR

(/K5 7

A ;25 °C  HaHh s UV(254 nm)

A0 uL

—_——

AES ul

L L I

20 30 40 min

-3 TSKgel HwiCKBDRYI—FILHILT x>0

Vi

o~

ok

%ﬁ
=t

N

E E 8B &

N

; TSKgel G4000Hux + TSKgel G3000H kx

+ TSKgel G2000H:ux X 2(7.8 mm ILD. x 30 cm % 4)

; 10 mmol/L LiBr in DMF
; 1.0 mL/min

125C

: UV (270 nm)

R =TIV T



GMHI[R_H

ML

GMHux-M

GMHur-L

]

|
10

20 min 0 10 20 min 0

B
; 1.0 mL/min
;80T

; RI

e
Ui

B
W

e
EE

TSKgel GMHuw > U — X2 &
RYI—FIVHILT > ORE

; TSKgel GMHur-H. TSKgel GMHur—M

TSKgel GMHur—L (7.8 mm ID. X 30 cm X 2)
10 mmol/L LiBr in DMF

10

20 min



TSngl GMHur-H TSngl GMHur-M TSngl GMHux-L
L | | M —/LI\\/\
0 10 20 min 20 min O 20 min
X—38 TSKgel GMHuw> U —-XIZ&B7 /-

TSngl GMHur-H

Bilg (LY — V) OB

» TSKgel GMHur-H, TSKgel GMHur-M

TSKgel GMHur-L (£57.8 mm ILD. X 30 cm X 2)

; 10 mmol/L LiBr in DMF
;1.0 mL/min

;80T

' RI

TSKgel GMHux-M TSngl GMHux-L

N L AL

0 30 min 0 30 min 0 20 min
X—39 TSKgel GMHww> U —XIZ&BD AT 3>
A8 DBk
717 & TSKgel GMHur-H. TSKgel GMHur-M
TSKgel GMHur—L (%7.8 mm LD. x 30 cm X 2)
A #ETE ¢ 10 mmol/L LiBr in DMSO
U 5 0.75 mL/min
o80T
BRI



TSngl GMHux-H

TSngl GMH M

L I ] Il L

TSngl GMH&ux-L

30 min 0 10 20 30 min 0

TSKgel GMHuw > U — X2 & 3
RYI—FIL1 I NP EE

; TSKgel GMHur-H. TSKgel GMHur—M

TSKgel GMHur—L (%7.8 mm ID. x 30 cm)

; 10 mmol/L LiCl in N- 2y ¥u1) ¥
; 0.75 mL/min

;80 C

s RI

—

1 | |

if o
%g(i:-
=t

B
R

=1
=

3
EE

10 20 30 min

TSKgel HiriCE BT X X b T2 T-40
Rk 5B O 5B

: TSKgel G3000H#x + TSKgel G2500H x

(7.8 mm ILD. X 30 cm X 2)

; 10 mmol/L LiCl in N- 2 F v ¥u1)
; 0.75 mL/min

;80 C

» RI

10

20

30 min



TSngl GMHux-H

3
TSngl GMHuz-M TSngl GMHuz-L

1. MW 820,000 2. MW 67,000
3. MW 10,200 4. MW 1,950

10 min

2
s
3
4
4
1
1
| t ! ! | 4 !
0 5 10 min 0 5 10 min 0 5
X —42 TSKgel GMHw Y U —XICLBRU X429 1JIL
BXFIVEESMOTBE
717 I 5 TSKgel GMHrr-H. TSKgel GMHur—M
TSKgel GMHur-L (%7.8 mm LD. x 30 cm)
EBER 5 mmol/L MY 7V O+ N 7 4 in HFIP
it 1.0 mL/min
i FE:40°C
fo s UV (220 nm)
O RY XS 7 ) VB ATV
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Ef

au
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==

TSKgel GMHu > — X2 &2 F1O2 66D
Pt

; TSKgel GMHur—H. TSKgel GMHur—M.

TSKgel GMHur—L (£7.8 mm ILD. x 30 cm)

;5 mmol/L N1 7vA afEERs b 7 A in HFIP
1.0 mL/min

140°TC

; RI

;A u 66

TSng] GMH#z-L
TSngl GMHuz-M
TSKgel GMHu-H



5. 8HYIC

TSKgel Hux ¥V — X1, FEHEA DR % IEH IO
HZEIZEHoT, #RkOH Y ) — XA TEERSNL
P20 PP TEASHRTE . RERRVAEC T AT T O s i )
TECOEEMR EDOMREE KIEIZM LS 7 4T,

Sty TERATRETH - 7B CTOME. F 795k S%
T COMENITREL 2D, SFTIIHVH LWL
DIEHRA Hin ) — A EHT L2 LI o THOLNS
ZED, RIS ET,

&3k

1)P. J. Wang, R. J. Rivard, J. Lig. Chromatogr., 10,
3059(1987)
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3)S. Mori, Anal. Chem., 61, 1321(1989)

4)T. Ogawa, M. Sasaki, W. Ishitobi, J.Polym. Sci.,
Polym. Chem. Ed,, 24, 109(1985)

5)A. Kinugawa, IUPAC 32nd International Sympo-
sium on Macromolecules Preprints, 489 (1988)
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7)S. Mori,“Steric Exclusion Liquid Chromatography
of Polymers”, by J. Janca, Marcel Dekker, N.Y.
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K “TSKgel” 3R Y —KARHOEFEHETT,

TOSOH

B -MXE/ N9 1To 2828

HEAE 2% 2(03)5427-5180
K BR X BE MHIIG 2 (06) 6209-1948
2EEXE MMMIG & (052) 211-5730
ERXIE 2 (092) 781-0481
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