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1 pHIZX D GTX1~GTX4 OHHIZh=RD s

Oasis HLB Plus SepPak C18
120 300 120 300
100 1 250 100 b 250
% 80 200 ¥ 3\:7 80 \ 200
= s = 5
) 150 § © s} {150
=) < =) <
g 3 g 3
g 40 100 2 2 40 100 &
20 50 20 50
(U 0 0 0
3
vol (mL) vol (mL)
K2 H—htVvThTNEBGEDLEREDNRD L
= = o UK
7 HAE 250 g | | (Gm] /
s |%INHCI TR o p
Sr-muos | E02E (3000 rpm, 10 min) : —
=T 1 350
100 Li& AR £
: q
(H,0, 30% MeOH , MeOH) P
63 Sep-Pak C18 !
(H,0, 30% MeOH , MeOH) 250
32 Develosil Lop ODS {¢ 3 x 50 cm) ; =
(3% MeCN) " } G
25 Toyopear|l HW40s (¢ 1 x 40 cm) 0 10 20
K15% MaGH) (S ESRS (min)
10 Develosil C30 UG-5 (¢ 1 x 25 cm) R
(15% MeOH) MO DAD /AT T4

3 HOUEWE (UK) OB A% — 4L Develosil C30 7 7 2238135 DAD 7 1
Sl o
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Develosil ODS-MG5 |

CAPCELL PAK C18 MG

Synergi Hydor-RP

Mightysil RP-18 GP(Aqua) @ Present GTXs condition

B Present GTXs condition
+2 % CH3CN

Mightysil RP-8GP

0.0 10.0 20.0 30.0 40.0
Retention time of GTX2

4 ODS REFES T LD GTX2 1T 5 1R5K7 ) D LL#g

30 .
19 (min) .

= 7 v | —=— GTX1

C ° * % b 2

g 20 & GTXS

o “m GTX3

% 15 —— GTX2

#Ho10 b i ,,';F [ E— —+— neoSTX

L w2 |1 000000 | deSTIX

D — v = * | —>sTxX

0
] 5 10 15 20 o5 20 35
HEELEFR (min)
5 Synergi HydorRP OFFHALRERICEE S GTX1~GTX4 ORI & 5y B

=

g oo W
ARRRRRANRRRRINR NN

X6 1C-Pak Anion HC 7 5 412 & 5 C1/C2 D 45E
(AmMM ~FF AR B, 2% T b= MU L EETe ) VEEEIR A BEIFEE LTD)
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C1
GTX1

GTX2

STX
neoSTX

deSTX

\||‘\‘\l\[4‘|‘\‘>|l]l|v[r[1|||AJ\‘\‘v’|||J\|1‘1[>|v|v!4‘\‘\‘||4|||\‘\|\‘\J|’\’

0 5 10 15 20 25 30 35

7 IC-Pak Anion HCH Synergi Hydor-RP 71 7 A2 X HHEHERIRSRKDO 7 o< k
775 (E:ABR7EM=MIVRE 2%, T: [/ 1%),

B (R v 1
- 09
- 30 r GTX4
£ e GTX1
w 20 | |%GTX5
10 | & —— GTX2
b ——F%—F—F—F—F%—F—% — neoSTX
0 dcSTX
0 5 10 STX
B
58 0K LSBT 5% B0 REEE D%l
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THH Y D
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140

120

100 r

6.0

40 r

20

0.0

BRE(E—/@E#H)

1000000 r +_”¥/A\\*\_H,+\‘V/*‘\k\¥

500000 [

B9 #OVBERLSITIETHEEDE— 7 mEDEL

®1 FESTOBRHRER (M, S/IN=2)

= BEHER = BEHER
C1 8 GTX3 12
C2 9 GTX2 2
GTX4 80 neoSTX 2
GTX1 38 deSTX 1
GTX5 58 STX 1
[ ]
NH,
HO i N NH,
H
g [ ]
2 4 6 8 10 12
[Ezat i )

10 TAX=LEROERNMRBEERE (L) O
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I = A CH,COOD CHD,COOD
Ho“ ! I
i |
H-5 )
782 w |
]' H13 [1 ]
6.82 \CHO,COOD ‘
H-13 ! ‘
e l |
g i o —
50 45 40 Y 30 25 20 15 i = o0

X1 1 GTX6 ®'HNMR A7 hv&NEIEEO EFERE S 7 VAL OIKE

tert-butanol (D FEFNRFME .22 F tert-butancl JEEE (rmivD HPLC grade, Purity; =995%

(46 1< BB 11 71D :
, EEF 089 tert-butanol

NMR = : 087 Q7%

]

| L—Arginine

l s CHD,CO0D

| «

J y B
y,) L) L S | S PO O J]L.A\, M___,_/\—
— ; e N
5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 pom

12 tert7 48 ) —NaERNEIEEL T 57 L= OFEE NMR HIE

GTX3 GTX6
-~ FIEpEEE
ahil tert-butanol CHD,COOD o tert-butanol CHD,CO0D
13 (iH.5441) 3.62 3.67 13 (k. 5453 3.35 3.35
13 (H.5413) 3.60 3.64 13 (11 5427 3.38 3.38
6 3.62 3.66 6 (1H 5416 3.49 3.49
10 3.57 3.60 10 (115279 3.40 3.40
10 ¢ 3.61 3.64 10 i+ 6383 3.45 3.45
Av. IntegralH 3.60 3.64 Av. IntegralH 341 3.35
Stdev 0.02 0.03 Stdev 0.06 0.086
%rsd 0.58 0.74 %rsd 1.64 1.67
MBE (mM3 3.06 2.89 (94%) 2.90 2.71 (93%)
HHME AU gl 148 133

13 EENMR ZHM L7 GTX5, GTX6 D HmEtEniflE
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i oK HO
+ HN + H
):NH2 +4\ fNHz HN N .
N H,N Sy N +4\ NH,
== OH HNT N N
- ‘oH k= OH
— — B
75°C, 50 min @ mercaptoethanol
in phosphate deGTx2. inbuffer (pH 6) dcSTX
buffer (pH7) dCGTX3’ 60°C, 60 min -
14 C1/C275 deSTX DA
# 2  deSTX ZEHEWR O ITAIERE R
i FRUAE [ . .
—E@:@gk— s SUCRM ARERS) Rk TERE
v \L“fz Y =B WU/l U/ml) OU/ml)  fREE '
7 6 0. 538 4:42 2.03 3. 77
7 7 0. 500 5:02 1.82 3. 65 3. 67 0. 09 2.51
7 8 0. 467 5:20 1. 67 3.59
ik V¥ b MY ERE MU/mL x Cf fB) = 3.67 x 0.24 =0.88 ug
#3 ALY RAAY &2 M ~209 DEH4RE CfE
EER NG 7]
N cf 15 M2 - CV
BEE oo A j’; mE ()
ug/mL MU/mL MU/ ug
0. 40 1.71 0.23
0.38 1. 49 0. 26 0. 24 0.02 7.10
0.42 1. 84 0.23
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