2.5
&
=
: 2.0 B GTX4
=)
g 15 il
b= GTX3
§ 1.0 0O GTX2
g
O
0.5
0.0
1 pHIZ X% GTX1~GTX4 O Zh=R D Lh#k
Oasis HLB Plus SepPak C18
120 300 120 300
100 1{ 250 100
i, 80 200 “\; 80 5
£ s & 5
2 6 150 § © 60 g
| 2 s :
5 5 g E
§ 40 4100 2 E 40 &
20 150 i 20
0 0 0
3
vol (mL)
X2 H—bVUvPhT AL B EDEGEDRD LR
= = 2 UK
eTHAERRE250 g | : l i
01N HCI T it 73 -
. 105y ## (3000 rpm , 10 min) 3 : =
o 1 350
100 L& W £
=t
66 DIAION (¢ 3 x 30 cm) @300 §
(H,0, 30% MeOH , MeOH) )
63 Sep-Pak C18
{H,0 , 30% MeOH , MeOH) 250
32 Develosil Lop ODS (¢ 3 x 50 cm) \ »
(3% MeCN) § @
25 Toyopearl HW40s (¢ 1 x 40 cm) 20 0 10 20
(15% MeOH) %8588 (min)
10 Develosil C30 UG-5 (¢ 1 x 25 cm)
(15% MeOH) HEHEMO DAD VAT 54
(UK ]
SN EWE (UK) ORI ¥ — 24 L Develosil C30 7 7 L2817 5 DAD 7 o

<~ NI T A
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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 Z&FfEH T LD GTX2 (25T AIREH D i

30 .

I 19 (min) —
= 2 - - e + | —=— GTX1
= .
£ 20 & GTXS
e I Y . = GTX3
% Lo —w— GTX2
i 10 ,E__ﬂ——f—““_:_ugij—fi -# —+— neoSTIH
K T 5 | 9eSTX
RN — i —— STX

0
0 5 10 15 o0 o5 20 25
BRI (min)

[Er—y

a & oW
IR RRRRRE RN AN RA]

6 IC-Pak Anion HC 7 7 A2 Xk A C1/IC2 D 45EE
(AmM ~7 X ANVEHR VB, 2% T2 b= UL EET ) UEMEERAZBEIFEE LTD)
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1
. GTX1

GTX2

STX
neoSTX

deSTX

A M N I Y . D . 2 A (.5 v L ) 0 B L ) L i

0 5 10 15 20 25 30 35

7 IC-Pak Anion HC+Synergi Hydor-RP # 7 A L A EMERIEAIRRD 7 0~ b
775 (L ABTEI=BFUMRE 2%, F:H1%),

B (R o CH
—aCP
= S0 GTX4
E —— GTX1
£ 20 . =%GTX5
10 + © —— GTX2
G e P - neoSTX
0 dcSTX
0 5 10 STX
EIE

8 MVRLSITIEIT LEEDOREERHOLL
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HEYDSE

E—VmEiE
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BHE%(E—/ER)

1000000

500000

|

X9 HOIRLSHNIEITAEFD E— 7 mEDE(L

K1 FROOBRERA (M, SIN=2)

= BRHESR = BRHESR
C1 8 GTX3 12
C2 9 GTX2 2
GTX4 80 neoSTX 2
GTX1 38 dcSTX 1
GTX5 58 STX 1

' - "

:"é HO\H/:\/\/HTNHZ
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$
.
2 4 8 10 12

6
FrLEHRE)
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X1 1

40

tere-butanol (DIETDEFRE .22 ¥
(46 7, < FF5BFHE 11 #1)

CH.COOH

tert-butanol #2E (m)

CH;COOD CHD,COOD

HPLC grads, Purity, =995%

| EE 089 tert-butanol
_ NMR FE=Z : 087 97%)
,
L—Arginine
” CHD,CO0D
o
[ ¥ B
| ’EA
,,(/' . JL ) 3 RN, __,.,JILJ L,,‘M___,\_,J)L
y e 7 T [ e ' i B! S i R i e B G e B e i oy G
5.0 4.5 4.0 3.5 3.0 2.5 2.0 1.5 pooa
12 tert 7%/ —NVERNEEEL T L7 V¥ = DFE NMR JIE
GTXS GTX6
FIEEEYE o FISE S
23 i
BBl tertbutanol  CHD,COOD tet-butanol  CHD,COOD
13 (M, 8441 3.62 3.67 13 114, 5453 3.35 3.35
13 (H.8413) 3.60 3.64 13 (H 8407 3.38 3.38
6 (1H.5289) 3.62 3.66 6 (1H. 5416 3.48 3.49
10 (H.e381) 3.57 3.60 10 (iR e279 3.40 3.40
10 (1H.8362) 3.61 3.64 10 (14 5383 3.45 3.45
Av. IntegralH 3.60 3.64 Av. Integral/H 3.41 3.35
Stdev 0.02 0.03 Stdev 0.06 0.06
%rsd 0.58 0.74 %rsd 1.64 1.67
#EE (mM) 3.06 2.89 (94%) 2.90 2.71 (93%)
H#M MU/ prmol 148 133

X1 3
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y Ho
N + & H N
NH, NH, HN l\;H
+ 2
_NOH HzNJ\N N
H —— 3 —_— -%HOH
@ 75°C, 50 min mercaptoethanol
C1,C2 in phosphate deGTXx2. inbuffer (pH 6) dcSTX
buffer (pH7) dCGTX3’ 60°C, 60 min
14 CUC27H5 deSTX OFEL
# 2  deSTX IEHER D= IRIER R
i PR o . .
% e SOENN BRUGEN WEEN  PH e
; ‘L” i YRR WU/mL) MU/mL) U/mL) RS :
7 6 0.538 4:42 2. 103 3.1
7 T 0. 500 5:02 1.82 3. 65 3. 67 0. 09 251
7 8 0. 467 5:20 1. 67 3.59
Bk VR FFVARYERE MU/ol x Cf &) = 3.67 x 0.24 =0.88 ug
#3 AL~ RAAY % H ~20090EHRE CfE
EERING(Y =)
N Cf 1E LA s CcvV
BE s B mems
wg/mL MU/mL MU/ g
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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