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3-1. TR FAHFHR

ERIBERERRAESRMETERTENCIEE PR,
BATEAFERA=RAERMRIN 4 BEASMER T4 #1177
VBRI (B 2) . BAMERTS LC &£M41810LEY 80% 2tk
Fl (F2) , #EBTNERMEZSREEEANSHEE
H. BENERERAESSBBRENPEENRIER R
BRI, ERPEEN P - KREK (95:5) BERIGNELE (E
2-A. B) , BEEEE 50 mmol/L BRREMNBE - KRS
& (95:5) B, 7NIRBERE T E ARG E R (B 2-C)
XERPEEFNTNEEREREXEREXEE ., ERR
HERFEMNEERSERTRmEREEER, BSEMK,
E RGN 2 ETIEES, B, TAVERE 50 mmol/L
BHRENEE - KREKR (95:5) R TREIEREIISEE

B (MS) BRNEHIE1; SFCHITRERIEX A
s HENPEME,
ﬁﬂﬁo
&1 MSEH x2 BBt 44
E¥ : LCMS-9030 R4 : Nexera™ UC
REELR : RBF Bt : Shim-pack UC-GIS I1/RP/ % /CN/Diol 1/ Bk
BORE : 350°C (150 mm x 4.6 mm A#Z, 3 pm)
B : 3.0L/min R 1 35°C
MBS TE - 10.0 L/min HFE 1 5uL 100 pmol/L EZEHRB T RESKIEER
FIRSFE - 10.0 L/min (95:5, v/v)
DL B . 250°C EhiE : A) scCO,, B) BRI, A/B=20:80
3253 . i
IRIESRE : 400°C :z’z : 1.0mL/min
EOBE S 35KV E}f - 10MPa, 50°C
ol .
MS $3#5BE : m/z 150-2000 e Ms (1)
GIs |l RP FE CN Diol 1l i1
(x1.000,000) (x1,000,000) (x1,000,000) (x1,000,000) (x1,000,000) (x1,000,000)
04 104 1.0 1.0 1.0 4
( A)w 01 1.0
205 1 054 05 054 051 05
00 0.0+ 0.0 ——10.0 : 0.0 ‘ 0.0 :
00 25 mn 00 25 mn 00 25 mn 00 25 mn 00 25 mn 00 25 mi
RERRYIa)
(x1,000,000) (x1.000,000) (x1,000,000) (x1,000,000) (x1,000,000) (x1,000,000)
(B) 104 104 104 1.0 3 104 104
051 051 051 05 053 051
00+————100 0.0 . 0.0 3———0.0F————00 ‘
00 25 mn 00 25 mn 00 25 mn 00 25 mn 00 25 mn 00 25 min
©) (x1,000,000) (x1,000,000) (x1,000,000) (x1,000,000) (x1,000,000) (x1,000,000)
1.04 1.0 1.0 4 1.0 1.0 1.0
051 05 L 05 05 051 {L 051
0.04 , 0.0 . 0.0 : 0.0 : 0.0 . 0.0 ‘
00 25 mn 00 25 mn 00 25 mn 00 25 mn 00 25 mn 00 25 min
OH
OH
&
B2 FR=MARSMEFINTHRENE FEIER (m/21153.22)
(A) B2, (B) BPE-KRBEK (955, wv) , & (C) &50 mmol/LBERENBEE-KEBEE (955, vv)
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KA 50% BSIERI LB ARE PS S 2K T4 #HIT o
U IR EERSE (B 3. R3) . RABEKEEERAENE
EHEGISII, RPIEEGIEH, B T4 I9MERR. H
H— B R MR B AR B BB B, (R BB Y A SRR
SHENERENSR, XEBIRPEAXEEEFTELIR
5B, 1B CNHEM Diol I FEXMTHE, BIEME
F5I7E Diol 1 # EIX B T 29 B . T4+3PS (B 3 FiimF3l)
£ 80 DB (BIBRETR) . RIBXLER, HATH
&7 —1R > 5 Diol | #RBHEEBEUNEIEDE, HHRT
WO BEMNEBEH .

R3 EB3HNDTERM
R : Nexera UC
@it : Shim-pack UC-GISIl. RP, #E . CN. Diolll
(150 mm x 4.6 mm B#Z, 3 um)
BE : 35°C
HHEE : 5uL 100 pmol/L EEHRATRESKNESR
(95:5, v/v)
v =] : A) scCO,, B) & 50 mmol/L BPERSRAIERES - KBS
& (95:5, v/v) , A/B=50:50
TRIE : 1.0 mL/min
EE : 10 MPa, 50 °C
e : MS (%1)
50 (¥1.000000) 5 (1,000,000)
] GIS I ] RP
% 1 HBE ]
g 10 ] 10 ] T
00 ?—I p 00 L&
— T — T
00 25 min 0.0 25 min
{REBHTIE)
5 (41,000,000) 5 (1,000,000
] B ] CN
] R i
10 7 § 107 N
4 4 ||
00 00 L
00 L5k mmin 00 Lo min
5o (100,000
] Diol Il
10
; {V\ ¥
00 —
L e [ s T
00 A s 2.0 50.0 min
& %5l (5-3) m/z, IM-HI
T4 TTTT 1153.22
w T4+1PS TTTT 1169.20
W T442PS TTTT 1185.18
W T4+3PS TTT.T 1201.15
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maE (T) . PO (,) . PS® () .
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KAEHREBRES Diol Il MM EIEE SRR PS
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BEE EXNTLHEO S B, PBT BiEHERRE T4, M
PVP. Triazole f] NH2 & & R £ 48 & B (8] R % B = BF T4
Bo. MESEARPS SE TANBERNEEEER, XX
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&iE, BRENER PS SEEMMER (B 4-Diolll) .

BEMS, ZERETFRKEEFRENRETH; &
F PO #2tt PS RIRMER, FIE S PO BIIFTIEB N #52
RE, EXRNERNANZERERIRF . XK Diol Il
BN PS RABRKRIEEE, RIELARER, &G
Fi Diol Il @18 F N B,

R4 BANDITEM
RER : Nexera UC
BIgE : Shim-pack UC-Diol I, SILII. HyP. Triazole & NH,

(150 mm x 2.1 mm A#Z, 3 pm)
Shim-pack UC-PBT #0 PolyVP
(150 mm x 3.0 mm A#Z, 3 pm)

BE : 35°C
HHEE : 5uL
mantE : A) scCO,, B) & 50 mmol/L PEREHPE - KBS
#® (95:5, v/v) , A/B=50:50
piiiped : 1.0 mL/min
N : MS (% 1)
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3-3. EATSRMEFIIB R REHFR

P RRIB IR AR E PIRERIE, ZTEL SFCHITH
o B, =48 SFC HENATREREREST T4 (5'-
TAGC-3") WFFIRY, MBREENIEERENR, BRI
FURMFASTTHR (B5, R5) . TRPERT IRR
MEagair, BEEEREARKLNKE, MMA=ZACRE,
BRZERARERE, tRENZEEE. BEHRINEERD
H¥ERE HPLC PEBNEFXRK, SARBORMNEES
BERY, IBRSEIRE.

RIEN, XZHTERERBREABI R T BFX,
BART 2 7R, NMigRTESRANEIFEND ., %5
RERP, BFHAFEE SFCHATSREEZETRFT
HEFEERR.

RS BSHDTEREF
A% : Nexera UC
BigE : Shim-pack UC-Diol I
(100 mm x 2.0 mm A&, 3 um)
mE : 35°C
HEE : 1l
nhig : A) scCO,, B) & 50mmol/L5%0.1% (v/v) &mnF
BIERES - #GEEW| (95:5, v/v) , A/B=50:50
TRIR : 1.5mL/min
Lioai] 1 260 nm (TR EMAY PDA 1628 )
mAU_(x100) mAU (x100)
< PEE T
=10 1.0
2
QE 05 1 a 051 a
S | b c d b c d
O
- 0'0_” T T T 0'07H\w|HH\H'w'H'\HH
50 100 150 20.0 min 50 100 150 200 min
A,
mAU (100) REWE mAU (x100)
ERTE S8%
1.0 1 1.0 7
0.5 05 -
ap

N.D. Ip © d
0.0 00 7

L L L R R B
50 100 150 200 min

L B B B B
50 100 150 200 min

mAU (x100) mAU (x100)
a, iR+ B8 SEZE+IE
10 c . 107 4 b
05 1 05 -M
00 00 7
10 20 30 40 mn 10 20 30 40 min
I 2R F5) (5-3')
a TAGC TAGC
b TAGC+1PS TAG.C
c TAGC+2PS TAGC

d TAGC+3PS TAG.C

W (T) . BERE (A) . BAESHE (G) .
BERE (C) . POR () . PSH ()

&5 REPS& ET4R9E MEICE

3-4. NATF AR

BT T4 5 TAGC 2 BAHNIERTHEE, HoHT 145
AEARERINEZER (198 PO #iEE) , HHERTE
fIIER (B 6. £6) . RIBEMUEHIRENLER, HF
40 MM RE , TRETRIERES BRRMER " .

IERZ7E G A CHREHRD T 2 NIRRT (B 6-A.B)
BTG CLLAM T EARNE, RAAFTIERESZIE
IERZ . RIBFYI D FERTES LTS [ KD BE R (logP)
S5eiRIEEISEREHTHNEE, FRERFEEMRX
i, BMRMERRE YRR EEFAIER (B 6-C) .

=6 BoM DT &M
EN : Nexera UC
BigiE : Shim-pack UC-Diol Il
(100 mm x 2.0 mm 1.D., 3 um)
BE : 35°C
s : 5uL
mEhig : A) scCO,, B) & 40 mmol/L &EZEE + 40 mmol/L
CERRIBRES - KBER (95:5, v/v) , A/B=50:50
piiped : 1.5 mL/min
Lioail] 1 260 nm (HmEMAY PDA 1088 )

A
mAU (x100) mAU (x100) mAU(x100) mAU(x100)
gz.o- T4|20 TTAT| 20 TTCT|20 TTGT
% i i ]
21,04 1.0 1.0 104
51 T T T
£
S 003 0.0 00 0.04
Q& T min AT 2 min 0T 20 min 40 207 min
{REBEYE
mAU (x100) mAU (x100) mAU (x100) mAU (x100)
204 TTCC| 20 TTGG|20 TTGC|20 TCcCcC
1.0 1.04 104 1.0
o.o-JL— 00b— oo L 0.0 1N
O 20 min A0 20 min 40 20 min 10, 20 mi
mAU(100) oAy 20 Mraudly 20 ™maupily 20 ™
201 TGGG|20 TGCG| 201 TAGC|20] AAAA
1.04 1.0 1.04 104
00 ————j00— o.o—v»—/L 00—
030 min 10720 Tmin 400 20 min 10 20 mi
mAU%x%O) 3.0 min AU o) min 1.0 2.0 min 1.0 2.0 min
204 ccce|20 GGGG
1.0 1.0
004 00 ——m——
TR0 20 min 1020 min
B 1000 -
800 -
Fod
X 600 -
g
400
200 - I I
. 111
F=c68838383838%8
FEFEFEES8exig
527
c 1000
800 ‘:
< 600 .
L]
400 e o0
200 .o R? =0.64
O T T ° T T 1
14 12 10 -8 -6
logP

Bo (A) RIMEIEE, (B) EICHERE (V) ,
(C) 141 F5IHIogPENKRE



B 4 XT3, Diol Il g3 PS BIFRIMEIF KRBT
H. BRIGH T 14T FIINRERER " SERERENX
ZE (BA7-A) , RUAEESELERX, EEXAHEST
logP 5 FEXABNEXAY . XTPEFIEHF LNE
BES5EZEFRREERAZENFKBEER. 5—FM@, it
HAREPS EEN T4 97F, FRENBDSRERERNAXRE
(B 7-B) WEMAEXME, T4 WRBITASHERR, X
—ESLERE T4 EBHRERASS RMHSRVRETA.

*1 PSA $E1R 0 FRER

A
3 -
z, .
£ r=095
m .
& .
BE 1 A ‘.
E& ...oo
0 T )
400 500 600
RIEEER (A)
B
3 o
£, r=-0.97
= |« T4+3PS
& L T4+2PS
A JT4+1PS
. T4
0

400 450 500 550 600
RIERER (A)

E7 (A) 141MF5F (B) REPSEEMTANIREESPSARXER

Nexera 1 Shim-pack 2 SZHI{FFriEIfE A DEB A / HEMER / HREHIR.

4. 5ig

RIFG SFCEEZEROINHHERME, RIMNURE
PSEAEN 4 BREZERAEECEVMFERTOBAE,
HARTEHERNREZHE. 8%, BRNHETEEZTFRE
BREEE, RIEE 50 mmol/L BEEZFMNEBE - KREER
LIRS BN, £ EREEGET, HIMER 12 706EE
HEXNAREPSRBEMN T4HEHTT o1, KM Diol Il BIEHA
BERIFNSBERRE. ITHEMAEANBFREERNFES,
BNEINEE T RHERRG, EMANEEZETREIER .,
BRUCHFERBF 14 M EZERFIIERRE, EFERIHE
LPCGHCHRENFEIERTFRAE. L, RERSHNF
FIRMEFRBNRBMY, MARPS S2NEZETERESR
M AR B MRS, XK PS EHEBIRIEMNIIREITA.
WNAEPS BEFINEEFEEXRA, SFCTBEFSEPS
BHEZERASKRIBEPTEFEN. PS4 PO BER
R,

ERERRP, HiTFh SFCHKERT 4 RENEK
BRERNERMK.
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BATROBIF KR A ZE A Z AR FIAY Satoshi Obika 2
$%#0 Takao Yamaguchi HiIZHBOES.

KARBOBABAETHRFLKNE (AMED) &
B, & Bl % S J9)P21ae0121022. JP212e0121023,
JP212e0121024 (IMEAZRA: Satoshi Obika)
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