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% CFAN (7=#vxm+nrromm : ) VEIEEEFROFA > 74 LC/MSHEIE

% OOAN »##+>vzm : Na, KEEn{thna #+ EiR
FPUTFALT IV, PTFLTIVICEBAF LD DONE

* CFOO (7=#vzm :UVEVVET7TYEZILBRHMBROF T4 LC/MSHEIE
FUZLFOEEEICEK 24 F LidEl oS

* CAOO (7=#vxiy : FTVIHEBTVE-ILBMBRDA 54 LC/MSHIE
BREAFOHARICLZMF LidFlnsE

ERTEEAMA TR hrZ UL, X&/—L, K

FERAEE pH @ 2~12

BIERALAE®H2 © CFAN « « - UVEE, XK VBERCURT > TV LEREAFOEBA 4V ELEY
OOAN - - « MR7 > EZ Y LEL E 2 OmIBEEMIEY
CFOO, CAOO - - - U visE, RIIKVBELCAEOBRBELEY

X1 BEAELZTCTIIERATEEEA, KE20BULEECBLELNTIVET,
2 BAAVHAEYLUATH, VILF v Fa-—TIIRELTE-IMERLLY 70— RT3 enTE0ET,
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% OOAN : Nafthn4 # >

YIFy O Fa—TEE 303 [M + H] +

[M + Na] *

DERE

TS 357 [M + Na + MeOH] +

150 200 250 300 350 400
m/z

YNFyIFa—TF 303 [M

500

+H]*

m/z

Nafthn4 F BBV XY,

% CFOO : + YV 7# OFERARER TOLC/MSE A # >~ BI%E

0.1%TFAZSBER
YINFTY O Fa—TE 3
m/z113

3EE (182503 )

m/z

YNFyIFa—TFH g

m/z113

/ #E (1901)

A/7777/b®bU7wtumMﬁFﬁ

#1/100ic%Y X9,

0.1%TFAARER
v I Fa—TE

VILF

Hh

TFAREERTHAEDEBSAF ZRIUTEET,

YNNIy I Fa—-TF Q]

(R5E5R9 (min)

* O0OAN: PUZFLTIVICKBZXILFFFOAF LiflkE
Skl X2 LAFE (AMP, ADP, ATP)
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AEEPTH, XI7LFFF%2Pos. TERERHETE T

A2 bavro8
DS HERE |

pat . ELELAETA, EICRERI~SESWMEERL E

/ m/z 348 [AMP-H]* VoLt E5IS. FUIFATYESY LMMAF VA

I it m/z 428 [ADP+H]+  m/z 529 i SR R o -

I ‘ 2 449 [ADP+TEA+H]* I BHINTICTAMAIMAF 2T e RET 5 &

./ NTEE L1,

| YO\ [AMPLTEALHE S g | Y BERE |

! L\ 2508 ATPATEA+H] | .

i o [ATP+H] Y. i Y TEAfINA # > 4% |

1 «q ¥ 1

: o - g ; .

1 280 30 0 wo | am | s s o o 7 o JILF Y T TFA—T77F =mmmmmmam————— ~

Vg mfz 102 ATLK i ,qu.g- N

| [TEA+H]* | : : H

] { m/z 348 [AMP+H]* 31£:4100 I N m/z 348 [AMP+H]* 32£:15900 i

1 I/ 1

= i /7/2 428 [ADP+H]* 58F:728 M . ¥ m/z 428 [ADP+H]* #EE:3380 :

i { ]| m/z 508 IATP+HI" BE:300 | )| m/z 508 [ATP+H]* 7%:2540 i
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o

LC/MSHBEHD—F Yy “YNFyIh—FU v
ZAVI-LELE Y THY O 2 HH

PFTRNEBADHT AT IO b VOB ARTIFEITBERAE LD, T RLF U U EE
o2 —AYVEMEDLIDTHBLEILE Y (reserpine) ZEEIE LT, BATEHEAINTWS Y vE#BiE
BERTAWTLCEHFTHMZITWE L

I— 1 P R
HPLCH S 4 YIVFyIoh—FVyP
o OCH, K
O)\\QOCHJ UViktHEs
cooc %
Hy OCH, OCH,

FE  608.68
T/ TAVEIEYIEE ¢

608.2734 : ’ v

AT CaaHgN,0g it [_] U BT BHENE
EEBEKX
A2
[LCZF7) [MSZ44)
LB : Agilent 1200 S . _
H5L ¢ CERI L-column2 ODS, 40 °C =  JEOL JMS-T100LP
X A F & : ESI Pos.
(B3um, 4.6 mmi.d.x150 mm) - PLEE © 2000 \/
A . e 3RE
wEE AB ZLCOngIINKHZPOyk,eAﬂ FU7421EE . 85V
A/B:830/20 = 20/80 (0'=>10") Hﬁiﬁﬁiﬁfi : 350°C
= - 0.8ml/min FU74R1EE : 80°C
{fﬁfi—ﬁ LUV (215 nm) pillak el © m/z50~1000
B! LRI 50 ppmiBR YIVFyoA—bYyP  CFAN46030
EFAE - 10 uL
[LC/MSHHrit 8] Lty O IZBETT DT, ZD[M+H]* (m/z

609.2807) DIERBE ZNIZE L L T, MO EQD~
ARARY MLDOm/BZIEL F L1z, 22D D

P — HETERERK X, Cy3HN,0;0 (+0.93ppm), CapH3oN,Og
= THHD (+5.1ppm)ThH Y. TNZENLEILE T H 5 DESEE
1 uvrav koS L S ) 13+0 (+16 Da), -CH,O (-30 Da)TH % L RSN E T,
QN et TEMDE. DERALYRZNY FLTLE, TR
AN : : . . MAEDEBERICH D EHER SN E T,
00 25 50 75 100 125 150
_: 10,8664 [6|\2/|5+;|-‘-|?];5
Rt D ENT7[6) THAO ' +0.93ppm  C33H43N,04
EIC: m/2625 86502
1 1 1 I 1 I i I
*iﬂ 25 50 75 10.0 125 150 500 m/z 750
95667 HT
; B TEYD e
EIC: m/z579 +5.1ppm CazH3gN205
1 635.2969
i T P l'.._
00 25 50 75 10,0 12.5 150 ! : T — T
Time [min] 500 m/z 750

LEILEyRmpoUVs A~ b7 Z L, EICRUTRAARY hL
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LC/MSHBIEF 2 —7 “YIVF v I Fa

— 77 ZRAWI-

I)RAATA Y A4 D55

MR e CERERMER R D Z K DRI ICEBICA H D7 A 74 RRIMAEYMEBEDID>THS T XA~
A <> (erythromycin) Z&kl & LT, VU VBIEEE/RZBAWZLCERETHZITWE L, TYU RO
AT viE, UVRIRAFWZ EhBEERTOBREABETH Y, BATIE2I5nmTRE L TWET,

1 733.93

HF I 1 Cy7HgsNO 5

[LC&M]
EE : Agilent 1200
#Z L TOSOH ODS-100V, 40 °C

(Bum, 2.0 mmi.d.x100 mm)

®wEE  : A--- 10mM KH,PO,KB&

B -+ CH,CN

A/B=80/20 = 20/80 (0’=10")
= 2 0.3 ml/min
Mg UV (215 nm)
B T TYRAYA Y VERE S0 ppmiBR&
FAE b ul
[LC/MSH#iEE]

oOH BE/TAYREY/EE -

b—

o
HPLCH 5 L —

wirsg( ) /W7 FamT

T

733.4612
1z=Fr FAv B
r T [ REER T4k — HEEDIE
I BRI
[MSZ44)

EE : JEOL JMS-T100LP

A F & : ESI Pos.

——FIEE : 2000V

FUT74R1EE 1 6hV

B AR =R E 1 250°C

FUT74R1LRE 2 100°C

Bl 7E 5 B : m/z50~1000

YVNFy I Fa—7

: CFAN10100

TYRAXA T OBEIZBMTT DT, ZDIM+H]T (m/z 734.4691) DIEEBEES % NIZAE L L T, NEHD

NRAANRY MLDOm/z BZFIEL ¥ L7,

THIX DHETEIBAR IS CorHegNOy, (-4.58ppm). AHHHY 13 CagHegNO, 5

(-0.71ppm). THHZIZCsiHENO,, (-3.97ppm)TH Y, TNENT Y RO A U h L DOEEZEIZ+0 (+16 Da).
-CH, (-14Da), +0-2H (+14Da)TH % LR EINE T,

x10¢ 35 (324000

TICC

g

)

S (1721)

ik X EIC: m/z750

s @us) |

EIC: m/z720

] T
BE G101
0

EIC: m/z748

~

il

«108 558 (240576)

) B § u g
EIC: m/z734

[0

* R0 (min)

HE (4541)

4000

i (7932)

0.l
Mk (2938)

2000

o

750.4605  [M+H]*

X Cg7HggNOy
(-4.58ppm)

720.4529  [M+H]*

C36H66N 013
(-0.71ppm)

a0

o

. 748.4454  [M+H]+
C37H66Nol4
(-3.97ppm)

4 ; k;.
sad® i (388206)
734.4691 M-+H]*
TYRATALY (M-+H]
|
wo N T e e o

m/z

TYZRAYTA YV REYPDTICC, EICKUNTRARY kL
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LC/MSHBIEF 2 —

7V r—a3v7T—4% No.SAL-003

7“YIYNFyI9Fa—

Y7 7 & D5 HHl

77 W

Y7 rFERIEE. RILT 7
nNTWwEd, BEEHo 777 —
TNESE|

\—/ﬁ‘%&/ﬁiﬁ{#%*ﬁnf l/ i l/ 7LC0

N—
NH / NH 4<_<N
4 /%:2 \
=, e O

ANTFES ATV

ANT ATV

HFE 12643
E/TAVMEYVER 1 264.0681
AF= 1 CpHpN,0,S

HFaE 2803

vavi—4&|

E/TAVMEY SHER
HF 1 CyHpN,05S

O—CHs

IVERERE LB EEF ORI TY, BWAEERE L TCHALD
VU UvBIEEERERWANEBEINTWE LD T,

—

— 1
HPLCH 5 4

UVIR g5 [

o

280.0630

5 v
)
YNVFy s Fa—7

O—CH, /
" ;“4\1 YA ﬁ P '
2 =0 7 d=F
1»7(/{/ I x;i; TA F#//O_CHS {— -_‘ [ N 7 7 /f }l/& - %
AFE:i2838 HFE 3033 ) I ) AEER .
Z%%%ﬂ;il@&?i 1 278.0837 ;\;%4512L5N/434?i : 310.0736 %E;‘;ﬁ%ﬂ]ﬁ
[LC&H] [MSZ14])
B : Agilent 1200 B : JEOL JMS-T100LP
#Z L YMC Triart C18, 40 °C A4 F & : ESI Pos.
(Bum, 2.0 mmi.d.x100 mm) ——FRLEE 1 2000V
BEER - 10mM KH,PO,7Ki&i& FUT74R1EE 1 h0V
- CH;CN A =R E : 250°C
A/B=80/20 = 20/80 (0'=5") FUV74R1ERE 1 80°C
TE : 0.3 ml/min A E & : m/z50~1000
Tﬁﬁ%& UV (215 nm)
EfUHE YL T 7 HAERESHEE 20 ppmiai& INFY o Fa—T : CFAN10100
AAE 4 ul

[LC/MSH#riE ]

QDORILVT 7 ATV EQRQDRILT 7E/ A METY (BFIZO) I2DWTIE.
MHEERICE>TE—v70—FZvohke

Vx LA

MOy LT7 7RIZAES S e TEH LT,

DFDA F > HRIE A~ D
D v ERIEEE R 2 B UW/-LC/MSICH W T4iE

uwzsa<x by o L

SREE (1636)

EIC @, m/z265
ANT ATV

1500

26710

265.10 [M+H]+

B (307)
300

351~
EIC®, m/z281
1 RLVTTESASFDY

100

[ 281.09 [M+H]+

SHEE (6571)
6000

EIC®, m/z279
ANTFTIVV

351

PRI
2000

*279.10[M+H]+

SREE (927)

EIC @, m/z311
AT IR MRV

" 311.12[M+H]+

&5
REF E%Fﬁ\[mml

YIL77RIAEOUVIOX R T L EICRUIRRARY ML



TLATR Y Ya—arvX 77UV —3>7—% No.SAL-007

LC/MSFFJHHYE?- 2a—T7 YNNIy IFa—T" AW
,&ﬁid)éﬁﬁ{’iﬂ A F I HBE~DER

/M”‘/irﬁﬂmi [AF v DHATEHRINTEY, 100°CUT TRAFKEDIR] &F EBREA TR
SHBOBEIBRFINTVWET, ThAFVREIE, BEDPS < UVRINA %%Ln_th“ EERTHIE
Edb\n BE RTILEREEF U 7 L (SDS) B EDA A Wl AR/ L AR A WLWTHPLCOM 5 2
EDNLZWTT, A FVREDRENBED—DTHEZAIZY U LEEZHABE LT, RTVILRET VT
ZY LENIMLUISAERZBWTLC/MSHT ZTWE L7,

CH;,

+

N [ D—r—{{il—
[» c HPLCH 5 44 e
. B

)
J) uV@ﬁﬁ YNVFy s Fa—7
HsC /
L Lv-—u[ }
NF= 174.67 ‘
a=—Fv

E/T7AYV Py ES  139.1230+34.9694 74> e
PR C8 15N ol — - b N TAILR— BE0HET
S SEEMRE
[LC&A] [MSZAF]
=B : Agilent 1200 e : JEOL JMS-T100LP
#Z L @ TOSOH ODS-100V, 40 °C A F 1% : ESI Pos.
(B3um, 2.0 mmi.d.x100 mm) —— RILEFE : 2000V
B --- CHCN . AR RE © 250°C
\ A/B=50/50 = 20/80 (0'=5") FU T4 R1RE : 80°C
ME : 0.3 ml/min 8 EE5 : m/z10~1000
BHe UV (215 nm)
iy S DT TFNB-AFUAIEZY YT LAY R EppmBR Y F v s Fa—7 1 CO0010100 (iRIftiEs)

AAR Sl IR DCAO010100T b R AMEAN TR TY

[LC/MSHHTHEE]

BEMEYEITOAF R EE LTE R T AFRESF Y 74 (SDS) HN—MKETTH. SDSHD A+~
TBTIEDEL —FEICRELTCLES D, FTVARBT7 Y EZVLEZRAWE L, YILF Yy I Fa—714
FEHRL TCOAVEIERRETT, 77T FOMEBEENILITHZICHEbL T, 1-7TFI-3-XFILA 2
LU Lol RORSEFEIZ2.880THY . A TV HRAEOMELIERTZE LT,

YIVFy O Fa—=TICE ) TEBRED FTYILRBABRET D2 & T, > 74 Y LC/MSHHTEITULN,
m/z1394 A v & EHT BT & HFFE L7

2.88

UV (215 nm)
0044 X10° BBRE (262122) 139.1
A10° 3R EEI545)
| 3.14 ) a0
m WA Ao T4
/77/2 139 100
o ' z ' Jﬁ%ﬁ%[mm]é ' 8 j b R ‘m‘/z‘an‘u' R ]
1-FFL-3-AFIAIKZS YU LsOY KD 1-7FN-3-AFNAIX/UTLoB) FD

uwwvzsa~w ko7 LEMEAF o~ o7 L (EIC) TRARANY R



ITLTR-YYa—avX FTTUT—
LC/MSHRIEF 2 —
A2 b2

>a3>v5F—4% No.SAL-006
7“INFYyIFa—
YINIEDOS

77 AW

PHEASE 7O NS T7 40 —FRBWIA VYR I NR R TEBDYH

icsuwt, U 7/1/7ru@’ﬁﬁa’%

(trifluoroacetic acid, TFA) ZHRMLIZAEBRHIALWSNEFT, LA L. TFAITBEEAS T 54012,

LC-ESI/MSICAHWS & = — FIL & REMmAE RN S

BRENKELBYBETCHNEDA F L& HHI L

TLES ZEPHONTVWES, XXV BEZERE L7U\7°7’“ |~ mm%’(%ﬂ X ERZ AL 708BER

THERVLWDEDNEBoONETH, 1V RI MR UNRIVETEDEEEZFBI-OICIITFAOAENA LY EL TWE
ERR

[LCZ&1) I—r—{ s —

Ch> .

EE : Agilent 1200 r PLEm A -

A5 L YMC Triart C18, 40 °C . .

(Bum, 2.0 mmi.d.x100 mm) UV Hi2s j INFy T Fa=7
BEER A: 0.1%-TFA/#Bffi7K, B: 0.1%-TFA/CH,CN
A/B=98/2 = 20/80 (0'=10")
TE 0.3 ml/min
MHEs UV (210 nm) s sS4y
K &V /0 B &10 pmol/uLiER TANE—  EBHFEH
EFAE O b ul Sos| S
M1 #BEHKE

[MSZ4)

B : JEOL JMS-T100LP [E=0kH]
2| : ESI Pos. . _
e e UYF—L  HFEH14300
Y742 1BE £ 100 V ArREy STE QT80
BRI ERE 1 250 °C
FU T4 R1BE 1 80°C . " e .
A G . /2 200~3,000 IYIWNFYyIFa—7 : CFO010100
[LC/MSHHTHEE]
1. TFAREtR Y NVF v o F21—7CFO00F
UV 210 nm 805 TFARBERICE BLC/MSICEBWT, VIiLF v o

8.81

| L B B B

M2 wvoBERESOUVI AT ST LA

x10°  B4IE (2390160) 820 899

2000

“[\\\\\\\\\\\\\\\\\\‘\\\\\\\

M3 2 I BREFRMDOTICO/AY I T L

Fa—7CFO0ZAWEED R/ RIBEREHARD
Uvzao~x borZL%5F2ic, TICZ7Aa~ 77 L%
K32, EICEYAARY FILEK4~TIZRLE T,
X5, TOX AZX Y MLTERIEINTWS A F 14,
TaAYhRYa—=avoiERLY. A b fHmiC
LBEZMAFTHBZ ENDHMY T,

BT BN Fy I Fa—TERANENE

(TFA%Z A F Vi RIEA L5E) &ttﬁwr
EICRREII3~4MEm W MEZRL X L1z, £/, ¥
AR WS LERT Z L. E— I RRKIPR
wThY)mbhaeteezr L £ L7,

SBEE (9868)

8000 Elc
m/z 2045

2000

SHEE (8644) T+
N 2045.32
8000 8+

178978

6+

238504

9+
10+ 159106
143207
1301968, |
1 l k.

L L L L L L DL L L L L L L

M4 UV F—LDO[M+THITHABY T B m/z{ET L —X L7EIC

X5 REFERE8.2HD (U VF—LD) TXARY b

BBEE (5204)

5000 No.01
EIC

m/z943

= 7 7 7 I LB I B e ey
0 5
REFHER [min]

18+
34/ (4363) 19+ 17+
4000 893577 [~ 99858

84895 113158
121232 13+

8+
1551 L1+ 9+ 2tz0s T+

242355
282736
Land

_alllffrtt s .

I
500 1000 1 5uu

80857+

694.17

I
ZDDD ZSDD 3000
m/ z

X6 IA/AEYO[M+18H]B+HIHET Zm/zfET L —XLTEIC

M7 REFEERISD (T478EYD) YXRARYT ML




s;lq-l- :—I— >
2. TFAB#K® VY IV+ v 2 F2—7CFO0E
P (2567) HIE (2075) 6+
2500 ElC \806 2000— N 2386.23
m/ 22386 1 5+
236?30
1000—
T+
500 7 204‘550 240528 L
1
T T T T T T T T T T I T T T T T T T T T LI |
M8 UV F—LOIM+6HIHHEET 2 m/zETHL—RLFEIC M9 RFFEESIND (U VF—LD) YRRART L
®E (1729) 1 (1275) 14+ 12+ 914
1-8.76 121239~ ~154276 Q4
1500 5!/02 Laia 1000 106097+ o988 15851 24;‘; 6+
998,63, 8+ i 262755
94322 Z\ZPSZ
°00 44751 M?;f\f\li 170834 , 1898.02 Lmsu
L
r+rrr1r r 1t 1 1 r 1 1. it T ] T 1 T "7 T T T T T T T [ T L L R e e e B I B e
0 5 10 500 1000 1500 2000 2500 3000
{25 [min] m/z

M10 47 8aErD[M+12H]24 YT D m/zfET kL —X L7EIC

3. ¥BAMR YN+ v Y Fa—7CFOOE

11 RIFEEMS.8N D (T 47 AEYD) TRANRY kL

BE (6174)

EIC
m/z1591

7.14
5000

9+
N 1591.04
10+

143206 8
178978

T+
204535 64
kzm 50 23811
b

B4R (4611)

4000

11+

1301.96

|

T T T T T T T T T T T T T T T

K12 YUY F—LD[M+9H]*IHEHT B m/z{ET ML —X L7EIC M13 ®REFERET7.190 (YUY F—LD) YRART ML
BE (22985) x10° 3 (18838) 19_']_'8*]:7+
20 EIC N7.72 o 20«?354\ \932502033

/77/2 942 S9N /113154
" L] “l [ | T 8 ™
! ‘ ‘ ‘ ‘ s b b ‘ ‘ ‘ e ke T, e "0 | " o
{251 [min] m/z

M14 F7BE>DO[M+18H]8+ YT 2 m/z{ET ML —X LTEIC M15 ®REFME7.790 (T47AED) RRAZXRT B

TFABRBERIC L BLC/MSICHEWT, VILF v I Fa2—7CFO0% WA WLEG
B) ORVINIBREHABDEICE X ARYT ML AEKE~111 »/lei?"o H'Jltbt SN
L7BDEICEE X, YILFy I Fa—TIlL>TTFAZRBREL -5

N A= ®4T/mMﬂbt;ot#%TT
7o, E®D®IC

FHRAMAZB W HBEOT—2%X12~151TRL £, FEIC

& (TFAZAFVRICEA L -5

fIFlERI > ThaALWEERoNET, La L, K12, 14ICRLAZEICE— 27 FIRIE4S, 6%°8, 10L& W EL, 7
A—F=r7LTWEd, FREPEIAT LTI 74 —I2L2M 7 bR RNTBEORITICIE, FEREU D

TFAREL TWB Z &EAnhl £9,

E (1192)

- (o} S
] - = iz & s
SilA >
94322
’

W ‘ ‘ ‘ |
M16 IAZ7AEYOTRANRY kL, CFOOfE (/77/Z900~]_400)

%ﬁﬁ? (4363) 18+ 17+ 15+

113158

121232 13+
T osasen
0 N “

T T
900 1100 1200 1300 1400

M17 IFT7AEYOTRZX~Y b, CFOOF (m/z900~1400)

TFARBERIC K BZLC/MSICEWT, VIiLF v o
Fa—T7CFO0RBWVWAWEELAWHEED IF T
AEYDYRARY bL (m/2900~1400) %15,
16ICRL X9, MEICHBWLT,
Ak fHINIC & 2% M4 4 TTH, MISTIEZNS
DAEEICL/IBEDEEDE — AN TWET,
m/zEEBEELY ., NSRE—=ZIETFASINA #+ >~
THHZ ENDHY F LT,

YILF Y I Fa2—T7CFO0%BWSZ & T, TFAX
FICEB R RIBDAF i 2 KRS8 5 &3t
E\%%&HM4W/@&m%ML%wvzz«7%
ILHELNE L7,

TFAZ A #F > IRICEA
IZEENTL/3~1/41CRA L £ L7z TFAIC

SBRRTBOAF

BEOEWE—27137
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LC/MSHBIEF 2 —7 “Y VI v o Fa—7" ZHW:

TFABREICE 281 F D

N
H

A ZEH

B EYEERIR I/ A~ b7 74— I8 YT B, BEEIIH 00 ICBREBEIE (DTEDpAaL Y

2L EIEWpHIZERTE

) ZRAWBZ N DY £9, BELC/MSTHER 2BUEBLHAE L L Tld. FFER. T,

U 7L

FOFE: (TFA) GEN—MMTHY ., EBULpHTERT 24 0TFALYEL TWET, L. TFAIZBEEA ST E
702, NEZEAF Y TRET2HETHAALIGIZREITILAHYET, L THHEZEAF T

BT 2FE. 1ZIZ100%DHERTA A MLIlf s I T EEZONE T, YILF Vv I Fa—T7 CABRRPOTFAZ
BREL. BAFVBEEAITWE L7,
__ I—— i
<\:/>\NH F HPLCH 7 4 /J//*
_ A “
UV 58 Ej INT T Fa=7
NH5
N0 , / -
o LTb7r o H.
A FEE 1 204.225 . .
E/T7AY Ny SR © 204.08987 ] A S
£F3 : CyHN,0, R B
- M1 ZEERE
[LCZH]) [MSZ15]
s : Agilent 1200 s : JEOL JMS-T100LP
A5 L YMC Triart C18, 40 °C 1 F 1% : ESI Neg.
(Bum, 2.0 mmi.d.x100 mm) ——RLEE 1 2000V
BEER ¢ A 0.1%-TFA/#BH#EIK, B: 0.1%-TFA/CHLCN +U7421EE 50V
A/B=98/2 = 20/80 (0’'=10") B =iE A 1 250°C

g 2 0.3 ml/min FUT 4R 1BE : 80°C

#®HE o UV (210 nm) 3B E 3 B © m/z50~1000

Ak YT H7 7 20ppmiET&R . . )

FAE 5ul YIWFy I Fa—7 ¢ CFO010100
[LC/MSHHriE R ]

U7 7 3BEET I /BETTA. SRIZEAFVRAEICBWE L7,

YINF Yy I Fa—T7HBANEWNEEERWIEEDmM/2203 (MY 77 7> D[M-H]-) DEIC (extracted
ion chromatogram., #iEA A >0 o7 Z L) #X2IRL£3, CFOOA L TlE., TFAREBFICK DA F 1tk
WENZ kT FFILiFBHENTWEEAD, CFOOH Y TIEVILF v IICLBTFABREDR T 7 F LN

mEENTWET,
VL y 7k, BEEEIZ BN E L7-BEBEXHETOLC/MSICEMTH D Z P ERTEE LT,
s CFOOZ L
[ T T T T T T T I
’ ! Y R i) ’ 10
38E (730 e o) [M+ClI]-
CFOOH» Y 6.26 ] [M-H]- 239.30
o] | 203.29
ot ‘ _— ‘ ‘ Ll , ld L
’ ’ ! ReER9 [min) ! K b R m “

X2 m/z203 ([M-H]-)DEIC

M3 RIFRFR6.260D XX~y b, CFOOERE
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ZYINFy I Fa—T" ICRBELYP

TWIEEELEMICHT EHRR FH T LEICK BREH

D U BB EIREMEIC YLy 7 F 2 —7CFANEZ B W=BE . BIENSIL Y IEEMEDE
ﬂ&%t’(tio;tb%‘)i@“o ZZI T, Fa—T7EBARIIKRZ HJ7A,£L_

§1—7m@ﬁh

(IS RRBERY (270 V)
W7 >vEZTIK

L TCHENSILEY Z BB E TNIETREZIMFI TEE EER

ibto_%¥ﬁ50§®F#ttywwwﬂOT%%Ztﬁb\¢ﬁ%#??@%%ﬂt@Uﬁ?ﬁV§@@%ﬁ

WELTCLEFWET, £ T
HFE LT,

CHj Aoz 8—
|\"| HCI

b=y N
XD FEE : 315.84

E/7AYbEY /ESE 3151390 —
5F 3 1 CyoH,NOCI BREER
[LC&A]
H*EE : Agilent 1200
Hho L : YMC Triart C18 , 40 °C
(Bum, 2.0 mmi.d.x100 mm)
AT : A -+ 10mM KH,PO &R
B -+ CH,CN
A/B=80/20 = 20/80 (0'=5")
RE : 0.2 ml/min
TR 2R : UV (215 nm)
=Rl D IER N RE 20 ppmiBR
FAE 5 ul
RAMHT LA 1 200mM 7 > E =77 0.05 ml/min
[LC/MSHHTHER]

VILF v 7 Fa—T7CFANEZRWNT, ZDF F0H
L/f\_i;'ﬂj_ t Y e =y 7J‘<7&/—J_X |‘7]7A$’Cm\\jJDL
=550 m/z280 (BB RK¥tE>rn[M-Cl]t) @
EICAX3ICRLET, 7VYEZT7KERML THOH
LD RARRY FILERICRLET,

%@iiﬁﬁ?%t\ﬁ%P#ﬂawava
JF1—7CFANICIRET B & hnt) £9,

ZTKERRNATLETHRMT S Z & T, t—
IR IEBETET T LT

VILFy ZICRE LT WEEMLEME ST
DERICIE. TYEZTKERIMNAZLTHRMLT
BEMECEY OB Z NG S 2 AENBME LR
9,

HPLCH Z L

w7

RAMATLETTVEZTKERMNLT, YILF Y IFa—T~ORBEOHERH

37 ) A
Jadfrh NUVT aAzZFY S a—

N

YNFy o Fa—7

BRI

UVIR 2R

P
e
TYEZTHK  ER
X1 ZEEHEK
[(MSZt4]
EE : JEOL JMS-T100LP
1 F 1% : ESI Pos.
. - : 2000 V
FV74X1EE 50V
AR ERE 1 250°C
AU 74 ZX1BE 1 80°C
Bl E &0 : m/z10~1000
YNFYIFa—7 : CFAN10100
UVQR15 nmyza~< k75 LA N
J 6.81

020

010

= = T,
RIFHR [min]

VILF v 7 F 2 —7CFANZE R W94
m/z280 EIC

T T T T T T T T T T T T T T
0 20 4, 80

* (RSB [min]
‘ b — 2 FoRE

x10° B (31869)

1280.20

m/‘z

M2 EBMRFFEEOTIXART ML

Ity 7 F 2 —7CFAN
+ 7Y EZTKEMERR b H T LK)

& m/z280 EIC

I N Tk T T T
RIFEE [min]

M3 EBFfFterafBEouvso~ ko2 L EEIC
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7“INFy s Fa—T" EAVE
YBREIC & BES F Y DRES

s W ER Iiﬂﬁ/\%%u_ﬁ eV AN NI T T 4 —IC&

DA d 2. BEMED A AV EZ BRERFISAINT

L5IETAAVRERICEY FUEDA AWl TRIFZMLES B2 EAHY £9, BELC/MSTEZ S 1 F
/ﬁﬁﬁkﬁﬁ@iﬂ;%li?’ryiﬂffﬁt LTiE. bV ZFLT Iy (TEA) . PTFLT \/ (DBA) &N —fMITY, L
L. oD A TVY#EﬁELii%%’I‘_’*JE# TED2DIC, IE/(?T/’C’@;E@"Z) ZE. 1ZIX100% DHEZETA F Ll
flekeldeEIONET, el czaFvBREYAAZVEREFERL T, VIV Py 2 Fa -7 TER

BRPDOTEA%RBREL TEA 7f D E'JE’S:TTL\ F L7,
HL™\ PUIFAT I
N HEHFEE : 101.19
he—"  cH T/ 74V MEY S ER 10112045
: 3 £F5 1 CoHyeN
0
—aF i
N OH XS FEE © 123.11
| E/FAVREY SEE © 123.03203
NG HF 3 1 CHzNO,
O AR =g
HNT X S FEES : 138.12
\— N on  E/TAVNEYSEE 113804293
N 5F3h 1 CeHgN,0,
[>T 21— 3 ]
ot (1) ZaF B 10ppmAR
(2) vah =g 10ppmBR
SRR ¢ CH,CN /H,0=50/50 +0.1%TEA
e : 0.1 ml/min
AN +
(LC/ MS o HTHE £ ]

S VURYTERWIEA YT 2 —2 3 Y OT.
(TEA) HETTHELALTRRARY FILEN2,3IRLET, BRTICTEAZETHE, TEAREIZL S
47r‘/1t$£|1%'”:4:o’(\ —aFvBEvoAZVvBIZEDICV TR EHENEEATL T,

YIWNF Y I Fa—T5EELTH Y TAVTTEAZBRELEL-E A, m/z124 (ZaFVED
IM+H]*) &m/z139 (7RAZVBOIM+H]Y) SN E L, W, VILF vy o Fa—T%ERLE

EZA, TEABRDOm/ 210213t HENE B A TL 7,

ST 2=y 21Y,  EEsE
7 7 T4 E—

M 0
|
| Il
YNFY Yy Fa—7T
v
B ol
X1 XBEEEX
[(MSZf4)

e : JEOL JMS-T100LP
A F o 1iE : ESI Pos.
——RFLEE : 2000V
Y74 R1EE 50V
A= RE 1 250°C
FVT74RA1RE 1 80°C
B 7E &3 B : m/z10~1000
YNVFyIFa—7 : O0OAN10050

—aAFvBETAAZ VANV IFALT IV

VILF v 7iE, A F AR EEOBEERGTOLC/MSICEMTH S Z LR TEE L,

01% MV TFLT I VAR
YNF v Fa—TEE m/z102

s8R (893582)

C o omz

01% b Y TFILT IVBER
\//|/7_”/77/‘1*7¢ﬁ m/Z]_OZ

s (1892950 )

m/z

‘ m/z124 & H

‘ m/z139 & H

01% MV ZTFNLT I VAR
YNFy I Fa—Th ~m/z 124

‘{ I I E—

s (22087)

L L
100 mlz

01% MU ZFILT I VBRK
YNF o Fa—Th ~m/z139
i R (88390)
S SR
m/z

X2 TEABRKTOZIAFVEBOTIZXRZ LML

M3 TEABRRBRTCOT AN VEBEOTAANRY kL
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LC/MSHBIEF 2 —7 “YIVF vy I Fa—7" ZAHWT:
T IVEREERREIC X B LC/MSEIEH

Bt A = L\E%IiTEAfF%%L?FH/\@E? AY ST Z274—ICKYDT B BEDAF B2 R8BERF ICRINT
LT ETAFUEEITEY EPI%@/(#/Yi%ﬁ/ﬁkl,’({%?ﬁﬁ:ﬁj:éﬁ% EDBHY ET, AFREHEE L TERS
ﬂfu%P?vw%M#FUWA(ﬁﬁ)MK@ HThd7-0, MS@%#/%%TM&L%KI% mHIER
DEDA F bz HIT e, T4 TLC/MSOBAEICBWS Z LI TEEHA, . K72
M7 >E=Z7 L (ADS)EHFMLE-%2T, Bl LTh7 oA /ti;@&ij—ﬁ\ vEREAL T, //I/ﬂ‘ v Fa—7
uiut’l’/lﬁ“/ﬁija) FT/)PHE&%B%% LCTilEAHFH > E\U}E%'ﬂ—\/\i L/t_o

74

B LRBET Y L ST azAy S, BRI
HaC o0 N IANSFEE : 265.39+18.04 |_| M
o E/TAVIEYIER I ] \
: 265.14790+18.03383 oo
HF 1 CipHp0,5° NH, [ cursry7 ) ‘
2 /CHa YWVFy Y Fa—7
HCy h7zAYv
)\ A5 FERE : 194.19 v
E/T7A4Y ME Y ER © 194.08038 . P -
Ly, SHFH T CeHiN,LO, ’
NH o X1 ZEEBREK
N%\ BT T I MSZ
)\ *H:% FHEE : 265.35+35.45 [(MSZfF]
JTAY PEy oEE © 265.11176+34.96940 B : JEOL JMS-T100LP
/‘?c C12H17N,0S - Cl A F ik : ESI Pos.
on ——FLEBE : 2000 V
N V74 X1EE 150V
(27 2= a2 5] BARE R : 250°C
ERe (1) 74 10ppmiBik U714 X1RE : 80°C
(2) BB F 7 2 > 10ppmBR pillalegezd : m/z10~1000
AR = CFUHEBRT EZT L R
iﬁ;f t CH,CN /H,0=50/50 +10mM 7> LEiEET » T = Ity s F T . CADO10100
TR 001 ml/mln

[LC/MSHHriER]

FF BB U 7L (SDS) #FWAEBRONMETH 2IEEMES L OELSTFIEDIE. 7243
B+ HF A EFIBE L -V ILF v 7 TIRIEEMOSTEA—EIIRELTLEVWET, LAL, A F
VEBRMEICLIEERTUAARBR T Y EZ 7L (ADS) THNIET A X IZIF TRLWO TONEIZ Y LS

ICRELEFH A,
T A asifife HFF 2 sifiE

FELARB R L o > Na+ BEMOB oo > ERiE

T A s bE
REUARBT Y ES YA > ERiE SATIE b R

S VURYTERWA Y T A=V a T, AT AV EEBTF T I VA RTUIGREBT EZY
—/A#\T_—F’CLC/MS(D BEZHAAE LTz, VLT 77“1—7%‘};&[,’(?/74 v TR TYILVRER % R
LELAEZA, m/2z195 (W7 24 D[M+H]Y) &m/z265 (F7IvD[M]FY) EEEINE L7

VILFy Zld, A FIREEAESECBIEIETOLC/MSICEWTH S Z LW ERTEFE L7,

10mM R T ILERBET v E= 7 LAR 10mM I\“?‘;‘/J%ﬁ@ii?‘/%:ﬁiﬁ%i&
YIty I Fa=7% “ m/2195 YIF v I Fa—=T8 19
e m/ 2265
» 154

M2 ADSABRTDAT7TAVDTRAANRY LI X3 ADSARCHDIEBRT 7 IVDIYRAARY ML
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LC/MSHBIEF 2 —7 “Y VI v o Fa—7" ZHV
PIZTFATIVRERERICLKDZXZLFF FOEIESH

BUEIASWVEBEUOX 7 LA F RE2YERPE /AT 574 =X UDIRT 2. 44 B ARKTIZHM
TARZETAFUVERICEY)REDAF V2R L TRFZELESERZELVHY FT, RBEITOEHEIL. 44
Vﬁﬁﬁﬁwﬁ%ﬁ@@ﬁttthI?WTSV(ﬂ%)\@ﬁ@@ﬁtLTLM3&3«#ﬁ7wﬁD%7D
/) =)L (HFIP) ZAAWAZ &N —MINTT, LAL, TEAIZEEUEASTE240HI1C, EA 4 THRHET 215
B, ATl ERCTEEZIONET T, SEIIE. ARl LTTTZAE (AMP) , 77 /> >V v (ADP) ,
7?/775U7%(MP)%@%LT\wa/7#1-7?@%&¢®WA%%%LTE4#/%m%ﬁmiL
7=

7 HESE

HaN HaN IvIro8— HPLCH 7 A NLT AZFY o s HE
N =N
o Ny eoe N
HO—P—0 HO-P-0-P-0 N N
b = > o o YIWVFY T Fa—7
L
OHOH o
AMP OH OH ADP i P
S FEE : 347.22 M5 FEE © 427.20 BHR Feik
E/TAY MY OER ¢ 3470631 E/TAY MEy oBEE @ 427.0294 ]
HF 2 CrHyuN;0,P HFZ  CroHisNs010P, M1 ZEBEE
& [LC&A] [(MSZt4]
Y e S 5 %% : Waters UPLC H-Class HE . Waters SYNAPT
S Ly Ay ) o N A3, Waters BEH C18 A F ALk . ESI Pos.
(1.7 m, 2.1 mm i.d. x50 mm) ——FLBBE 4KV
SABETR 0 A 0.1%-TEA/#B#i7K, B: CH,CN a—-VEE 50V
hsrEs 50718 A/B=100/0 = 80/20 (2'=5) BUABRE ¢ 450 °C
I7THEA (90718 e : 0.3 ml/min A E BEER : m/z 50~1200
E/FAYPEVIHR : 506.3957 S i AMP, ADP, ATP %50 u MiATE
AT 3 1 CioH1eNs013P3 3= .
EAE 10 L X
YIVFy2Fa—7: O0AN10050
AN +
[LC/MSHHTiER]

TEARBERICE HLC/MSICHE LT, R7vﬁf+ (AMP, ADP, ATP) #BIE L/ RXARYT MILER2IZR
LEd, ViLF v I Fa—T72A0AEWNEES (TEAZAF VRICEALIHE) LHEL T, EICEE X4~83
%wﬁ%rbibtoit\/»f/7+1—7%%u@u Alx, 7O bk ofmAaF > [M+H]HCmz TR Y
1%»7y%:7AﬁM4#/W+WAMP#&ﬁén@ﬁ&x~7h»f%otwcﬁbf\/»+v7
Fa—T7HBVWBZET, NIIFALTYEZIDLMMAAUABEINTICT O b AIMA F 721D
SNE L7,

YWFyIF21—700ANZRHWVWSBZ ¢ T, TEARTFICLBXILFAF R4 F LiDH%2 BRI E3 & &
2. ROBHMAFVYOEVWERLEVWIRAZART AL EONE LT, BEBOWA~ADICHALEETEE T,

o= YINF YT Fa—TH mmm—————— ~~e
g AN
'I m/z 348 [AMP+H]* \‘
i 5 \ m/z 428 [ADP+H]+ M/ 529 i
: ‘ \ m/z 449 [ADP+TEA+H] I
. 1
: [AMP+TEA+H] /" m/z 609 H
i A\ Mz 808 S AT TEALH]+
i [/—\TP+H]+; . I
I 4<q K 1
' . '
: O-prvrrpererferee provepheeshernr prorerehrerherer t " miz : Y, 1/7’ 7 _ 7ﬁ
280 2m 250 a00 450 S00 S50 00 B850 70 B - ———— - } \‘/ 7— T A e ——————————
I [ - s
11 m/z 102 A LK 1 '/1;3 N
! [TEA+H]* | i : !
! { m/z 348 [AMP+H]* 32%:4100 : m/z 348 [AMP+H]* 3815900 !
i P = [
o { | m/z 428 [ADP+H]" 3728 A ] W /2 428 [ADP+HI* 28753380 :
1 ] ’J" —. 1 1 1
| {2 508 [ATP+H]* BAE:300 i /" m/z 508 [ATP+H]* 3EE:2540 :
I‘ N AN ;| I
\ ' v 1 /o ¥ I
\0 T ; proertrrrrrrtere 4 T |l T |: T e m / v\ + I 2 : y .tll
(o 20 Uaoo ain w0 e | 7 =0 | st | 000 1400 ,} Mo 10 00 | B0 400 SO0 600 700 €00 GO0 | 4000 4400 _m/

X2 TEABRBER TCOX I LFFRDTRAARYT kL
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7“YIYNVFyI9Fa—

7" W

IC/MSHIZE 5

A1F>vyoa~wbsZ77 (C) . £ICE
LNTWETH., BRRDOREFEIMRFERL A AL
t&bili“ ;tTEEL\t EhhvTtwxd, EESITEITS 7=

WEENHEE (MS) 2ERT 2 EPEWTT,
ICOD,E%"E,& iT%ﬁ%'liTté%%Fﬁb\%f:&bl\/lsm@%%ﬁti
R Bhnixdsa, Y7Ly —%ERTZZ & TRE

ENMICAL

ATy~

74
NLT AZF v 74»5;_

N

YNFY Y Fa—7

RSy
BEN

ICHhZ L

I BN HESNET DT, MSADERATHTT. B 5 —
LAL%EA D, MSTHERALTLWAFvEZ Y —| 'ot% AR BER P
EoRETH T Ly —DENTLESI LB H Y, M1 BN
Ly —DEMLNRETT, BT, MEHIZMSD )? <
ISICEEIRENH Y £ T ek BAA A
/5\@ lZ. VILFy 5 F 41— 7\‘% H 7° LyH—¢L ’C{i HPLC#E Waters U,PLC H-Class Waters U.PLC H-Class
Be22&T. AADOLC/MSEE TIC/MSDBEIE % 1T — Thermo Fisher AS17-C Thermo Fisher CS12-A
* L7 (2 mm i.d. x 150 mm) (2 mmi.d. x 150 mm)
° A: Btk A: Bk
s AL VB . B: 50mM KOHZGAR B:0.5% X & > Rk v BER
- - . - BEER
SFR NO; HSO, H,PO, A/B=98/2 = 80/20 = 40/60 A/B=80/20 = 40/60
B FEE 62.00 97.07 96.99 (5= 10 = 15) (0= 10)
T/TAYIEY SEB 61.9878 96.9596 96.9691 i (ml/min) 03 03
LR (ppm) 61 39 7 ENR (ul) 5 o
MSEE Waters SYNAPT Waters SYNAPT
FUTR/ LTI n-FFLT I FUTZFLT I A F bk ESI Neg. ESI Pos.
B FEE 149.19 73.14 101.19 ——FLBE (kV) 3 4
TITAVIECY /BE 149.10519 73.08915 101.12045 aA-vEE (V) 10 40
HF CoHisNO; CaHiiN CohysN BtagiaE (C) 500 500
pillnak el m/z 20~1000 m/z 20~1000
YINFYIFa—7 OOAN10050 CF0010100 : 24
[IC/MSHhiER]

m/z 62 97TDEICE X2, WEEE,
INE L7
57=%1C

MR VO ZAANRYT bILERSICRLET, REEE U BEE. R Um/z 97 THER
BEREExET 22 THRTEZENTEE L, AT I HIE. ICTREFIEWZD
WBRBWX RV RILEVBAMEICARY FY, £ T, YIF v 7Fa2—7CF0010100% 2AKEF|

. At
[CEWT, A&

VRILRVEBOBREFEITWE L7z m/z150, T4 102DEICEM4, &7 IVDTRAANRY FILERSICRLET,

ICTRIE — 7 D HERI NS
TR B 72T TRIEIC

1oH

m/z 62

R.T. 4.3

T T T T T T T
2m oo &M sm

m/z 97 RT.7.6 RT 91
X2 m/z62~£97DEIC
m/z 150 RT. 4.6
10H
m/z T4
m/z 102
Al

X4 m/z150,74&£102DEIC

BYE—7DRENBELHZE, MSDIEL |
IC/I\/ISU)EJ;EZ‘J’CE?% Ehhrl) LT,

ZICHEL THLC/MSICY L F Yy o9 Fa—7

b m/z 61.9877 s
[NO3]’ (-1.9ppm) R.T. 4.3
= m/z 96.9592 m/z 134.9158 '
[HSO,]- [KSO,]- (2.7ppm) RT.T7.6
" (-3.6ppm)
IIIII Mo reerrerprre bl et
m 78.9583
m/z 96.9687 ,
] [H,PO,]" (-3.80pm) RT.9.1
,,,,,,,,,,,,, R Y P
M3 KT ZFVDIYRAARY ML
e m/z 150 [M+H]~* R.T. 4.6’

(bVTH/—1LT V)

,ﬁ- ‘
. .

B T B R S R e e e 1

m/z 74 [M+H]*

(n-7FLTIv) RT. 84
l. L ] l l ‘ TR T s
m/z 102 [M+H]* RT. 110

o (FUZFLTIY)

@M 40 B @ W00 12 W0 160 60 A0 24 0 260 FO A0 0 M0 X0 F0

M 7 IVDTRAARY KL
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[VvF vy oh—tUvY, YILFy IF a—T7HE]

mE | RS | BARE | gmae | DENE | BER [ s Brm
[SEEES SRILEY ' BE
(mm) (mm) (mL/min) | (mL/min) (min) (%) (&) BE
YILF vy h—hJvS CFAN 55@1%; f?f‘gﬁ 46 30 10 08 20 90LL £ 1 CFAN46030-01 | GFAN46030-RF
=)
YILFvs H—kwS 00AN E‘ﬂiﬁﬁﬁ%ﬁ 46 30 10 08 60 90LLE 1 OOAN46030-01 | OOAN46030-RF
=
VILFvh kv CFOO smﬁ;ggﬂ 46 30 10 08 30 908 £ 1 CFO046030-01 | CFO046030-RF
YILFus H—RJwP CAOO smﬁgﬁgﬁ 46 30 10 08 30 90LL £ 1 CA0046030-01 | CAO046030-RF
mE | B | BARE | mmae | PUENM ) BEER 1 5 FHE
SEEES SRILEY ' &
(mm) (mm) (mL/min) | (mL/min) (min) (%) (&) (MPa)
10 100 03 03 10 9011k 10 GFAN10100-10 2
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