d LC/MSA#Z>» 74 YRiET7 7YY A
YNNI IFa—7
 INTFvI7Nn—=bUvT

LC/MS D lixi 7 % — Fe i iR |
* FEHFMEBREERTOLC/MSHIE
) v EIS R
A F > I E R
* B8, IGEIC K D14 F 1Ll

MU 7L OREER
N TZTFILT I
A F > IFEER
* Na, K& En{ting # v

O FE 0.2 ~ 1.0 mL/min 3%
O FHEIRME (UVIEHEEE E MSORIICE S

(455566098442

BRFETT T T TEHMERA R

88T TLIR-YYai—v3vIkAett
T222-0033 #%)| B E TSI HiiE3-23-3

T187-0035 BRAR/INFri/NIIFEHT 2-18-13
E-mail : support.sales@altair.co.jp

E-mail : info@sitsuryobunsekiya.com . :
URL : https://www.sitsuryobunsekiya.com/ ALTER URL : https://www.altair.co.jp/
TEL : 045-473-6211 FAX: 045-473-2884
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547 [ = WA Tt}
/\\‘}1’7\\1 A a— BEENEr

1y Txrs- HPLCH 5 4 =y

JI\ JI\ IYNFyIFa—7

B E YNFyoh—+Y Y

0 |
PIfZ1.6mm A)V"
5
NE1Imm

74T 4 v 7IERI5E
(REL6MMIE, EA7 14 v T4 v IHRETY)

CFAN 7=# x+ny+vzm . U VBIEBEROF > 74 ~LC/MSHEIZE
OOAN (»##4>zm : Na, K& oA+ EiE

FUTFAT Iy, STFLTIVICEZAFLiDFDRE
* CFOO 7=#vzm : UVEIYVEBTYEZILBREERERDOAYF54LC/MSEIE
FUZLAOERRICK 24 F v LidHElDEE
% CAOO (7=#vzi)  FTUNRBT VY EZILBEEDA 54 LC/MSEIE
BRMEA A RHEICE M4 T tiNFlosE

* %

s YT h—)wS
- - < fERAE- - - { M/:‘éﬁﬁd);}ﬁ#llj/ }

YNy I Fa—T [
T A RARRAT
JILFYy o h—F) v [ YILFuh A—RIySHEA

PEK } { TLATR-YYa—arX }

BiER e L
(EM»7a—50) LC/MSIE } <] { BREH—M TR }

iy

[ H—hy ST }

U

FERFEA—) Y DEAF

ERFIEARER*T TR bUIL, XK=, K

fERATIEE pH ¢ 2~12

BIERAMEEHH2 ¢+ CFAN -+ - - U VERE, KR VBERVIERT v E= 7 LEL EERH DA 4 HLEY
OOAN - - - FURT v E= 7 LER ExFoRBEMENEY
CFOO, CAQO - - - U YVERE, RILKVEBER &AEFOBBRIEIEY

X1 BARAEIZTTIRERTEEEA, KE20%ULETHENTIVET,
X2 BAFUEAEYLULTEL, YLF VI Fa—TICRELTCE—IABEARLAY 70— LT 52D TEVET,



Al

% CFAN : V) v EISEE &R TORIE

wsnx b7 L

T T T T
v |
\ Vow v
1 1 1 1
' ' 1 TIC
\‘ \‘V [ VA=ISd 7N
\ v
v v
e e
I R |

REFI5E [min]

U YEIERERTH, BESICR> =BT
LC/MSOBIENTE XY,

=

&£

1

% OOAN : NaftinA # > okg*E

YINFy O Fa—TE

303 [M + H] +

[M + Na] +

‘ 3l25 357 [M + Na + MeOH] +

300
m/z

YNFyIFa—-TFH 303 [M+ H] +

m/z

Nafti4 > HnE w7,

% CFOO : U 7Z#FDEFEERER TOLC/MS&E A # VHIE

0.1%TFABEER

YINFy TF a—TE

13 2113

A (182503 )

L

‘ m}z

YNNIy IFa—TH g

m/z113
/ #E (1901)

m/z

0.1%TFAAEER
YINFy OF a—TE

Ny TT7792F0 ) 70 OBBRIEED

¥1/1001ck Y £9,

i

YNFv I Fa-TF Q]

359
ONWMMWJ\WWNWVz

RIFERT (min)

* OOAN: FPUITFATIVICEBXILAFF R4 F{LilkcE

emm————— VIVFy O F 2T

Ak X7 LAFF (AMP, ADP, ATP)

2

BEER 0.1% MY T TFLT I VKER

FVIFALTIVREERTH, X LFFF%2Pos. CHRBRERBETEET !

A2 b8 VN08E
DI HHRN |

TFASHRTLAMEDE A F 2 RHTEXT,

YIWF Y I Fa—T%ERL AT A4 TTEAZ R

~

e N ELELEECAH, EICHREHI~SEEMERRL £
J m/z 348 [AMP+H]+ . VoL, X500, FUIFATYESYLAINAF A
! TN E AT oeireay | RESAFIETR P ISV T RRIET B L
I \ ; e _
: \AMP+TEA+HT 7 cog | NcEE L, papr——
: N\ TEPSJ?SJ*"/ [ATP+TEA+H]* | S TEAMHH ,f,J.: % |
1 *“ \ " /’ : S, u g ]
| N« |
: Zéu 30 w0 w0 5\:'ul T mo | o TE‘IJm"Z : o ‘/jl/j—n/ﬁj/—l_7\\ﬁ ———————————
oy m/z 102 ALK | A \
: [TEA+H]* / b !
| § m/z 348 [AMP+H" 387%:4100 LN m/z 348 [AMPH]* 28££:15900 |
i . [ mle 28 IADPHIT SR T28 Iﬁ}@ ¥ m/z 428 [ADP+H]* #/:3380 !
| {f [ m/z 508 [ATPHI 385300 P /2 508 [ATP+HI* 352540 :
\ v A . i » ¥ i
R PO A el L -

T e e e R BN i e i s _"‘f"

LS

TEA, DBAZELBHMRTH, A FLMBIOWE L AMA TV HEVIRS P FONET
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ILTR-YYa—>3>vX T77Yr—3v57—42 No.SAL-001

AW LEILE Y RO HH]

CFTRNEAANDATA—NT IR A N ORYAAREH T AEREL D, T FLF U U AFE)
=2 — 0 VEKEDID>THS LI (reserpine) ZHKIE LT, BATRAINTVLS Y v RiE
BEREABWILCERHETHMZITWE L,

- W 8
a OCH, HPLCH 7 A ' ”
YNFy I h—Y Y
OLQOCH:\ ‘ . ‘ UVig 28 Ej / Z %

H,C00C

HFE : 608.68
E/TAYV MY IEE  608.2734

AT CstaoNaOg | mmmn HEDIE
EEBRK
A2
(LCZA] (MS%++)
EE 1 Agilent 1200 - . )
#5 L 1 CERIL-column2 ODS, 40 °C = - JEOL JMS-T100LP
- A F 1% : ESI Pos.
(Bum, 4.6 mmi.d.x150 mm) —_CLEE © 2000V
4 . e N7
BEE AB 1cong/|NKH2Po47J<,e,& U 21 BE ey
3 , , PR ERE 1 350°C
A/B=80/20 = 20/80 (0'=10") i N  0C
Ne=gi=—1 . . yiinys-4 .
iz %\?m(lz/ﬂsmnm) 3BT #65R : m/250~1000
SR LRI 50 ppmiAR YNFysh—bUvS : CFAN46030
EFAE 10 ulL
[LC/MSH#ris ) Ly DRSBTS 0T, Z0[M+H]* (m/z

609.2807) DIFEEEXNIZHE L L T, TNHDE@D~
RAZANRYG b ILDOm/zBEZEBIE L L1z 22D D

o 9752 .
S I HETEAERTIE . CysHaN,0sp (0.93ppm), CoHagN,O
1 worax s34 ESITE) (+5.1ppm)TH Y. TNEFNLLILE U H LOEEETL
- TG ek 4+0 (+16 Da), -CH,0 (-30 Da) T % L RIS NE T,
' TIE, DEMLYRZARY FLTLEz, MEIZR
v
00 25 50 ) ?15 o 100 125 150 MEEROBIRICH D LRI NE T,
] [M+H]*
O 10'%6;:’%%@ O T 4093ppm  CysHyN,Oy
EIC: m/z625 86502
T T 1 1 T I i I
*3.*} 25 50 75 10.0 125 150 500 m/z 750
95667 HHT*
] THHO THHND  oraom
EIC: m/2z579 +5.1ppm C3,H39N,04
635.2969
: |
00 25 50 75 10.0 125 150 ' I T - T
Time [mir] 300 m/z 750

LRy ouvs o< b7 I LA, EICEUNTZAZARY fL
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ITLITR-YYa—3vX

LC/MSHRIEF o

77U r—a>v7—2% No.SAL-002

—7 YN Fy I Fa—7" AWV

TY)ZRATA Y AR D 5B

MEO% 2 CERERHER A & D K DREICEBIGAH D77 074 RRIEYEDI>THH T XA
A > (erythromycin) Z3fle LT, UV VBIEEERZBWLCRETHOHTEZITWE LT, TU RO
AT UE UVERIRASE WS E D BEER TOBRHABRETHY . BATIE215nmTHEHL TWET,

CHs CHs SFE 733.93
o oh E/TAYVIEYIEE

S 5F R CyHgNOL

[LCEA)
EE : Agilent 1200
A5 L @ TOSOH ODS-100V, 40 °C

(B3um, 2.0 mmi.d.x100 mm)

B8 : A--- 10mM KH,PO,KER

B -+ CH,CN

A/B=80/20 = 20/80 (0’=10")
R : 0.3 ml/min
s UV (215 nm)
=Rl T TYZRAYA Y URE S0 ppmAR
FAZE - b ul
[LC/MSHo#TiER]

TYZ2AOTA > OESEIEEMNTTOT, ZDOM+H] (m/z 734.4691) D

TRAARYT MILDOm/z BEFELE L7,

D—r—{ s —
r HPLCH 7 A

»7

v Nty Y Fa—T

733.4612
l TRBER

[MSZ4]
EE

A F 1biE
——FILERE
U714 R1EBE
BRI ERE
FU74R1BE
B E EE

YNFYyIFa—T7

-

1=y A4 )
744 — BEDHE

BB

: JEOL JMS-T100LP
: ESI Pos.

1 2000V

165V

1 250°C

: 100 °C

: m/z50~1000

: CFAN10100

BREEEMNEEL LT, YD
THEAIX DHETEREFE C37HggNO, (-4.58ppm). Y (3 CagHgeNO 5

(-0.71ppm). AHM#ZI1LCyHgNO, (-3.97ppm)TH Y, TNZENT Y RASA > > h o OEEZEIZ+0 (+16 Da).
-CH, (-14 Da), +0-2H (+14 Da)TH % LHERENE T,

XI0° 38 (3740000

EIC: m/z748

Y
EIC: m/7720
Z/‘J\’\

) B g e
EIC: m/z734

R (min) ¢

TYRATAS VTG DTICC, EICKRY R R~RY L

8 (4541)

4000

i (7332

m#& (2938)

[M+H]*

Cy7HesNO1y
(-4.580pm)

750.4605

720.4529  [M+H]*

CaeHesNO13
(-0.71ppm)

7 748.4454  [M+H]+
- CarHggNOy,
(-397ppm)
0 T T ! ! ‘|
=P (388226)
o 734.4691  [M+H]*

TYXAYA TV

o

y T T T T T
20 400

T T T T T T T T {
500 () 1000
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LC/MSH/EF 1 —

I /LT X -

7Y NFy s Fa—T

>av7—2 No.SAL-003

" ZFH\W T

YL 7 7 &l DS

BT FRIEE. RILT 7
NTWEd, BEEWOT 74—
ITNZESEIRBEREH R L £ L7,

o) w«Q

ANTFATIY

HFE 2643
E/TAVIEYIER 1 264.0681
HFH  C1H1pN40,8

O—CHs

NHf<N
Ve N7
o

ANTFES A bFDY

SFE 2803

E/T7AYV by 7ERE  280.0630
T3 CyHpN,05S

O—CHj,
v > ﬂ
H N
o CH,
ANTPYIVY ANTFIA PRV
HFE 27833 SFE 131033
E/TAY MY IEE 1 278.0837 E/TAV Y IERE ¢ 310.0736
HF 1 CrpHN,0,S HFR 1 CpH1N0,S
£ ]
[LC&tHF

HE : Agilent 1200
HZL @ YMC Triart C18, 40 °C
(3um, 2.0 mm i.d.x100 mm)

REER -+ 10mM KH,PO 7ki&#&
- CH,CN
A/B=80/20 = 20/80 (0’=5")
mE : 0.3 ml/min

MH2S UV (215 nm)
v YT P HAEREHE 20 ppmAR
FAE O 4ulL

[LC/MSH#riER]

QORIVT ATV EQRQDARILT 7E/ X X2y (BFHIZ®) |
HEERICE-TE—27070—F=v oAl £ LA

HOYILT77EIZAEST S &N TEE LT,

3P (1636) *265.10 [M+H]+

EIC @, m/2265 \\”‘
ANT AT /

1500

W (6571) ~279.10 [M+H]+
6000 \351
EIC @, m/z279 (\

ANTFIIVY

2000

L7 FHLAMEOUVZ O~ TS L

SVERERE LI-—EOFEER ORI, BMMAERSRE L THAWLD
vavrT—&IZ vRIEEEREBWANEBEEINTWE LD T,

| |
HPLCH 5 A
UViRHE Ej 77"7 Fa=7
. T4z — BEDN
ARER
BB
[MSZ14]
EBE : JEOL JMS-T100LP
A4 F & : ESI Pos.
——FNILEE : 2000V
FUT74R1ERE 50V
IR =B E : 250°C
FYUT74R1EBE 1 80°C
Bl 7 &3 B : m/z50~1000
YNVFYy o Fa—7 : CFAN10100
IDOWTIE, DFDOA F R HBiHgE~D

U U BIBEER Z B UL LC/MSICB W T4TE

A== 7N
@me \\ 3385 /500 693
@ / R (el
265 | 55
0.10 7 }\ o
A]/””
005 /‘\ ( \ e
T T T T T
BIE Q07) [ 281.09 [M+H]+
300 351,
EIC®, m/z281

ANTT7TE/S ATV

\ P ———

100

L Ay S kg WA oy

,MM /WW »MNM/\ M,M"W W ‘WW/

A (927) " 311.12 [M+H]+
N521
1 Bc® m/z311 /
P S N %
\

200
b N e AN AP P R T e vy
T T T T T T T T T T T T T T T T T T
0 20 40 60 80

(R B i)

EICKRU~YRZA~RY L
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LC/MSHRRIEF 2 —

> av7—2% No.SAL-004

> "‘7 A B D53

7 YINFy I Fa—T" ERAWE:

¥/ OVvERMEFoO—RETHLI SV RBEAEE LT

WE L7, RAKHOBERHRTHRATRBAXEENRASINTOET D, BLEZWO

avT—X&IC

O

° \Ef
B
SFE :232.235

E/TAY MY OEE ¢ 232.0848
2T 1 CpHN 05

[LC&H]

BB : Agilent 1200
HZ7 L ¢ YMC Triart C18, 40 °C

(Bum, 2.0 mmi.d.x100 mm)
BEER ¢ A --- 10mM KH,PO,KAER

B -+ CH,CN
A/B=80/20 = 20/80 (0’=5")
R 1 0.3 ml/min
e UV (215 nm)
Rl DU Yo ABEEE 20 ppmiBR

FAE 2 ul

[LC/MSHHriER]

VUBBRERTBWAINREEHINTWELIZDOT, TNESEICLFE LT,

11—
HPLCH 7 L

UVik 25 E

AR
B
[MSZ4]
EE : JEOL JMS-T100LP
1 F 1% : ESI Pos.
——FNILEE : 2000V
FUT74R1BE 50V
BRI E R 1 250°C
FUV74R1EBE 1 80°C
Bl 7E #5 B : m/z50~1000

YNNIy IFa—-T : CFAN10100

U BRIBEER AW LCRETOITELT
7V —

M ET

UV B~ ko5 LEEIC (extracted ion chromatogram., HiEA F > 7 A< o5 L) OE— 7 HHE

ZIFNI0HTY, TAUVIRHEBFOHOZMSICERL TWa/cd, M7AY T 7 LE—=71(C
NHYEd, EICE—737RETR—F=v I LTHELT,

FENDREIIITRELTVWEEZONET,

SR E

PIFED Y IVF v 7 F 2 —T7 A TOIE, &

014 R | 548
W27 Rav ko5 A J er e e e e
004,
T
[M+H]*
N 233.11
4000 | 5.64 ]
EIC: m/z 233 oo
1000 )\\ ]
N B P - : ; - } :
0 20 4U1gﬁﬁF§ (m|n> 60 80 100 200 m/z 300 400

FUP I RBOUVI A~ T T LEEIC

FUSIRBOTRARNRY L
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LC/MSARIEF 21 —7 “YNF vy o Fa—7" ZHW-
F b U LHINA F {EiE D5 A

Positive-ESIIC K ZLC/MSAMTICEWT, BFICA X/ —LEZBIHEICAWD & F MY 7 LGMNA F >
(IM+Nal+) #Eﬁ‘ﬁléﬂ%umt#%ﬂbﬂﬂ\iﬁf SFENIZE->TiE, [M+Nal*OoREXERIE T/ 0O
koftmnsF (([M+H]Y) ICERS B2 ZEAROONES, VLT /7+1—7%ﬁﬁk\’c BERTPOHED
FhUTLAF > ERE L’C\ [M+Nal]+ sBEAERSED 2 Ex2EAAE L1,

I— }
HPLCH 5 4

UVig s E

HO_  CH,

o7 F

17Ta-AFITAMXTARY

SFE - 302.45

T/ TAYV Yy IEE © 302.22458 1

DF R CyHz00, . L % T4k — BESWE

.
HEBHRS X
[LCZ15F]
B Agilent 1200 [MSZ14]
A5 4 TOSOH ODS-100V, 40 °C . .
(3um, 2.0 mm i.d. x 100 mm) Zfafwt\f ) JEES?LPJO'\QS'”OOLP
SEE A --fB#iK B - CH,OH _ enEE L 2000V
A/B=90/10 = 0/100 (0':x5’) Y Y
(F PUTLAMAH > ZERSEDT0 Hﬁmﬁgaﬁ% L 250°C
Bi%&120.5mM-NaOH % £2{LU40 1< A0 L i Lt) %,‘%f’;’liaﬁ . 80°C
IEE=E . H M/3Z. .
mE 0.3 ml/min A7 5 L/ 50~1000
MHeE 0 UV (230 nm)
Ew e D 17a-AFILT AR RTAE0ppmBAR
EAE ¢ 5 oul YNFYIFa—T : 00AN10050
[LC/MSo#THER]

VIF v Fa—7 00ANZA WS Z &, [M+Nal* 8EX1/10ATFISEA L. [M+Na+CH,0H]* 1£1Z
EBRLE L7, F/oo [M+H]Y BBEIBEML £ L7, ABARIE. [M+Na]t BEZERS € 2R H %
CENERTERXRLT,

VF v 2 F 2—7 OOANE YNF v 7T a—7 00ANR
30324 [\M+H]+ a0 30324 [\4H]*+
5.00 [M+Na]+ 050 3
”Tzssf.z‘:[M+Na+CH30H]+
J 0.00 ] T T T T T T T
wod EIC (m/z303) o] EIC (m/2303)
o0l A 1.15x106 BBEE 1 1.40x 106
EIC (m/7325) "1 EIC (m/2325)
207 BERE 1 4.00x10° o] B 1 1.60x 104

Time [min] Time [min]

17a-XFILTFTXAPZATFAYDEICKEUPTAZARY L
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LC/MSAIEF 2 —7 “YNF v I Fa—7" Z#H\WT-
AFVBREDDFH : 4 F 3 FEHEFEADEA
AFVRIEL (A A ORTEREINTEY, 100°CCUAT TRINIREDIE | CFHRIN, BREE*THEL
LTSHBOBEIBEFINTOVWET, THhA4F VREIZ. BEAIASCUVRINAF W A s, BEETHE
HA e KT IILEREEF U o L (SDS) B EDA F v WREA RN L - 88 % 2B N THPLCOM 45 =

ENBZVTY, A1 FVREDKRNBED—DTHEAMIXV Y TLEBEZHANE LT, FTYLRMET V€
= LR TSAREREAWTLC/MSO &2 1TU0 X L7,

[ 1—
[N§ cr - HPLCH 5 L »

J) J, Uvm%g[ ] YNFyY Fa—7
HaC /
DFE 174,67 ) D

E/TFAY Y 7EE © 139.1230+34.9694 . . 74 N
HF 2 1 CgHysN,Cl B ZAanss BRI
ey
[LC&t] [MSZt4)
BE : Agilent 1200 = : JEOL JMS-T100LP
HZ L @ TOSOH ODS-100V, 40 °C A F 1k : ESI Pos.
(Bum, 2.0 mmi.d.x100 mm) —— FLSE 1 2000V
BEER 0 Ao 10mM FFOARBET Y EZ Y LAKER AY74ZX1BE D40V
B -+ CH;CN BARERE 1 250°C
A/B=50/50 = 20/80 (0’ =5") *U7 4R 1RE : 80°C
ME : 0.3 ml/min B T B : m/z10~1000
®HESS UV (215 nm)
sl P 1-TF-Z3-AFIA KXY YT LoAY) K5 ppmBAR IYNFY I Fa—7 : CO0010100 (iHmuittesm)

AAR Sl TR DCAO010100T b A ME A AR TT

[LC/MSH#riEE]

IEEMEYATOA AV HHEE L TE R T AMEEF ) 74 (SDS) HN—MREITY A, SDSHD A #+ >
R TCIEONTESL —HICRELTCLESY D, FFVILBET7 Y EYLEZBWELE, YILF Yy o F 1 —7 3.
FEHERL TCOAVWEIEERTT, 7702 bOWEEHNILITHDICHEH LT, 1-7FIL-3-XFILA 2
L)y L0 FORFEBEIZ2.889THY . 1 F v IlROMBEIERTETE L1

YIWF I Fa—TICEL)REBRED R TVILREBERET S22 & T, 74 VLC/MSHHTZEITLN,
m/z1394 A > & BRHET B2 ENHEF LT

s 2.88
UV (215 nm)
s W0 BB 062122) 139.1
«0¢ a‘gg (557545
I 3.14 . o0
a WA A sax oI A
m/z139 -
K ‘ : ‘ s [min] © I : ‘ " e o iy P i w
1-7FN-3-XFNAIX/ YU LoAY KD 1-7FI-3-XFIA X/ U LAY KD

uwvzavw hrss LA+ o0~ s34 (EIC) TRANRY RIL
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A2 b2
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7YY NFy I Fa—
YINOEDORR

77 W

AR 7O NS 74 —FBWIA VR I FRIRTIBEDHITIC

BWT, MU TZILAFOER

(trifluoroacetic acid, TFA) %,,J\JJDLt/é%ﬁﬂﬁzb‘ﬁﬁb\bﬂi?o LA L. TFAZERMEELN ST E 2720 (C

LC-ESI/MSICAWS & = — RL & mERE IC RN

2BEBRENVAKE ALY BETHTBEDA F ez IHI L

TLESZEMHoNTWET, X808 %ﬁ%ﬁmtt«7+#%m%f%ﬂi#&%WMLt@ﬁ&

THRWSY
ER

IEEDEONETA. A VR T bRV IE

[LC&H]

EE 1 Agilent 1200
HZ7L 1 YMC Triart C18, 40 °C
(B3um, 2.0 mm i.d.x100 mm)

BB A: 0.1%-TFA/#B#t/X, B: 0.1%-TFA/CH3CN
A/B=98/2 = 20/80 (0’=10")

e 0.3 ml/min

mHes UV (210 nm)

B &2 oE £10 pmol/uLB R

FAE O bul

(MSZf]

BB : JEOL JMS-T100LP

A1 F 1% : ESI Pos.

——FLEBE : 2000V

U774 X1EE 100V

B AR = R E 1 250°C

FUT74R1ERE 1 80°C

AIEE

[LC/MSo#riER]
1. TFASHB®E Y NFv 2 F2—7CFOOH

: m/z200~3,000

UV 210 nm 8.05

K2 s#vooBBRAEHABOUVI O NI T L

x10° BAFE (2390160) 822 899

VoA
T T T T T T T T T T T T T T T T T T T [ T T T T T T 1T

M3 v UERAEREOTIC/AT T A

TEDHMELABL1-OICIFTFAOAALYBEL TWE
I—IT (T —
HPLCAH 7 A
Vi e :j i?;v7+1—7
- 4
azFv Sqy
TUNE—  EEHHTE
R
M1 =BEKRE

(5081

U F— L HFE $14,300

IxsnoEy  HFE 17,800

YNFyIFa—T : CFO010100

TFARBERICE ALC/MSICHEWT, YIiLF v o
Fa2—T7CFO0Z AW x>/ BERAEHAED
Uvoza~ ko7 L.%52ic, TICZAa~x o7 L%
K32, EICEYRARY PILEKA~TIRLEFT,
X5, TORYAZARY MILTERIENTWLWB A F > id,
FaAYRYa—TarvoERLY,. Ak Amic
L£BEZMAF > THDZ EDDMY T,

BINTBYILSy I Fa—THBUNR WS

(TFAZ A F VRICEA L 72355) ttt?bf
EICRREII3~MEa\MEZRLE LTz, £/, ¥B&
/ﬁﬁﬁ/ﬁz%ﬁﬁ L\f"i% ttt??% & e — 7%}/‘”(75 E
wThYsWnBEsEE L £ L7,
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m/z2045
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238‘604
10+ 159106

L

143207
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L

M4 UYVF—LDOM+THIHABY T 5 m/2fET ~ L —X L7EIC

Ll
e
X5 RIEFEMS.2HD (VY F—LD) TAART ML
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EIC {\ o

m/z943
I

0

\““‘\\\\\\\'\\‘\
’ REFEFR [min]

18+
B (4363) 19+ 17+

4000 89357~ | |~99858

84895\ /113158
121232 13+
154268 169081 188521 | 242355
L 282736

eosw\J Jiaosst 11+ 9+ 8+ 74
‘ esf}ﬂLLJ“ { { { l L { L i

212078
L B B I B S B B B |

500 1000 1500 2000 2500 3000
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M6 I#sBDbEro[M+18H]B8+ICHET Zm/zfET L —XL7EIC

M7 REEMIDD (2478 EYD) YXARYT ML




2. TFABHK® YN+ v o F21—7CFOOE

B (2567) 57 (2075) 6+
2500 EIC N8.06 2000 —  2386.23
5+
m/ z2386 h
2863.30
1000 — i
J‘. 7+ L
500 \ 204‘550 £2405.28
‘ S . . . . S . \S—
T T T T T T T [ T T T T T T T T T T T
X8 U VF—LD[M+6HI*ICHEE T B m/zfET L —XLTEIC M9 REFEESIND (YUY F—LD) TAARY ML
e (1729) sz (1275) 14+ 12+ 114
-8.76 121239 ~ 1542.76
1500 EIC ” 1000 106097+ 1696.88 33:; T+ 6+
m/z1414 99863+, i | 8+ s 282755
l. 94322 ZIZ‘QSZ
500 \\ w5t Nisgagﬁ\z\[h 170834, 189802 L/zwsm
I
T T LB s s s B s s s B S sy B B T T L T I T R e e e e
0 5 10 500 1500 2000 2500 3000
RIFEFR [min] m/z

K10 IF7B8EYO[M+12H]2HCHE T 2 m/zfETH L —X LFEIC

3. ¥EAMR YNFv I Fa—7CFOOE

M1l REEMSS8ND (I F7/AEY®D) YRANRYT ML
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EIC “\7.14
m/z1591 J
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159104
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4000 10+
143206 8+
| 178978
7+

204535

11+

130196

b i
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204850 238611
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M12 UV F—LOM+IHICHEES 5 m/zfET F L —X LKEIC K13 ®REFERET7.1H0 (U V/F—LD) TRRARY ML
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M14 IA47B8E>YO[M+18H]8+ICHY T 2 m/zfET L —X L7ZEIC X156 REEET.7HO (2FH7BDEYD) XA b

TFARBERIC L 5LC/MSIC
B) DRIy
L7-BDEICEEIZ, YILF v IFa—7
BRI UE 0)41'/1H£D%'75‘i_g.07°%i%’("¢

T, EBO-0HIC

A—RFRZvJ7LTWET, ¥R~ 77 4 —IC
TFADE L TWB Z EADM Y £7,

BWT, YILF v I F2—7CFO0ZFRWLAE WG
EEQJM@EICK?XX’\7 LA X8~11 _mti?o ﬁuﬁil,t IR
&> TTFAZBREL -5

#E (1192)

7'a b AFm 113164 wmzs 130555

99863 ;UTFAH’

o2 MLz
q yfﬁﬁ%?f/
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94955 L

e
T T T
X16 :71‘7 OEYDYRARY ML CFOO,@E (m/z900~1400)
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L2420 RN TBEORITICIE. FELUD

TFABEERICE BALC/MSICBWT, VYIiLF v o
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AEYDYRZART b (m/2900~1400) % X15,

IZEENTL/3~1/415RA L % L7z, TFAIC

FRAMBERAWIBAEDOT -2 EMI12~151CRLET, FBICKD2 RV /XVBEDAF
IMHIEERZ »TWhvaWeEEZIbNET, LAL, K12, 14ITRLAEEICE— 7 BIRIE4, 658, 10& Y

161 RLET, MEICBVWT, BEOEWE—27137
Ok fINc&3%2MmA 4 TcTA,. MIsTIEZN S

0)7E$;%"1/3$§F0)6§r“0) E—orEAlsnTWET,
m/zEZEBREELY ., NERE—TIZTFAMA A >
THDHZ ENDM Y F L,to
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FICED R RIBOAF o AbIE 2 ERES 5 &3
E\%\QHM4#/@@mmﬁL%m7zzmﬁr
A ELNE LT,
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LC/MSHIEF1—7 “YNF v I Fa

— 77 ZRAW

A # 2 REEEFDSIRG : 4 F 2 WEHE~DER

FEICH L THEBAZ S8 2 REEERIZ. 1200 FORIC THAM] & [HRE] 02208 0#@E%2H->TWET,
COEEMAEBEICLY . KEHDLSICEAREBESYVADLAEVWLDOERBEALOE R ZEAHEET, RERMADDICIZAR (5
fFERE) H'H Y. MICHERR, LR, BRAEEDORDE L TLL ELNTWET, REFEUER OBKEERNIZIZ, BELIS
WEBYIEEAL DT EAZ VDT, HPLCAOM TIE. FTVABREESF R U 74 (SDS)hEDA F Uit ARmML =88 w % A
WBZEDLTEXY, ARl LT, BAF VYREEEFOT S TFALTEZTLZAY R, €EFILMYUXFLTVYEZD L
gAY R, vFLEYY =T Lao0Y) FOREBRRERAWT, LC/MSOAIEZITWE L 7=,

HsC
o, THITFALTYEZGLIAVER
}N'“g\ HFE 27792
E/TAVMEY IBES 1 242.2842+34.9694
e SF3 1 CogHyNC
HsC
Toen,
o Ly, EFAPUXFATVEZGLIAYFR
SFE 1 320.00

HC

E/T7AVFEYIER © 284.3312+34.9694

£F3 1 CigHpNCI
N
o |l >

HyC

CFALEYS LT EZVL7BY R

SFE 1 339.99

E/TAYREYIEE ¢ 304.2999+34.9694

SF R 1 CyyHygNCI

[LC&)
e : Agilent 1200
A5 L TOSOH ODS-100V, 40 °C

(Bum, 2.0 mmi.d.x100 mm)

BEER A 10mM FTYVERERT v EZ Y LKER

B -+ CH,CN
A/B=50/50 = 10/90 (0’=5")
e : 0.3 ml/min
®H2E 0 UV (215 nm)
B! D& 2.5 ppmBAR

FAZE - b ul

[LC/MSH i R]

I— |
HPLCAH 7 A I P
UV SR Ej YNFy Y Fa—T
a=F v
EHER
" 5 B RS
[MSZt]
B : JEOL JMS-T100LP
A F & : ESI Pos.
——RFILEE © 2000V
FU74X1BE D40V
BeAg=RE 1 250°C
FU74R1ERE 1 80°C
pilllak sl : m/z10~1000

YNFyIFa—T : CO00010100 (4F5UL#ReR)
X ERMADCAO0010100TH FIRAAEA BIRET Y

EEMAEMEITOAF AR EE LTE R TUIRES Y 74 (SDS) A—MREITT A, SDSAHD A #+ I TIEH
HREL—EIIEBELTLES O, RTUVILRBT Y EZ T LERWE Lz, VILF v o Fa—Tl4, FLEHEERLTOAEN
BAEARGE T, YTy I2Fa—TICLYTREBRED RTUIURBEZBRET DI ET, 54 LC/MSHHTZEITL,

BRA A REERAZIRET 2 2 e HRE LT,

0% 3 9726
5.49
500+ HHAF oA b T A
m/z242
0 T T
x10° BERE (1093080
1004 7.44
it 7 = Il N7 N
m/z284
0 T T
0 GHE 000172)
" MEA TR NI T4 .87
m/z304
D’\ T T T T T T T T T
° ? ¢ RiEER (min] ° ° "

AOT B (4B6924)

242.3
lrRT55
wl] TRITFILTVEZD L
100 200 alo ato 500
P B 01635600 284.4

RT.7.4
| EFILMYUXFALTVEZT L

=07 72#5 209203 304.4

R.T.7.6'
| EFLEV P ZILTVYEZ T L

80 o oo o o
m/z

B 4> REDEEA QI A 4> 2 0% b5 4 (EIC)

A4 REEEFI O R AT ML
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LC/MSHMIEF 2 —

y)a—>3>X 7

TFARREICE2BAF D

>av7—2% No.SAL-009

7CINFy s Fa—

77 W

A ZEH

Bt EYmE SRS/ A~ NS5 7 4 —IC
2L EEWPHICERTE) ZAWVWA Z A H Y i@“
#D@’Eﬁ& (TFA) R EA—RRIITH Y .
Z71-0(C

KU T B, BENH OO ICERYEBER (DTEDpKak Y
BELC/MSTHEX 2BMEBEME L L Tk, BFER. ¥
BEWpHTERT A STFAAEL TWEY, LA L., TFARBUEL ST E
/\ME%L‘M#/’C&&@“%% THbAF Ltz T o eErHY Fd, FLTHBEEA AT

MU 7L

¢9&t|j7%5 Se. FIF100%DERTAF LGl AT EEZONE T, YILF v I Fa—T TARERTOTFA%R

BREL. BAFVAEEZITVWE LT

§ )

s
NH,
0
" SPACES
HO iAo FER 1 204.225
T/ TAY f*t v EE . 204.08987
2F 3 1 CiyHRN,0,
(ReE 5D
B 1 Agilent 1200
7L YMC Triart C18,40°C
(3um, 2.0 mm i.d.x100 mm)
BER ¢ A 0.1%-TFA/#Bftk, B: 0.1%-TFA/CH3CN
A/B=98/2 = 20/80 (0’=10")
e : 0.3 ml/min
mH2s UV (210 nm)
Erw sl T rUT T 7 20ppmBR
FAE O 5 ul
[LC/MSHHTiER]

N R 77 3B ST I/ BTTH. SEIZEA A VHIE

VIVF v I Fa—T 2RV EWEEERANE

I— }
HPLCH 7 L

ViR 2 Ej YNFy Y Fa—7

[(MSZ4]
ZE
A F 1%
——FILEE
V74 R1ERE
AR = RE
FU74R1EBE
B E #E B

YNFy I Fa—7T

[CHAWE L7,
EDm/z203 (FY TR 7 7>D[M-H]-) DEIC (extracted

ZA v
TANR— BEHSNE

M1 REHREX

: JEOL JMS-T100LP
: ESI Neg.
2000V

: 50V

1 250°C

1 80°C

: m/z50~1000

: CFOO010100

ion chromatogram, A+ > 7A~ r 7 Z L) #X2IRLET, CFOOL L TlE. TFARHTFICK 21441

WMENC L > T T FIEFREENTLERADN

BEHINTWET,
VILFy 73, BEEHDH 2 B E LABBERG TOLC/MSICEMTH 2 Z LW MR TEE LT,

T4 (63)

CFOO#% L

MWMWMMMWMWMWWM M

CFOOH Y TIEVILF v 7ICLBTFAREDEIR T 7 F LD

:
{RFFEERS [min]
#IE (739) ) [M+CIl-
CFOoOH» Y 6.26 800 [M-H]- 239.30
6004 203.29
iy PN .20 A Ky e WD A N BN IR i A o Y] N AN MNP b by b, A | | M L "
‘ T T T T T T T T T T T T T T T T T T ‘ T T T T T T T T
0 2 4 6 8 10 100 200 300 400
1RE5EFR [min] m/z

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

K3 1REFRRE6.260 DY XX ~<2Y FL, CFOOERMK
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LC/MSARIEF 1 —7 “YNF vy o Fa—7" ZHU-
TFARREIC L Z2B8A4F L DHIES (2)

B EYMZEEPE /A< M7 7 40 —IC& DT 2, BEEHIH OO ICBREBEE (OEDpKak Y
2L EIEWPHICERTE) ZRAWS Z &N H Y i@' ﬁ.%LC/l\/lS’CﬁK%@Mi%@JTE& LTig, EFBR. ¥B. ~U 7L
F O (TFA) REIP—MRIITH Y. T&L‘pH’C‘ﬁﬁﬁ?’%tibTFA?ﬁ‘\iﬁjL’Ch\iﬂ'o Lh L. TFAZEMEEN ST X
B71=%H1T. W‘ﬁ@%ﬂi/f?f/’ﬁfﬁﬁﬂ'% ETHEAF MG AT e HY T, FLTOEEZEAF T
RHET BHE. (F LilOO%@E@T’C/fﬂ‘/TEHU%' BT EEZONE T, BEEAFLBEIASWVWT I /BOXF
FZoEFHBELT, YILF Yy I Fa—T7 TCRBETOTFA%2BE L TEAAF VAEEITOWE LT

NH, {v¥xy%—=  HPLCHT L NLT A=AV ;j;/»a— HEAWE
HSC\S/\/S/OH
o] my 7

AFFZ

RS FEE : 149.211

E/T7AYV bEYEE  149.05105

2F 3 1 CsHNO,S BEER B’

M1 HEHEK
[LC&] [MS £ 4]
®E : Agilent 1200 s . )
#3514 : SHISEIDO CAPCELL PAK ADME , 40 °C gy : JEESCI)LNJG'\QS THO0LP
Bum, 2.1 mmid.x100 mm) - vLEE - 2000 V ’
WEGR ¢ AU0.1%-TFA/#B#oK, B: 0.1%-TFA/CH,CN IRRT Y
T - 0.3 ml/min FU 7421 BE : 80°C
#®iHgg ¢ UV (210 nm) A ’ : 10~1000
St L X FA v 20ppmAE B TE # P m/z
FAE b ul R
AR . YNFyoFa—7 : CF0010100
\AF 9t
[LC/MSHHTHER]

TFABREERAMSICBEA LB EE YLy 0 Fa—T2#AVTTFAZBRELTHASLEALIBED T A AN
7 ML ERRISRLET, TFADIM-H]-TH 2 m/z11308E3£91/100(124 Y % L 7=,

AFAZE, FBRARTIZPAEN T L~DRFHNTE < 1%%%8%?5 132.03 T L7, TFABBERICT 5
& TCRIFRRIL3.59 &Y. ALRFIIILEOEBINGENRICE VEFEBRCT BN TEE L, TFA
BERTYIIN Ty I Fa—T2AVRWEEEREWEIEEDM/ 2148 (A FA = D[M-H]-) DEICEX3IC
RLET, YTy I Fa—T7ETIEH, TFARFEICL A F M MEIICE > T I ILidEHEINnTULEEA
. VI I Fa—T7BTIETFAREDE T FF i EHEINE L=,

VILFy 7k, BEtIE 2 B E L-BEHEFZETOLC/MSIZETH S Z E R TEE LT,

0.1%TFABRER 0.1%TFABEER
Yty o Fa—7% [mfz113 T a7
38 (182503) 1 WWWL
1(‘)0 T T T T 2‘\)0 T L T T T 3(\)0 \n T T Py T 40 60
m/z 1%%5%?3 (mm)
J 5 : 191/100 /2148
Vb.l%TFAfﬁ%ﬁfﬁ 0.1%TFAREER 3.59
YINFy o Fa—T7h YTy Fa=TH \
loﬂj m/z 113
s8R (1901
. ‘ ‘x ‘( ‘ )‘ o ‘Ml\(wfw"wv/w\mWfW\ﬁ/Mw‘ ‘ NM"»'WM”“VM‘M/AA‘/VMMVJ‘
mlz i “°“ ’ - SR (min) "

B2 TFABRBERTDTRANRY b M3 X FF=>otikEDdm/z148 (IM-H]-)DEIC



ILTR-YYa—>3vX T77YUsr—a3v5F—4x NoSAL-011

LC/MSHRIEF 2 —

TEYINFYIFa—T" ICRBLY

TWEREEEEYICHWTEHRR M H T LIEICK BEEH

U v BIGRREIREMICY LT Y 7 F 2 —T7CFANZR WG, BIERNRILEYMHREE DB EICITAEEICAY

Fa—T7HOEBBICBELTCLES ZEABHY £, 22T, Fa—7HAHN #Z%ﬁ7A$

YT EZTK

ERMT 22T, Fa—7HNOBRBREEEEICL TUHENRICEY A IERBMA L TNIEHREZIHI TET D2 EEX
FlL7 ZBRMAODFD FFEEDpKaldd.0THDZ D, PHUERBET CIIBRER 4 ) AT 4 v aciaffsic
WELTLEWE T, Z2T RAMHTLETT VEZTARERMLT, YILF Vv IFa—T~OREOHEL

HFE LT

(I3H3 Aoz 8—
HCI
N
HLC” |

D

o
b=t N o
NS FES  315.84
E/TAY FEYES 3151390

SF= 1 CigH,NOCI TABETR
[LC&4]
B : Agilent 1200
Hh7 L : YMC Triart C18, 40 °C
(Bum, 2.0 mmi.d.x100 mm)
RBER : A -+ 10mM KH,PO, K&
B -+ CH,CN
A/B=80/20 = 20/80 (0’=5")
Pink==1 1 0.2 ml/min
a8 : UV (215 nm)
R D BRR R ¥ 2 REE 20 ppmiBK
EAE S5 ul
RAMAT L 1 200mM 7> E = 77K 0.05 ml/min
[LC/MSHHriER]

VYIVF v 7 Fa—T7CFANZRWT, ZTO X £

L7=BB e Ty EZTKERIRNAT LETHRML
7= EDm/z2280 (BB K ¥+ D[M-CI]*) O
EICZER3ICRLET, PYEZTKEZRML THOMN
LEERFOTRARY PILER2ICKLET,
%@iiﬁﬁ?%t\ﬁ%P#tBVMVva
7 F 1—7CFANICRET D &hbrt) £9,
EZTKERIAMHT LETHRMT S Z LT t—
JRARIFEETEE LT

VILFy ZICRE LY T WEEMEEYE DT
BREICIE, TYEZTKERAMADTLTHRMLT
BEMCEYORBE T S8 2 HENEIE WK
9,

HPLCH 5 L Tadrh N7 azFr S 4 f

37 74>

UVIRH 35

TYEZTK BER

M1 BN

[(MSZ£t4)
EE : JEOL JMS-T100LP
A1 F ik : ESI Pos.
——FLEE : 2000 V
FU74R1ERE 150V
A =R : 250°C
FUV 74 R1LERE . 80°C
B T EE : m/z10~1000
YNFYy I Fa—T : CFAN10100
UvQ1is nm)yza~< 75 A N
6.81
1
B 1R [m'\n]eu *

VILFy 7 F 12— 7 CFANZE RO

PR
m/z280 EIC / T
Sty
5 / L:%E

T T T T T T T \ T T T \ i T T
4 20 4 80

10° B (31869)

280.20

T T T T T T T T
%0 20
m/z

X2 EBRFXFEEYDOTAARYT RIL

* R [min]
‘ o Rtk
Y+ 7 F a—7CFAN

FTVRETAEMFER b5 LE) |
° m/z280 EIC } \\\

T T T T T T T T T T T T T T T
0 20 40 60 80

{RIFHER [min]

M3 ‘BN FEErofkoUvVoAa~ 77 LEEIC
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LC/MSFHHE:EE?' 2=
FPUITFLT
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7YYV Fy I Fa—T" AW

F?ft‘.ckéIE/r?J'

DB E S

BED S
5T ETAFVHEE
> X TR @iﬂ’?_l%’l‘ﬁéiﬂﬁ ELTE
L. INoDAF el i&%lirﬁ‘
flekRigeEIoNET, 5

h‘@x|$1t/\¢@7&1_7|‘ﬁ/\ﬁﬂ7 A~ b7 74—I0&
FVAREDAF U ZTM L TRIFZALIEZZEADHY £T,
FUTFILT Iy (TEA) .
TEB-0

osR iae ] N

CTFIT

BEMEOAF U EEBHRTISHMT
WELC/MSTEZ 544
2> (DBA) HEN—MTYT, LH
_\E4T/T@ﬁT%%u\ﬁEmW@ﬁ$T4ﬁymm
iZ, ARl LczaFrBeynohZvBAEFERAL T, YLy 2 Fa—7THE

ARPDOTEA%REL TIEA 7J‘ ‘/5,3”@%?‘?“ FL7,
SuT amgy 2VY . mESwWEH
HsC FUZFLT IV — T AR —
N 1BHHFER : 101.19 !_| [1
ne—"  ‘eH /74 ey /ER 10112045 —
: HFR : CobysN ( syvvsys
YVFYy Y Fa—7
| —aFvE [ /‘:.f/* }
OH EoFEE - 123.11 _ s
| E/TAY FEY/ESE ¢ 123.03203 BER
NG SF3 1 CgHsNO,
M1 ZHEEHKE
o vOh= v
HNT X D FEE : 138.12
WOH E/TAYRE Y 2EE ¢ 138.04293 [(MSZf4]
N AT CeHoN0; £E © JEOL JMS-T100LP
A F ik : ESI Pos.
——FLEE © 2000 V
D — U7411@E 50V
¥ 7amravai] BARERE L 250 °C
R (1) ZaF B 10ppmAR F74R1BE . 80°C
(2) 785 = B 10ppmAiR AT : m/z10~1000
YSERK © CH.CN /H,0=50/50 +0.1%TEA
e : 0.1 ml/min IYNFy I Fa—7 : O0OAN10050
{LC/I\/I SHMTIER]

SYVORYTERBWZA VT2 —2 3 VO,

(TEA)

A #Vft?fﬂ%u Ik > T,

ZaFvBEyOhAZVvEBAE RNYIFIALT IV
HETTHELALYARRY LA, 3ISRLEFT, ARTICTEAZESLIHE, TEARFICL S
ZaAFvBETaAZ VBT E LIV SFANBHEEIENETATL

YINF Y I Fa—T%ERLTH T4 TCTEARBRELELIZEZA, m/z124 (ZaF VB8O

IM+H]*) &m/z139 (7B A= BO[M+H]Y) PREENE LTz, ®. YISy o/ Fa—T7%ERLT
L 2A TEAREOm/z102l3HENFEFHATL -,
VILF vy 7ld, A F o HREEECEHELETOLC/MSICERTHE Z EhERTEE LT,

0.1% b YTFLT I VAR
YIVF Y OF 2 —TE

m/z102
58 (893582)

0.1% F ) TFLT I VRRK
VIVF Y O F 2 — T

m/z102

S8 (892950)

‘ m/z124 & H

‘ m/z139 & H

N eyE

0.1% b TFILT I VAR

YNFv o Fa—Th ~m/z124

sBE (22087)

BT Y |
I T

0.1% F U TFILT I VAR

‘/77/‘2

I
100

YNFv o Fa—Th "m/z139
J A (88390)
S T
m/z

X2 TEABRRKRTCHOZAFVEBOTRAZARYT bL

X3 TEARK TCOVAAZVEBBOTAARY kL
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LC/MSHARIEF 1 —7 “YNF vy o Fa—7" ZHW-
CTFILTIVRBREICEBIEAF > DOREIEH

BEAE VBRI A ZEEPERIAY T 74 —ICK YD 2. BEMOA F B BRERPISHINT
BIETAAVIBERICEY DA F N2 L TRGZAELESEZZENHY £, BELC/MSTEZ 4 F
YRR OEEEBEMEE LTI, P T FILT 2 / (TEA) P77 7T Iy (DBA) BEN—KRNTY, LA
L. ThodA 7w aidatsl i&%lifﬁ‘ TEDL7-HIC, IE/f?f/’CffﬁHjTé Ha. 1E1X100% DHEETA F 1L
ekt deEAONET, IRl L TzaFvBRETVDAZVEEFERL T YLF vy I F a7 THEE
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X/ =) (HFIP) ZAAWAZEA—BITY, LAL. TEAIRIEBEUEAESTEL7-0IC, EA 4 THRET %15
A, AT sERCTEZZONE T, SEIZ. SR LTTTZABE (AMP) , 77/ >— YU B (ADP) ,
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URL : https://www.sitsuryobunsekiya.com/
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