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B 2. AR E 23209, H54:2.1 X 100 mm. 2.7 pm (812D W TIERESER), BEME A1 100 MM BFEE 7> E=7 L + 0.5 % OFFE (19 pH 4.6) DA,
BEE B 7L, RE: 0.5 mL/minge 75Tk 1 9T 87 %B. 4 AT 87 %B H'5 50 %B (& 1t. BFH#: 3 79,
AAR BRI EZIVELE (B 0.1 ~04mg/mL) @ 1 L. HZLIRE: 40 ° C, #&H: UV. 260 nm. 80 Hz.
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@ 3. HILIC DS BBIsER TR0/ NS BB IcSREERLEYT. H35 L InfinityLab Poroshell 120 HILIC-Z (PEEK 5 =>4) 2.1 X 150 mm (2.7 pm)s

BENE A: 100 MM pH 3 FEBE 7> EZ I LIKER. pH 3. BENE B: 7R UL 1V IS5T1wEH: %B ICDWTIZREERE, 7HE: 0.25 mL/min.
HILRES0° Co AR MLIV. S hI > 752)L QCEAR 1 ple & UV (254 nm).
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4. InfinityLab Poroshell 120 HILIC-Z. 2.1 X 100 mm. 2.7 um A3 L%z B WK1 4> OB, %848 A 10, 50, 7213 100 MM @ pH 3 FEET > EZD Lo
BEME B 72Ul TV T2 5 T 80 %B 15 20 %B NZEft. BFE 3 1. mE: 0.4 mL/min. A5 LURE: 30 ° Co
AR ERIEZ (0.3 ~ 0.5mg/mL) % 2 pL, &t ELSD. 40 ° C. 3.5 psis 30 Hzo
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c RBREZTLIFRCUTVIIVMETLETD,
c© BEZLFBRCATLMEDERLET,
c BREETIFRICTEREENETIEI,

BAGAS
90 % ACN - M DEVRRILEY
80 % ACN - BMHRILEY. BEY
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90-50 %B 90-60 %B
42 4.4 46 48 U 5.0 5.2 54 % 46 48 5.0 5.2 5.4 5.6 5.8 %
i Li*
Na* Na*
93-50 %B 93-60 %B
46 438 5.2 5.4 5.6 5.8 ) 5.2 5.4 5.6 5.8 6.0 6.2 6.4 %
Li* L|+
95-50 %B Na* 95-60 %B Na*
5.2 5.4 5.6 5.8 6.0 6.2 6.4 % 5.6 5.8 6.0 6.2 6.4 6.6 6.8 %

B 5. InfinityLab Poroshell 120 HILIC-Z. 2.1 X 100 mm. 2.7 ym ASLZBWBEBREEW T (Na+ B KU Lit) Do #,
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D %B IZ2\WTIERZEZR, BTHE: 3 7.

JRE: 0.4 mL/mine AT L0RE: 30 ° Co EAE: {ERIEZ (0.3 ~ 0.5 mg/mL) % 2 pLo #&iH: ELSD. 40 ° C. 3.5 psi. 30 Hzo



T

NI LFEES S UCBFEIIBEEBEO B KEICERNICEAELET,
BOMICBEVWTEKEBBIRICLZKEDUTL Y A UETHD. £
Ot BEETOICEE ILRODTORBBEFICE TR eNTE
F9,
JIOTVRRERIGFEERRATY T T DTLDEKEHL 20 % UET
HoTIEE. NILIEEBEEEGICRESNZ ERECHEELET, V5
DIV ORFIZCOREICARRISET 27, BFELEREIEY
B OBEICBLLTVES,

P EBBEERED IV I STy VRHTITSHE. BEICHELT
WBIEEY. B ZISEMIEEY ZOthomE &4 ¥ B DR fe
HIC. BKEBIHETORBOOHBRIENNREBICRZ L HD
F7,

BEROARE

BT bR UILIE— R SR EROZUCIIERISARLEE A
FEEE 7> EZ UL FBICT X AL ELT A, PN MJJLIKE 90:10
TRAETRC. BEROBRENAIRELET, ) VBIER Y D—H&
B2 EARRRE IR O—EBIE HILIC ICBWS N2 BEMBAM D K TAR
NELHTHRETT,

TEESNIACAERERNY. BEROLBRICTAAEOERARCE
BENIEE. BELLEZDR YR T LAADEBEDOTREED S LB AIAE
MARBDET, TOLLFEIZFT NI L, AUT L UVEE. H2VIER
VIR A R ECBER AV BEICRBICEELEET.

COBREEFCTODRINTIZIT4ZAD 1 DlE. SEHEEETEWA
FERNLATRERCETIOSES L. BOCEREERRIZ T,
ZHUE FEEDF NI L AUTL, UVEE HBWERIEIEH >
TEROEER. $LV 90 % z B2 7R RJJLE 10 mmol =X
BHFET VE U LAFLIEFREEBSOEERZAVTITIOZCHATE
F9,

4% KBS AVISTAVD 20 % KBS AVIZT1vY
30 FETHFAL 10 SRR TEEL
(75 S LEB) (25 WS LBEKRTHE)
Inj. ISUTVRSHTHAVSNS
KMRBEADOENZ L\ o dEIC
FEELET,
S ]
4 .—M
—r A ,A
3 _HLRJ 1
S — A
1
1 2 3 4 5 6 7 8 9 & 1 2 3 4 5 & 1 8 9 %

B 6. InfinityLab Poroshell 120 HILIC-OH5. 2.1 X 100 mm. 2.7 pm B> LAV ER2Z Y B B DD,
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BEME A 100 MM FEB7>EZU L, pH 3.0 BEHE B 7h=Zh UL, 1V I 571w 05 80 %B. 7E: 0.5 mL/min. 7 FAE: B9+ B12 @ 1 plo
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R7. V05T 10v 0 BHICEZ ERIY BEODH. 7154 Agilent ZORBAX RRHD HILIC. 2.1 X 50 mm. 1.8 pmo
BEME 7R UL/100 MM FEET7 Y EZ DAL pH 3.2 KGR (91)s 1V O Z Ty U7AH:0.4 mL/min, AR 4- 73/ REEMH.
ZOAFVETIROURTIEY ZOFVEBEDE 5.7 ug/mL @ 1 pl. 25° C. MS YV —X: ESI+. 200 ° C. 10 L/min. 30 psi. 4,000 V.

SIM: 138\ 123, 377, 124,
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C-0-C) ICIE—MHNABERPAEL AT —N—Zv T 2MMAELH S
o TT, TNICHENHDDET. UV IFEHEER D58V UV RISZRT
BRI EMAORM TRRED S 723> T,

AFRICENELIR I ES:

EFEUBE R L (ELSD) &, 5. £B. 82 FREOTEBRMELEY
IS LTENIERECRIGZRLET, ELSD & MS CEIfkICIBHMESE
FERAENBELETH. BEEREEICHLT EOROELVWEYE (B
PH X3 ER) CARICHIGT 2 e TERT,

BRI CEY. AIZISEDFEEBY 7 0HEIE. BOEHEEH %
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IO BREME ISV IVNAHERDINS ZE D TEEE Ao

Rl [ E#EEREEICRIGTE. ELSD TIHEEBRE Ih A LERML
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BRI DT-6 OHET 70V LEE S (CAD) (ELSD 1251)



R 3. RHEFEOHE

i A —IRE RS EFR
—IREYCE A DIFREWI SRR, ThbE, HEE. E%RE (9210 nm) OB AL BT 2 7)L/EGEHEERTD
UV-Vis SR HILRVEE, TRTIL7E EHDAIAE JAZHREN
By ROLFUR, RTLATF R, EHE BEARER
LC/MS - REF4TE—R BE0ORE TIVEBEB LU EKEE B0 H SEERS S OMEEE (19 10 mmol/L) ORI %A
R
LC/MS - AT TE—K BB LUV BLAY EHE OB B EERS & CERE (4910 mmol/L) OEAASE
RO RRE
BRI B ERE
S 1 REMORMEEYOREY B
SRR EIR Dy S
W A TS AVIST1v I EEDNNE
SEEER CHiRE S D B OES
BRECEY (TILO—IL. BEE) ORETH
CRRIA B REFOLMLAYORESY
TFENBELR BRMEEFEROERLE

BRE (UV-Vis L EEE)

W B\ AV TSI
HOWEFILDOETFYITL—2ayh—THIEHRR

T IL,. RiEMHEE.
HLUFEEN—-FITT

TRTCDIL—RELVZATDRF—ILICIE. REICERHLEDOEE
BALYIBORNHDE£T, I5IC. CNSDEBEBIEYICIZ. HDT7TADE,

MOBMEDF EFEETEIHADHDET
RbEENBDF

UYL SNIcEM B SOV VBT RT )L

B R e ik

IRV KON DIIVR VRS TICF L — M

—RICER TN DS

© BED (JURY— R AMPAL LIRS R—R)

© EE (VTUERLRE. BEREBRE=X>Y)

AFROAZVR (RULAFR BB VEE. 0L VEEDE)

| BRE=XU > EDTA 237)

NH5DEEDIE. RF—ILCHBEER%ZRECTE. mrETLIELIE
T2 ORRIL. BREETRERISHERLET, fERk. D XVYRIE
WE. FEMML. WIEA pH. 1AV RTUVT FRIEHEETEFL—
RENCED. CNBDISROICEWERELE T,

ZOF7TOA-FAOBMABRERIZ. RF—ILXKALOSEIMAEFR
EMTRICTHD. EEBEDUVEBICKZ S (7R RUIL kA
90:10 @ 0.5 % ) ICKDAIRET S, U VEEIE S X T LDEMERIC
BAERTBD. MM EEYOTD B OMHBIREICHDET. —ARIC,
AR ER SR TIAYR (RYF B) ITid. KMERYT (ROTF A) &
DI RNEE LD REBICAED FT,

B AN ZETZEZRZRJILIKD 90:10 ICYINDER. ASRARELEN
17 % HDPE B D TFSRFYIIYINEZZI LT, BREEZISICS
DHBENTEEXT,

BRI AF=I)ILDI > R—2>hE PEEK 2 U\& PEEK 51=Z>4
DATVLRCEDEZ R, VOXNIZT4—T—RBORaEELN
F9, PEEK SA 20N AT LRFvETUIETIL U RDIRT A
BLUNTLTHBAIBETTY,

*Foay B

100 % O7 b= bUJLIERF—ILCABELER AT LT

T EEDACTREM N B DT, 10 % DIKFEEEN

THIETINERETEET,

ERED VEARTHEETZLT AF—ILED

EMRE—RICREEL TR CHTEETD,

4. FSRFUOROBERNL | RAZAHSZIHSAHTS Nal K. Ca. BOs. LT
BIUONTTIADYIDEZ| SiO, hM5D>IHILINEIEFRLE T,

2F—=)L% PEEK A=Y N—ROT7ICYIDEZZ L

1. 7R RULRDKIERE
10 % DfEMA

2.0.5% ) UBRICE D%

3. PEEK S1=>4N—Fk T EEBOERST A TESES (L. TATH
HIFADYIDEZ BEINRV EATBICH B0, ARNRBELBEH
BOET),




BN G2 T LIRS FIE
R ERSRE: 30 99
TSRS 3 BERT + —BR (015 BSRY)

1.

10.
11.

12.

13.
14,

MS ZERELTY—RZREICIDI/RAZLIICLET, BEIF.V—
20 —=Z IR NZDCEILRETT U TDELEER),
AEE OmL/MIin ICEB LT BAEEMAICTIDEZ £,

VR F L% Purge On (8 —2 7 >) ICERE L TERICHT H.
HPLC AZLh5FAOFvESULERDA L. BYAREERARRIC
ANFT (UTOFLEBR).

5mL/min T 5% KT HPLC R>FH/N—ILFT,

227 L% Purge Off (N—27#7) ICRETEH. 7A—%I1EDHT
HILIC hoLZBEFLED,

KOBREIZDODWTE. BRER 4.6 LU 3.0 mm OHSLDOEEIE
0.5 mL/min. B 2.1 mm OHSLDHEEIE 0.25 mL/min (255
TELET, RATLBLUONTLEZELTI0 DEALET,

gz 0mbL/min ICEBL. Bz 0.5% UV (T~ :
K=91) ICYIDEZ T,

MS FzlFR TSI PG EOMOBEHEBEAVIIHEE. AL —
ZoRIERDAL. RTL—EIREBEY) B ERARICANTIE.
AAOFYESUEBERLET UTOEEEER),

VAT LE Purge On (8= 7 >) ICRE L TERICHT A\
HPLC hZ LD SFEAOFYESUZRDAN L. BUILE/RBSSIC
ANET,

5mL/min T 52f.0.5% OUVEET HPLC R T7H/N—JLET,
S 27 L% Purge Off (X—2#27) ICRRETEDH 7O—%1EDHT
HILIC ho LZxBERLE T,

05% 0UYEOFKER 0.1 mL/min ICEREL. —B (12 BRI
+)EFLES,

mEZ 0mL/min ICEB LT AEZMKICTIDERFT,
YR F L% Purge On (/8 —2 4 >) ICERELTERBRICHT H.

HPLC A LNSFAAFvES IO L, EY)RFREB2RIC
ANET,

15. 5mL/min T 5 79/ KTNX—=JLET,

16. L 2T L% Purge Off (/S—S47) ICRETEH. 7O—%LDHT
HILIC Ao L=BERLEY,

17. KOREBIZDWVWTIE. BER 46 BELU 3.0 mm DHASLDBEIX
0.5mL/min. B 2.1 mm OAZLDEHEIE 0.25 mL/min IZ5%
TELET, YATLBLOHTLEBLT 1 BEREALET,

18. FEZ 0mbL/min ICEFE L. AEXBENOBIHEICTIDEZ £,

19. Y XF L% Purge On (J8—2 7)) ICERE L TERICHT H.
HPLC A LHD5FAAOFYESUEEDA L. BUREERASSIC
ANET,

20. 5mlL/min T 59/, BEHET/\—JLFT,

21. L 2F L% Purge Off (/S—U47) ICRETHH. 7O—%IEHT
HILIC h5 L% BEELET,
22. BEMHORBICOVTIE, BRF 4.6 L0 3.0 mm ASLOES

I 0.5 mL/min. BfE 2.1 mm A3 LDHFEIE 0.25 mL/min (2
RELET YRATLBLUVNTLEELT 1 BREIHELEY,

23. %74 H% MS ICEERL O EMELET,

JEEC:
YV —ZDBEY ROV EIC DOV TOSEVWEDLEIZ. MS 8%
HEDTUZAIGR—RITEREI TV,
WY RBERARRIG. BETEORET, AECEREEZ DB, A
ENZIEND ZEBRINAA R BBAF ONENHD F T, AT
DHSZWE — =B RN —ARICHERE I £7,
ESI Z—RILFvESUBLVZDMD IV R—F 2RI AP
BERIGEBELAEWVESICLTLE TV, BREIFEMMICZEICLTL
2T,

© RTSAFZI-RIDBEEICROAE R VEBE. MS Y RTLAICE
FBEINTVRFvESUDKRBDEELEILFIBICRKSZEHTE
F9, L AR Z—RILNICRETZ5ELBDET,

. AN §2Hh5B. HPLC Y RXT L. ¥ETUL BT L. BLUE
HEsIFTEBROABREILLET,

¢ AEBEVHPLC OVR—RYRIRTOEDZWCDOVTIE, &
PARZEMEERV TSIV,

« MSICUYEZBERBLABEVTIZT WL,



FRBDSZT L

HPLC &R T LI HEHE A

NILIEEKIEE

HPLC 227 LBHHAZLD
HRES

HPLC S RFLBLT
HSLISMZT

PEEK Fa—T7H&U
TIRAFYIHBHRD
HEEH

AR (%)

ATV (%)

AR (%)

ATV (%)

NADP

ATP

JILaA=2Z -1,6- KX7x—h

Uy Og

20.0) Metabolite Mix_2.1x50 (P120-ZIC_T|

bl

30.0 (506.0 -> 158.7) Metabolite Mix_2.1x50 (P120-ZIC_TCW290L-SS_#112)_#4.d

50.0 -> 79.0) Metabolite Mix_2.1x50 (P120-ZIC_TCW290L-SS_#112)_td.d

[

0(133.0 -> 115.0) Metabolite Mix_2.1x50 (P120-ZIC_TCW290L-SS_#112)_#4.

:

20.0) Metabolite Mix_2.1x50 (P120-ZIC_T|

e

30.0 (506.0 -> 158.7) Metabolite Mix_2.1x50 (P120-ZIC_TCW290L-SS_#112) #11.d

50.0 -> 79.0) Metabolite Mix_2.1x50 (P120-ZIC_TCW290L-SS_#112)_#11.d

=

8.0 (133.0 -> 115.0) Metabolite Mix_2.1x50 (P120-ZIC_TCW290L-SS_#112)_#11

20.0) Metabolite Mix_2.1x50 (P120-ZIC_T|

B

30.0 (506.0 -> 158.7) Metabolite Mix_2.1x50 (P120-ZIC_TCW290L-SS_#112) #13.d

-

50.0 -> 70.0) Metabolite Mix_2.1x50 (P120-ZIC_TCW290L-SS_#112)_#13.d

=

0(133.0 -> 115.0) Metabolite Mix_2.1x50 (P120-ZIC_TCW290L-SS_#112)_#13

~

20.0) Metabolite Mix_2.1x50 (P120-ZIC_T|

30.0 (506.0 -> 158.7) Metabolite Mix_2.1x50 (P120-ZIC_TCW290L-SS_#112)_#19.d

50.0 -> 70.0) Metabolite Mix_2.1x50 (P120-ZIC_TCW290L-SS_#112)_#19.d

.0 (133.0 -> 115.0) Metabolite Mix_2.1x50 (P120-ZIC_TCW290L-SS_#112)_#18.

7 8 9 10 8 7 8 9 10 n 12 13 6 7 8 9 10 n 12 13 i 7 @ 9 10 " >
D IAHESE D IAHESE D AHESE D AHESE

B 9. VB LS N -REMI DX F —IL L OAREVER (%%814%). 55 L InfinityLab Poroshell 120 HILIC-Z (PEEK S+ =>4 25> L2). 2.1 X 100 mm. 2.7 pm.
TEE A pH 6.8 D 10 MM B 7> E = LKA, BEIE B 7 =L+ 10 MM B 7> EZ L, pH 6.8, 5Tk 10 HEIT 95 %B H5 30 %B 122k,
FE: 0.25 mL/mine FEAE: 0.2 uL (BS54 EICE 5ng)s i MS. ESI V—2. 2 AF1TE—R,
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Acquisition time (min)

10. 8 FEI DO AREREAL R DOERIFAICL>TRENTHAED NADP OBIRMY
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BIRMCEE R OREIR. HILIC DRTETEHREEZISNZ L
HDEYT REFICIE. TOLIEBESBY ARSI a—Ta2 I
FOTHIRT BN TEEY,

BEA{LDEBIE - RHZ<RHS5N3ME

RE BEBICHITZEKERRE
. THILIC DfERBRIAICH 7201 £ >a 2R LTIV BEEICIE. EDWMRICREEREZ )7Ly 293 0+978Kh %iTh
i BRDEL A ARBBFECZRIET BICIE. FITFFICATLICIE 20 % U EDKERRL TV, #REE1E 50 % TY.

Bt - 2 BRICS<EHSNBMHE

REA

RODHHNCBFE LS B
YUTIBEDRT T2 TcD. DI LFELICHEERIELTVS

S2AFLDAT VLA EOEE R OEEER

FRIRER

NS LDZLRICBFELINTVER A, MHILIC OFERBAAICH D) £ a>#HRL TSV, BEHRICIE. EOWMBICKEEE
UTLwsad 3 D+DHRKDNBRITNUEBRDELA, TITHRVFE. BFELREELERTIXBELHDET,
YUTIARIF) T 2avIiCRBe 52 F 9, THILIC OEABEMRICHTD) to>avZRER LTIV, BT ILBIEROERY
BEBOEMN. BLV/FLISIABORDEITVET,

A=y MEBMHD S AT LDRF—)LICRE L TWET, MY > FIL. TEM L. BLORERN—RDT7) £ a>w#RERLTL
2TV BY TN M LEMONTIVIDSED 1 2ICH TEFZHEIE. U VBESES KOREEN— RO 7ICDOVTIRET
LTS W,

BTN DBRE - T IVERORE

ES| BEWARIRBEAY VTILARETIN BESLUOCMOBERRIEEMICE TR TR BBHE TH IR REMENBDFT,
e THILIC DfERRmICHD) 2723  EHBL T TV BREANFATIZBATT £ ULRICH > TV E BRI
’ E— R ELUBREN TR TIE LA TEABERMS LTI,
E—oFR - 37 ILEE DORE

SRFLITAHAIDBVAENREIATNBZ L. E—0DEINPE— 0T — U IHELZAREENHDET .

= YU TGS RATLDRF—ILDESSICHET B T UV IEELSERBEN B ET,
HILIC #BD—E8, BIZIESUNTIE DRNAA A VIEEEERNEL. P24V EIEAF AV OBEDV T aveT—UY %
ISR LET,
BHEADEDBUVAR (FEEZRIIL) THYZLEFBRLTUE S W, THILIC OERBRICH0) o3> ZRRBLTRT W,
YYTIUD T EEMOHTIVDOSED 1 DICHTEEDHEIF. EY > IL FEM . BLOREEN—RITT)
O aYvERRLTE SV YRFLTSEBLUREEN— RO TICOVTRE LTS L,

ARG HEEMREYIDEZ TSV, THILIC ORRAICH 70 £ oo a ERBL TGS W TRIUF o avidlu HILIC TR
—fEHTY .
EEREER EF TSIV, THILIC OfERIBICHID) € 3y ZHERL TSV, BEREEMT 3L TE— IR E
BETTETH. MS DBEIFBEIC, ELSD BLU UV DBEIER—R51 Y OREM ICHEN RIS ENLBDET,

BEROBRE

o HILIC E—RTHEMENRILEN EHEDRIFLAVLSICTRICIE. SERAENUNBTIN BEROZDAREIZ+HTIE

- HOFEL Ao
DEDKEMAB . TERZNIILFORERARELAICEDE N TEET, THILIC OEBEAICH D) o a>aRERLT

RS 2TV —fRIC.10% OKETFERZRIILICIZZ . ARENE EL. AR EE CEREREEDRENDBREEICRETS

CEHTEES,




%I:l aff

HILIC IZFEEICIRED B WMEEMICT L TH. A TEEEOB VWO
FIED 1 DTE, HILIC 1&. HEI/OVNZT70—%2BULWTWVWETRIC
BHICBEATET2HDND. BFELEERNWVCOAHD. HILIC XVyR
ARERFIIFRAIZFICTDICEBREL TEMERHDET,

HILIC TIIABERE LU TV TILBEDOWTNDIFED. BERE
MHICBDET, CORNBREBATLAREICCOTHRITIDE
BLDTTICED E T,

ERYMLEEOBVESYIIEE L EMBORE L LTUI T TA
WHEBEMED B D T, T TILDOIBEPEEDEHLET B2
ST RIILBETOT O TILE S OBERIE DA RE =SS
LT<rETn

o AEATFEECENLEBREEIXVYREEDELFNIEHTET
To A—H— I3 MIF EDKE CTHERE C OREZIRREY D05
ENBHDET,

BN EYIERTYLRCHEERERITHEENETLbOTE
<. HILIC TIRERDEABAHFr&D® TBEDDF ] ICRIT 2RIEN
SDBLLRELET, HBEOERIFEREICEITAELVWT—UY
IR FIIEITE  REED) VB TRET 58T, AF—)L
FTOEEADZERERATZI N TEETA. FEEN—R
DITVATIDEZEZETENSINRNTERETIEHTEIET,

IR—=LR—
www.agilent.com/chem/jp
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