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BESENTHOEDEREICERAEINS NMR F. E2(CATREY—ILELT
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EEZ NMR [F. ZLDHHSIKTIL—
FUEEY—IEULTERTBIHIC
NELBHEELBEZRATCVNEIT. B
BREICKDIEESRTIZVIR
ERIEEENAGETIT N, TDTY
ZvIIREENDDBIZIC. BT
WDBRBHEUEFT, BELHEED
SBLVEERRZFHHIC, ERETIC
(Electronic Referencing to access in
vivo Concentrations). PIG (Pulse Into
Gradient). ARTSI (Amplitude-corrected
Referencing Through Signal Injection).
QUANTAS (Quantification by Artificial
Signal) EWWo e BBDER Y I FIL
ZIZE(CTBHT7 IO—FHHEIN
TVET, L L. INSDXV Y RIE,
WRABPIS—HRERLEDHET
flsnsbErgY,

BECHEEOEVIDTFEREESY
D gNMR (&, HEBEEZRES 1D AN
INLDBEREDHZRNT. BHIC
RIFTEFT I, LELZDRHICIE.
TEMEEREDENTE NMR 75
NI+ —LDRBEEKLDET, D
PT7Uo—23>/—KClE. Agilent
NMR Y AT LDMERKEEZRLNIE,
FEFITXRTCOERIEZEY Y TIVICH
W, BB CIEREENEEDTIEEIC
BBHTEZBNAULET, Agilent Vnmrd
31 Y IJh9ox7& OneNMR Z7O—7,
DirectDrive IV —JLZ AWVLWT/I\SD
FERILESYDEEEBILEIAE
ZHBALE I, OneNMR ZO—T [,
BEPEEMICINZ. BV TILBEED
ZEICH T HMEDNEDHTENT
WEd. 1 EDFvUTL—3aVil
EDFHT. 96.98~102.12 % ELNDHE
B (REBEED %)&. 0.59~1.07% &
WOREE (% BERE) DESNE T,
—EAED—BELTFUTL—
VavTF—YZEBNL. IRREDM
HREEEZEICANNE, E5IC
B B (99.48~100 % BKV
0.35~0.60 %) HMESNET.

RBRFE

REEHE

Sigma-Aldrich "S5/ 7707V %
AL, DMS0-d6 (EXKZRRF 6 A%
SOIAFIVRAILIRFYR) ZHWNT
72 Z 200.00 mg/mL (969.5 mM) TR
REERUFE U, CORBERRL.
BESL5 UM FTOD I EFEOH VT
WEEBRUE U, BTt
(&. DMS0-d6 BFEDHZEZL TSV
IUUTIWHEZFENTVFE T, Sigma-
Aldrich h'5Hh T4/ ZEAL. D,0
ZRAWVT 5211 mM OER&RZ{ERHRULE
Ufc. D,0 ZREVWCREARZHIRLICA
REERULEUT,

F 1. Agilent NMR AT bOX— 5 %4

s

A7 707 VESERERICIE. 5 mm
OneNMR Z7O—7J'& 7600-AS b
WFIVYv—EEZ Iz Agilent 500
MHz DirectDrive NMR AT kO X—
FEFEBALFELE, IRXTOY VT
Z 25 °C [SGREFAML. T—5ZHE
LEULle. 70— PIcFvUT
L—vavE#ElChbbETFa—=V
JU. ZNREBOIXTOAIEICHSN
TCDREBEHIFLE U,

NITTAVEERKICIFE. 5mm
OneNMR Z7O—7J'& 7600-AS B>~
IWF I v—7Z{HATc Agilent 400
MHz DirectDrive NMR AT RO X—
FEFERAULEX L. FERERAIC, Fv
UJUL—vavEgEgElobETTIO—
JEFa1——VIULFELR,

BRINSA—5

FRECAVINSA=F=ZER1(C
TULTWVWET,

IVIVFvYUIL—2ay

res Agilent Direct Drive 500 MHz NMR. 5 mm OneNMR™
JO—JESH

iF=YAVIVPY 121us@57dB; 90° T v TPV I)b

Lo—N\g14> YV TV TEHEARE

AFvEH 1

EN{ERIREY 499.86 MHz

DA BEE 3.0%

TJ—UIH 256k

PiRFA(E—ray

RIFFvUIL—2aYy

1E#MEAEL. 0.3 Hz #RIBILHYD

Be2s Agilent Direct Drive 400 MHz NMR. 5 mm OneNMR™
JO—JEHE

F=VAVIVYS 11.5us@59db;90° T4 vF 7P VII

S AIA = 20 dB

AF O 1

EERIREL 399.92 MHz

YDA HBEE 40%

J—UIH 256k

PRI E—v 3y

IEEEEHL. 0.3 Hz #RIBIL DD
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INKATOERYITFIVTIZIVED
RAINTVWE T, COFRFT7—FF
IFvIckD, ABESRY I TV %= E
hFlc. ABFREFYUTL—Y3Y
DHZANT. SREDOENEET —
FZEFIDICHELREMLERME
ZREBELTVET,

FrUTJTL—avICE. 10~100 mM
DEZORMEEY VTV ZEFERT

FrUIJL—vaViEROREEES

TEI, BUTIVICE. ftDITXTD
VOFIWERFICHBMTEZIEENR
Vv—TJEDIIFI. FelFTVITFIL
JI—THEZENTVIHRELHDF
9, Fle. FvUTL—yavVICERT
N3V T FIVEFROBEDEF T
INEEDFBA. ZDHE. 90 ED/N
JVAZRAWE 1 BIDAF+/ICKD 1D
AR ML EFERU, FvUTL— 3
VIERATNSYIFILESTEEZE
BOULET. UV TIVBELERTRE
DEEEHL. 85NTE%E Integral
Value 74—JURICAFIL. SetIntegral
Value R VZIUv I LT (B 1).

DEDEFHDEZFHCTHELE I,
ZFD#%. qEstimate I¥ Y RZERALN
F. KTV TIVDEEREICHER
IRTONSGA—=F=ZTO—T IT74
JVICEATZEFY,

CNSDENTO—T IT7AIVICEAN
NS, FYUJU—YarvhRT
L. ZJUvo 1B TCYYTIVEEICT
IJTLATEDLSICHEDFRT, F+U
TJU—2ar 7Ot XOEMEERAIC
DWTlE. Vnmrd 3.1 A—hkX—2 3>
A—Y—HARDEEY—ILDEICE
HINTWLWFET,
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FUWINMR W—ILZFHWT. &
HEOEELHECY Y IIVEEE
TBREHICK. FIE 1 EOTO—TD
FrUTL—YavhREBEEREDET
(Ffeldx. 90 E/N)VAE CEBRNF v
UJL—2avEBIESHNENSD
F9) OIS —IE 0.25+(100/SN)®
EVSIABRICKDMETEDH.
BOIS—Z21% RKFGICTBDHIC
&, ®|IK 150/1 DT FIV/ /A4 XL
(S/N) Bk ESNF T, BEELBED
BELLDBEICE. FvUTL—
VavVBRUFDMICAVSDANS ~
LD S/N ZEETDUENGBDET,

JU—F > gNMR [CBIFDV > T)IbF+
UJL—2avDFAZEHEAT %8
[C. DMS0-d6 ZHWCTEE 15.17 mM
DA77O7zDFvUTL—o3
JIZEEEER L. 5 mm NMR Fa1—J
[CANF U, Fle. BEE 132 mM~
500 M @ 9 FEFED Y TILBIER L
FUle. EEY Y TIVDEEE 1.33
ppm [CBIFRDAFIV _ERDEE%E
A>Ty hEULTHWT. gEstimate
FrUTL—varvEBIFVFELE
(X 2)

JO—JDFvUTL—Y3vhET
LIcDB. —EDREDYTILD
BEMDIAHZHBEVNEUIc. YR
FLDYI—FrUF—rOvI, F—h
VI F—bTA U EEEZERITUZD
5. EG VIOV VI IAF+2 'H
NMR AT MLZEHRERULE Ufc. &Y
VIIWTIREICT —F ZHRILTH
5. —EOYVTILERZERDRLS
WL, EYVTIVICDOERE 20 @5H
DT —F=RRUE U,

BUBABIREANI MVE=IZBR TR PUTL—YaV ATy T

2.K2THRUEEBEDATJ 7Oz VDF+vUTL—YavBLUEEIC
AWer 7707z 'HNMR ARSI MU (FH) &, 0.5~2 ppm DSEE DL
KE (EBE)o 1.33 ppm THAFIL_EHED. 0.84 ppm FTTA YV I FILXAFILZ
ERPBHASNTVE T, A1 J 707 VDOBEERLTVET,
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VROUEREFRT, COVY—ILEFERIF. WAEBMICART NUVADOZESE
HOZEEZRDT, BEDRENEHEICZHIBEFZERTEFT,



3 . Process &7 J®D Integration /\
2% JU IC & % Determine Concentration
R % >/ H 5 Determine Concentration
YV=)VICP I EALIEBRICKRREIN
594V RDZERLCVE T, AN
ILDOBBESEEDNRREINFT T F/e.
BYRZEEZRNA@MICRDICD
&I, BESEEZEREESERDUR
NIEMTDIEDHTEFT, E—Y
VIV DBHDESIE. TDT—07T
O—ZFETEATIHED,. YT
JVCTHEE, hDORREFETT,

SEDREEKIZ 180 ZEBZHANT ML
THEBEINSiH. BBNETYIO%Z
BAWT 1.3 ppm EEDXFIV_ERE
0.8 ppm EEDAY TFIL_ERICH
cdmHEEZRERL. TEE (ZNETN
IBKXUV 6 JOMY) ZHEICTNHD
EEOBERZRT—UVIL. NS
2DV IFIVZEBHEICTYTIVDIR
BEZEHUEDSE., SONERZN
IRRXYIDATLUYRY—B (csv) 77
AIICEEAHFF LI, 2ODNIZOD
B, VIbhoz701—Y—54047
> U (/vnmr/userlib/maclib/qEst2csv
TE)ICHDEFT, —EDRETIE.
T—YRIFTDEHIC, BE—IZMIL
Ut REAIEE LTUIBLUR U,

BERZR 2 [CRUTVWET, BERE
[FRESEEZAEHT1 % KimCllc. C
DFERIE. FIF 3HTICRIEELERE
ATHVERM (R’=.9995) HiE 5N
BTEZRUTVET (K 4).

K2 —EDREDATTIOTIVDEEICEIIDEELREE. YV IILIRAV hFvUT

L—yavzER
RIFRE AT RE RERE R BE
(mM) (mM) (mM) (REEED %) (%SD)
0.515 0.531 0.006 96.98% 1.07%
1.03 1.049 0.008 98.13% 0.79%
2.06 2.098 0.012 98.14% 0.59%
412 417 0.024 98.77% 0.57%
8.24 8.269 0.048 99.65% 0.58%
16.49 16.571 0.103 99.51% 0.62%
32.98 33.014 0.293 99.90% 0.89%
65.97 67.813 0.492 97.21% 0.73%
131.94 129.141 1.091 102.12% 0.84%
st 98.46% 0.74%

FEOHTEVEEPLPEVEEDY Y JIVCE. BEOOXNFEEINDCEITEFRELTLIEEL,

BWRBETIE BDAHRHCT VI IWAF v ZERLREIED S/N EDHEBLED, BAIS—HFEEIN
FY, Fle. TOHHTHRWVEEDY Y TIVTIE. MEHHE (radiation dumping) DR EZ5 X DATHEMED
HHET,

IVINVFYVIL—vaveRVLEEDEBNEELEE
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43MZBRABDIATIVIVVIICODRET. TUETHEE. hDIEHEE
AT TOTIVAEDRRLTVE T, RERELATREDHBEMEZRT R
fEl& 0.9995 TY,



FOBEVEELHFENESND
SYI4LFYIIL—YaYy

BEYVTILROFEICF YU T —
avEBIHRIIE. AbaVLEEE
BEDEENITAEI, COHET
F. SAREBOZ{ICERTDEE
MOMMEESHEHIETDIENT
EFXT, FrUTLU—VavigEEED
WKV TIVTRU S A VEZE
ZlE. EOHEBIUBRHERELET. 7
MRFH Y IIICHT AV ZAWN
T. 3STEHEDEREDZEZERL.
DEECHEEBEDKEN S
BDEZIRALE L, BTV TILIE
50.44 mM, 51.91 mM. 52.11 mM [CE
BDEIOICABULE LU TV TILEE
TOREZE. 33% [C&EEF>TL
FI. 3O TILDARTIE. 4
ERIZHE (D,0 D 5411 mM AT A
V) DF—bFvUTL—TavigIc,
BYVTIVDEEZHSHFEWVE U,
YY—=ZXELT 7 ED gNMR S5Hizd
CIEWVWELE. COYY—XZEDIR
FEKOICNMR OV —ILZEREL.
3R EICEERT 630 [@ (BBET
210 B D) DR ERELE L. &R
JICRIKSIC. EEDLEHNISIEE
(& 99.94 %, 2FHIEREEIX 051 % T
Ufe. COERIF. 3D TILD
BEICBIFDCLKOTFHEEEZRMT
TEBHEERUTVET,

RIC. NMR Fa—TJHROY Y TILiKR
EHhEE/RICSADHEZML
FUle, FIEIDEBE TCRHWEF1—
Thob IV ZEREL. FFa1—7
ROV TIViREZZENEN 48, 35,
30 mm EUFLRE (R 4) ZDE. [
UIVU—XZEDIERITESICANT ~
OX—5ZFREL. SEHBECEIC 16
BFEICHieoT. BFEY 2 TILICDVT
£EC 35 MDA ZESIFEVEF U
(aNMR 347 7 @, FOHICBVT. 4
WEELEEZRWEA—F U T —
vavigICIBEOYVTIVEER
K1), OneNMR ZO—T ZHULNIK.

RIZEHDODHITIAVREDEEBICHIIDEREEE. EROS VYA LFrUTL—

vavE{ER
EEEE YYJIEs FHARE FERE RE mE
(mM) (mm) BB (mM) (mM) (RE=EED %) H
52.11 54 52.16 0.27 99.85% 0.52%
50.44 45 50.70 0.21 99.48% 0.42%
51.91 37 51.99 0.31 99.90% 0.60%
st 99.74% 0.51%

RAILEEEBECBIIDTVIIREORZE

REFRE YYIJLRE FigNE FiERE= {41
(mM) (mm) 2 (mM) (mM) (RIFRED %)
52.11 48 52.13 0.19 99.96% 0.35%
50.44 35 50.44 0.17 100.00% 0.49%
51.91 30 — — — —
fast 99.98% 0.42%

PHEROEELPHEZRLETET
IC. YV TR E%Z 35~54 mm DEE
B CEECEDEEEBULELE
(FdHo BT TlE. HUTILRS
(30 mm) METETCIL—F VI L%ER
ICEED oD, BRTT—HF
B5nNFLBATULR,

D2 DOEDEEBRZY TV &Y
V7)) 2 TEDIRL, BIbAHHI(CT/N
AURNILTO—RINVREC FohvS
UG ERVT. "t YFSAhE—2
EEELFEULRE FYU—XZ#HEDIR
FTRIICARI POX—FIZEREL. 2
FFEIC&IC 28 B IC Iz T BT
ZIVIEDVWTEERT 98 Do H=ES

REBELREEICBIFD “CF1HAvIUIID

RIRE YYILRR

FIGRE

THEWELE (NMR 94 7 B, &
WICHBNT, NEEEERWN A —~
FrUJL—yavEglc 2 @B
TIVEEERENE). 5 DFHEIE. “c%x
FAHvTILUIEVWSEBIRS N %
TUTLWETCUFSAhEC Y
JFIVDBEEICOBULTLD DD HhH
bEI. B 5DERTIF. °C T4
MZLICTHYITUIITENT.'*C
XAV TFIVICHEEEINTLDD
BhohbFErd, JO—R/INVR BC Fo
HvTIIIICRRRTD /A X/ ITS5—
PEUDTEMELGDICHEDDIDLS
T, TEDEEEBEFKAELTE
DhHTREFTULRE (R D)o

82488

s

R RE 4

) (mm) B (mM) (mM)  (REEEQ%) TR
52.11 b4 52.09 0.20 99.96% 0.37%
50.44 35 50.44 0.17 100.00% 0.49%

st 99.98% 0.43%
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(k) EBVWEWES () IE85NfchTx
AV VT) (#BEBHRULTCVET),
WIFNDRERTH. FOMY NMR ED3A
HFREZE 36 ELFELE, TahHYTIUY
(&, Experiment Selector @ Std1D ¥ JC
% BilevelDEC EE 7O ZRWVTS
ZIEWVWE LT,

zo
ihm 5

C®D NMR Z2#fl&. EEAEICKDS
N3H5HFEMERO>TVET. i
it BRM, BE. BERE. LW
AFIvILUVI, BAHREDDRIG
R TUCEOEDBEETHD. 7
ORVZERFOHSWHEHIESYITH
IR CEDNRANBEREZRATCNE
9. EEHHT NMR ZRHWVBDIZED
HHFEEEL, TR NRM /\—RD T
TOEREMEVWCETU YT
WBDIS—ZMHIET D EIFAEIEET
Ih. ZDHEIF. REREYEDE
mh. RET—INDOHNESRY I T
IWDEADKRBEELEDT T, ABRIRLE
[FERICEFFEHNDLND. BIOAET
S—DREEEDET. —7. HEEF
B TFIVERWVWDFERL. WREE
PIS—HERGEEDEH CTARETEHK
hN&HDOE T,

Agilent NMR Y XA F ALl LY —I){—
DIV ITFIINADBREICTIZIVES
NIEHMBDERETT. BLWS > TILE
ETHEOBTW I IVEREZRIR
LE Y, 0neNMR Z7O—TH. AEP
FEME UVTILREDEICHT S
MEDNEDHTELLEODTVET, 7
JUVKNEZDEKEDIN—RKRTTT
EHRBEENY IO 7 ZBFED
. EEFTHADOENLY—ILZRRE
LEULE Vamid 31 VI NI T 7 EER
MEEDHBIZELECKLKD 1 BIODF v
UIJU—vavRAEZETAR. BEE
BEDSWENEDICLSD NMR EE
ZEEHDARICBIESTEHAEE
TY, I\ FERIEEYTIE. 96.98~
10212 % DOEEE. 0.59~1.07 % DFE
ERSonZxzd. EYVTILAHTS
VEIALFYIUT =23V EBE
LY. SIRORIEICHESTEMDRAMLR
ZEgIEEREICANNIRE. c5ICEVE
BEEE (99.48~100 % HKU 0.35~

0.60 %) BESNE T, TNETDH\
ZORETIE, FO—RIKYRPC Fo
AYITIIITER, IS—FREX(C
REBHEZERIEFULE B FrUT
L= 3VISA=YDERBKLUR
7. EEDMOREPATI1—)LiR
E. DRAILUKR—FDERICHINT
DYIRIIT7HEZEZIE. CDF
WKEDEEEEREZFED DR
[CRERL. UR—bZERTDED
TEFXY,

OF7TVr—o3av/—ME. 7Ok
YV NMR F—5ZRWNEEICDNT
DHHALTCVEITH, CITRERNL
T2#LLY gNMR Y —)bI&. BIREICIK
FUREVEETCEOTVLE T, £FED
BHEERF (PR PCREE) ZRAL
CECYLTDFrUTL—2aV%E
S CIEWV. ZSUIREFRTRINLE
F—FICDOVWT, ALY—o70—%
BATBHTLEHAEETT,
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