JEAE TR AR E A B & (B DR MR TR F )
BETETRINE) O S BT D 72 8 O FHM FVE 2 B3 2 %8
(H29-& fin-—#%-007)
V294 BERFZE Sy HH R

qNMR % F 7= BETFIINY) O 53 W1 1A B B R4
~Zh A oOE 7 a0y RV Tk~

SEMTEE KM & BARRSE AEWMERERS e R SEREED
MARE AT, BEAARNY O B R BRE O3 R ORE Ola B2 B LT,

N7 x4V EEERE

L7-.

'H-QNMRF & OVH-qQNMR & LCEfLAA D TR E VK (RMS) B0 Z > i o
/8y RVOEESH ~OuAESWTHRF L7z, 3RO T 0 > AW & b G st 217
ST-fER, 'TH-qQNMR T, BB E DY 7TV EDRBEEC L D b D L EZ BN G REDOHY
RKOHERZ A, BB S OB R 2R BPMLETH DL ENRHA LN E 572, —F, RMSIETIT,
mih e L CEINL, BN 7oA ST 5HF 7 1 RVORMS
(0.122) B Z B AFIEHHOE 7 vy RVOE &L EMENOZMIZERTE S 2 & 3

A. WFFEEH

H A TIZ & SR D 2 S0 i E & fe
THHEMT, BATMYOMER, &8 (M
) 72 EORSHESCR R A T X
LS ORE, R & o REESE R
EXI, #SHEMLIINYAEEICTEH I
TWa. F7, BEFENY 365 M E (BFiA
38240 H, 722 L, FEEHIE®EZ 1ME &
T5) ®o5H, 217 BOHKIZONTIE, B
9 iR IR AEEICINE I ND TETH
%, ORI OB HEICE, JRRE
LTEREZDOHDIENTED LN TEY, [
ST CIZLCENMERHIND Z EBZ V. 20
&9 72 M TIXIE R AL G & IR — DDl
FENIERE S EME N L ETH D0, HEY
AN Z Y72 FNEIC L » THENEH SR
AFEMEM R IZIEF D Y. 2o, LC
LEOFXEEIE TR, WIEA —D —OERER,
MR HH SN TWS. LarL, Zof
FEIXBAHEIC IV IRIES b D, T7hb
Lt EZMICIER S IIE 2T, R LTE
BEOEHEMENE b5 TRt 2 5 € T&
RN T, REHCREGS O%E, EEAE
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SN AR TE S AL TV RN FE 73R GE STz
ELTHaR bomhbifandisid Al
BEMELEZLND. 20X HIT, BTN
BRCBEFRIN 25t g & Lic 56, B0,
BOMRFEOBLEN D, 20X 5 8% ik
TX, MOSWEM OS2 28 U3
D E WS RERIE DSR2 E B 2 b

5.

AR, EREHEALR (SD ~DO hL—HEl ¢
— DR Skt E &I & L CEE NMR
(quantitative NMR ; gNMR) 23{EH Z4EH T
% 2 gNMR @ 9 5, 'HNMR % F| ] L 72 gNMR
(‘"H-qQNMR)IZ, & EVEA Rl S - 7E St %
HAWaHET, 2 2OLEWIR O > 7 F VTR
FEEEDS THALB Y DE LR B F ook
F BT AFEEARA L EEETHD.
NMR T T8 & R IHE 21T - T\ D728,
B 2 DL EWIEE— DL FAEETH D4
IR, 6o T, RIS IEME /RS 23
HENT-RIHMEEDE D X 572 ST ~D h L—
YU o — DR S AR A N Y &
LCTHWDZ Lok v, PWIEREYE & e x5
{bE&EW D> 7 VERRTRE L, KB, FFER



FEORRN D, Bx RAERSILEHOE &

WEEZRODZEMNARETHD. ZOLIRE
BEOHEFM L —H Y T 4 2R L
'HgNMR %, AQARI (Accurte QuAntitative NMR
with Internal reference material) & & FEIEIL T
L. Fim, RBITEEHE EMEICFEE L TR
WIS T DR TRIENAEETH D 2 & 0fl
AT 2%EET 1 REHZY 2mL L FTHD
e Y, MO SR B B AT
OO THREITENL TV, 61T, '
AWMV TIE, 'H NMR L TRIEX %)
BERMEME DL T NI SN T
WAUE, B 2 ) — o Ty SROEEIRM S D
ATLER X AR L 22 0, GH Ol 7 ikt & &
NARELEZEZbND. ZD Xk HIT, RiEITMD
THHAEOBEWSHETH Y, HFoN 25 ERE
OfEHEM, EEESELHEINTVWDEES X
L. ZD XD RE S, "H-qQNMR 1%, 7SR
BRI AR S0 B AR R T3 e & oM 55
B 429, AEIRSLEEFIRIND R O EEE Sy D05 &
AT TEIAFIF SN TWD. ORI,
BEAF- I O pl oy ks Bk om L& HfE L
RO —BE LT, IO I E S L
L, TOERSTHLEI Y RV OEEDN
2B % "H-gqNMR OB+ 2 et 247
St £, HQNMR L7 v~ N7 4 —%
FLA A DT JE X GE & [ — O E & AR
mAEMEE LW e~ NI T 70— (FEXFE
JVIRFEVE) AW T o it o /o
RV(K) OEEICE LT TRE L.

B. #FEHE
B-1) AE%

3HEOT MDY H, Y Fal
M30 (Lot.170526-01) (FR¥} 1) XY 7
F =2 L M50 (Lot.170621-01) GG&R#l2) 1 =25
Br7 - =7 - TAKRKSE LD TGz
Wi, Zh it GREREY)
(Lot.G20030116) 1E¥ 7 ¥k Stbi GOk
3) AW, B0y R VIE, FohisR T
B S RUEHRE R, (Lot. TWM3866) % FHu»
7. 2,2-dimethyl-2-silapentane-5-sulfonate-ds
sodium salt (DSS-dg) (LF0EHEE T ¥4t
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RIEAEY)E  (Cat. No.044-31671,
Lot.No.ECL6585, HifE 92.3%, JLIEANHMEN X :
0.8%) #HW/=. #EHK (D,0) IZEAEIFR A
i, ZotmEixEEREs o~ 72
74— A ETITFRR A V.

AIRIILL T L D IR L 7=,

'H-gNMR HZEHAEZSHE © DSS-de HEHEYE 8 mg
RSB E Y, DMSO-ds 40 g %% 'H-
qNMR FEAE T & LT-. "H-qNMR FEAES R O
DSS-dq 2% (0.2166 mg/g £ 721% 0.2165mg/g)
1%, DSS-ds DFEEAE (92.3%) 6 L OFF & KL
DEH L.

B-2) ¥¥E

KRR B E (NMR) : ECA500 (71 b
LA JE %L 500 MHz) (A A iR 1)
ks v~ v 2777 4 — (LC) : LC-
10AD > 27 & (R> 7 : LC-10AD, 1&KEZ Z
vx» hz=v b : FCV-10AL, [EiEfE : CTO-
10AS, 2RAMAIHE SR : SPD-10AV, T4
v — : DGU-12A, T — X JLER3EE -
LabSolutions) (&HA/ERTR) 35 L
Prominence ¥ A7 & (A — b 77— : SIL-
20A, LKA T LC-20AD, BT LA —T
> CTO-10AS, Z¥EMiitias : SPD-M20A,

T — X JLELEE  LabSolutions) (RRE&4h &t
BRI (27 A v —& LT AG-34 (B
St v L) EERLZLO

E 0 0 BM-20 (st — - T N7
A 1)

B-3) 'HqQNMR (2L BE7 0y RVOEER
B-3-1) 'H-qQNMR (2 X BE 7 v R VEEREL
DRI E

vy R VEELK 10 mg ZEEICEY,
'H-qQNMR FEHEVETE | g ICIRfE LT, 2 ORI %
SME S mm O NMRFREVEIZANERA L, £ 11
T &2 I "TH-gNMR I &E %217 > 7-. DSS-
ds D> 7 IVIEHFEEE 2 9.000 & L& 2 DE
sy R VICHRT DFERD S 7 Vg
SEREE, R, RESE FiRoXUTRAL, £
rua RVERELOME (%) ZHEHLE



Isample/ Hsample Msample/ Wsample
Purity (%) =
oy (A)) Istd/ Hstd Mstd/ Cstd
X 100

72720, Lampe=FEZ B RVORELDO Y 7 )
VIR, Ly=PIREME O > 7V infE R
FE (DSS-ds : 9.000), Hmpe=TF 7 2 KV OF;
TEFEDIKFI, Hayo=PIEEYE DR E B DK
# (DSS-ds:CH3%3=9), Mgum=FEZ 2+ KV D
5B, Mu=NIEEWE O 78 (DSS-ds :
224.36), Wampe=F 7 2 ¥ K V OFFELE (mg),
Cyi= 'H-qNMR FZEHEVEIR D DSS-dg

72%, QNMR Ofb52s 7 MElX, DSS-dgD 7
o b7 ek 0ppm) &L, SME%E
ppm L TR LTz, Fo, T— X O, 7
— V= EWr L EEOR M E TE HEILE T
&% Alice2 forqNMR “Y¥' =7 V7 ¢” (HAE
T (BR)) AW,

B-3-2) 'H-qQNMR Z X 3% 5 b > i+ o
T/ FVOER

3HEDOT IO 5 B, Wk RO
B 31350 mg, RE21X 20 mg ZREHICEY,
'H-gNMR ZHEER 1 g & AU LRI X
DIRfR L= 6 O ERBRIARE L.

Z DOWIRZ AR 5 mm O NMR 3REHE I AL
BEAL, £ 1R THRMEEAV 'H-qNMR #I7E
ZATo72. DSS-dg D7) /ViEFERE & 9.000
tliztEoREFOE/ 0y B VICHEKT
DRFEREO T 7 FIVIRFERE, oF &, RES
ZFRoRXUIRAL, %7 B byt ox
Jayv RVEE (%) ZHEHELE.

Isample/ Hsample Msample/ Wsample
/) =
Content(/()) Istd/ Hstd Mstd/ Cstd
X 100

7220, Lampe= B OE 70 2 BV ORFE I
D7 FIVIEFEIRE, La=PEERED & 7 F Vi
FEIRE (DSS-ds: 9.000) , Hompe=il B D€ 7 12
¥RV ORFERDIKFELL, Ha=PIEHEY)E OFF
EHDIKFEH (DSS-dg: CH3%3=9), Mgmpe=i £k
TOETHY RV O (1287.43), M=
BRAEME D53 11 (DSS-d : 224.36) , W ample=ik
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B OFFEE (mg), Cye= H-qNMR HEHEFRIE O
DSS-d i

B-3-3) LCICX D& T T ay
FVOEE

3FEDT O S L, hrFFa
M30 & OFRE 3 12 50 mg, #kF 2 1% 20 mg % K
BICEY, KEMZAEERLEIZ L EREL
LD ERBRIARE Lz (e - 1
mg/mL). Z ORBRIEK % LL N D LC =R T
IR L7z,

717 A : Develosil ODS-UG-5 (5 pm, 4.6x250
mm, B EFHRASHR), BT 2RE
4000, MHPERE : 210 nm, ¥EE : 1.0 mL/min,
REER A - K, REEERB: 7 h=RVU L, 7
ZYxy bR  Omin (5%B) — 35 min
(40%B) — 35.01 min (100%B) — 40 min
(100%B) — 40.01 min (5%B)— 50 min
(5%B), TEAR :10uL

7B, MERAEEREITILLT O X 5 IT/ER
L7z, T78bb, /vy R VEREL S mg %
FEBICEY, SmLEA AT T A3l AN, K&
Mz CIEMIZ 5 mL & UREfAEERRO &
L7 (EZ7 vy R VIRE: 1.0mg/mL). MER
FRERERIR D% KIC TR 2 TEEMAIR L7 b
D EREHRIEERRO, Q@B LU@L Lz
(EZ7 vy R VIEE:05 025 8BLW 013
mg/mL) .
PRI L 7R BRI 2 ERR IR LRI T LCIC
THNL, Bon-t— /L BRERICL -
THELNERBRBERFTOE 70 v RV IRE
(mg/mL) %KD, WAUZL > THEIHFOE S
oy RVERE (%) ZHEHLE.

CxV
W

P
100

Content (%) = X X 100

272U, CHRBREETOE vy FViRE
(mg/mL), VIFERBREHEDOE (mL), WL
BrOIE (mg), PIXFEZ vy N VEELD



ME (%) THD.

B-4) FExtE/LRE (RMS) #FIHLZLCIC
k3 ey FVOEER
B-4-1) 'H-qQNMR IZ L BE 7 1 FVELER
BELOI 7 =4 L OMERHIE

T/ Y R VERELIZOWTE, B-3-1 DIHE
WRLTE., 72402250, H10mg %
FE#IZE Y, 'H-qQNMR HEYERIR 1 g \[CIfiE L7-.
Z DR 2 HME 5 mm O NMR EHE 12 AN
AL, % 1T &ME2 AV 'H-qNMR & %
1To7z. DSS-ds D 7 F /VIHAEIRE % 9.000 &
L&D 7= NZHKTIEETHED v
TFOVIEAETRIE, 1, BESE FRoRic
RAL, 7 =AOME (%) ZHEHLE

Lampe/ H.

sample sample
Istd/ Hstd

Msample/ Wsample

Purity (%) = M.y Co
St St

%X 100

727120, Lampe= W7 = A ORFEIED T 7S L
HRTRE, lw=PEREME O > 7 J VR E
(DSS-ds : 9.000), Hgmpe=7 7 = A > DR E 3
DIKFE, Hao=PERMEWE O Ky 8 1 DK E 5K
(DSS-ds:CH3%3=9), Mampe=H 7 = A > D4y
& (194.19), Myu=NIEHEME O 45+ & (DSS-d; :
224.36) , Wampte=H 7 = A > OFEHUE (mg) , Cy=
'"H-qQNMR FEHEVETE D DSS-ds I FE

B-4-2) A7 = A VIR THEIRY RV D
RMS OE H
BIEDH 7 = A > (0.319%x10° mol/L,
0.639x10 mol/L 3 L 11 2.56x10° mol/L) Z%f
+5 6 (0.058x107, 0.116x10°, 0.232x10
3 0.464x107, 0.928%x10° 3 L 18 1.86x107°
mol/L) DEZ v RV Z&ite /KA Zz il
L, BARE Lz, ZOWKELLFO LC 4
iz Cobr L.
717 2 : Develosil ODS-UG-5 (5 pm, 4.6x250
mm, AR SR, T AR
4000, MHPERE : 210 nm, P& : 1.0 mL/min,
WREER A 0.1%F R, TAHEE B : 0.1% X %5
H7rvbh=hrVN, 772 FEME  0min
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(5%B) — 35 min (40%B) — 35.01 min
(100%B) — 40 min (100%B) — 40.01 min
(5%B)— 50 min (5%B), EAR :5uL

EFEI/RVYRVEBLOI 7 =4 VOENEREL
(E/my RVOEMRE/ 17 =4 D%F
JVIREE) NDWE R (BV), LC OIS
BIFAE7va RVEBIO I 724008 —
J Wtk (B RVOY—2miE/ 17
oA UOEY— 7 HE) DOISEL (WL
) #EHL, RWELRBLIOWEELDOL
OSBEL/ WEEL) NHh 7 oA ITxd
HE70Y RVORMS ZHH LT,

B-4-3) RMS W= F 0w FPoE s
2y RVOER

3HEDOT IO S5 B, Wk RO
B 31350 mg, 21320 mg ZKEEICEDY,
KEMABERLBICEVIER LD 02K
Brisi & Lie (FHHIRE 0 1 mg/mL). 20
ARBRIRIK % B-4-2 |27~ L7z LC &2 T
L, ozt —2miEeE 7oA LV 1E
i U 72 BRI L o T D L7z i BRIEIR o
B/ BV RVIEE (ugml) Z:Rke, kAL

STREFOEI Y RVER (%) ZHH
L7-.
CXV P
Content (%) =
ontent (%)= RMS X W 100
X 100

72720, RMSIZH 7 = A VICkTHET 0y
NV (0.122), CIFRBRAKTOEZ BT RV
B (mg/mL), VIFRBIEEOZE (mL), W
IERRELOBREE (mg), PIIA 7 = A » DOHE
(%) THhHD.

C. BWRRUOEZE
C-1) 'H-qQNMR 2 &5 5 0 v i+ 0T
smuY RVOER

C-1-1) '"H.qQNMR (2 X B E 7 v FVELES
DER



'H-gNMR %, A7 bV BICBIERSh 51
Y L JIE B IE D v 7SV FERE &
ENMREOBGRN S, WENS(LEY O
B ERT O ENARETHD. £, Bt
B R L—T B U T DR SN YY)
BrAnsZ licky, BonsERMORE
MM KIEIC I E L= HiEE S 25, 22
T, KEOET 0y BV O~ A% W
HINCZT DD, THBEEELICOWT 30T
T 'H-gNMR JIl/E 1T~ 7. #@%, 'H-QNMR
TIE, TEMZREE LS E AWV D LERN
b5, REMRMESRMSEER LIRS, A
2T, ZOWESMEEAVT 'H-qNMR Z17
ST, B, ALFEY T M, NEEHEO
AFra b T F i N (DSS-ds: 60
ppm) & L, 8% ppm HfL CTE L. ZOkE
B, M21RT X912, 'H-qNMR BIEIC LY
BoN-EZ 1Y FVO'HNMR 227 kL
b, 80.8~3.0 ppm fFUTiZIE, 77U aiZH
ket DAL KFED S 7 F R, §3.2~5.0
ppm FHTIZIE, BEEICHERT 2 KkFEL T
HrREhZnglgZsni. L, Zhbo
TEIRICBlE I N 7 AR, S FROM
DT TN EH S ETIIRIRMICE 2D T
W, ERIZIST D U 22 AE o fE P O F% E A
HLEBZ LN, —J7, §5.57Tppm IZHIZE I
72 6 LIk T DKRF L 7T, oyt
WD T F L+ HBES TN 728,
E/RYRVOEEHAY 7T LVELTEY &
EZbNT-. FIT, ZOVTFA LY
ERHHLEZLEZA, RI%EHHENT. £
o, 2OV FUNbREB I EREMEOM
KEUE(RE (RSD) 1% 02% & BIFTH-T-.

C-1-2) '"H-qQNMR (2 X % 5 > whitimF o
E/uYVRFVOEER

Z 9> Y 3 IOV T, "H-qQNMR 12
E5E7vY FVOEEUNEEZITV (0=3),
BONTRREZ LCIE (n=3) LR L. 72
5, 'H-qNMR TiE, A7 b EDOEZ B
RVHRDO T TN ERME DY 7T e D
YBERE IR YA EE L C, BIE TR LT §5.57
ppm (60L) ZHAWTEZ vy RVERZEH
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Lic. &7 0 itimroesrsray KV E
BA2#2, KHHE®O 'HNMR 227 L&Y
3~5, LCZu~v h 77 L% 6~8IZENEN
RLTE. 2R TXE91C, 'H-qNMR 55
Hanhz®/ 0y FVOEREIE, LCLXVE
ST B & el LT 6~ 13%F2E i WG 3R
Elpotz. 22T, A2 2 HWT 2%
NMR #Hll7# (HMBC, HMQC) %17\, 4r¥FW
DRFEL 6NLDKFEEDHEZHERLIZE Z
%, HMQC TliX, 6 (\LDRFEL 7 F DI,
HMBC TlL 2 ~3fEABELE /s RV O
RFEEOMHEAPBLE SN0, thofbs
WINZHRT D B2 LA S
Mo 7=, Chaturvedula 1%, 744 X0l
L= m >t (50gH) 12i%, €71
RELELTEZBY RVOIENEZ BT R
Ja, £/ vy RO E, £7uav RV EIE
OT7 7Y ay (7 a—/, Mogrol) 1D
HLOR MO a4y KicER
L7 1l—FFY —Fras RO ENEET
HZEERMELTWE Y, chbo7r /) o
VOl EEEBET S L, BBV RVOD6
NEDIKFEY 7T VI DOE 7 v v NEED 6 if
DKRFL TN e+l cxd, BRE
L CEBMEMN BRI/ >7=b 0 L HEHl S
7.

C-2) RMSIZLB Tt nE s n
VRVOEER
C-12TRLTEESE, FH YT
Ty RVOERICBWT, MogmE
& DLTEEE L OFRA WSR2 fE b7
W "H-gQNMR T EENREETH 5 2 L AR
iz, 22T, ZOMEERIT D HikEE
LT, FEXHEEZLRE (Relative Response
Factor, RRF) Z MW\ /=2#rik "IcER LT-.
ZOFEE, FEEEYEICRT D RERRLA
Y@ RRF 3 & 0372356, FEYEWE 2 WAL YE
gL LTHY, EEYE B X OYIEXT%1E
B ORI T DR EE & RRF O Ef%E )
5, HEXZALEY & [F— O E & ARG % 2
FrlLpwra~ 77 4—%FHLEE
BETHD. KILTHE, 'HqNMR &7 2~ |k



757 4 — A EDE, [LEORHRCE
T LB O EM 2T /VEE  (Relative
Molar Sensitivity, RMS) 7> b I ER S EW %
E'T D HENRBRIN, BRI E~D
ERICAAShTnhs Y, 22C, AEHT
ITZDORMSIEIC LD ERIEDOEZ LY RV Sy
Hr~Du IS\ THE 21T - 7-.

C2-1) E/uy RVBIOHI T =4 D 'H-
qNMR H|E

£/ vy K VIE, 220nm X EKREMICH
WK ZAT 252 EnD, 4o RMSEIZE
A ERERAES E LT, EEEANCRE 2K
WHRK 2 & B 2ZfMiZe 1 7 = A a3 R L
7. £9, RMSOBEMIZEHTH EI 2V R
VEHRELBLIOD 7 A (8K (Bk7 L
— ) O#iELE H-gQNMR IZ L D EH L=
(n=3). BT =A NZONTIE, ®IITRT
X912, 'H-gNMR 227 kL, §3.0-3.9
ppm IZ A FIIVIRICH R T D 3 AKDL 7T, §
7.86 ppm (21X, 8ALDKFIZHK T H 7
NENETNREEINTZ. 2055, §7.86 ppm
DT IV EERAY AL LTERIRL,
N7 x4 OMEZR T LIZEZ A, 98.5%
(RSD 0.6%) ToHDZ ENHIFA L. £/
2R VYL OB IZ oW T, C-1-1 12 #
L7248 91292.1% (RSD0.2%) Th -7z,
NHEZ7Y RVEBIOD 7 =24 VOMEE
EEL, UTFToma2iT-72.

-
—

C-22) H7=2AVEHRHTBETTFVD
RMS OE H

BT AT HEISTY RV ORMS &
BT 5720, 318 (0.319x107, 0.639x107
BLV2.56x10° mol/L) OH 7 = A LITBIT 5
/1Y R VORMSIZOWTHG L.
7B, MFICHER LT 2y RV IE 6k
(0.058x10°~1.86x10° mol/L) & L, B-4-21C
AT LCHEMEEZHWTHREICHM LI 7 =
A - EF7uv RVIBREDHTL, &7
A VIBECBITSRMS R LZ. %3, 4
BIOSITRTEOIC, Hh7 =4V BEX
DEH SN2 RMS OFERNG, 7 A 12
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T HEZY RVORMS 50122 THDHZ
EHIA L. ks, E78v Y N VIEREL
T IREREICB W TR REMREZ R LT,
WIZ, #5472 RMS (0.122) O % 5
T 5720, FEEOH T = A NZDOWTIR
RED—RMEMAAFERL (X 10), 6IRED
E7 vy FVOEMBEZRAL RMS 2 H\T
TRy RRBEZEHN GHEME) L, FER
EOREE) L. TR, £e6, 7
BXOSIZRTIIICERRBEDE 0y RV
OFF Al & FHEMOZEIL 6%LL FTH D Z LM
R X iz,

C-2-3) RMS ZRAWi=F v i o 7
oy RVOER

ZH Y 3 IOV T, RMSICX D
E/ vy FVOoGaElELITY (0=3), €7
0y R VERELEZHDTER L-BER LY
HHEnr=g' R Lz, &7 0 hhiH
MroErsey FVEEREZEK, HHHMO
LC/Zr~ 775K 1II~13ICENEIRL
-, BBEEOH 7oA v EHONCEB S
&I Hh b oS0y RV OEE
X, E/mry FVEELZHNCTRERE I
GEREABRRAETRD LN, BLEX
D, W7o EEHEMNE LT RMS #H
WESHTERE, T T oE ey
NRVOERIZANEEZ BN,

D. &

AHFFETIE, BEAFEINY) O Ry B 3R A
DR R OEEOH EEBR LT, 0
O oE S0y RV ERSE L TH-
qNMR (T & % EfF L OV'H-gNMR & LC ##
HAE DR TZFERE/VEE (RMS) EE2 Wi
EREIEICOVW TR EZIT>72. 'H-qQNMR T
X, BN 3EOTh v bt 0T s
oY RV OEEMIE, LCOEEMEE ik L T
6~13%BREmWFERZ R LIZ. UL, &
WZHWE 6 (LDKFBIZHKST B 7T ADE
ruay RV OFERMEICHKkRT L7l
R S EER BT WARNW T EICERT S
LEZLN. OEZ Y RVEKEDY S



FTINZONT Y, 7 THNOMD T 7 F 08
MERR S \CHSRET Do 7 L oEAR ) MR
SN END, AHLEEEZ DR WARIEIZ X
HEZOY RVOERIINETHY, Al
BEOERDBRINMLIE L E 2 ST,

—7J7, RMSZH W HIETIE, 17=4
EEBAEMLELT, 7=k T5HE
7my RVORMS (0122) LyvEH ST
ray RVOEEE, ki (£F7ev v
ZEBRMAELE LTHWZEE) Lol on
TEBEEABRRETIRD NS, o
T, AR SN RMS ZHWS Z LTk
O, ZACAHEHTOETI 0L RV OEE
T BN OIS EETE D Z EHIBIL
7.
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# 1 "H-gNMR & 54

Spectropeter JEOL ECAS500 spectrometer
Probe 5 mm broadband autotune probe
Spectral width 17.5 ppm (-2.5~15 ppm)
Autofilter on (eighttimes)

Acquisition time 4s

Flip angle 90°

Relaxation delay 60 s

Number of scans 8

Spinning off

multi-pulse decoupling with phase

C decoupliny
pling and frequency switching (MPF-8)

#2 'H.gqNMR BEXOLCIC LD 3O T o AT OE 70y FVEREDO LR (n=3)

] 22 (%)
] )
H-qQNMR LC
1 33.7+0.4 27.1+03
2 62.2+0.8 49.6+1.5
3 33.2+0.7 22.0+0.8
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#3 7 x4 (0.319x10° mol/L) kT AHKEZ m s FVIEE LV EH SO &LV RE

hozqH4Y EHSOYRV )

EILIEE (mol/L) E—ymiEfE TEILEE (moll) E—o miEE PR IR
0.319x107 1873307 0.0580%x10~ 39944 0.117
0.116x107 80798 0.119
0.232x107 166419 0.122
0.464x10~ 326601 0.120
0.928x107 649288 0.119
1.86x10° 1247291 0.115
Fiy 0.119
PR 72 0.0026

F4 7 x4 (0.639x10° mol/L) Ik HKEZ o FVIEE LV BEH S DM E /L RE

hoazqA4Y ES5OY RV )

EILIRE (mol/L) E—/@EmiEE  ELREmo/L) F—4/EEE FARIE L RREE
0.639x107 3619362 0.0580x10" 39944 0.121
0.116x107 80798 0.123
0.232x107 166419 0.127
0.464x107 326601 0.124
0.928x107 649288 0.123
1.86x10° 1247291 0.119
iy 0.123
PR R 2= 0.0027

#5 7242 (256x10° mol/L) (KT HKEZ 0 NV IEE LY B Sz OMESHE VERE

hoxA4Y ESOY RV )
B T S Ry s—y—— TS — SR
2.56x10° 14462844 0.0580%107 39944 0.122
0.116x107 80798 0.123
0.232x10° 166419 0.127
0.464x107 326601 0.124
0.928x10~ 649288 0.124
1.86x10° 1247291 0.119
Ty 0.123

FEAER 2= 0.0027
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F6 BV RV OREEICETIHEMEEFEMEOLE (77 =4 V¥ 0.319%10° mol/L)

E5OY FVEE (mol/L)

— . Bias (%)
TEE HEE
0.0580x107 0.0561x10 3.4
0.116x10° 0.113x10° 2.3
0.232x10 0.233x10 0.6
0.464x10~ 0.458x10 1.3
0.928x10~ 0.911x10~ 1.9
1.86x107 1.75%x107 5.7

F7T B0V R VIEBECHETAHEREMEFEEOLE (I 7 =4 #E 0.639x10° mol/L)
E5OY FVEE (mol/L)

= . Bias (%)
T=E HEE
0.0580x107 0.0580%10> 0.01
0.116x10° 0.117x1073 1.1
0.232x107 0.242x107 42
0.464x10~ 0.474x10 22
0.928x10~ 0.943x10~ -1.6
1.86x107 1.81x107 2.4

F8 B/ Y N VIEBEICHETAHEMEFFEMEOLE (7 =4 ¥ 2.56x10° mol/L)
E5OY FVEE (mol/L)

. Bias (%)

MEfE EE
0.0580x10 0.0581x107 -0.1
0.116x107 0.117x107 1.2
0.232x107 0.241x107 43
0.464x107 0.475x10° 23
0.928x10~ 0.944x107 1.7
1.86x107 1.81x10° 2.3
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KO 2FEDOFIEZLDE T I IR OE 70y KV EEOkKE (n=3)

HxtEIVERE X
St H7xA ViEE (molL) Rt E gk
2.56x10°  0.639x10°  0.319x10°
1 27.9 27.9 27.0 26.9
2 54.1 54.1 52.2 52.0

3 24.6 24.5 23.7 23.6
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