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FAEFBRFENERMDE (RidhOLEHAHEETEEXE)
Rk 25 RSB HREE

BB NMR IEIZ & 2 E B R EYE OME ik OREsL

WRoyEE K 2 EEESERE AT RIS E e
MAEE RN ORRRBIEORER Lz B L0 —RLE LT, EEE

ALF~D P L—H B =PRSS ERETHDIEE NMR 2 AW L%
IWNINT Y DEESGITICET DR ZT o7z, £OFR, B NMR B3Rk

BHDOFIICBN TR RANTHEEZRT5Z LBHALNE 2T,

A. BIEEEB

BEEINDIE, FOREEEEERET DM
BHHROBH T, RAEEEE 114E 1H
WCHESE, ROBMESOEREER EBRE
ENTW5A. o#kicx, RAELTE
BLZOHWMERED LN TS, RS
Ti¥, HPLC &MfEHINAZ EH3£<,
MENERZEEMNEMBSLELRD. L
ML, ERERLIEERAREOMEX, F
WCHESCHPLC S 2 AW TEHE LTV
23, HPLC % Tl d L b MaskhifiE 23 51
ENTVWRW. £, ZOMETEEHERK
WWEVEREEENTZ LD, TRbbLEESEH
WWIERELIIEZT, mRELTOWEDE
HEENERDNAFREE B ETE R,
- T, BEBRIND O BEREROBEND,
EEEOEVMESITIEDHN PN BE TH
5.

IR, EEEACE (S ~o hL—3 B
U4 —DHEINEEIEREE LTER
NMR (quantitative NMR ; gNMR) 7237%
BZED TS D, gNMR ® 5 5, 1H NMR
ZFIH L7 qNMR  (gHNMR) 13,
DILEMM O Y 7T VERRE (FEOE)

2 D

A TEALE O NVBEXE BH#E E ok
R BT AREEFALEERET
H%5. NMRIFRFEZEZRBITHEEZIT-
TWAT®H, Zhbd 2 2O{LEMIEFE—"
LB ETH D MLEITRD. /- TC, FHE
PN ERRMER 5 S ST i v
— TV IE LT b HRHEEME N
EEYE L L THWDZ Lok, NiZEsE
WE L RIS EH DY T T VEFERE
b, AREH, BEREOCHEEMND, Heip
BIESSLEMOERSCMELRD D Z &
NARETH D, Fir, RETHE 2 ERIC
BELCREICER ST DO TRIENF
RRTHD I LOERTIRERIT 1 Bikd
720 2 mLUTTHBEIERE, oot
BN, RuEtE, REAROER
DETHHRELENLTWS. &5, BE
W& ENDRERGEHE L BIET DL,
IH NMR ECHIESME & KHEME D
TR sEEEnTHIE, 7 —
YT 7, HEREORTAENRE 2R
B, BRI D B R E B ST RE
EEZDBND. ZOXHIT, REIFEDT
WAREOENGITETHY, BONDIEER



EDOEENE, ERESHELERINATHND
EERD. ZTOLXO DL, qHNMR
i, FREBERBAEL S B AR RE
DR 29, AZECBLFEIINY O FE
By DERGHT 1O~FIH STV S, Es,
ZIVE CREBIRIMPSHT~D gHNMR D3
R ARET2ED, BnUFIcER LS
1EF72 EDSHTIZBNT, RIETEHERE
ENMIBFRETHDIZ 2L LE.

% ZCAMFETIE, BTN O Fk R
EORBER EZBELEHEO—RE LT,
TNEINNI LT YR E L
qHNMR OB ZECBE T 2 RE 21T - 72

B. g7k
D AE

TANEINANY VT Y VX, BROFRKE
EVES Y s N BN o SC AV el A el
2,2-dimethyl-2-silapentane
-5-sulfonate-ds sodium salt (DSS-ds) &
FOEHIZE T MRS 3E & NMR H iR
EWE

(Cat. No.044-31671,
Lot.No.DCM1095, #iE 92.2%, #LBRAHE
MNE:0.7%) % iz, K (D20) 1 & Aldrich
BE Nz, SEKEEEM 0.1 mol/L i8R
Be (BRERVSIE) 1IFnemiEmk eIk
KWER, HRIBRIE RS R DI
KEEREZENENR W, TBITERE
FEASHHORRS Z AV,

) iy
MR IEEERE (NMR) - 44— b7
7 —f+& JNM-ECA600 (600 MHz) (HA&
B, HEHEEEE GT-100 % (=&
TV T v 7l

no

EE
Sy

3) FLE IANRY AT YLD NMR 4S54T
(T FNDIRE)
TNEINNY LT Y8100 mg &

BV LY, DOKOT5mLICAEfE L. =
DOIER %M 5 mm O NMR HEVE 125
B 4emiZied oI AN, BEL, 47

NMR #E (H NMR, 13C NMR, 'H-1H

COSY, HMQC, HMBC) #4T-7=.

4) qgHNMR (2 LB 7N FZ I NY LT Y &
VOER
TNEINNY VT Y R 20 mg KON
DSS-ds # 4 mg ZFNENEBIZED
D20 2 mL Z#MATINGEEM L. =
DOIERZHNE 5 mm O NMR RBHE 12 S
B 4 em WZRDEIICAN, HEAL,
qHNMR HIE %#4T > 7. DSS-ds D 7 F /v
ERREL 9.00 & Lo EDTNAHF I WA
UNT YV ATHERT 5 ENENOREER
DY T FIVEBRE, HFE& BESLZT
FEORUCRAL, TAFINRY LT Y v
vaE (CoL, %) ZEHLE.

I;/H M. /W
Cq =— 6L T6L %100
IDSS/ HDSS MDSS/ WDSS
7770, Ion, IpssiZZ vz IR 7Y

UKk DSS-ds DY FIVE R E
(DSS-ds : 9.00), Her, Hpss IZ7 V4 3
NPT Y 2 BTN DSS-ds DFEFEZD
KFE# (DSS-ds:CH3x3=9), MagL, Mbss
TN EINNY T Y RN DSS-ds
DHFE (FNANEINNIALT Y
303.31, DSS-ds : 224.36), War, Woss i
TNEINNY T Y RN DSS-ds D
FEE (mg) THAD.



5) qHNMR BIESME R OT — & OfRAT

qHNMR BIEDERFEMFZR 1 IR L.

723, qHNMR DOfbZEs 7 ME, DSS-ds
DKBY T T NEEEL 7T (60) &L,
§ % ppm B TR L. B5N/= FID 5
— XX, 7— U x%&H# (Windows BH%L :

exponential function BF=0.12 Hz, zero -

filling=1, trapezoidal function T1=T2=0,
T8=90, T4=100) K UMIFRMIEZIT 7.
DSS-ds RONTNE I NNY LT YD
EEY 7T NVORBSEHEEZRE LI,
DSS-ds D 7 VEEME S 9.00 & L7z
EEDINEINANY LT Y L ATHERT
LENFNOREED Y VT VEEBRES
% [4) qHNMR IZ X B 7V & I WY L
Vv oER] TR ULIEEERICRAL,
ERBEFEH L. 2B, T —F ORI
Alice 2 ver.5 (JEOL RESONANCE #) %
FAWz.

C. MARRROELE

1. TVEIARNRINT Y DRATRL T
FADORE

qHNMR & L 2 FEE 2 EEICIE, REHT
H¥$T5 NMR V7 AzRETAELD
W, YT FD SN, K7 FME
TR EREFOKRRSBEE v by 7
e DHBEER EEHER LRTERLZ
W, FZT, INANEINNY LT YN
2OWT TH NMR #IEZATVY, A7 ko
Z—NERENE L. TORE, K1z
RLUZIHNMR 27 hARBLILE. E
7o, AFER OV 13C NMR, 4% 2 %t NMR
(1H-1H COSY, HMQC, HMBC) A7
MVOFERRRATIC LY, FAFEV T
FROREBV 7T NVEIFRB L. (K2). B5

95

NIRRT "SR EZ— AERE B
MNEIToT.

IR DK

2.qgHNMR #BIC LB T VZ IANY LT
VVEROHIE

gHNMR #1013, A7 bV ECBESH
DIRMEWE L RIESEME DY 7 FIVEE
WME (BHE) L ENEEOBEGEND,
EXHBRIEYDORELZENEET HZ N
ARETHD. £7z, SIIZ N L—Y T N7HE
EMEERWAZ LICLY, BOohDEER
BEOEEESKIBICM ELEFELEEZS.
T, REORREIMG AT~ A
ERONITEHRED, JAFZIANY LT
Y 2 AN T qgHNMRC B A5 21T
Sic. BE, Bkl gHNMR BIE 1T ) B
W, ZROFBICEDZRET DDITE
1 IORTERGEERAVD Z EREW. R,
VT NVOERRESE (BERE) 275
B, BORLFELER (Pulse
delay) ZEBIZHAWD ¥ 7L OB R
(T @ 10 fELL EICRRET A2 HERD 5.
FIT, IAEINNRIALT Y DR
THEAOT1ZRELLEZ A, K SITART
91, mKRT254F% (6u3.82) THVY,
RLUVCTTHRYVRERLELRER (607) 117
WEINNY LT YV DERICBWTHE
UThrZ imRIhic. £2C, £ 1
WRT S E VT gHNMR BIE 4TV,
TNWEINNI VT EBEFEHLE.
FORER, M4ITRTEOZ, 6u097 (K
FHe), 612.10—2.20 (KkFE#%3), &u
2.54 (kFE%2), 6u3.82 (kFE% 1), 6n
3.97 (KkF%2) K06m4d.16 (KFEHK 1)
WCTNEINNY VT Y CHET DY
TINBENENBESNT. FR 21T



FT IO, Thoov 7Pk EHE
NE=TNEINRNY LTV oaEE, 6
0.97, 6u2.54,5n 3.82, 61 3.97 (X6n 4.16
DT F VT, 99.4%—99.5% & R OfE
RBThoiz. —7, 652.10—2.22 D7
JLTCRE, 99.9% LD Tk EERE D
RERLEE. 20607 F N, 8r
2.13 (kFE#H 1) KkO'6m 2.16 (kFE# 2)

DY T FIVRERSHINCE > TRY, 7
JEENENSEIZHHLTND I LD,
OB ET LV IRy, oy
TADEEMBIORELS BT bDEEZ
bhie., ZThooRxZEEL, EERY Y
Fvd LTI, 620.97, 6u2.54, 61 3.82,

61 3.97 L6 4.16 Z V5 Z L 3@ &
Ez bl B, Thboy A0
STERERZE (RSD) X 0.1—-0.2% & BEFT
HoTe.

3) gHNMR K ONHEIZ LD 75 I\
NI B

TNEINNY T Y 2 DR ERERTE
KT, BEEL L GRESREBRZ AV
KEENRSINTWD., 22T, qHNMR
EHEICXDBITINEINNI LTV UG
BB L. TORE, sS5EOVI I
K VEH L qANMR 225D 7 v & 2 e
VAT v OEERRSD I, FEORK
RLIZER%ETHY, qHNMR IZ XV EH
ENEEEBEIIERETHD Z L BERIN
7z. qHNMR K OVEEILE bITHRERE X
BEE LRWEERIETHS. FricsEH
Wz gHNMR D%, B b5 EEMEITF
B EEENE N &b, BEEY X
DIEREIC IR LT ERBETHD EE X
b,
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D. &

AAFFETIE, BABETMY OFIERABRIED
FBEOMEEZBERLT, gAHNMR IZX57
WEINANYALT Y DERICET HE
EToM. RELXRGLREE, BELE
L, ZAVEINNI LT Y O ER
B RSHETH A Z EBNHBA L. &
WEY, TARIANIALT Y DER
ST OKEHES ROMERELZEICm ELEE5
HRTHY, RN EEREEYMEOR
FEFRBRIEA~OARIE DB A~ 72 T —

ANR/oENTZbDEEZD.
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#1  qHNMR BIESM

Spectrometer JEOL JNM-ECA600

Probe 5 mm broadband autotune probe
Spectral width 20 ppm (-5~15 ppm)

Auto filter on (eight times)
Acquisition time 4s

Flip angle 90°

Pulse delay 60 s

Scan times 8

Spining oft

multi-pulse decoupling with phase

13 .
C decoupling and frequency switching (MPF-8)

Probe temperature 30C

k9 BIUTFNEIVEHINEINANZINNYALT Y OMEORE (n=3)

Sy (ppm)  Purity (%) RSD (%)

0.97 99.5 0.1
2.10-2.22 99.9 0.03
2.54 99.5 0.1
3.82 99.4 0.1
3.97 99.5 0.2
4.16 99.4 0.2

%3 qHNMR FROVEEIC X VEHENELZINVZIANY LT YV ER (0=3)

Purity (%) RSD (%)

gHNMR  99.5 0.1

Titlation 99.6 0.2
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Residual proton
in the deuterated solvent

1 ZAZINNYLTY o HNMR 227 h L (BIFERE © D20)

8 176.2

2 TNEINNYLTY T DLEEEERONH BN 18C NMR (E%> 7 b
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