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WIZEBITROE VR E LT, EIFrER
158 THD N-AFNT U NT=NERATF )V
EED B, FofE, mEE—HEY, v
— 7 OFRMER, v—27 OEEEM~D
7 NRFESH LI, TOEORBREITHEE L
T2tk EMDOF TR HbREN T (Fig. 4) .
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ARFFECIL, BRI % O E PR

DO L& B LT, ATRIEIZEZDIR
DOHEERRBRA~OFF O RTREM: 2 BREt L7z, M)
EREE LTHERMLEW A IY £iF, ATR
B X DIRBIELEEZ BRI LTz,

FEMEES & LT, TN EIVRITEOR
A, Tuvt o, ~FY g
IV, BT = 2 F )V, N-AF LT v hT =)L
WA FNZRY B, IRE & ATRIETO A
X7 MVEHEE LT

W olbEY L, ATRE CRIE L 7= R
N7 VI, EIRE TRIE LT A7 vk
87, ATRIETHEIE LAY hL
OB THRTIZENLELEZS
n5.

Bz, MEEYOBITRNENE LY,
b — 7 OFRBEZ L, v — 7 OIREEM A~
DYT7 NORENRKE S RAHHEAPED S
iz, ZORERE, ATRIEOFETH 3,
7)XAE%H®PﬁTﬁﬁ£ﬁ%?5‘

Z, SRS U R S 72T
DiAFx, EFOEEO S S VIARES T TV XA

JEPTER, FBOEITR, AFEORE LA
WAL, B~7ﬁﬁ%€~ﬂy7%
b TVRABRSIEFT D L2 RBRL T
mék%z%h& ARFFETIE, 7V Xa L
LCHEA¥EY RTY XA (BITE24) ,
A4S EE DB DK% 2720, [F
Ul COWEE EATRIETD AT b v
DOEVORREE L, 3B O BT BH
B ZERBOTDHRTH- 0, EEOBEIEICR
WThH, ATRIEOFEZKBL TNHZ &
BERTIENTE. €oTC, FUREAE
ATRETHET S HETH-oTH, BRD
TN X B % RNTRER, D AF AR
HATREEE CHIETIIE, 1 HDATRA



X7 MBLBRRoTLD2EEZLNS.

LiE& Y, ARENOREREZATRIE
THRETEEIE, ATREEEZ{THRV,
R MVORIERRE, ATRIEIZE S
ERIRE % Z & 21 T/ <, ATREE
THETHEICAND 7Y XARLHDOAF
AL HIVERDHDEEZLND.

FEw

BRI OREEEDOR LA BE L
T, BRI OREEHERIC EREMOICZ A S
NTWABIRIEIZSNT, HELERL-OH
% ATRIE DR ~OF]FH O m el % B

E.
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Sl ZofER, BaiNnmoRIEE %
ATRIETHET 2561, ATRMEXTTH
20N, AT MAORERR S, ATRIE
WX DIEHEIR & 5 Z L 721 T <,
ATRETHET DBICANWDE T ) X AN,
DAFALRZDUNERSH D EiEm LT,

F. #FsE%EK
L

G. JAIIEERE D HIFE - BRI
L
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BAZBFEMERMEE (R OLEMEAMEET )
YRk 27 GRS B HRE &

FE 8 NMR 5 & 2 EBREEWE OMBESHTiEO#HEST

WHoess s K

i

] 37 1% 3 A B i i AR AT 8T R AR TSI AR SR

MEEE

ARETH D Z EHHA LT,

BTN OBRERBIEOREER L2 B Lo —8RE LT, EHER
PMBRA~D N =P BT o PRERINHESERIETH L ERE NMR © 55 18C
NMR %R\ EESIICET ARE21To7. ZO/BE, TAIFX Y =V EeET
VERELE LTRET LI E 2 A, REEN SREEDIXS2E (SN : £ 200) TEEN

A. BFFEEH

H A T & SR D22 M0 i 8 % Fefr
T2 HIUT, BRRIIOMIR, & (WE)
72 EOFRSHBSEMIN AR TE 58
SROFEME, AR & O AEEENHRES
i, 8RBT AEEIC T ILTY
5. MaBEE, FRIE LTEEEFD5
FrENED LILTEY, Aot Ti, HPLC
ERERIND Z & REL, MENEMRRE
BERELNSVETHD. Lo, EREid
EEARIEOMETX, RITHES HPLC %%
AWTEH N TWAD, HPLC & Tlidd
L b RIEE S Tl S v Tunvavny. E72, 2
OME BRI LV RESh b D,
ROhOLEEFICERSIIEZT, BREL
THOVHEDEFEMENP BRI D TR E & E
TERV. 6T, BEININY D SERERD
BN, (SEMEOBEROMESTIE ORI
BHETHS.

R, EEREACR (S ~O FL—3 B
U7 ¢ BHERENEHESERESE LTER
NMR (quantitative NMR ; qNMR) 737%H
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#HEDTVWSH V. gNMR ® 5 5, 1HNMR %
FIM L7z gNMR ((H-gNMR)IZ, EEMH) He
RENTZRESMGEZHNLET, 2 2OkE
YD 7 VEREREY T8bEmDE
VB EXF BRI EOKEEY AT AR
HEFALZERETHS. NMR ISR
ERBICPEEIToTNDRD, Zith 2D
DALEWIEF— DI FHERE Th 2 BT,
Pe- T, FHEFHICEMRDMEN TG I
TEHMEHEME D L 9 72 ST ~D b L—F ey
T4 DR SN AR NIREME & LTH
WHZEITEY, WIEEWE & MENSRILE
WMoY 7 FNEREBEL, KEH, BERE
DERN G, Fx RIEMNSLEMDER
MEZRDDZENRAETHD. ZOXI R
EREOFEFH N L—P )T 4 R L
72 1H oNMR %, AQARI ( Accurte
QuAntitative NMR with Internal reference
material) & HIFINLTEY, NEIIEEE
B R AL B AT R 7k 3 2 & ORI 5y
Br 29, AR O TR DE
BT 40~FIH I TWD. 723, THNMR



%, EBICAWD I ENTEDL VT LOB,
HERPE2Y 0~10 ppm ERLNTERY, HEk
R TET T TNV OERY 2 EIC LV ERE
DEEE R r— A bREEND. —JT, 18C
NMR i%, H NMR FESILARC NMR #IE
WCHWBNTWDGHTEIZ 10T, ZDHEIE
JEEEIY TH NMR & RN H 00, EEIC
WD 7 F ORI 0~200 ppm &
'H NMR & H~ 20 2L B &RV, F Tz,
TFN =R T Hy ) 7y —H8
BELUTEBRESND Z 0D, fITNES T,
oD 7 F v & B B ATREME b HRAE N =
LT EN, THNMR TEES R
DI ~DRFIEL 72 0V /D Z B SHh
5.

& ZCAMIZETIE, BT ORISR
HEOREER L& B LIFRO—BRE LT,
183C NMR # Hv /=& NMR (13C-gNMR)
DEMECBE T SR 2T 72

v

B. #WfsEhE

1) I

P AFIL AR LY, Sigma-aldrich 84
(TraceCERT) (fiE 99.73%) % FV 7-.
TNTFFY =Y, EREGHT TIERnGHEEE
B, EEOFTCIIMNMETLER (&) %%
NENHWZ, BYAFNAVAVRFTR
(DMSO-db) 1% Aldrich 8% v 7z,

2) ME
ERiEIEERE (NMR) : ECZ600 (7
o e fE S 600 MHz) (HAE-7-8Y)

3) 7T F Y =D NMR 547 (37
DlFE) .
TNIFFY =9 10.0 mg BV &V,
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DMSO-ds#9 0.75 mL I8l LTz, Z DU
A 5 mm @O NMR BEMEICIE K 4
em X725 KO AN, L, £ NMR
#E ("H NMR, 13C NMR, 'H-'H COSY,
HMQC, HMBC) #47-7-.

4) BC-gNMR (2 LB 70T A4F Y = /VDIE

E=N
=8

TN AF Y =089 10 mg KT DSS-ds £
4 mg ZENENREEICEY, DMSO-ds 2
mL M2 TINDEEM LIz, Z OWIRE
% 5 mm @ NMR SUEHE IR 2340 4 cm
W25 &9 AN, #HL, 8C NMR (2K
% qNMR HIEEIT 72, PAFILAVERY
DY T FIVEEIRE S 2.00 L LI EDT
NTFFY = ICHET D EN TN ORES
DY T FVERERE, S8, REELZ TR
DODXITRAL, IV LER

(Cru, %) ZHEH L7z,

L/ Hey Mo/ Wy

MDMS/ WDMS

Cry = X100

IDMS/ I_IDMS

72720, Ir, Ioms 17 VA% ) =V R
DAFNANER Y DY 7 FVERERE (V2
FNVANVERY 0 2.00), Hroo, Homs X702
IV 2N O RAF VAR DREERD
K (P A F VA )Lk v :CHsx2=2) , MFLu,
Mpms 1Z 7 V0V F % Y = VRN A F VA b
Ry DhyFE (VAFAANVEKY 9418,

TNTEFRY =) . 248.19), WrLu, Wbms
ETNTHX Y =2V F Y AF VAR D
THE (mg) ThHAD.

5) 13C-qQNMR JlIFE Stk B U5 — & OFRHT
18C-gNMR JIE DEARZM R LITR LTz,
2B, BC-gNMR Dk 7 MEIX,



DMSO-ds DR 7 TN a7 T (6
39.5) &L, 8fE% ppm Hfi TR LK. 56
iz FID 7—&1%, 7— U =8 K% O\ A4
ExfTolm. TAVFX Y=V R ATV
ANTIR Y DREREY T IVORESEERE L
Tets, VAT INANIR DV T FIVEIERE
%200 (642.1) L&D TINLIFFY
VIR T B ENENDRFERED S 7T v
HfERES % [4) BC-gNMR (2 LB 7 vV%
XV VOER] TRUEFHERICRAL,
ERFEH L. 2B, 7T —F OfFIL,
Alice 2 for qNMR ver.2 % Fiv 7z,

C. BERVEBLE

D FNTHXY 2 VOKREY T T AVDIR
B

1BC-gNMR & XV WEELREEEIT T,
ABHZH¥ET S NMR v 7T 2iREd s &
& BT, FHTRER R O E D 7T
AT IR LU S D o 7 VN E e 6 7
W2 &, BT FD SIN Te EERER LN
LR B\, F2T, TAVFF Y =
DT 8C NMR H#IEZEITVY, A7 koS
2= EREBINE L. TORE, K 1I1TR
L7ZBCNMR A7 MAnNE L. £77,
AfEE KN 'TH NMR, %% 2 &>t NMR
(1H-1H COSY, HMQC, HMBC) %27 k
IVORERTRFATIZ LY, KBV T T ED
REVTFTNVEIRB L (M2). HohiA
g MR E— AN E TR OBE 21T
7-.

2) BC-gQNMR 12Xk B 70T FF Y = VEE
DORIE

1BC-gNMR (%, A7 MV EIZEESIND
FEYEVE L E X S D> 7T VT REER
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EENVREORGRN S, HERBRIEHOR
EEEEET A ENARETH D, Fi,
FHEFHE N L—Y Y T B SRR
WEERNAZ LICLY, BohsERED
EEEANIECH E L FkEEZD. T2
T, KEOBMIIOMERESR T O
TWDWE~DOBAMEZ R LT D720,
TN FH XY =TT BC-gNMR HIE
iTo7l-. @, BC-qNMR Tix, EEM
B LTS ER OV DBRERS D, JIESR
HER 1ITRT. AW CIE, Z OBIESME
ZHAVWT BC-gNMR #17-72 (K3). %D
R, R2177TL 918, 8¢ 89.9, 108.2,
124.7, 139.0 10 143.1 O 7L L v &
ENETNTEXY = VERE, 99.9%,
100.6%, 99.9%, 98.4% KX 100.1% TdH -
=, T2, ZNbHOV T FANLEB SN
B REOHEIIEERZ (RSD) 13 5.1~8.4%
Thole. —FHT, 8§120.2 K*121.9 DY
TFNEVEHENTZ IR Y =LV ER
1% 94.6% (RSD : 7.5%) K1r*96.7% (RSD :
6.2%) LMD T FANSELNTZTINTE
XY NVER LN 2~BUEEERED L
iz, 723, 8¢ 116 (Tl BisE vz 3 AD
VT MEDNTIE, a2 OV T IUNERE
LTWAZ &, 6c129.2 IXBlEZ2xhi= )
IR L E 2 6DV T FIVIRER> T
WzZ &0, EMRTEESRETH-T.

D. ¥
AT, BRI ORERBRIEDRE
EombxBELT, IAVTFoAEE
FOURRELE LT 1BC-qQNMR O Atk & Bad
L7-. AEIOBETIE, &7 FPAnbEs
NT-ERBEDIELSENHEKT 5% RREDH Y,
FIEHRMEERZEDHERT 84%E ZHET



it Uiz IH-qNMR 2 & 5 &2 s iniE i
DEBRLLN, ZOSOTREIIETESHD
T o7z, AEO BC-gNMR ORIESRMTII,
EBY 7LD SIN 28 200 THY,
TH-QNMR D4 & s UE RS 7 skt
THR—ATA D) ARXBRKEN. ZDOZ
ED BC-gNMR BT 2 EEREICKE <
MEETELERRO 12E£Ex bhic. it
>TC, SN RHETHI LPER BC NMR
ORBEOM EIZER DO L TFHREIND D,
— 5 CHRIERBF D LB 2 DO ANSLH E R 0
WRApLEEDNL—RET7Eb 5. D2,
18C-qNMR 2T 23561, FOREER
<HfEL, MEETHOMREISLT, &
B, oAb (EEER) Z2RETDHZ L
DEMAIGERT2 L TEEEEZ bk,
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