RLEARERFEHEEMIE (RMLEEFFHEFR)
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FEHER AR R0
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ERESS NMR 28 LT A2 MV RREAMEL L NMR (2380 T,
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F~—BAWE LTBNESNDY 7=/ a2tV — (DFZ) ZETMbEmE L,
B [ NMR (80 MHz) IZBIFAE—2V@Em&iE (PHE) RO —2 749 F 407
1% (PF i) OFEBEREZMEEL7T-, mié% NMR (600 MHz) TliX, PH{%L - PFiE
EHIT, WERIETHDEDE INTHE) LRIZEORE GAEL2%UN) TOT AT
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V=7 OERVNEEFETHY, BOEICLLMINIREECH 72, £ 2T, PH IE
R PFIETANY MU Sl LTz & 2 5, @i 10%BNT YT A7 Lt~
— OB TH -7, 2O EME, PHEKD PFIEIE, H_ENMR (2B
THb—EDKETERVA I U —7 O N AIEERFIETH D Z L 3R

N7z, HENMR Z HW 72 BB~ IS HIC T 72 A e L3 E s iz,

A. BFEER R
E# NMR (QNMR) (%, FREORM

K OEREGOMEIZET 5 A/EEE LT,

BN AEZE L O AARIER/ FIZEBN
T, EEMEEL OSBRI S
TWa, bR TIEL, H i E ¥
S 400 MHz LA b D &Rt NMR 2 0
ERRRD N TS, LavL, @
NMR [ E N KRECEA T R FRE <,
S BIZHRARAS Y U L O FRIATFE ISR D AERF
BLRBETHDLIZD, TXTOoNHE
DHEHF L TWDLDITTiER<, gNMR %
FEhtE AT RE e BB IR ER TH 5,
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NMR (@ WEMERET) & & BRI % OF
HROOHFIETH Y NMR HEDOE K
NEDIT, EFEMAEERICE EE ST
BRI D& S=dh B A% 2 HAs 3R
~OJSH bR SN D, T, WS TH
7 NMR 2EE OB NEATEY |
U5 1L LC/MS <° GC/MS & [FIFEE D =2 A
FNCEAFRETH D, o, IE~V D
LEMEL LRV THREMENE <,
FERAIZIZ T R TOHHTHEBIIC NMR 2
BN 1AM EFHESND Z ERHFEN
P

% ZCAMETIX, HE NMR &

-
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7B B O I A AR 2 \NMR A~
7 MVOfENTFRE, BARRIZIZE — 2 &
7% (Peak Height 5, LA PH{E) KO
v —27 7 4 v T 4 2% (Peak Fitting ¥,
LIF PF %) I X2 EBIEEDORIEE B
e L,

—#IZ, gNMR A7 RV OFENTIZ I
531k (INT 5) AW N, Zh
ITEEME T e h DY — ) HEE S
THFETHY, thov—2 L+43125
HEL CTWD Z RS E 72D, — T,
PH{EKLK OPFIETIE, [FBOE—2 by
TR OT L TR, =2 &
SOUBEIIT v T 4 728D,
HRVEG O E—7 OBEEENRE L 72
% (K1), Zhd o FiEix, ©—72
DL NPHE/2E E NMR (2B W THE
EHTHLEZEZ LD, LML, PH
1EX O PF 1 EDE SR EEIZBT 2 81
AN

ZZCAMETIR. ETMEAEmE L
TY 7=/ a)y— (DFZ) & HAv (¥
2). PH I} ONPF {EIC & 5 BRI O E
R # MFELT-, DFZ X, 2 (LN 4
PR F L ZFFo72 8 NMR 237 |k
JV ETIX (2RS, 4RS) K TN (2RS, 4SR)
KO2FEDOYT AT LA~—0EBllEn
b, MHEDT T N ATIEF IR LT
B ART 720, 5 E NMR TlIfE
B LD e ENNETCH D, 2
T, PHEKOVPF EIC L BMER 25
H L. BIZ @S NMR & W CE 7=k
KT 5 Z LT, W FIEOEE
FEE % 3l L 7= THET 5,

64

B. WFFEFE
B-1) 3B OBRE

BN E L TH@ LTV 5 DFZ
R (FA255~257) 1, HARSIRNY
%8 U CAT LR, ik O DFZ 12
B gt & LT, MOMiZE T ¥ (Cat. No.
99053174; RM001) K OVE 7 A /L AFn
JeAEH (Cat. No. 042-25241; RM002) 7> 5
AR h A A L7z,

#E7 ¥ ko (Cat. No. 012-26681, 99.9%
D) IXE L7 AV AFIHMEN DAL
776
B-2) AL

IEE 20~25°C, FHRHEEE 40~80% D BR
BN CREHHR AT o 7o, IR D> B HL
0 L7 R ONDFZ slehix, v U 4
T — R —NTHRRICRE L%, &
ZREOD CREEB O T30 0FE S8z,
vV hZ 7 v X (XP2U; Mettler
Toledo) % F\ T, DFZ iLEHY 40 mg %
FEEicmEY D E7E M 1.0mL 200
X CHFERIZHR S NMR HEEHER & L
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B-3) NMR &

EfESE NMR JIE T BARE - ()
# INM-ECZ600R/S1 ("H 08 J& 37 %% 600
MHz) % . £ NMR #]E (213 Bruker £
# Bruker Fourier 80 (80.15 MHz) %
72 T NMR ZE & O EREE 1T 25°C 1Tl
L 72, qNMR HIEICI 1T HHLY AL EE
M (AQ) K ONEILEE[H (D)) X, #h %
nastE 60 ik — L7,

B-4) NMR 7 — & flLE

NMR | E CTH 57z B B E =
(FID) 1'%, MestReNovav14.2.1 (Mestrelab
Research) % FVCALER L 7=, Exponential
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GB—0.1Hz/1.0Hz #i# M L 7=, Wiz, 7
— X RA L MIE 512K £ T zero filling
L. HEAEMELOBHEIR—XT A
IE&AT > 72 H D % NMR AT H o A~
7 hvk Lz,
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RE& VT, PHVE KON PR IEIC K 2 Rt
3 L7z, PHIETIX, a7 —
J kw7 OEE Eitsk L7z, PF IETIL,
v’ — 7 4k % Lorentzian-Gaussian 4K &
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DF (2R4R) (25,45)

B Acrary T Aesas) + Agras) + Aesar)
ZZC. ISTIEDFZ OBMER, 4 B—
7 T,

(i B A~ D P &)
N N BT N/ RVARY SRR R NN
U,
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C. BRRUOEZ
C-1) AW S I r b E—7 DR
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PH 15 &% OY PF 1 O & S0f FE % 3 U012 FF
g 270, EITICHND 7 7 N E%
HENDIRL E— 7 BEERH 2 7 1
b AIEE LT METORE R DFZ O H5"
L HCH KT H T hovE—2 2 H
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TDF ZRDDHZLenTE (£2),
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L7z,
C3) v—IEIE (PHIE) DEERE
PHEIZ LY 7 25 LA~ —It (DF)
ZRELUZRER,. 600 MHz Tix HS"CT%
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HES L CWE AR kO E— 7 23 B
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METITEEICE R > TN Z ERET
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LEERIZEOEmWEBEENHER I
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WTEBRBEOE LWME TR LT

% 2T, PF BT X DFRNTHE RO FEH,
BRI S ic s B — 27 O
g & #es8 L 72, 600 MHz (28T,
H5" 12 B {7 % (2RS, 4RS) & Kk O
(2RS,4SR) RDFAEMREIL & HITK 1.4 Hz
IR L, H3"IZB W T b il B R TR
1.4 Hz IR LT, BERRIC KA,
H5" & OVH3"®D (2RS, 4RS) 1K & (2RS, 4SR)
RIT, RIFREE O ENE 2R 2 & AN
SNTWD, D ARWFED 600 MHz A7
R AZ I T & W] AR O EIE X E U
ff - 14HZ IZIWHKH L TW/=Z &5, PF
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B L DB BN ATl K
DEW DF bz EZEx bbb,
Azt LT, 80 MHz Tld, H5"ICB W T
(2RS, 4RS) KD HMEMEAK) 2.0 Hz, (2RS,
4SR) A3 1.6 Hz \ZUX R L, H3"IZEB W
TIE, TN 1.9Hz O 1.8 Hz 12X
WL Tz, (2RS, 4RS) 1K L (2RS, 4SR)
(R BLVEIRE T D 72 HEIE O 2 2 R
LTHY | PFEDORROEEMEIZEMD
£ LT,

IO XD, AT B — 7 B
SN TWDHOD, EEEIZITER YA
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726
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TERMEORIELRIKTRABIEI N,
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EEZEET 52 LIk PFIEOTEE
REEAZKETEXDINEIDERGT LI,
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MHz & HR_T, B — 27 OFRIERK 1.4 1%
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WHEET A ERRY LE T,

ZOFREICHEDSE HS" KO H3" O &' —
7 - AENE % 1.96 Hz ([Z[E & LT, 80 MHz
\Z31F 5 PF IEOFMT 2 FE M L7z & 2
A, BIEOERERAEIT 10%LL FIZE T
T, Yo PH IE & [RIFREE O RS EE 12X
w7,

YL EDFER DG (PR IEIZIIT D E B
X, BE—=2 IR, 22202 T b R O
FBICRESEKGFTHZERHALNE R
776

D. f&#
AWFIETIL, DFZ #ET7 /WbAEme L
T. H_E NMR (80 MHz) (2817 5 PH ik
KON PF VEDERFEE ZMRFELT-, @ik
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EHIT, ERIETH S INT 15 & RIZEOR;
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TIEIZ L DfRATIIRTRE T - 7223, KB
1% 600 MHz & thlg L TH HFEFR 72D |
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HR-oTWeZ ERFETFT NG, i,
PF {EIZB W TR, i kI v — 27 O
g A [ E L22WGE G, ERERAED 10% %
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PF {5 % HFE BRI A3 2 BRIC, iR &=
e LTHaRRat 282 52 FETH D,
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1) Nishizaki, Y., Sugimoto, N., Miura, T.,
Asakura, K., Suematsu, T., Korhonen,
S.P., Lehtivarjo, J., Niemitz, M., Pauli,
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& Miss
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] =

2 s

T T T T T T T T T T T T T T T T
8.33 8.32 8.31 8.30 8.29 8.28 8.40 8.35 8.30 8.25 8.20 8.40 8.35 8.30 8.25 820
1 (ppm) f1 (ppm) f1 (ppm)

X1 INT{E, PH A, PFIE
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2L E 4 NICARF L EER,
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H3"
H5" (2RS, 4SR)  (2RS, 4RS)

(2RS,4SR)  (2RS, 4RS) \ /

\j\ e
H3"
H5" (2RS, 4SR)  (2RS, 4RS)

(2RS, 4\3#!1) (2A/R8, 4RS) \ /
] Ll

T T T T T T T T T T T T T T T T T T T T T T T T T T
8.60 8.55 8.50 8.45 8.40 835 8.30 8.25 8.20 8.15 8.10 8.05 8.00 7.95 7.90 7.85 7.80 7.75 7.70 7.65 7.60 7.55 7.50 7.45 7.40 7.35
1 (ppm)

X3 80MHz () RMO600 MHz () 28175 DFZ (RM002) @ NMR A7 KL
Jnu— K=o 77577 4%— (LB=-0.1Hz, GB=10Hz) @ L7=A<X7 ~,
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SN/

T T T T T T T T T T T T T T T T T
8.40 8.35 8.30 8.25 8.20 8.15 8.10 8.05 8.00 7.95 7.90 7.85 7.80 7.75 7.70 7.65 7.60

X4 80MHz () K600 MHz (F) (2817 % DFZ (FA255) @ NMR A-X7 k)L
KR o v—7,
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# 1 AW TH - DFZ RO S Il
Sample DFZ & & DF
FA255 95.8% 0.412
FA256 95.4% 0.428
FA257 95.7% 0.411
RMO001 99.0% 0.544
RMO002 99.7% 0.448
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#£2 ok OINTIE) - v©—72EsiE PHIE) - ©—2 7 4 v T 471 (PFIE) DORDTZDFZ OV T AT LA~ —tLOE &G

(%)
600 MHz 80 MHz
INT PH i PF % PH i PF & PF & (FFfEHT)
DFZ H5" H3" H5" H5" H5" H3" H5" H3" H5" H3" H5" H3"
FA255  99.0+02  99.7+02  995+0.1 100.0+1.1 1002+02 999+0.1 105.9+0.5 1044+03 118.1+2.7 103.6+03 1082+38 99.9+0.2
FA256  98.9+02  993+02  988+03  989+04 100002 995+02 1052+0.7 103.3+0.7 117.3+1.7 101.8+0.5 1052+0.6 97.5+0.6
FA257 979+0.1 986+02 981406 985+12 992+01  987+0.1 1032+0.6 101503 1145+12 976+12 102707 932+1.1
RMOOl  99.0+0.1  99.6+0.1 1004+10 100.1+04 997+0.1  999+02 101.4+0.1 103.1+03 1057+1.8 1005+1.6 1056=21 99.0+16
RM002 99.8+02 1003+0.1 1009+1.1 1003+0.1 100.1+0.1 1004+0.1 985+06 998+0.1 965+21 958+16 959+22 95214

& 1 OZMEITIT T D HHEZ R L7z,

FphFEE 1 =, NMR HIE 3 1]
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