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LC-NMR has been noted as a practical method for mixture analysis in recent years. Technical backgrounds of

high performance LC-NMR are discussed from the point of view of NMR, chromatography and related technolo-

gies. Constituent profiling and LC-2D NMR are introduced as practical applications. Further hyphenated techniques
such as LC-NMR/MS and chiral LC-CD-NMR are also described.
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At~ 7 %y MR ERE 70 — 7k & O NMREE
MWD S REAHEG & . N E R 2 53 3 B i
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I2& > T, LCNMRIGZEEH &m0 nw$hics
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NMR (Fig. 2) OVERERA O BRI % R4 5 & &
Bz, RESREELZZLDETE T AV IHN
DORFFEBAFEN DT FFNZ DT L 720, F 72,
WA LCNMRIZ Z DO HE 2 & S I8 T 5 8
At Es L. LCNMRAHOE LT, #HED 2
ARy ML ERBCIRSET S Z L Rl &> TE 7,
BT, RS HEOREDEFENIZ DWW T T
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.m High performance LC-NMR system
(800 MHz LC-SPE-NMR/MS equipped
with cryogenic probe)
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T EBMIC k> TER SN 2D TIE R, F&
AR OBAERIZ L > Th a7, £
F IO DOEEEEMIZONT, v~ s
7 4 — & NMREBEOWMEA 5 ATV & 720,

(1) za< b5 7 1~ b
LCNMR T, 7ua~ 7357 4 —I2&k3508»
WEREIZG A 2B EEETIMEND S, LC
NMR O &Ml 7 7 — &)L (Flow-cell. Fig. 1£:H)
EREIER. Z D552 HPLC C 3Bt X M7=k oy A3
AENTNMRAIEA TS, Ikd EOKE N
N30, L 72Ky DOEEN 70 — 2 )LITEA
Sh7zk&Th5» (Fig.3(A) Y, HPLC# 7 A ThH
L 2RO — o2 BRIZ, 7a—kLERE GE.
30 uL ~120 pLFRRE) Kb g KE =8, FEEIIIK
OBy U HEIEDORNR L 6 0, PLHANZEN
FA6mmDI VRV Y 3 F I T LTEEHSR
% ¥t 1 mL/min Ti&, 120 pL» 7 2 — L LK
LZE—=2IREHTNEHTH D, ¥— 2 IEI 400
TEH., 7U—HIZ60%FEE L AEA IR AN &
127% %9 (Fig. 3(B)). 2D, WhilE—2 &%
BAL LT, EMIZ T 0 — R ILISEATE 305005
JEREEHIEDRA v bk D,
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BGEEEN Peak width and sample concentration in a
flow-cell

tI3Ivuh T L EMEINDNELN2 mm kD
S L% W5 TikIE, LCNMRICHE L 72 ¥ — 27 B
BThb, kI3Ivuah L. FENLTUNY
Vat AT ADYSHEETH D, BN R AL
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RS OMBHER A AT HZ LN TES, £33
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20 h T LTINS S FH0.2 mL/min &
L7, 120l 70— v LSS T 5 ¥ — 21|
FAMRRIE ETIAND, ¥—2DaEE 7 a—+ )L
IZAND ZENAREE 55, L2L, £33 270h T
AT, ARV Y aFIHTLED Y TILELN
HEINXL, YRV Y 3 F LD 5 L0OREREZ
DFEFEATE L F—/3 —1— FIZ k- o B B
L. HRF L 228 b RS s e Wia i d %,
ZZTCHBEICIARDON, FLETHR S SO
ANEE Sy & RN bR E . BN DA %E S
FLIZBAL, F—nN—u— EWIBZLTHSB,
BIALEE 3k & L Cid. LC-NMR#EIERTIZ, ZrHCHPLC
R SPE (Solid phase extraction : [SEAHfi /) 7 & %
W, HKS 24 7 54 » CHRESLL T, LCNMR
BHET B EAEENHVWENE A, BUETIE, Zh
LhAVIA VTHEIETEIENRTERE L STV,
v 74 VSPEIE. WEE S DiE ke LT,

1: Organizer

2: HPD LC-SPE-NMR Dispenser
3: ACE LC-SPE-NMR Interface
4: Dilution pump

SPE cartridge
(Spark Hyspher Resin GP10, 96 cartridges, volume 30 uL)

SPE unit (96 catridges x 2)
Photo at National Insti; of Biomedical Innovation

B Spark PROSPEKT - 2™ SPE system
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LCNMR CHEHFEIAS HOWO R TWBETETH S,
Spark #t D SPE ¥ 2 7 4 (Fig. 4) 1&. LC-NMR & [d]
—DA VA =T =A% L THIBEIEET, SPE
H—P) oy DICIBEL-Y — 0 ARG X, BEY
2 CHEMERIZ, Bt pLODREOBEE I &5 2
ET, BIREOHME % 70— LIZEAT S Z
ENTED, HROR % R550— 1) v VICH
ML THNT2ZLEMEETH D, %ikd KT
0774 )Y IDOES E-FHoE OMEBREV,
XV IAVHTLANT Y IPEELCNMRTH
WHNBE—ZRIETH S, KFETIE, T U R
VY a AT LK B %R P T Th T AT
—Hw L, ThidtvIIvahssTHESEL
T. NMRIZEAT S, ZOFLEORMEIFRIEEL.
INETRIE A & KEETH - 2R SO ~WIT
NMR#ll%E (DQF-COSY. HMBC) #3 38K & Ty
%9 (%), BIFETIE, #5344 —H—Kth& D,
IRV aF AT LER—-OREAIOLI IS
O LANRAFARETHD., IRV aFLh T
LESEES A — VB L WD, HidiAe s by
2 LSRR 25 S et & 2 BB L0V RIT ]
BWHLRLTWTFETH S, 72, XV I34 00T 4
MY L LT, U T 4 TOrHEL 72y
NI 9T HATLATEML, IV aF LA T
L THEERRICLCNMRISE AT 5 L3 M6 T
%9,
FIALEIZSPER ¥ I 3270 h F 24 HW=HAIC
. Gl AR EARRICAEBOFEH & DR THEA, &5
ICEVAREHR D Y 7 F s & B i /NS &
5NBDT, EEEENEN M ET 58 2 v b
Thb

(2) NMR % E A 0D & e b He hi

Wz, NMREEFE M OHEHLIZ DT R TV E 7210,
WAEO EPEBELC-NMR O F B 3 i ¢k & < EHik
L7=DiF, @G~y P eBRETe -7 Th
%, NMR D & ES 13 55 50 5 D 3/23% 12 bl L .
SRR A R E E R I3 & B 10,

ZD7=%. LCNMRIZHWT S, B o i
FUD ) 2 AR & U TR ISR S b T & 72
(Fig. 5) » BIfEDREHLHE 12800 MHZID L, FIZ3E L T
B0, 19784 10D 60 MHz D3EE IR T, 50158
OREEE EAK 6N 2 EIZk D,

2, Tu—-THlORER LS ShTd A s A0
HELHMTH 5, T4 MISEEEMRE DT
4% Z T, NMR Y 27 L ORI R4 4 5 Bk
MEEKRT 22 944V 2=y s Fu—T DL
5 EKRE 7 0 — 7 & Foiud, MEFEE ORI
FHRPHEOENS, B~y e T4 K
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Vzzyr7u—-7E, BHEOEERLCNMROE
BUZ, RpEaWEREiE > T 5,

I 74XV 2=y T a— T & A 72800 MHz D
LCNMRTiZ, EDORED/ST+ -~V 2R ELH
B5DTHAH5H, T TIE, EEDOH Y 7L &L
7ZHEDOMER AR L7 (Fig.6), &H0.1% Gk
ARIZH 1pg) OWMEKTOHNMR 2 X2 L %&H
39 2 OICBEARFREBIL. PE(ED 500 MHz D%
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Bruker AVANCE™ ]I (800 MHz)
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m IH NMR spectrum of a 0.1% component
with an 800 MHz LC-NMR equipped with
cryogenic probe.
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BT, 208 EA L =012k LT, 800 MHz
DRWETIEZDIT 2307 EE L. BEm LIckD K
g 2 KR D FERE AN T X 72, T DRE T H AL,
B% v ~IL DRy OE L T 2 FERERIE 175 DA
THO . MR L < HET 254 T
& EW A RINIZ & TORSY % — KIS/l gE ¢
bHbd. F. EEGIZES TY 7 L D5y fERE S
ML, K0#MAR AR P L ESZ (M TE.
B SR TH 5.

(3) VB E

sav b5 7 4 —RNMREBE DS &6 A T,
IS H el o 4x & LC-NMR O AT REME % K % < A
17z, LCNMROHIEIZIZ, 70 by D Y 7 F AR
HWEAWFEST -0, BEHE L TAKRERTF2 5
BWUELREZ, FrorsunrFLrryersavik
EEHWBIEHRIZHHEE— F2RESNLTED,
AT RSB DA TH > 72, ZDH. I
FMBEDENODS 7 7 4 & W5 WHE — P23 %D
HPLC 5 #i CIAL ¥ &9 5 &, LCNMRIZE WS
K92k BEHTHEIEK, 7=t
YILR A Z ) = VKD Y 7 F I K B UFEN I E
E D, 1990R AT £ TOWE Tk, B
DY ZFINEDEED DL FHFRLAWN D
R L\ MEA DL S Iz,

SEIRFJIES L 2 & PFG (Pulsed Field Gradient) %
HMAGHE7 WET 1313, BEROBIEY — 2 2 Mk
TEX5Z L, B5LCNMRTEBFEAELS WO B
HHEETH D, TOFHEOELICK - T, @t
ODSH 7 £&HWIGETE., WY 7P L ORE
DA WVHEAREEE & D . LCNMRIZ & D AN
BANEE I 72, VAIEY 277 L B EEEHE X R O
VOFPLEEELEVWEAETE, BEXRERBEY T
LEBHELEWEA, $4F7 392V Y VORET
WBER O Y 7 F VB S iz, EIERNHE
EREIE O T & BRE LM TH %,

T2, WINEEBE ALY T, BOSPER /7 5
L b Ty ¥y T, HBAREEDGEGOIEE A AN
FHOWIUZRIEED > 7 F L a /N E < L, BN ERh
REILIIEHDDEIENTES,

(4) 2 HIE gl O A
ZZEFTHRTEZEERE RO AERIC
Ko T —HT B 72 0 OPE RN A 1 JEE <
RAWHORE S E —FICllET S22 e v v 4
A4 EGBENIZE 72, —H T, ZOKS B4
Z =Ty MR, R AEY VT RS S
7O DNEND TRBAUREL D, TORIZDN
TEHnTE E 720,
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LC-NMR : REDES
ZIRFO—F IS, =T X L — VLI

ih%zﬂJi%—-Mxﬁﬁwahéo ZOFHEIF. AT
Loavw N5 T 4 =Tl ek e - HY Y
TN —FIZmEL, IEFICIL—T 6 T70—+1 )L
AERELTHETSEHATHS (Fig.1), za~ b
777 4 —DHNEILDTICHEENTE BT LR,
i U 2z Bk A RN A B 7280, BEJHIE & O
MAGDERESGTH D, L/WERMARLS &>
TR DBELZ T VO T, BEIC L3 MEK
FOSHIZEE L TW5B, HIROBEBHE Y 7 b
vz 7 IR, BT NE T A M A
ET UL, WEIEABI TN 720, FEREERH 2
KIEIZHEfHTZ 5,

2. =MEELC-NMRD:E B
1) Mk7ezr49 05
BHELCNMROBZIZE D, REWIPIZETH
BENTORBIZONT, BAREMEZWS I
FTHMETOT 7 AN VIR FEAL NI E T E
7zo THEALELESCEER, BREMBIICHTA
. AR O FER) 7 A 22 © L AR K #
B =X ARG EER L EARFE T, ME o
Y ZORRICHMARRA SO LBtk xh 3,

G415y # —MmOHPLC /it ¢y v 7 — 7
2R, A EICA DY CREERER & K s 3%
ﬁL\MNMRwﬁﬁmﬁ%¥MLtOL®@%%%

TIZEL AR, 79~ b5 7 4 =12k 550
amﬁ%# REEADE TIRERFEE TH D, Y 208F
TR DHNMR 2 X2 FLAHFE L (Fig. 7).
RoNF AT PILEMRITL T, SH O

B5ZENTE,

INZETOI%Y L DORHAMPIOREE T, — 5
FTORCGAM & ¥ r A2 THE L, ZD#%NMR
HWEAETSZETHIIL T2, 2ol kS I2E
PERE LC-NMR % F WO AU K 20 B3 LA ATRE T b % o

(2) LC-2D NMR (LC-NMR!Z & % — %k JU NMR#HI5E)
IR RALAIZ X, ~T B LA MBL A
REDTa b VyEBVENL, LG, AV VRO
BB TOEMEAEE 0, Zh b DILEM DT
1203, THASCAHHB A Bl § %2 “WROCNMR (HSQC.
HMBC%) 2X2 FAAHMHTH B, HSQC A2 b
iE, Ta b v-Ta s Y EESA T SR EREOM
B (Ycn) . HMBC A-X% b, SHIZEREIZH 5
RFZL OB FJeu K U3Jcn) #8UHT 2 FHETH D,
BoNZRZDY Y 7 MEREFEANERIZ, Wb

PIFic, F#FH S WEMEELCNMR A2 W T - 7% WicExbDTHHTH 2., FICHMBCIE., ~7 a5
HIEIZOWTHITT 5. 0.1% L ~NILDARFANY % TEPFATOTEHBEPEMI X NS 7280, S0 HER
s 2 a2 5 5B |
ST G7 | loopl: 1.38% i I k PR
| 90 85 80 75 70 65 6.0
loop2: 145% oy oy Ly
9.0 85 80 75 70 | 65 6.0
wd loop3: 0.94% wi A J ) .
1 9.0 85 80 75 70 65 6.0
| . ()
T 1 foopl 100p4 : 0.85% N 1 LAk J J ] PPM
~ 1! 90 85 80 75 70 65 6.0
(=} 1 . )
13 loop5 : _.0'284’._ EPU T A . __PPM
- S— — 2 1] 90 80 75 70 65 6.0
1¢ loopZ | o0p6 : 82. 08% i bk A | ] 1 PPM
S7L 9.0 80 75 7.0 6.5 6.0
( loop7: 143% ) G oo .
9.0 85 80 75 7.0 65 6.0
1 loop8: 0.6_8% .1 Lk A ] l | . PPM
1\ 90 85 80 75 70 65 | 6.0
L6 || loop9: 156% - |y
I S— -7 o1l 90 8.5 8.0 7.5 7.0 6.5 6.0
: U1 loopro:0ssw 4 AL A
,,,,,,, loon8 || 9.0 85 80 75 70 65 6.0
""" oopto| | loopl1:047% 4 a aow i w bese
To6pIT] | 9 85 | 50 75 7.0 6.5 6.0
. 0
""""""""""" fooprz]| loopl2:0.11% e o o I e
9.0 85 80 75 7.0 65 6.0
1oop13 : 0.61% ) | L y
,,,,,,,,,,,,,, ot || ] ) ol
*********** it || Toopl4 : 0.63% L e s LI |-
77777777777777 P 0o 8 8.0 7.5 ‘ 1.0 6.0
' oot 1_90p_15 : 1'536 A I B e Y| J 1 PRM
= 9.0 85 80 75 70 65 6.0

iy Constituent profiling by 'H LC-NMR (aromatic region)
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+TAOKREHEDLEIDIZHVWENS, LrL, Thb
OMNE FEEH NMRUE &K 0 S KRETH 57280,
ZhE CLCNMR TR Tid A h 5 72,

FHE 6 OMET T, EYERELC-NMR & SPE O fHl A
BAbEIZE ST, EEOY Y TP ORA %A+ — 4 —
(GRBHE AHIZ L300 pg F2%) D5y D HMBC A X
27 MLSHlETE 72 (Fig. 8). AMat Tz, SPEN
D YRAEMRIBUZ 38T & - 72 h%. SPE T D % # 0 &
TR, EI3IvuhTLrEMAEDLESLI LT,
B —45—. 512N T DM OHMBC A X
7 PLOHIGEREE B A 5N 5,

AR, SPEZ%EHlAaA DY S FikIcd 5T, BCH
WA 5 5 HSQC X HMBC 75 £ O & a7
WihRb g, Rohdk5i12k->TE72 (Tablel),
Stk RRROWEIRML T DL ELZLENS,

PPM
! I

7.5 5.0 2.5 0.0

PPM
0

50

100

150

B HMBC spectrum with LC-SPE-NMR
(800 MHz, cryogenic probe)

1ELIENS HMBC and HSQC experiments by LC-NMR

LC-NMR : RiEDHESH

LC-NMR & Z D D& HERDE S HATOIRIR

EMERELC-NMR & ¥ C. LC-NMRIZZ D flad
W& X 5ICHlAS bE AN 2 ST T 50
FEHLEEA TS, ThEDOTFEIEX. NMR &35
55RO A EMARDE S Z & T, LCNMR
TR OREEREES L. ZHm 24k
WA A2 TBEIC 58D TH B, 22T, 774
VI IHNDSTRICER . MSEZfASbY 7=
LCNMR/MS &, H2Em LA X4 5 Z & A
B & 5 )L LC-CD-NMRIZ 55 b CTHFT L 720,

1. LC-NMR/MS

NMR & MS 23 A HlE T & AU, 1E2E A E DA
LEMOREE % —FRINICRET DI EDTHETH 5,
ZD7=%, LCNMR/MS DE 513 R < . 19904
%121 Plizer tE DAL 7L — 712 & » THIES 23 7
IhTna¥W, LaL., #IOLCNMR/MSIE. LC
DFPWICAT Y v 4 —%{EL T, NMRZXZ L
LY ZAARY ML EREBICEET 2N ThD, &
ARECHEBEABIHE LTz 0, Bt ra b
Y EAT AW TIIARRE T 2 HARIFE 1 T E i
ENGTA XY BRBHIEh, v 22X N LD
WM HEETH 5 L0 3 H 5 72,

%z D . Exarchou & - TSPE % #l A3A A 72 LC-
SPE-NMR/MS (Fig.9) 2 h s Z & TcZ o
k2D, ZOFHEEHGWDS &, BARE
B3 SPE 72> 5 NMRNDFE I D AIZHEH & .
NMR Z X7 L& RIEHICEKZERO L VEEDO~
ZART MABREEND,

Frequency Cryogenic

Sample SPE Other techniques Experiment Reference
(MHz) probe
Plant extract Major component 500 NOESY, HSQC, HMBC a)
Plant extract Major component 600 v/ v HMQC, HMBC b)
Plant exudate Major component 500 v COSY, TOCSY, HSQC, HMBC  ¢)
Plant extract Major component 600 v COSY, HSQC, HMBC d)
Plant extract Major component 400 v COSY, TOCSY, HMBC e)
Synthetic peptides Major component 600 Capillary LC-NMR COSY, HSQC, HMBC f)
Model mixture Minor component 500 Semi-preparative LC-SPE-NMR TOCSY, HMBC 2)
Drug degradation products ~ Minor component 600 v Column trapping COSY, HMBC h)

a) E. Garo, J. Wolfender, K. Hostettrnann, W. Hiller, S. Antus and S. Mavi, Helv. Chim. Acta, 81, 754 (1998).

b) V. Exarchou, M. Godejohann, T. A. van Beek, 1. P. Gerothanassis and J. Vervoort, Anal. Chem., 75, 62838 (2003).

¢) G. Karagianis, A. Viljoen and P. G. Waterman, Phytochem. Anal., 14, 275 (2003).

d) C. Clarkson, D. Stark, S. H. Hansen and J. W. Jaroszewski, Anal. Chem., 77, 3547 (2005).

e) A. Pukalskas, T. A. van Beek and P. de Waard, J. Chromatgr. A, 1074,81 (2005).

f) P. Hentschel, M. Krucker, M. D. Grynbaum, K. Putzbach, R. Bischoff and K. Albert, Magn. Reson. Chem., 43, 747 (2005).

2) F. Xu and A. J. Alexander, Magn. Reson. Chem., 43, 776 (2005).

h) T. Murakami, N. Fukutsu, J. Kondo, T. Kawasaki and F. Kusu, /. Chromatgr. A, 1181, 67 (2008).
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Solvent
(Deuterated)

HPLC Water ms
Pump i N 5%
N J95%
(0)e}
]
Solvent
(Non-deuterated) UV Detector
NMR
Column

= : Non-deuterated solvent

=P : Deuterated solvent

BEEEN  Schematic representation of the LC-UV-SPE-NMR/MS

DY AFLEMWSZ LIZX 5T, LC-NMRHL
MTRESMEOEE RIS SN2 558D %<
7y, NMRssilent Zs/N 1 7 v H 7 & & & i 12
BT 5MAME. v Z AT bLh b H GRS
BonB M TH D, Grar  Abam. Gh
07 VRO E A R & R RS
A—UDORETHEILENTEXS, $7/-, DK
UiE &2 H 3 5L E NMR TP 2 Z & 13K
THBN, T REWRD 5 OHE X ES TH
%5, ZOLSIZ, NMREMSOMAADLEIRZZ p
S5DONA T3 =Ty FEMOFRE K> T & D
W B,

2. %3 JULC-CD-NMR'™
wi%IZ, FHE S WBMFAEL 2% 7 )L LC-CD-NMR IS
DWTHA LV, ZOFETIE, LCNMR & CD

(Circular Dichroism. M —@&M:) #ti#s4HiE423 2
EIZ&oT, Fo<HLWEERRSE OGNS,
HEWEE LA, GHURBTRIC H % Bk (D
T, 2 FvFr~v—) PRI EWEEEETS L
RARWENTH 2HANHOENT WS 720, RIS
IO LREMER B OB 6. RO 5 i
GIEFICEHEE O SO E & k> T 5, AR,
ZhoDaHEE LU HOWERTO B DI,
WVE s RRERA A T L 2% T L h T A % T E
9% 7 LLC (EH) HThs. 7 NLCIETIE,
AR RO R E G RAEMTEZOX 5
WTEBEWHIREADH S 5T, FEHESFOFE L
Y — 2 ORIEIZHED < iSO mod{b B BT b
D, ZhHIZZREFNERBEETIHENEL D 572,
F 7 )LLC-CD-NMR (Fig. 10) &, FEUES, % FVg°
V2 FAE AR O AN 7 [R] IRE L AT C & 5 Y 7

Pump UV detector
.......... ]
e
Solvent Chiral column
"""" Conventional LCNMR  ~~t—2
CD detector
]
Chiral LC-CD-NMR system

IEEEDN  Schematic view of chiral LC-CD-NMR system
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VAT ALTH D, AFHETIE, FRRERONEN A,
WHW B JHEER AR REIA R & U THERICE
N2 KRR A M E CD Z X2 L & NMR A
R MADEREL. Zh 6 DR EEFIET %
ZEEFHELTNWS,
ZIhBE. ATFHETE Y YILTY 5= ViBEAD
JEAK % 23 Mr U 22 F2BE OB CHEA L 72\, Fig. 11(A) T
RL7z& 9, WEO UV CIEKE 5§ 5 &,
TSy &SRO THRDO ¥ — 2 Rl s h, &
DE—= M Th B0, TNEThOYE — 2 PRH—K 75
@é@f%é@#&ﬁ@ib#%tnozwtb%%
OMEFRIZIE, T F Vv FF~v—, VT AFLEAT =R
%%&é&bf@&MEﬁewﬁwﬁi%ﬁﬁﬁ%
MNdH5b, T L TF 7L LC-CD-NMR TI3HEED
Uvzu~ b7 I L4 EEIEIC, CDZa~v b7 4RO
NMRx&ab»%mﬁﬁéoQBhtCDauvb
7'7 4 (Fig. 11(B)) #5613, MEAFIZH NI
C@ﬁéhétwoﬁﬁ%ﬂﬁbf\ft~7®

AUV
Peak 1 I 2 Main Component
l LA 78
0 5 15 20 25 30 35 min
B)CD
Peak 1(+) | 9(+)®l 4(+) | | Main Component (+)
Qﬂ L
i 1t \ N 70@®
T 506 80 500
(CO)ONMR
Peak 8 Enantiomer
Lo AR\, Peak 7 [ e O - Opposite CD sign
L Main component o' . — Same NMR spectrum
'v---" “wa Peak 6 il Wh\-m -
= Peak 5 ey ~—~=~»- --—-—_-—M-u--- N A -
Wd“»u Peak 4 ‘WT"M"""‘"M
i W Peak 3 7 st RIS e ot
Peak 2 =
_f”L._ Peak 1 A
85 84 83 82 81 80 79 78 77 76 75 74 73 7.2 ppm

IEFEEN Chiral LC-CD-NMR analysis of
pyridylalanine derivative

1L P Comparison of Rs Values between Chiral Columns

LC-NMR

)‘é‘d[ﬂ
=
)
3
Sk

FISH LT SORERDOE — 25, 6, 8DV T hrs
IS VFAT—ThHbLRDIADDE, EHIZ, HE—
2120 C, [ARHZES L TH W2 HNMR 2 X2 b
b (Fig. 11(C)) #HfERE L. EH & 2 X7 bILos
B—=YB—HTHEDERET S, ZOKIIZLTH
ENEWA S CD A X [ L5 ﬁﬁmeMRx
N7 PADBHELWED, FHTHIUIYE -7 611
VFAT—THBHE—BNIKFETE S, AFHT
. NMR Z X2 bL&JCIZ, SHEBIERIC RS
MEATHEY T AT LAY —LEDIF VFF~—,
FIZIEAMPNIC OO TR FRRICHE 2 RE L TS Z
EHWATRETH B, UVANXZ PJLENMRZAXRY LD
AT, TF Y FH+ 7 —[EEDHFHEPATERT—DD
Y=o L ThHiEhs L5487 —2T, T+ VFF
Y—ERETHIEETELND, 20K 8575 —2A
TECDZ v 73 4TI, FEOREOHE,S
IFvFFAv—FHTEIEDTRETH 5.

¥ 7 L LC-CD-NMR % & Vi, & 7 L LC A
AEEZTYE, b E o520 7T, &2
ZERGETF Vv FF V- ZOMOARFPOEMN
ME%%ﬁﬁé_k#fééoitzwiﬁ%ﬁm
T, FINLCEMDORELLRIFEMIZITZ 5,
flE LT, SEMEDF I T L THRIKE L, %
NENTF VF A~ —DFEINMEERE LT, FK
HEIFVFAY—OEE AR L7 (Table 2),
HWIROER, 77 6CONHERRE L, mEk N
FTLTHDERPITHIETE 72, RIERICFEEMHE. 5
T LURER A E DGR ENARETL L, oy i %
L LRtz 32 ZENARETHD . —5%
fFZ 2T RTOREME CRERES DB T H 5%
Fh&D &, KiEARREOEK TE 72,

LC-NMRDOIBEESHEDEL

ZZFEFTHBNTERZISIZ, BAEDLCNMRIZ,
EiSE~ 73y PRERE T u—-T s av b
75 7 4 — O EREEE . B Bl B Ehl
TV T N EEDOHMAGEDLEIZX 5T, B

Major component Enantiomer
Retention time (min) Peak width (min) Retention time (min) Peak width (min) Rs

Chiral column A 11.56 0.84 12.83 1.46 1.10
Chiral column B 25.98 0.87 28.34 7.87 0.54
Chiral column C 28,50 1.69 32.88 2.82

- Column

- Solvent

— Flow rate Best separation with

- Column temperature etc.
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HOWTIIZENTYE, +aFEHMEEAASET
WKL 72, BAETIE. 2o oA MARA 7
LCNMR% A —# =2 5ATHZ EHNUEETH D,
LHMTHHAI N T D&M ah 3,
FEEOWEIZH VTR, 2R E TRE ORI
SOFEBTE >k Te T 740 V7R, LC-
2D NMRMIEASEHMG L L EkD, /7. LC-
NMR/MS % % 5 )L LC-CD-NMR %« £ . LC-NMR % h
DELINA T3 —T v FEINOE L2 BRIZKD,
SHURS B E D WM+ v I 4 iz EX 550
BEAERIEOND LI 572, SHORBIEIC
KoTid. "4 72T v FEGMORIEIHIZE 2 5
nTn ks 2@ OmMNE %5 CHEAET 5 F
BEWOERBE ZHIELS EVnhi Lk, £7-, Ik
HETIEA Y FIA Y TT VT L K5 % LCNMRIZH
AEDELREDR, 70— NMR % O CTEYRE
& NMR 2 EEER T2 &0 BilAa20 8 A6, 50
ZHICE EE S OIS, Sk - b, AERE
DERLOTREN S SR 5., /2. miEe
LCNMRD EWARaE IR, BRE S T4 VIS0 8
7 EDAEARE Iy T OWMMMGEDMMTIZ MWL TH D,
Ko FORE L@y T \OuEHIEKE M TE 5,
L, MK Te 7 740 v TR, SEELEH
ey 7 b 2Tk 5T N AL —T y b
MMEBL 7208, SH%IGMTAHEEE K720, 2
NI MUTF =4 XR=ZOH & FE, e L
CEHEBEN T O 25 AR RGNS, &
PEBELC-NMR % e KPRG9 % 7201213, HllE Eo
J N D ER R REIE [h) L i oD 1 A EE e D fikigi A
RAIKRTHAS, Fiz, va~v o574 —&Mll»
507 7a—FRETETHEEMREAHL T 2ET
Thb, YTERBLTE v o574 -3
i &2 BXfl LT, LCNMRODM:RE A& e KRRIZH[ 2 L,
MFZERARICTEH L Tnh&E 2neE 2 T3,

e
KWK EFNT 212h 720, PR 2R
B HEBEE S O AT BOA N R SEIEA 2T AR

— A, Bl e THRE A R 512 T
W=7 W, 22 5,
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