FEGIRERICEDIEEY 7 ME(E B3 4

SFBRIFIRERICKDEREZS 7 25 5[5](2013/05/16)
s D BEGTENICH 270 b MBS T hERT
\@ i 5.86 7.27 é 64
T ook
i G
FERNICHZ 7OV gl g
‘(—I__Iﬁzx ‘/ 7 I\ 7‘a":—_l—\-§— H3C CH>—CH>—COOCH3
12H, : 8§ = 9.28 Wi Ha 2H: 8 = —4
6Hi 18 =299 H,c00C—CH,~CH3 CHs (EE—JLNHIE7)
HaC Ha CHp 4H,:06=10
CHo
COOCH;
’ . . BEXRIT I LINMRILEY 7 ~ %j—%
¢ 111 4.0 Héﬁg&—)mwiﬁ 1 y 12
S AUEOES L REBEEEESE  [MesSi SiMe,| =z =
IREM+EBRDOEESDD dLID 2Li"] o s S
B EES->=HS ©3l "Vies 3
BFEEEERIS < 8,; 10.7 (toluene) W

6Li _86 (EtzO)
J. Am. Chem. Soc., 1990, 112, 8776. J-Am. Chem. Soc., 1991, 113, 7082.
1



EREN & Z DS
BERE | NS & SEiigis D
B,.=B,— 0B, B BNIHEE
B, : &35
o Wk EL

‘B
HIBEMIE v = Vzn" A, EREICKHIR U RS EMHISREICZL W5
‘B ‘B
y="t 2t _ V20 5) L ERBETEB(GRERTE)
27 27

{EF T N2 RE DT D IEME R ol SRR IC T 1 . .
\ TANN S — S )\ = Huﬂﬂ)*ﬁ_@tiﬁﬁﬁ'@lﬁb\iﬁaﬁq
L\\<’)7f?'0))32)375 5357 VYVIVETHS 2y N BT -
ERETLO= 04y + Opra t 07 o, - ERRELD RBLMIE HEDBERNELRD
Orora” IR TE R D HG IR
o BRERDFDMDIE

FUYIL? BFEIC &2 ERISEBNICEAENH S 5
=R & > TRAMNRS B e HITHIR CRILATA 1

B (3 B xyz 2 FA W e 3x3TH AN AL TE S

o, 0 0 XA NI RD(FEME)E
0 o, 0 E{ANMR T8I E 1] g8
0 0 o] TYTNEEERSEZLE—ITFILE

http://www.asahi-kasei.co.jp/akasc/equipment/yuki_nmr.htm E1 MASOIEE



AE—REYAYTIUVYT
HEENUEZAEVYETOMEER
?bv7uy7

Al X A=X

A A-X R e e i RN M ==
Eihiilﬂzszi% ______ Ny 7V TEBIGERIC
gA [ e FETBIRAEYOMICH D
By 7 > NP =
I ?— ------ e e DAY 2525 HHTO
ol Tt LB 4y 1 HyFUYTEBEAE N
J<0 J=0 J>0 1J —1—30——1H
b Aq Ao % Xz CH l
@S0 1 1 | | l
%: 'M—Cc—'H 'H—c—"3c—
J=0 lT‘A it Tix [ | |
J>0 (L) (i) |
A A Xo  Xq 3‘/ 1H_C_C_1H 1H___C_—_—_C—130_
M3.3@ 2XEYR(n= 1/ Y35 5AEL DM “ B o |
BHEIFINF-E[MBELIVIFIDEED
NMR £

T A DK, T X OB
® J<0, J=10, JSODELEDART P ILDIE
E K

AEVREUEET
IXRILF—ER->J>0
AV EERET
IXRIF—ER->I<0
Z DERAEXD|J|IERE U



ZOFEMEEAEV R

DFHRONMERTANGE ZAE or REVWADFHRTORBIC KD FFEMNICFEEa NS

DFHRDZ DO

=t FMIC F 7R %

feXeFEE> 7 MDA EUK=1ZE Y 7 MEMGRIEERNICEMBZEED)
{2 7 MO EMBNEDOKAEVAEMBEDOZAE BN AY T VI LTWS

SR VHRA B, &

227 NEMERDHD 1 BOHY T T Z2HD
=R AIFH 7R %

AEYVRAB, TIEFZAEYADNEIIHESKRICEM. %A E>YBOmIES KA I

G FMBZE LTI T FILODENRNZ L
3P HRAB. M TIE. Jag, Ja Syt 1 BFE T D UDEWES

5 : 1,1-difluoromethane THa

HhH6 RS & \ 1Q’Fx\lg ; "Ha

—>’f|3_7ﬁE’\JLC$ﬁE7Qt 12C'\'\ 19e. C= (31\
ZODYFERICAITHY FU Y T N Ha

=D D2YIEXBIARATAE HFx

=19F, [A - (3 R (1 251

HgH R U

2V HAX, &SR

=ABMZNZNH TR IC A

1,1-difluoroethylene
HOhBER5 &
— LI E 7R

R ORI ERBYTHY T VT
=2 D02, B L VUL RREITES
=19F, & 19F [F B AU (T FEEAh
Hy bR U

AEVRAAXX & EEil



2T FILDHEET : 2n+IH]

AEVEFBIOEWEEHAEERT 5 &
0 F)iE2n+H1ARICHET B

£3.2 —RARIIITHOAE-RAECHEEBICEZ Dy TY IRy —2 15]91‘ 'flﬁ$\/7 F#Tﬂﬁﬁv JEL\LL—/\@JLJ@\L\
ﬁ’fii’ff"’”‘”” “TP A (T L SEE) s
= 1/2 1= OCH3 —CHo—CHao—
0 | (singlet) | (o]
[ 2(d9ublet) (R (I =120 & g) NC—CH?—CHQ—C/\/
123 ji;rtljzlri:})t quadruplet) | l 323 I | 5 \EU H#U) gﬁ}# ! b
4 5(quintet, quintuplet) 1:4:6:4:1 :IE{%;—&
: ) detsimiissn =INZAHILD=FAFE ) o
R - ' I (singlet) o - (;) iL {
I triplet [ A5 o
2 zgquintei. quintuplet) | 32 S35 et s ‘ J o : B
3 7(septet) Jz Bk 27 818 52l 80 70 60 50 40 30 20 10 0
a) I =120t %, HABERI-HEKTHS. ChB 2RI LO=AHILHETE 5. <+ O
CDCI;AR TDCH,CH,Brdd'™H NMRZXRZ K JL(A,B; A E > RR)
b2y 7 NEY T FILOED il DBy © 13CHZ & HiZ
Vo Aw T T ERJIGHZE L FllF2HZ E DD H
WU T 11211 m=ENEDL>THRAU bt | Yep=210.6Hz |
It SKEREBTIIBIR RS T [ L7 ]
AL CH, HaC—CH,—Br CDGCla: <1j—(:£ Ysn
13 8 3 5 31.5Hz[31.5Hz]
-~ J=7.5Hz 32': /\EU 77.0 - &
AKNTHB o, — P ‘-CHz E7k3R2H (D)l = 172D T
SBEICCH, [ < > —DD?HEAYTI VT LS
1“1 SERIERE U 2 SHENETS
'-
s s 2 T Y



ZAEVRERIDNIE

AMXZRDZAE VAICE TS
Ny TV TN —>

BEDODKAEVITER U

hy 77U UTWBEBEEIL

ABEEZITY AREBEZITV

| Bov7am | Bos7Em A |:°‘/§?§5[\HCE’J\§§J\%”E“@?\ \
A s Ay TV UTWBAE Y OIET
e GO s SEREERDELTN &
S NN A T FIL DT D
ne M LA DNE
JAM ‘IM’
(8) Jax < Jam b) Jax = Jam
JORZSHERDEE JORZFSNELEE
= doublet of doublet = triplet (ICR 2. %)

AB ZROEAEVAILEWTIE
eI —FETE £ 23 & 2n+ B D IERAR A4S

AB,RICEITDHAE VA PhCD,IC BT B AE13C

~N

1

Ly LA
JAXE— 1"lCD J\

137 213°. 1" 213 4/3
oo

N

75 0375 1/9.3 9’6'9’\7'9\6'5‘:3/'\5\1/9
COYT Y 200 0 dk A s R
X1 T 1 o
1 :2 : 2 1 1:3:6:7:6:3:1

XD DIUETIXRE LR T T AP RE
—B LORICEHARHEFZEID 3D,
TNZNODRTEFICE > &I
[ U ErrickiciFzz e B IFR L



ZAEVREAYTIVIER - L—T5R

X A M AM X RICE T D AE VY AD DR
HaCri~tha MO Bn{E 1= 0 n+11EIC 5354
NO2 | XDBmEH fo D m+1{EIC 7R
| =& T (n+1)(m+)BICHH
I 2
G I Xy = JadE S (n+m+1)fE [ HZ
- T (LTWB&ELSICRZS)
I NYTULTUTWBKRAE Y DI T hASELBE R
H3C—CHo—CHo—NO> CHs ?D\E L) L:i&\/\ﬁo) Ko_7 7b§j(§ < 7::‘:% — }l/_7 7)'_(\17%
o : | = = AX
& /)«i@é JEROT, 2 ]
R s T ey
| A 5 e B Hy 7YY TEROLT
I Al h T LT MROEANARE 3
g i TS — 30 —
AU | W— - .o ®
70 6.0 50 40 30 20 1.0 o0 25 T X -
i o ve LRV T MO —HULTZ5
0 —EH DRIFELL RS
lVA — VMl |VX - VMl e
05 _VJYL!_‘—
Jam Jxm |
- L ® 7



Ay TIVITEHDOREES LR
AEVAEXDEITHY 7Y VI EHIZ RS ZER & —RER

(1) B [OlERL y, & plc BB T %
(2) FEE DRI DIEWFE E DN RE W LA <3JERB T ENE L)
Q) EERBEMNKEWZFE, EFEFEEIKREVWZFEYDKEVWHUADEZKTHRZ D)

VrIFI-EVFHIL-EmRBAYTIIVT

L7414 DBER

[wemny 70508 [7Unrns 70 I06]

X Y K RIaTaE X H

o \C:C/ Jjﬁ@kg & '([ZIC;JEIF?: \C:C/ WEBI S 5 1) 25

Nt By s e 4 Ny H ¥ -
c——cC Jgeminal = 0~3Hz (H ) (« . . r \ /

“ S/ 8 T N S c=cC )

H Jois=6~12Hz Jirans=12~18Hz C o] b

2 H H *J=0~3Hz
H Jgerninai = 12~14Hz 3chs=7~13HZ " f \/
/ ( ) ALTAOEEER (" rans=4~9Hz :
J=~THz

H H JEDOK/NIHIZE S H
o P H
/ }! /Jgeminal = 4~9Hz SJaxial»axiaI:6~14HZ H%al_equamal:opvsm t\\ :/ ‘j"}ljjj \\/ 7 IJ \/ 7\\EE_|'§&0>
" ZEAMKEMN(Karpluszt)
¢

H
H QJequatrial-equatrial =0~5Hz

15
13p 13
H J1z Xﬁi 12
3 p e 111 11
Jon=4~10Hz ~ 10f ( 410
I 9k 19
) 5; 573‘ 18
I N
H\ /H g ] g
L See af 13
(22U, fEERBHHVEZE) g -g
1r I 11
CgHs COOH CgHs H O 0
\CZC/ \C:C/ 010 30 50 70 90 110 130 150 170
/ \ / \ $ —
H H H COOH
120 8 3.3 EXFNLAVTY IEEI EZEA ¢ ORMIE
Y(2) =123 Hz Y(F) =15.8 Hz s Karplus gh.
N “I—Llﬁé 8.5c08%¢ — 0.28 ( 0°S 4= 90°
Ay TV TEED 1j < { 500 —0.28( U 50

9.5cos’¢ — 0.28 (90" ¢ =180°)

BOEFICOER



2T FILDIRIE
NMR 7' +)L D & fRiig

h: &2 RIEDIAN < 735 IRH
A h2: BENE90iE - EEFZorE Bt e DFE
b : FEfE - R UVMEERANRFET,

- HFRE L 0D FETOHRR

1 : "B#L(I = 3/2) DNMR &7 )L

EE@A4b/71ﬂ7Z®Mﬂ?%%
IRITABAZRITRRIVENEEND o)
) "BNMRIFRVRESERVWARNMREZE S

70 60 50 40 30 20 10 0 PPM

TH NMRANXRYT NLIEDICHRIBANEWL -+ - -

(N T TINZEBIULTETWRERWN?
13C NMRANRY NLEBIES BTcDITEWVAERZESD EREMN LN S
YV TIVORNT—HIC K DBIBRELEN. EERNEENEL ED
(2) BRFITTHER IR EDEENDTE L TULRWNM?
—[[EE
B) BHDENV BRI ELDLZIT LD ULEWN?
—[[EE



DT FIVDEE

-

NMRY 7+ DEE :
IRUXBRFR DEE(=TE D EE)IFHE LU TWBTHE OEIC BT 5

O SETERLTWG

i ey, J He Ha ‘J
H:}/\CAQ«SOQ—O—(‘)—&—H. j T A|ICG t \I\ 5 \/ 7 I\ '7 I 7?“‘3: Header I
e ] BAEDBLTH ZEDTTEE fume [

r I : : u [
] co |APT Experiment]
j : [rocess_interactive_global ’std_carbunlist’g[ll Edit
—i% Jr,’[J\t/ e “J) #L H,0 ! L E x| >
5.5 IE— I 2 4§ |
A =h—1 13 3 AN A = ~ S~ s —Fjj_ (l:
OB D1BC NMRTIREA DS EFH 54 DA

SZFNZENOKT & DETBBINKIBICRR D2
(—RICARRZ= DHGEMFEIFR <. Bar/h SRl n)
NOE(#%A —/\—/\" HF— 3 R & D
HAYEE U TWARED VT FHILAEREI NS 16
Y7V ENWRIETLRDICEINEDERWL - - -

(1) T FILHMBIAT ETEMERBI TE TLAL
—baselinelCRZA%EZ3H6BERZEN
D% E Ay Y > U Tbroadening L T L\ % FIEE]
2) BB ORWHENAEENTWS
— Z Z Drelaxation_delayzEY U TRIEUVET




ZIBIE & EFMliE - ﬁ?wugxmﬂ&

B UR=_LEDKEDNERIR
LlERICc K D B WHER B KEHAIZE
{EZRICEMTH B
= X F)LEPBuED[OER
=H, 2 TEHEMREINEY D)

TATX AD ?HB

Ha—C—C—C R—C—CHs

I \ l
Ha NH, OH CHs

S SICEMGE

COOH
(A Tchia | Y
HO- C C C OH HOOC—(}:—C‘:—(’:—COOH
OHH Ha OHH
AABBC% AB%

EIRDRRLEDKRDAUBERKA

FCEEDZALICE D FAT
ZILFILEDNANE D Z1BIE

CHg

S ok 5~

XFLVEDE mb@%\z\

(E@’f[ﬁA%%%Z_%
case1:Y=aorY=D case2:Y#a,b
R R R
\H?\HZ \H?\HZ H1 H2
a a b b a b
b a o]
FHIDKZRD[OERT FHIDOREZESOELTH
A ZFOEENTED SRR IS AR L 72 LY
=H1&H2(E LR (T 25 =H'&H2(FLZRICIEZEAT T
=ITFVFAMNEY D ABRZR YT %

=V F7ATLARNE YD
(=EWNChyFY>TT3B)
XITFYFAREYIKRS  *FILFFTOFIILGEOEFER

FIIRBRICENT & AFLVED2EDKZEZ
FFEMCRBIEHD V7 AT LANEY VEEFM)ICT B

145C

REDZILIC & D HDFRT
7ILEILERANE D 5812
FHOBITIFH,E H AN D 2

112°C

or

7°C

NN
I

Z
F
>

XHNEIC K DAIBERHAIEL 13576
T FIVEFI SN TRIET 5



x@L&t%ﬁ&

L=

3z iEEiE

PEFILZEN DO N T/ =)V EZRME
ERTIETMNEED S/ —ILFED
oo S e AAHEIL B NS
e ¢ B 2 Pl BEZ LIP3 EFHbantc
HsC S CHz € “CHz ~Sor e Sk PO N N
3t b vy H39 C(g,H c g,Ha ._b, H3(a:' c%‘H c (a;_H3 yﬁ j‘)l/b\ﬁ,l%
5la 51
a
b
%)
=
OH Y E
T 160 | 140 | 120 100 80 60 40 20 0
<—— OH
TILNL Y DRFMEZEME ! h c
B & c b —87% F 86°C

10V/3{E D EMH{AE T
CopefrfiZiEDIRLTWE
L2TDI0EDKRRE
NICIER UFok®RDS
ANEDL3 ~

A

A

—19C

I
mvk

MWW/L‘ R

—-10C

”MMM MM

12



SBEAIZE(VT: variable temperature)lZE

NMRYZ Xy NOTICRERIZIZY hHAA>TWS

HEY TN DT 7OAXZ2—D5
YT DREZRECTESD

Probe connector

BRBITE Z 1T S BRIE
BEBRZRZAESIBETETLS
BEROBRARZY VY TILICREMN TS
—BENRDRE X TIHRIERTEE

http://www.jeolusa.com/



BREE DR - RIGERE & OBEfR

EDE/‘JNMRff(']) A7 L AE (100~103 s~1) o\\CeN/CHa
/ \

H CH,
O Me® , O  Me
>‘N\ %N\ 430K
H Me° H  Me? \ el e
oREARAEZIT>T
, o TAV 7 F L DRFRREATS &
© V2 5, 305 300 238 HAEZEEEZRKOS5NS
Av = BEICHEEUEBOILEY T MNE S. Braun, H.-O. Kalinowski, S. Berger, “150 and More Basic NMR
k.= C=NiEES D [OEmnEE Experiments: A Practical Course”, Wiley-VCH, ISBN: 3527295127
C

BIFINMRIE(2) B8R ENE (10-1~10"s™) O 7 L AE L D HEVERRI TR
3P NMRY 7' )L DZAL % 3E B
L

L ™

x,| R kg x,] R |

G- CECR
JULZIRITL T ITRILE—DBFIC LD

Y7TNERBSED SBIEF O T FILERDS T

L 2R N L DF

(LR & (SARRIR)

|

=

00000

E—W%Ff

]
(@l

m. Chem. Soc. 2001, 123, 749.
m. Chem. Soc. 2001, 123, 6543.

I
1
1
| 14
T T T T T T T T T !
22 241 20 19 18 17 16 15 14 6 :

______________________________________________

o
&
)3




