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BEF @.ﬁ_’l‘i Payji/ngﬁ% Bopgl/ing),?¥ $#6E(CH;-X) #ic
(Pauling) EZ(A) $42(A) (kcal/mol) CH,-X(A)

H 2.1 1.20 1.20 99 1.09

F 4.0 1.35 1.47 116 1.39

Cl 3.0 1.80 1.75 81 1.77

Br 2.8 1.95 1.85 68 1.93

O(OH) 3.5 1.40 1.52 86 1.43
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> BERBAAEERFE, &HEE. SHME, BREE. K8, RREMNFEGFFER, E+HEkK
FETRERE, REMZBFHEIARGRM.
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> EFAH, EERCHSEEYRSEEEE25%, HhERAWSZMnE RREESRGHEEGY
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max TR xeemn R e Ewe BHEHAD
H 1/2 99.98 1.00 1.00 300.000 Si(CH,),
2H 1 1.5X 102 9.65X% 103 1.45X 10 46.051 Si(CD,),
3H 1/2 0 1.21 0 319.990 Si(CTy),
13C 1/2 1.108 1.59X 102 1.76 X 10 75.432 Si(CH,),
14N 1 99.63 1.01X 103 1.01X 1073 21.671 14NH,(1)e
15N 1/2 0.37 1.04 X103 3.85X 10 30.398 15N H,(1)°
170 5/2 3.7X 102 2.91% 102 1.08 X 105 40.670 H,O
19F 1/2 100 0.83 0.83 282.231 CFCl,
208 1/2 4.7 7.84% 103 3.69X 10 59.595 Si(CH,),
31p 1/2 100 6.63 % 102 6.63X 102 121.442 85%H,P04

TERTRHERARNFEST; *HENRBEMRXRFERNTM; <25°C

10~0
10~0
10~0
220~0
900~0
900~0
1700~-50
260~-280
80~-380
270~-480




BENERERSER

% B8 FH xR 8 RRFEE V(MHz)
H 1/2 100 99.98 60.0
13C 1/2 1.59 1.11 15.1
19F 1/2 83.3 100 56.4

> EGRHEIERSE S, RTHMNS, AABERMRE ZRTR. I—HHAREAREF&ZESHR
&, F—AEMETEIRERS FHERN;

> BNXARMUERBF, FEH100%, 2HRNMRIVEE#;
> WFREER'HR0.831%, WEAMBETCE> 350 ppm;
> BIREFHE12, EkmS5MENS, BRIBEIEUTH;

> PR ENBEETNSHE, AASEEINYP I FZNREERERDT1%, mREEREEE
EEMER;

> WFh—RAERARTFEBRAR, AREEPARSEIBASF-FES, Lt2hIF-HEAS. ERER
RS HERN ETFHENEREHTNHE.




LFENF

—RA =S HLR(CFCL)RRIEHTHLRERARNARRATF, EHRA0. CFCLIE(5=0) EEH¥aH%, K
FBEIAIE. HttAFRFE:
o =CF;CO,H: -76.2 ppm
0 =PhCF;: -63.2 ppm
0 =CgFs:-162.2 ppm
o =CF;COOC,H; : -75.8 ppm

F,O, NOF CF,OF CFCl, HF CH,F

865 476 140 0 192 268 & (ppm)
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CF,C
| |
CF ,-vinylic
kel | C-CF,C |
CF ;-aryl
1
C-CF,H
| |
| CF,=C | Alkyl-F
| |
Ar-F
| |
Vinylic-F
| |
|
5| | | | | | | | | | | |
0 _25 ~50 _75 ~100 ~125 -150 -175 ~200 ~225 —250 =275 ppm

HBXBOUSVNUENBAGRE, HRHMESR. RESLUESSFRUSPMAIEE.




BEEH

a5azERETHHR12, ARFE—ME—REE. EERIFEn+1ANE. HolgEEtbts

FRETF=ANZIERH(a+b) R ARNEMAY]. AR B ULEYPEMF-FEBESFF-HEEH
FERZZRBENANEFizc B R, CEIMEUREPTER.
3Jye = 10.5Hz )
~118.6 h
F
ZF
Ci -148.0
3Jgr =127 Hz
“682 684 686 688 196;0N|\6/|9; T60.4 606 -60.8 -700 ppm .
CHaCHaCF3 CI\%\F
3y =105 Hz & 3Jy = 7.5 Hz F -131.2
-102.6
M}J\AMM 3Jeg =12 Hz
— ——— IR S = B A S S BB RAZS.
H NMR




B-AES

¢ EiRiBE
2J.= 100-290 Hz ((248) ; 14-110 Hz (/&) IR EMIRITR J-r BEIMERMIE XK, Jy THAR
EH.\JE.I!., }Z;.J:.JFF?FSJZ*%*%JFF*O
F F F .
F e
\><F i O<F MF
2Jep(Hz) 157 187 244 297 30-80

& iRBE

3Jer = 2-135 Hz

—RIEFNAE AR B L & 47E15-16 Hz, (BERREEEXENBE FRNIERE, KREKCIERE, BaE
TN o

~118.6 Ph Ph

P Cl
F ~F
1480  3J.. =127 Hz | 1312 3Jee =12 Hz

Cl
-102.6
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¢ EiBEJ SR BEX.
-F: 47-55 Hz
-CF,H: 57 Hz

& PRABES S LFEERIB MR X.
-F: 21-27 Hz

-CF,H: 14-22 Hz

-CF;: 7-11 Hz

RAFEEREJy: 35-52 Hz; INRNEEE3J-,: 14-20 Hz

2 = £ZYU Nz
=4y Nz, =4/ Nz, CH;
-183 -223

2JF F =58 Hz
JF1 H1 _ 16 Hz JF2, H2 Ph-éH'CHFQ 3JF H = =15 HZ =7.5Hz
Ph-CHF-CH,F jﬂ P2 = 24 He, = 17 Hz, 2 1 F, H2 i, oHs
1 2 F1. H2 F2, H1 8¢ = -130.0 and -135.7 ppm (AB system)
O, =

1.3, 3.1and 5.8
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Bm-xEe

¢ F-REAERRIEHKLMRNENERE, ERIRAFEMHREIRNG, BEERSEKX(-CF,
v -CF,H\ -CH,FEETEX—HE); WEERTRIMRWAENGE—.

X F Cl Br I
CF:X., o 122.4 118.0 112.9 78.2
Jre (Hz) 259 288 323 344
HCF,X, 1184 118.0 — —
e (Hz) 274 288 — _—
H,CFX, 8 109.4 — — _
Jee (Hz) 235 — _ -
¢ BEBHSMEERSRCEREMILMMER, I2— T THEENFIHSRLESUMEWEENIA,
F 245.3Hz
F-C benzene
spin—spin <« 21.0Hz
coupling
constants
T 7.7 Hz
3.3 Hz
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ABLATHSIE

¢ BT ERVGERE T, MERNERRIERAREMERTERE,

CH,
H,C—N, H,C—ClI H,C™ ~CH, H,C—F
CH,
oy 2.2 3.1 3.4 43

& BEEMZ EEBIEM, WEABERER ).

1.27 137
— —_— 4.30
0.88 0.88 0.92 1.64

¢ —FHEMREXMUTRHIER.

1.35
CH,-CH,-CH,-CH,CH,-CH,-CF

0.91
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& IKHESSIELM, EERETSaRFEERENRLFNBEHR/), RESaEERENKRSZEER
EREHIER

22.4 22.4 228 308
CH;-CH,-CH,-CH,-CH, CH;-CH,-CH,-CH,-CH,-F
14.1 34.2 14.1 14.0 27.9 82.8

—PNEENFIFIERR, F-CRAEER(3rc e, Y ) BEARIEENZR.

21

20 8 F
| J| rc values (Hz) CH,-CH,-CH,-CH,-CH,-F ©/245
S 167

w
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40 50 T R R

AT RE T TREMERNERRYE, URBUFUBITERTZE, FRAEMHERNEMERE FZKEAER
BRFaAER, RIERSENAEARE. Fia, FHLLHRER, sHFEABRERST.

°F of F-CH,CH,CH,CH,CH,CD,-F
BR: PHERR—BETREES
1% %310.65ppm (o-ALHIRL)

NS Ch_F o, F
= =

H H H D D H

127.9 ~128.5 128.3 —JJJ AMJ JWM
c. H cl. D cl.H _ _ _ : :

H F H F D =
~131.4 ~131.9 _1316

b & RRERHIRE R AT F USROS X.
=~ = = * X—MEHERTHEA BTN
. ) 686D 68.5 ¢ o-mAREB- MR UF B Z R BIFHEAE.
~68.1 68, 68,
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F NMR 282.4 MHz

| 48Hz

¥ Hy,C” CH,F

J

—

RBRUEDEEH

|
-224.4

7
-224.6

0 F NMR 282.4 MHz
)L 'H £18
U
T |} | ] ] 1
-224.4 -224.6 2248  ppm
'H NMR 300 MHz
48 Hz
A J.._

43 Hz




RBRUEDEEH

C NMR 75.5 MHz 185 Hz
HsC~ SCH,F
19.7Hz

e

A . R\

I | ' | H 1 ) I ’ ]

] :
200 RO 160 140 120 100 80
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RBRUEDEEH

19F NMR of CH,CH,CH,CH,F

1
-217.0 2175 —-218.0 —-218.5 —2

11—
‘|9.0I —219.5 —220.0

—220.5 ppm

=-219ppm g, = 47-49 Hz ; 3Jpy = 21-27 Hz
BEERE—RFBN=ZEES=FENEM, BUNT - tEIE

18



RBRUEDEEH

"H NMR of CH,CH,CH,CH,F

!

50 48 46 44 42 40

|

7 6 5 4 3 2 1 ppm

TH NMR §=4.45 (t, 2J ,e= 47, 3J = 6.0 Hz, 2H), 1.70 (d, pent, 3J = 25 Hz, 3J = 7 Hz, 2H), 1.43 (sextet, 3J .=
7.8 Hz, 2H), 0.95 (t, 3J = 7.5 Hz, 3H)
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RBRUEDEEH

13C NMR of CH,CH,CH,CH,F

L

H 145 140 135

" 19.0 18.8 18.6 18.4

T
80 70 60 50 40 30 20 10 ppm

13C NMR 5= 83.9 (d, 'J rc = 165 Hz), 32.7 (d, 2J /¢ = 19 Hz), 18.6 (d, 3J ¢ = 6 Hz), 13.7 (d, 4J £ = 3 Hz)
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RRUEDEH

19F NMR of CH,CH,CH,CHF,

|

A

~115.0 1155 -116.0 -116.5 -1170

0o 50

100

_150

200 ppm

19F NMR &= - 116.4 ppm (d of t, 2J = 58 Hz,3J = 16.6 Hz)
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RRUEDEH

'H NMR of CH,CH,CH,CHF,

'H NMR &= 5.80 (t of t, 2J ry= 57 Hz, 3J 4= 4.5 Hz, 1H), 1.80 (m, 2H), 1.49 (sextet, 3J = 7.5 Hz,
2H), 0.98 (t, 3J = 7.2 Hz, 3H)




RBRUEDEEH

13C NMR of CH,CH,CH,CHF,

|

LR L A DL L
138 136

120 @ 100 8 60 40 20  ppm

13C NMR & = 117.6 (t, 'J cc = 239 Hz), 13.8 (s), 36.2 (t, 2J o = 20 Hz), 15.8 (t, 3J £ = 6.0 Hz)
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RRUEDEH

19F NMR of CH,CH,CH,CF,

—66.0

—66.5 —67.0 —67.5

ppm

19F NMR & = - 68 ppm (t, 3J ry= 11 Hz)
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RBRUEDEEH

"H NMR of CH,CH,CH,CF,

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

5 4 3 2 1 ppm

TH NMR 6= 2.04 (m, 2H), 1.59 (sextet, 3J ;= 8 Hz, 2H), 1.01 (t, 3J 4= 7 Hz, 3H)
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RBRUEDEEH

13C NMR of CH,CH,CH,CF, M

37.537.0 36.536.0 35.5 35.034.5

I I I
150 100 50 ppm

13C NMR 6= 127.5 (q, 'J rc= 276 Hz), 35.9 (q, 2J = 28 Hz), 15.7(q, 3J o= 2.6 Hz), 13.4 (s)




RRUEDEH

F NMR (471 MHz, CDCls)

mrtal212.3.fid FEELE
ty 174 CEEE!
4
F.F
-, OMe
"
[ 3 2 -]
o= I - 1500000
[ I .
. , - 1000000
|
‘ | - 500000
o
T T T T T
-132.5  -133.0 -133.5F -134.0 -1345
f1 (ppm)
.._.—--—'—"'_'_H_._‘"___'_-_'_'_‘—'--._
T T - T v T b T v T ¥ T v T v T v T v T v T T T v T T T T T
-50 -60 -70 -80 -50 -100 -110 -120 -130 -140 -150 -160 -170 -180 -190

f1 {ppm}

F NMR (471 MHz, CDCl;) 6 =-132.9 (d, J = 151.6 Hz), —-134.1 (d, J = 151.6 Hz)




RRUEDEH

H NMR (400 MHz, CDCls)

20230322.680.fid ERRRRAAREAARANARSEARANER BRHARREEERENE
Utilisateur CHMC TY174 P T fe T P P T T ':_h-rz_: LA mw N“w
F F hEE 3000000
L B B
[ Iy
-, -OMe
"/ - 2000000
[
/ / - 1000000
I
L0
—_ T T T T
: L 000000 2,80 275 270 265
fL (ppm)
F 4000000
S EFELEED
L R ]
- 3000000 N
- 2000000
i H b
- 1000000 1 k- 500000
Fo
r T T T
740 735 7.30  7.25
f1 (ppm) -0
3.55 3.50 3.45
| f1 (ppm})
I
“ R ﬂ [ A
i3 Ty q
"o Ll - -
r T T T T T T T T T T T T T T T T T T T T T
0 105 100 95 9.0 85 80 75 70 65 60 55 50 45 40 35 20 15 10 05 00 -05
f1 (ppm)

'H NMR (400 MHz, CDCl,) § = 7.39 — 7.28 (m, 3H), 7.28 — 7.21 (m, 2H), 3.81 (s, 3H), 3.50 (ddd, J = 13.6, 7.9, 2.9 Hz, 1H),

2.73(dd, J=13.1,7.9 Hz, 1H)
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RRUEDEH

13C NMR (100 MHz, CDCls)

20230322,681.Ad

£ SEZ=228 RBRES EES 2 oezoaTno
Utilisateuwr CHMC TY174-C § Egggga '_“_‘ggé EES I g s e el
F I:| et WS b | il g
TR R R R
-, OMe 2 L E W/ 17
"|( | A | |io0oo L 15000
O | - 10000
|
5000 i )
' 5000
1
™m - k] ¥
FELE I Mw 0 Pl Dgarntavng ™ Yyfao
7 oy [ ; ; ; :
! N so000 , T 335 30 325 320
| 112 10 108 1 (ppm)
f1 {pprm)
- 40000
L 20000
Lo

T UL T T
1286 1282 1278
f1 {ppm} '

:mmﬂmmﬁ.mm!mmmmfmm&amwm U s ﬁwmwlemmmjﬂwmm

13C NMR (100 MHz, CDCl,) § = 166.9, 131.1, 128.7 (2C), 128.1 (t, J = 1.4 Hz, 2C), 128.0, 110.7 (dd, J = 294.7, 287.7
Hz), 52.7,33.3 (dd, J = 11.1, 8.9 Hz), 32.1 (t, J = 11.1 Hz)




RRUEDEH

g% 23

25 g

=H33 i}

FF v /

~ . -
A= Oke (
e |
O |
I
I
|
|
&
wl
. A
T N
] E
g 8
''''''''''''''''''' T T T L T T - T v T T 1
20 30 40 -50 &0 =70 80 S0 -100 110 -120 130 140 150 160 170 180 -150 200

F NMR (471 MHz, CDCl;) 6 =-118.0 (d, 2Jg¢ = 158 Hz), -146.2 (d, 2Jz¢ = 159 Hz)
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RRUEDEH

EEER R EEEE # gxmausgs
hhhhhhhhhhhhhhhhhhhhhhhhhh
LLLLLL Sndeginke | e
F._F |
@wcz-s,h,OMe |
|
|
| .
i
| J f
g3 853 99 28 3§ s
bl e ba B B E:
RN P! 25 53 E5
NSNS N
"

e
e T
— |
5-82

501

| 300
110+
1,00

T T Lo T T T T T T T T | — T T
Lo.or 8.5 8.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 35 3.0

H NMR (400 MHz, CDCl,) § = 7.37-7.27 (m, 5H), 3.56 (s, 3H), 3.27 (ddd, J = 13.5, 12.5, 2.2 Hz, 1H), 2.82 (td, J = 12.2, 1.3 Hz, 1H)
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RRUEDEH

2 BESF BREL @ @ gy
EFEIE G s58 O 11 e
: LI EEE i § o ARiaaaas
£ F [ =y NV - T e
\E] r,OMe
0

5-93

r T T T T T T T LN S | T T T T T | T T T T T T T T T T T 1
200 190 180 170 160 150 140 130 120 110 100 i} 80 70 60 50 40 30 20 10 1]

13C NMR (100 MHz, CDCl,) 5 = 165.3, 129.6 (2C), 129.5, 128.5 (2C), 128.1, 111.3 (dd, 'Jor = 291 Hz and 'J.r = 285
Hz), 52.0, 32.1 (dd, 2J¢ = 11.7 Hz and 2J.; = 9.8 Hz), 30.4 (dd, 2J¢ = 13.7 Hz and 2J.+ = 9.0 Hz)
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RRUEDEH

9F NMR of fluorobenzene

-113.1 -113.2 -113.3 -13.4 -113.5 -136 1137 -113.8 —-113.9




RRUEDEH

o

TH NMR of fluorobenzene

T T I T T T
6.95

T T T T T T I T T T T I T T T
6.90 6.85 6.80

T I T T T
6.75

—
6.70

-
ppm
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RRUEDEH

F
e 162.8
Chemical shifts 115.2
of
fluorobenzene 130.0
124.0
128.4

compared to @

13C NMR of fluorobenzene

(in CDCly)
F 2453 Hz
F-C benzene

spin-spin =— 21.0Hz

coupling

constants
) ™ 77z

33 Hz
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RRUEDEH

O o —

J — oo

o w F o oo

el e} TS

oo F < 5

N b "
| _N

—

19F NMR 377 MHz J K

1398 1399 1400 1401 -140.2
f1 (ppm)

1
E

-105.3 -105.5 -105.7 -105.9
1 {ppm)

|JIL —

10 0 10 -20 -30 -40 50 60 -70 -80 -90 -100 -120 -140 -160 -180 -200
f1 (ppm)

19F NMR (376 MHz, CDCl,) § = -105.6 (d, 3Jg = 5.9 Hz), -139.7 — -140.3 (m)
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RBRUEDEEH

R : BEETSEITIBEEE
| T— N p——— F e
S
H NMR 400MHz [ [
SSS885 | |
[ o esos i NN
.( r'lr ;{ - T | ||| J'
J J J J _ J J J
1
;o |
|
3.06 3.02 2.98 2.94
fl (ppm)
D[I I-ll lll \II l[l
S g 8 8 &
— (=] — — ™
9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 2.5 0.5 0.0
f1 (ppm)
H NMR (400 MHz, CDCl,) 5= 8.99 (s, 1H), 7.98 (ddd, J = 8.7, 5.2, 1.5 Hz, 1H), 7.62 (dd, J = 9.4, 2.0 Hz, 1H), 7.34

(td, J = 8.8, 2.3 Hz, 1H), 2.99 (td, J = 8.0, 2.9 Hz, 2H), 1.85-1.69 (m, 2H), 1.51-1.34 (m, 2H), 0.96 (t, J = 7.4 Hz, 3H)




RBRUEDEEH

M~ — - Oy =T
O3 - O =5 =T o =5 00 W - [ap]
[ IR e ] SN oo o =
— OO0 O O —— OO ('] =T
— — —— o [ R I I B o —
- i S |
e 8% 39 £ NN
= =I [ ey | [spap] [ I |
Lo o ©wo © Do LT
" 6 e N 4 N NP NP
! 3C NMR 100 MHz
| {
| |
| |
'JI WMWMMWWH b, »mn! v Ak bt st A AT VAL ¥ it 13
1645 164.0 1635 1630 1625 1535 153.0 1525 1520 1515 1510
f1 (ppm) f1 (ppm)
3385 S8 dada NCSS e=ee 14
5599 93 28883 SE8S SSEE
I Ny e —NA —
]
1 Ny i 11,12
9
10
||| 3 |I||I'| 1
I I ey H
IR W . . e R U ¥,
1;18 1;1? 1;16 1:15 1:14 1z'1 1' 130.0 128.5 127.0
1 1 (ppm) ﬁ) f1 (ppm)
6 8 7 5
4 3 l l
9
.I_I Lol A L'. ' —— J JL " (S
170 160 150 140 130 120 10 100 90 30 70 60 50 40 30 20 10
f1 (ppm)

13C NMR (100 MHz, CDCl3) § = 163.5 (dd, "Jpe = 253.1Hz, 4Jpe = 1.4 Hz), 152.1 (dd, "Jre = 256.9 Hz, “Jpc = 5.7 Hz), 147.0 (dd, “Jre = 6.2 Hz, SJ¢c
= 1.4 Hz), 141.9 (d, 2Jg = 16.9 Hz), 130.3 (dd, 3Jgc = 10.0, 4Jpe =2.2 Hz), 128.1 (dd, 3Jpe = 17.0 Hz, 4Jpc = 10.4 Hz), 126.2 (dd, 3Jpc = 2.7 Hz, e
= 1.1 Hz), 117.8 (d, 2Jgc = 26.6 Hz), 103.6 (dd, 2Jgc = 23.5, 3Jrc = 5.1 Hz), 31.3 (d, 3Jgc = 2.0 Hz), 30.9 (d, 3Jgc = 1.7 Hz), 22.7 (s), 14.0 (s)




RRUEDEH

(18] [¥e]
<3 ©
0 2

1' ] 1'

F
NH
19F NMR 377 MHz
|
-105 -110 -115 -120 -125 -130 -135 -140 -145 -150 -155 -160 -165 -170 -175 -180

f1 (ppm)

19F NMR (376 MHz, CDCl,) 5 = -116.0 (s), -173.7 (s)
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RBRUEDEEH

[ToRe N e Na iR o] =+ o -

D@ < © I~ 0O M w— & o O OoOWDN N DD ONWL DTS FTHODDDD O Do U s @
[o ) s S R ) e Tl =]

€ 03 e 0 NN N O At e QO MMk P 0O S 0 om oo F
P F= = P = = P P P P < <t < <t <+ < D I NN v~ v T T T T vO OO

—5. 2677
—5.1374
1
1
7
&
4
2
9
7
9
7
5
1
0
8
3
1
0
&
4
2
0
9
2
0
9
?
5
3

BNt e e N WS
,l'f ©i5/\/\
| NH
| r

"H NMR 400 MHz

iy
|
' /\xw,ﬁkﬂ_

o

5.35 5.25 5.15 5.05
1 (ppm)

|

0.50-
0.50-
2.01+
1.00-

75 7.0 65 6.0 5.5 50 45 4:19l ( 3)5 3.0 25 05 0.0
ppm

"H NMR (400 MHz, CDCl;) 6=7.39(d, J=7.4 Hz, 1H), 7.33 (t, J = 7.5 Hz, 1H), 7.26 (t, J = 7.3 Hz, 1H), 7.10 (d, J =

7.5 Hz, 1H), 5.20 (d, 2JFH = 52.1 Hz, 1H), 4.05 (qd, 5JFH =17.1, 5.6 Hz, 2H), 2.84 (dt, 3J,:H =28.3, 7.1 Hz, 1H), 1.90-

1.58 (m, 3H), 1.59-1.28 (m, 4H), 0.95 (t, J = 7.2 Hz, 3H)
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RBRUEDEEH

162,58
162,54

5713
56.92
47.84
47.82

L VN

12764
12761
12756
12753

1625 161_5
f1 (ppm)
o O o=— 00 00 O D
o = o ™ O G O~
F—~ I~ ~ I~ I~ D W W
NN N2 NY
i i'l
n‘l 7W| |” ‘
I l |U
117.8 117.4 11?_0
1 (ppm)

133 130

1
f1 (ppm) @
[Tom Iy
[om s o]
e
"
4 |
A.-\.'L»u-'l IWWWWMJ l'-w'\.maw
&7.0 86.4 858
f1 (ppm) 1
4 5

o - = D [a)]
3 N B A
— v 00O Cd =T
(o B o p B B At —
"/ |

F
|

F 5 4 11 13
No 0”7 N3 N7 N

| |
;\84!’\1/NH2

13C NMR 100MHz

12

I

160 150 140

90 70 60 50 40
1 {ppm}

30 20 10

13C NMR (100 MHz,
CDCI3) 0 =161.3 (dd,
Wrc = 245.3 Hz, “Jec
= 4.1 Hz), 134.0 (dd,
J = 178, 7.1 Hz),
133.5 (dd, 3Jgc = 6.2
Hz, 4Jec = 2.9 Hz),
127.6 (dd, 3Jpc =7.7
Hz, 4Jc = 2.5 Hz),
1174 (dd, 2J;e =
20.8 Hz, 4Jee = 2.7
Hz), 116.9 (dd, 2Jrc
= 21.5 Hz, 3Jg¢ = 4.1
Hz). 86.3 (dd, 'Jee =
171.7 Hz, 4Jpe = 1.1
Hz), 57.0 (d, 2Jpc =
209 Hz), 47.8 (d,
4Jec = 1.7 Hz), 31.3
(d, 3Jec = 4.8 Hz),
28.5 (s), 23.0 (s),
14.2 (s)
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-125.0408
125.7928
129.8487
130.6005

L
T

L, .

HFZC“‘K/U\OEt

"9F NMR (376 MHz, CDCly)

T T T L] T - L T T T T T T L T T T T [ T ] T T T
10 0 -0 -20 -30 -40 -50 -0 7O -BO0 -90 -100 -110 -120 -130 -140 -150 -160 -170 -180 -190 -200 -210
11 (ppm)

19F NMR (376 MHz, CDCl,) §= -125.4 (d, J = 282.7 Hz, 1F), 130.2 (d, J = 282.7 Hz , 1F)
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HFQC“‘K/U\OEt
" F " . | lﬂ'H | 'H NMR (400 MHz, CDCl;
| M M

¥ T T T T
6.2 6.1 6.0 5.9 5.8 5.7 5.6 2.80 275 2.70 2.65 2.60 2.55
f1(ppm) 1 (ppm)

i —
—
§o———

r--l-l -?hq- —-'—I """I"('P—'rr— |-|--- |—[-1 i
fus] o — © 0o s o4 & o [=NTs]
@ =a = oo o a o
— — o — — O — = 1
T T T L} T T T T T T L} T T T T T
0 7.5 7.0 6.5 6.0 5.5 5.0 4.5 4.0 3.5 3.0 25 2.0 15 1.0 0.5 0.c
1 (ppm)

H NMR (400 MHz, CDCl,) 5= 7.21 (t, J = 7.8 Hz, 2H), 6.80 (t, J = 7.3 Hz, 1H), 6.72 (d, J = 8.0 Hz, 2H), 5.94 (td, J = 56.1, 2.5 Hz, 1H), 4.33
—4.19 (m, 1H), 4.15 (q, J = 7.1 Hz, 2H), 3.97 (s, 1H), 2.77 (dd, J = 15.9, 5.3 Hz, 1H), 2.61 (dd, J = 15.9, 7.3 Hz, 1H), 1.24 (t, J = 7.1 Hz, 3H)
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13C NMR (100 MHz, CDCly)

S S W g

T T ) T T ) T T T T T T T T T T
118 116 114 112 110 530 528 52.6 52.4 52.2 3340 33.35% 33.30 3325 33.20
f1(ppm) 1 (ppm) f1(ppm)

180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
f1 (ppm)

13C NMR (100 MHz, CDCl;) §=170.7, 145.8, 129.5, 119.1, 115.1 (t, J = 245.0 Hz), 113.9, 61.1, 52.6 (dd, J = 24.0 Hz), 33.3 (dd, J = 5.0, 2.0 Hz), 14.1

44



RRUEDEH

19 F NMR MC-21-32 in CDCI3

-76.1066

F3C“‘K/U\OEt

'9F NMR (376 MHz, CDCly)

10 0 -0 -20

-30

-40

T T T T T T T
-50 -60 -70 -80 -90 -100 -110 -120 -130 -140 -150 -160
f1 (ppm)

-170

-180 -190 -200

-210

F NMR (376 MHz, CDCl;) 6 =-76.1
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H NMR (400 MHz, CDCly)

| | =
| || 1 | |'I ,rr |I
l J J S J
|
il
II ] I
ll | i Wy
il L
T e s 1 T 5 vl By 23 W
it I~ <t [is] g 0 0 o o
@ o Oy o o O o5 O =1
- QO ~ o s o o o
T T T T T T I T T T
0 7.5 7.0 6.5 6.0 5.5 5.0 45 4.0 35 3.0 2.5 20 15 1.0 0.5 0.0
1 (ppm)

'H NMR (400 MHz, CDCl,) 5= 7.24 — 7.17 (m, 2H), 6.81 (t, J = 7.4 Hz, 1H), 6.73 (d, J = 7.8 Hz, 2H), 4.56 — 4.42 (m, 1H), 4.19
— 4.05 (m, 2H), 3.90 (d, J = 9.9 Hz, 1H), 2.83 (dd, J = 15.6, 4.5 Hz, 1H), 2.62 (dd, J = 15.6, 8.8 Hz, 1H), 1.20 (t, J = 7.1 Hz, 3H)
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©\ 0 I~
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\ | LN
FiCt OEt LA
13C NMR (100 MHz, CDCly)
| | D
LA - ) A T
T T T T T T T T
T T T T T T T T T T
130 128 126 124 122 35.20 35.15 SS%LOWPW?)S.DS 35.00 34.95
1 (ppm)
|
I 1
|
]
I 1
1 [} ‘
| S
I T T I T T T T T T T I T T T T T T T
30 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10 0
1 (ppm)

13C NMR (100 MHz, CDCl,) 5= 169.4, 145.7, 129.4, 125.6 (q, J = 282.0 Hz), 119.5, 114.0, 61.4, 53.4 (g, J = 30 Hz), 35.1 (q, J = 1.0 Hz), 14.0.
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19F NMR MC-20-77A in CDCI3

FsC

H
N TO
G N~ CF
e
FsC

19F NMR (376 MHz, CDCl3)

—-82.4357
—-62.45833

-

-62.35 -62.40 -£2.45 -62.50 -62.55
1 (ppm)

T T
10 '] -0 -20 -30 40 50 O -7O -80 -90 -100 -110 -120 -130 -140 -150 -160
1 (ppm)

-170

T
-180

-190

-200

-210

F NMR (376 MHz, CDCl;) 5= - 62.4, - 62.5, - 74.2
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1H NMR MC-20-77A in CDCI3
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"H NMR (400 MHz, CDCly)

1 (ppm) |
I| '| A"
[ | . |
o I | J
| i
i i M U '} — i
o o O -—
@ o o w
(=] [op I ob I ot ] -—
T T T T T T T T T T T T T T T T T T T T T
10 95 9.0 8.5 8.0 7.5 7.0 6.5 6.0 5.5 5.0 45 40 35 3.0 2.5 2.0 15 1.0 0.5 0.C

f1 (ppm)

H NMR (400 MHz, CDCl,) 5 = 9.23 (brs, 1H), 7.48 (dd, J = 8.2, 3.3 Hz, 4H), 7.19 (dd, J = 10.7, 8.4 Hz,
4H), 6.85 (d, J = 18.5 Hz, 2H), 4.62 (q, J = 7.5 Hz, 1H), 4.59 (brs, 1H)
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—159.84
143.89
143.69

13 C NMR MC-20-77A in CDCI3

12964
—120.38
—129.32
—129.06
—129.00
—128.74
—128.67
28 41
2867
28 41
28.19
28.15

58.68
58.28
—58.08
—57.78

) N A

1295 129.1 1287 127 125 123 121
1 (ppm) 1 (ppm)

; i l Il ! i!.'ulilI U

| CEE EN A D I |

T | A T |
59.0 586 58.2 57.8 57.4
1 (ppm)

H
Uk 5

N~ "CF
DA

'3C NMR (100 MHz, CDCl3)

FsC

T T T T T T T T T T T T T T L T
160 150 140 130 120 110 100 20 80 70 60 50 40 30 20 10 0

13C NMR (100 MHz, CDCl,) 5= 159.8, 143.9, 143.7, 135.8, 131.4, 130.2, 130.1, 130.0, 129.2 (q, J = 32.0 Hz), 128.9 (q, J = 32.0 Hz), 125.1
(dq, J = 3.0 Hz, 2C), 124.1 (q, J = 271.0 Hz ), 124.0 (q, J = 271.0 Hz), 123.7, 123.4 (q, J = 285.0 Hz), 117.9, 115.9, 58.2 (q, J = 30.0 Hz)
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MC-2-41B
2010-03-09
tg ;8 g} g} SO NWSHOHEOMOAOOL OOAMAN
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TR P, NANNMMEM Mttt 00 00
Ssss 4 3% 9998883333333494549%% BRUKER
CRCSHC Rk A i Addddddd 4444444 AAdd
N [ T N
YA % vV VAN N NN
\\\\ \\\ NEME DICP
EXPNO 18
| I PROCNO 1
- I | ‘ | Date_ 20100309
| | Time 10.46
| INSTRUM spect
| PROBHD 5 mm PABBO BB-
PULPROG zgfhiggn
i Il TD 131072
i SOLVENT cpCls
ns 16
M, DS 4
SWH 89285.711 Hz
FIDRES 0.681196 Hz
R (B B A R U T T T T T 20 0.7340522 sec
‘ RG 203
-80.7 ppm -114.0 ppm -123 -124 -125 ppm  ow 5.600 usec
DE 6.50 usec
TE 296.5 K
n1 1.00000000 sec
WV ONOHANFHFOMOANOD®INOAMAN e SlaRiaty mes
OMe DN OWNOVWREANWREAN®DONALNMS®OOA OO MO e =002RE000: eex
ANANMODODWOWWOVWNOOMMOHMmMtt A dAdARNOO D>
WO boi LS e f6 0 s W kv s W sk mE s R o i w s
Cor S NNNMM OO NN W0 LN LN
HN QOO0 ddd AN NNNNNNNNNNNNNNNNN
00O A ddddddddddddd A A A A~
1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1 1
O O S U SO S I S U N N S | ggé‘f ggégéggggggwmz
C.F ~\‘::g;;i;gg§~:»<::SSE§§§§53333=___T E
347 == —— CHANNEL £2 ==
CPDPRG2 waltz1é
NUC2 10
PCPD2 20.00 usec
PL2 -5.00 dB
19 PL12 13.80 4B
20 - 19F NMR (CDCl,, 376 MHz) pron 3455327968 W
PL12W 0.45550090 W
SFO2 400.1816007 Mz
ST 65536
SF 276.5454120 Mz
WDW
sSB [)
LB 0.20 Hz
I i 0
| pC 1.00
[l
I I I I I I I I I I I
0 -20 40 -60 -80 -100 -120 -140 -160 -180 ppm

19F NMR (376 MHz, CDCl,) § = -80.7 (q, 3F), -113.7 - 113.9 (m, 1F), -114.3-114.7 (m, 1F), -122.2 - 125.8 (m, 2F)
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CH,CH,CH,CH,F: 3C NMR & =83.9 (d, 'J ;¢ = 165 Hz); 9F NMR & = - 219 ppm 2Jpy, = 47-49 Hz ; 3Jg, = 21-27 Hz

CH,CH,CH,CHF,: 3C NMR &= 117.6 (t, 'J ;¢ = 239 Hz); 19F NMR & = - 116.4 ppm (d of t, 2J ;= 58 Hz,3J ;= 16.6 Hz)

CH,CH,CH,CF,: ®C NMR & = 127.5 (q, 'J gc= 276 Hz); 19F NMR & = - 68 ppm (t, 3J 5= 11 Hz)

F F
(jﬁ lfOMe OMe

13C NMR & = 110.7 (dd, J = 294.7, 13C NMR §= 111.3 (dd, J = 291 Hz and
287.7 Hz); "9F NMR 6=-132.9(d,J J=285Hz), 9F NMR 5 —118.0 (d, J =
= 151.6 Hz), - 134.1 (d, J=151.6 Hz) 158 Hz), — 146.2 (d, J = 159 Hz).

F F

13C NMR 5= 98.85 (t, J = 276.4 Hz)
19F NMR &= - 107.7
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13C NMR 6 =130.8 (t, J = 22.9 Hz) 13C NMR 6 =130.3 (q, J=32.5
13 - -_— ’ ) )
C NMR:gf_: N:\fl_\z,'gfd_’ ;’12%46'9 Hz) 114.6 (t, J = 238 Hz) ; '9F NMR Hz), 123.9 (q, J = 272.7 Hz);
B ' S =-109.28 (d, J = 56.6 Hz) 19F NMR 6 =-62.7
©/\/F ©/\/CF2H ©/\/CF3
13C NMR 6= 145.4 (d, J = 277 Hz), BCNMR § =1149 (t, J=2355Hz), 3CNMR § =124.9 (q, J = 268.8
110.4 (d, J = 19 Hz), °F NMR & = - 126.7 (t, J = 22.6 Hz); '9F NMR Hz), 115.9 (q, J = 33.8 Hz); '°F

113.1 (d, J = 83 Hz) =-108.2 (d, J = 57.4 Hz,) NMR ¢ -63.8 (dd, J=6.5, 2.2 Hz)
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