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A — I R c = X
W RIEIROE

3.1 BRIER A
BT A FREREBENEER

3.1.1 T i A AL
1) WFEMBER (A 200ppm)
2) EEE T (R EEEFEERN) HER
3) A] B E Bk IR T
4) HERHN B BhIRRTTE], WTHE BhiE AR IR T

BCIE i B2 {5 B FAii%6
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MERL: REER. ERELE
BCRAFE: 1.1%; BCHIHLIE Ly yai11/4
S/Nec v3, Y3y = 1/64
(FEFISE LI &1 T A 111/5800)

3.1.2 &=k R BUE R 5

(1D XL EHIBCE L.

(2) HEHIRE i FIRE

(3) FRFEMIRE, WIS IR E

(4) XHZREH.

(5) XA EZEF K {ESLH 22 ¥ (Pulse Fourier Transform,
PFT)E:R.

o%e LBIMROMMIXEHEIRLSE
e L .
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3.2 13C NMRJF) 5256 7714

3.2.1 kLM AR i i 3R KR PFT-NMR
(Pulsed Fourier Transform NMR)

IR BT A

N HIFTA LR, 25Tzl

AT AR, FHE— RN RIZ 5 NG 5
(Free Induced Decay FID) , &g {37254k 1) ¥ %

TR F AR AR IRAE 5

ﬁﬁlr\l:_(:

(1) FERKHIERT, FrarBCHE R AR,

(2) kP ERIES R (10-50ps) , KK 1 B [A].
(3) PFT-NMRR & E 5, TEEMED

(4) ATSEILZ K 51 S5 o

o%e LBIMROMMIXEHEIRLSE
e L . =
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3.2.2 13C NMR #0118 2 R FRVEATAE i 1EE 2%

Nhr: JUHREEERE (TMS) ,8=0
AR CDCly, 6=77.0
DMSO, 6 =39.0
CD,0D, 6 =49.0
Fah: 10-30 mg

3.2.3 S A 5T
PFT-NMRA{CR AR I 77 V2R B e W
STAREAF: BCHIZ DR A2n+1 4 i 4k .

CDCl,, 5=77.0, =
CD,OCD,, 5=29.8, -LEi&

Ll
[
iR
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3.3 BBC NMRZEHEAR

Jii ¥ % it 22 {875 (Proton Broad Band Decoupling)

i FImI iR =157 (Off-resonance decoupling)

R ik F 2% (Proton Selective Decoupling)
11 =R (Gated Decoupling)

& I1#%E17:  (Inversed Gated Decoupling)
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3.3.1 T %im =187 (Proton Broad Band
Decoupling)

R FXGEREOR, IC/EBC{H}. ENFKIE(v)N, an
Pl—H = s s B #AEah e S R LRAR, =
T HEEMEEIv,) BRI R BT E 2 AL, NBCH
IHZ B R EHEi R, SR IO — &3 RIS 2L

J T w8 i = AR LA
1. BERR UG KK TR
2. REFEHK,

o%e LBIMROMMIXEHEIRLSE
e L . =
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NOEZX{ [ :

MK E ez A LB s e R . R
PE AIESLIR T, BT T IHB AR 55, Iﬁli‘%ﬁ?ﬁﬁi@
ARCMEHRE BHAPRS . 2 2 mrMEES/ER,

R R E AR 130, BCEZIRIRER T AT, HKIRET
1R PR INOER Y. -

=

55 B 3R B A (TH):

Y1H
2Y13¢

foc(lH) =— =1.989
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solvent
C-4
C-3 C=2
c-1
(a)

wmmwmwwmmMwwwwwmwmwwmmw*ﬂmwmmmmmwmwwmmm

1
H 3 Z/COOH
c3=—c
AN
H,C* H
(b)

|

N b SRS

160 140 120 100 80 60 40 20 &

"

Lwmmnuuwmwmmummmmmmmmmum&

(a) JATFwmamEE (b TR
3-1 B EEZAY13C NMRiE

.:‘ FiSifRA i IXEERL S
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3.3.2 i FiRILiE =18y POy anantical.com

decoupling)

KA —AMPREEIRDN, RT3 2 A5 1R 2 K537
EE EEE, HERN~INEEE.

B,, H1H513C— 7

fRItiR R0 B R FEY, BCEEREETEARSE L EST
NARE THEERFRE, M EiRE T5E.

1R EE R, CRUWEE & H0
Jc.u X Av
J, = A p—f LR 2B IR w5 i 7 IR
B, y/2m PR vy 22
B, — B K58

Itk = HREIR i ERKE R M, LTRmE
USR5y BN, R ZIFR
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1
/C:C\
H;C H
gL 1
¢ 11 ‘ v

v L 11, N

(a) 'H it (b) A Z:{H *C (c) BT (FREF) EFrEEE
(d) BTt sy, ik EE— M 6~8 ppm)
(e) ETMILIREE (O, EETHN&H—é~1ppm)
A 32 BEER "CNMRi#

o0 LiFiiRDiRIXEHIRAE

4" Shanghai XiYou Analytical Instrument Co. , Ltd.
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3.3.3 i FiEFEMEMEE  (Proton Selective
Decoupling)
AEEINR(V)IE T F R IRE O %, HBy
i /N (RT3 ZERRIIIR) B, 5ZR-FHER
Bk 30 A T AR R LI, - RINOEAT 15 25 553 5 31 K,

¢ 11l ‘ 2

I AL, a

(a) 'H it (b) AEEN 13C it (¢) AT (B b)) S8 d @
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3.34 ] x:  (Gated Decoupling)

KAFFRIKT R, W5 H13C NMREE LR BE13C 51 HZ
FIFREER, XANOERRNL, W] T548 s (A

L Trik. FERCHLIBKIZ BT, Sk, 136
O AIREIDSES B0, B i

COOH

H3C

(b)
C: C4

l
If.-D l:I{] 1‘10 1;30 Eﬂ ﬁD 4{! 20 ppm
(a) FETFREHERBE (b (1EEAE
M 31 ESER) “C NMR i#

l
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3.3.5 I 1#%=1M%:  (Inversed Gated Decoupling)

NHRATHINOER] I 135 £BE. N RS M L8y,
R Rk St B TR o8 R AR N AR B, B A] 45 NOEYH FR HY
ﬁ ﬁ'ibfl%ha

SREG TR R AISCRLIN bk b B RIR 5 I JE 2548 ik
B AR ZFID(E 5 RN 21T, FF HIE RSk
MR EIRET, WL T>T1 (TR S 13C
B A ] RIS TR

J 1195 = ARVAAE B TE P e S WL SR 7 20 H IR F B
B, TR T EELEK.
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3.4 BCU A RHIH AR

Vo= S By(1-6)

Va = V
S = c 0 x 10°

JF R o C; = Ogja T Gpara * 0 * Oped

Gia HEAM R B F IR 2 ORI
SRRIER TR PRI B R b, T DAsHL TR
LpHI TR . O XTRCH AR EBHE,
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Cpara; FEIRIE & A R T (AipreT) PR AR ) Eﬁé

e“h

Gpara = —

F?;Z BE5og 7 AR, 2BCHZEERCEE N EE R E R

2

2m3¢?

1> Szi/)j\]%&ﬁﬁ[ﬁAE j(’ cparaﬁﬁd\9 %Eﬁ?jgg’ ;g\::/tt‘ﬁ[:\%/fj

BERD:

_(AE)(r2)*(Quit2: Qnp)

B#N

Bl WAkiE o> o* AE K, HIRMVEEERD
wE non*, AE /D, HKIRGZEERY

2) 2pHT5# IEHEE%EI’JEWH 2pHIET K, r3E/DN,  Oparail

IR, EBERES, H

IR EE R

3) pHIEHTEEE (Qn) FEFHIETTQNp

G,. PR T FIH:

R B

Omea: 1/ HIBRMAE FH -
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3.4.2 o R R 2R

1. R T HI a4 5E
sp3 0—~60ppm
sp2100—~200ppm
sp 60—~90ppm
2. R THIRT = EE
ZAN BT EEN R, BER BN R, AR R E s
(CH,),C* (CH,),CH (CH,);CLi
o(ppm) 330 24 10.7
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TR
T3 8E/E A B R BT =05 .

H,c 1328 H

H,C— CH, c c\ CH;CHO
123.3 H - 152.1 CHO 201

191.4

SRR EA YIRS HE Y, SR RBEAR, B HIKG.

O 195.7 O 199.0 %

¢ ‘ J:Elifﬁﬁnilﬁix%%ﬁﬂ?

Shanghai XiYou Analytical Instrument Co. ,
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SR &), IR IR AR E R R 3 .

140.2

137.2 138.7
\/\ \
112.8 \A\né.é PhA\UM
75 RN
SHEAERUREME, (A% SNE BT =K, SRk
YR, MEIE K.
CHJ] CHBr CH,Cl CHF
S Copm) =207 200 249 80

o0 LiEMRDIIXEERAE
<o i c

Shanghai XiYou Analytical Instrument Co. , Ltd.
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b

BT (B SMEAFEENET, SHAABRIBZ A5
EEvERE MR, e S5 H B MEERIRE, HFolEsmHmHhie.

CH, CHX CHX, CHX, CX,
5 Copm) -23 278 528 772 955 (X=Cl)
218 -551 -I4L0 2925 (X=I)

AP H 0,  SRIKIn#%sh, SEHIEK.

¢ ‘ LiEifRAiIXEFERS

Shanghai XiYou Analytical Instrument Co. , Ltd
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5 P RN KEE 5 BUIE B B A KM JSS, a-CHpmx
58, PB-CHiXZ, 1H=2y-CH %Ry, o 1 2[R
X6} S 2

F*3-2 gRESHEMEFABELAS (ppm)
X—CH,;—CH,—CH,—CH,—CH,—CH,

B Y & g
X a—CH, p-CH, r-CH, o-CH, &CH,
H d 13.7 22.8 31.9 31.9 22.8
I Ad -7.2 10.9 -1.5 0.9 0.0
Br - Ad 19.7 10.2 -3.8 0.7 0.0
Cl Ad 31.0 10.0- -5.1 0.5 0.0
___Ii_ Ad 70.1 1.8 6.8 0.0 0.0

o0 LiEMRDIIXEERAE
®

Shanghai XiYou Analytical Instrument Co. , Ltd.
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3. MLARRIMN.
(1) BUChe 2 i & B

SR ER SRR, SEH K. B
R Xz, SR,

#l: fHBK < M ix < MK < Z=hx

CH,R CH,RR, CHR, CR, (R=CH,)
§ (ppm) 5.7 154 24.3 314
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(2) y-BH &M (y-gauche effect) : HFPEUCER

fy i IR T IS 1Al =137 o

Ysyn Yanti Ysyn

H H
) .
N /7/ \\\‘7/
\\ C\

I

F32 ARECHEAELFABFELAS (ppm)
X—CH,—CH,—CH,—CH,—CH,—CH,

B ¥ &
X a—CH, B-CH, #CH, 5~CH, eCH,
H 5 13.7 22.8 31.9 319 22.8
I A 7.2 10.9 ~1.5 -0.9 0.0
Br | Aé 19.7 10.2 -38 0.7 0.0
Cl A8 31.0 10.0- 5.1 0.5 0.0
F A 70.1 7.8 6.8 0.0 0.0

¢ ‘ FiSifRA i IXEERL S

Shanghai XiYou Analytical Instrument Co. , Ltd.
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XTI BRI TE HI7S T, =55 AL 30N B N 2

3061_1 Cl_IB’ZO 1
04
Hﬁ%
30.6

|

\\

11.4

282 214 12.5
CH3 /CH2* CH27 CH3
122.8 —
/C C\129.7
H H
36.1
H\}j . CHj;
V. N
o) CH;

31.1

FiSifRA i IXEERL S

Shanghai XiYou Analytical Instrument Co. , Ltd.

00

LA e 57 A R B A ZRAUIS L

H
HC Y a Uk
2.7
35.6
341 221 125
H\ /CH2*CH2*CH3
1239 C— C. 1306
N
CH3/ H

16.5
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279 0.6527.6
326 = 329 488
OH
263 3686 g7 215 M 65,1H
H OH
B = i =%,
T2%
TE% T:%
T1%
69%
2%
3% 204, I
| |
70.7 ppm 48.0 366 326 279 263  uams
65.1 48 8 14.132.9 27 .8 21.5 18
E3%1 -HTE-RCENE NHEER

* ‘ FiSifRA i IXEERL S

Shanghai XiYou Analytical Instrument Co. , Ltd.
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4. FA R Z XTSRRI
(1) 4

Hgm{EH EZRIIARENEY £, C=0FErix% ) H
%Z_\‘ Lo fE IS%TEE ’ 'fﬁsc:oﬁj( o

I

191.5 196.9
o 0
< :
O/H
1957 200.0 204.1
0 o e
< | < |
H H
N~ o
H

¢ . J:Eifﬁﬁnilﬁi)(%%ﬁﬂf’

Shanghai XiYou Analytical Instrument Co. ,
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(2) %5

£33 RANEREFABHTE (5. ppm)

Sl C, C,» C C,» G, C,
CCl, 146.5 115.3 - 129.5 118.8
(CD,),CO 148.6 114.7 1295 117.0
(CD,),S0 149.2 114.2 129.0 116.5
CD,CO0D 134.0 122.5 129.9 127.4

(3) BE
(4) [FNERM

.:‘ FiSifRA i IXEERL S

Shanghai XiYou Analytical Instrument Co. , Ltd.
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3.5 H RO
%3-4 BCHFNUBTLTERE

L[4 Oc» ppm 5[] Ocs» ppm
R— CH, 8~30 CH,—O 40~60
R,CH, 15~55 CH,—O 40~70
R,CH 20~60 CH—O 60~75
C—I 0~40 C—O 70~80
C—Br 25~65 C=C 65~90
C—Cl 35~80 C=C 100~150
CH,—N 20~45 C=N 110~140
CH,—N 40~60 EEY 110~175
CH—N 50~70 BR. ME. MEiZ 155~185
C—N 65~75 N 185~220
CH,—S 10~20 NP ~5~5

¢ ‘ LSt R IXEERAE

Shanghai XiYou Analytical Instrument Co. , Ltd.
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1. B ke

Oc = -2.6—~60ppm
35 C~C,EHMIEMNS.H (ppm)

y e C, C, C, C, C,
CH, -2.6

C,H, 5.7

C,H, 15.4 159

CH,, 13.1 24.9

CH,, 13.7 22.6 34.6

C.H,, 13.7 228 31.9

C,H,, 13.8 22.8 32.2 29.3

C.H,, 13.9 229 32.2 29.5 .
CyH,, 13.9 229 32,2 29.7 30
C,Hy, 14.0 22.8 32.3 20.8 30.1

.:‘ FiSifRA i IXEERL S

Shanghai XiYou Analytical Instrument Co. , Ltd.
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ol

ScHI LSl .

Ocq) = -2.6 + 9.1n, + 9.4n; -2.5n, + 0.3n;
n. nAEINERo. By v SAIERIELH .

A\

1. 5%

na\ nB\

CH,~CH,~CH,—CH,-CH, —CH,
1 2 3

Scr= -2.6+9.1+9.4+(-2.5)+0.3=13.7 (13.7)
Scy= -2.6+9.1x2+9.4+(-2.5)+0.3=22.8 (22.8)

8cy= -2.6+9.1x2+9.4x2+(-2.5)=31.9 (31.9)
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X TR K18 THE, FRANKLIETRS
Oc =-2.6 + 9.1n, + 9.4n; -2.5n, + 0.3n;+ S

1 2 3 4
H3C_HC_ CH2_ CH3

CH,

O6cy =206+91x1+94x2+ (=25) + (=1.10) =217 (21.9)
Oc, =206+97/x3+94dx]+ (=3.7) =304 (29.7)
Ocy; =20+97Ix2+94x2+ (-25) =319 (31.7)

Ocy =—20+97x1+94dx]+ (=25) x2=1709 (/1.4

AR5 R RIEE% S
1°(3°) S B AT i) A -1.10
1°(4°) 5 R 405 S -3.53
2°903°) 5 BB 40 EE B bR -2.50
2°04°) S FERAB R 00 P . -7.5
3°(2°) L5 {rfr e 0 % ) LT -3.7
3°(3°) S AU AT B A A 95
4°(1°) 5 AR R =0 -1.5
()5 MR EN TR -8.35

.:‘ FiSifRA i IXEERL S

Shanghai XiYou Analytical Instrument Co. , Ltd.
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2. B EERR b ke
Oc(k) = 6¢c(k,RH) + > Zi(R;)

Oc(k,RH): REUTHIKekE + kb )R T I8¢ 1E -
Zi(R)): BURERX kikJE KA B & .

| 2 3 4
CHz CHz CHz_ CH3

OH

BSE 13.4 250 250 134

PAKFEC-11-OH 48 10 -5 0
S-itEME 674 350 200 134
SSLfE 614 350 197 @ 136

aaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaa



http://www.xy-analytical.com 021-67632300
3. ek S BRI b e

5c = 22~28ppm (A% -2.8ppm)

#3838 HEREAMFLEVASE (ppm)

Haw B &4 8- e
2N -2.8 I R O - W < 39.5
BT 22.1 2 18.7
2Ny 25.3 HE L5 18.2
ok 26.6 FRE TR 72.6 22.7
2. 3 28.2 SR R 68.4 26.5
g 26.6 T AER bR 31.7 31.2
2 = - 258 BB I 47.1 25.7
g 25.0 —H N 66.5
o 3 N PEG
69.5 29.1 479 'D O
O <17 O 27.8 O 278 \) 65.9
24.9 26.6 75.0 26.6

o0 LiEIMRAIMMIXERIRLE

.‘ Shanghai XiYou Analytical Instrument Co. , Ltd.
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BURER DA 2 R 2B AR
5c,=26.6 + T A

F39 HoiR (EE266ppm) BHHRREESEEE A, (ppm) {H

. C, C, Cq Cyr C, C,
& L= d . = | = d £

CH, 1.4 6.0 5.4 9.0 —6.4 0 0 -02
OH 39 43 5 8 -7 -3 -1 -2
OCH, 47 52 2 4 -7 -3 -1 -2
OAC 42 46 3 5 — -2 0 =2
F ]| 64 3 6 —7 -3 -2 =3
cl 33 33 7 ) -6 0 4 2
Br 28 25 8 12 -6 -1 -1
I 11 3 9 13 —4 3 -1 -2

* ‘ FiSifRA i IXEERL S

Shanghai XiYou Analytical Instrument Co. , Ltd.
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3.5.2 &R

1. JFES. HIHE

1) ZJ&: 1233ppm, HUfXZ%: 100 ~ 150ppm:;

2) BRIER: §(>C=)>8(-CH=)>§(CH,=); ImhifEiE ~
110ppm;

3) &R R F RIS A K. BT a-bkJE K8

B KL 4 ~5ppm, HE (B-v y- .oov BKETF)
PIO(E — Al Z7E 1ppm A Y ;

22.8 31.9 1239 34.1 125
e 165 ~
' 319 228 1306 22.1

o%e LEMRDMIXEHIRAE
e L .

Shanghai XiYou Analytical Instrument Co. , Ltd.
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O . R REERIISHZER K, Llppm; (AR E
TR B % 5% 5ppm.

12.1 17.6
o O e
H125.0 H H 126.1 CH,

5) JLHEXUEE A TRl Pt JR T8 (B AL T 8K o

H)C CH CH CH CHj
1139 137.5 132 129 17.6

o%e LEMRDMIXEHIRAE
<o i c

Shanghai XiYou Anal ytical Instrument Co. , Ltd.
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6) RGP RIBKHI8: 1K, £1200ppm; T P b H) I ik
MEFE.

H 854 H A~
HoC C CH; cCccC H,C C O
2135 748 HiC ”07.1 Cl1'|46 25.0 194.0
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2. BRERSHIIERITHE
5c,=123.3+ XZ+XZ,+XS
Z N Zy 57 AR 7 R P B H £ S IET.

£ 310 BEKHES MitHApSEEE
—CH,CH,CH,—CH=CX—CH,CH,CH,—

Y & o a 8 ¥
BfLE o B y a B Y BIE(H (5)
C 10.6 7.2 -1.5 =19 -1.8 1.5
C(CH,), 25 — —_ -14 — — aa’  (trans) 0
CyH, 12 — — -11 - — (cis) -1.1
OH — 6 — — -1 — oo 4.8
OrR .| 29 2 — -39 -1 — o a 2.5
OCOR 18 - - 27 — - BB 2.3
COCH, 15 — — f — —
CHO 13 — — 13 — —
COOH 4 — — 9 - —
COOR 6 — —— 7 — —
Cl 3 -1 — -6 2 —
Br -8 — — —1 2 —_
I =38 — — 7 — —
CN =16 — — 15 — —

* ‘ FiSifRA i IXEERL S

Shanghai XiYou Analytical Instrument Co. , Ltd.
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3.5.3 Hkz

RIS AH HIHF A :
(1) R AR — R AE60~90ppm.
(2) S5 HER M EFR6e M =37 5110 ~15ppm.

CH;CH,CH,CH,CH,CH, CH3CH, C C CH,CH3
13.7 228 319 144 121 79.9

(3) PRI GWAERERIAER, MERHRERE KT, A

FAIE R BRES [F] 153
HCCOCH2CH3 Ph C CH
23.2 894 83.3 77.7

o%e LEMRDMIXEHIRAE
e L .
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http://www.xy-analytical.com 021-67632300

(4) FLHEBUR A B PR B IS B #IT, /N T PR .

Ph C C C C CH,OH
80.8 72.2 73.5 78.3

(5) FERAEVIFIIRERFISA T (110~140ppm) .

109.4
CH3CN HZC:CH—CN 126.9 @CN
1.3 116.7 117.5 1298 129.8 115.9

aaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaa
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— LGRS S IR O 1B

32.7

22.1 221 28.0
30.2
32.6 245 0.6
123.3 —
137.2 130.8 127.3 132.7
0
Br Cl OCH; OAc 209.0
— — — — 105.1
115.0 122.0 117.4 126.1 49 1532 96.4 141.7
133.8
192.1 196.9 117.5
CHO COCH; CN
-/ _/ _ - O
136.0 136.4 129.3 138.5 137.8 107.7 113.3 1402 198.0
129.3
— ———CH; CH;—O0CH; 150.7
71.9 669 792 2.2 28.0 884

FiSifRA i IXEERL S

Shanghai XiYou Analytical Instrument Co. , Ltd.
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3.54 5% ) @R

1. 75 JESAE HIHF M. 3 2

(1) K3 5:=128.5ppm. [RILLHK R T HISc LT A Z BT
M. 25 B FHAEE (0-NHyw -OHD 4R, XIOrfk 5116
FE; WERFERAEE (40-CN. -COOR) #<l. XFArfk/E -+
18 IR 37 o

(2) KEHAREECASIEIATEZ, B BURRA K
HELRE (I1-C=C. -CN. . -Br) MHCAMS M E .

(3) BREM D SOHZE, ECIHISHE I & .

BUA#PH —H —CH; —CH,CH; —CH(CH,), —C(CH,),
HXTEKS 0 +9.3  +15.6 +20.2 +22.4
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1. BRI S fE I 55 Q
4 7 R
6Ci=128'5+ ZZ1+ ZZz+ZZ3+ZZ4 3 2

Z, (MAERFEME) « Zy (BBH) « Zz ([EIHD)
Z, (ML) HISAIS

%312 HEELEIRS (ppm) {HRYSIEEH

4 Lf:: >*R
|

3 2

A H: R Z, Z, Z, Z,
—H 0.0 0.0 0.0 0.0
—CH, 9.3 0.6 0.0 -3.1
—CH,CH, 15.7 0.6 0.1 -2.8
—CH(CH,), 20.1 2.0 0.0 2.5
—CH,CH,CH,CH, 14.2 0.2 0.2 2.8
—C(CH,), 22.1 -3.4 0.4 -3.1
N 15.1 -3.3 -0.6 3.6
—CH,Ph 12.6 -0.1 0.4 2.5
—CH.CI 9.1 0.0 0.2 02

o0 LiFiiRDiRIXEHIRAE

4" Shanghai XiYou Analytical Instrument Co. , Ltd.
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e T

Bt r Z,
—CH_ By 9,2
—CF, 2.6
—CH,OH 13,00
7
0 L.
—(CH,NH, 14,5
—CH,CN |6
—CH=CH, 1.6
—C=CH Yy
—C=N 16,0
—Fh 1300
—F 5.1
—l 6.4
—Hr -54
= 32.3
—iH 26.9
e MG
—CH, 2
—OPh 29,1
—OCOCH, 230
—NH, 19,2
NHCH, 217
— N0, 19.9
—CH{Y Wil
~SiCH,), 13.4

L £,
. i1 0.4
3.1 0.4
1.4 0.0
=N ]
=16 -2
7 0.5
—-1.E -1.8
1.8 0.4
35 0.7
~1.1 0.3
—14.3 1.4
1.2 |0
i3 22
G 24
-12.8 I.4
2.2 1.9
-14.7 0.5
15 3
6.4 1.3
=124 I.3
-16.2 0.7
4.5 1.9
1.2 1.2
4.4 -1

E-I
—.3

14
-1.2

-0.3

-2.0
0.7
-5
0.2
4.3
—1.0
—44
=1
1.0
.4
74
-136
-&.1
5.3
-13
0.5
~11.8
.1
.00

FiSifRA i IXEERL S
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3. T N7 A3 HISAE

i
—eEHHLEYINIO(E
13300 126.3
125.4
131_€ 128.2
‘ ‘ 109.6 ‘ ‘ 108.2 ‘ ‘ 127.2
[ ] 142.6 [ } 118.5 [ J 125.4
O N S
H
136.2 157.4
X 1242 122.1‘ Sy
128.5 ‘ A 149.6 )159.5
N N

.:‘ FiSifRA i IXEERL S
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3.2.6 KEALED
o BRIEEBRIE FINSTERET
EF: 1) 3E non*, AE/D, LIHEMBEERY
2) HEIRBN: BREEGRE T
\ NOXS.
/C—O <«—>» (C—0

o FRIES B B 1R R T ANV ZE BIAHE, B
TR TR a1 AR, JLIRRE R =3 7 T

\ ®0 \ O
/C=O <> C—O => (C—O0
X X ®X
N\ \® O NS
\ SN S N P
C=—C C=—C C—C
/N /0 /N

aaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaa



http://www.xy-analytical.com 021-67632300

(1) B  190~—208ppm

36.7
CH;CHO CH;CH,CHO PhCHO
31.2 2005 5.2 202.7 192
(2) B  190~220ppm
132.2
CH3;COCH; CH;CH,COCH,CH;  CH3;CH——CHCOCH,;
30.7 206.7 2114 142.5 196.2
285 566 990 223
W.l T‘WS
O 0 O O
H
~20% ~80%

¢ . FiSifRA i IXEERL S
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B TR 3 5 6, (ppm)

WEY) 6 (C-1) 6 (C-2) 6 (C-3) 6 (C-4)
3 2 204. 6 41.1 15.5
(CH3),CH—CHO
3 9 205. 6 42. 4 23. 4
(CH3);C—CHO
302 1 193. 3 136. 0 136. 4
H,C=CH—CHO
43 9 27.5 212.5 41. 6 18.2
(CH3),CHCOCH;
A3 21 24. 5 212. 8 44, 3 26.5
(CH;);C—COCH;
301 28. 6 45. 6 218.0
(CH3);C—COC(CHy)s
5 1 90. 2 175.5
ClLCCOCCK
1 2 3 128.0 137.1 197.5 25. 7

H,C=CH—COCHj3

.:‘ FiSifRA i IXEERL S
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(3) BRI FE. BEs. Bihg

i I

H,C C  OH ~—C OCH;
177 171.3

(4) . 5FHKNER

(0]

WIS, (ppm)  207.9

¢ . FiSifRA i IXEERL S

Shanghai XiYou Analytical Instrument Co. , Ltd.

o

213.6

155~185ppm
0 0
H;C C NH, H;C—C—Cl
172.7 170

(), O Uk

208.5 2114 215.6
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3.6 fxit A A
wHHEESES: C-H. C-F. C-P,

3.6.1 '"HE5BCHIES
1.1J
(1) sHLT T IR

1Jc|.| =5xs%

CH,—CHj, (sp?, s%=25%) 1J = 5x25=125Hz(125)
CH,=CH, (sp?, s%=33%) 1J = 5x33=165H2(156)
CcH;  (sp? s%=33%) 1J = 5x33=165Hz(159)
CH=CH (sp, s%=50%) 1J = 5x50=250Hz(249)
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(2) BUREERIZZ M. IR e B E G K

CH, CH,NH, CH,OH CH,Cl CH,Cl, CHC]L,
1J (Hz) 125 133 141 150 178 209

(3) KRR KT KR, JEBHEK.

A oONg

1/, (Hz) 161 131

o0 LiEMRDIIXEERAE
<o i c
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— B AL A YAy (Hz)

H

H

H
H H H
H 7"
Vlm 134 0’129 125
AU Neu =g
150
g ' 0 0’145 O 140

o0 LiEMRDIIXEERAE
®
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2. 2Jcy~ 3Jdeu~ 4cu
(1) 2J 5—~60Hz
SHTHAME, ek,
S5RETHZE, B 2oy EB K.
(2) BE¥E 33 0~30Hz
R Rk T~15Hz, — 33y > 2 oo

*
H (o)

2 Jop =0~4Hz
3Jcq =7~10Hz
H@m)  4).q=0~2Hz

o0 LiEMRDIIXEERAE
<o i c

Shanghai XiYou Anal ytical Instrument Co. , Ltd.
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—EFIEH S IRy (H) 1B

Me CO,H H CO,H
CO,H > >
& 3.1 3.4

H Me
262 H

o) H S
0o Qo W ..
H . H
>_<Z 7-9 25 //HZ 25 - 30

O
H
[::]:F [::I:Cl [::]:Br ::::[I
H H H H
-4.9 -3.4 -3.4 -2.5

o0 LiEMRDIIXEERAE
<o i c
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3.6.2 BCH5RETZIHHHEE

1. /i (D) 5BCHIES
1JCD 20—30Hz, JCHIJCD=YHIYD=6'5

HCH 7 2N+

2. F 5 BCHILE
Jer 150~350Hz, 2 FEnt 13k

12

2Jcr 20~60Hz; 3Jor 4~20Hz; 4Jor 0~5Hz

aaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaa



http://www.xy-analytical.com 021-67632300
— L SMIRYFSBCH B E M JHz)E

(=L’ Jer 2 cr Jcr Tcr
CH,F ~157.5 — _ _
CF,CH, ~271.0 41.5 — —
CF,CH,0H ~287.0 35. 3 — —
F,CHCOOC,H, ~243.9 29. 1 — —
CF,COOH ~283. 2 44 — —
CH, (CH,) CH,F —~165. 4 19. 8 4.9 <2
CF,=CH, —287 — _ _
CF,CH=CH, ~270 37.5 4 —
CHLF ~245. 3 21.0 7.7 3.3
p—FC,H,0CH, ~237.6 22.8 7.8 1.7

o0 LiEMRDIIXEERAE
®
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3. 3P 5 BCHIHE
5(TP: \J 50~180Hz; 2J. 3J 4—~15Hz
3thP: \J 20~50Hz; 2J. 3J 3~20Hz

— Ly AP S SCHIBA R RS (Ho) B

%%% lJCP 2JCP 3JCP 4JCP 5JCP
(CH;0) ,P (0) CH, 144 6.3 — — —
(C,H;0) ,P (0) C,H, 143. 4 7.3 6.9 — 6. 2
(C;H,0) ,P (0) CH,C1 158. 6 — 7.4 — 4.9
(CgH;) =0 105 10 — — —
(C;150) ;=0 — — 7.6 12 5
C¢HsP (0) H (OH) 100 14.6 — 12.3 —
P (CH,) ~13.6 — — — —
P(CeHs) 4 -12. 4 19.6 — 6.7 —

.:. FiSifRA i IXEERL S

Shanghai XiYou Analytical Instrument Co. , Ltd.
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3.6.3 1H& % AN H

HO —4 /
4 “ ) 2 OCH,
cHO  CHO
4
3
t !
Ea} - JL_P.;... - I —"—.'J"'-Fl"'" - ] ’ W
192 45 15305 .0 . 13055 11555 56.45 ppm
178.2 110.15
163.0
173.0 162.1 160.7 131 (H)
1J
17
9.6
48 1"'.-'.3 L2 Sl
1y : 1.3 73
1 32
®) J.t\ ko ”J l ‘

(a) W EMERE b £ESHWE
B 327 EREEMABE

* ‘ FiSifRA i IXEERL S
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F;C 2 o} 3
1
C,H,F,0, 150.0Hz
4.4Hz
264.6Hz
19.1Hz
41.9Hz
m-dt.::_. Sliepiasiptgey ‘*l ot ““J-—h-b——
T 1 L T T T
206.3 159.05 116.5 55.2 29.85 ‘ 0 ppm

=R CEHREEHIBC NMRIEE1E (55F: CD,COCD,)

¢ ‘ FiSifRA i IXEERL S
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3.7 B 51 B
3.7.1 — 42 k3L R S5

i 45 4 E A E R
i s 2
| i S(4 1)
./M\ A AN AL

VY VV\/\/V\/VVVVVV\/

T 4 B iR R AL T HIIR RTINS .

AT ARSI H) /R BRI AN [F] B Rk B e dk &t
(ARG

RS A 5 U BEAT B R £R
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Multiple Pulse Experiments

prepare mix

-l—T—h \:

evolve detect

« tis less than full relaxation time of FID, so second pulse
interrupts relaxation.

« Varying t (time between pulses) and observing change in
FID (or spectrum) gives additional information about
system.

« All of NMR techniques from here on will be multi-pulse
experiments.

o0 LiEMRDIIXEERAE
®

Shanghai XiYou Analytical Instrument Co. , Ltd.
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3.7.2 APT/~: (Attached Proton Test)

JRE: APTVA 2RI BCE SHZ 2 FIFRERE ()
YER, X T 5w 2 BHBCE S HEAT RS T SSE . K
&P FEIRE FBCE SR REMMFS=EER

Y= 1/, ZHRMCH,IE NI, CHINCH,
[‘[l%y\jl:_{m%o

o0 LiEMRDIIXEERAE
e L . =

aaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaa



C5, 2 OCH,
C4.C6.C7.C8 AcNH
CHeCH,
WWM
C4+CH
Cl1, AcNH
®
gl vl o b e S et et e v g A S e ,:‘-‘h 4MUL-..-JWM

7T 1 ‘" T ‘" T ‘* T T 1 T T T 1 T T T T T 17 T
180 170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 ¢

A APT
%0 LIERRAMINESRLS

4" Shanghai XiYou Analytical Instrument Co. , Ltd.
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3.7.3 INEPT/%: (Insensitive Nuclei Enhanced by Polarization

Transfer)
H |7(__ T le—T7T—3 e— A—> [«— A—> ;;//]/3/]3/3///
|| | | |
a b c de /g
Ne (—T——)_(—A——) <« A —>
el \/z z',ﬁ \/ ’”/
INEPT kA5

M A=1/8JF, CH. CH,AICH,I& N IFiI&,
HA=1/4J0F, {XHILIE K CHIE;

HA=3/8JK, CHMMCH,ENIENE, CH,IERNMIE,
INEPT i A H I 2= 0 .

.:‘ LiitROiXEERAE

Shanghai XiYou Anal ytical Instrument Co. , Ltd.



A=3/8)

d) CHtCH,{CH,1?

A=1/4]

& CHY \ 1
A=1/81
) CH¢t CH,tCH,t L J [ | |
L1-Me
7 o-Mc
T 4 5-Me
9 1 /(3
658
(w) | “CcNMRr u I
2

1 .

150 10 50 Ppm

B-£ % ZHipY13C EFINEPTIE

gF

¢ . LSt R IXEERAE
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3.7.4 DEPT: (Distortionless Enhancement by
Polarization Transfer)

" H(; | %4 ON
—> [€ —> [« —>

C
H AQT

2410=45°C (DEPT-45°Z%) , CH. CH,fICH,l% N IFI&;
216=90°C (DEPT-90°iZ) , i) IERCHIZ%E;

0=135°C (DEPT-135°%) , CHAICH,& ~N1FIE, CH,I%
AR

DEPT % A H I 2=k 0

.:‘ LiitROiXEERAE

Shanghai XiYou Analytical Instrument Co. , Ltd.
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Applying Spin-Echo: Dimensionless
Enhancement by Polarization Transfer (DEPT)

DEPT-135 Intensities: 11 — a,
Intensity / f:\&;‘:'f
CHy  + /e F; A N
/ o N\
C H 2 ) - 4 / & '-\..
CH  + / / NN
/
0t - . h
N 0 45 135 /180
DEPT-90 Intensities: CH. Angle 6
CHy: 0 \ /
CH,: 0 6 =180(J)r /
[: H + At /.-';
C: 0 1 ~}

¢ . FiSifRA i IXEERL S

Shanghai XiYou Analytical Instrument Co. , Ltd.
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CHCH,CH,]
@ ovencnt |

|
CHCH;*
& Iy ] L]

1 2 4 i 10 .

3|8

(a) 3C NMR \ ‘I

_ , .

60 40 20 ppm

10
(a) WHEHEE"CIE (b) DEPT-135° if (c) DEPT-90°1% (d) DElgl‘—dﬁ"%

B 3-7 M{EEEAT DEPT i

* ‘ FiSifRA i IXEERL S

Shanghai XiYou Analytical Instrument Co. , Ltd.



http://www.xy-analytical.com 021-67632300
3.8 %

BCHIFMERES BRI, 552 B e—fmig st B\ (T

5T EMEYIMER, £BC NMRE—IMEESH

1M B iE—E Fesh g aE (T,) 7E13C NMRH A K.
3.8.1 H E—&n s st AL

IGEZER (1T

1 1 1 1 1
+ + +
Ty, T Tisr) Tycsay Tiso

+ (X 1]

DD: ERk—EHth# (Dipole-Dipole)

SR: Hie-e¥: i (Spin-Rotation)

CSA: B & m R4 (Chemical Shift-Anisotropy)
SC: HrEfEME (Scalar Coupling)

o%e LBIMROMMIXEHEIRLSE
e L . =

aaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaa



http://www.xy-analytical.com 021-67632300

1. BRI YLE] (DD
& B B ) ) st PR AL A

DD 5 CIHKEE S (r) M5 iZ0FEE K HK
¥HEH (n) A%,

TDDS rﬂﬂiE Lt ; TDD5 nﬁifi Lt

AR T : C=0>Z=F>HK>M k. HEK

o0 LiEMRDIIXEERAE
e L . =
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2. H ke L (SRE)

200 T RAR B Wi B, ST B B AE 7 T AR R
BRI AR R E R T RO S IZ, SRR,

T SRELHIFIFE A, bl 2L, S8k B AL R (42
R, ReeE B, STIRK,
R THEWR T TR, ¥ s, MTIRE.

oS0 DEMRAMINESRLS
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3. (AN A s L] (CSABETE)

DT, Bt ER R S A R RI R
156 52 25 Tr) S 1 R i ) R A% 7 AE T R

a P
1.1 @CCCC@
75 125

53 53

aaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaa
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4. IR EBE B (SCHED
MEMBEHIABZ, JAZPHMERES, B IR,

EBHISFH, SCHBEA K.
NFE5TUMRSERZ (I>1/2, tBr) AHERFK, SCihig
TiEk K. I>1280%%, TAR%E.
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5. NrEA )5 AR A

NRBEED SR AR R B B, T R O U B A RO B RE K =
Aﬁgﬁ A ER KK R, B AR 3R ) st IR AE
He

Fe3*. Co?*. Nizt. Mn2+&5 5 T u] P24 b ¥4

132 9.3
(53.0) (8.5)
%%<:>CCH $ 5 P BOR A E S R AT s
(9.0) 107 S AN B R R I T,
14 (56.0)

(14.3)
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3.8.2 T, K1V H

SR EYRITE:

ERPAED T 103~18

M<10001JE Hl7F: 0.1~300S

Had: B EER 0.1~10S; JEFR 4L EIER 10~3008

1. X #]CH;, CH,, CHFIZHK
BCRE 5 mESEMT AKX, THK, BCHIE ST,

17.8 7.8

C:i: 9.8 CH=—CH,
| T13 23 CHs

HaC— G CHp—CH_
| ° CH,

CH3

¢ ‘ LiEifRAiIXEFERS
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RAEHER. ABRZFBKITT, TAERT RIS,

2. W50 1183

T, PRI TEE: 2 TR 2 TB3 I A R
T EE . RN, 0 FRIEEE. 20T 5EA
e

o%e LEMRDMIXEHIRAE
<o i c

Shanghai XiYou Anal ytical Instrument Co. , Ltd.
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(1) 73T HIR/N

INFTFRIT R T
. Aoki: T=19~20s; 4% T,=4~5s
(2) s Tiash & m Rt
B BRI X Sn i S T, EE 4R TRISL B4

' ' T ' ' 7.6
_ CH, CH
2.7
55 55

3.5 / \ 45 CH; H3C

|
CH,

o%e LEMRDMIXEHIRAE
<o i c

Shanghai XiYou Anal ytical Instrument Co. , Ltd.
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(3) 77 A B ess

H3C — CHy— CHy— CHy— CHy— CsHy
8.7 6.6 5.7 5.0 44

Br— CH,—CHy— (CH2)5— CH,—CHo— CH3

2.8 2.7 2.0 3.1 3.9 5.6

HO— CHZ— CHZ_ (CH2)4_ CHz_ CHZ— CHZ— CH3

0.7 0.8 0.8 1.1 1.6 22 31

i i
H;C—C—OH H3C—C—OCH;
10.5 29.1 163 350  17.0
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(4) 73 [a]fz

LT HA AR, SRIMERTTEREIE, TR,

0.8 0.8 0.8
OH OH OH

1.6 3.5 16.0

0.8 1.7 3.5 8.0 2.5 5.0

¢ . J:Eifﬁﬁnilﬁi)(%%ﬁﬂf’
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3.9 ZWILIRERKTE BIAENT
¥
D HEAEAE
2) TR A, Xt AR,
3) R R T K HEL
4) DT IERISE, HIWra] RER R
5) HEHGEMEIT, HE ARSI

6) WEMEME I, g6 HiE (MS, THNMR,
IR, UV) &t

7D XHHEH B AR EATIRIE TR A

o%e LBIMROMMIXEHEIRLSE
e L .

aaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaa



H AR E3-H 1R, A

(d) (d)
129.1119.2

(s)
(s)
146.g| 138.8

b b

aaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaaa
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[H&13.11 ZERFAEY I T3 NCHN, Bk

H A5,
(d)
112.3
. (d)
115.9
()
21.3
WWWWWW«JM
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[FRR3.2] a5 nF=NCH, 0, HHIKE
3451 2 FHE I 4544

nom n [
2388 0§ 5 28 §
EER R 2 P § W
~y | | | P
q
t
t
i
d
¥ CDCI,
A i N
80 60 40 20 0
ppm

’ . J:Eifﬁ]inilﬁi)(%%ﬁﬂf’

Shanghai XiYou Analytical Instrument Co. ,



http://www.xy-analytical.com 021-67632300

[5&13.3] HALEYsr+NCH,,0,, HHEAR
A ] 3 -4 34 T 45 449

(a)

L LUl

220 200 180 160 140 120 100 80
fod 1 | VOO DU DU | | S TUUE SUUUT FUDSY DUDUY VUUTR PUUUY PO

¢ . FiSirRDifIXEERE
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|
LA RAR AR ANE RARARAARAY AALEARAAle Lhidtatids aa n nunsstatasinserainianiaassanaaanal
1.2 1.0 0.8 m

2.8 2.7 2.6 25 2.4 2.3 ppm
§ ~ ot 400 MHz
A & 3 #wHl:cpcl,
= s =]

LR A Y B A N S SN B B (L S A N AL N SR S SN UL SN M A S BN S SR B SN GHD AN S I At M Su S B S S BN AN SED BN SHe SN S Sne 2 b AL e M Aui NN SN B M Tr—r 1t rytrrt iy rrrrrr e rTr T r vrr
8 7 6 5 4 3 2 1 0

o%e LBIMROMMIXEHEIRLSE
®
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[51713.41 FoRFMWE) T NC,H, 0, R
—Ujélﬁflc[mﬁla SKE 1?”4, TtTﬁLj;iéljil:*/jﬁ

¢ . J:Eifﬁ]inilﬁi)(%%ﬁﬂf’
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.....

L e S Lo S e e o et B e e i ek e L B B (LB B B

o%e LBIMROMMIXEHEIRLSE
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