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LI H — BEIRE R A
1.1 ¥R

MW (Nuclear Magnetic  Resonance, NMR) il 2% g — 1 & AR IRIE 1) %R . AZHE
HIRRMFARNEMNET1%, EIMESHER T BIRERR 58 /R, FLIRMIS L — 5 S92 1) S 4t
RSB R o RREARBAE RO I — AN 3, HALIRIRERAE S B, A LI BRAT R
H e fEA% 25 2 At BIERIT

MREIEROOE —Fh AT AN S 2 A T H, R 42 AR ALY TRE R MAL
R A dr AR AT BRI AR ) LR B ARAGE ME— AR g TR AT B B W IRE A
WHITNE LI T RIS ARG AR . B R VL S 450 % 8 hle B AL SR H .
NMR & —[ 17k A B Ry, HAERERE, HAARMEMG] 1 ZIEIRN N SRR,
VAT, SEFTERRGE, SANLE B arRL e LA WL RL S R Ok RAR L)

MEARTTHYE, NMR RSS2 s s, WS E RS F. g hi Al E. M. #1128 /KA
KI5 R G LRI R MR AF 1952 453 DUURPEE 2222, i LRF22 5K R R BURR R A kW {8 B
AR WAL SLIRAN — HEAZ WS BRI RAF 1991 T3 DURA 2 i LR 5K K. 4EE LA UK & A%
T AR B 0 7 T R AR )R A ) = 4R S5 R AR 2002 SEE DURMEER . HET, EAFTRETIY
AN 2 158 132 B AZ G FL AR B 7T 03T AR

MBS IT B, RN TTES AU 9015 M. s, Ay, b
T MRME R AR e RS DT T RIE R AT AR () — R B T A . NMR
FIRIE TS SR N B8 E R AR R T, B ILIR SRR (MRD B TERIT 2 ME &
PN AREAE e S

1.2 NMR EAERJFEHE

P A R R A, A R A AE W S i g ) 7 A — AR M, R/ AT LR A R
wkoR. B BRMsE PR T, SZMARE TSI RRWT:

p=nm/I+1) h=~h/2r (1.1
p=vyP (1.2)

N, PRRERMENE, yRERE, R BN EAER AR Z B A, h A Planck #

no= I + 1) (1.3)

HI=0/, P=0, BEFZEFEHRNASL, RAE1>0, BFEAFHRAEMEHRNS. H
e THCE 0. 120 1. 32 ZH. — A LLT =FF:
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55 AN 5 e AUy AR I=0('2C, 190, 323)

JEFERNEE, R FECNE 1= %% (““N,2H, °B)
Jii B AT I=E8¥ (H, 13C, PN, 3p)

Bz —NRE, BN AR E TN . BETEON TR TR ILE
f—Adh Cn Z 5 Ty ERATRER 21+1 MR . B RMBIRLE Z #0717 ERSGEE Pz -

MHEFEAE Z il E ¥ uz N
W = yP = yhm (1.5
F— MRS U — N AR E T2 m KRR, m 512 KR E:
m=1, I-1, 1-2..., -I+1, -I (1.6

M 1=1/2, m=1/2, -1/2; #1=1, m=1, 0, -1; .... ZEFER ERESHEE T8 m #E,
BTN 1= 12 0%, BaEZ Lo SBRXFRI, 7T LAMS )& 2750 NMR i, /& NMR (1)
FEHFAXT R
1.3 BHLRETFIEER

1.3.1 WG Meedn

HIRETH I N 12 IR TREANBRERZ W E . TTIMEAHN, B =4 ARG I H
FARAEER, APEAERR SR, WTRARG. U EZAE TN Bo AN TR, RS
e 5NN AT BT, BPAT A REZ T RCFPAT 71, BT RARRES LR 2 —ik,
R, 7E4MES Bo RIPER R, “FATFI AT T BO MIAZ R 2 A=A T Regl 2 (i 1.1

B Ey=iyB,2
I Bo

B,=0 B,>0
B 1.1 1= 172 fORL 5 BEREAE 3 vh B H R J RE S
JR T AL — R A AR TR AL T i — R AR ECIRES, FEREE T LA AR
E=-pueBo=—eBo=—-miBo 1.7

o E.=-myB,J2

A wz NpfE Z 505 R 7 BO AR IR N o JR T AL RE B 5 137 5 B2 K/ R — € BB
S ieri e s RAE Z B B BIE . B iR T EON TR T, 211 DM RESAR 5 0 A
fr, mETEEREEN TR, KA m= +1 WERITA 2 OVFR, BT DUHAT e A A AR BRIT I RE

ZEN:

il

AE = 4B (1.8)

1.3.2 BEEFSR
TF FHER A% B TR, 30 I HER R e B e BT A R B2 N AE. — MEE MR BE A



KIE R mReA, LARICAE MRER . 1hAT AN P i) B e % — e A5 () e R R o, 245
S 01 il U A5 1 A R P AR TR B 1) A B 220, AR IR B A 1) 1 A% R A P AR S i R 375
A, RUFEKER R EARATRERIEAT I, JEHREM A

AE = hv = yiBo (1.9

v = B/ 2z (Hz) (1.10)

o = Bo (rad . s7) (1.1

X, VBB . ARETECN I FEFA 20D TReGE, BT ZAH R e
iRt S IRV M I RE B, BRI T Bt Re & I A IRRE R M) = R GURAT, 7 AR AR AL AR
Ko F—MiZ, yHEE, BOSREHK, vk K. ARZMyAFE, ERFRWAF . 7585 1
W% R (2.35-18.6 T), 'HNMR FEIRMZHSE 100 - 800 MHz Ji1 [ .

1.4 BRI IRE M B

1.4.1 [EjEidsh
ZEA BlEMfsha, Brhn] DUHES O Z R S B & z SRS 510 . B RERLAE n A 1)
AT LA o /MR FRET . WS B ERE Wi T KIAMES) Boh, p5 Bo AR ELAE 72 A —
R, ANEWERME A W], & A Bo Jr MIEA . BUAERCA B I FIAE R T B A iE
MR WEIRZ b — B E I BoHEFI I ;. R AR EF T AT FBE R F e M sh &, JEFRIVE g 31
FEnge BO [IIEdEZ), XMIZa) g5 FRIRRE SO+, FOR SRS (W 1.2 FiR) .
Bl 1.2 JlRF1ESMINns BO /EH R H e
-

©, ?T; &
B, \ gravity
nse BO BN A A 5K (Larmor) AR EEBNAA, §HIGERE T LS HE SRR . A g

%S A w0 5 5Mi7 R BO IELL, B H BRI Ly, vt sh .

W = 2v = 1B (1.12)

1.4.2 FEWRLE
WAV TR A BT WA E T2 AR ERER, BA E e Wl o] LU z 75 1)
oy A xy 7R E . BOA xy &b A, & 05 R EAH A, FZRAE,
z TR BN gs B R 8 Mo, X T 1=1/2 #% (W 1.3 fizn) » Mo IE LT H AR A
JEEUIZE (No - Np) o Horpt, i s, AXEE R AN RE I — (o (m=1/2) B B(m=-1/2));
Mo J&IELL, R T A H e .



1=1/2

v ox

Bl 1.3 1= 12 $&%AESIMINRESS i 2 e AL O
1.4.3 NMR ¥ Xk
BHATALL, AR RAE, ARG TFEPRES . E0NES, SEBRINTHR, kRS
FEPERRES, BRI 3 hefm s, S8 e afey (5] 2 ERRAES . 8 3 ek B 0 S T EDIRES,  J7
SEAEHEE T BO J7 At 0 — A 22 A8 HL i AR R & (R AR FL R AR O Can&] 1.4 o) .

B; =C * cos (ot)

Transmitter coil (y)

K 1.4 R
AR HEIA A Mo AR BLAEF P24 7 — AN, B3EME Mo %8 BI Jiels (Z3h) , Wik &S
SPHRAS, PR xy 0 Mxy o 90 RS ER ST, Mxy BLERSPEAS Mo A, XA R b
. MRS Mxy 58 B0 33, Mo B#i R, Mxy BN . ek it k& Mxy 1E xy
TR T — ARG, WRTE x Bly HIM—ANEZ L, XA RE G R4 = A
S, EPNMR 55 (WE 1.5 iR .

See(t)= Meq.cos(ty1).exp(-t/T>)
t

Stalt)= Myg.sin(ayt).exp(-t/T3)

U
NMR signal

Kl 1.5 NMR 155 174
AL NMR B G FH & )15 0k, (R LU I E T S . T rlE—r
1% T2 B REA AN R TSI, BT DS A% B Ak R A 25 B85 1) S T T DGR Jo s A ) SR AT %6 e
Bk, BRI ES .



BE FENH

2.1 RillcEE

WRIESIREA: v =9Bo/ 2, RIS R kg THews by Bo.  H T [ —Fh i fiyAH [,
A EATER 252 AN RT, T R BERLIN 2] — 2 R [ 5E () NMR 2k, sibs b, difE— D07
FHRIAFRAE T, BT 5HEENETIEAEARR. 2 T8RS LA S A
R, eNEBER BT %A R EAR. MFE—MECRKETZ, BTty
MBIANE], HILIRIR 2 R4 I VA PR T B SR A0 A% S BBl H o Sl 54 R B A o %4k e
TAESMEEY Bo WA T R A 18 B slhR 7 A2 v 7300, B HOE sl AR 75 S Wi (i 2.1 ),

Jila 5 Bof s, RV BRMR B AN AL VRS, BRI R/ S8 B T RO R T S

Bo Induced Field
‘ (from electron motion)

K 2.1 ANt Bo A HL T 3R 3L AR 115 3 k7
% I8 B SMINE I A T PR A B R, A AR5

Berr = Bo + Bioe = BO(l - (7) 2.1

BIOC = —O'BO 2.2)
FLPRATZ N -
v = Bl — o)/ 2x (2.3)

oM BF il E A, S50 FAMARE TIN5 (RN ERED) Gk, S4MsTEK. Eik
ok — M prokE, &SRR, EERT, BT 0 TRYGEEIR SEOS R, o NHE
o oflE TR A OG, WA KR

O = O0d + Op + Oa + Os (2.4)

Hrb, od RBAPURLBE MR, FERA s T ITTHR. BRIEXFRI s -7 = AESMEES Bo 1F
M NREAEES), 77ES BoJy MR TR S o RBIREBER RN, EZRE py d BT
MITTHR. 77 B IR 7 B S R AR (I T A s s 2 [, BT T R ARBRIE R AR,
H 7 A RS T RN R 7 T AR B, SO ITE RONE 5+ o S A 08 Jk P PO T 25 0 7 A 0 SR
o5 ST A BRI oq Moy FITERIR Toa Mo FITERT . X T2 AH s BT, SOt o
5, MNEUSIFTH R R, optlod HERZ .



2.2 WEMBKHE

B 1 IR AL Uy B 5 2 B IO A VR A e 5 5 2 1] ) 22 ol A R T AL 2 A% o AR EE
B AN SR T AL, T BRI B o RS A AT (. 1 T 2808 AL 2 A A AR /0 I 31 L3
TS, AR, RRREEIES %, SRR I HRR v 5 2 B 1 3L R A
Hvrer RN ENFAAOLFE, FAHES KL R

V = Vref

S = x 10° (2.5

Vref

S RARBIL A>T BRI, ANBEREIZAS . F 100 MHz  (2.35 T) RE37 #5165 A 600 MHz (14.1 T)
W37 HISHI Al . 7E 100 MHz X257, 1ppm = 100 Hz; 7F 600 MHz 1 &%, 1 ppm =600 Hz; Ff
PAS =2 ppm {5 T 7E 2.35T (100 MHz) #3546 #0880y 200 Hz, TMIAE 14.1T (600 MHz) #4137
HRA AR Y 1200 Hz.

X (2.3) FI (2.5) TR HESofFEM F R &:

5 = M X 106 ~ (Gref - 0) X 106 (2.6)

1 — over

NP EE orer << 1, ok (RIBERCENLERGE) , WISHEL/N, FrbAS & — AN & 25 bR N I 24

FE it A 2 RS S e B I M ARAEVI AL A AR A N TR IR 1), AR AE)H I A AR . FRAR )
SEYNLEA A SEREEN, ANEREMmEG: W% F eSS m FEE: F5N
PRI TE M IRAE 35 Ty T T KR 38 7005 By H5E R, AR mT LATRIYSC % TH AT 13C M &, TMSS (Tetramethyl
silane ) 2% HIMIZEY, CE T RESTAVIER, WG, K, 6 12 DEER H %04
ANEEVERT BC o KIS TRFE S 'H 1S W AR F TSP(sodium salt of 3-(Trimethylsilyl) propionate-2, 2, 3,
3-d4); DSS(4,4-dimethyl-4-silapentane-1-sulfonic acid ). B EH T, NMR i EIER & 26 A 2l AL IR
BGOSR AR, B DLBERCROR B S 1% (ofER, Vi, S/ e E AL, K
2.2 B

5 HO-CH.-CH, ‘

.27
B R ,
() b ) S

s ppm
K22 NMR i E A, 572 10 BE RN 5 S 0 78 1Ok &R

2.3 WEMBRIEmEER

IR T ) 5% R EE A 0 T R0 5 A 2 £ J5 T 3 ) DA%, 5 R 40 30 £ J5 7 sl ik T o T
RS R TR0 (SR . SRR ) o SEARRUN . A — R T 7 B OB R, R 76
NMR b7 R BRGS0 2 1 6f LB 25 3 PR A AR BBURR, 7650 T, HEZ R T
SR (1 JE A2 AT £ FRL 17 35 32 PR A A A ot 2 S 11 R TR TR AL 2 1 7
2.3.1 BEHMN

GRS RIREA IS TN —R FREF G, 57 rhaldd i T a8 R, M

E, 174 209 237 3.08 294 315 3.32 3.52 3.92

X Si(CH;), H CN NH, I Br ClI OH F
8y 0.0 0.23 1.97 247 216 268 3.05 3.38 4.26



AR5 R A IR, FRONIE SR . 5 T RN B T i S PR s R A 4 s AR S8l
ZHERE T CEED BB R R, ZRBRED, SRS I mgsl. xiRHF B 1
HALZEA R R (D 250 (F) , B xR B APERR R, BUR L 0 i 7 2% BB PR, X
JRAF A R BRROAN, WE 2.3 PR
Kl 2.3 CHsX (L& B0 5 X B ) o &
CHs B ClIIELRIUR, BRI B (0 i 7 2= B BT B A, E o 7 19 B R BL 055, 'H
WA TR s e R, Wl 2.4 k.

3

CimpcsEm s H
K 2.4 Cl (R SEBURRT CHa 207 TH A2 A0 48 1 2
B A7 PR O 114 25 B AR A R 1 A B A B8O I s 0. 1-50 T h 5 ke CH,
BHAME, 1-R T CL R A R 2 Bk, €2 A C3 BT 1A 25 BE RN /s
WA E, XTE AR FROE, HHMR AR TR C4 ki, B R BB R,
mE 2.5 i .

2 3

CICHSHEHOH,

R L 1
Trel"h 1 CHyCHLCH,
propane CH2| I CH,
a 3 2 . 0
3('Hyppm

B 2.5 1-80T B 5 ket TH AL 082 1 Lh AR

n-chlorobutane

2.3.2 FHHERAN

ILHORN, SOMRBSIR RS, R FRAE LSO R o b T 57 8] RO A B R T {4 2R A e 1~ (Bl p
HLF) A KA — M7 208 . FLAEBEAR R B I BUREE RE PRI R R IOl T 2% 5, X g
B AW IR BERN, 40-NO2, -COOH, -CHO, -COR; MILHI{A R _F U A LAk R
R T =B R, WXL A 45 B 7 ILHERN, 41-NHy, -OH, -R. FLHERN 2 T 3HE 2 Hfdn
TR SRR T GERD % BB S3E, Wk 2.6 B,

4.03 o
7 n " 6.27
H A GC]I; . H (H:‘—cu,
t=c7 AATE NAe”
s LY
H H u “ "
3.88 6.25 5.90
p- JEHE CHERFERp DD et (MG R T

K 2.6 FLHERON X H AL AL 1 520
2.3.2 RGBT RN



EREH-Y T, Y AU —ANE PR (o C-C B, C=C X8, C=C &8, C=0 g
%), TEAMESATERTR, B% Y M atbon IS 23, PRy (py=xyBo » BitLZEyy
ke, HMERIRGHS (Fyy<0, Wpy F Bo 7 AIMRD o BT R GHEAH BA T, Hoe
I3 T A TR R A AN KRR, BPRE A TS MR O o AR BB B AR T X FR I, U] H A A 1 o i 5
A LARIR A

C
1 b

o = M(;(H - ;(l)(l - 300520) He\ 2.7

K 0 x o BNPAT TR BT IR R . oIRF S LR T A7 (3eos?0 - 1), 240
=54°44" BF, 6=0: Cx; — X0 » ERETEARE. AR CER, RO aE RIS
HEAHE AR, HERAR 5 SN B CSCRA F . +NBERIX, AEBFRIX . 75 54.7° , BRMOSR
%, mE 27w, C=CM Cyy — x) RS IERIL e S UM, BRI B i X R
ZPF X ARG AR S, W& 2.8 Fis .

+ X . -
- BMIX M

A .l
I/“ C\.
+
5o g
CoHy CHy CHg
6 4 2 0
8("Hyppm

Kl 2.8 B, WU K SEEBREIX . EBEIX R = B
233 HERE
ARG S I E S AR s, pH E%) MEBEA . B0 Ol iR 385 B 35181
CH: 3% A% 0.5 ppm. — KL, SV S AG2E AL RS MR B 3 o SV BEHIR kARSI IR X,
SHI R, SER R ESHEENAERY, o NEREM AR A . BT RN SRR
BRI, o TNEESKRETLTR. o TEs 55007 Es.

B=F Hic-BREs

3.1 BEEH

ML EF, NMR GG A okiksg, Bl — DM IIRBIFEAR —Fib 235 . Sebr b,
iR Z A NMR PS5 7 A — MR A MERIE S, B 18] A AR .



BT I BUEIZ S TP AR R B R AN, RS ARE B B et — NN R B R UR, A% E
Jie A Bz ETiE X FAE, W A BT sz 210 5 57 9 -

te’ iB’

H, H H, H
B,=B,(1 - +B' B, [ [

{ A o( GA) ] | c—c c—c

FIRE, % EE A WIESEUTI B X Abr=E REliils, BIAARRE B e r/E A A . FEARRZ IR 1 E
Wé- B e AR AT LR B, FONBIR-EIRAH BEAREH (BIREES) , eRTRIMMEIER, £
W T IR E S e B e E .

AHARAZ [B] ) [ e - B AR AR ] DL R, FRoONPRERE G, i J#8E, s sm
SO TR, TR TEd . RS REINMR AR, RN
TR, JRONREG L

A A T AR 0B B B BAE R S dr 44, H Was B, W Jae, ke, oo 2um,
Heer *++3 uny Jues o+, WE 3.1 P,

H

| 1H 1 IH
—Be —< two- three-bond
‘ one-bond 'y bond

e 20 *Juw
Kl 3.1 MEEHI Kas
TRA D RS (o) MRS Jues Tup, oo )5 TG RN SAMEEIA TG, T R
A& Hz; BEEFHRSAC BB H 3G, T A& W OB/, — ok U>20>3>4, 1 (n>4)
AR MWL £

3.2 BRARGHITR

HiER G A RAH—4 1= 12 MEEHRZ BB, % RESECA n, WS R02EAFR v,
M H<n, HEFEHJ, MNEH<n(n-1)/2. BRERKGE B2 CHFAABHITEAY, ~
|, B — SR 7B A, B, C SRR . [BINME R Al 5 — 4L AT AR B A%, T 4%
IS 75 5 JFR B — HAZ A A A R AR A AR, WA R —H TR X, Y, Z REoR, WRIEHEEH
=HAEM B S EZHR KM Z, MHAK, L, MEkExr., HKEHRERK - KERN
(ABC-+*)(KLM+**)(XYZ"**).

WRDFHRANEEZMZ (FIZEZ) A THELZEIRER, XS T L225%
W EIZAE MR A AN RS o B4+ Pl e R B4R sl PR L) T DL B A2 A2 S i . JEd
XPFR S e vl DL B 3 i B R A, BTSN, EARAA R R 1R R N . Rt
[FE RPN ZE A RS AR R, T B e A5 77 B e R G A s A [H], AR 2%
WESEVERL . WSS TEAZAE NMR 15 E AR R Aien3, RECAIZ ] Geff S A G . WSS
ENEETEE, AR,
3.2.1 —HiEMER

Av >> J P HBER R —ZE A R, WARISHEE HEAE R 55— 1= 1/2 B o DNEEER

AX 5, AX; J?_«_\. AX, 8]«\
RN Lo
b L
U T N W N
ot Wwonoom L
b H



1= 172 MBI R A TR G, BARA FEESE, WZZMNE S 2 ntl %2 EL (i 3.2, 3.3 Fir),
AR BRI CRIEX M (il 3.4 fn) , HEELHTORENE, BEEECA.
K 3.2AX. AXo. AXs RGUH % A 1] 'TH NMR i
Bl 3.3 —Zunflk RPAFERSG T 4% A 1) 'HNMR %

34 i E=mER1 + 2) MTRERS, B s A

5

A 1= 172 WIAZAT n NAENER) 1= 12 IR A E R TR, MG 5 2 20 055505
FIE2e, i AMX AR (W 3.5, 3.6 Fios) o

X

AMX |
BB A T L
H [ Jam l
MH_->_Cl ; ;
LT R
—MESXH N U

BHMEERT 1 1 AX —Eig
C\ H
C=C'/
TR BT A ‘ i
S B H 1
—AMEERT TN P
Hy c ]
e, H A i
\C=C/ J J
PHRERT T\ |«—“-| |-—B»| AT
Hn\ /H
=MEERT c=cC Jc Jc Jc Jc VA I
& e H H H H

Kl 3.5 AMX & &% A ) 'TH NMR i
K 3.6 AMX fRRFHAFRBEAT T H#% A B THNMR #%

3.4 5hig

3.4.1 it

WK & Mo 2 B AU A/ FI 2T SRR 5, w2 7B R 708 Mxy. S50 15 11
Ja, B FR I T ERGE R, R B My BTN 2%, SR> BE ‘{iﬁibDEQE@J
Mo fH. XA MBEERE. AW, #25EAARA TR SRR, 25 9
5t PR B I e — AR St R (IR T 8 T MRS R S TR e A e — B et R (I T8) % 4 To)

IhTF) 5t PR B E e — dh AR st R (R T 2N AR R R (M2) WAETETS FTTS (Mo)

-10 -




WA RIERE, B 311 fioR. RP2BI0RE, CAARSR S 0977 ABOR &R 1A 3£ 4518 1] Boltzmann
S I R
Kl 3.11 HJiE-ah g st /T,
MR Gt PR B e — E eSS (I TR 3L To) R AL R B (M) AP PPES (My =
)Wﬁmﬁﬁ,%ﬁﬁwwM@%fmﬁw¥Mﬁﬁ,m@3u%% H A% 2 [ HEAT P30 e

y Qiﬁ BRI T,

B, @SNk ERES %mﬁ,ﬁbaﬁﬁéﬁﬁﬁﬁ R
@3ut$mﬁ%%ﬁﬁz

S5 A4 F L — R AE A% 1) A AR A — S i B B E XA R 2 B T £ bR 3

E%—m%%&ﬁ%&ml%&%éﬁ@&&wi%%%%%m%mm%@%?%%zm%
4 Bloc(t) (177K 4 % 5 ZA% 1) Larmor SR AHUTIT, w2 (A% A0 R AZ A 5% ) R AR BE B A #e . LT
MiERe R BMICRE S, RETRT Be & LAFARE I % 2L i 45 o L R B G

HiE— Bhgimi: Bk RAE— B e e BIEr™ AN TRk 551 Bloc()1EH T,
SRR, M BRRIAERTHE, 10— 807 AR B REIC, X2 H ek &R N ) fe i ag i
R CREEAE H e R N2 ERD .
3.4.3 HhigAT A

T /& H e — dn s st BRI 1] (B R sth BRI 6], AR e dd R M AETAPIRES T 2P HRR S B
FEFFERAE], 24 t=T B, Mz=63%Mo; t=2T;, Mz=84%Mo; t=3T;, MZ=95%M,; t=5T,
Mz=99%Mo. TiHEESZIIFE. RS BESHAKR.

T A& H Jie — B et IR 8] (Bl st Rt (8D, A 1 R O% B PR R AR LA T ) TR . e
G LRINR TEAHDC, To e, WEL T .

KAAY Bloe(t)) X, Y Zr &Exf N Im s a oimk, MH X, Y, Z =AM EH i sh 8 A ook,
Jiblfs T, < T

-11 -



FNE —HI i RENT
4.1 FFHEARE

HNI=12#, RIRFEN99.99%, y=26.75 (rad T-'s7) x107. 5 TALE O RAE T B 718
PR ETAEIAE, TEERERAMNEL T, NMESHIMME (HYSEES) , EaHAN, N
ZEIENFONE, WK 4.1 FiR.

B =375
R
CI*(F*(F*C*CI
H H |!|
B A B
Jap=6.2H.
CHy CH,
cl-CHy-C—cl
| A=2.20
CHy &
CH
2 ™S
| ™S
N |
.......... ————
9 8 7 6 S5 4 3 2 1 0 6 =1 4 3 2 1 o
5/ ppm &/ ppm

K 4.1 EMERERERE R ABRRR
EARLFIARE N SN T BEA ARG ENRE, e “ME” (FEHE TR &R —&
HAMREREN S . DURRE VAR, TMS NAER, AR ERE 708 — s e
0~ 15 ppm G N, WK 4.2 fos. Hrb, WAGERER 6Pk BIE g, HEk—RHIE 6
~8ppm 4, EERE. BRIEFT AR HIAECY, SEEIan & 4.3 B . NMR I R RAGE
—J7 R EFN PR T I, 73— TR N FR . R 2 T — 2 B A NMR 4 550 )
Ji, Wk 4.1 Fis.

hol
RCH-CHRi— & ?:p?.s_. »——-RC—CH

|

|

| |

PhC> CHq—« Ar-CH— -—|- RyC=CR-CHl
B |, o, 1o wmum

|

I

I I

I Il

I I |

| Il |

s o | I g I

| |1 Br CH— ’—‘]‘?.-H-CH |

| I Esters I I

: : : RCOFCH rl——*l n—uNc -CH :

I I OQN-CH |1—| |—-—|th -CH |
RCO,H I Amide RCOWTH I ROH I |

I I I I

| PROH X | | Rﬁ*‘H

11 1 1 1

I I I I I I I I ] I I I
120 1o 100 90 30 70 6.0 50 40 30 20 l.U 0.0 ppm(s)

Solvent: CDCl4 Reference: TMS
Kl 4.2 STARGE PN A 2R BT A%

-12 -



H3C H? CHy
HyC—C—C |
[ Cl-CH—c—Cl
HyC i
CHy
TMS THS
1 ’
T T T T T T T T T T T T T T T T T T T
10 9 &8 7 6 S5 4 3 2 1 09d i0 9 8 7 6 5 4 3 2 1 048
o H H
Vi :
HyC—E HyC CH;3
O—CHj
H H
TMS TMS
" T T | N LU | T T 1T 1 T T T T T T T T T T
109 8 7 6 5 4 3 2 1 038 109 &8 7 &8 S 4 3 2 1 0648
— PLY Ry AT =
Kl 4.3 AFEE P B AR S
=AM NAE )
F 41 —LH I NMR VA7 # Vo
Residual Residual
Soleens BP.(T) 1H signal ( 5/ ppm) | 13C signal ( 5/ ppm)
acetone-d; 55.5 2.05 206 & 29.8
acetonitrile-d, 80.7 1.95 118 & 1.3
benzene-d; 791 7.16 128
chloroform-d 60.9 7.27 77.16
cyclohexane-d,, 78.0 1.38 26.4
dichloromethane-
d, 40.0 5.32 53.8
dimethylsulfoxide-
ime y;‘ﬁ” oxide 190 2.50 305
nitromethane-d, 100 4.33 62.8
pyridine-ds 114 7.19,7.55 & 8.71 150, 135.5 & 123.5
tetrahydrofuran-d, 65.0 1.73 & 3.58 67.4 & 25.2

4.2 55EE

'H NMR {55 58 B2 SR o (BRI BERCIE EE, BRI, M HORE A28 Y 99 015 55, BB ik s
FESRAE T o WIHE CCLE AN SR BE /R FE R A RIIA Cibe, ETAF /Y TH NMR &, 35 CRei i1
ESREKM 2 M. FEF—T W, AFZEER5 5 £ 3 A E R DAAIZ B3 S 5 (AR A 20 o
FEAT o AN 5 0 BE A v AR o7 B, O 8 (7 i 1 S BoE SR 1 U S 5 R i
JRyEL eE s . R ESmEANTRRTT: BLMEE, WA 4.4 PR,

-13-



o
CHs H-O g
Cl-CHa—C—Cl H,c—-.l.—cf “CHy
I | Ha
CHy HiC
™S b
integration # 12.5 248 37.775.2
LI L S R L) T i P . FT P ) B e I [ R B
10 9 8 7 6 5 3 2 1 048 i0 2 8 7 & 5 4 3 2 1 068

] 5
4.4 5B IS RVEE R R T35 S0
43 BT-RT#eE

TGO, B2 (B ) R A L R, TR 3 2 Hi R o R B T DLHE A 48
JRF I, i 4.5 Pose TR E R H0) 1T DLAE L RIS .

o E=2.04
Vs
HaC—C,
B O—CH2—CHz
A
Jac = 7.2Hz
A=1.26
- =411 .
|
TMS
] {420 Hz,
o 2) A
T I T = Ll

& S 4 I 3 I 2 1 l 0 & ppm
Kl 4.5 Bi7-B TR A Sl g e 25y

FRAkE . ARG E R AT T A, WO BRI S A R Y . XSS TE T — R
SRS A R, BT DX B 5T - R . R PR ) S ac e ml DL B @ vk & s 5,
Kl 4.6 Fi7~

=

R-O-H + DO +—— R-0-D + D-O-H

CHy
i CHy
H—C=C—C—0-H H—C=C—t—0-C
£y a EH
]
153 1.53
TMS TMS
343 22 2.43
| l
77 75 458 integration & 74 445

T e T T N T T T T T T T T T T
10 9 8 7 ¢ 5 4 3 2 1 0d& 10 9 8 7 6 s 4 3 2 1 068

4.6 B A/ MAHAREREASR S

4.4 fE R KRBT
PO — M HARE LI o0 53 00 3 S TR TR M G B 48 L O A E 5 T AT
SEVR T2 b WL EHURAN (n 1> B, Ay 00 A B 7 WP L M 5
HESUBU: W AR TR AR 0 SRR a I S5 RO ARTRE (0 n A b BRI n A
B BRI T e (i Jab Rl Jac) » a Bl M AU N T4 R0 4 3 R 103 45 14

-14 -



Fg, B N =(n+1)n’+1).
— 4 TH ST OB B N LAY TR CoHiONXs (X = K2 RIEAR 4.1) Bl
AEFE. 2 F>4 B, N R REAAEIRIN, Bl 4.7 Biw.

F=Qmn+2-n-s+r)/2 F=) W +H% @D

© F=4 O F=1 OOO F=10 —C=N F=2

Bl 4.7 AS[F) 2 B A A EoTH

S AR AT 17 B 10 S 1 g A6, 40 CH50-, CH3N-, CH3Ph, CH3-C=2% 0 [ L5 5, IR SE 3L
5 ¥ Mg, -COOH, -CHO K77 FNEMNE & HIEMAS >10 &b, FEE T —KAE 7T~8
i, &% 2AMErRNZEE. BEE T BRE 5~6 ML, WIKRAREL — R, i
Blrh— 2k, k8 A I, JF ik 4o R A e A RS RO 128 Al AR B S 2 BT T AR R
BH, HorTRmEE S, AT DU AR SR AN ARAE R e ) B HEWT AT AR
(RZERE B, FRAE T BRI s R LS A AR Eig S HINE B, HERRA BRI 4544 .
214 4.8 iR o

240 o
C5Hy202 60 MHz

HaC, PCHa

H3C” O—CHa ™S
81.3 83.2

5 i 3 2 i 5 8 (ppm)
4
1. F=0, JTEXFF.
2. §~3.2 ppm, HHER.

3. §~1.3 ppm, FHE.

?E. E%lﬁﬁiféﬁﬁ%, HEREMPRELARD. RTE=12, BETH=4, &
T#=2.

5 &F TEK.
K 4.8 CsH120, —4ES 1 fidt b <2491

-15-



BRE —4ERKIE K@
5.1 BC iERILENE

G H R EE B S WE, (HARAES TR EER e C-H 8, REA RSN
HETEM H 1R . M2 EARMED . ZHENEY LA =AY, A& aD
i C-H #[, AR EIEEAHE. 3C NMR X #EA VAL S0 TaEmARw EE, 5
"H NMR 25 &k Ko o s AE M e i 8L, 1M B 1°C NMR S8 7, 507 i &R 1 i o
IR%F

5 TH NMR %340, 13C NMR & H % H ARS8, &N HERER (TMS) Ay, Jf
PASHE AL AT RS RIS o BRI $op 7F 13C NMR i (AL 20 R it = BAE T, Ak 2 R Y i
FLABE S, 75 0~ 200 ppm, @1 5.1 Fion. BT BC MRARFEFEMA 2C 1 1.1 %, ALl BC NMR
TERIRE S EE L TH NMR 3% K—28, AJ7E 100 mg LA . BC NMR Ff SRS B ki bt 'H
NMR 28 %,

5.1.1 #RbeR X EATEY

Xof NG D R IR e ik R B S5, BOCARBE PR H AR P @ s M S ) R BRI R . H AR PR ] U X o
IR 7= AR BRI, ROk IR T IR A IR S VR o 4 g 07 B R Bk IR 5 AN IR S I
—AE L R STE 55 ppm LA, iR JE TR, SEFTIA 80 ppm B K. MR EERK)E T E AR b
B SE, FESMEHAHNIE R, BISc> Sen> Scmz > dcuzo FEH, HURMGEHEEL ., BE A, #HUR
(R S5 PR S A AR o — B, A7 1P AT (R A Al S5 1 PR S 3 K, (LB AR (S Bk (10 8 B ik /), 54
A RILUEE T o 3X 2 BT 0 3 AR 2 10 B0 T AR JE A URE R R, DA B S5 1 L 3R 2 17 1 2
RIS 5P RN, tHFRAE H i R

BCALZENLFETEE (0—250 ppm)

|
Aldehydes, RCH=0O

R,C=CH, C-F c-Cl cl

Kefones, RyC=0 REC=0HR L 1, N0, | |, CBr I

| [N |1 | | | ¢

| RyC=CHy H—+— wE I | IC H SatmtedA]knne%

=1 =98

: gﬁﬁ‘ : Dl pomatics ! ! : ! é—NRg tafafere :

[ - st it 1y o 0 1 T |

I i3 - Heteroaromatios | | | C-OH, ! C-SR :

| 5 [ |1 | | | |

Aoyt b2 | | RCSN | | C-OR | | C- |

| = [ | | | |

R—CO,R FER g

: Esters '—Oﬂh‘ : : S{u]fo ] s,Sﬂomslﬂ%.ﬂ :

| 2y | [ | | | (e} |

I Amicdes Mﬁ& 1 |C=CR | 1 o lpg |

| T L1 Tz || |

1 L1 | | 1 l l 1

T T T T T
200 150 100 50 0.0 ppm(8)
Solvent: CDCl, Reference: TMS

5.1 SRS A B L 1°C ARk
5.1.2 ke K EUUERE
2SN 1233 ppm, BURKEEE—H A 100 - 150 ppm. LERHEth, BRI 5 ROV R op 19
5038, [RIE, oK BB 5 S OB RECAE ) P . LT IR B 8, % T BRI K2,
KEATS (>C=) > 5 (-CH=) > (CHo=) Sb=CH, (058 LLATIARIE IR BT 151/ 10 - 40 ppm.
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X FREIE, @ ol )l 7 IAMEIZ AL 4 - Sppm, TIB-+ y-+ 8-+ e-BRIE T HIFZINTE 1ppm JEFEIN .
-C-C-C-C=C-C-C-C-C-C (5.1
a By O &€

5.1.3 I REBURE

IS J 128.5 ppm, M4FIR_EAWURIER, BN C-1 R T A U1 AL, BRI T34
35 ppm, A XRLAR B TS AT REAECRAR L, IR FTIA 16.5 ppm, [RGB R T8 ME ) LF A
BURIE L GPERK, C-1 MBMER (RIAARS) o BUREEIEM 4 RN, C-1 HIS{ s . WAL
FIAR A C-1 (81 B Ry (LS TRURD) o SV, FEIRAS — KIURIEFESE . A T
TR, SRR IR SR AR . RPOIRRR T TR S, SRR I, B
A MRS, W1 5.2 s

NH;,

. 1474
B RMACE 161
(-OH, -OR, -NH,, s
-NHR, -NR‘R)

1180

B C=N
(-CHO, -COR, -COOR, Jns
-COOH, -CONHR, -CN, 1520
-NO,, -N=N-Ar, -SO;H) ez

B 5.2 55 ZIRHURIERXS IRIRAL RS0 200 7% 1F 2 )

5.1.4 RENED

EH W E e, BRI b T AR B K GERAND , RILIR S 2 R .
SRR CRAA IO ) BRI AR, B dlmn )51 (1) M1 RE A5 LGE A, SIFl =i He
B Wl BEILIRA BB, — B> 195 ppm, BES. BEAZ. EREREFSSACHER . B SLHRA7 B 0 B
W =385, —M%> 185 ppmo a- B-AWUFIER . BERCUIANER . AR =37, (EANH B IR =g or
FEAE R R IR 755 SV BRIEHR R oM iR . SR A 4805 1 A iR PR T &R 7, fiF
FRIL DK i - R 1

5.2 BC B & XTI

5.2.1 JiF %7 £ (PBBD = Proton Broad Band Decoupling)

BCANTI=12%#, RRELN11%, y=6.73 (tad T' s X107 (yc/ yu= 1/4), EiE BC L 'H
W RBUE (SR S/AND K 6400 fi5. N2 HXF BC AEESIRE BC Mtk a3, 1BCiL%H SN
LK. BC 1B W LAESERR AR 3] 2 BN HEZE IR D) T B R R R 1. Bkt dSm e 2e
BEAR; 2. REEERMFAR. AT M1 B3C MG SER RIRE LR, KRMGEE TEME, 58 Xk
THAEBRTS BC MG, MUE T BC i, RN 5 SR FAHIER BC 5 5 it — D
e I E B H I BC IR AT BRI, XM R, 2 MIUHREOR, R RN
MRS T, FERITCZ i H R & NAZ I RIS, B — > 5483 H2, (EH AR 78 o5 A i
THIEEMARTEE, ©456 7 BRI EAR, 27 ra g AR R BC AL 1 %61 28
HER Dy g, ] 5.3 R

-17 -



5 H LR, BC R IEAAE T HAL AR Ja K202 TH WAL A0 A2 Va1 20 15, N2 i1
TE LM BC I B ASE R, ARG EARKBE T RESHUS . BCHE5RE S,
AN RV R B R ol WA IEEE R AR (NOE M9 g2 ), FirbL 13C 3 (5 5 Dok 24 Ar % =2
B 5E 731 S5 ) (4 i EE B AR AR

C CH,

. CH cp,
Jen ¥

S | |

]

200 150 100 50 0 ppm

Kl 5.3 T e 208 BC i
5.2.2 ¥ 1#EMAGD = Inverted Gated Decoupling)

S T14% 2 1PC NMR 44 5051, 2 40H] NOE 208 1 145 i, IOBE 1145 2508 de s xt
LR S I TR AR AL, W —FTIF LRI s, IXFF NOE AURLIE KA B =4, /T
BR TR RE AR SN, SAh, RATREE KRG RFR I [, [HREA A MR 7 KA, Ak
SRR, KPR T JUTRER BCNMR . BN AR B R AER TH N, NOE 28 NI 2
FEAE AL, 13 B4 FAE BC NMR 52 NOE OB EZMATR /N, 2k (0 v B 5 401 BT I 7 5k
HILPRRIEL, 7 A JLAMFENER T, gt sm b UR, o LT & =450, Wik 5.4
Fice H, Rk R R T TH - BC BB S, WS T A OF f10P BT, WA
13C - 19F fI BC - 3'P ({5l &, IRIKRSWZ

e 1L
| |

RIEEEE
JENOE K58

T et 2 “
#NOE# | |

Kl 5.4 MR B 1) 45 AR AN BT 1 B 7l £ 4% 13C WG L
5.2.3 DEPT 324 (Distortionless Enhancement by Polarization Transfer)

3C NMR 22 —Fh 8 2 (1) 52 DEPT 0, BISRHMALIE R 1 AR 3G 5 % . DEPT % 32 %2
FIRX 4r 13C NMR A m . fhdi. BURAIZEnk . DEPT % itH A4 e 555 X 51 10 ko A B
AR . R S5 AER C A 1E DEPT A 155, ZFikA HILE DEPT '. DEPT 4
DEPT135, DEPT90, DEPT45. ff DEPT45 i, CH, CH,, CH;f5S5# NIEWE, HEFRES .
tb4 DEPT45 5 PBBD, #JLLAJEZEHk. 7£ DEPTOO i, (UL CH {55, AT 48 CH. 7F
DEPTI135 i1, CH Ml CHs {5 5 AIEWE, CHyf5 5 4%l%. 5 DEPT90 EbE:, W LAHiE CH Ml CHs.
5.5 fisk. DEPT i 54548 BC NMR i bhis, REE s, Bo4HES, FrAfRsL, W

- 18-



B R, XEFNRE T Viesc#a, BTEETHZYE, WIE TR0 IR k.

He, L]
'HBB £H :"“

C L | H| |

m O ® W O m W™ W O wm O ®m O m = ® W & ]

H
DEPTS0 H
p=nl2
1
H H
DEPT135 = EHs
$=3nld

|
]
CH,
K 5.5 4248 3C NMR i 5 DEPT90. DEPT135 % & %} &

5.3 fRELHI—4E C T

— 4k 3C R — BN A TR CaHiONXs (X = {2 HWIEAR (5.1) Bl
ANEFEL

F=Qm+2-n—-s+r)/2 F:Z(Xﬂﬁﬁﬁ(+%§&) (5.2)

B PC ZRRIEFHIGLE L, & 1=m, WHFIHM, £ 1<m, WHFFraefaxFrE R (8
B FEEENE) o B DEPT 5@ HBRER (|, A, B ), DB A S 80 ik s
BORA 7y 50 P S BB AR Ab 2 RS BB Y SR B T BEAEAE I SR A, R4 B A e it SR
I &R BRI A B3R . MR S B A S T RE M2, AT & R E B, HEBRAS IERA 45
o 5.6 AR

big
1.F=0, Foalt A -

¥ 2, thPBBDiH M I=5<m, CHy "

Feno ; AT B My~ — i —cH’

: ] 18 e 3 HIDEPTHb RIS 15U p:

| L CH,, €. CH,. CHy, CH 8 FAS TR SLILINH — RN,
DEPT136 4, thiltELB s m % AR B E ) ;
ACHy A€, 34CHy 24 T cHy
1 jr — ¥ by e -
! €H,, —1CH ""F_é:_‘-: —c"‘i'm

5. 5(CH,)=53.44 ppm, #5555, :
DEPTSO el T R AT T
| 6. =AW HERICH, ffE T4 TIkES MRFHS | 1 | 2 | 3 | 4 | 5
w B M % x i o . BT HHECHET R 3 (ppm) 5344 | 3113 | 3021 | 2485 | 2059
HikA.

fl— CiHy

Kl 5.6 CsHis —4E 1°C b =24
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LI E — BRI A

~ ERHP
1. T f# Bruker Ascend II1 HD A% L3R 3t {3 4H i
2. TfEsRIe =g A, DAL AL
3. THM ETRA RS, SIEEFETRA . PUN TR B I piE 4%
4. TIRRRRERIRE . g R AR I

= KR IEIRVE (L AR
1>(EETEEI’J¥$7B?HEBZ

Bl 1 #fEEm G PUEMBE RS

1. BEEHERFETENEN. BR88. S48 BSMS

THENLENL: EWLIZAT Topspin F2F7,  Hi 5T A BB 70 S AIA7 At o AESHE R BR AR SC 1) T A 4
TEHR 7 —ERBHENAEN, BFRAREESI RS (AQS) MitENL ARG M. FHLE AQS LK
WRZEHE o

BSMS #fit: XA 0] DLEH PS8 513 R 40 J — BB AR A, BIaniN . e AT
H NMR Ff i o

2. HUE

FHEHICH AQS CREEIEHI R4t Acquisition Control System) . BSMS (Bruker [ &k & 4t
Smart Magnet System)  VTU (3% 5#.70 Variable Temperature Unit) F1#&-F Dy .

AQS: AQS W &AL Ty ol 01 DR SHIBUR FE Al SRR o, FRRRNC. TEOR . B A ke i T8UH
H NMR 55

BSMS: XA R4 Ll BSMS $ ff s BB T i8] ( “bsmsdisp” #74) , HSTERAE
NS 35 B 5 SR dn T Tiedee

VTU: ‘B RDhfe 28wl 42 i) 1) 77 2 so8a it il R sl IR R iR B 1E e
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This: AR R as . UK NMR A /5 BRI KIS SRR, XofEDRNZ 5. W)
Jiln Hh ELPE 2 HPPR HFLZEHE RF 15 S 1E 45 i

3. HHBRFBFESGHRS, WEIIM (HPPR) Ak

_ kl NEER

i

o
o
¥
T
E
[
U
i
q

Kl 2wtk Sipmg. A HPPR R v
EAA =4 NMR BRIZ P 5 E 0 . 9 T 4RI DT RS, BRI DB EAR R A 2
FEHACHIIREE . 1B 3 U SR REII A . FIRSIA RS, WM o, 2 — AR
(FOAZIHENED WM A S R EE Bl — Btk . =R 5132k P K i B BSMS 4%

i, JFALLES BSMS SR IEL NMR {55, SZHIE 5 0 HFR M RSN B EZRR .
i 5y 2 Bl F Ui S R AR O AR 503 o

RS

BHE

FLmAO

K3 A
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HPPR CrgPERERT BTN 7T LA RF {5 S 450 i, (B 32 ZE DD RE R TBORE it RS L R 1 55
B9 B RBAERAARI 52, DURTTRE RN NMR 5 53T 0K, SRk NE B854 5 h 1 2200 .
J34h, HPPRIBALIEFRWOR (BEHD BaE 5, I wobble FEFP . i@ i & 1 =14
MAAEHA R, BT X-BB M 2H, FEinEEmE. 2H RBADRA AR BURE 5. K4 s
N H = AN BREB N AR B ) HPPR J L SRSk A&

BTFIhRY

X-ThE

BSiS R fEN

K 4t =AMEEBn B T AR HL R ) HPPR
BRI T RE RS SCHERE s RSO RE S SIS 5 R A5 5 o BB B IR 25 P £ P
B BERPARAEMEAR KRS, AT =R A2 B N . SRR AN AR B (S 5. [Fh a0
TEWRAG T MAE R SAL IR BIRL, JHE NMR (5 5 IR S AL AR e 2 . 45 7R 240 SE i il
PR 55T CE ) — AT ESOR S (HPPRD , X2 T NMR {5 5 —MRAEH IS, 75 250 BB R H
BEATIOR . Wi 5 Bl 9 HRk P (KA i o

HEET
| - e

r}’\-E—ﬁ-s
K5 SRk TR i
4. WEIREZZEN
WENR A B AR AR IR . TR RS SR, MRMIERZERE S Haith 5
PRHY; RIATEERIRGE: 1R Oy B SRR SR IKE)

=, ZRwse, PA. BAFIE
a.  HAENRAEHENSLIG AT, SO AT MR, Bk, AT R, Bk, BEm. BRASE
JRESEI ENARE A E, AR ASEEE I RIRIE GG TR RER X
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b. LRGSR 2 R A P B AR A B O RE R T e, WD TR A, TRAE
o JFE B 0 21 0 < i BB I B 1 N A AR S 36 =

c. RTINS IA BRAE ARG =8 P R AR S T e, 2 s, R EReE
FEFF BT HRAE, SEIRAH I dr & ANRERLSD; (R H TG E B B, B E % e T vl
MSTAEH o AnPE S bR HE T IE BRACERARIR R PR RER, SO0 SR A AU 1A AR
e A%

d. FERESMEENEA T, HEMIRE R TR, CURIER AER A O A B, AR
A A S FREMBCE, MBS TRAR TR G FEE A S G, 55
W/, ST W BRERY 3 B, ADRIRE Al 8 AT B BEOR R A S R T O T R
FEGRS L, R L e PR 3 AR PR Sk A R 4R f2 3

e. AZMEITRIEHITHENARVEEREZ), KAEMR, WEHCTIELH, 1 KN S = A
N AT AL, LR AN R VP AEAGES AR AT A0 3, JUHA RVFA U BB, Dl
T R R, R O AR R B A

f. SERHTE ST LI R AL B . AR AT SRR A4 K

g WIREHIG, TERARZEAC, IRARERD ISR, AERAAELY), RPN E T AL
HIHAERE i, AEARTRE

9. EEHIEE RE R4
1. NMR #&

WER LIRS BRI EE R, PR NIZR AT Realig, ARG S 20 Sk BRI, HLEMEE
WSS . AT REIR AR T A — RN, > 95 %, TCEkJE . KA. JEARBEEA . BT &
IR P A RETR A WATE A BT, 75 0 40t AR RS A 20 R e o [l e n]odnd o B bR 25, V&
T R 2% Joi K AT DA FE VA A T HEAT R TR ER 25
2. BAIERE

AL B AUE S ARE S, EREM R R TG, TP RFE5EmER. bt
i B B, B i — RO AR AE AR 77 b RIS 7R i I 77 P B RS 2 &, — FROR T 99 %
PR o MAREFIARZ M, &HA TR, TR RS 5E. ERBE RN & 2%
ELL N &R
a. VEMRRE: FFACEVE R b VA AR P O RGT o 72 [R) S AR AR N it s R B IORE A, AT DA R S BR)

REPUE . AR MBEAR DI, SV A AR
b. WEANE S FEMAE . B S AN AT AR B NMR (S 5 25 H AR A [X 45,

BHRNEANZAFE N ESES.

c. WmPERIEE: W EIR DL EERLA R SEE, I sURh R BRI E, O AR o PRV R

Wil IR T R
d. R VEFRDREI VRN, SIS AR AT
e. BUA: EEMHN, TURETEZ, ik,
£ KEE: JUFIA K NMR G P A KRR BTV 2080 AR, e R,
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IKE Rk AKUERIAETE 2 IRORPER NMR 1S B & . PR S &a PiFa ik, A
TRRFNFEATISIE, A 7 IRt A 71 o
g. R S ol PR 7)1 A A A A e R A T (R PR RN RO R 1
3. HRE
T AR AE R A T RG], SRIGHGR TR E R . AL, FEME %2 wER
FRETE o 5 3l KPR 320 i 2% BHAE b 8 RO R AR P IA AN 3], 7 127 B 460 B v AR O e — IR LA 5
mm, KJEEDN 16 cm FIFEHE
FESE DU FRE S, BRI PR AR BRI . ASREAE FHARE BRI e AE S . VERHTI NMR £
A AN B SR TR . FE L TT DU AR B R T K D, A BRI 2 ST RO e, DL
SRR . e LU R A T . SR LA BTV AT, W] DA KRR R LA
FEHAJRFT AT MR P . NMR A& 7] U7 T, (HANREEE I 100 °C, BN LLE T
TR, . TR R M TR A T
4. FEMM AR
B NMR A 3 18 0 5 08 G i e K AR N A Y5 40 2 AN ST . AT REROIT I S A AR R
BORAREECE R . RN EN EEGE B, PR
a. XFFEARES, WRMEH S mm FERE, PTLATE 0.6 om® % & AR i 2 3 20 mg FEdL . X
TR, WERME TR, 7 LLE 80 % FUTARTE A A HE 20 %R ARE i o
b. Wb E (K2 0.1 %) ZHUEY-TUHFIERE (TMS) o Bk TMS 15 5 0§50 AR T i s I A
A ECE VAR, A PR R A, (SRR LA 2
c. WRATTIREHNFEME, BFFEAREME RY =2 EKE, o e, B OB
B, TG EAREE .
d. FERERE: BRES SIERIEM, 11535 —. BHRER, RS T, WA A IEY R B
W, R UESEEEN, B AL A R
e. WHIHE: 0.5~0.6 ml (FE4 cm) GEFIKDAREIEF 21 ;
£ FERAE: H NMREFEFE 5~10 mg; °C NMR i Jz 4k 20~30 mg (IR °C RIREFH/N, 1
A it AT DL 29 MBS A 2 D

T, BahErESER

A UFIRE A, S AE Smm AORZHRTE o (EION BB RS AT, B R R B E AR
FERERRIRANFE T/, A PTG 2

— RS ERHE R TR, BT LEBORIARSENG L LT WURBAT S B, 35 H R INVE
M= BENZHE, BT R P A B R R AW, DRI ey 70K W PR AR A A T v XA AR K
REFE L B MAZ G R RN 7 3o T H— EL by, ReRAERR B ROy AR IR 12 4T,
FEVORFT I ZVE R H QR 18 B DU TR R T

TR AT IR TR IS, R RSN, REERAHB R,
TR R A B R

ﬁr
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R AR TR, T T EA S 2 A i 1 o A I P R 5o SRR i
R R 2 8 BATHIRE i R RRIA AN E) 0.6 ml, BIRESM IS BEIAAN RN 4 em, T REAR IS5
Yy, WULAUREFE A B RO RSN ) LR 55 . RS 2 T 4 em, 8 R FRERE AR IR R ET
AR DN (R JECFR XS St rT A T, R B s

RS EARP A IR L — R A BEA N — DR BEAT AT, 24— A A I 5 B ot 5 22 B b
i ABEAT TR — K0l o RS SE T i N #RAE, ATl B Sh b e S i IR O IR A 3 e i,
I H B BERE AR WA ARy B B34 (Auto Sample Changer) o

H B HERE 28 O BN A AR R LR 8 ) — N B2, B ARSI R AE N AR 57
SSRAE, W T e RER IR BB RO P B 30 78 BROKERE i AR ey 38 R SR 1T 4 52 H P I T R

SampleXpress #&4E 60 AN7 4% 1 HIRE AL, Wb TGS, 487 v] SEPE T = . SampleXpress
Bt ER R g, WoRiRm 1S SRR ERCE : B 1 A 5r A b A, 42 S m 7 {3 s
FER SRR T, HCEAE S IO 3, i ps .

[ 8 SampleXpress B zhifiF2s

7E topshim3.5pl5 # A Ny 4~ ICON” it 4n F FH i -

=] [ 3
Spmcrmcopy Auemason Tesellcin - Confgw o

Routine

Spectroscopy
s Automation”#E N ICON Fit[fl, X ifi Holder 5 4mi s iie. LR WA LI vk, 5L

Aditomation Toolbox Configuration
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WSHWES, S “Submit” $EAZEE. sk “Add” WINSLES VA, “Cancel” HUHSLIRINE,
ity “Edit” gmSeiniE, S5 “Submit” ALK . HHH P4 S “Change User” , XU
7 Holder S&mR LG &, $RACKY. AR EN NG, Al “Start” JFIE5EY.

st pom OO 8 4

sampleXpress -
First sample 1 =
| First sampie in the magnet (locked and shimmed)?
# Process all Acquired Data Sets

% Stan ! @ Cancel I
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LI = MRS —EREERFINEDEH

— XWHEK
1 EE SR LR IR AR S B R — R SR A AL
2. T FEREHEE AL K B SR A A4 T i
3. TR ARSI B NTE

. EREE

HA1=12#, RIRFEEN99.99 %, y=26.75 (rad T' s) x107. TAMEIZT, H A1)
KRR LA RAT R, APl 3, T RIHIRE . U E A TR 5 Bo RIS+
B, HER RS SN PATEURCAT, HAPAT A MBS T RPAT A, B TR E R
THZ—L, HI, fEAMES BoMTERT, “PATHIR AT T Bo MR IERE 2 [R5 7= A T BB 2% -

B Ey=mB,2
IBO

B,=0 B,>0
JE R REE SRR RN — B LU, ShRRELE R A B AL Z B By BRI . B ERE
THON TR TR, 21+ 1 DMREHAEGEI S, mE T W x, A m= £1 1Ek
A FEFCVRH, T DR R 8] R AR R I RE B 22 9 -
AE = yiB

o E.=-mBJ2

ARSI RE RS, WHA IR E R . BT REEZNAE, — M E KR
ST RS, LAWRILAE RIRERE . 1hAbT-AME o i E A% 3% 3 — E MR i LR T, 4
RGO RE BRI A T H B TR [ e R ZE I, AE THIRAE AR A B e AZ R i AR S RE R B

rReas, RFAN:

Il

AE = hv = yiBo
HiEETHON TR FAZA 20 Mol RefRiL, HARTR EAHRIMGe & . APt 5 IRV Y
MIRETE, HIER T8l UL Ae i H AR R M) R BB ERIT, PRI, kb 751 2h
2930
30

. o dl .| |f|||_|,lll,l|!”un,,.

| [{LLLLLARS

NMR A E AR, — D5 A A R 7 1T, 75— 52 B i 2. BUTRARE
P, TMS ANAR, ASEHE R E R 5 R A RLRE — Bt IUAE 0 ~ 15 ppm JEFEIA, GBI TR .
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0 ; o Ethers Sulfid Sat. alkanes
. Aromatics RiC=CHy RO RE-CH ®H

|
RCH—CHR!—' c% v »——-RC—CH |
| |

|
PhO- CH Ar-CH— »—|—| RyC=CR-CH
I
F—l;n Cl-CH_I-CH ﬁ@fuﬁ@

|

|

|

| |

| |

| s |

B AER | e | I g I

| 11 Br-CHb—< »—c}‘{-u—CH |

I I Estets ! I

: : : RCOyCH#——  ———NC-CH :

| 1l O;.N'CHI1—| I—-—!th‘CH I
RCO,H | Aride RCOWH I ROH I I

| I [ I

I PROH | 1 f Rﬁ{‘”{

11 1 1 1

I I I I I I I I [ I I I I
120 110 100 %0 30 70 6.0 50 40 30 20 10 0.0 ppm ()

Solvent: CDCl, Reference: TMS

=, LRHEATR

L TR AR A SRR

2. 'HNMR {5558 5FE MR IR 2R
3. TIEBRT-JRT RS AR AR

9. sEaefy s fphet
Bruker Ascend III HD 400M #ZfEEAREAS . TS (HE Smm)  ZEME. AVLE
Y (10% LB, ARERHIR OBE. WOl  mAREDT (48 0.03 % TMS) « NMR F i I
. B, T RS LS E. HOB, N8, FE BE

Fi. LRENBELEAR
1. 10% R4S EEE LS b ik (1 26
2. REAVEYE—4EZE I A0 T (BRRARHF IR ZE. IRATRAES) (3 28

N ERPR

1. FEA I HER
FI NMR SRS 7] 5 mm BESE HIIN 5 mg IR FANULEY, FBBHAEIAL 0.6 mL

ARG, o ERERETE, FE DRSS 1, FAREAURID R & a7, IR
TR RE S
2. BRI
SPpLERF

a.  FHFEAY topspin3.5pls, Hi A4 ICON’, i Automation, A ICON NMR F£/7

b.  BHERMEEEK TR EEAE TR, BNER TR EE, BN SRRk E B

c. BMFPXGEHEEME, MR AT BMHEEREAES . W58 CDCl. LRTHI5 N 1.

59677759 PROTON
d. A submit $EA2 L, i start FFARSLEG
T2
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a.  HIANATA sx T XX CFEMATENIED , d3EAFES

b. A4 edc FrE s, 43 fE name £ H ALK A, expno AT S, —HBRONET,
procno NACERF S, ERINEEN 1, solvent NFTHTARIAF, Ak excute getprosol "L I,
Experiment 45258 4 PROTON, dir AR, BIAFE N d: \NMR\XX, title A&F15 B ] A,
Aidi ok BPHT,

c. HN#4 lock 87, 7R lock done 8145 W

d. ®WAMA atma H3hEE, E87atma finished” 1% 45

e. A4 topshim =37, IR topshim completed” )37 45 )R
f. A4 rga 53R 25 AEH

g FIANTA zgefp KAF S M B A7 4

h.  HiNfr4 apk FHELIRIE & abs FELARZ IEBI15 3 — 24 A i1 4]

A4 sx TG e B
. ERER5HELE

—

10% EB ON™0O D MNO ® 0 -0~ W @ M0
YYIM MO0 a Ny @ n @ o
MNENNNNNNNN alaialal -

e e N v [

2 I

tagast b= 5

~ oM < [=}

@ & S

-« = L]

9 8 7 6 5 4 3 2 1 0

1H Chemical Shift/ ppm

FEINfE Bruker Ascend 111 HD 400 MHz #% % 3L 4R 3% A% E A5 21 10% £ FER AR
W ARSI AT 30N CsHios HHEABAEE N 4, UL F AT RER 3K . ] Mestrenova
BRAERS H AT AR IERNFR Sy, 2B i B m] n B AR U7 R 5R AR 06 7.26 ppm 4t 3& HH B PU AL 400 %
U, B 2 A8 R R AT DML S AL RS IR I S AR AE . = AL A AL T 204 1.3 ppm A1 2.8 ppm
feWike BA o 1.3 ppm N =HWE, PEHHAHATE 2 ANE, 5 CHa#Hi%E: 2.8 ppm PUHEWE, Bl
FARA 3 ANE, 5 CHy M, HIL 5N 2:3, B8 1.3 ppm A1 2.8 ppm 435y — 4> AT —
NCH AR ARG 7.2 ~ 7.4 ppm AEP GBI R, HLRAHIER AN S 5 A, BEEA 9 B
R G5 o, & MEit &y CeHsCH2CHso

I\ LHRHERFR
1 FrARAEAEZINIE S T e, IR, R R AT 1A, SER A ar & ANRE
k=i
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2. BEASEIGEHT, RO AT MURTER. BR. RAT R, B, WD, BRESEIR RIS E
WIREALE, AR NBEEE IR IO RS KIX

3. RAWLEARAK TR, S/ NOIETE, U)S T SR G R

4. FESETION B S BERESS TR ] 2 SIS AR, DA ST s ek

5. BHHRESTEENARVEFERR S, RHEWE A R VFE NG TR BT B, JTHA R

VR U AL BB UL, LG B e

i FeAt BB
SRR AR A 1], SRS RS, AL SR e AR, DAL
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SLIG TR A VY R AR — e E R LSS

— XWHEK
1 EE SR TR IR AR S B R — i i 3R A A
2. T FEREHEE AL K B SR A A4 T i
3. T 4EDRE S DEPT 556 75 7% M il

. EREE

BCRI=12%, RARFEN11%, y=673 (rad T's!) X107 (yo/yu=1/4) , FHiB BC ik
H 3 REE (SMEEL S/ND K 6400 1%, Iz H X4 BC B A SRR BC it n 2, BCitkm
S/N B EE A% . 13C B AT DAFESE PR P A3 21 32 S Z AT T A BB BOR A R : 1. Bkt fEar
AR AR 2. FRARMERER . BiE 1 BC fE STER AT LRI, KKSGE TEMLL: 58
R TAR TS BC A, AMUFEL T BC i K, R HEESZER FHER BC &5 15—
b . EEHEE A BC IR AT AN, AN R, R —MOOSHRE AR, RAR
R )73, 72 F o2 U H IR S AN Bz i RIS, B —A> 2483 Ha, A REIE 7 o5 P
AT RIETEMRIEE, ©46 7T MR EAR, o7 prE g BRI BC TR T 58 &
B R Ay s, R .

CH,
CH CHa»

s

200 150 100 50 0 ppm

BC R T 9 A

 S— |

H kb 251N
2gpg30
"
d
1 -l”'H, I
[
5 | o ]
pli3 -pli2

13C NMR ¥ 27 i — b B 2 () J5 922 DEPT i, BRI R T A8 1581 . DEPT i 3- %
FIRX 4r 13C NMR 8 A s b, BURAZEnR . DEPT % it H A4 A 555 % 51 10 ko A B
AR . R 5T AHER C A 1E DEPT A 155, ZFikA HILE DEPT '. DEPT i
DEPT135, DEPT90, DEPT45. DEPT i 542348 BC NMR i bbas, REUES, BAAonHES, I
FFEGED, WAR AR, X RAFARE T Vinsc B, HTAETRZSS, BETF R 50 5
[A]%i. £ DEPT45 &1, CH, CHy, CH:f55#BJvIENE, (HIEZI5E 5. L% DEPT45 5 PBBD,
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LAV JE =R . ££ DEPTO0 i, L CH {55, nfH TJ4J& CH. £ DEPT135 i1, CH 1 CH;
{55 NIEWE, CHy {55 Nk,

5 TH NMR %340, 13C NMR & H % H ARS8, &P ERER (TMS) Ay, Jf
PASHE NAL AT R HOARFEE o BRI Ko, £F 13C NMR 8 4020 8 b T EAE ], ks hr i v Bl
FEEETE, 76 0~ 250 ppm, WIEFTR. BT BC MRARFEELSH 2C 1 1.1 %, Frih 13C NMR i)
FEM R TH NMR 3 K—28, AJ7E 100 mg PA_E. BC NMR #5743 BBt Bk '"H NMR
EEZCED
ek A i E (0—250 ppm)

1 1 1

Aldehyrles, RCH=O R,C=CH, C-F c-Cl -1
Kalozer, R0, fgseRi— | .S l—C-Br |
| El -1 2y | | |
| RO=CHH—— B | | | CoH Satunted Allaep
: gﬁﬁﬁ‘ W] gy 1] | daw, AR
! [V ' ' Heteroammatics | | l : ! |
| H— 'y g4 COH CsR |
| = 1 1 [ | |
Clboxylic Acids R CO?H; 1 RCEP& | | C-OR | |  C-hr |
| e 11 | | |
| R-coR| | HEH || 1G-S0, |
| Es b | | Slfordes Sufones 08T, C-C=C |
I R—cdrl Ll e | 0 |
| A 1| jescRy | cdp |
[ T 11| i | |
L L1l 1 Ll ] . 1 L
T T T T T
200 150 100 30 00 ppm (&)
Solvent: CDCI; Reference: TMS

=, EHRERIR
Lo THE BC AR L RS IR
2. THEBC PR ERE T

9. sEEe{X s el

Bruker Ascend III HD 400M #ZBELARIEA . #E5E (B2 Smm)  AYULEY (10% LEFK,
SRR Ol RO O « mARED (% 0.03% TMS) « NMR FEIRRE . Bt R
& B IWSE. HOB, N8, F&8, #E

h. ZRFHBELBARE
1 10% ZIEH—YERil . DEPT SEBbJy B f i LA Stk BIRR AT J i (1 %)
2. REE UL —GEmii i K S FEARAT (ABBURTIRZ I W2 (3 20D

N KPR

L. FF A T

F NMR B SRR ) 5 mm BTN 20 mg BR 50 AL &4, FIF B IN N2 0.6 mL

AR EAVEW, 5 EREMAEIE, FE DS ERERE D, ARSI R 4 JE 7], RS
PR RS

2. 13C K DEPT 256 i RE I -

EpZIpri S

a)  FTIFHAF topspin3.5pl5, A4 ICON’, fitdi Automation, #kA ICON NMR F£fF
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b) CKFEMEEK TR ERAE TR, BAERT RS, BN B3R Rk e 8

o) BATXGEIEREME, LAY HB+EARBHES . BT CDCL. SERFHISH
2. SEERTJTVE N C13CPD

d) fEERSLIGHALE S Add NSRS, SEIRAMRANERIA BN, KSR 3, KRITEA

C13DEPT135
e) fERIRSEIGIAI B S Add WRINSEE, SEIR A RRANEFIAHE), SKIRT SN 4, SKRTTEN
C13DEPTYI0
f) fEERSLIRIALE S Add IRINSRE, KR A MRANERIA RSN, KSR S, KRITEA
C13DEPT45
g) iy submit FEAZ LS, sl start FFAASEEG
FBhi:

Experiment S256 44 208 C13CPD, e ik 25 9§ [ &

. XREREHELE

0% EB of DEPTI3S

3 150 140 130 420 190 100 0 &0 3 20 10 i

-] IJEFI‘?H:- ]

L ENTE Bruker Ascend 11 HD 400 MHz A% i 3 9% 1 A% RS 2011 10% 23K AR & A7 i
Wit C13DEPT135 /&, ML/ #ral &0, CI13DEPTI35 i & rh g IEIgfuik, fil&ly CH, I, 1E
Uy CH; Al CH [, T BHZE 1 29.0 ppm A CHy L[] .
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10% EB of DEPT90

2(I]0 1éU 1(;0 14;.0 1é0 B E1F("]'(I!9 o 8'[1 6'0 4:0 2'0 6
N7t Bruker Ascend III HD 400 MHz A% B4 L 4R 15 A _E AR 211 10% L 3ERTARE G 1%
Y C13DEPTO0 i /. [X] DEPTO0 % K v X B CH ZE R, WIS B A el 40, 42aif% 125.7
~128.4 ppm =#{1&A CH 3[4 . @it 5 C13DEPT135 L&A &0, 15.72 ppm ALK 1EIE A CH; 3[4 .

10% EB of DEPT45

260 150 1('50 1£IIO 1éD o ?DD ) 8'0 6'0 4IU 2I0 0
ppm
B NTE Bruker Ascend 111 HD 400 MHz #% #4343 AX LR 15 20 10% L3R TARE %
W) C13DEPT4S i K. DEPT45 i & &l A B, HemiyHig, 5 C13CPD i b mT %0,

H2EAE % 144.34 ppm HZERRIE
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10% EB

el - O

] < o 0 < N o ~N

< © N~ T b o ™~

<+ ~N NN ~ N~ oo o wn

- - - ~Noe N ~N -

] . Sfo? | \
|

o e o W g G 6w B e
FEATE Bruker Ascend III HD 400 MHz A% # 3L 4R 54 AR 2 1) 10% L EE R TAVE T
T C13CPD i B A A5 F 2N CsHuo, TH AR 4, W 4584 7 7] g 5 %35 . F Mestrenova
AT AT bR, AR AL, BRI B AR TERIE 77.16 ppm 4b, SEHILNAE, 350
SERG AT REAT AN FRGE LR SRR (MBI A7CE - JB 5 DEPT s36 Ll 1, Msids BK3% 45 51 CHs.
CHz. CH. CH. CH. C. HH, s abpidiig 15.7 ppm A1 29.0 ppm MR IERR, 73514
FE T RTE 2B s (RIS A0 4% 125.7 ~ 128.4 ppm =2 N ZE3RTR CH U6, 15 W N B EUA 26 3E
H 1443 ppm AZERIE, KA —AFRIEHE— DU RIARIE. &2 B, Emsiieh
C¢HsCH2CH3.,

N\ ERERER
Iz

i oAb Ee

%
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