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FEEL AEaRlE . QKRR A ST R R R S S . AR X S U Bt b,
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AR HE A, PR R 2Ed XPS Rl R F AR e R IS DL 5
SGEBEE, WA MR R MR % A S 5E 57 IIERIAL
BAEYIR R DR R SRR AR YR . ik XPS SEit = H £ T — g
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IS4

NMR ) E K@ AE T HAR R B, X T e S A R I i B mT %)
ANFEA IR A, B E R B T X A S2BR B, WiiE NMR 15 kR B — A
ANTT BRI R AE AN 3 T G5/ B 7325 AT AR E 73153 50 kD & H 1) e 8 = 4
G, FERAOIRES T, B RS T FHIOEIEs), XS R NMR £
SR AT, ERARET, BTSSR TE (CSA) FUEM. DA
HAEA, REER NMR B50EAR 58 . AR A o I 26 24 e S 14 AH B AR FH RS T A
RN AR, (AHAS THIMENSEHMEEREE.

[ P A A ) B T 0 R 2 — & BB S S R AR (vip) ) JBE R e e
3k (Magic Angle Spinning, MAS) [k JE, 5 vrik 111kHz. X P ARE
i MAS 75 31 1) 4 28 JE DU T — 2N B R SN LA o FRpR AL 2
HRRFERI T & H NMR 3% 5 )8

LR NMR B HEZMAR KRR AT T s A (RIS 41T &
Bl RBIAR . 248 NMR WS 7EE AR Pt B8R T RS S o

RE S — AN BRI I, HEAT 2405030 M — A BRI S R, Fist |
Y2 RS BOL I R T5, SC T R R 4k TH-°C MIsEt . IR eesg
W) T B4 TH NMR 5 7 (0 53858 o 2 4R RS LAR S B0 42 078 N — 4

(1D) & (EEWRm o) [AKSIMEE . WX TEREE I, IR
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B H B NMR 43R HFIT

R LW T A HURE A S MEAZ PR, GRS eI B e 74, H
et Cy), RIRERE. XWMMR T M4 °H, BC, N Al A R brid kg
FORRERCR A R UE . NRARF RGN . thoh, MR 1L, 7EA NMR
TR T 100%01 RIAFE 5 FTH RIMETE SR T 4% fie e OBk Jg LU AR
gity, b RERT . SR, B2 IXF LA 15 m / JEE R TH NMR 7778 1)

1

R 1 AVLEEBARE NMR 7552 8P R
JEF#% HiEEFH (D y/107rad T's RIRFEBE Y%

H 1/2 26.8 99.99
’H 1 4.1 0.02
Bc 1/2 6.7 1.10
YN 1 1.9 99.63
BN 1/2 2.7 0.37
19F 1/2 25.2 100
29 1/2 5.3 4.67
3p 1/2 10.8 100

R (D) 58 LT AT 1% 18] AR SRS & i
p = /417,
r

Horrr FoRZIAME . D 5B R AZREE L RF B L, X & RE B A TH
AR AR & H N 20 N RV SR B — 5 °C #1016 1% fltn, CHp 2EH b *H-"H
() D #& 20kHz (&% r=0.18 nm), X LUl A%t vl i A 248 J-F & K15 2 . i
23 B AR R B I 5 R A I — A 2 BE X )2 A 2 % 1) 3 P PO T AN 2 4% 1)
[FIVE o X A — X% Z AR AR R & B e TAR T S 1% 7 1) (Bo) 1%
(][] &y 1) . BUASR UL, AR S 1 B E T T (Beos?0 — 1), Heixm &

Bo J7 Al Z [ (AR Sy o X TR ARRE b, AT I 21 B 2047, DR R f NMIR 33
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VEZ IR AR oA A I 2 B AL AR, FR 2 1) S .

AL A A, 2 JCARANEE R, 5§ B e E E s B A7 78 A AR o 1 R R %,
AJ LB 100 AN A AR ARRE & 57 5% . a1 FOR, — AN UL A HLE R S TH
AR SRR 2 — AN TH] B0 55 06 o X5 M RV TH NMIR RS A7 7E 235 22 53 [ (A%
HCARPEE 2 5T e (PRI T 25 5 e W R B S, RIR B AL A LR 0 7
DR B % 170 S PR AR ELAE P AT A (A A5

<————— 125kHz ———M>

e

||||||||||

K1, wREHErEE CEED Fiik CRFED 'HNMR 4R GZEE 2%
D)

A BEF e

F TR MRS AR A A5 SR B R e SRR I A1 BE A R, 99§18 30 T BUBR AR & 47
ks R JEK B, W AR AR A (Kb AT AR BIRS E M Eh A R o ARV R %
SR O R A 1) R R 1) 23 T 5 SR AR 5 0 LA 5 o S A PO LA
SURMZ R FRINE . T SEBE PR, [k NMR 50 5% 5 L X P
P iE. B, BANEER, SMRMEAHETAEN, 0—XZZ R EREE .
CSA FlI—Wr PUARAR BAEFH A — A 77 o fitE, ol Ll — A ik E &R
KA EAE T, AR — AN 1 F P B 3l — AR BB SRR R ) A (54.7°
BG 54° 44") HEME ATV, PRZONBEA . AT DLXRERELAE, i 2 pE BIRE
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i [l G — e, 3 E TR BN R, OF HUUE AT T
B ERFFFIAEE . Bk, TR RRES, FElSe— AN HUET 7 [ ess, anfh
WS BRI RS, P A PAT TR 2y “~F3%” BUal. £ MAS Irfy
BT, EAEA S MR AT 0 BT, MPTA B SRR & 6]
PR DN E .

—ANEERH MAS [T °C NMR, 4 H-2C 2 X4k (CP) 5 MAS
Mg &——CP MAS NMR, &% Wi TSR &R R R, MAS S (8 5
G E MW, W& 2 Pros. RUE, EXFELT&%EA AT
Ve, B VR IEINE 40kHz, BOWSEBIMIELA 4, HELTEL °C MAS 11K
8%, X PR L2 8] i 22 52 0] B Maricq AT Waugh 2 88 iR 35087 . CSA j&—
MEEAER BB, H&m R REAS N TR, r, RIEREM
I AH B (R S B AT IR T H B A, A = AN ECE 2 - S T
— 5 E HIABARRE B T FLARAR AR RS & 10 5T 7 IR 30 B 1 R R A AR e 3 AN P AE
B S (AR T E &, A— AR OSUE IR G A B R EE — g IS5 R .

BT KT (rotor) EAR, OS2 MAS #83k (probe) SCHRFEEHRT vgo
#EH AT, Bruker 2w /N SFETk 0.7mm, HofR s ve AIE 111kHz. AHEGF
20kHz 13 B TE, 24 ve KT 40kHz I, £E 56255, Wl 2 Finl™. 7 MAS T,
RS & BRI 25 TH NMR 3 o 4= 28 ] DUER AR N A2 A B4 AR 1 X RFAE
P3G SR CYTE CSA BIMEOL, ST Z 18 1) R AR AR & R A

110 kHz
100 kH;m Kz 100 kHz
80 kHz 80 kHz
60 kHz 60 kHz
40 kHz 40 kHz
20 kHz
20 kHz m
20 020 020 020 020 020 O 20 020 020 020 020 020 O
'H chemical shift / ppm 'H chemical shift / ppm

K 2. ARTEESIE T (14.1T) KK 'H NMR % (a) H2# (b) L-41% % HCl *H,0(1%
4 B 2250
B. F#% 'H £k
fE 'H 2D DQ MAS 1 rf s g i (35t B, 4% MAS (vg = 30kH2)
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5 'H $r BRI =500MHz #ESRISE A, FARAE I 2 R R AR IR R e AR
(I T T A0S MAS ] ve=35 kHz f3EI4E 4L, SR, 155 MR I5 5L,
TS HLFTA 1055 A2 M P8 0 LA Ik o PR MAS A2 S A5 28 TH [ #& NMIR i —
F-B. 50 4FRTE AR I —ANRERI I i & AR 7k, ORI R 1 2 kb B
AR BRAE RS, HAE A e L8l 7450 (RP) fkaliedt . @ idix s
LKL 5 MAS FH45 & —— e M 2 ik e AHLE & (CRAMPS) 3813 T1R
Wy R I TH AT, SR, CRAMPS SIZIGE & B [ R 2 RS T 3 Ay vk 1K
I3 N FH 1998 4F: Hohwy 28 A % ] *H CSAs 7T BLE Ff CRAMPS £ Jik i MSHOT-3
FI% LA,

fE CRAMPS 56 sh—ANE B R AP R R 2 I T4, Rl
MAS 9B T i HIl 55 22 Bk e 2 O VERE . JE 38 Wl N ERSFEAR B IHY . 5K
b, A& ve, BIZNT 3kHz, SRAIMIZFESH CRAMPS S246, iXFE, 7E—NIEfl
(RGBS, 762 Uk 3 S AR A PR, R TT DA A R B A 1 . EIX Rl
BB “HEBRAS” WPRH, 2 Hkoh e 5l LA AL B AR IR AR 58, 1 MAS T
AP CSA.

1996 4£ Hafner Al Spiess & H CRAMPS =256 K F A 11 22 ik v > 51 (WHH-4
AR AR fE—/NMEEHE Ve (10-15kHz) F, A PASEELAEZRiE, XXM+
WL CRAMPS 77 NI A2 2k, HAREE AR, L5000t S B i e A 6 AN B
B, MR MAS, BN MAS R KRR B <3807, SRR SR e &
WL ARAR R SEEEAR s SR AT DA A “TE LY IR R 5, X R —A
1 v AR R

I [EA% TH B LASEER I S —Fh 5 vE, 2 Lee Goldburg S25:, Hidr 'H
SHATAR S IR RS =55 T o V2, HP o REKMER R (o] = 1yB.D,
o By GRS, IXEE, /£ NMR KEHAE F, [ e s —H 30nies,
{8 T A A BE A T 10 o IXRE , BB B AR S 25 R O KB FSLG
TR, R H BRI BRI & BT M4 s, fitn, 78 °C MAS i
H BRI T PCH R A . IhAh, Levitt S A4R I T — Rkl
[ FSLG 41, il REH A, Kl EEILEEOYER Hik, RiNEE
B, ZE S 2 ARG I, EREN H 4R SEEL T MR . i,
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1 de Groot 2 H:[F 5 A1l Emsley M H:F S 7 FSLG £#E2 'H-3C LS R
] 4y g — 3 411,

RUIE, FEFRTS T A0 336 TH B G AR 1 U7 ThT LB T AR ik R . il
Salager 55 N\ KRN T BT K — A IR 288741 -DUMBO, 1l 3
Fiant, KT REWS, EFMERZRIAR T, AHARIMAPERGIR, HiX
AN e AR ARG TG B, T2 H SRR A S AR S A R [ A e B ik e

b, A P

a
single pulse
/16

10 5 0

H

H\?

H|

CH
B
-

b

eDUMBO-1,,

.)\_._//U’\MJL

L] L) L)
10 5 0

o

10 5 0
"H chemical shift (ppm)

K 3. AFEfKFFET B -AspAla —BkIE A 'H NMR #: (a) #fkt (b) eDUMBO-1

1 (c) eDUMBO-PLUS-1, 500MHz HE{X, & 65kHz 2% F T 52 1. (% B E 2% ok M

Cc

IV &RE

FERS 0 TR, V2 NI rP e R B 1Y) B LR B 45 4 1Y)
PERIBETE b WORE ] B 4R LB RS 0 T A M R AR A RENS PRI IX L3 0 1
RGBT 2 W TR R AN D JEAER, R RES RO AN 30
WA, FRATREAE 5 22 I 1 o dd 1 o Bl 8521 28 Sl 1E W A4 A i FL A ik 77 7%
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W2 AU, WK DNAL 8 BT S A e A (R HERUIRAS S5 S5 M MU LA 3R
fiE

FTFEREFE 0 B A AU AR IAE TR S50 B B 1)@ 1 #4d sfiE i+
P, DUESE A fe gham A A, 4Edp 3 ThRe . 29 imas, DT Ah IR
PR 200 T VAR 2R3 B 200 9 2 4 AR 0 7T T T . H Al IE ) s T4k
SEMRRRZ, aobflB. BE. #%. pH. SRS TR FHEAES
o BbAh, IR —FEERSNNIY, KT A, i RAEMIRR S 5T
REAA & R . HAEANNBIERT, 21 B PR ASE
gk Bm . HEAR S5 1 15 BIE TR VI RAE . RN I E R — AN
W, SINEE TV T 45 SR AE ) (B — a2 — P B T R A+
Ao FER =S T R B DA R M E A B OBfE 10mm),
SRR R R TR ZANSOC A RO AR G /,  ATIE B AMX (U 200nm BT )
o PR R L 22

BEoxF LRy T ), AT X R A B, AT DASEIAE SN B
T BT B — EOIEINA, I H RGO T R i 2R T DL 2 2 Rl e
MFT R, FREGIEEMREL, A AT 3RS = & i 3 — ek

XERE RGN R B ERE 1 PR, EEAHE # b ooni R %
BARG. AW EE RE. Bt bR E RS SN, A%
BEA RG] SRS, G A PR aR SO Al B B — Ot R R R G AT
T IS AN LA FELYE A F S AT YR T AT R R A R, SEINAE A A rh gt
PR e (R T EYE N 50V-5000V). TG E s BE AR i 4R
BB ASOGREAT R AR, EHOGTE RN ST A S et Bk g% B L VLIS, fRIIE
FTA NG ROER AR S, SR RER s B oS e E At AR
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K1, (A B S BOtEE (B) #rdg-JOt R — il MRt Aor Bl (O &
HL7- B AR — BB KRR f e S CHerp, 1 9 I — EOLIERE R SLEE, 2 N E
LRI R, 3 NEIEAE — COLREHE R E RS0,

Fr ) A iR R E (T 2) B FERRE . FERLSOEE . B CPAT
PR R i OGRS AX o 2 T B G ML R R B TP AT R A s s ) o
i, T RIERE S AL TS SR B8 B3 . Z RGPS AR B2, ~PATIR
LA A3 SN N TR DU IR LA T3 - B ST L ORI R SE B LA AT 5k L S R
IR R IR R RS I s CASEILFT IR d G I AN e E ST e, R 3
WA R AR, SREI 2 4. BO6 R ORI E (K 3) B
JEEJE. BRSO, LU, L. JOUEE. SCEBRAD GG .
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T U B & B 2= 25 R B I A o P — TR AT S 2 B R 30578 B B30 B
(PHEIE . s AR b, BT AR SRR T B, AT AT O B NSO
JrlE, H5ASOTT IR AR T 2.5° KB S i@ R D GE E 2 RN S .
BATH H RRFE, T RIS HRFE R EE B &, T, Romid i F i 168
&, FRETHE AL R

H=T4/T,

LA EUDGEE T ARER, HAOFENFLIHEAXIEITEIE, AT

ForAGOEE , FEATUH TR
H=(T4/To-Ta/T1)x100%

Rof
H— %

Ti— APt

To——SBR R 0

To—— 88 60 O

T— G R B el

AR ) RAT SRS 73 6 BE TE UV-2600 1 [ETRFR 73 BR B R 4T 25 FE
TR T 7% o FATE P BRER I AR A D9 BE i AR, R 1CRE BT AR 70 BR AT AU SR A
ai KBS YCIE R . BERAFE iy ROSF R B ) DA s AR AR 7 BB N 1, i BORE i
FUFRT 1.2emx2em; # ff PN R RS 3 HLP AT, BE AR 0 BRITR IV & 6
Bido M TEQT
1. HERFE, KRR AR E TR ERE S, ASHEHEAR 7B R 2 6 R
FARCAIAR S ER CAEORIR D S BARE I g8, JeEEAN Tio HTRINEXN
JEH, FATE S KRR AN, Bl Ty Al 082 1000 Ty UK 16
R AR )2 T8 B AN T 1 s s
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WSe S AE h A)BE TE S A D » SR ASE 00 -2 MAC 1 P 01 B B D A s A R RO RS D'
AT Ty, FROGCBEATRE S ORI B A 4 PR .

ASTH

BB

P BT 2 B 7%, LS SRR S OB HEAT IR . e B R
“~ 550 nm, ERZLFE SR LR BCEA4E R TS I EUEAC N (4) it SR T 5%
SERIRE L TE K 550nm &b % BE N 43.16040. 471%, EARNNREIR 3% 1 .

*1
W R T,% T3% T4% H%

1 86.159 6.397 43.692 43.160+0. 471
2 86.155 6.390 42.708
3 86.180 6.386 42.671
4 86.137 6.382 42.665
5 86.161 6.385 42.712

A 86.158 6.388 42.690

L
ST I3 AP T TN 980 S U R R P ) 22 K B 1 R 2 e !
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JF U BOR A B AT RS B B e T AR . REUE @S5I, SN i
BHETATT R 70 M TR 22— Rl 25 M i 5 2 Rl 2 B A T R,
S A (1 98 K70 B RE AT ) 5358 R BE 0 T — AR, S oy e B R 2Rk
R T . FER T B o MTBOR B RIS, A Anr s B . MUST b IE A 3R X
Hs L T 2 540 S D I SR R SRR ATI IR A 24 4 0 B A 2 P i i
— BRSPS A BN YRS 5 AR R o b s e s (R AT,
T Jo RO TR IR — I, D8R8 B a0 B S5 0 Hr s 0 T A, JeH e
FEFE RN PR NVE B A s 0 B 5 0 Th AR EL 1 BB AR 5 iR AT AR
MIPERT. Br T BN B U0 s fe (R TR A 15 B AN, T HAe A e K Ar e
JRAE B R R R, AL E M RO A R BRI

A SR, V2 5E 250 S SR HIIAE BN PP 03 1 R Aa Mt
177 RGEVER I A0 7E, 2o H Kt 2 A A RS S P, ar DL i
A b AR e S5 1 1 R, A KA R, DUE 2% E Mo b S
HIit. SR, AL SRR Z, RIRMRME AR 5812, 41 A5k
I 53, el A2 S L AR5 Ll N 53 i SR AME . ASCEL Cornell K2 McLafferty
HINRRAPEZHK, N TAEGHE T RSB A, T8 71
BB PIRE NG N T AR S N SR, IR 1 % A WL I ke

B 152 BT YA SR LI, B DU BN B T8, T 22 K R T S
O TR AR AT dh > TR R . BUROL T, KT 225 i ISR R S TR L
T0ev, (EHLT3& T T, FEA > TR BEA WUAANFELSAR: 1D TR T f 2 7T
N TIRED T8 T 2000 T Tt B R A AR R R R 8 15 3)
STETRASGHEAERENE T 4 Bds T8 T REERNEGET. H
VR TUER LU E S T, o BT A B T i) DS B S A5 .

20



SrlitCER seH St ET

R o [ | S
BrE 1 —||| —y W%
N
% rd
ﬂf M
Lo mr M g E
—=—Mﬁ$57—;—
iy
T A EEATES
;Fan @1@}_
= EFes—
g
SRR
I ~
BT =
. HToIthE
e LH BEAS
RS .
e B3

~J
Kl 1. ET s 3 &
1. BTRMBHERYE-—BTEBHRE
1.1 P72 e 1 ik o I R MR 2
B AERAT A (8D R R, fERAT B EET OB S T, KA
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1 AEIRETN L R B

ZH ZR BEEE ey ZH EE T AR BEEE ey
a n-CsHiz 10.4 n BF
i-CsHjz <10.2 B | CH;CH,COOH 10.5
neo-CsHia <10.2 Bt | CH;COOCH; 10.3
CsHp O 9.9 B | CHsCH,CH,OH 10.2
n-C;H7F 11.3 B | CH;CH,COH 10.0
n-C3;H7Cl 10.8 8 | CH;COCH; 9.7
n-C;H;Br 10.2 Bt | CH50C:H; 0.5
n-C;H7I 9.3 n-C;H;OCH3 9.4
T CH;(CH,,CH=CH, | 9.5 BB | CH;:CH,CH.SH 9.2
(CH;).CH=CH CH; | 8.7 BiEE | CH;CSCH; 8.6
Bilf | CaHsSC:H; 8.4
FLEE 1 | CoHs 9.2
CH;CH,=CHCH=C | 8.6 5% | n-CsHNH: 8.7
H:
CsHyOn <0-7BR 9.3 (C:Hs):NH 8.0
CsHiOr *f-ZER 10.4 CyHsN(CHs) 7.7
CsHsNO; 9.9
MoE | CsHsN 9.2
# | C3H;=CH 10.0 meg | C4HsN 8.2
CH;C=CCHj; 9.6
R | C4HiO 8.9
BE | n-CsHNO, 10.7 By | CHiS 8.9
B8 | n-CsHsCN 11.1

1.2 BT RYR AR

22 18 R AT S e 1 i R O T T AR SR N UL R, AT O B T
PIREVAGN A LA A Z (R TR, o Tz
(1) o Wi, fajsstmind

R'sC T CR; —>» R';C- + *CR3

2T o AR TEED MRE T, RS TRIT, BN E T
igcAE R
(2) a Wi, Pk T
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R{CR,-YR—2> R+ + CR,=Y

ﬂ'/\ +

o+
CH,-CH,-R-Y — CH,=CH, + YR

B L T AT b RSO S T, SR AR T
T, RS, R TR TR, SRS IR X
TR, MO RE M TR B FERARE R RS T o WERRNAS]
LA RS
(3) 1 Wi, HR L B
AETFH M i R
&3 |

R-Y-R' — > R’ + «YR’

R\ + e i ) _
oC=Y == >C-Y —= R + R'-C=Y

BT 7 W

+
R + YH,

4
R —YH>

(&

v i
R —Y = CH,

R + Y = CH,

FE IR RO W 5] R, 5 IR B fRr OB B R SR T 2R, IR — 5 LT
IE R O TR g, Sl L par O R RS BT A B
(4) HEHARM

DB T H EHE

)
u rH H\J?Ri +
R (O
HLf 5 S H HHE
HJ ¢=CHR



SrlitCER seH St ET

B R AHAR IR BT KA T AR R B HE RO
(5) BE#e )z ( displacement reaction, 455 rd )

r\

e e

rd J N KR B B TR — AN R R B S — A
(6) ke ( elimination reaction, 455 re )

+(> + (o B C

A_/A y A—D +
VAT
A—D + \/

re 5N P A SR W 2 AT P A B B A
2 RBI5HT-—IRGE BE BN T 851

SRAB] PP i 2 T AT % TR FBZH I8 R 1l 7 b B 2B B =N AR IR = (B 2 v 2.
3 AN 4 “SUg), R 1A R REAAEH, MY AT RA KR T R, Xt
F]BE ISR 1B TR EL mT e A I B, R S RN B, AT HERR AN
EHRIE, o )a TR BE— T RERI S5, AR5 I8 SRR A, AR O B
(Ao 1% PR BR AR NP o % B X b, A A e R R T 45

OCHs
OCH3 E
C

CgH1g0 CyHgO CyoH,00
Exact Mass: 142.14  Exact Mass 142.14 Exact Mass: 156.15
OCH3

S ©CH, OCH;
CyoH120 CoH160
Exact Mass: 148.09 Exact Mass: 140.12
e > N S
[ei] 5 FrY)

CioH;50 CioH200 CioHg0
Exact Mass: 154.14 [Exact Mass: 156.15 Exact Mass: 156.15

A RER] )
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Cheomatogram 800208 ARG 1% CAGOMSsolution' Diata' 201 51201508 201 508271 QGD

3,000,000
‘OCH,
T
f\
T A TIC*1 00
——— —_ -l\-- —_ PP | \"“'-'; — . L )
T N AR R T DARRARARAN EAREA AR EARER RS
30 4.0 80 a0 10.0 1.0 12.0 130 140 150

iviviy

B 2 ot A

Ling#4 R Time:6342(Scan#:310) MassPeaks:73 BasePeak:43.15(12604)
RawMode: Averaged 6.333-6.350(309-511) BG Mode:Calc. from Peck
100

] $

5

il

E 9
‘ 14
I | Hl L n

T R [
010 0 30 4 N 6 W 8 % W0 1o 120 130 140 130

9%

B 3 4 S0t R f o i
THWRIEY a PRGN FEEP OB TARMEERET O &, 1E
WEETOEFIRE o MIRIERARE MBS, Bk RNk %
[H.0], 7=/E m/z 124 B B85, 7EEMREFTN H 45, RERERNA
FIALE o W= m/z 95 Ml m/z 81 MITER 1.

/
Z Z CoHy*
o re H — o \ Exact Mass: 95.09
E— > r_H» o K >
\“\

/ C5H9+
CoHie? Exact Mass: 81.07
916
Exact Mass: 124.12 X
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FERMR AR T B R HEHE, R4 2 Ik o IiZAS 3 n/z 43 75

+o
.
OH (|SH
/-\ 6H 6H
o | o
H D) R __,4)
C,H,0? C,H;0*

Exact Mass: 44.03 Exact Mass: 43.02

R BB R B il rd SOBFEAE m/z 58 R, B RAE a
Wi P2 m/z 57 W .

¥
JH

%H BH
) L rj a [J

C3H50*

C;3Hg0?
Exact Mass: 57.03

Exact Mass: 58.04

WA a HZ5H, REVEARGF MR F0Y) 4 ik B h o Mg A g4z, A

PEAENNZAL S0 a IARFY) 4 S vl BERIAEHE o I8 I I SEARUE fh it — P B6IE
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Chrematogram #54: 241

LHCEE 150831 CMGCMSsolution\Data) 20151201508\ 2015083 1-1A QGD
13,000, 000
OH
77
|
|
|
[
I'|‘||!
N
B——— o e S S,
3!0 4?0 5?0 6?0 7.0 80 X 100 11.0 120 13.0 140 15.0
Kl 4, AL EY) a bRk B9 Bl
Line#1 R Time 6 325(Scans: 308) MassPeaks: 102 BasePeake43.15(198146)
RawMode: Averaged 6. 317-6.333(507-509) BG Mode:Cale. from Peak
100
] 48 Bl
57
4
] 9
i % 14
T O
|””"'"\'""”"I‘”'""'I"""”'\""""I‘”"""I"”"”'I"”"'”I AR LA L] LA AL AR I
0 10 20 0 4 0 0% w0 10 120 1300 140
Kl 5. A& a brit il 55T 12

RAEALEYD a FrifE i 0 (1% DR B I TR) AT 5 3%
IG5 K o IR AR S AR B 2 R S 2 A0 3 S

L) R Time:5 893S 49) MassPeaks 90 BasePedk 71 15219224

) # .
Ranbode-Averazed 5.825- '-3-5“[w~|-34\l3| BG Mode:Cale. from Peak ir”’ [f’ QJJ
e G i = [
,-4J - m \I\
" . 0" W
CyH 0" i

Exact Mass: 5804

iy
Esace Mams: 12412

\ /‘Enrlc;::;. Sh05 /
‘ % 9% 114
:jul ||| ] ||||'|I L1l ||| ) || 103 1 156
ik A okl kAl b LA ok U b Lt kLA ok Al Mkl kL bk WAL ML b
0w D N & 0N & M Oo®»L W oW oW o o o1%
B 6. 2 Sl xt o [
&M ¢ g,
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HEMZAL Y ¢ IARFY) 2 B BEMISEH .«

Lunes3 RLTome6075(5ca=478) MassPeaks§] BasePeake T1LI3(125254)

RamMod Averaged 6 067-5.083(477-479) B Mode Cale, froe Peak A 3
100+ o, 5 ooy — :‘: 3 OCH,
] i i ) Ih\. =
Tl
C0’ - - T
1 Exact Mass S804 /' CHo ) .
1 5 iy oMy
] u N Eac M= 7i0s G 95 y&; M 12412
' ' 8 5/ 14
1 “q | || Ll L | | b | 109 1 133
A A i A L A L r-|I||1 QA n.:l L L L ) W L W e r|.r|1_|,1 r|.u|-:..|..|n| €, E,O
0w 2 N & » 60 0 B OWOW om0 B oW oI Exact Mass: 15615

K7, 3 It B i

WEW) e WL, BEMIRLFARERNY) 3 15 B &N A gt Rtk
HEMIZAL B e AT 3 e rT BERI LR o
3. &t

AICHIH T McLafferty B LALAB AN 2R S N 2R AY, i iod xof Pl ik
FEA S B 70 Ar, AR X Le R DL A S g =X, TR &P 7E BT i Hh vl e
AR E R RS T, B AR B S T A R B AR ER, @AY
5 1% B SR E R R S VD SR o

S0

1. Gas Chromatography and Mass Spectrometry: A Practical Guide[M] Kitson F G,
Larsen B S, McEwen C N, New York: Academic Press,1998.

2. Interpretation of mass spectra[M],Mclafferty F W, Turecek F. Sausalito: Univeristy
Science Books,1993.

3. AULBGEMHTIML, O, fE4E, dbat: A2 Tkt A, 2005.

]
TR 73T K T N 938 S DT SR e P D 28 K R e R I

28



SrlitCER seH St ET

ERERARIRLS REEY NOE ek
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M AT RPN REMFRT: LS, WEZHERE HEE, EE -
FHHgE, MIRATCIE E g, XS SRS, S Ak e
CHEE o F1 B M), XUIRETEIR S i NMR {55 . {EZ WA E he 17
TEABAR- TS AH TR (DD) i, 38 BFEE S MR+ 1(B0O T R F12) /i J= 20k
KA, NI | NMR {55585 . E 1 PR, —NEESERE RS
Ak, AR GHECH N, XN RIEZM IR Y% Nuclear Overhauser Effect (or

Enhancement), f&#X NOE.

b) N-—4/2

N+ Al

Positive NOE Negative NOE

® K 1. FEMEEMPIEIRRS (S MREHRIE AR ZErRE R,
av Fads: by WIAIS HJEE: oo WoiBE: d. WolttBJE, RO R AR R R
N: FIEZISEHE: Wo: FETIKIE: W,: ETFIKE: o KAES: B: MBS

NOE #i b2l id = [a] (A ELARH] (Al-t#k 45 &, DD) 5Lk, 5 &
W AN, J-f il 731 e FL 1 AR A R A% AR - I AR A LA Y2 0
A (] RN . AR, AR O S [ FE, R 2 WEAR, AT DLEEAT PR 7

29


mailto:Tel:%20010-62588935�
mailto:guanbo@iccas.ac.cn�

SrlitCER seH St ET

TIEB)(FE AT Al R UEHT), AL EIE+ DD AH EAE R BN 4y 1 IE
R e e R B, X RE T, BT IR 8 DD AR EAE AR5
Ty s R G R AL ERF A XFER, 5321 NOE AHKAE &
NOESY Hi AR fe A% b AlF 5 B Z ) — TR, 2 F TR 4% 23 [ A 5 Y ey
Tk —, WEESEITT AR E I BT, Wt R AE 247 7 45 Kk b2
R H AR B A AR AT 25 . NOE 7E B S M il vh i B B e A
BN, B SR TS E R

1. NOE 57y rizzhitx &

n:’;ix 100%
0

NOE "] LS #m#Ew~, BHIE I BFIER NMR 52 (1) &I3)/EH NMR 5%

E (D,

® B2, WEIRAZH NOE 50 THIRHER (0ot MIHEER
wo: A% BEFEHIHL SRR 1o > TAEVER P B R A SC I A
Kl 2 5 NOE 54> TR E R MFLIE X N K R #iiZeF =AAR X, %
TR ARG 7 R,y 18183 XK. X T HdEah o7 (o fR%D, NOE i
KAEHN 50%. 7E55— MK, 7 Fiazhiiie (RKD, A M NOEs, &AM
NOE J9-100%. H1[a][X 1 H e NOE [¥3 B AN 5 X r Tia sh il Ak Uk, wJ
RESXIRAMENLI 2 . XA NOE (KT 2 AR Z&: # FIRIRSE. IR, 3l
ST CHEEE. WRFE. pH 2555 Kz, RIS, RN 151 (600
<Mw<1500) fEAELERXAXE . FPRI“F NOE” KA 1E
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A, o NE TR SR . b 1534 201 B A 5 0 A A= i
AR, &5 HBWMA R NOE IS, HIt'E 5370 A K.

H AT, NOE Jrikrf K ie % NOE” X . N T e Wil #] NOE 155, 1R
o (e X dk S 75 R &, AT LKA A 805, S we. F3AMAT AL
VEAAT . 2 FRIRE R FERIREE, IS, JAh, KR4 —Fh
PGSR R Tiee A br NOEs (BRZFT#GER) ROED, X1 (xR
B2 ) KUl NOE #B& 1M, @ T “%F NOE” [ .

2. NOE L& Hyif %

KLl NOE mT LR — 4 Je — 4k 7750 (1D 1%+ NOE. 2D-NOESY. 1D i%
M ROE. 2D-ROESY.) — 4ty AU i LI AT il B A, I 153 311
ZHIEM NOE (5 5. EHMEMMURARINE B aA MW, L)y 45 31 fr A 5
HE 1) NOE {5 8. Ji4h, whERE S WMo seib fEss, WRARBKMIES
SWITIEAE L (<25Hz), 1D FURMIERRIER AN, FE 2D A, e 2
RO R RIRTHE T, RAE 1D R B 4ax i 4y a5 bl 2D 2, (HE
LR INTEMT . PR — MR R BB IR RA . o7&, MaE,
FEIHME B2 (R NOEs U HD, Hrh 7y 7 Y€ 1 1%#% NOESY if & ROESY

(Rotating-Frame NOEs), ROE —E./&3E 0 HoNIE.

0.5 -
ROE
025
0.0 -
10

25 S
-5 .

-2 1 0 1 2

|{g (mUTc)

® K 3. EMHER ST ROE 570 TRIRHE AR KK R & K
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H I‘i t1 _.I_Tm_.I&}WWw

I\VA
] p——— - — — —
[

(a) (b)
® K 4. 2D fikit P BAR TR IR R
a. 2D NOESY; b. 2D ROESY, iR& i [ AT B e s e Bk (K B2
3. NOE H ) 5E &[]
N T RefgIEI NOE 4 HigIRIEE, FRATTFEZE T i NOE M hnik #:s8. ifarill
& NOE 3 Jinigt R SWe 28 A1 1] LA NOE 24 (41 NOESY 28 UK R 43) M iR &
N 1) T ) BRI

1.0

'H I‘_h_’ Spin-fock, !I|J1
—1— "

"

0.9

0.8

& z:: : ///
f 0.5 4 / ’/--"""f

ral

E (arh

P
0.2 / —= -
/

— -—
0.1 4 —_ T
1l — —
0.0

0.0 0.1 0.2 0.3 04 0.5 0.6 0.7 0.8 0.9 1.0
n [5]

@ &5, NOE 5V G N 8]t ¥ 2R K 25

&5 Hr, P4 NOE HOH bt & (S2£k) s, Heh 55— NOE HI8 9% — AN
Pifi. 74k, 1a14 NOE (4 T EE: NOE FEUM LY ¥ NOE 55) kg4
Fi7R o ARBIE, IS E4% NOE 15 5 R i e i 28 53 1E b 5o, =0 I (USAE, 2RJa
Lt LEBORIS 1818 I B B4k, e 28y —F 4 . NOE S5 it 2k () - SR o B 148
MR AR, E 5 T TR R K

—f, ¥ NOE WEE7rJysm. . §9=38, MRIARXS BE B 2E47 5 M
R TE—ASLPREER, % NOE i (fFIEMRETEED, BASEJENR
NOE M4s®IIMRE, TREH My, MR, rasfXR:
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na{B} = koap 7=Kr57

PRIk, SeBR BRI AT ry B X Y 1) NOE 1§27%
na{B}  rag
nx{Y} rx$
A~ NOE 58 5 B H21 F A5 Hh AR SN A% (I BE B . X AR TSR R OB 2
AT IR RN &, Rl AR Fo BRRARWMRAR, ELRLE L ug™
%, TRAEI AL AR, X PR ALA AT .
4, MEAFZH: EXSY
BIRMEEZ LI NOE HLEITE K, (HREATAE AR NI B,
F52 b, NOESY 5 EXSY A2 F—/ Mk, 7E2 005 241 2D
EXSY st 2R, EEMNAAE Bl RN R A . (H2, BT i & ss e
AR AEFEAE Y, R LR PRI A e 32 Y0 B N IR A8 #d 72 EXSY SE8e A
WH, ZOAS5HEERREMAEE (Ke1/ Ty 1 HIEE ], £ WO 52 #
SR, TR YR A B 18] ) T B 2 EXSY SI256 B i FH 1) <8 . /F NOESY
W P X AR A2 5 5 R NOE {5 5 T RE A S8 1), DK 9 I 5 #1555 — ¥
XFEDL R, Al ROESY, 7f ROESY 7] ROE 525 #uf5 5 I 5 1h &A1
I, BGIX Sy
# 1. NOESY skiu 43 2IHME B o Rt MIERARALR N IE, B HoAh (5 5 rgAE A2

X U AR oL SR R FH SR AR AL
ik iE 11 NOE 1
iE 47 NOE iE
iE (A iE

5. NOE H #ij )8 F 1515

NOE H RIFEA T 1) 75 SR 3 S A Pl AR e, AT 3 AE A% G0 S0 J 125 MUAL
MBEmh b, AN EIR R R, ARSI T7E, I E T R SR8 5 1Y
ik

RN (4 F& 1000 ££47) 7E NOESY Hf HilE M, 5 I%IR
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A EIF ROESY ik, 1 6 i, % ROESY 1525 52 BM45 R

N N E -
: . M = 3, L
. o7 0 N J- 0 m i

o

® © 6. ROESY (/A) 5 NOESY (£) iEE¥FHL (FEiEIEL4)
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HRAERT ] 10s. 20s HB AT LAT 2 75 oK o B ISR A [A) EE 3G Iisos Dh 20 A
SBEMR %, (HFEIEHE KA. Gt S HCRER ], H AR SEhrfr &
T R AR B], SRR S — AN B TE (Y T, SRR R AR B [R]3E 5 R 2
G V6 B A SR AR IR O

Intensity (counts)
Intensity (counts)

Raman shift (cm'™) Raman shift (cm™)

K 5.1 ARSI E 2 (R ZA4 532nm. K 5.2 ANFEIREER TR 20 GRS 532nm.,
100 X ¥)%s, KAEERTTE] 10s) 100 X 4%, BEH-IhEZ 4.6mw)

© 5. BWOLTIFR MR LIS [AI B 2T 4ERE b 2 0 B A2 CRE ok B 205 [ 2 02D



SrlitCER S8 HA St ET

4. EAHIgEm

P2 — A TEL TR S . FEmEdinEfE, figgmE 5425,
WA B o v 2 WA AR L R « I s J b A A I Rl AR K 1R R BRI AR,
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TE— PR B2 PO FRERAE  RFIRAL B IO T, 2 Fa 0T 2 B T X BB AR 5 . be
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R S N = T N
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0.01203
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-0.01463

10.50000
10.50000
10.50000
10.50000
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-0.06397 10.50000

C89

020

Kl 6
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PR BTG P R AR B 5 92 RSO () T T 3 S0 T e A e 10 5 4 PR b
W8 DL 79 0 1R IR L BTG P IRV G A R ) B AT e B 5 B R 22 7 T EAT AR 2

. ZEMEE (CHLCl

WG ZR A b 75 B F BV A e R e, RS s T =RHR R, a8
T:a=12.163(3)A,b = 13.716(3)A, c = 18.215(4)A, a = 105.644(2°, = 94.048(2)°,
y =115.759(2)°, =[E)EN P-1.
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HUBFS & 5B F A5 (ICP-MS) 2 LU &S5BS 71k (ICP) 1fE NS T
Ui, PLBUE BEAT AN —Fh L 2 oo s 0 A BOR o H 19804 36 [H lowa K 7 T Houk
FFassel LA & JE[E Surrey K 1 Gray: NB 4 R K T 58— /S ICP-MSH {71 =,
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PR 75 55 B0 A DAL DR A AU e o S A P 7 A o T 5 5 1A
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AT IER . ICPRARAM B F e, M EF. AU EREZET
B rE R AR R A, R R AR 0 B TR

ICP-MS T{EJF# M0 o Sehe il G s R A F b 28, EESR
(A FH T P A KA AR B S i, B B0 5 /N T 10 pm <A I R
TR BEFEE BN T RAE T RSB A 0 X, S5 B A I e A <
VA I T R AR 25T SRR B B ST A T LA IR IE B . B AR B
TR AU SR LI RSB , 7 9 0 v ) 70— S 3 X T R 7 A it e i o
BN R ETFX B FRERG . EANETERRN TR T IEE FNER
W BRI ERL T, B IR AR RGOS P W T ML AT T HERR, ST IE
TP, e, SEEEFIINE . B 5 B 73\ 3R SR I8 i 78 He (1 flf4i 15
X (KED) 572 0x/H/NH,f1) e M (CCT) AR EMRZIR & T, &5
BPHAZRASX MR ESITR, BB FRERRLL (miz) ikt k,
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(2) RESE =, K BRAK . ICP-MSHE A A H ik tH IR IR 2 Te R A T B
KER7rJeE K IR ELICP-AES {R2~3H 2%, 7€ i 8 /E100 LA LI JC R I,
o HEBRA T-0.01 ng/mL, A48 1) /& ZE Ao I b 76 3% U7 T B A ke i A 34

(3) FHHD . ICP-MS [l E LRI 5, AN Te 3 A — AN E LA F AL 3R 1
AT B U, R b s UL BRI S 2 P A R g, Kb 2 A
B PR A T AT DA i Al e R e A 2 2 B

(4) LhMEEhATERTE, Wik 10°~10°

(5) fagtkm. DUBAT ICP-MS HIfEHIFEENE (RSD) N 1%~2%, KHIFEE
AL T 5%,

(6) FESMISINFIE ST (E, HAET 5 HAM BRI L S B HOREH,  Wnilor
Ber (LAY, SHI@iE (GC). WMt (LC) 4.

=. ICP-MSH N ]

ICP-MSI T 7E 70 5 43 BT ¥ BN F A8 T LAEAT RO, R LAl 20, S HE
%73 B HORIEH S5 #EAT TC RN 47
1R E TR I E &

ICP-MS R AR T Bl E £S5 MR R0 %, 1EHR
MBS, frdh. R AT Bl 2 Sk ROk S A 1 9 B R R A G 3 A
)iz B . ICP-MS EliE T AR 4. @GR . AR
P B K BRSO i, ZEBHRE A e+ EEA1E AP 1ICP-MS
AV IO FH 7B i SRR AU AT . k1 R T A L PG 48 K TR A e e e i)
HI ICP-MS St X RS A /K . 38, AR, SR & BT TR, T
T X SRS i B R K, N DX by PR R BB iR AR A T R R AR . X T
FEAEIRD . EHCE SRR HE E RS, ICP-MS tHEEHRAMIEMP. 1k
ST 2 AN URR ALK 5 4 8 0 3R GBI TC A UM RE R TSR AT 6 1 A B AL B 5T
FI ICP-MS % 43 Ja & B EAT R 8 18 o, X G WL A A8 PO 9t LA s L (PR
2 AL LL I E 2 ICP-MS [— AN EZ IR, o THUR Y. AW Kb e 2%
W E 1IR3 B SRR O F 72 B RIS 3R B
3 HRHEOR

ICP-MS HA R T MRS E 20, feisEE R E ik
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R TR E TR, ELESRRER I FE S, ICP-MS MR B A4S H BRI oA A
BRE AT R PR B A TR RS B, X E B KN ICP-MS X i & & il
VA [ A 14 75 52 8 70 PR DA K% v AR JBE 1R A 31 7 3R B ) A 7 36 T 7 A 1 A A
RS, AR, K ARG R SRR S MG 2R 4 B R AR IR AN ) R )
Jrik, B AR T REA MR R, 3 ) US4 o0 20k B 45 1R
R Atk RN IR E AR O E R R U, R, SR SR R 2 AR
AR, $mr s8R, swRE AR ATH, #— BRI R IR, &K
FE TG RV, AT AR K R IR A .

1) BAH 3l R B 5 S5 8 TR BUE BT (LC-ICP-MS)

HRAE VU (33 (LC) 7 B I 18] 1 22 ) e W s R I R FIFE S, ICP-MS 14 LC
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