A% : B % ® & Vol, 6
W JOURNAL OF CHINESE MASS SPECTROMETRY SOCIETY No, 1

LR B 5GC/MSER FI R E IR (=)
(*@ﬁil&“ﬁi;{:%ﬁr)

SHTHBEEHPRIBEER LRSS, ME—N, O--bis—HFBiTA i A HI,
Lol —AfT i RiE, AEEBHMT . (M -Z21)F(M -280) " E T, IRt E R
ENREEBETFEPESRERX, LT, AESHREKE )., H (M -21) "B T1{ESIM

C3F7
]

1004

1
0 I NH
I 1
C3F;-C-0- o -CHz-CH~COOCH;,
75¢

MW 1183
50

25| 448
519

200 300 400 500
100 F

75

100+ 970

1183

sl 899

2s5b - 1055

lll"i"*'lilfl

900 1000 1100 1200



48 K O#® 2 & . 108548

BMEEER0.5pg B R, AP LHBBE—CC—MS—SIMAN, WHH2E PR B
%,

g%‘tghtzz-.ﬁio)

1. BEREANTEY

ik BE IR B ) IZ HE T AT A b A,

(1) =HEr:beH Kk

HEH=HERREERMERRLATCC—MSAI, FEEAHTMSRA FRIR
FRM*T EF, SEEMNM - CHI"HES T8, TMSEEEBR RS FOHRYE, BR+E
A C(CH3)3SiM B FMC(CH3),Si - OB F, BAZHWELWETFEHTT:

(a) HE=HEERITE

FLAR=T HEMATMS R ESFRTE, METM—— (M -903* — (M
—2X 900 —— e e HICM ~ S5 )" ——5(M — CHz - 30" —> (M = CH3 — 2 X 90)F —eee v
&, ZHEZEMNERNES, B TVMSHENKEEN, BAUEEREE.

(b) SEEXTMSH—ARERE, TMSOBMSIHHIERE, Fi¥ R Mn/2147 B HF
BE, 32 Zhie HIAR4REE BRI ST (R 1L 2 MO R,

+
Me Me_l. M|e
] 3 Ca.
TMS-0 0 T™S z. A " >0
CH2-(CH2)n He~(CH2)p
Mi /Me
M /0\H /Si\
+ € ‘ CHz~(CHy), *
Me3Si=0-5i - ”' ™s-0) )0
Me CHz~(CH2),
m/Z 147

BN AN HE 5 % AR AT A b, BIThAEEE3B, 16a, 17B-=RHiEHM-SAITMSHTAE
PFI3B, 118, 178-=1R2EIEHM-5RTMSTTAEY

™S
TMS ™S
™S

TMS T™s

m/zZ 147 m/z 147



M EHMEASCC/MSBRBER (2) 49

REBTRR" m/21478FEBEMF H4:1, Lk RHmse, 118, 17B=}2H -5a- {H%eH
38, lle, 17B=J2M-5B-hefim/z UTET, AT TR IWEHEHXR, HHLFERM
FiA1:3,

(¢) M4BTMSOKMARHER
& MATMS BB T4, g RAMNRE “DIR” L TMS B 18- £ 8 £ IFHAB%,
INARKRFA RN EEERTMNELER T E Fm/2191,

0-TMS
N -TMS
0-TMS — 0
] X 0~TMS
U SJn
.
cH 2 0-TMs ¢-TMS
2 4+ CH —_—— .,
QO Hz % ~o0-1Ms N\ 0 -TMS
m/z 191

(@) TMSHEUMcLaffertymH#HHER M-300F BEF, KL18-TMS-0XY-17-0XO0 &
et BT R,



50 B O #® % # & 19854

0-TMS
4 TMS
@iz L 14 tg”
CH,0

N S (st

(e) rFRHTMSKEH
(M-56) "B FIERRTMS EBHHAUFE T, CRA BRI IREE,

™~ at mH
/\l/'\> . \
L) =5
™SOV N ¥ Lo \
\\'1:' =t

CH. 0 C3Hi0
caf ¢+ -
CHy

™S T™MS

(M-56)

() HEEFHAERSTMSHE T
EEWAEE, K2HEHE, £Rm/21298F, E4HLLES .
- 3 e A B R A m /2103 fim /2117,

O w5

s A B

TMS—0 TMs-§7

. ) ’\\ |
'l'Ms—a/r + Q ‘_—ms-am

m/z 128
103

B _§_9:T3‘§_111

o BREPERREES, HENESRERBNEAE (—BEHMFRTRAIRR.SI, R=t-butyl 5
isopropyl R/ =Me,—C,Hs—) fit:¥y, 7£ GC-MS AR H=REikiREE LKA



%—m R AL EGC/MSBRpERE (=) 51

(1) BAEEHPUKRMREED, (2) #REREHREE. (3) RAUFEIH W H A 2,
(4) EFRHBEEFASRER. (5) T ERANILALLFELAER. HX#H=
e RE R AT ES R LIk R £ HRIBER, nsy TR TMS EBMESKZERE, HoTtE
FiERIBEEE, B FETHBEEHNM-RITEFHE. (M-R)YH BT RIEEEEL.
RAAHEXRRJG, MZIFRAR,SIOH, X F3a-FHE-5e- R AWM T - Pkl &
fiiddy, R (M- TE-HR,SiIOHTH T,

~HR2SI0F
Y

X W

ELEHRMATERGED, BEBENITBIAEARERTL. BERREHBRNERE F# ik
ERESEF

(2) FPE—_—HHErE:H (CMDMS)

HRIAPHCMDM ST EY SHTM SBAT AR AL, SRFAMLKR Al T Wik %
. B AEHRELN, RELKRK,

(3) TMSE-enol-TMSEEfTA

TMSE-enol-TMSBER —MH UM S HHR G ERRHTEY. EW—BILEEET,
BSTFAS KL AW LHIBER L, 4 Renolfifhth, XFhiTaA: KB BET M Atk E
LERNSA L TR S AR, R SR LR £ ¥ WA enol-
TMS, MARHBEARRLEE,

+
: : ~0SiMes |°
1HC~-0SiMey —1' ‘ ﬁ(';."OSlMes ——' H(l:l St'Me:,v

%—OSiMe:; C-0SiMes C-0SiMe3 )

~--0SiMes I -——0SiMe3 HO “

\ 33l1l \331
Me;Si0 Ma,;Si Me;3Si0
2. HEBRETHE b, ML HE c. PIELECFR K
ikt 5 H: 80y P
2., PR LY

S5 K2 L A B 1K BT BRI G CHE IR, Tdler®2) SRS T 1R 8 FAE AT 1t 1 1 B
B, HEREALMT, .
(1) SHE-EFEmEL, FERREMIT A,



52 R O#® %2 s % 19854

(2) —BABRBIABNI>TET

(3) iHBXCH,0H, HER(M-CH,0H)? %%, i%tﬂﬂwsﬂ—ﬁnﬁmﬂ:

(4) AS-H$RE ARk B A A (M-CH;0H)" b§ WA (M-CH30- C3H4J , S
AR ETMSEE BRI (M-120) B FHIEA.

(5) Bk ETRAN,

BRLPEAMCCMSEBERLHEE, HAEEAKCC-MSHHZRH. BAEKE £
%ggmawgm Wf 3 PR R 2 ﬁeﬁ«:{i‘mﬁﬁm{t RAKE TRE> FHRER.

. MR Y

mwmwﬁm, FRMMEREBER T RRELNCC-MSAE, BBREEC-17/C
-21, C-20/C-218C-17/C-20BIM A RRE RH 8, SHEEHRRELARED 2
g, HREMAABRNY THFE, FEMRKERXRES. KEMMITOZ KD, RTH
MREAHY THRERTENM-57) 8%, HmaEhADERANIRNT.

R=M°9 t —Bu, - CHZ

4, FEEREY

XS — R P EEAT RS, ACCRIMSHY, FEBHELERO-TMS Bty
EATRE, FEBETENn/918F, MERO-TMSHEERSRL, HELAawm
PR AT R S R AR ERE (M -31)", S TFN-ORM MR~/ PEE, MCc=NWE R F
H, HRENE- REREH RY-BERHLR,

THECZREERE (ACO).Si(CHy) B A FEE IR - RRmATAL, »HR i
BSRE—-RAREL, BERLRBLERSHTBRAAEL,

X ngvjntsl-sel

Mccloskey 317 ¥ &5 it IR RSB AT A i IR i, 7EMLE EITREGEMRR.

1. R

AR A B NS AR £ Bk b RS AT M, T MSEERTAY, —HEMRRAERSHMLZ .
EAEEHREEEE (M-TMSO)* BT (B T M-O0CH. ® 7), & A & TMS0-CO
(CH)*nBTH M, AUEICHEBAMN S —HTHS CRETAHBHET E % CHy, B
TMSH) B i mH)

KM himne b o SR IBA P A AT L RIS R R, HRESEAEC ~C 2 75H,
STBTRERERBRETRE, >C AR EMY EFH, 2FRTHM-91* 44
BriE, S2RERtiEwRel, SUEATRMSRAY FRZE, BARE MY
S3H7.

IRRM AR R I SRR B, R ien, P oEFSERTRLE, 43



F— S MEWSCC/MSBERNER (=) 53

DCM (dicyanomethylene) HEkfTAd), HRIEHFMTER (CH)n— (OCH3) C=C(CN)2*
REENBTFRIV BA>FHEFX, LE4(2 (D) (o)),

N=C C=N
C
i
CH CH; C
CHe,(CHz)s-L‘CH—-(CHZ)S‘-I—CH""(CHZ)3T‘CH'7§CH2CH2 ’
N303 Nogs Nig3 M35
E4(a)
fﬁ 1‘00] ] 233 303 (5
it 185 E
“NN : M

% Z67

oL ' ,
60 80 100 120140160180 200220240260 280300320340 360 380400 m/z

A 4(b)
0
(255 . (185 . A5 v i
'CH3(CH2)5-;— CH—+ (CH2)3+CH -:—(CHz)s—:-CH-—:-CHZ CH:—~ C—0CH;4
1} '\ ' | \ ' g
CH; "227 CH; 157 CH, 87
E4(c)

1007 25
H T . 20
% . 223=255-32

’ = . 15 Q
; 501 ML 135-185-32-18 b

(%) 74 3 153-185-32205=255-32-18 IOY
\ 255 M=340 S
157 185 227 283 5
/ / j 267 M-57 / [
A [ L AE |

60 80 100 120 140 160 180200 220240260 280 300 320 340 360 330 400

E4(d)

DCMATEMFERH 5 XA B PREATEYRE S . NLAUA, DCMAMPEARS
Z, BWHARRRTEsXLE,

2, RERKHR

ofB-BEREGETE-WM KhEEFEBRMAREMEEY RE, HHER # 8%
BEMATAEY . — RIS R ER AT A & TR FREBAMK, BEMESH T HA XM
BRET (EYRCOBT) REAAHHY TR, BREB-BRERPUEN & 1 8



54 | RO ¥ & % ' 198548

/N R o
R—c (Bon—Be Z€02 . NGING g,
A k

B, Bk, 5TRIHTMS-ER-TMS-B#LL, BARRK,

R0 g B S b WT DA L M A7 A D R AL R i R RE LAREST GC-MS 471, EAE R ER,
MR PRREPERRL, Fo-BERM O-TMS-B-PEFEHRED, HTFINEX
BRI R, BRETMSHHPE, RFTHBOCH; ¥ Sitdd b, ARIKT MSRAER
fiktph, TH “TMSKE” FBER LEBERY, BN “Silyl ZREH" ERERMER

T
CYemls
I =
o—0 2
y -
b .|
= +
1o
=
u.
=
\ o j:
o]
\O
=
(]
(@]
lo
7
o=04+
).
="

~ CH3;—Si —OMe
Si |
cHs “CH CH3
CHy—SiT—0Me
CH;
m/z 89

E_BMOTMSATAYREN T EZE, HPeterssont 32,335y, WEY-HEKEH, A5
TMSEHHL, EERK, HKEXEREN,

3. ANFnAg LR

E224I\, EIEENBERGHRLNET, SIEHERBRIE, LRNRBI, R
fENBMERY, RELEE EFAANMRATH, DEARRENNEMUE M & 5
¥, BRsmish, KtieiiRh w@nii et EEZRAEMKR, ASIARRETHRER,
AEEREERFB-BER,

R—CH—CH—R’ R—CH+ CH—R’
Ll L

I bR, BHEH—/IEELEERROENREAY UXMYMELLREN), ERIERITE
HRB. S4B AN RS ERA, SETACSRERRSH_E X=Y=00 ,
MR ER (X=N(CHs)2, Y=0H®X=0H, Y=N(CHj),, MR- HH X=Y=
OCH3), FHBHFHEANA S BERM X=Y=TMS0), HPEHFHNBELEML N — 8, &
REREmet, HEARBMESIAN, BRARLSFHETE, BAREIARNSRR
FH, Wollt% ‘DX M0s0, 8 L)E, B—FHRO-RRXATAY, RELWEHRE,
ALy FRTFE, BTE (M—CH) *ETHERHS TR, RMLEATLINARKS-
MR AR FIRY, FERAEHTHENRABRREXSHTFEERE, RELTFRE



o AR B 5CC/MSBRBER (=) 55

Fo0h TR, RSB (M-89)* BT (M Sy 15+ CH2ZC=0

(M-57+—CHaOH 50 8030 mpE, R TRAS MK, CIIK % L ERMEEMN,
BT HCC— MSHH A RIS B2 A8 FHULR, ARG BT,
(1) AESFETATES 30— 5 SR X A R LR BT 4.

H H H H
R—CH = CH—R/~2204 g ¢ _p/ CFsCOCFs o | L b
. Na2503 l , , !
OH OH 0 0
AR
CFs CF,
(2) PEEFLY

CH30, IiIgOAC H, (I)CH3

| I

| |
R—CH= CH—R’ ﬁg%%z—-e R—CH—CH—R’ N2BHs ,p  CH—CcH—R’

HhB- WA BN BOHE T, NHERRRMLERYSAN,
(3) N—EREBLE: R4 25>

NH—CO—(iH =CH., H

CH; =CH—CN [ |
R—CH=CH—(CH:;)nCOOH —>R—CH CH—(CH2)n—COOH
ROH, H*
BARNSY THE Y, HRGUEmHE, HAIRELREEE, BITEE,

(4) WEgRKATHEY (pyrrolidides)

ERBMERGLENTERS, DObETEHREARN, ERILFGED RN 5
e, MRTAEDEERESIAMEIIBE, LN A FRFERRA, WEm Eik
g RS El, XA TRENER, AT WA BHPE dano PR, HEEIL2
RERMUHFHBERNELE, b, fiEHEHR

6

(CH;—CH?):NH I

R—CH=CH—(CH2)nCOOH —————— > R—CH= CH—(CHz)n—C
HOAC ‘ |

N

7N
N/

BB Fm/z T00(CH2) s NI*, m/z 98C(CH2),NCO)*fim/z 113 (HiY—H £ KEH &
F, RWES (a, b), BRIFFRMRAULEEATE SR ERERR, LEEATR & =



56 RO 2 & & 198548

IR, Dommes ®S iR, MO0 HILE, BHMALTE, £ TMS B, ZFAX,
R LSRN LY E NN L BIERE A, HLER, IV RETMSEAE & e 53
AWBMELBERE, NBBHMNBULE,

N-OCTADEC-6-ENOYLPYRROLIDINE
(CH2-CH,)2N~-CO-(CH3)4-CH=CH-(CH>) ;0CH3

C:
113
]
4
]
Cs
126 Ce
, i94
1 M
335.
C o
1 1 ‘ C
70 98 XC‘ Clsz) Co Ciz Cis
140 Go 208 264 292
CSL C10C11612 CHIC‘GC
154 - 222 236250 17
| i o 2 3820
000 050 100 150 200 250 300
&5 (a)

N-OCTADEC-11-ENOYLPYRROLIDINE
(CH;—CH2)2N-CO-(CH3)9-CH=CH - (CH2)5-CH3

C2
113
M
335
Cs
126
tar)
* Crdyi
1 i C?) 1%% Co 2
Cl 14 [ 7C
Cs 8210 C
98 L 151J 1821961%0(2:3}6‘?5'3 262C 16C 1
Ll bbb L] g2y | s
000 - 050 100 150 200 250 300



F—M ftEfmEHSCC/MSBAM#ER (=) 57

BAAL A T

Bk f A BT B SRR EL A SR 57759, e T IR B R S iE s
ﬁ%mﬁ%ﬂ&, B3 LA RRT L B

. AR

&mRA%%$§%ﬁ$%EK&%ﬂ%,5ﬁk,ﬁ%ﬁﬁ,ﬁ%ﬁ?CCM&M?
DRI, MEMRORES, RBNE, —ie PR Am0R K RTA S F BT
M, ZEIRRILHE R RIPREM AR B RARE, T RRTRERE L, REES
BUH, HERCH:ORRCH:O, HHBEWRTRAKMC—STHC—1E, S R /2
5% T

CHOCH; CH,0GH; CH.UCH,

) /' \ ’\ P
—— +
I\ OCH, ’\ OCH; CH;;E /\—OCH:&‘

30\ /OCHSCHd)V " OCH, e,

CH3; . OCH; CHOCH;

[
-CH3;0CH= CH-CHOCHj;.
-CH;0CH,CH=0 CHOCH,

cugocn-o-cu«, - *’}

, }-ocn3
m/z 75 CH39-

Das 390 fnf —sb & G JERE & B R BE R 1T A, B AEEH OCH: il
B, MEFMERIERLL, MR EH KRR ITRC KRR ILLC 1HCe 5H—
WHEE, RARTEHD/22068 T4, HEREFERANBEn/ 2205 B2 N2 EHB—4
REEMPENEITIRS AR, PlmES (sucrose), MTHE (raffinose), KIFHE (sta-
chyose), MipalatinoseNALIXHE, m/z2058 F R MW BB ITTAIC; —CoREIE Bt ™

-

o.--

+ t

CH3;0CH, _J0 H_, CH30CH: O H 5 H
—-. & . _MCH:‘OQ/
54 ~ CH,0CH; cus0 N M Lhioch, N Y nocn,
" bemy CH,0 H OCH» H

OCH;

CH;0CH, 3 0-—\ WH=M ClH,0CH,
_CH0 OCH;,
cnzo CHa
OCH;4

m/z 205

HE, MAELEREHEHSTE, RHRBERATE C, 55 -BHENII-ITRIELETR
Efom/z2198 Fig, LB TIEERE (75%) . TR 100%) Fik7: 58 100%) £ B
EBAT P HAERARE, EASHEERHABEFHHENCRELSEARETRE,

m’z 205



58 K & ¥ & % 19854

AR FIE R, PERATES X iER 7, MM RN PAEBENERETRE
MAELH,

2, O-ZEcERTEWMTMSEERT4: 4

Bk LAHHO-LREEAT L HMTMSBEAT A R A RIFRER Y, IiuEHE, AF
BHRIEREE, HO-LRREMEHE LY TH T, LHMEEMINEELL CH;COOH, CH;
CO00, CH3CO, CH;=C=0 X (RHEHMAHAANER) E&, FEFITFRET £
(M +CH3CO*" 3+, #ACH;CO* (¥i) . CH3COO*(H)-COCH; (m/z103) FICH;3
COO*(COCH3)> (m/z145) ZFHF. ZREEMAHN BT RANESPREANTA th B [, B
it 52 ¥, MOTMSBERAY THTEREMR, @TNM-15* BFHERE AWHa
T8, TMSEMHEHCBRELNEABHHBTMSTTA Y, REHEFu/2047 TUUEE

AL LR, TMSOWM-sifﬁféc—liiﬁkk.m%ﬁ@ (CHa)35i-0-CH =6 -Si (CHa) 3 B T
(m/z191), PFARTFHMMC—1 LGHRE, o SRR, 7T B-Wr R
Fm/2204 58 Fm/:205F H,

CH,0—TMS ' 0—TMS

TMS-0 1 1
50 1 Ms=0

Nk o 0 6 I 5 b 25 0k (34



