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ANF VT I RREER 7 NVANLVT 7 I ROBETHERBRHSRMG TR e~ 757 (ECD-GC)
WX BB ERE L.

KRB BEWPSTE R THIH L, n-~F 3V Fip s F UVRRICERE, Y AFALL Y ALY
T ALY (TMS-DM) TAF ML LTz, BT A~ 3> UL (Z7r)VN) 2FRE LD T L
THBIL, ECD-GCTH L& 2 A, FEDRVWRIFR 7 ua~ N7 S ABREONIZ. 5 EEY~D
WINENNER T, ENEZRMATS. 0~102. 2% (CV%=0.8~5.2,n=3) L REFRFEEL/EONZ, &
7z, HAZwu< 2757 BESHE (GCMS) X2 EMRBRT, ABhoorzrr s3I Fow
AANRY NUBMEHEL L 1RIE—HT D & R T2,

F—U—RK: TNV T7IK, NUAF LY LTI RAE L (TMS-DM) , ECD-GC, GC-MS.

& B DFEF 5 Y.
TNVANT 7 2 RIFANK YT 2 RROBIHKT, T 2 HEZ
BYRMIRED T 77 T RHEWRO Z 596, iThnL o (1) EEEwE - FeHiZE TR
Z 9 DIFITHRT U C AT X Y BEBREN R & om R A A 2) AFAkHl (TMS-DM) : Aldrlich Chem. Co. 5.
Ths[1]. (B) ZDMOMIESE  NEEICHELC T,
ABEINT, Tk 4 F11A I RIERREE THHLIC B iR S
N, BEREEENED b, I HITFER 849 AT, 3 ¥ &
R AL CREY T OREREENED b, (1) ECD-GC¥:i# : Hewlett Packerdf-#4HP-6890
BEEAEEOERONE (AEE) T, A F LA (2) GC-MS¥:# : Hewlett Packerdf-#HP-5971A
T YA v, RN, SRR E
Do TnwaYranx B AL TNWS, £z, 7 4 SHEH

VAT 7 2 RDRAFIACDEIHRIZT ) I F VKR T "
UPND2EDOF—T T L&AV CTHRRERIEZT
S7eie, BAEBRBIEMTHD[2].

SEl, EAGEEO TRLKREBEFEERE] ~0B
AL LT, BED X FILH] ZTMS-DMIC ZE
L, 2AFMbof&txkitd s L L bic, HHT 2N
RIEEICOW T ORI 2R AT, Z0RE, ATEICET
T, ECD-GCIZ X 5 Wi G et ke 352 &
BHRZOTHET .

REBH&
1B #

INSEANTSETHEALZIEWL X, 25 (1B, ),
< EY, Fr_YENT ey al)— GEE, EE)

WDGAET, ECD-GCIT & 5 &M - E& K& OGC-MSIZ
LB EMS T 21T o T2
(1) ECD-GCH#fréeft

517 5 :DB-5ms (J &WHEED) 0.25mmx30m (d. f. :
0.25pum), FEALEE : 250°C, BHEEE  300C, &
Z AR 0 150°C (1 min)- (8 °C/min)-230°C (1 min)-

(1. 5°C/min) -240°C~ (1°C/min)-245°C~ (40 °C/min) -
300C (1min), HAKE A v b LR, HEAE:
1 ul
(2) GC-MSHHT&ett:

HZ5:DB-5ms (] &WHH) 0.25mmX30m (d. f. :
0.25um), HAFIRE : 250C, hT VA7 7—F4 Vil
E :280C, # 7 A E 150C (1min)- (8 °C/min)-
230°C (1min)- (1.5°C/min)-245°C- (40°C/min)-300°C

(5min), A A ALFEE : 70eV, HAFE: A7V v k
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VA, A& 2ul

5 HEBRBIROBRAE
LITmRL 72,

#Ek20g
7% hY (100mL+50mL), &FTFA X 3min
W5 A%, K120mL E TN

I
i B
20%NaCl, 100mL
n-~FH o BT VIRIKE (4:1), 100mL+
50mL, 5minfE& 9
WA, WEHERLE
AFILE
RIEICEBE = F Vi A % ) — /Wi (1:1) 2mL
i 10%TMS-DM, 0.3mL, =R, 30min
EREEE®, n-~FH L T5mL
B 8
#1Z A1, 5em X 30cm
7w )Y LPR (130°C, 12h) 10g
NasSO45 g, n-~F4 o g FeiH
LR OB AT
B (n-~FY v FEEg =L (19:1) 70mL)
B (h-~F 92 FEgF/v (9:1) 150mL)
PEIEELE R, n-~F P> T20mL
ECD-GC &% - E&
v R
GC-MS &

1 BRI O R
BRRUEE

1 TMS-DMIZ & % 4 FIL{L D&

A FIALD KRNERL, AEEICHEL, FEg=TF L ¢
AZ =R (1:1) &L, F&EERitLiz. TMS-
DMin-—~F 4 > TI0%IFIRICFAB L THW:

1) whns

AFNALBI OB EZRFT 2720, ZLALVT 72
N10pgZ BV B 2 mLIC PSR L, TMS-DM® ¥R N &
(0.05~0.5mL) #Z % 7T, 30M=ER TGS,
0. 05mLEA ETAFNMALDET LTz (FR1).

L7ehio T, RBRIERA~OEMEL, S 3E0HMEY)
DOEBEEEL, AFMERET T 5+577ED0. 3mL
L1l

#1 TMS-DMOFMELIZNVANLT 7 I K (XAFL

it) D4Rk E
WM& (mL) 0.056 0.1 0.2 0.3 04 0.5
A 0.99 0.99 1.0l 1.00 0.99 1.03

BORSM: - |iE, 30min, 7L A)LT 72 K 10ug
XTMS-DM 0. 3mLEIN L 72D Bk &% 1 & L7z,
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(2)  RRERH

FOSHEER 2 at+ 5720, 7207 7 2 Fl0ug® X
JEYAE 2 mLICEAMR L, TMS-DM%Z0. SmLIFI L, G
fl (5~120min) %% x2 T=HR TS EH 72, TMS-DM
WD 5303 A FIALBET Lz (F2).

L7235 T, KOBEEM A2 SR T300M & Lk,

%2 RISEMBOIZAVALT 7 IR (AFML) O E
F§f# (min) 5 15 30 45 60 120

AR 0.91 0.92 1.00 0.98 1.01 0.99
SOG4t - TMS-DMO. SmLAsN, iR 74V AV 7 7 3 F&E: 10ug
USRI 30min DA EEY 1 & LTz,

@) A FfbozEN

TNVANT 7 2 ROTMS-DMTOD A F/ULE R, ¥
T AZ L TAFMELTBE LD LEET/ v~
k277 & (ECD-GCH#T) G LI DR BT, TV A
N7 732 Rl0ugkl V), DTV AL TORAF LI
INTEVRICHEL T, TMS-DMIC & 2 # F M ALIX 4[| o 5f:
TETHBR (n=3) 217> 7. ECD-GCIT X %341 T,
ZNENEVRLAH (0= 3) 21To7. ZORKEPD
HREMEOEERE (CV%) ZHEH LIS, VT2
4 TCV%AM. 3T, TMS-DMTIE3. 8 TH - 7z,
(GVIE7 =0 0 NP/ N

A F IALENCIMS-DMZ Wiz L E DT VAL T 7 2
K (xFnfk) 2 v~ s 77 A (ECD-GCHHT) %K
21TR LTz, BT, AfTOXEE 25 ¥— 238 h%
noiz,

2 RER

TIVANLNT 72 R0 1~ 4 ugD S % E D, TMS-DM
TAFALL, 20mLOERICHHABL 7214, 4(1)0% M
THHT L7, 0.005~0. 2ngD i TR RMRER =
0.9992) BELNTE., T OO K/ MR E130. 005ng T
Hote.

3 EREBAEORKE

REETE, WREECY 7aa 272 2 FEHL T
2, Yruu R LRREORNENGLNDMOE
B HOWTRRET L 72, A E & R D20%HE ) b
U 7 AYETRI00mLIZ, 7V A7 7 2 Fl0pg/mL% 1
mLEM L, &A SRS T2 mE (1004+50mL) fifL,
TMS-DM T 2 F U1k, ECD-GCTHH#rL7c e 25, n-
~AFH T, BEUERDR, 93.3% (h=3) TH-o7kDS,
n—~F¥Y U FRT T OVRK (40 1) £952&4T,
EINEAH98.2% (n=3) L BRGREREPEGLNL (F
3).

L7ehBoT, no~FdF v B (40 1) BK
ZHAWT2@E (100mL+50mL) #hiH+2Z gLz,
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5 10

20min

K2 TZAAVT7IRK (AFME) or/ue< NI A

ECD-GC&:f4:

717 2 DB-5ms (0.25mmX30m (d.f. :0.25um)), HEADIRE : 250°C, MHEHEE : 300C,
HZ KEE 150C (1min)- (8 °C/min)-230°C (1 min)- (1. 5°C/min)-240°C- (1 °C/min)-245°C- (40°C/min)-300°C (5 min)
HWAFE: ATy bR, AR 1ul ZWVALRT 72 KE :0.05ng

Abundance
139
Cl
150000
Cl _<§ >_SOZ? NO,
179 ~
c CH,
100000
2a3
50000 azs
76
104 L 303
51 1 7
ol , mh\“\ H;h!\ IRE ‘L b ‘M\ ze2 |, | 283 SPS sea I B m/z
m/Zi(@@ 40 100 200 1 300 200
K3 ZAAVT7 IR (AFNL) O<RAART R
GC-MS&:f4

#F 4 :DB-5ms (0.25mmX30m (d.f. :0.25um)), ¥EAHIRE : 250C,

N VAT 7—F A R 280C,

717 JEE ¢ 150°C (1min)- (8 °C/min)-230°C (1min)- (1.5°C/min)-245°C- (40°C/min)-300°C (5 min),

A A AL : 70eV

#£3 EREBEBOINVANT 7 I RoEIL#E

% B B (%) *
n—~FY Lo FERRTFL (4 1) 98.2
n—~F P 93.3
T T—F) 38.8
DAR:D Y 4 100. 1

#n=30DF-HfE
20% NaCWAK100mLIZ 7 VAV A7 7 2 KD10ug/mL% 1 mLEN
L, &HHALT 20 (100+50mL) L7z,

4 M AEEOZER

TNANT 7 2 RERED ST 28, AEE
TREAZ /= Efv, BREREMNETETE N &
AnTws[1]1[2]. 22T, #B20g (MEDE) T
TNANT 72 R 1 pgZML, K 1IRTHET,
HIRIED % A H ) — b T8 b AT 2 THRMEE
BRAE(FoT e 2 A, AKX 7 — L THEILED0. 9% (CV%

=5.0, n=3) , 7& b > TiE, EIERN2.8% (CV%=
5.2,n=3) &MALE b, IEIERBEOKBEMNME L.
Dbz end, S0, A5 7 — VT TRER ER
KRBT NVERANDZ LT,

5 FEEURME

REEITE, AFIMEORNC Y AT NVH T AICED
FERBERAT O FIENRINTWD, 40, ZO#HEH
BIERTRED R AT, 7o, AF VLo Tm Y Uvh T
DT XD HEEIX, AFEICEC TTo e, Falkhic
SNWT, M 1ICRTHIETHBRIAERKRZHEL, ECD-GC
THOM LTz, FlBRIRRO 7 v~ NI 851D L, &
BIOFREHZ BN TIE, A FUALFTIOT U B FVH T AT
L ORREBIEZ B L TY, HTICEEL D E—21%

43



RS BAREBR B v ¥ —HFZE S, No. 11 (2003)

Bhiedote (K4).

10 20min
4 KRB OI < NI T A

A TAALT 7 IR (AFA4L) B iidhwlr C:d () D:sak @) E F<Ew FiFaysy

G:Z7wuyal— (EE H:7wryal— CKEE

6 RNEUREER #4  FMEIGRER

SHphiz 7 o IR —

\ BT, 0.05ug/g kjtZ)‘J:‘? 7{1/1/1/7\7 K% = A T T EBRE D

L, X1 IRTHECHRBIER 2R L, FmEIR L x 78.0 3.7

e fForr bz 5, T8, 0~102. 29 % =0. »Ls (R) 100. 4 2.9

R EToTETA IEIHX#\ % (CV%=0.8 e ) .8 c o

~5.2,n=13) LBEIFREEN’EONT (F4). i< EW 102. 2 2.1
Fy Y 93.2 3.3
Tayay— (HE) 101.1 L5
Juyal— CKEE) 92.9 0.8
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%1 0.05ug/ g WA, n=3



RS BAREBR B v ¥ —HFZE S, No. 11 (2003)

7 GC-MSIZ &k 572
FRBHC T VANV T 7 X R 2 S AL O 7R R SR
HME (0.1ug/g, i FNL X130.05ug/g) L7225 X5
wnL, M1 ICRTHETRRIARZFAHL, GC-MS
TON LTz, TOFREE, <A A7 MUV EER L I3E
—HT DL BRI

X 53

[1] YU A= 2t 20026F W% B8 R 3R 4 T V5,
p269-270

[2] 3 AARESRHRR S i A/ osiE, SEEklS
FRE, RLOBKEE (DF) .
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