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3-1) fEERMY

3-1-1) 8 10 EEREHE

FAYE T — A

TR RS . ERk 22 4 4 A0S 234E 3 A
* TO 14EH

TSRS FRERINY 413 B

FAENE  BaER A L7z B4
Ofitin e BEEROWMAE

OfHifTE  AdmT, @l SRsto
FA&.

P GRS © A AREAN ORI RS
FEE - WARGTEES (689 FEE) (A
[EIthER 151 BHEE ) .

3-1-2) FEREIER

Table 1-1 [EIUUEHE

% 10 [F]
23 FEFE | 23~24 FEE | AFEf
ik 688 65(%) 689
EIJI)3 502 64 566
[N 2:(%) 73.0 98.5 82.1

ffi@@kbﬁ%ﬁbk%ﬁ%64Hﬁa4$§KEML
1 FEHRETIX 73.0%, 24EH, SEFERICE

MEENTBREIC LY, KA 82.1% L

727 (Table 1-1) . |

Rk 26 EE LV, 11 EHEREFREZH

BLTNA.

3-2) AR ORI

O FARALET—#

B BT OFE R ELIINY) - Y
D DFEEHFNOEMEETST N U U A, HEBY
U oA, BT MY oA, BB RO
FLVOT IV NEEAIN YT AT Y
Uh, TFLUUTIVUER S NI
INDR: ¥

BRI E OGRS/ T 58
DA ET — & JBAE BT AR (CF
R22% 4 1 BrbFR 2443 A 31 H)

BARGT —% AR GERET (PR 22
4 1EPBFER 2443 H 31 H)

@ WANLESTORLENYEHEDOH
E
EFRSEEOAMNINDEER LTS &



L CRIERTIC R b i TR & L,

F O bE 2 OENY O AL i,

fEREEOHAMIRGEHEL, ZbD

BMTOEAREHELL. B, BHEC
TERIINY OER BEOTHNENTZD, &4

EIOFHEIZBWNTS, FilEl & FERICE A &I

FIEME D 50%E & L CRHEATT o7z,

3-3) BEfFIRIY 26 5 RIS - A EE

FE . T — REK

TR K 28 FE 4 H D 24 £ 3 A
ETO 1 EMD D OILFRL 23 FEiER
HEte 1 4R

THE SRR | AL 21 FBICEmSNZE 4
B F4 DB ZRIL % 2R, BEFIINY S O
ik - A DARENED B o -3 453 4

ELECRS eI

O IBEfFamp 4 ENEGE U A b (QINER
SN TWHemA 381 B

@ Rz e LTHRRBIZEENTVWD D
DTHoTHEMWE L THEHAsNSHE Y
AR DOH, HBREMININMATEET
RARERED N TWAEE, Mz E
F 2E0MRE, oM (RN
WaES—ERTHEME) , 88T 53
mBE (O, @&FF434MH)

PRk SR H

)il - AEZIT > TNDH DDA

b)EE - g A DK

OBl - WADHKE (MEBEMASTHL Th
5 HDIZ DN TS U7 3KiE)

A E AT AR S TR
3% OFLE

i (BMFERM) BIHME, WM&

IZHoT

2. BAIRINY ORI _EO T D DIRIZEES
DA

10

MERBORY v=,r'a ) K (PVP)
¥, B ) %, ESLERS AN
AT& 0t E2Z T2 2 b 0REHZDOWT,
KBr ik, ~— 2 bk, iR, HEE, RO,
ATREIZE Y IR ZHIE L.

AWFFE CRIEIC W= 2B 1L, JASCO
FT/IR-4100 (B A5y et Th 5 . ERIE,
HRE, =2 MEORIE, ke
(32 [El#e v IR L), JIEHHEEL 4000~500 cm™!
TITo 7z JIEWE, KAl LT, KREX 30
~35 mmx30~35 mm, EX 5mm @ KBr
WEZERE UTER L. 2B, sRIiCiZz
D KBr i EFER Lz, £/, WE7 7 ¢
X, A7 B OFRSN A Nujol 28 L7z,
KBy EIZDWTIE, JRANE UTHATE 8 iR
SRR A EE DO THIZIE - T, KBr fEH
(E£ 10 mm) Z/ERR L, HIER O RIZIE
KBr DADEEAIEHH L. 723, KBrikT
X, BARG AR OMRNHE KBr 7 12 v 7 % A
Wz, ATRIEOBIFEICIE, BHROFRAD N
BEEHT, 44 ¥E> R U X LA—EFS ATR
HEE (A A AR 24858 U@ 2 v,
S3fERE 4 cml (FER[E 96 [E]) |, HIEFHEL
4000~500 cm' THIE ZIT o 7=.

4 cm’!

3. EENMREIC X 5 &R AEENE O
BESIHTIE DL
1) %

TNEINNY NI Y kO DKP i,
RoORKASE LY ZHREWTEEZ N,
2,2-dimethyl-2-silapentane-5-sulfonate-ds
sodium salt (DSS-ds) ITFIEHIZE T M
SHESE NMR AAELEYE (Cat. No.
044-31671, Lot.No. DCM1095 &' TLP
6524, MEE 92.2 721X 92.6%, YLIRAHEN
S 0. 7T%ETIE 0.6%) AW, VAT



Z )ik bk, Sigma-Aldrich # TraceCERT

(Wi 99.73%) # M-, B (D0) K&
VHEYAFNVALEFY K (DMSO-ds) X
Aldrich 8% v 7=, K E M 0.1 molV/L 18
R (BrBREED) 3l o
SEKFEN, Wl IR R RS R DI
KEERZENTNA W, SERIIBE LS
RSB ORI Z VT2,

2) &
EHMEIAEEE (NMR) A4 — 7T

—ft& JNM-ECA600 & ) ECZ600 (& %1z

7o kB AN 600 MHz) (BAET
(k) &) .

BB ELEE - GT-100 B (Z&E(v%7 7
U7y s

3) INEINNYNT Y DER
3-1) FAZIANY LT D NMR 4
W (7 FLDIRE)

TNEINRY LT Y8100 mg & &
DL, DO 0.76 mLIIZIRMR L 7=, Z D
&S 5 mm O NMR 3BHME I IE 135 4
cm IZ72B X9l AN, BAL, £ NMR
HIZE (IH NMR, 3C NMR, 'H-'H COSY,
HMQC, HMBC) %4T-7-.

3-2) H-qNMRIZE BT NVE IANRY LT Y
VIUDEER

TNEINNRY LT Y K 20 mg KT
DSS-ds % 4 mg % FNEIVEEIZEY, D20
2 mLZMATCINOZEM L. Z OB
ZHME 5 mm @ NMR #BHE IZlE 5K 4
cm 2725 K5I AN, EHL, qgHNMR #l
ExITo7-. DSS-ds D 7 F /VEFERE &
900 L L7t EDINEINANRYIALTY
NCHET B ENENORERED Y 7V

11

BHRE, T8, BESEE TRoURAL,
TNEINNY LT ) oaE (Con, %) &
BHL-.

Tor/ Her Ma/ War

CGL =
MDSS/ WDSS

X100
IDSS/ HDSS
712U, I, InssidZ & I NY L7 Y o
Y RO DSSds DY SV R E
(DSS-ds : 9.00) , Her, HpssldZ 4 v
NYNTY KO DSS-ds DFEFEDKTE
¥ (DSS-ds:CH3%3=9) , MaL, Mpssi&Z /v
ZINANINT Y RO DSS-ds Doy F &
(I Ny s Y vy 308381,
DSS-ds : 224.36) , War, Wpss 17 /% X
WRY VT Y 2 R ONDSS-ds DFFELE: (mg)
Thb.
3-3) H-qNMR AITESRMF K 0T — & DIFHT
TH-gNMR HIE D EAR A% Table 3-1 i
A LTz, 7238, tTH-gNMR Dby 7 ME,
DSS-ds DKFEY 7 FNEFEEEL 7 I (§0)
L, 6§ fE% ppm HITERLE. BHoii
FID ¥—#1%, 7— VU x=%&#: (Windows B
¥ : exponential function BF=0.12 Hz, zero
filling=1, trapezoidal function T1=T2=0,
T3=90, T4=100) K CMLAHHHIEZ 1T o7z,
DSS-ds LT IVE INNRY NI )V DIE
BV T FTIVORBRHHEZRE L2k, DSS-db
DT FNEIERESY 9.00 L L& DT
NEINNY VT Y AZEET BERER
DREEREOV 7T NVEHBERES S [3-2)
qHNMR 12 KB 7N Z IANNYLT Y v
DEE] TRLUEFERICRAL, a8%2H
H U7z, 7238, 7— & Off#TIE, Alice 2 ver.5
(JEOL RESONANCE #) % H\ 7z,

4) DKP OEE:



4-1) DKP ® NMR 437 (¥ 7 F A OlfE)

DKP %) 10 mg &Y &Y, DMSO-ds Y
0.75 mLIZIEfiE L=, Z OWIEEIME 5 mm
® NMR #REVE BT 4 e 12725 X5
WA, B L, % NMR #IE (UHNMR,
13C NMR, 'H-'H COSY, HMQC, HMBC)
ITo 7.

4-2) TH-gNMR (= & 5 DKP O FE&

DKP #J 10 mg X (" DSS-ds §J 4 mg & h
FTWREEIZEY, DMSO-ds 2 mL #/1%x T
INSERMR L. ZOWEEZIME 5 mm D
NMR SEHE IR 4 cm 12725 K91
AL, #BA L, gHNMR #IE %175 72. DSS-ds
DT FNVEBREL 900 £ L& D
DKP (ZHRTEHENENDFEELED Y 7 F
NVEFEIREE, o E, RESE TRORUR
AL, DKPEH (Coke, %) ZEH L.

IDKP/ HDKP MDKP/ WDKP

MDSS/ WDSS

X100

CDKP - IDSS/ HDSS
7272 L, Ioke, Ipssid DKP & O* DSS-ds D
7 FERE (DSS-ds : 9.00) , Hpke,
Hbpss i DKP & O DSS-ds DFFEFDKFEH
(DSS-ds:CHsx3=9) , Mpre, Mbss X DKP
KO DSS-ds D4y 1 & (DKP : 262.26,
DSS-ds : 224.36) , Wpke, Woss i DKP &
U'DSS-ds DFFEE (mg) THD.
4-3) H-qNMR BIFESRMER T — & OfEHT
IH-qNMR 7 D EARSGA% Table 3-1 12
R L7z, 728, TH-gNMR Db 7 ME,
DSS-ds DIKFE> 7 TN FKMEL 7 F 1 (6§0)
L, 8§ fEx ppm B TRLE. Bbhi
FID 5 —# 1%, 7— VU =254 (zero filling=1)
K O AHAHIE 24T o 72. DSS-ds 2 U8 DKP @
EBEY 7T NVOROoEMEHZRE LR,

DSS-ds D 7 F )VIEFEEE % 9.00 £ Lz &

12

O DKP [ZHKT 5 ENENDRERED v
7 FIVEFERE % % [4-2) TH-qQNMR (2 L5
DKP OE ] Tn LizatRRICRAL, &&
EEH L. 2k, 7T—F OffHriE, Alice 2
for gNMR ver.2 % AV 7=.

5) IV HFXY = NVDER
5-1) 74V % Y =L NMR ST (7 F
DT E)

TNV FXY =K 10.0 mg #ED LV,
DMSO-ds#7 0.756 mL \ZHfR L7z, Z DK
ZAME 5 mm O NMR BREVE ICIE 55 4
em {2725 L HICAN, BEHAL, &£ NMR
HIE ("H NMR, 13C NMR, 'H-'H COSY,
HMQC, HMBC) #17-7-.

5-2) BC-gQNMRIZ L BTNV V= /LDE
=

TNT AR =K 10 mg LN DSS-ds K
4 mg FENEIREREIZEY, DMSO-ds 2
mL ZM2 CINOEBEM LT, ZOWkE
A 5 mm O NMR HEVE IR 239 4 em
Wb Lol A, AL, BCNMRIZL%
gNMR HIEZAT o702, VA FN ALK DY
TFNVERBEEZ 200 L L EOTAY
F %YV ZVCHRT D ENENDORELEDY
TFNVERBE, S8, BEEZTioX
WAL, ZAavdxy =18 (Cru, %)
FERMHUE.

I FLU/ HFLU
FLU™ I X

M FLU/ WFLU

M _ /W
DMS  DMS

x 100
/H
DMS = DMS

72720, Irwu, IpmsiZ 7T F %Y =V KN
DAF VAR DY T F)VERERE (3R
FIVARNVRY 0 2.00) , Hrou, Hpms 170
THX Y SV T AFIRIVIR DR RS
DKFEH (P AFN AN CHx2=2) |



Mriu, Mpms i 7 VT Y =V RN A F
WANRY DIyFE (PVAFVANKRY
94.13, 7NV F Y =) :248.19) , WrLu,
Woums 17V FF Y =)V R AF )L A )L
B UOREE (mg) ThD.
5-3) 1BC-qQNMR HIE&H K T — & Ofif
Hr

13C-gNMR I 7E D HAZ M % Table 3-2 12
R U7, 7238, BC-gNMR OfbE 7 MElE,
DMSO-ds DIRF Y 7 F NV E HMEL 71 (8
39.5) &L, 6fi% ppm By TR L. &5
N7z FID 77— &1, 7 — U =B O AH A
EZ{Tol. FATVFXF Y= VRRT ATV
ARV DEEY T FNOBSHHERE L
4%, DURAFIVRNIR DL T FIVETETRE
%200 (§42.1) &L ZxDTIALUFFY
ZIVCHET 2 ENTROREERD Y 7T
mAEMES % [5-2) BC-QNMR IZ X571
Fx Y = VOER) TR UEFERIRAL,
EBEYEM L. 2B, 7T—% O,
Alice 2 for gNMR ver.2 % Fv 7=,

4. ICP-MS% % AW=RHISMY F DOy
Fri&icBd 2858

1) ek

WAk VoL, EET =T A, BREET
NU DA BEET R UL BT N T A,
KEEALTI NS D b, KBNS D L, D
N b, B IARBERIN TN, T3
VERANT T A, bR U A, ik
TRV b, KRB~ TR A, ATTEA
NHBH N TN, TAIALE BN T
I, INEIVERANT T A, TE IR
2 TR, BRIV TN, Sty
Bl vy U M RBIINA %Rz, ik
VUL, REHNTT A, BEE G G

13

Bk (D -L/KFnY) 1 3Fn ik T SEmRRUaIEss
HAx H .

2) RIK - WK

i CBESRRER) 1IR3 Em
B, FEET E= U AR (500 g/L, #55AER
R BRI, U UBE T R e
IR, BBk > B Y U A (99.99%)
I UBAKEDT = A (RSN
), W FESRAEH) , B (BF
SBRRAER) KOHER FESREIER) |
VYR (1000 pg/mL) (XA yEHisk T 3Mml
ERWE. 1,107 =F > ba U r—KFik
RIER, TN RY o F Dy il
i LAY

0.1 M FERT > = AR : BEET »F
=7 AWK 4 mL 27K T 250 mL & L7z,

0.5 M EHE7T E=U MBI : BEEET L E
=7 AYEH 80 mL %7K T 1000 mL & L7z.

HEE(1-> DR - ¥ 250 mL %7K T 1000
mL & L7,

2 (1— 100)¥HK i 10 mL %7K C 1000
ml & L7z,

EMETEIRK « gnHEYERK (1000 pg/mL) 5 mL
ZAKTH0mL & L, #hif#EFmwR & Lz (100
pg/mL) .

PRPEMEVAIR SRR YEIRR (100 g/mL) 5 ml,
2.5mlL, 1 mL k0.5 mL #Z I FIEREZ
Y, #HER(1—100%#K <50 mL & L, 10,
5, 2 XU 1 pg/mL FFHEEEHE & L7z, 10 pg/mL
EHEYSIR 2.5, 1 X1 0.5 mL % E i EHVIERE
WZHY , iR (1—100)% K < 50 mL & L, 0.5,
0.2 0.1 pg/mLF¥ERFK L L. 1 pg/mL
FEREPRIR 5, 2.5 ROV 1 mL # L EHIEREIC
B, iEE(1—1000% K < 50 mL & L, 100,
50 &Y 20 ng/mL EHEFEK E L7z, 100



ng/mL iZHERH 5, 2.5 mL ZIEMEIZHLY , R
B(1—-100)0% T 50 mL & L, 10, 5 K2
ng/mL AZHERIR & LTz,

1 MAHER: fHlA T4 mL 2K T 1L& L7z,

0.03M EDTA - NH4 %% : EDTA 4.38 ¢ %
7K 100 mL THEDL, 26%7 U E=T7K 2.2
mL MMz, 5% 7 - E=T7/KTpHI2 725
EHOICHREL, KTH500mL & L7z,

&n A= ¥E B (EDTA) - 1 42 % % (1000
pg/ml)5 mL % 0.08M EDTA - NH4 &K T
50 mL & L, $AEERIK(EDTA) & L7z(100
pg/ml).

S EIR(EDTA) : $pE¥ERIR(EDTA) 5
mL, 25mL, 1mL&%00.5 mL #%ZhZEh
EREICER Y, 0.08M EDTA - NH4 %K T 50
mL &L, 10, 5, 2 O 1 pg/mL IEAELRIK
(EDTA)E L7-. 10 pg/ml f=¥EREEDTA)
2.5, 1 K1*0.5 mL #ZFNENIEMIZEDY,
0.03M EDTA - NH4#&#% T 50 mL & L, 0.5,
0.2 XT00.1 pg/mL EHEEKREDTA) & Lz,

A b UL Bt v B U v A 100
mg ZHEE 0.5 mL IZEMHL, K T10 mL &
L.

0.5 mol/LL U > ERWRE - V VR 1.7 mL %7K
T50mL & L7z,

3) #mA - HE

B Y75 LEZERT, SPE NF o2 — A4
=RV R, EESITARS |~ =R — R
DigiTUBE HiZ v 7, PTFE 7 U N\Y —F v
7,1, 3, 6mL7 X7 Z—fFx 25mL V¥
—/X— Inert Sep ME-1 (250 mg/6 mL),
DigiTube i% GL ¥ = > 2Rl % H\ -, ]
FROLILE MR B ERYFATR AA-6800 %
iz,

Omnipore™ 2 > 75 > 7 ¢ )L % —(1.0

14

um)iE 2 VR T HEE AW, T 4 v F iR
NE—(T7 7 3 300 mL, BT AR—Z K
O Z 30T s 047 mm A, %5 A1E
VA 1L ARIEHELE V-,

ICP-MS(Agilent7800) % N A4— b7
—(Agilent G3160A)IZ 7L hFr7 s uy
—EE AW v A a Y o—TR{CEE

(ETHOS One, HPR-1000/10 7 —#—) K
V24— A ¥ — FERQM-30)i3~ A L
A N B R T RS E T

4) BEIE

4-1) Inert Sep ME-1 {2 L 2 BiLEIEOKET
OREHERORE (— MDA A & & Tl
g )

B2 g 28V, BI04 20 mL
WL, 7= T KEMLZ, pH5~6 & 72
BEOCHTREL, RERRE L.

@Inert Sep ME-1 |2 X 2804

Inert Sep ME-1 # f#li&(1—100) % 5
mLEE 20 mL/min) THEE L, 7K 20 mL 2L
LG 20 mL/min) TH— U v VRICED
IR AT L2, 0.1 M BT =0 A%
% 5 mL & it S, 30BHE % FitiE 5 mL/min
Th—F) v O~AfMLZ. 0.5 M Bilig7
F=7 A 10 mL X UK 10 mL CTHe#k, M
BR(1—100)75K 8 mL TR 1 mL/min T
ol D EEHL, ZOWAEBI L, 4R
(1-100)AE T 10 mL & L, REBRAIK E L.
7212 L, B AWICRERE & RERCERAE
L, Boiiciks Z=slRiEm e L.

4-2) Inert Sep ME-1 {259 A S EDORK
Bl

PHIEFE 0.2 ng/mL OFIR(1->DERHKE 20 mL,
50 mL, 100 mL /%0 200mL ($#n& LT 4,
10, 20 XM 40pg) %7 2 E=7 /KT pH5~



6 ICFHHEEL-RERERNRE L, 4D @ Inert
Sep ME-1 {2 X B0 HICHE T T, FHEBAE
RERH LT, 4-5)FEFRAKEEIC L DR
DEBIZIE, REMRI D, RBEEF OHh
BEZEML, $hoWMEIEZ KD, b—

NY w DICE LB BT EH L.
4-3) LB U 7 L& RV ZEHIR OB 1
AJMEEER)

WAkl ) 7 A2 2 nglg FHYDOERZIRML,
4-1)@ Inert Sep ME-1 |2 X 2EhDfhHHIZ#E
U CRBRIAK ZREL L, $hOuMEIINEE K
Wiz, L, WHKIEZ 2 M B R OHEEE
(1— 100K D 2 FEFE TR L7z, 2 M Elg
W= 5A1E 2 mL CEHE, KT 10 mL
& LHABRIAIR & L, MEE(1—1000¥K % AV
=HANE, 7 mL THEHL, mEEE(1-100)
WK T 10 mL & LERBREK E L. 45)RT
W% SEHEEEIT L AR D ERICHE, MEE K
D, REBEETOHMRELZEEL, AR
BN RE R DT,

4-4) BEETNFRE (—MOBA 4 &
M) & B 78R O USIMEINGRER DMt

B mIMRE E VT, ERAESI O
SFBEMEYEOSREZIRINL, FD%, 4-1)
Inert Sep ME-1 (T & B TALEYEDRREHI#E
UC, REBEIREFARL, 4-5)F W E
BIZ L DO EEICHE, RERLD, AR
WIRFOHRBEZBEH L, shoRmENE%:
k7.

4-5) JRFRIEHEEEIC K 28D ER

PRBRIATR, EE YRR B OB BRI IR D &,
JRFWIEIEEETRIZ X 0 IROBIESM CRLE
FHIE L. BEAERRORIEE X RERE
TERR L, SRERISIRIBOEEE H> & 22 s BRI
EEELBIWEEMS, RER (Fig. 4-1)
ZAWT, RBRIFEROHBEZRD, Rkt

15

HothETHH LK.
RS
JIRT T
GIHTRIE
SR AT A
WRET 2 TRF LV

4-6) Inert Sep ME-1 % H\W\\ /=L L 5
SR INEN G ER
OREHSROFTH (CMOBA A 2 E T
HHEIR)

REBI N T A, TRBEE—SRIZENLEN 3
ngl/g, 2 pglg MEOEEHRML, FEEQ—4)
Wi 20 mL 2002, 5 2BIE L, FEomni
S, Wik, TUE=TKEMZ, pHb
~6 LD L OICTEL, REHRRE L.
@Inert Sep ME-1 {2 & B804

Inert Sep ME-1 % i (1—100)E K 5
mLEE 20 mL/min) THEE L, 7K 20 mL B
FORE 20 mL/min) TH— R v PHRIZED
B A Ve L=, 0.1 M BT - E=v AU
% 5 mL 2@, AEHBEKREZTE 5
mL/min TH— kU v P~E&fF L72. 0.5 M K
B27 =17 A 10 mL X UYK 10 mL CH#
%, WEEOQ->100%EM 7 mL THRE 1
ml/min TP-< 0 EHEHL, O AEREY
L, fHE(1—100%K C 10 mL & L, #BRE
e L. =720, BB ERANTICHR-E L
W%, PEHAW & RIBRICEEL, Bohig
2 BREIR S LTe.

4-7) BERINERE (COBA 32 &
SRR & VN Sh O UIMIENGGRER D iR ET

BRMREZ AT, RTINSO
SRR E S BEOShETIML, TDO%, 4-6)
Inert Sep ME-1 % F\\\7-BILEIZ X D80T
INENY B U C, REBRIEERERAEL,
4 1DFEFPOOEEEI X 280 ERIZEN,

snHh ez
283.3 nm

Fo =
ZER



BEREY, RBRERTOMRELZRHL,
SROUMENNEE KD, 7ok, ORBHER
DT OBRONMEFFRIILEE 9 MR
EZ BT DB RBIO XS HIE D FIEICHE
UVITEL, IR U TR E %,
(IR (1> DR L, BERER L L.
4-8) MetaSEP AnaLig®% B\ 7= 8hiBR DK
Bl
OFBHAIR DR

B —8k 2 g # &V, HREMESEQ
ng/e) DEREFI L, IM g 20 mL %0 %,
b mRfECICibg s, Mk, FEREKE
Liz. 72720, B2 AW Lz s
ABHA & FIRRICHEE L, B b7k a 223K
Bk & L.
@MetaSep AnaLig®Z & A8 D

MetaSep AnaLig®% 7K 50 mL THEH L,
BB KEZEZAERE Ty 72T,
0.03M EDTA - NH4¥%% 10 mL %@ Lk
# 1~2 mL/min), #L7%Z. K 10 mL KO
IM f5E2 10 mL %A@ LGRE 10
mL/min), 3 Al Y iK U 7z SBHAIR % @ik (5%
# 2~3 mL/min) L, iR &K@V Ey & LT
Y L7z, 1 M AEEE 20 mL % 5@ L (5 10
mL/min), JREZEIL, WEEHES 1 & LT
B L7, #D%, 7K 50 mL i@ EGEHE 10
mL/min) L, D pH 285 JiETHD T &
% pH B CHEE L, WiRaEIN L, ¥
B2 & Lz, £DO%, 0.03M EDTA - NH,
A 2 mL % MetaSep AnaLig®~BI%E 4,
2 S HE U7, v H LR 2~3 mL/min),
FUX L, WHES 1 E L. [AERIC EDTA -
NH4 %% 2 mL % MetaSep AnaLig®~&7if
L, EHE S 2~5 Z[EN L7z, BiZ, MetaSep
AnaLig®/ {0 IR UERADB AL Svd 2 &
235, 0.08M EDTA - NH4 W& UVK 10 mL

16

L, WMREEINL, SRS 3 KON 4
L. ENER 411 R EEIC X
BEDOEEICHE, 0.05~5 pg/mL EAERTK
(SR £ 721X EDTA) M SIERL L= &R L v,
RV W5y, VEFES 1~4, BHES 1~5
BRI L U, RBREEIR OfiRE 2 B H
L, $AOBMENERD=5)% K, KEFIZ
T DR DT NS — BT
4-9) MetaSEP Analig®% F\ /= FRBAES —k
DEFARBROBET  (ERERINENEER)

WEBE—Ek 2 g EY, ShHUSEE Y EQ
ng/g) DEREIRML, 4-8) MetaSEP AnalLig®
Z FA U T2 R 5B O RETS 6 W AN [T AR
(n=5)%1To 7. 772U, #EtE Av-9ican
LTciR%, SRR & RIBRICIMEL, B oh
TR % 25 BRI & LTz
4-10) U VB4 v N U U AIERIEE AV 2gh
RERVE OGRS
ORBHATR DS

WREREREE—8k 2 g BV, HRMMEHEYE
@2 ng/lpEFRML, 1 MAEE 100 mL %
Mz, 5 HEEEeHCHEESE, Bt 3B
W E L.
@V VA > MU U AIIRIEIC X S EOfH

REHRIRIC T A2V E LR 3 g 2%, &
fiasyw, 41 v hUUAERK 1 mL, 0.5 mol/L
U UBEAIR 3 mL 2N 71k, T E=TK
THIpH3IZFAE L. K30 0 =RIE CTHE L,
ERR LTI R R S BTk, AT T 7
A NE =2 HAWT, WS ABIC XY k%5
BELT-. MBARMNE LA T I T 4 VH
—% 50 mLiEEE IZEY , 4 moV/LAEEE 2 mL
TRAUT T2 T 4= E LI BR R
fi# L, ZDW%E 10mL A A7 F A= ZEIL L
7o, BT, KTAUTF 7 4 )VEF—%H N
Z I, OV E D 10mL A AT T A2



A&, AT10mL & L, HBREE S LTz,
7220, RAetERACTICHER Uk E, B
IR & FRRICEME L, 8D N7o ik a BBy
e LT, 4-11) JRFRERERIC X 280D
BRI, RERLY, RBAKRT OMmE
EZEHL, ShoumEINEEZ KD
4-11) FFPNEIEIC L DD ER

RERVAIR, EAEIRIR(FEE F 721X EDTA K&
OZERBREIRIZ D&, JRFRIEEEIZ LY
W OBNERMCRIE ZRIE L. AR
DWLIEE X O REREER L, RBRERLE
BE b ZE B IRR N E & 2 LWl D,
MR E AW T(Fig.d-2 R 4-3), RBREIR
HOEIRE 2k, RO R E R L.
7RE, BB T AR AR BRI &
W Ui & 0 1ERk L 7= B2 AV CTEH
L7z,

e S e

JIRT 7 R T

MR 283.3 nm

TIRMET 2 225,

MREHT 2 TEF L

4-12) RBREROFR (ZMMDBA F 28
T H BRI
O=A7uv=—7R{bEEZ AW O
IXAE,

R 02 g BT 4 —VA Y — MIEVE
n, Wt e mL &Mz, EVIRERE, H&
L7z, Bliz, W7 viboF L o #iEREE
a7y var—)L RIZEAL, K5 mL Kk
OuEER(b/ksE 2 mL 2%, ToOWHkos
F—YA P — FEFHNNIEE, v/ 7Y
= —T7R{LEEE T Fig. 4-4 OMNET 0 75 A
THOMREIT- T, B LI E RIR CTHlE
L, wm&ERBHKRE L7z
@Inert Sep ME-1 {2 L A8 fhH
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Inert Sep ME-1 % fi§## (1—100)¥5# 5
mLEEHE 20 mL/min) THEF L, 7K 20 mL LA
LEGRE 20 mLmin) ThH— kU v PNIZED
R A YRR Lz, 0.1 M Eig7 > &= AR
W& 5 mL % i &8, 3K % ik 5 mL/min
Th— M)y U~AR L. 0.6 M g7
=7 A 10 mL X UYK 10 mL CHEE%,
(1 100)71E40 8 mLGFHE 1 mL/min) T
S D LR L, TOBEHIKEEIRL, HEE
(1-100¥E T 10 mL & L, BRIRK & L7z,
=L, REERAWTICHAR U E, 3R
REFBRICEIEL, BN iRE ZERBREIR
L7z
4-13) v A 7 a v = — 7RSO

TNEIVEBRIANTTA02 gk 3OD7
F =V A = MNIENENEVEY, £
1 pglg MY OMEERKZHINL, 30
SHE LT, EEE 4, 5 F2iE 6 mL 2 FNE
Mz, |, EE L. UT 412
RERARORBELZIE, RBAR AT L.
Boh=HKREE TP OHRE L 415)
ICP-MS EIZ L D80 EEICHEV, BHIL,
RINEIN R Z R DT
4-14) BEAINRE % BV T2 $a O FRANENR
AERORRE

4-12) REBEROFARIZHE T T, AL
MRARE 7 +—V AP — MIEVERDY,
Table 4-1 (27 L72A RSN OSHFFE
FHYEE DXL, EEERERNIL,
D%, 4-12) RBEROFEIZHET T, HABr
iR &L, 4-15) ICP-MS Bl L 28D E
B2, RERELY, RBRERTOMIRE
EHEHL, $hOWRMEIERERD.

4-15) ICP-MS EIZ L 5 8pDE=

FRBRVSIR, FEHEPRIR e VS BRI D &

ICP-MSYEIZ & W IR DBAES A CHE (cps) &



BIE Uz, BRI OTRE & Y MEfR % 1ERL
U, SRERESWRBREL N> b 28 BRI IR & 22
LI fEin G, ks v T(Fig. 4-5),
RBPRIR P OSRIRE 2 KD, et oth&Es
B U7, BB TRICRTRIFTERL,
No gasE— K& He &— NCRFEFHIE L
7.

AEE—R No gas He
T XwE— R — A —f
5l & H UEMR2 -200V -200V
FAH VR 9.4V 9.4V
FATINA T A -80V -80V
@t X 11.8V 04V
Helfi & - 5 mL/min
OctP RF 190V 190V
s &4 (m/z) 208 208

5. BRGBFEOBEIOTD OBEBEEETH
(ZBEY B HF5E
1) #EETEMEMBFE (SAR)

SARDY 7 hv =7 & LT, BizEMETM
ZHB LT BH%K D3, DEREK (Lhasa
Ltd.), ADMEWORKS (AWorks ; & ti@L
MY 2F b =7V 7)),
MULTICASE (MCase ; Multicase Inc.)% H
Wz, DEREKIE, HFE_—A DT R/ 3—

h AT NG, AWorksid, ATHEERT 7
a—F DI AT LT, MCaseld Z i & D Hf
BT, (LFE OIS & FEE RS
F&, ZEOETEEE A L,
FETERRR D> D AmesiRER ORE M E & FHBT 4
HigEFIRF 2@ L, TEZITS AT A
ThHD.

2)  AmesitBk
[HER OS] MEE & LT, Salmonella
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typhimurium TA1008 O\TA98 % FHvy, 7L
A FaX—Ta HEICED, SImIXTFET
FOFEFET CEMm L. #HIZ, 15, 50,
150, 500, 1500K U*5000 pg/plate ®6H & T
AERERBREZITY, £EBFHRENPED LR
e, tToMETReMAEL L TRERE
Fhi LTz, Rt B D25 B L R 5B R
au = —HOMMBRD b HE Z L
HIE L7z

(B E ] BRI HE L7 b aWITEL T D10
f&4H (Table 5-1).
VerbenonelI HAFR TS LY AF LT,
LUTF D9fbamid, RAEALR TR L D A
L7z,
diisoamyl ether, tert-butyl acetoacetate,
2-hydroxyethyl salicylate, methyl NN
dimethylanthranilate, neryl acetate,
2,4-dimethyl-3-pentanone, 2-methyl-3-
pentanone, 3,4-dimethoxyacetophenoe,
dinonyl sulfide.

T, BERTEYENY, SImix{FE T Tl
S9mix IEFALE T Tl
2-(2-furyl)-3-(5-nitro-2-furyl)acrylamide %
Mwnwi., BEdBRBE (BHE)
dimethylsuofoxide (DMSO) % FH\\7z.
AUBIIFEMBE T L VA LT,

[#EE] TOECD {LWERBREN A KT
A2 471] BBEBIZL, ZORTHEEIRT
WHEKRD 9 H, A7 Y == 7BV TR
H &b Salmonella typhimurium 5 D
95, TA100 KT TA98 % #BRIZHV =,

[FRERIERIE] Ames b DIEHEEEZSEIZ LT,
Tl vFa—vaidkicky, AERE
AR & AR A A L B U7z, RBRIE, B
BYMEEZZOEERERICFEHSEDLS9
mixIEFET, KOT v b b OIWAHEE

2-aminoanthracene,

~—
~—



