Table 1 13C-qNMR I E &4

Spectrometer JEOL ECZ600
Probe CH UltraCOOL probe
Spectral width 200 ppm (-25-225 ppm)
X point 131072
Acquisition time 28s

Flip angle 90°

Pulse delay 97.2s

Scan times 128

Spining off

NOE off

Probe temperature 30°C

Table 2 FLZ7FTNIVEHINETILNTARY = VEEBOKE (n=3)

dc (ppm) Content (%) RSD (%)

89.9 99.9 5.1
108.2 100.6 5.6
120.2 94.6 7.5
121.9 96.7 6.2
124.7 99.9 8.5
139.0 98.4 5.6
143.1 100.1 6.6
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Residual solvent
signal

JJI N |
ot

125 100 75 50 25

Fig. 1 74 %Y =/ ® 8C NMR A7 b
(RIZEFE : DMSO-db)

8c 124.7

Fig. 2 710U 4 %Y = VO E#EE R N 8C NMR {LF 7 b
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Residual solvent
signal

Dimethyl sulfone

PPM

Fig. 3 7/ U4 % Y =0 8C NMR 227 kL
(18C-gNMR HIELAE, BIEELE : DMSO-ds)
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RS ER MR MBS (Rdh DR EHERHEENTTEHE)
FRk 27 RS AR SERE

ICP-MS %z FiW e & &SN o Dotk B4 5 4158

MosmE B T

] 37 FE it R AR R AE T 0T R AR NI AR ST R

MR E

Z b,

ZMOBGA ST EBERO SRR O SHTIEIZ OV TRE L
. At~ A /vy o—TIZEVIKIEL, (2 TEEBRAE S L — MEtHE Fe A E AR
=1tV v PEANTRERHEE, ICP-MSIZX VRS EITo72 8 25, IRIMEIH
BRC, HEIE FHXHMEHRZE) X No gas £— KT 85.1~96.3% (1.1~4.5%),
He &— R TIX 83.6~99.3% (1.6~3.9%) & BIFeiER1 5
GiA A 28D ABEROMSITICENT, Erl) DU PF A IR VBT ey
2 (APDC) BEEAIHEZ AW R PR EEORBREL LTRARTETH S LE

b, REE, Mo

A. BHRER

B 9 AL AEEIZB T, 4t
B & DBAMEZIIND BRIND, —HOR
IR BRE, ShBPIRESNDZ L&
Rolz. FRNION DY DA TINTT A,
VIRV LEDOL DA F AL RNF—
DARNGA 2 & S BEICELREHI B W T,
JRFRIFEEFHT & 2547 TA A AL TR
B2V, SROSWPREEL 25720, Zhb
DA F o ZRORS ZEPREE IND.
LZBOBA 4 M E EN DB ORI &
LTI, Eal) O PF NI BT
EF=vU.A (APDC) BEHIHIES, 14258
BRIiEER o, EFR L OB ERT
ROBMEAT ) HFEPRASL TS, 9
A ST AR EOSMBRIEICB VTS,
WA A % S RICE LRI LTI,
APDC BEHMHERRESN TS, LavL,
APDC BRI HERI T B ES M T, Sk
HERIZAEE 2 2 LT LV, 7, HABRE

43

W SHERE 7 F VIR T D128, R
FERHCOMTT 2BE, BELOMERSE, HWrEREE
~OEENRMETHH.
AHFFETIE, ZhE T APDC itk z
DRI ERIC L D BRI O
SMTEOREIEE LT, 1 FERIE—HOBA
Fv (FRITLKROHY ULAE) 25T
BEEARSRE L, (3 ERESR L — b
WSS A E S — kU » 2 (Inert Sep
ME-1) % Wi OB 21TV, B
e R AT, 2FERIX MDA A (U
N AR~ TRV T L) BE TR
Xtz L L, Inert Sep ME-1 % FV /= ghdhH
EORFEITY, —MDBA A & F U4
TERDHAFEETH D Z L #H L E L.
3 EHTHHAENL, FIC X aREtoRR
JRALDSLEE L S5 _MlOBA v 2aich
PR A RI5 & U, IRMGEREOfIE D=9,
<A 7ayz—7IZLBKIEEIT, Inert
Sep ME-1 # AW TZNE TEREDORMET



gnzfhti L, ICP-MS ZHWeshDotikz
FRET L2 D THRET 5.

B. BFEI5E

1) et

2AFTaA VBN T LA, TAIALE
YEERINT T N, TAE I BRIV T A,
TNE IV~ TR T N BNV T A,
Ta AT T MIESINIY A E A
Wiz,

2) RIK - R

e (BESBWER) , HR (BESRE
HER) , $MEXETR(1000 pg/ml), @ Lk
F (RTRIEHER) 13 feitigi T
EMELE V. BiliRT 2T = AEEIR(500
o/L, SRR, 26%7 =T K (BE4L
BHIEM) R A AV e

0.1 M EfET v &= LARIK : BERT €
=T LR 4 mL %7K C 250 mL & L7z,

0.5 M HEfET E=v AFRIR : BERT &
= LYK 80 mL %7K T 1000 mL & L7z,

(11— - ¥ 250 mL %7K C 1000
mL & L7z,

FE2(1— 100)¥AHK - Fidi2 10 mL % 7K T 1000
mL & L7,

SATEHEIRR « EnEUERR(1000 pg/mL)5 mL
Zi%(1—100)T 50 mL & L, $MEHERE &
L7z,

SAIEHERSIR « $MEYERUR(100 g/mL) 1 mL
KON0.5 mL ZIEREIZEY, MER(1—100)%
WTH0 mL &L, 2K0O1 pg/mL AEAERIK
& L7 1 pg/mL AR 5, 2.5 KOV 1 mL
BENENIERIZEILY, fHEE0—-1000E T
50 mL & L, 100, 50 &0t 20 ng/mL EHERR
K E L7z, 100 ng/mLAZHERHR 5,25, 1 mL

44

ZEHEIZELY | ilER(1— 10007 T 50 mL &
L, 10, 5 K2 ng/mL iZHERK E L.

3) #nH - EE

FA ¥ 7T KBRS, SPE /X% o2— A
=RV, ST RG]~ =R — L R
DigiTUBE 9 v 7, PTFE 7 U N —F v
7,1, 3, 6mL7 &7 #—ff& 25mL U ¥
—3—, Inert Sep ME-1(250 mg/6 mL)%&% O
DigiTube (X GL ¥ =3 A L% V7=
ICP-MS(Agilent7800) x N A— ~ 4 7 F
—(Agilent G3160A)IZT7 VL hT 7 /1
D—BLE AW, v A 7 a T e — TR %
& (ETHOS One, HPR-1000/10 & —4 —)
BRI 4—> A P — FNEEQM-30) 1~ A
WA M= BRI VR E T,

4) BRIk
4-1) REBVAH OFHRL
O=A 7 vy =—7RACEEZ A7
IR|e

AEL0.2 g &7 VA P — NMZED B
D, 6 mLZMZ, RVIEBEEE F%
L7z, Blic, W7 vfb=F L o iiERas % 7
a7y varyi— ) RIZEAL, Kb5mL &k
Rl k7k3R 2 mL #%, Z£OHIZED s
=V A Y= b EENCEE, w70y
= — 7 JRALIEE C Fig.1 OB 2 /F AT
DIREAT oI /O RIRE BIRCHRE L,
mtk, AERRE L.
@Inert Sep ME-1 {2 X A ¢

Inert Sep ME-1 % fHEE(1—100)%F#E 5
mL(FE# 20 mL/min) TH#4 L, 7K 20 mL LA
FGEE 20 mL/min) T — R U » UNIZFED
MR A Ve L7z, 0.1 MEFRT E= U LFR
W& 5 mL Z i S8, 3BHK A 1#E 5 mL/min



Th— bt v IO~AffLiz. 0.5 MEHET >
E=7 A 10 mL K UYK 10 mL THeif,
i2(1—100)737%% 8 mLGE 1 mL/min) Twp
S LEHL, EOBRMKREENLL, HE

(1—-100)EKE T 10 mL & L, SBEBREK & L.

F77, FEHERWTICRBRESIR O & FR
WCHEEL, BONikE TR BRAR s L.
4-2) ~A 7 vy —7R{LEHORE
TNEIERINT T LFEEL0.2 g% 30D
J =AY = MNIERENEVIRDY, £
N2 1 pglg M OSAMEMEGIRZ WL, 30
SHE LT-. REBE 4, 5 7212 6 mL 2%Fh
Fhnz, IRV IEET%, E% Lz LT 41
RERAE DFHRUZTE, SRBRIAR & TS L 7.
BoN-RBRER T OHIBE L 4-9ICP-MS
B X BEnoEEICHE, HHL, WNEIR
hERDT.

4-3) B RIMPEEE V7o 8h O BANENIY
REBROKET

4-1) RBRIAEORBICHET T, BHRNY
BRE 27—V A P —NZEYVEY,
Table 1 (27~ L7z BB MEAIY OEHIFEAEE
WELZRD IO, BERRERNL, 20
%, 41 REEROFARICHET T, HBRERK
ZPEL, 4-49) ICP-MS EIZ L A0 EEIC
e, BREREIY, RBRERTOMRELR
HL, ShOTMEINELZRDE. 2k, 4-1)
ORERAR OFREOBRO MBI 9 il
ST TE BRI B B O & Sen ik
DIREHERBL T IR PE IR, E 7 IXbEEI
i U CARREELEE, FICHER(1->DRIRICE
fel, REHAKE LTz,

4-4) ICP-MS {EIZ L D¢ E &

FRBRIAE, TR S O R BRI D&,
ICP-MSEIC & 0 IROBAESA: CHREE (cps) &
HIE Uz, AR OWRE L Y BRERE 1B

L, SRBRABREE D> & 2o BRI & 7
LW BN D, R E AV CREEK T
DERREERD, REPFOhELREM LT
HEE TR~ TR CER L, No gas E—
RO He <&— R CRIFFRAIE L7z,

HEE— R No gas He
I AwE— R — i —fH
51 H LEMR2 -200V -200V
AAT VX 94V 94V
FATTINAT R -80V -80V
Rt X 118V 04V
Hevit & - 5 mL/min
OctP RF 190V 190V
e 2% (m/z) 208 208
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C. WIERRENEE

D <A 71— RICEEORG

v A 7 ay e —TRVEEB LM A RET S
ToOIT, BRI Y OSMERERIK 2 M L7z
TNEI BN TN 02 g TR RDED
s (4~6 mL) &M%, 42 v 70U x—
TIRACSAEOBEIEY S, $ADTIMIEILER %K
Wik ZA, Fig. 2177 L1202 g DR

BHZxt L, 6 mL OEBEMNZIZEED, &
HEWEINETH -7~ (84.4%) . LLEDOHE

e, 6 mLUBMADET =2 A 0P —
MR LIRS H ST D EREEBE L,
P~ A 7oy =—7FRF 0.2 g I
6 mL # N2 THfREITH> 2 L & L.

2) ICP-MS &0 fast

~NY AT MY v 7 RACRRET ST
DIEBICER THDZ L83 H DT, No gas
F— K& He — RCHIEEITo 7. 5%
Wiz FAWT 4-9ICP-MS IEIC L 28D EE




R, HIEEATY, MEREIER L. %

DOFEE, Fig. 31RTL 912, NogasE— R

DOREEIX He £— FD 2 fFLIETHY, No

gas E— FE O He £— F\Wiihvy 5~50

ng/mL OHIFATRIFRERENRFT LN
(R2=0.9999) .

- 3) AR EELZ R e gn o WD EER
Brootmat
TFAIANE BRI TN, TAE I
HNY T, TNEIVBES TR T L, R
TTaANHEBEINL T ARV T A,
Ta A AN T A, FREHI Table 1
VR LT HMAE & 72 D 1 O (B TR & T
mr, <A vy=x—7K{#%, Inert Sep
ME-1Z X 28R OBMENGRER 21T > 7=, %
DFER, ~A 7 vy = —T R ORBREIR
oy, EBEEHLETHY, oKk
BRENTND LB Z b, Inert Sep
ME-1iZ & Z3BRAE D> b O OHH %S S
N7z #5308 D n=5 T D éh O T H RN ENR 2R
(FEXIEREIRZE) 1, Table 2~TITRT X 5
iz, No gas £— FT85.1~96.3% (1.1~
4.5%) , Het— N Ti183.6~99.3% (1.6~
3.9%) THH, WTNOREEE— FIZBWT
,83.6% LA EOEINENE O, FERHMERER
ZH5%UNTH Y, BE R OREEILIC BETF72
BWEMEONZ. AT T A LVHLBIVY Y
AT AU A T ATET IO
EE— N CEHENERIRF THoTmb D0,
tRREZIT-7-& Z A, No gast— N L HeE
— R CORBRIIFEENA LN (p<0.05) .
ZORKE LTIE, ZEORFTRDFIEID
X BIEART MAFBL, HEAY MV L
THHIEE LR CE BRI O D EA &
UHEIR DAY VT, TR OREEIC X
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HYWHETERE 2 bz, L L, FigdloR
FTICP-MSIZ LB AT T aA )VHBEINV T
LB DRBRIEIE DHe® — FTHIE Lz~
ARK X L OFERNG, HEMBUEHIZERLL
ShDOmM/2208 & B DHHEFEIIR ST, allsh
DIERBN D ENZ b DD (R,
TR DA, AV UL HH TUHE)
Z OB U ghOTREE & il U TIERI
INEL, T UYL THRERD
VAAX Y URERTH o, F, BEHZE
BIEENTWVEIALY T LD KR
Inert SEP ME-1THELY BRI TNz Z & 2
b, ZHUHDOTHRIZLDTFEHNRRELITE 2
12< <, Inert SEP ME-1CTHUY BRiT 2o 72
WEIZLD, OO ETFHORENE 2
b, ZD LD RET OB I SE
B, IEMERINEIZ L D EEIC L DHMENSE
TH DS LIV,

LU EDFERDS TN T W TR T A
B E AR OEATH Inert Sep ME-1 12
LA OMEIIFTRETH YV, HEHZ L - T
ICP-MS HIFERHZ~ b Y v 7 ADFEZ =T
DEREMERH D120, E OBRIIPMELELECE
ERIMEORF R NETH A 9.

D. %

AR (CMEOBA A 2E&Te) 2o
T, Inert Sep ME-1 % A\ = En D HHEORR
HE{Tole. TAIALEUBOILY T A, 7
NI VBN TN, TIVE I R TR
VUL, RTTaANVHABRANT T A, LR
BN T L, TaEF BRI T MHE
fEFHY (Table 1) OEMEREEIKZIRNL, <
A7y —TZ X BRILEIT o721, Inert
Sep ME-1 {2 X 8p OB ER T o7z & &
5, SEESINEN R (R AR ZE) 13 No gas



s,

5

£— KT 85.1~96.3% (1.1~4.5%) , He E
— R TlX 83.6~99.3% (1.6~3.9%) &7V,
BIF2EERENE DTz, LLEDORERD G,
TDOHINT T DR TR MR AT
AEEEOMBEBRIEICO>NWTL, v 7ry
= — TN L DR CEAE TR, —hDBRA
R DG A A G MR R
O ST, Inert Sep ME-1 Z 7240
SRt FTEECTH ¥, APDC L EOR
B LClifET, ARARGETHDEE X
bz,
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FRREK

TR, HEEACT, ACREVER, ERT,
Mg, Fuv— MEEEHEY— ) v P E
W RN OSRBRIEOYE, AAR
mfb R 21 BiRE - FIRRE, N
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Table 1 &I OF 9 IRE TSN AN EE TR T 2 S E

BRIy R E(ug/e)
TARAaVE BRI T A 2
TNEIVEEANT T A 1
TNE IV TR T A 1
ATTuANVHEEINT T A 2
HB NV T b 2
5

T A BRI T A

Table 2 7 A=)V & ERI VY LOFRTSMENGEFR R (BLK : SiEHVM, Smp : $7MN)

208 Pb [No Gas ] 208 Pb [He]
SA(E 2 uolo cps. ng/mL (;_g?mulf) recovery(%) cps. ng/mL (n_g?n:'lf) recovery(%)
FAEVEECa BLK 363700 24 136463 2.9
FAEVEECa Smp-1 5519909 39.1 36.7 91.7 2052875 41.2 383 95.8
FAANEVEECa Smp-2 5404801 38.2 35.8 89.6 1932607 38.8 359 89.8
PANEVEECa Smp-3 5268831 373 34.9 87.2 1899370 38.2 353 88.1
FAANEVEECa Smp-4 5365448 38.0 356 88.9 1927284 38.7 35.8 89.5
FAANEVEECa Smp-5 5430441 384 36.0 90.1 1955701 39.3 36.4 91.0
Average 89.5 Average Q08
RSD(%) 1.8 RSD(%) 3.2

Table 3 7 /W% IV BRA NV T LAOFRESMEN KGR (BLK : $8#EA, Smp : $HIN)

208 Pb [No Gas ] 208 Pb [He]
1 e/ cps. ng/mL (n_g;?;f) recovery(%) cps. ng/mL (n_gEI;nl:lE) recovery(%)
S48 Ca BLK 628887 43 224029 47

sz 8Ca Smp-1 3162809 223 18.0 90.1 1108832 224 17.7 88.5
S IasECa Smp-2 2969056 20.9 16.6 83.2 1041193 21.0 16.3 81.7
L5z ECa Smp-3 3014940 21.2 17.0 848 1054365 213 16.6 83.0
Tz 8Ca Smp-4 3008968 212 16.9 846 1050395 212 16.5 826
S ILAas ECa Smp-5 2959235 208 16.6 829 1047580 2141 16.5 82.3

Average 85.1 Average 836

RSD(%) 34 RSD(%) 33

Table 4 7 /L% I VEE~ 7 X U AOSTMEIGRBGEE (BLK : $AMM, Smp : $H¥EM)

208 Pb [No Gas | 208 Pb [He]
|RE1 uglg cps. ng/mL (;;?nl;}:) recovery(%) cps. ng/mL (n_g?;:f) recovery(%)
4 ILA3EMg BLK 535153 36 192843 40
S ILBZEMg Smp-1 3016403 213 176 88.2 1084999 219 178 89.2
S IL53 Mg Smp-2 3103364 219 18.3 913 1118738 226 185 926
HILAIEMg Smp-3 3128106 221 18.4 922 1131322 2238 18.8 938
S LBz EMg Smp-4 2962127 209 173 86.3 1066213 215 175 87.3
585 Mg Smp-5 3063799 216 18.0 89.9 1091968 22.0 18.0 89.9
Average 896 Average 90.6
RSD(%) 27 RSD(%) 29
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Table 5 AT 7 v A VLR VY 7 AOREMEGRERFER (BLK : $pEEIN, Smp : $AFM)
208 Pb [No Gas ] 208 Pb [He]
$R4E 2 na/g cps. ng/mi. (n——g‘lart'i) recovery(%) cps. ng/mL (;;?rlr_!}lf) recovery(%)
257704 ) E,E:CaBLK 463851 6.1 159713 59

25704 )LEL#Ca Smp-1 3602178 46.6 405 1013 1186349 416 357 89.1
257043, 8Ca Smp-2 3467706 449 38.8 97.0 1179270 413 354 88.5
27704 JL3.8Ca Smp-3 3404111 441 38.0 94.9 1116888 39.2 33.2 83.1
27704 L5, B Ca Smp-4 3372395 43.7 37.6 93.9 1185916 416 356 89.1
AF704 V5L ECa Smp-5 3386304 438 37.7 94.4 1226711 43.0 37.1 92.6

Average 96.3 Average 885

RSD(%) 32 RSD(%) 39

Table 6 FLERV /L T L DETSMEGERFESR (BLK : $y8&450, Smp : $H#0)

208 Pb [No Gas | 208 Pb [He]
P2 uglg cps. ng/mL (n—;;lf) recovery(%) cps. ng/mL (r:g-:lgn::f) recovery(%)
##CaBLK 690673 4.7 255332 53

F.BkCa Smp-1 5754041 40.7 36.0 90.0 2072935 41.6 36.3 90.9
#.#Ca Smp-2 5749595 40.7 36.0 89.9 2057933 413 36.0 90.1
#.#Ca Smp-3 5823026 41.2 365 91.2 2018420 405 353 88.1
#.#Ca Smp-4 5666051 40.1 354 88.5 2003418 40.2 35.0 87.4
#.BCa Smp-5 5774582 40.9 36.2 90.4 2043829 41.1 35.8 89.4

Average 90.0 Average 89.2

RSD(%) 11 RSD(%) 1.6

Table 7 7' & WV 7 LOEETANEIGRERE R (BLK : $H#EEN, Smp : $E5N)

208 Pb [No Gas | 208 Pb [He]
SH{E5 uolo cps. ng/mL (n_g?;lz) recovery(%) cps. ng/mL (rTg?r;:f) recovery(%)
Jne4vECaBLK 537440 36 193639 4.1
7Oz vgCa Smp-1 13751845 97.6 94.0 94.0 5253331 105.2 101.2 101.2
O vEECa Smp-2 13719644 97.4 93.7 93.7 5043459 101.0 97.0 97.0
70E4vECa Smp-4 14986086 106.4 102.7 102.7 5373540 107.6 103.6 103.6
7064 #kCa Smp-5 13689906 97.2 93.5 93.5 5106146 102.3 98.2 98.2
JOEF v Ca Smp-6 13509167 95.9 92.2 92.2 5009478 100.4 96.3 96.3
Average 95.2 Average 99.3
RSD(%) 45 RSD(%) 3.1
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-FFf
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H
T

HASRH OFEHEEMIZ DN T OBMEEERHE TR S 2 T L OWF5E

MoEmsEsE (LAME EMNERLELEEMER £E

MREET 126 OFEHIOWT, #H&EEEFERE (SAR) O FHl &5 Ames B (FAT) ,
T3 —7 v 7O Ames RO R A IBEE L.

972%\Z e o7, FIAZ V== 7L LT, SARIB—EORENZRTEDLEZLND.

A. HEEM

BRI OZEEREO—ERE LT,
DEM A OFEHREMEOMm EAEEL EZ 2, F
TH MR R O % B 9. A
T, IEE A FRICE S EiREE
TR AT AOFEE L TR OH
Whie 7 Tu—F et 5.

Bk ZHbE L CHE L TV 5 R SR
DRYT 47 U A ML, JECFAIZL A%
2HFHhEE e U TEITL TR Y, BRIEE
FAEKRYL, BN F AP a v RS
FRTHER EERET 22 EBREENT
WA BPETIEHMBICERA I TWAEM
EFEERINRZ L, TN HICOWTIZJECFA IZ XL
DREEWFMA 72 STV, BART
A RS AMERH D, LirL, Zhb
TREREN S WD, XTI O TEREME
HEREEET 5 Z L, #ilE, EHom /M
NS 5. T 2T, SIS Tk (SAR)
DEANNRCOTCTHERATHD EE 2T,

WIEERE, SAR EFNMIC LD FRILES
Ames RER % FEfi L7z 126 LAY ORERIC
SUVT, SAR EFAOFHEIME, FREERED
METOmE e EEFER L. MEED
SAR ET /WO THINE S Ames FRER &
—E Leh ol 12{bEaMICER L, —ikfk
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EWe LTHREN TS 9 {LEmIZON
TR Ames B % 520 L7z, B EE
L, BEEREOH LY O 1{LEWITONT,
FEIRRIZAEHERY 72 Ames SRR % SEHE L 7.

B. #FFHE
AmesBR

[FRBR OS] X F 7 2H (Salmonella
typhimurium) TA100 % ONTA98 D 2 ¥k % A
WTEB L., A v FaX—y g BT
£ Y, SImixfFE T K OFETFAE T T L7z,
HIHIZ, 5000 pgfplate & B &I B E
HREREITV, AFHEERRED DRHAI
ZTOREBRREARL L TARBRZ EH L.
R REOE L 2B R an=—%
OWMDBFRD BN HE E ML HE L.

[#BmE] KB L k&t
verbenone ( 4,6,6-trimethylbicyclo[3.1.1]
hept-3-en-2-one, CASEE: 80-57-9, MiEE:

98%) . ESVEXTERMEIY, S9mixTFfE T Tik
2-aminoanthracene (FIYtHiZE T 300) |
SOmixFEFFELE T TrE2-(2-furyD-3-(5-nitro-2-
furyDacrylamide (FOytiiR T3, AF-2)
RV, W3 b dimethylsuofoxide

(DMSO) ([ZEfRL, FrEDIREICTRE L7

S HiIZ
SEE Ames REEZ EfE L7- 1 {LAWOKER (&
M) ZBML, 3TEED SAR EF /W LS FAT & U< it Ames BRERDERETH 5 &9 FRIRIT




bOEmEERFEL, MR L TRV,

[#EHE] TOECD {LEMERBRIET A N5
AV 471 EBBICL, TOHRTHESNT
WAEKRD S B, A7V —= TIZBWTH
&35 Salmonella typhimurium 5 FERRD
55, TA100 %O TA98 &R ERIZHV =

[FRBREEIE] Ames D DIEHEIE A SEIZ LT,

Tl UFa—vg YECLY, HERE
R AR A A L EFEMm L. BRI,
BB EOEEREEICER ST 589
mixIEFETF, KOT v hO b oY RHEE
R Lo THEE SN D HBRIE OB D&
522N B s % SR 9 5 S9 mixTETE
TCTiTo 7.

IR I, BRI EEK0.1 mL, S9
mixFEFE T TIE01I M F Y 7 AU R
FEE (pH 7.4) 0.5 mL, S9 mixfFE T Tl
S9 mix 0.5 mL, FAEBREKO0.1 mLAEA L,
37°CT00 7T VA vFaX—arlik

Db, 20mLO ~y T H—EMZTERML,

B 73— ZBEREMEE M B L CED
7o, FTo, HEBRWEFREIEO 00 R
£0.1 mLE 72 iR R E AR 2 N2 C,
F IS R R OBt R & LTz,
EEII37 CT48F ATV, B L e LR o
no—$%, an=—7F 1% — (CA-11,
VAT LAY A TR, TEHERY) 700X
BRICEVEHI L. #BwE Cmdkd 5k
BoFET, BRICIVBIELE. £k, &£
BREOHEICIOWTIE, BEHDVTEK
BEMEE T T, FREWmOEHE DIRRED 5 ¥l
L7e. ERITERE, R OBMEsHRIco
T2HTOFHL, BREao=—HIzo>1T
SEAR2A DFEHEE RO T2, Rt R DG ERT
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MOERan =—ROVHEE, ThEik
Pt BB R OB PR & L7z,
[RBAE] AERERRIIBVYTIL,
TOECD {bZEWERBRIET A N5 A 2 471
®H#EZ, 15, 50, 150, 500, 1500 K °
5000 pg/plate ® 6 FAEEFHRE Liz.
ARBRIZB WL, L TOHEEK
S9 mix JEFELE T
TA100: 250, 500, 1000, 1500, 2000,
3000, 4000 K T* 5000 pg/plate
TA98: 156, 313, 625, 1250, 2500 KX
5000 ng/plate
S9 mix fFE T
TRTOMREHE: 156, 313, 625, 1250,
2500 & 1% 5000 pg/plate

==

ELT.

(fEmEm~DEE)
in silico & in vitro DR TH B DT, §
LA,

C. WrEoRER

AWZWFNOBREEIZHB VTS, S9 mix
DEE DL, i RIED 2 5L B
LB ERan =—HOEIMITIRD bed
-7 (Table 1, 2).

TRTOBBRIZBNT, HOEEHED
BB B AR R ONS9 mix~DHERE DR A
RO bnleh ol HBRWEIZHKT 5L
Bix, S9 mixdEFETROFET L HIZ, W
THOHAEIZBWTHRO LR NoT, W
THOREHEIZBNTH G RYE OB
FLERERF RS S, B RRE K&
Ot RER, & bIcERT — ¥ OE B
BAN CESEL3XIEERZE) Thol. Lz
ST, YERABRROZLAMPHEREINTZLE
z5.

—



D. B&

SEEE Ames RERZERE L2 1 L5,
FAT Gk, DRV TH o722 &b,
3D SAR £ T /L CRRMEDHE 257 72
WED 5B, 70 WE N FAT or Ames Ttk
FPol-z ok s, ik, FAT or Ames
REBEBEETHDZ L%, SAR EFANIE
UL FHIT DHERN 70/72=972% &5 Z
ETHD. FEYO2WHEILFAT Btk T —
Z LA720A, SAR [&tE 10 WE 2 FAT B
HTHHoTH Ames Tt b ro7-2 &, 8
BE OBEEEETHMIENOHEL T, 0
L OBEHEHITIBEINDI O TEHRNE
EZD.

AHFEGREICB TR o7 126 OF
Bt SAR 7 /I K D Ames RERDHIET
M & FAT ORBRFER % Table 312F L iz,
SAR €7 NV OTFRILGIED 54, [ate (IEHE
Wik Tt 7 2 —TCiddendb o) ) 23
72. BEL RIS 54 D H H FAT Btk
X 12, Rtk 42, —F, BEE RIS
72122V THE, FAT B&fE 12, FAT 2 60
ThHo7oh, Ames REREZFE R L 72 £ 026,
FAT 5% 2, FAT/Ames &t 70 IZEIEE SN
77 (3R) . Sui 5@, FAT & Ames 35
DREM:Z M L7-im 3L (Genes & Environ,
31, 47, 2009) TiE, FAT BBi%D 20 W& s
T Ames B1E, FAT &t 20 W& D 9
8 WA Ames BT o T2 ((AREMESR 40%)
LHEL TS (Table 4) . ZHbDFEHE
(S %, SAR 7 /VTHIFAT #52/Ames
REBER (—8) IZOVWTERT 5.

[FAT @ Ames FRBR#E R T HI14]

Table 4 £V, FAT ® Ames BT I

100%, FEMETHIMET 60%, &k E LTo

Ames BRI 1L 80%[ (20+12) /40]
T, FAT OFERPMBIEMEIZ R D HERD 40%
LEETE D, —F, FEEE, SEEICE
L7z 10 WE D Ames B OFER TIX, FAT
DREBIERI 100%72 > 7. Ll ED¥T% R
BRY, FAT © Ames RBE R TR
<, fERFETIES D, BREATE, 4
72K L B EFRHZOWT FAT % EHi+ A F8
HEWEE 2 5.

[SAR @ FAT/Ames 3XBRHE FT M ]
Table 3 £ ¥, SAR DT HIIX 22%,
EPETHIRIT 83% (FAT ©4) b L<L I
97.2% (Ames RABRIC L AHHIER) THHN
b, &FL LTOFHSET 571 b LIE
65% & 7%, FHIRE LTHEY BmVERE L
I 2720, SAR &M 10 EIZ W T,
FAT BBPETH 100%72% Ames RERFEMETH
o7z, Sui HDOFHILD FAT ARaMEE 40% 0
BrrEET+5L, SARET/VEM T FAT
DIEMED 60 WEIZHOWTIL, 24 WEE
PEDTTREMEN 8 5 LEHE TE 523, Ames 3R
BB 2 MERH B L LTH, SAR &
PEDIBYUSA 7 ADEEND 24 WE XV IX
il RIS, SAR O FAT/Ames
REFERTHRMED S B, HEO SAR 7V
2L D Ames RBRERMEOTHNIELWEE
2 TEL, BEWFE% 3 58RI, BEIE

fEFF Tl neEEx5.
[SAR EF M L 2 FHlERORER]

AAFFRFRBE TIL, SAR 7 WV L VB
EFRIENT 54 WEIZDOWTIL, Ames 3R
BREMD T 1 —% LTV, SAR Btk
[FAT [t 42 Y82 Table 4 DFEFER
ZUCEHNE, K17 WEE Ames RN
Bthic 7o B ATEEMED B B — 05 ¢, FAT Btk
D 12 Bz DV TIE Ames RER[EMEIC 72 5



AREE S & 5. SAR BME/FAT Bt 10 ¥
BIZOWTIE, 100%72% Ames SABRFEMETH
o7z &0, SAR BT ML B TFHIOIER
XERLTNDB ETIIE, SAR BH/FAT 15
PED 12 WEIZ2OWT Ames B & M L,
IHLITIFEBEICR D E VI RRAED
NDZENEMTICRDEEZD.

E. #55%

FAT or AmesiERB[EMETH A = L %,
SARE T NNIE L FRIT DHEEN 97.2%
1272 o 77, FATOAmesikBrfE 51 1T

54

<, BELRFETIETH L, Dl L bEHE
(ZOWTEATOFAT %2 i3 2 Fll mid A 72
W SARET /MTIET 7 — FDEWRBH DT
W, BEOSAREF /MZ L D AmesikBR D&
PEFENTIE LW EE X TEL, BatEFHEi%
ORI, BERIBAZ T TXu.

F. Broes#
mL

G. JEIPERED R - B &RV
L



Table 1 verbenone ® Ames Bk (FIEXERER)  Table 2 verbenone M Ames REX (AFBR)

RERFZHAIR: 2015425 A 190 XY 2015485 H 226 BREIEHENIN : 2015HESH 25 A L1 2015457 28H
BT | SRR B E B H o= eI plate (FH) fREE | AR B R W amm /e CRs)
ROF (ng/plate) SIS IR d et A
FOHE (ng/plate) SRR R TL— AT N TA00 TA%E
TA100 TA98 [ 116 124 21 19
0 103 19 20 19 (Etn (1200 L)
5 ot 4ok 156 NT 26 16
(et 1) (2 L
15 90 99 24 21 250 127 110 NT
() (28 ) 313 ‘ :: : 17 31
50 109 101 19 22 (2
S9 mix ( 105 ) (21 ) 500 128 122 NT
150 122 109 2 2 s
625 NT 21 14
© (116 ) 25 ) (8
500 133 132 29 23 9 mix 1000 162 153 NT
(158 )
(133 ) (26 ) (9] 1250 NT 30 27
1500 179 211 22 33 (2
(195 ) ( 28 ) 1500 152 158 NT
(155 )
5000 0* 0% 0 0* 2000 159 * 148 ¢ NT
(0 ) o) (154 )
0 101 109 32 36 2300 NT 13 e
N 12 )
(Pt ) (105 ) (34 ) 3000 0+ o* NT
15 114 125 36 39 o)
(120 ) (38 ) 000 ‘:'0 , or Nt
50 120 110 2 30 5000 o* or o o
S9 mix (115 ) (28 ) o) €0
0 129 145 28 29
150 116 102 40 33 R i) ()
(O] ( 109 ) (37 ) 156 128 106 25 29
500 101 107 26 32 L) (27
313 121 134 24 23
(104 ) 2 ) S9 mix ( 128 ) (.24 )
1500 102 95 29 24 625 13 144 3 30
(99 ) (27 ) ) 129 ) (31 )
1250 136 106 27 29
5000 0* 0* 0* 0* C121) %)
(0 ) (0 ) 2500 90* 94 17% 2%
. (9 ) .23 )
59 i AF-2 AF-

i mix& & 2 5000 o* [ 0* o*
MEEL | ug/plate) 0.01 0.1 0 ) 0y
RebO | mm=—/late 403 338 316 277 59 mixk: | A H AF-2 AF2

-4 {37 ) ¢ 297 3 B | pmEel | Mfkg/plete) 001 01

- IR NoY aa=—/plate 441 412 397 369
w89 mix% | A 2AA 2AA (421 ) (383 )
PELT B f(ug/plate) 1 0.5 it SO mixx | AF 2AA 2AA
BELY | ARGs/plate) 1 0.5
B| 2bo | an=—/plate 1070 1208 508 492 P P p———— o 1227 o o
(1139 ) (500 ) (1199) (517 )
BRI, AF N AN IF TN FSME R, UAT A RARE A
. L . AF-2, 2-(2-Furyl)-3-(5-nitro-2: ide; 2AA, 2:
AF-2, 2-(2-Furyl)-3-(5-nitro- 2-furyDacrylamide; 2AA, 2- Aminoanthracene R

* EFHEESRBDONE, NT, S 3,

Table 3 SAR EF /M X5 Ames REROHETFHI & FAT ORBEROHEE (126 HEIZ>W\WT)

SAR F#l
[ fEtE (RE™D
[
" 12 12 (2)

FAT #&8

[
" 42 60 (70)

FIFAT fE R T SAR FRMED 10 MBI DWW T, Ames REBELY EH LR, T+ X TRETH-
o128, FATBBMEDS 10 E A FRE, BBEIC 10WEE M2 2MEEITo 7.

Table4 FAT & Ames RBREROMEE (40 WEIZOWV )

Ames BEBRER
[£3 (=43

i
" 20 0

FAT $8
2 8 12

*28ui et al., Genes and Environ, 31, 47 (2009)
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BEATGBRENERMEE (R DOREMRHEEIEFE)
SRR 27 TR SRS &

BTSN OREFICE T DHE & RIERYICET 505

SHPTIEE  ARBEIEE EYERGR LN RANIYE EENEE

WREE FHRBBIES YA NVERM U EDERANTEEZRAK L L 28
KENZERT AR BV ORBEEYRET D720, ¥4 FIv I~y FAR—=2 -7
2ru<w N7 T TEEOGFEERC T EITo 7.

FHAREED LG R ORXERAEICHEY T2 33 KT 66 mgkg OB~ A L
(BPO) #WRM LTz/hNEMZERNTY CAZTML, 5 EATOERMELEWESITL
Tme 2 A, RUB VBB SN, 66 mg/kg ® BPO RN D EAF OB UERERIL,
13.5nglg THY, 5 EAFRDOR YU EIE BPO OEFMEIZS U CHEMLZ.
SEOFTERREE L 12, BPO M LEE» D OB Ok N RER L
Lk Z A, 20 Ll EICBIT 5 — A4 OffE— HBEIE (TDD) (o345 — HER
BOEAIT 0.08%THY, BPO ZIRMLEAERNSL OB U REEE, TDI KX

<THED Z L BHEID DT

A. BFEEH
FFBBAL Y A T, RS R
L THWbLIL DR~ A v (BPO) %
ELeRMINIYEFICH Y, IERIZEEN
LHhuaT ) A ROEAZBIFIHIND .
1E5,
BB CIC Ko TREZEZ LTV,
2% DK EFM LTZH ORI L U CTHEE S
NTW5. BRRIIEAE LTHYLRD
FFREER L A i, BPO 22 5 Uy,
VUBBODANT T LB, BNV T A,
REBINT T A, R~ TR T DR OT
oD HH 1 ED SO THER Lz 8HIT
HY, BP0 19.0~22.0% % & L HE ST
WA 2,

BRETE, FREBRIEN Y A UTER

HERHEINTRY, IEHLSORERIZ
AL TR 6T, ARERES A D
R, NEH kg 1IZ2o% 030 g LLF
(BPO & LT 66 mg/kg LA FIZFHY) (ZHIBR
ENTWA. 2004 FEIZ &5 O BPO OH%IE
SriE B E L, TIREROBRENTON
QGRS

2010 FICH AR SR OEE T, W5 T
BPO 32% % & e8I A3 iiE L Cu 2 FEHED
BHONE 7207z, DD, INEREOZED

I KDY, ERAEERYNEEZBEZ S BPO

57

DR S =580, Rk 11 &
RELTEOES Kowwlmm 2shsd e sd
i, ¥EE - g FESEREESBRIR
MRS BNT, FHEEB(EX Y A LD
FAT R R OME FZEHE OB IE (BPO & B O#h



FRHLI K O B E O A BB (b A v
& UCOMREMERED D, BPO & LTOMHEH
FREMERRE~DZERE) (2T T, BMEeE
BE&~0ORMERZEHh ORISR F
EEEDDZ L L.

BPO IZTEEAICITMBMC L0, BARL T2
DORBUHNVRFINT AN ETRY,
S DICZEMLEREPIBEL T, T == T
HNEERRT D2 9, R <w—0OEEFLA
e LTERICHAISh TS, Larl,
BPO & 7 ZNVERD> 72 HEULAI & BT 2
ENRBUNERNRT D L OWMERHD O,

International Agency for Research on
Cancer (IARC) TiI~_ ¥ % Group 112
LTS (TARC, 1995) 7. FASE TIE,
AHEEAKEEAEIZ BT, Integrated Risk
Information System (IRIS, 2000) 2331}
5 1055 A ) A7 I DRI L 255
(2 0.01 mg/LIZRELTHY 9, E/2, WHO
KEARKETA RTA VEARIZBNTD,
HA RT7A4 AME% 0.01 mg/L & LT2% 10,
BB EEERIT, RHRAEIK OB ELED
BAEIZER D Bdn AR BN T, AN
BrDYR7FHli%E, FERPBABEEELRIELE
L7zA @ TDI % 18 ugkg RE/H, RN
AIEERIRE LTS B ORB A=y P R
7 % 2.5x10%(mg/kg {KE/H) L FHE LTV
5. AR 26 4 12 AICTEREEHAR B IE S
N, IRTINTF—F—HD S LREEIT
BREZ1T D DIV THE, BV % 0.01
mg/L \ZFRE LT 5 10, :

TIETIE, EamivinmiEl e UThER
&tz BPO 1F, FEEE L & bic%
BEBRIIORTDHZEDBMONTNSN 12,
NUE ROV TR LR 137
VY. ARAFFETIE, BROREMRHEEDI

58

FEO—E L LT, BPO 28T/ NERE AW
TNEMRMI RS ERM L L &, fff
WCRIRANC AR T BB DRFERECD
WCH B ET 570, F/NERRREFO
RUBVEGFREE AT I v I~y RAR—
A=HAr v~ 7T 7EESHE (DHS-
GCMS) #RWTHT T 7. MEFEEET
(2, BPO IRV NER 2 O TRRER L 7ot
WIEMEFFOR P EEEETN,
BPO DOEIMMEIIG U T B B34 5
L BT, NUTIIEOEMICN B BN
LT NI LA LMNE L. S8E,
HADREL LT, 5 EAEET VEMITH
v, FRRICHEZ T, &b, ZOME
FEREAWTEEN L DY U RER L HE
B L, FHIlfE & DR AT 72D THET 5.

B. #5E5iE

D8R EFAEEELT, AR,
FEENCER L. 5 CAOME GEAK, &
Ji¥, B 1ZHNR——THEA L.

2) #JE BPO 1THF{bA TEE) R O@EE
by A0 (R 25%KIBHEE) 2RV,
NP BRI R N7 VA a Y AR
R, BER(EZGRR O ERERA % A
7. AT b U U AFFERER TR O
KERBRA, A% —VTFGHZE TG
ORI N AX HIERERW. EOM
1T, BRI A V.

EEREAR A (K 25% KB &) 15
8 [RESIRINATEED IR~V Y A
NVDERE N, BPOEEERDE. %
D%, WERLN Y A (K 25% /KB G)
2, BPO EEX BRIV E EREORKE
(22%) &725X9, Tv7y (FUEn



aVHER) EMATHSTCRBERML, &
P by Y ANV EFR U LA
POBE L Y A VT ERICER T o
JREEIZ TRRE LTz,

3) WEREHERIR DR

DEDRAZ ) — AN 10 mL DA A
7T AL, IAduXeV U EmERE 1
mL ZIEREIZERY, A —NEMZ CER
I 10mL & U, WEMEERIKE Uiz, IR
YEFHR 1 mL 2 IEREICERY, A ¥ 7 —N %0

Z CIEREIZ 10 mL & L, WERERERR & LT-.

4) RE AZHER DT

HERMA DNV BRIz LT, D&
DAEZ ) —NE AT 2KD 10 mL D A A
T IR, NUBEERK 0.06 E2iE
0.5 mL ZEREIZERY , A X J— /N EMZTIE
e 10mL & L, 5 K050 pg/mL O
MEER TR LT

5) N UMERE

R _XR—F ) — IR F Y=y sl
SD-BM106 % FH 7=. BRERIED /A TV
I-CHEM #{® EPA H#&ICHEHLL 7= VOA N
ATN (ToarsAt—/v)arkery
LEIEE LX) 2RV, B,
A T VL 100°CT 8 ReENENE, s L,
RA T IVRE R O 7 X b B — VL
L7ctk, SHricfER L.

DHS VA7 & & LT Teledyne Tekmar
D= & b v TEE AQUA PT5000
Plus fx OV4— h %275 —SOLATek72 % H
V2. SOLATek72 O 7 b =— KT,
DHS /rAIcE Bl E 72k X 4.8cm O
== R (=S =R BERL

7. GC-MS B EREFRMD GCMS
QP2010 % v 7=,

6) DHS-GC/MS I 4t

DHS gt by TRE : 60°C,
YT =— RURE . 60C, AT A—T
VERNFURT =54 VRE 150,
s—VBER] 6 min, 23— VP& : 40 mL/min,
KA /R—VB5# - bmin, 7Y — 7R : 6
min, 7 Y —7RE : 220°C, ~N— 7B :
15 min, ~N—7iRE : 230°C, A& —F—#
BBEEE, 774 AT F— DR L
GC-MS gt # 7 2 : AQUATIC-2 60 m
x 0.25 mm I.D. JBE 1.4 pm, 7T AEE :
40°C (2 min)—4°C/min—100°C—20°C/min
—200°C (3 min), HEALEE : 160C, 1
H—7 = —R{RE : 200°C, 1 A AbiE : El,
AL ALEE 70 eV, HEE—F: A% ¥
v, HIEEEH : V¥ mkeT8, 74
XY miz96

7) RERRESE (O LAOFENE)
INEF~D BPO WINEDR 33 721X 66
mgkg & 725 X 912 2% A FREmR LY
A NVEFML, BPO VRN LT/ & s
L.
5 E A O EHEER & LA TR T
8y 150 g, #8150 g, B3 10 g,
7K 150 mL.
5 AT, R—AR—D U — T AR
L7-tk, MIEIL, #hlgkHC 13 Rz TT
FAEL L 72,

8) 1Bk FHE HEVSIR DR
6ARDDEDAHZ ) —)V% Aiiz 10 mL D
ARTZ AL, NEEERK 1 mL$2o%



ERECER Y, NB SRR 0, 0.05, 0.1,
0.2, 0.5 £/ 1 mL 2IERICINZ, AF )
—)LZ& N2 CIEMEZ 10 mL & U, RERAE
YRR & Lz, VOA A Tocisr, &
b+ FY UL 3g KUK 13 mL 28V, K
T 7 uv ) rURER L CRER AL
k% 2 pLEAL, EbIZXx ¥ v 7/ THE
L, HERATEERKRE L.

9) DHS-GC/MS FFERESIR D7
HIENB0 g BT LA —ITHRILL, 7K 50
mL ZMATHRESFTA XL, =2 MRD
AEE Lz, Z o5k 4.0 g & 40 mL @ VOA
NATIMTERY, §ife1, Bt ) U A 3g
KOK9mL #i0z, RNT<wAf7a
TERAER L THEMERERIRE 2 pL AL,
BHiZxy v S CERELEE, 7 xFv 7
AP =T =T, T NFOREE B HEEEL,
DHS-GC/MS HRBRIAR & L.

C. WroofsR
1) DHS-GC/MS st St ofist
A= MRIZ UZ3BHT 5 pg/mL O~

VU AERER 2 pL BN LZREHZ oW T
DHS-GC/MS To¥r L7ekFD h—& A %
vru<w I 0% Fig. 1 12R-L7-. 158
SR EY, 164 SFICNEIREME TH
HINFaRoB DO — 7 BB ST,
BB, NP U RRTNNF a B O
R E Y — 27 1370 <, BRI %
AU 728, S/NE10 & LEEERAT
0.4 nglg ThHo'x.

2) B OFIMEIEER
A= MR E L7ZEHT 5 nglg 7213 50
nglg 725 X IR E U EERERMNL,

60

B D OIRIMENNERER % i L7z (Table
1). ERMEREICIE, NI ERRRLL
TThoTz. NUEBUVEHRMLULEEENGD
PINEI R, 5 nglg BMNZRBWT 96.8%,
50 ng/g ML 102.0% TH v, TExIMELERZ
1% 0.8%LUTORFRFERER L. £ZT
ARBIEERANTH FARETLVERE LTz
R OB BRFRIC OV TIRAE R EhiE
L7,

3) BPO Z¥siNLiz/ N &L D
EAHF DR Y U FRFROFE

BPO Z ¥R Lic/hZeky & FIV-CRRERL L 72
5 EA LI, BPOBIND EA LT D) HD
R VEFEETIANTZ. 66 mg/kg © BPO
wno LA (5 EA~D BPO HINE 0.04
mglg IZHY) ORBRIFERD h—F A F
<~ L% Fig. 2R L7-. BPO %
WD 9 EATIER B AR O v —2
ILEERRLLT TH-7208, 66 mgkg BPO
WS EANCBNTE—7 PR SNz, &
7, TOE—TDTAANRYT "ML ERE L
DIFEMAEIER & i Uz & T AIEFIZ B
—HERL, BHEShEE—s BB L
FES 72 (Fig.3). 728, 192 2B S
NI-RERE—7 I NIST XN Wiley 71 7
7 U L OHENG, ST AHEKDOY 7 1
adiivEmEHE SN

BPO M5 EA LY RUBUdREEh
22 Eh b, WINEHR~D BPO IRINEE
ERLERT, 5 EAEZTEL, BPO HINE
Bzl 5 FAFOR Y UREEOELE
AT (Fig. 4). F7-FERZ, 66 mgkg O
BPO %W LTc/NEMMPNOIRE LTS EA
EHAF DR B B LA BPO IRINE,
BAE DR RIS EA| ORI A

L, 9



