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WCEDPENERENTEY, SE A5 TOR
ABRETEh s,

AR FRER L OERE N 2B 2 e
DREETH Y, K - [IKE R 2FEEZ - TWND
e, ALFERIEEAT/2 D R R IR & L TR E
HEINTWD [1], Fic, AEEEORE L L CHER
R OMLIRFE2]. B\ ERYEEE 2 FH L 7 HEE R K [3]
BT DR REANCAT b T D, T4, MR
T a— ORI T HLRFI SN TR Y il
SIET. 7B YA 7 VAR H A RS H
ATEDZERMEESNTWD, i, BERT L2
—NVERISHRAE LCTRHAT 2 2 EnfEINTND
[5-12], 2DV D& AF— A LITTRT,

Ri. R
$cR4R,CH(OH) 1 Re
@ R R/\>§m
H H
N scCH;OH N
®) ] @
CH,
scCH3;0H
©  R-C=N R-COOCH;
j\ scR4R,CH(OH) )O\H
@ r R R™OR
AF¥x—A1 BER7ILI—-LERGHRFET EIRIE

(e FEXZ7ILF)ILIE
(b) FEROTFILFIIE
©) ZFYILDIRTILE
(d) hLAR=ILEDER

77@?

gk

R TR G & v 7 —BREAEHEY
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ZID DORIGIE, FERIETITAEEN LI TH 5 53,
RBEE SR T Vo — V& v B & BT RO S 1T
5, 22X, AF—L1@IIRTE Rexo T
X ALDOGEICIE, WRflE & &S B EE RAE 2 IV 2
FIESITFERE SN TWD13], ZOFETHRT,
BENT Va—VERWDFIEIZE, Ta—L e
BEUSOMVE % N2 TN T2 D BUGHE O RLER RN
GTh b,

AWFETIE, AF—L1@ICTFTE R
FAGIZ DN T, Z ORISR DM & BRI &
177227z, AENIHEAIER B @ TN 2 — 7
R ) = EBAF LU DRI OWTHRE LT,

2 RERIEME

21 HE

2 —usR ) —) (Fuepiskpkiatt) o AFL v
(B MRS IR 2 &2
< HW=,

22 RIGEE

W AR A EH LTI 2% (N 2-mm,
SME 4-mm) [ZFTEROMUSER 2 A, b 9 Fl%
N —THMT 52 & TEH L,

AT U LRSS SUS316 UG AESE (FZ 50 ml
s AT ATRT v B MM B AW, ZOR
FWOMOIZEF, BEFB IOV T 28 LT
Do ZONNVTIEE RS HZ LT, RaNEO
ERERTEET ACERTE DL, Ry ¥
WIS SRR E Rl —FMTH 5 SUS36 & vz, H
RIZIEANY Fe—F—%2 fWniz,

JUIN

23 o



ERMORIEBLONERIZIIT A a~ N5 78
EoriEE (BEf/ERT GCMS-QP2010 Plus) % A
W7z,

24 REH & UEE
FEMEEDATF L DT L a— LK &R LT,
2.2 DEBY AT AR REEHE LTz, 2D
W5 A K B SRR AT, T T A DR
EDTDIZA L ) —NVEFIEEANTZ, NBOER %
BRAATEB{ L2, SEEECHIE L, RKIGEE
LR S 2 RSB & Uiz, FrER R RErE., 22
W77 VICTRBEBIRETHAILE,

T AENORISERZE —EI0 L., £k %
GC-MS ZTEM « ERIN LTz, ERICITNEE
HEHWT,

3 HHREER

WEGREE . 7 U VBIGRAIZ RIS 2 2 & T KIS
REENDZ Enbhrolz, L, oG HIEtE
S, ROSERRITE -7 (F1) ., 72, &BE
N TRIGZAITIR ST, &R O RO %
KFEETWLHEELEZOND, £ T, &%
BEDEEERET D10, T RAENTORILEHAA
77

% 1 BER 2-T0//—LIZKBRFLOOEROXS 7L
FILERB (STHILEREID Tz R) !

©/\ supercritical 2-propanol OH
BPO

(8
o

-3

) w
o S o
T T T

L 2
|

S
|
.

Concentration/mmol dm
L

F
0 2 4 6 8 10

Reaction time/h

K1 HBER2 TV ERAF LU EDRNIEBITD
2-AFN-4-Tz=)b -2 - TE ) —)VDOERFIGRIZE
& (AF L7 50 mmol dm?, KISIRE 300 C, &
AFVLy, B2-AF)V-4-Tx=)L-2-TH)—))

INFETIT, ZORIGTIE 350°CIZT 2 B OIS T
T0%DINFEAZFFTNWAD[5], FOSRHIZE VRS 2D b
DD, 300°CIZBNTHRIFREELL EOBRIE CTRUSH
HITT D ENbholz,

x2 BREERICINEOE R

©/\ superctitical 2-propanol ©A><OH

BPO’HRINE  ER¥EE®%) INE® FIRE®%)
0 35 7 20
0.048 75 23 31

1. RISEH: RERERE 3 B, RFLUMEE 50 mmol
dm?, A& E 30 mL, AEHE 50 mL SUS316 BREEIZTRG
2. BEIERNY AL

T T AENICTHEER 2-7 1% ) — izt 6 A
F L DRINCD W TR &7 o7z, RUGIRE 300
CICBT R EEZK 1IRT, K1 XY, BISD
R & & BITAF L UDREMNMET L, 2-AF/L-4-7
T Z)V2-TH = AVDOREN ERTHZ ERNbND,
FOGHER] 1 OB TRF Lo MFE A EHEL, 20
XD QPAFNA-T 2= V2T H ) —VOPEEIL 36
mmol dm™ ThH o7, BIRKIT 2% & . BEESBD
BN EZ DNABEAITHAT, BWEBRRThH -T2,
WIZ, T AERNITE AT 2R E & RPERO BRI
DN THRT LTz, 60, 100 F721% 140 pl &R E
AL SRS ERF LR 2R 21077, ZORE
K BOSEER O BN K0 2 WG E T RONRIRE D & <
ol
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BRE (W IRE®)  RE®)  BIRE®)
60 67 40 60
100 74 50 68
140 >99 72 72

1. RIGEMH RISER 3 B, AFLUYEE 50 mmol dm”,
HSRAERIZTRIG

4 FEH-RE

BEER2 - 7 a X)) — )V RAF LU DORIGIZE D 2-
AFNb-T 2 =2 TH )=V DERICONT, K
DR WIERDBE SN D R 21T R o7, £ DORER.
300CHBWT G I E WINER TERM 215D 2 &M
T&T, 72, ERABRCHIGET R To B AT B
RTC, HITABENTHISET RS T2G R0
WERE LN Z D, KIERGFOBRRGEET
HBHZENholz, BIE, RBIZONWTEHIZHE
WIENF LN DR HRETT 5 & &bz, 2o



BEER T v a— VI BT AR R OSIZ OV T b,
- e AR HIEIC OV TRE 21T > T 5B,

HiEF
FWRICBIT DA a~ s 7T 7EESITEHEREIC
X aMlEICIE, MEEAN T KAYR 2 0 4FEpimm)
T BBUNMRH A7 a~ k75 TR T E
(BERERT GCMS-QP2010 Plus) % 7E ] L CHFuv
F L7

S Xk

1) (a) {b5 LSBT S, BEREA
M (2008) ; (byfe i, HEERSHTR —BRETH
fb& VHA 70 @REROER—, 77 %
ABEAL (2001) 5 (o) iy, MR, HBESR
RoE72 L, BT LEHE(2006).

2) T. Matsuda, Y. Ohashi, T. Harada, R. Yanagihara,
T. Nagasawa, K. Nakamura Chem. Commun.,
2001, 2194—2195.

3) Y. Ikushima, K. Hatakeda, O. Sato, T. Yokoyam
M. Arai, J. Am. Chem. Soc. 2000, 122, 1908 -
1918.

4) M. Goto, H. Koyamoto, A. Kodama, T. Hirose, S.
Nagaoka, B. J. McCoy, AIChE J. 2002, 48, 136
- 144.
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BEOERERZRNZEN L EERSEERARE
— MR F DR MR T —

[TANEE I 2
Okada Toshiki

=E

HH {HE*
Nobuaki Shirai

WAE =

Nashu Yoshikazu

BB R DIRHEFERE L TH DR (579 L) LiEORE (h L) ORfET -7

AR ) 5 2 H RIS RBRE L~ TOREBEMERSE 2 Tl L 72, € ORER, MO
PABEIZIE, PURRAEMERS ACE PSR, PUZEREMENTRO S, (BHFERER M OF ML LD
ABEREVE R AL & LT, & DITHEREME R dh M S~ ORI IR 2SR o Tz,

1 XTI

HEEDORA~DLE, RL~OFEE D LR
5., BROARYEN, mHEEMN~O=—ZANEHE > T
Lo ML HZ—TlE, ZDOX DR EE L ik pEE
DEATHRILA 5 BB OARFFEWERINT 2 755> L 7 Mg
VR LB R IE & EhE LTV B,

BB OGRS O—ffts (572 L) 1k, &
CEEHEAO =TI 7 FoNEEREL, rAD
WA, RO T TR & — RIS BN DI IT A A
TEHBE % EERIC LI REEEY T, Wi 5 FAE
(e ¥°L) Th D,

fiftfi % X <L TV A ANE, £k Z L LIS,
FERGTER SO 7 [, AR 72 & SO RS O R
BMREARH L0, BOFLRHIEERTH Y 20356 2
NETHREBENRHED A6 7e0,

—F. BMBEEREICEEZRTSE, HAAOR
AT, R, R OMIEOBESEIC L RO
JRIF. ke, FRELEBEAINEmICHY, PEHOR
PRI B DR FEMERR 2 WIFF L 7o B REME O BT JE BR %8
TOBRIERTH D,

IIETIZ, WEOBHREEER M TH D HHiEOR
BEIE ) & DS BGE S 2 S RBER MO IUER L O
ZIOEICHABEEOMEMEIRO T, IE %
1ToC&, ¥

INDiE, BRGSO LIEMEMIZED LS
REEREMEN S D OB T H T, 5%, WEME
TG L7 R EBR R O AL B~ BN 5 b0 TH
O | BRI & S A HIF ARG LT LV S
R D 72 OHIRIE OIAEMEIR & 72 2,

AL TIX, BEREL B ERORMERENE (HiERb
P, TUUFT v 1 AR (ACE) BRETR M, BT
BRI 17 LAAF—H) IZOWTINETIFEAL
ERENAH -0 T, BBRE L~ L ToRRE
FEffe L= D TEET D,

RE, ARHERERIL, BRMOMEEEZ RS 5720

* o WH

R T¥HIRR A 2 — BEREAMEHEY
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D — B ORBE L~ TORMRITH D, 4k
BT R L2 b O, AR L 72> &
B2 T,

2 EBRITIE

2.1 PLERREEA LG

fiftfs (FAGL) 11 3UBHIS1-S11], ffffisilis |2y
AR () 1 3kHS12), fEOREE ()
FUBHS13] DFF 13 MARBR L7z, R1LITRLIZEBY,
AR ST < 725 72,

£72. BEOLOHROER, VA2, HE, B
LT TAFLTERBRICHRA LT,

1A
1

2.2 BEREMERUR

1) PrEB{bEREM (ORAC ¥5)

OnifLEE

Bk 2¢ 1ITBUK Boml ZANZ. 15 SRR L T, =
iLa %3 BfE (3000rpm. , 10min. ) . 6 A% C I i (ADVANTEC
No.2) L7=b D%, HIEM Assay buffer (Fit@IZiT
) CHEEAR URERRE L L, eldEEDR
Bhx, AERE 8, il 2 DEIG THRIRLT,

@RIEDOFEL

REORESHB O AIRNITIL, 75mM potassium
phosphate (pH7.4) [LL . Assay buffer] Zffi i L
7= o Fluorescein (FL) ¥R {Ik iL. FL sodium salt
(Sigma) % 1.2 mM FL stock solution & L. fffHE
IZ Assay buffer T 94.4 nMIZFHE L 7=,

7Y AONVFEARNE ., WEERTIC AAPH (2,27 -
Azobis (2—amidinopropane) Dihydrochloride) (Wako) %
Asaay buffer T 31.7mM [ZFE3& L C T 37°C TG
LR L7,

AP ER AL ¥ 81X . Trolox (( = )-6-Hydroxy-
2,5, 7, 8tetramethylchroman—2—-carboxylicacid)

(Aldrich #:8) % Assay buffer T 500uM Trolox



®1 REREH

EIAHAR 2L = (%) £ (%) ELEEE #(cfu/g)
S & HE 35 1.92 4.06 30x10’
S2 g 2% 267 6.09 4.0x10*
S3 fift i 16
S4 g 148
S5 & HE
S6 g
s7 fift i 2%
S8 fift i 16
S9 g 6+ A
S10 0 24
S11 it fiE 6+~ A
S12 53 2%
S13  EAMEE (85 64 8 2.05 448 1.5x 108

R L L-30°CTHRE L. HIERFIZ Assay buffer T
50uM trolox XK #FH#H L. X 5|2 Assay buffer T
25, 12.5, 6.25uM Trolox BIKZ T L7~

@MlE ¥

PURACHIE X, 96 X~A 277 L— (FALCON tk
) OFETZVICHEBEOT T 7| Trolox FE#E
TRIE 2001 Z A4u, 94.4 nM FLIRHE 2001 Z¥RNL
B #%., 37°C. 10 M PR L7z, W T,
31.7mM AAPH V&% 75u 1 WML CHHE, 2 0
26 90 tEOM, 2 HERETEIEIER~ A7
L—hU—F— (REARFEARE #7S1L— ) —
H— NRTU—Z2F%y HI1) T, Ex.485nm, Em. 520nm
2R DR NRE A FE 45 [EAIE L7z, 7235, Trolox %
YERSIRIRINE % O#EHRE Omin 2 JIEBALGRE OO
R L LTz,

"ONTEA YT A TORNBERERR LD | FYE
PVE R X OV REI O BRI E O i M kg & JETELE
T (770 7) COHEMEDEEZREH L,

B, 1YV KETRAEL, Zhva 3EITT
WIS E R URER E L,

2) ACE FREFME 10
O

Bk 1g 128Uk 50ml &%, 15 ML T, =
0> 43 BfE (3000rpm. , 10min. ) . ¥ #% C & i (ADVANTEC
No.2) L=t D%, HIERM buffer (FRR@IZFLHK) T
BEAR UHEARE S Uiz, ZRadEEoREHT,
falkiB 8, 2 OEIA TR LT,

@RILDFE 1V

HIE M buffer 1% 0. 3M NaCl &4 0. IMHEPES (pHS. 3)
Z U=, ACE #3513 STGMA AE8U % AV 10mU/ml (27
d%  HUP I3 Bachem AG 8o Hippuryl-L-histidyl-
L-leucine (Hip—His—Leu) & fAV> 256mM {Z3]E FJ buffer

-40-

T, HOERED -7 2 AT AT b R0, 2% A &
J =L THREE) R0 OO IR IROEMZE T30 0 FF
WA LT,

@Ml

ACE BRFEIEMIX 96 RBGB~A 77 L —}
(Corning ##) & v = i@l 501 2 AL, 24
51210 mU/ml ACE 100u 1 Z¥RIML T, 37°CT 5 4rfH
FAEME L7z, Z0%, 25u 1 OILERIK @5 mM
Hip-His-Leu) Z#M1 L T 37°C T 40 MG S H7z,
F&t%, 1001 @ 0.5N NaOH ¥4k 200 2 T R & 45
L%, 0.2% -7 X LT T Rigik%E 10ul IR
MUTEIRT 16 SRRIGEESE, 20k, 15pl1 ©
3.6 M VU VBRI AL CTHRER~A 7 n 7L
— V) —F— (KRAARFEAME &7 — ) —%
— NU—ZF % HI1) TEx 360nm, Em. 460nm (T X
LHELHRE (Sx) #WELE, HEORDVIT
HEPES X 7 7 — DB Z I L CREROEIEZ T 72
BAOENHE (C) Zarviruo—nb L, £/,
ACE B2V D3>V 1T HEPES Ny 7 7 — &R L 7=
BAEOENMELY TNV T T (SBLx) . 3
ke—7Z 227 (CBL) & L=,

ACE OFHEEMEE, [1- (SX—SBLx (C—CBL)]
X100 CHH L, Vo7 ViRnEEAdEhic, ACE DR
EIEME AR 7 0 v b U CERANC SO E AR
L HIBH T, ACE EMERUD A 50%% T & & ORISR
HOS L TIVREE IC, fHE Lz, e, 197
JZDOWTHEMBIZ R AHFET2 KETREL, 2k
3 EATVV RS A B L7z,

3) VLT R T H (TAIS) MR & F V7 HiZE BRI R 12
OmiaLE

BAETCE (RS 8, fINER 2 DEIA) L=4&#E 0. 5g
IZ DMSO 5ml Z 0. 2 BERIEEHR L C. =000 8
(10, 000rpm. , 15min. ) #%., 0.45um 7 4 L X —TAHil



LCRlBE LT,

@RILDFEL 12

TEBRF M OREBRBERIX. Salmonella typhimurium
TA98 (JCM 6977) % F\ 7=, HLREMROR®RIZ, ==
— kMU R A T No. 2 (JAHESE) bg &, M
7K 200ml IZ¥EfE L TA— b7 L—T7 %W L THW =,
BN Na—AT L— NI, TIfRTAAT 47 AN
(Fooeftisk) . U omeigfmiAmadiini PBS(-))
X, PBS iRk (AKEEE) Z3EMLCRE L, by
FTH =%, FERKAEK0.75g, NaCl 0.54g ZABHK
100m] (AR L, R T OMER LIz by 7
TH—HEAF o — b AF UK (D-Biotin
30. 9mg. L-Histidine/HCl 24.6mg & #ffi/Kk 250ml 12
RfELCRH) % 10ml L CTHW =,

Fiz, SO Mix (Fya—~r8iE FHESHW
72) 1%, -80°C TRIE L T FRFICBAL AlE L. Trp-
P2 ¥&IL, DMSO T 100ng/ml (Z¥RfE L TRV,
VZREHL L 72 o T a3, FOGHIsE L2600 o Rtk & H
Wiz,

@MlE

i BFE BRI Salmonella typhimurium TA98
A WS Ames testTWICHE U7~ TAIS HFRIFATEE
FIK)H 1 HE&F4% 1oml OD==2— KV 7 A=
> No. 2 B5HIIZBERE L, 37°CC 12 BSIE & 5 Bk 247
27,

50 1 OB, ZARFEWE L LT 50ul TrpP2 &
K. 1001 S-9Mix AU /NaRERE CIRA L. PBS(-)
ZMAZTI00u1 & L7z, T ZIZ TA9S BRDEEFEHE 100
wl Mz, 37CT 20 /iR E 5 L, RE 5%,
PNREBREIC 2nl OEAF L — b AF D UBWIEAD by
TTH—FMA, NIV a—AEMICER L, v
Y—LliX, 37CT 48 s LAE L e 2AF UV 3E
FORMEZERE H an =—AFH LT, BIEIL2#T
ITOWHIAERIFEME (%) X TPV RD,

B, TrpP2 (¥ —LH7=V bng I I L 5187
aw=—4%1%, 300~500" ¥ —LThol, £z,
AREDO B DRI £ D28 i m =—8IiXT L A
EBR R (10~20 n=—/3v—L) | #E
ZDHLODOERFE, D WIEFEIORERE RIS
LT R bNeoTz,

MERFEM (%) =
- —=¢C) / (50— ¢0) ] X 100
S #kHE Trp-P2 RIIEED 2 0 =—%%
C :RBOBZFMEED 20 =—%
S O : Trp-P2 #IEED 2 1 =—%%
CO :TrpP272Lan=—% (AKREIT)

4) 7 MR (RBL) 2 F V7o BRI 3R 1
OnifLet

B 1g (FRHEE 8, A)GHS 2 OFIG) IZEUK 50ml N
Z. 16 Zpf#E LT, =048 (3000rpm. , 10min. ), J&
AL TIEIE (ADVANTEC No.2) L7=b %, HIEM MT
buffer (FFE@IZFEHE) THEEARL T 0.45um D7
4 NVH—THELZLDE W=,

Q@RHE DT 1Y

FRE IR LL FOMARL 2 A uv7=, Modified Tyrode
buffer [LLF. MT buffer] (137mM NaCl, 2.7mM
KC1, 1.8mM CaCl, ImM MgCl, - 61,0, 5.6mM Glucose
20mM HEPES, 0.1% BSA, pH7.3) . 7 = U [ik%E ik
(100mM 7 = > & pH4.5) . Glycine buffer(2M
Glycine, pH10.4) . PBS(-) (Dulbecco’ s PBS(-) (10X,
STGMA) % 10 F5IZ A R1Z PR

B W K X . p-nitrophenyl-2-acetoamido-2-
deoxy— B -D-glucopyranoside % 100mM 27 - Pf%fEf
T 3.3ml & L7z,

AMERERIX. T > b AR HE AL BR R R AR i RBL-2H3
(JCRB0023) % FH\\7-, BEHifapkix. 10% 7 4R Vi
& (FBS) % & % Dulbecco’ s Modified Eagles
Medium (DMEM, SIGMA) % FHv 7z,

LKL 50 ng/ml & L 7= Anti DNP-IgE i ik
(SIGMA) . #UJ5I% 2.5ng/ml @ DNP-labeled human
serum albumin(SIGMA) B M it B (21X Wortmannin
(WAKO) % FHV>, DMSO © 1mM IZ¥fiE L7= b 0 % JFiE
& L. MT buffer TARL TR L7z,  HRiCRE#k L
7o ToEREEIT . FOCHISE T2 o Frtle &2 FH VW 2,

@HlE

MIAOREIX, 24 XK~ 27 a7 L — K (FALCON #:
H) |2, 5X 10" cells/ml THIMIZHER L T 37°C. 5%
CO, A ¥ F 2 _—H —T—Wuikizk L7,

R, BRI AKRE LT PBSC) TR L7z,
Bz LM © 50 ng/ml & L7= Anti DNP-IgE Hiikia
W& 5001 WINL T 37°C, 5% CO, f > F aX—H
— T2 IpfIEsE L7, K5#81%. Anti DNP-IgE Hifk%
B LT, MifA 1.5m1 o MT buffer T2 REIEH L
72 o MT buffer TR L 7= B H K £ 721
Wortmannin &K 490 u 1 #RAINL T 37°CC 10 43 RNk
LT, T 2.5ng/ml @ DNP-HAS %4 101 A
Z. 37CT 3 Wi S W7, Mtk E & £/ MT
buffer ZWM L CRKOBIELIT o7 bDE a2 b
n—)L& Lz, £/, Anti DNP-IgE Hiik%&& £
B TR L. MR A & E 2 MT buffer &R
L CRROEBIEERIT T2 b DET T 7 L LTz,

B& EEE 24 RvA 77 L—RIBEL (LT,
supernatant) . FE-o 72 HIEIZ 5001 / well 0.1%
Triton X-100 iK% A4L, BE Mg (I —
1. UR-20P) THEEEL7= (LLF. celllysate) , 50
ul @ celllysate B X U3 FiEIK (supernatant)
EENER 96 R~ 7ua7L—hMIBL, 37C, 5
SET VLA Fa—=var Lz, ROTHRERE.



1001 / well BANL, 37°C, 25 WG LTz, =0
% BOSIRTRIZ 2M Glycine buffer 1001 / well ¥
LT, Wilt~vA7m 71— hJ —%—{TT 405mm
TRE L7z, 7ed, ROMEILZRICEERKR AR LT
LOEFEREBOTI o L LT,

B ~hexosaminidase At =X, L FOXiz X vk
O, A hr—AOKHFRE 1000& LT, HhiHis
F O MR D B —hexosaminidase DFHXH R A &
L7,

B ~hexosaminidase = (%) =
100X [ (S—Sc) / [ (S—Sc) + (CL—CLe) 1 ]

CL s celllysate OWIGCE
CL c :blank @ celllysate DG
S : supernatant DY E
S ¢ :blank @ supernatant DOWEYEE

3 AER LB

3.1 PrEs{biEEE (ORAC ¥5)

MRS TV B AfHiE 11 3RHS1-S11], 1ERA%
DR (W) 1T EEBES12], fEORME 1 30kHS13] Dt
bR 21T o 72, MERER 1ITRLT,

fift 5 11 FRIR TIX. B RfE 47.8lx mole of
TE/g(S8), fe/IME 10.00 « mole of TE/g(S1) Tfiftis
BHUCIEAR 5 [ DENSH - 7=, XIANLT WU 5 OHE )
HEFEIETIL, 5~204 mole of TE/g BRE. B¢
M, FRCHBRILMERE DN SN R Y 7 = 7 — VS
THXRUENEENDHLOTITEIZEL, 770 —
TIX 924 mole of TE/g & & B, AEIHIE L 7-ffHfigix
W TIE, 30.24 x# mole of TE/g THfHEIZITHIER(L
RN H DR E B 2 b,

—J7., BB EMAORFETH 5 05EE (S13) TIX,
95.78 # mole of TE/g LMD FEHMEIZIE~ 3 [EHE
v < BBRZR Y,

PR RRIX, DASAEEEERO TRE ORI
WZBIRT AHEMETH Y . ZhETIIL L < O EH
&SR GE D EOHERSBARY T2 ) — R0 m
F /A4 K, EZIUMTHD, ZOFRLIEILAHEES
fEDOREED(TIZH KT 5 b DR OIS BRFTT 544
ERH D,

AIEIZEHE L7= ORAC {51, KETIHHEREL WD H
HET, —EOBREAEMEIIIRSE RSN TS, B
£1 HOEEEIX, 3,300« mole of TE/g FEJE &
HHH ) HIMESSRFT STV D,
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3.2 ACE PHEIGME

TUVFT v | EHRESR (ACE) BRETEPEIX. ACE
1EMEZ S0%FHLE T 2 DIC LB A3 URHE B (IC,,) #[X] 2
W™ Lo, fft#E 11 MiKD 16, TiX. &R KRMHE
5. 20mg/ml (S11) . #x/IMiE 17. 87mg/ml (S1) THftfig {1z
3K 3 EoEN B oo, TIE L7 Mt 0 B,
7. 54mg/ml CHfHfEITIE ACE ZEHERLETRMENH 51
B Z B, ZOREEHEOERIL, ZNETOR
B BN RTF RN S, fHEOREIC AV D
TERDH XTI E R L > TRTTF RIS
TbONRBx L, 72T o (S12) DA T i
B & REF o T,

—7J7. fihE (S13) TIX. 2.68mg/ml & fifffig iz Hb~% 3
EREETR < | JeOPBLERBR R EIRGEV, 551
M U T2 LE 23 8 6D O AT HRFE LT 5 SLERE % F
U780kt (FEE R AM) 1E. 2. 7omg/ml (1 H 1 K
200ml BRAH) . BEMECIX. 3. 38mg/ml 72 o7,

3.3 VLT R T (TA98) Bk & Fl v 7= Hi s B R ML R
P BFMERER (Ames 1B) DR EEIT o 72, FiR%E
3R LT,

fiftiE 11 MR TIE. HRRME 67% (S3). H/IME 20. 4%
(S6) THfHERICENH T, AL 11 Bifko 5 b
50%% A Z 7= iR 5 Bk T, RIEFTEIE VN
Roniz, ZTHFETHIEZITEFEN D THIA R
Ry E LT T Rl a ' v Eofls 200G
D, EERFNEOIMBNCAEE RO LD X S 7Rplisy A
LTV ONTEEEE TIIARH T, _7F FOhEN
MBENEZ OID, 1072, BEEOELGWIIEH K58,
NTF RRLBEHTFRENEEXLNTZHD S12 1%
6. 5% LK<, fEDO AR (S13) TiX 63. 9% & mV 2 &
L, RENPLORBRTRNH L L0 L Ebi,

3.4 7 v MHAE (RBL) % F 72 Bkl 505

Z v MR T R B (BT L v
—) OHIEEITWVREREZR 2 IR Lz, e 100
e CRBR A Ehi L T\ 22y, viability GHIEM
RaDES 2R L, BUEHC X 2528 X 0 MUK S SE L
TWRWAMERT ) O FAHBIL, 500 %5 T3k
L7-& 24 viability (3 100%Z< 2R LTV
T, 500 fFLL ECRBRA FIEETE 572, 4 [E 500 {5 T 1
B2 AT o7 & 2 A, il o BV 12 1 3B R 1)
FI RN B Db DL FHINT,



S
S2
S3
S4
S5
S6
S7
S8
S9
S10
Si1
812
S13

TR
ik 74
R

Fory
A&
V=

Avars

ORACHE ( ¢t mole of TE/g)
X1 bt (ORACHK) DR

0.0 250
B3 MERRMEEHAROER

2 BREBRMABROBER (FExKHR)

S

S2
S3
S4
S5
S6
S7
S8
S9
S10
St11
S12
S13

fRELER
iRk
HRARIE

0.00

10.00 20.00
mg / ml

X2 ACEFBEEM (1C50) DFER

(%)

50.0

75.0

1001EHFR  viability
(%) (%)

50015 & TR
(%)

viability
%)

S2
S3

S13

8.9 741

121 429

11.1 42.4

33.2

328

10.3

943

101.3

971

WST-1
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3. MIARFMEREIZEY, ITERERD LN 0N
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&
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BT DIMLEMIZ, @ik, EEX 7 N ORI, APE
BEORBM, BEMTOERIZE Y, &BEMOLER
OEHEMENLEENRTNE, LnL, BMLZT LI
ZUABIO 7Ry MIFEFITIEEDR B WD,
SN LI LR R EE OS2 F L TE
V. SMOEHFMEOKREREFELRS>TND, 20O
M A R 272012, WREE (TD %) | WK
SARHERETE (PVD ) | ALSFAIRARHERTE (CVD
1) 7o ERka R RELEE ST DS, B RE
DIET (Y7 b= 7BOFK) | EiRic L2 88R
M7 &, SIEORRMERE, BEERE
REOREIZ LY ERREE RS DITIEIE ST
2D L Z ORI D -1, TETITELE PV
D {EOEAR LB 88 LWRIAHEAHK STy
DM, BAEVER ENMEE R Fa RN BT
W, WEETIE, I ETeMERQE L LTY
7 b= T RBIBROIME & 4B B O/ B
DI T 2 BABRAR 21TV, —EORREEHED5 2
LITHRIILT WS )

ARG TIE, ERRBREOMRK & L TRREL LR
AR OB GLIEE BT D, ARFELBIT R DOBE
FIRE OFPHPN (550°C) OULELIR B TIb 2 Bam MLk
DEZ B (CIN) HIEZER TE, #EkD PVD
BIOWRMEETCHIRECTCH -7y I —AFE 160
0 LAl (BEkeHAt HV1400 BAF) ZEERL L. MWL

*

FERERA HHH 2
MRESHIA v Fe— T o d—
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SLERSEAT DOFHER I L 0 ALER R D 4EHE . (KIE CTOMLE
WAMRE L 72 D72 h, &R E 2B B L OSRE
ZERBTHELTE S,
EEEOWMHIE TIX, @B TE. &RF L
B L OBMLFRR SR EN L <ERML TN, Th
LD DR LA GBI ME G L LTW5,
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TN FA B A NRAERNH LD EE T B84
(SKD61) &, 7T X< eI L ORI e
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SUFRTIE, INEVFEIZHERAERIE &2 v, ARE o &
v UENTEBEZME, wREL. RBRAxzoh
IZIRIET 2 2 & T EIT- 7=, X212 TD AEF D
B (2) BIONE (b) Zord, ST A FEEAT
SRS RUE TR INEA] AT 35 L OWIEE 99% D4 g 7
o s (AARBEMPLERN) 2HVE, #B L0 TD
LS 25 11273, TD AT, REIREIZE
EHRBRA ZERENICE A L, AR R A AL
HIREZHER L EEFNLGEY L2, 1000CD
B TSRS, BERESFEITOERRICHELTND
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X 2 TD WEIF DB (a)E L TER(b)

®1 77 A<E(L - TD R

e G

HREBA FAME) T 26 SKD61

77 X< HAfEkE © N, b:4

Z{rans @ N, i:2
MEIREE  SKD61 HEREELT
SAEERFE] 10 h

TD JLER 47 AT & Cr DRAHW

SBLH 2RISR

IR EIREE  SKD61 HEREEELLT
R 6 h
BRERERESFEA FIREMERCRHEL

22 #HEELETEHOTE

77 X< EL - WA L2 AT o ToR R A
P SFRBRIC K 0 RiEE S X BOLEF 2oL
(2 KD REHFEIE O TR IHTE LML AR R 2 7F
fliL7z, TNZRDoH - FHlZRM 2 & 2 1R,

&2 il - syir i

RBRGE FHAE - SrHT R
PE X WIESHER (71 7y h—2X)
HERTTE 10gf, RFEFRFR] 15sec
X # X #IR : Mg Ka (1253.6eV)
HEF4) | Pass Energy =44.75eV. Step=0.1eV
Ar Etching : 3kV, 25mA, 5min
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ONE SERERIZIZIY NE HM221 (A4 2t vd
— ) | X BAEETHIEHHITIE ULVAC PHI ESCA
5400 % AV =,

3 BREEE

K 3125 1 OH AELQD Sl TEILAFLZ T,
TD ML & AT - =i BT O X BREE T35 D Cr2p
ALY MV ERT, CIN (575.6eV). Cr,04 (576.6eV)
BELOCr (574eV)BTERLENTWD Z 35025, Cr
DR ENTHDZ L5, TD AHIZE W TRANC
&8 Cr BERE X D TH LM R OEE L OJEH
BOSIZE Y CIN BB E I, RREIRGEE L
T, ®BELERE Cr ML TS EEX BN,
ERFE ZMERF LI F . R 2P L0 KRHICIR
DIZLTNWD Z Enbh, REREITIE Crn0; BB S
T35,

Cr2p Cr,0;i 11 Cr

i
i

E>

]

)

&

£

£

2

= CrN—

598 588 578 568

Binding Energy (eV)

K3 Z{LAEEHEQB LV TD U EITo -3 kEE
ED Cr 2pX BHEBFHHART F L

Cr2p CrN

Cr,0,

Intensity (arb. unit)

5;8 5'I78
Binding Energy (eV)
K4 Z{ABEBFHQR L TD LB E1T - 723k

HEANED Cr 2pX MAEBFHHARRT bV

598 568

X 4 [ZEREERMEBRE LR Cr2p A7 bb
g, ABHLELENEIZIE CN 38 KO Cr0; B3k
SNTWDZ ENyinDd, KHEbRZE (Ar Etching) 12
WLFEREIT 5 HRITHHZ D, &R Cr OXHE
REOSEITK 5Snm THHEHETE S, Muhssi



BRITBAATE 10gf TREBRZIT > TW5H 729, nm A —

Z— DR E OB S ITFHRITK STV, ZD720),

X 4 OFEOME S 1% CiN 8 & Y Cr0y D & 23Sk &
N6 &l s, BB EIT/2DT TD LBEIT -
R (RE) . #1OEEEHEOEIT-T-EIC
TD WPREAT oo B A (£hO) BRUE 1 0=
KM@ EIT 720 TD ME 21T 2B A (2L
@) OW/MESEB IO X BTSN L DE
HALEE DL FREAIREEZ R 3 ICE LD D, (LS
REBIZERB LV 0 A0FEA = R X —(2 2V TR
L7z, WINoORERFH. 553 Ar Etching 217>
B OFEGREE RT, BROMAEEZRL TV DGE
. WHEBN TOTFEENZWIEICEEH L,

#£3 ZELEDOBENMCLALBRBANOBEIE
LA IREE

RENL | BHO | EEHO
il X (HV) 359 813 1930
EHR — N-H, Cr-N
fEA IR E C-N
Cr-N
/a=WN Cr-O Cr-O Cr-N
fEA IR E (Fe-0) Cr-N Cr-0

# 3LV REMORBICIIERB LV v 50
BIREOWTNNLE CN OFREAIFRALRN, %
FART MLVOBREZD LD LMD 2 3R & T
IEFITTNZ D, EH L — 7 h S DILFHE A IR

*ﬁﬁ;’?ﬁ‘f‘%oflo 7 = A@;ﬁg/ﬁl\%ﬁ%gi Cr203 %i—“ l/\

78 LPUAMZ Fe,03 DV — 7 NHERTE 22 b,
REAHBEA TIX CON #ERERSATE LT, |
BRI ORI EZBRILT HICE EE->TND I LA
Mole, EI-RMPIZE ENDREE DRI DOTERK
LERTE RN EMnG, TD AFIZB W TIE, &R

ERGE D ILHE (RFECIIER) 2B
HIZEA L2WEAE, Ok L OE&RILAWITIE
RENRNZ EERLTEY, TD AH T—RAIZHT
AINTWLEGLEHT D,

£ 3DENOQOREBF Tlx, ERKBLOZ u 200
FEEIREELD CN BRI TNWEZ ERb,d,
FLBRJE HIZ 1T CIN Oz, Cr0; %° N-H 53 L' C-N
DREENZL EEN TS, E@ORRA TiX, X
3. 4 TRLIEX D ICABEEF TIT CIN BEICHAK
SINTEY, M Cno; BEET 24 C-N° N-H, &
J& Cr FE D RSB TIFTE Lo 7z,

7 3 L #E{L@DFE HV1930 & TD AL CiN
ELTIERERICARWVIEFICEWEZ R L TCWVWD, £3
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DHEML TS, BEE CN OFERICHERDH Y |
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2) HiE 2009—072055

3) HEBE 2009—072073

4) Pex RRAE, Rk 20 A ERE
v H =B, 46(2009)

R T3BIRE &
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BEE AMRERCTE.CNETEEMZETIHRN)TEOESEEZB#IELT, polyvinyl alcohol —
Sio, R A —EBHNAITYYFBEERELCEL. SE. 7ILITORMUNREZRET H=HIC
ALO;-Si0, Z T R B BB D ERFHERET LTz, AUSI = 1/9.2/8.3/7.4/6.5/5 DEEEZERE &
U 120°CTRZIELTHERIL . AR BERFERIE . XPS AIE. X #REFEIE . EFBEMBHEE1T o=,
ERRBRTTLISZVLOEEENZVRHE TIXFRIHIEL, SRIETILZ=ZHLRIEEMT
HBEEZOND, BRTHEELEZABICOVWTETILIZVDLAOEFENENT HEAFNEEHS
KIZHI>TEBFEAMNETL., 1200CTEZRLEANTIRRRETEREDETARDONT . &§
EDEHEHICEITS ALO;-SIO, ZIREMEE T AUSI < 3/7 DA THHYH DL —75E

DERMNETRETH 1=

1 &8

A ANY TRESAERE EL, KEEM, SRR LI
RAWHNTEY | IFEOMBIAER S 5RO Lk
izl g —n7 v 7RIk L Rttt 2 B b4 0
FELOLERINTND, ANy X YU TiERET
TERI S N D R 0 D FH DA AN T RE, — i
T AN TYEZE OB FTIRPEIZ DOV TE T2 <
Edow—nT v IR BICHIGTE DRI
TIXFRED %S Y,

DX D R A RRT 51D OREDIER ik &
LT, Y= WERET NS, Y IVv—FVERER
B aTaxy R, TAa—LiEE, K, BT
NF VT ERRE - M<ERL, TAaXy ROMKSGSY
fift « EREG 72 AR CHERRY NT— 2 ZWRT D)
ETHD, WP CTORIGTH DT, BUSTIC R
TELOPWETHIZEOMEIPICER I L2 L0 H
kB, £oT. FEREG TIEAERLA R EE 2R O W E
IR G ERA R TH D, DD LD BFLE
EIEHTZ LT, MR L DRy U — 2
WCEHME a8 S8, TANY THEREELSD, F
WA ESED L bAfEERD, £72. A%
RHPICEASED 2L THEY E B ZnEThok
At % OFE g o oM EHERL L ATRE & 72 B 1,

AWFFE Tl R R A N — R & LR - R
BAEMEZ HNT, AR 7HOEOEO/ER %
WAL LTS, ZHhET PVA-SIO, RilEIZH 1T
% PVA OIRMNE, BRENT AN THIZE X 55

* BEBERSRHE Y
Ty 7 MEHEY
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BEPELCE Y RAWECIIAH— B 7Y
v FEAERT 572D ORBRK E LT, AlhEER
L7720 ALO5-Si0, RHRED Y L- ikl L B ERI%
12 fesr L, ZEOBEOIRTEZ T LT,

2 EE&

21 BRER

7 hF7x= h¥ 7 (TEOS : Si(OC,Hs),, [k
HT¥E) . TALI=ZULATEFALTERNF— b
(Alacac : AI(CH;COCHCOCH;);, B#{L5) . HNO;
(Fneftie %) | H,0, =% / —/v (EtOH, Fik
MIFETZE) . AH¥ /— (MeOH, FEHIFETIE) |
vy =T I (FEMEETEE) 2 v,
TEOS ®iEDO{ERIZ TEOS, HNO;, H,0. EtOH %
FIEDENLTHELTIRALE Y, < HEIERIT 5
h & L7z, Alacac IxWI Alacac ¥y K% FEHE L., MeOH
EWITELETMAT 10 h <L, ZhbD
TEOS ¥ ¥ L Y Alacaca I8 % AUSI = 1/9. 2/8, 3/7,
4/6, 5/5 OIFTIR L 725 L HICENENFERE L TH
SHLZ, M<SHEFIZ 10h &L, SN
Y VIR R Ay a— NREKE L,

2.3 AlL,O3-SiO; ED{ES!

BRI A Y a2 — MEICE W T/, AV a—X
— (IAY H-D3®) Z#HWT, A a— MY
IVESTR Z FARITE N Uz, TR ZR LR T,
IR A a— b L7z PET 7 4V AIE=IE T 24
h BEO 120COFIREET 1 h B Lz, WIkRIER)
LAV a—METOTERZ7e—F ¥y — MILTK
11277,



1 BRI T — R

AL I A Y 1H-D3 Y

Y OVERIRTE T & 1 ml

Bl [BIHEEEH 5000 rpm, 60 s

AR PET, ¢8cm, JEX 50 um
] | PAA—L (+TT8—/NTEV) |

.-TEOS

AlA

—{ ZLa— 1 +H,0+HNO, |

—5h *!# [=—10h ﬁ#
JIEK JIB&

10h i
REvA—F4Y |

1 BURHERO 7 B —F v — |

24 BIE

IEREAR OB ICETBMBE (B 28 EFr @ S-
4200) ZEH L7z, BEOFKEOLEREE - firtb 2
DA 9 B 7= i, XPS ll i ( ULVAC-PHI :
model5400) %177z, FEfmAHOREIC X REHTHIE
(EEZ2ERE - RINT2500VHF) %1T7-7-, F7z. ED
AR E  (BEEAERT © UV3100-PC) %17
7

3 WRBIUEE

31 BRERBERLKRERE

AEERL L2 EOMALIE AISE = 1/5~5/5 £ TTH
DM, FiRCHEIETHEB IO 120CTHELE
AEtOERmZ AR CHRETL2L, EHH0MKEE AlS
> 4/6 OMETHEAAL EoT, ZELIDEEDE
D EAFRBTHBESEZLODIEI B, LY AL

Eo7,

IS DEOREIREEZBIET H72DIZ SEM JIE
Z1To7-. SEM BE#X 2 |1, Al/Si <3/7 DR
TIXEIR - 120°CHBEORBHIITIE O R REm L L
TEY, W—REMMER X, —F7, AlSi > 4/6 O
FUBFCIIMT N DA RS ERR S 4L72, AUSE > 4/6 DFK
BCIE. 2SI L - TRIREAEELELE
WTHL BoTRRBIZR o722 B2 BND, &BIC,
FIRTIROBEIIAT YRR EIZEZ HTWSHA, 120
CITH R LT CIIEm I BAER S, 2O F
AT OTFEDI RS STz, E7o. B A S HER
SN B ~500 nm FBE TH -7,

31 BEORSDH (XPS) HLUMEIIFTAIE (XRD)

ERLL 7[> AlST DEeE XPS JIEIC L D T L
Too IINTRER EALIABAAZ 7 my P LT b D& 3
IR, Al B AR RIS CIT SRR MR - 120°C L
EHITHIALEIZIEWIITEEZ R LTS, AR
Al BERY v FITR DT EAR & & T E & DRk
NHFEIC 2o Te, BBTBEOKETIIEY Al B vF
12, 120°CHIEDIETIT Si A Y v FRE~ZAL L
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3 MERM~DRE
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0.42KNaO - 0.89AL,0; * 7.54Si0,
0.24Ca0O
0.34MgO Si0,/AL0;*=38.5

FeZO3 1 6.0%

(OF:SK9) T/, Ak
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0.24KNaO - 0.51Al,0; * 4.31Si0,
0.57Ca0O
0.19MgO Si0,/Al,0;,=38.5

F6203 1 5.4%

(2) aEERR : 90wWt%
LIREG (REEANLT L) 10wt%

0.24KNaO - 0.62A1,05 * 3.82Si0,
0.53Ca0O
0.23MgO Si0,/Al,0;,=6.2

FezO3 2 5.7%
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