50.100 pmol/L & 7323 C60-PZIBH THIR L.
1.5 mb/well TEMUTZ, €D 30 9% . D-MEM
THGREE 125 ng/ml (L= IL-1% 1.5 ml
TERMUIZ, 24 BREE, #8 DEEEINUTE,.
18 Figtho BD-2 (& Peprotech ELISA Kit
O ;I—ILICHE> TAE Uz,

LDH 7wtz IC & 2 {5 =150

96 7S L— M 1.5x10% cells/100 pL/well T
Caco-2 ffB3=E/=(d RAW264.7 B EIEE L.
37°C, BEHIESE. 5% CO, &M T T 24 BRI
ELUo#. &8 C60-P. Cgo(OH)36. C60 T5—
L > NAC%E 10% FBS. 1% NEAA &8
D-MEM T&EE(CHIR L. 100 pl/well 3 DI0X
fz. 24 . BB EETRO LDH G RIEEREE
L T. LDH-Cytotoxic Test (Wako) 1~
—)LICEL T, llEEEE Lz,

SREREND

6-8 At C57BL/6 NCr XA (%) (&, B

AILRXTILS— (Kyoto, Japan) KDEEA L.

Ffe. KRARCHITI2BMEROEAE S LUER

(FEFEEEA AT OERBYIMES (CHULNTITLY,

EEEATIAT - KIRAZE SRR ECE U,

KE{E C60 75 —L >O—iBEREORS
Ceo(OH)36 & Ceo(OH )4 ZHBFEKTHRIRL. 38K
AU, Kt C60 J5—L > aEukz
ULTRA SONIC CLEANER SINGLE FREQUENCY

(ASONE) T5MBERILEL,. =5(C 15
BIARILTY ORXZFT—TEHRUERICALZ,
C57BL/6 ¥ RIC 375 uM [CERAE U J=KEER{L
C60 IS5 —L >NERZEENENS500 pLgD—
EER CHEEIRORES L. kg5 E% 187.5
nmol/day & Uz, #&SHF. SHAEZAE
Uiz

I EY
BRSNS 24 Bfdlg. YO X(C 64.8 mg/mL
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DRI ES—IL (VLI RFIL;
Schering-plough Animal Health, Netherlands)
# 50 pL EREMINS T2 L KDKEEE U
%, DKL DRIDETO>Z, WM&, 5 TU/mL
DAY ZBERTHSMNUHESERESU S
BIPFHIZHENTITO /2. COBRERME
UTIERRE(CHL, 50D% 1750 g. 15 23/,
L L CmEEEEUR U,

Mk LR

MmEEhOrs—> b5 75— (ALT). 7
ZINSHF 7= S ATT5— (AST).
MAPFREEEZR (BUN) BEEEECTRE LUz, ALT
BRI AST FEHE. ENENDOEETH S L-77
STUBRU L-PINSE B Ea-o MIILE
IWEBEDT7 = JBEBRIGICK>TEUREEILE
RN BILES AT AT ERETIE
THEUZBBELKBESTU—ILA =SV —IL
O JBRORISCL>TERUIZEREBRE
BIE UTZ. BUN (FD L 77— DR IC LD AR L
T EZZETOLOLY —IILTdU—=2Em
RIGICK > TEHEUEZREBRZAFE Uz, BEC
(&, £{FESHEE FUII DRI-CHEM 7000

(FUJIFILM; Tokyo, Japan) &R/,

MmikIRE

KEE C60 TS5~L>ZHmEUIENIDRANSEE
RUZEMZ%2IEEBE#MmEKETRIZRE VetScan
HM2 (Abaxis, Union City, CA) ZMAULT. 7Rl
BRar, feEmmBRkE. U > ) Bk, FERERER. BIK
. MM ZEBERIRFUEICKDBIE LT,

TNBS EFI)

2,4,6-trinitrobenzene sulfonic acid (TNBS;
Sigma-Aldrich ) & 998 % L % ./ — )L
(hacalai-tesque) (CL> THIRFAR L. 30
PRRILVIOAUTZ 2.5%. 4%. 5%TNBS
(w/v) BRZZNETNHAK LIz, BALB/c ¥
X (88, BHA SLC) ZmEMLiER. 3.5F H5



—5)LERAVT 100 pl FORIEED TNBS BR
ZEBRRETBIET. EFILYIREER U,
ERES5H% Day0 & U BHEIYOADKES
BITE LTz, BBIRSBERIOAREZ 100%&0L TS
HEETOREHRBZREDEEREEUZ, =5IC
Ceopro EUGE % 10 ul/g mouse TEHZO®RE
L7z (Day 0 @ C60-P BROKS FERIRSERI

([C4To72).

AFHYVOSETI
4-Ethoxymethylene-2-phenyl-2-oxazolin-5-0
ne (FF+HYV0O>; Sigma-Aldrich) % 99.8% L
D) —=)LICK> THRIRAR LU=, 30 RRENRIL
FYOXTIR#E, 5 DHEBERUIET S ET.
3% (w/v) AFPBVDOERERBEUE.
C57BI/6N ¥ X (8iBin) =RMEMLER. 3.5F
HF—FILERANT 100 pl TOEBEDAFY
VO BARZERIRSITZ2ET. EFILNDXR
wER U, BERSH%Z Day0 & L. 8HE&Y
DADREZRELUZ. BERESERORESR
100%¢& LT 5 HEXF TOREHBR ZREDIEE
& UTE, &5I(C Ceopro 538UKZ 10 pl/g mouse
TERZFOES U (Day 0 @ Ceopro ROES
(FEBIRSER. F/e. Ceopro DIEEES(CD
WTHBIRET UTz. Coopro ZZ AFILZILIRFS R

(DMSO; nacalai-tesque) (C#& L 7=, DMSO
DIZEEN 5%(CRBLD(C. #ik (Wako) T
FRLU. DEREARLE (BE5REF 15
mg/kg) . C60-P 43 & % ULTRA SONIC
CLEANER SINGLE FREQUENCY (AS ONE) T
59MBERMEL. S5(1C 1 9BRILTYvOX
=Y -TEBUBICANZ.

C60-P HhiBIRDIRET

Ko XD /=)L, BEEETF)L. P> 00
MNILLZERWT, C60-P% 1 mg/mL £712B5 LD
[SHREUZ. INSZBERLER, RLTvD
ZUCTEH L. TNEN 100 ng/mL £7RBET
10 B DOBREARLUIZ. FBERDIS—-L >
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ZEHEL. ARICTENENDBRETIS—L >
OREEZERR LIz, £le. cnsob>TFIiLE
HPLC (CTHO# LTz, HPLC ORBIAE(C (&
DMF: X5 _J—)L=8:2 (0.1%TFAEH) =i
1 mL/min THRU. BHEEE 300 nm. H5
ICIE Buckeyprep o A=Wz RELED
S—L>OE-UEBERVWTRERZERL
 p

o00/RMAZABVE C60-P D

DMSO (ZT 100 pg/mL ([CHH& LT Ceopro % 1
mL OIO0AJLAC 100 pL IR 2 (Ck% 1
mL X Tz, 2iEE#ET O % BBEL. C60-P
DBEMBAOBITZHER U,

THF ZFL\/z C60-P D

DMSO (CT 100 pg/mL [T U= Ceopro %= 1
mL 0 THF (C 100 pL I1Z. ZZ(CEEABREKE
1 mL X7z, BERE#EITOEE. REL.
Ceopro DEHBADRITEHR L.

Mg THF BRES O ITADOTF SO

13% 500 pL (CESFNEEAR O THE ZZ 5 9
HBEENBEFIT . CNICVEDAT /)L
ZINZ THBgEEITV. THF BZERULE, 3
EREOKRE, DMSO [CT 16.6 ug/mlL ([CHR
LEIOUSEIS—L %X, &5(C THF
(CT 500 PL ICES L. HPLC ([CTHH LI,

mRPHN507OY VB IS5—L > oMt

3% 500 pL (C DMSO (T 100 pg/mL (CERB L
=IOV ETIS—L 2% 100 pL X, e
Tk, RO THF ZMXBERLEBZTO>E. &
NICPEBDOAS ) —)LZEMR THHBEZITL.
THF BZEUR Uz, BEZEDRE. DMSO ([T
1 mLCEBURIC HPLC (CTHH LTz,

THF - S8IRIEKT O &4 DR
I3 500 L (C DMSO (ZT 100 pg/mL (CHE L



=0V TS —L>% 100 pL iR, 8HE
|k, DEOEMENZ. pH HERZRVWTER
PEEECIR > TV T & &R LTz, €I THF
EMABERIMEZIT DIz, INICAEOAS
—J)b. @7t b bUILEIR T EEZT
UL\ THF @ZzEIR Uz, BEZEDERE. DMSO
[CT500 PLICEBUZBICHPLCICTOM LT,

mH7S5—L >k ERVEREROER
3% 500 uL ICDMSO [C Taff Loy > 8T
S—L>zMA, EEifK, LEOERE. THF
ZIMZBERLIEZIT Oz INICDBEDAS I
— )L X CTHEBEEZITUL. THF Bz U,
BEAE DS, DMSO (CT 1 mLICEBRLEE
[C HPLC [CTH U=,

I ANDRETTE

ZOMUBAILI = (OVA; Ovalbumin)
(& Sigma-Aldrich (MO, USA) "SEBEALE, <
DINDOEERESE. 8 13, 3 BT/,
BEBEREINTERRBIBKTHIRU. OVA £E
¥ (10 pg/mouse). &BBUEOVA & C60 TS
—L>OREBRE LT 200 pL ZERRES L
Jz. 5 (T3 27G-3/4 538t (TERUMO CORP.;
Tokyo, Japan) ZHWz., YIIAD C60 T=
—LRROKSE. 1. 3. 4 BEIGE 5 @, &t
15E1T D /2. C60 TS5 — L 2 EiBfliK THIR L.
FOOEITLFZTIVEOV > (EBEER,;
Tokyo, Japan) ZFHU\T 200 pLBOS Uz,
1. 3. 4 BE® 3 HEICE, £EBBIEKTHRL
J= OVA (10 pg/mouse) 200 pL =IEEARES
Uz ROINANDILS 22 (CT; Cholera
Toxin) 771 /)\> hZEMALZ OVA BOKS (.
B 1 @, 3 BEfT>/=. CT (& List Biological
laboratories (California, USA) M"SEA U,
OVA (1 mg/mouse) & C60 IS5—L>BLT
CT (10 pg/mouse) DiRER (EBHIKTHEIRL.
ERDOYV>FEANT 200 pLROKS Uiz,
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I AD SO E

R GIENS 7 B, _R> M ULESY—JLICLD
R FICHBNT, IORDMMELDEFEMETD /.
R (&, $RET 15-20 U/mL &3 LD5AIC
U>ZHbohUbEaFRERUZERY
26G-1/2 3848t (TERUMO CORP.) ZRWTIT
Sz, E5I(C 3000xG. 15 SRIDE LI,
miEg=EUN LTz, B5NTEmiEE-80°CTHEEL
THREFL. BERCHLUE.

R ORR S E

ARG NS 7 BEO D A H S PRz SEE R (O
WM UZ®E. 70 ym LA LA F— (BD
Biosciences; San Diego, USA) _ETHia%E 8L
=t 1500 rpm. 1092, 4 COEHFTERLT D
Z & T e EER Uz MR ENR(C (&, 56°C.
30 2 EDOIFELAIEZ 1T D /= 10 % fetal bovine
serum (FBS). 1 % antibiotics (Anti-Anti;
Invitrogen, Carlsbad, CA) . 50 u M
2-Mercaptoethanol (2-ME; GIBCO, Japan). 1
xMEM Non-Essential Amino Acids (GIBCO).
0.2 mM L-DILZZ>%E Roswell Park
Memorial Institut (RPMI) 1640 15&i®R (Wako,
Osaka, Japan)Z AUz, B U/ZEHRIE 155
mM NH4Cl (Nacalai Tesque, Kyoto, Japan) /10
mM KHCO3 (Nacalai Tesque) /100 yM EDTA -
2Na - 2H,0 (Nacalai Tesque) BRTHEETD
C ETHRMERERE L.

IR OTRRBRIES &

R FETHRE UZEMRE. il RPMI 15
ERTHEBEL. 96 well round bottom assay
plate (Nunc.; USA) [T 1x10° cells/well T#&
fEL. 100 ug/mL @ OVA DEETF. 37°C. 5%
CO, &M F T 3 HMIBELME. 1500 rpm. 59
& 00w L CEMR U /ESE BB, -80°CTER
fEL. BERBRCHUZ,

OVA BENIG - U1 bhA > DRESZE



<[Mith OVA $EM IgG. IgG1. IgG2c DfllE>
10 pg/mL OVA (in PBS) % 96 well immune
plate (Maxisorp, eBioscience; San Diego, CA,
USA) (TRINL. 4CT—BEE UEHEE U,

PBS T 2 %ICABLEZITOVII—X (DS
Pharma Biomedical; Osaka, Japan) TZERIC
T2EERESE2cETTIOvFE> T, 72D
#. JOVvOI—-RCTERREICGRAR LY
ILZNMZTERICT 25/, £2E4CTC—HK
BEEE. TIN50l —h%E 0.05 % Tween
&% PBS T#S#E. JOvoI—XITT 5000
£Z#FR UJ= Horse Radish Peroxidase (HRP) £
BPT<YOR 1gG Hifk, HRP E#I<Y DX I1gG1
Jiik. HRP EHEIT DX IgG2c ik (IART
Southern Biotechnology Associates;
Birmingham, AL, USA) ZilX. ERICT1 8
HRIGEEE. BE. RfREZT &, TMB
(TMBE, MOSS, Inc.; Pasadena, MD, USA) &
BEiR%Z 100 pLAMUFEESETz. 2N HS04%
50 uL R B3 EICLDRERGZEILEEE.
BITERE 450 nm, MERFER 620 nm ([CH1T 3K
KEERRMELUZ.

<[ OVA ¥ IgM DRIE>

2 pg/mL mouse IgM (BD Pharmingen; San
Diego, CA, USA) (in PBS) %& 96 well immune
plate (Maxisorp)(CiRIIL. 4CT—RKRELUE
HbUz. hkosEiTcOoyvF>22 - EEiT
SZOBEJOVIOI~ACTRBECRAB LU
S TI)ILERIMUERT 1 KRR EEE, &%
BEERTD>EOSE. JOVOI—-XICT 5§
g/mL (CFAE LTz Biotin £25# OVA ZRIMUER
T2 BERICEE Tz, BEXRSZTV. LiRoA
ETRESCREEZNELZ,

<M OVA $5£#Y IgE DBRIE>

DS ¥ X IgE ELISA (OVA) *w k (DS
pharma biomedical; Osaka, Japan) ZFL\.
Fv hOFERBECECTUEZRITO .
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<MElEsmpEsEE ST IL-4. IL-5. IL-13 OBEIE
>

ELISA Ready-Set-Go!®=Fw k (affimetrix; San
Diego, USA) ZAL\. Fv bOFERAEIED
THEZITOIZ.

<f@fEMfatsE AT IFN-yORIE>
BD OptEIA™ ELISA =w k (BD Pharmingen)
ZAV. Fy hOERSECEL TAEZTO /.

MLR (GE&Y>)URRIE)

RAMED BALB/c YO RADREEME (FGZEHRR)
B LU FRAUED C57BL/6 YT XDEfEHIRR (R
BIHERE) AUz, MRREIRSE (AR O
DOREFECEC T, FIEBHRC(E. MiBEEE
BIEEEB3EHICIAM MRS C FIHET
. ®EE 250 pg/mL) =&MU, 37°CT 30
PHENBUZOS, BERT 3 BEsEEZTD
EEDZERBR(CH U, IEMRIE. BIEIDREE
MAEEURICALZ RPMI & (ICT 1x107
cell/mL (C. FIEHEARE 6x107 cells/mL (CHA%E
Uiz, GEMRBBRE®R 100 pyL = 96 well
flat-bottom assay plate (Nunc.) (CIEREL. 55
BRTEEEICFHFZE U C60-P. Cg. CsA. Dex
B8 50 L ZRNMUT 37°C. 5% CO, &4 TF
T 30 SRS E =05, FEHEER 50 u
L&ERMUE, 37C. 5 % CO, &4 TFT 4 HM
E&ELU. 1500 rpm. 5 SEEROUTEELER
EUR LTz, B8 EEIF-80°CTHEE L THREL.
KREERICH U,

IIAND Alum REHE

C57BL/6 ¥ RIC 1 mg/mouse Imject Alum
( Thermo Fisher Scientific K.K., Tokyo,

Japan) BKU 10 pg/mouse OVA ZEREAI(C

E1[E 3EEESL. B&ESHN5 1EREIIC

Rl & B LTz,



Alum ®RE U D ADEM R - FURERIE
V)3

A UTzigiie . snROEERCTRE L. 100
pug/mL @ OVA BXLUEY > T)VEREROFTE
T 37C. 5 % CO 7T 3 HElEELL.
OO U TS EBE-80CTREL, &R
([CHUTZ,

CD4 BT T MikBDEIR - ¥R &
C57BL/6 YO R DRMEZEFIRD 5% (CTE
Y - AUz, CD4" Tcell isolation kit II
( Miltenyi Bergisch  Gladbach,
Germany) & BUERERY —F -« 22 (magnetic
cell sorting; MACS) (CKD CD4 B T fiflex
BRUE, BRE Fv hORMXXEISHE> TI
TOFIETIT> 2. FY'. EHla%ZE MACS buffer
( Miltenyi Biotech) (C T#& L. 10 plL
Biotin-antibody cocktail / 1x10” cells &% L
T4C 109 >FaR—bUE.CNZE 50 p
L MACS buffer / 1x10” cells (C#i&7%. 20 uL
anti-biotin micro beads /1x10 cells &ML
T 4%C. 15 i1 >Fa2xX— MU, MACS
buffer 2-3 mL Z#M L T 300xG. 10 SyfEE
DEEL. EBEZEBKRELEOSIC, BURMEZE
MACS buffer 500 pL (& LTz, 3-5 mL MACS
buffer [CTHFEHMEL L= MACS LS BS Al B
HREREMH Uz, BNORBREBEDZEII U,
STIRDIFER (CE UIE B OZERRIR CD4 Bk
T HleER e Uiz,

Biotec,

CD4 BT T kRIS ES &

NI X CD3e (U/O—>145-2C11). VIR
CD28(~/0O0—">37.51) (& Biolegend (San Diego,
USA)Y D SEEA UTZBE PBS (CLD 2.5 ug/mL
CHRBELERITTRX CD3c® 96 well
flat-bottom assay plate (Nunc.) (CFIIULTZD
B 4 CTC—MEE VB Uz, & PBS T 3
EIfHRIERITOIZDS. LIROFKFLHK CD4 B
T MRERER%E 1 x 10° cells/mL (CHEZEL.
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100 pl/well THEELE. IBERCEINEE(CHA
¥z C60-P. Ceo. CsA. Dex REEIR 50 L
ZRIMUT 37°C. 5 % CO, &M FC 30 9K
EEzob. BERT 1 ug/mL (SRR UZH
YR CD28 % 50 pL/well THIMULIZ. 37°C.
5 % CO, &M FT 4 BREIEEL. 1500 rpm. 5
SEED L THEE BEEEIRL, BB EEEGE
-80CTHRIELTRIF L. ER(CHLI=.

B#MlI@ISARAYFFPYEZA
C57BL/6 YR OB IR D ¥ (C TEUR
UTz. e =A% U= 5. CD19 micro Beads
(Miltenyi Biotec) ZFL\T MACS [C&D B #
oz EE Uiz, BHigE MACS buffer (Miltenyi
Biotech) (CCTH#&& L. 10 pL Biotin-anti-CD19
cocktail / 1 x 107 cells ZHIMUL T 4°C. 15 5
A >FaAR—- KU, ZNIC 1 mLMACS buffer
/1 x107 cells ZRMUL T 300xG. 10 HRIE
PEEL. EBEZERELEZOS(C, BIUNHEZE
MACS buffer 500 pL {CERB L 71=.3-5 mL MACS
buffer (CT¥EHME L= MACS LS 15 AT EilRa
HRERER E 4t U T BffaA Ol ZBRE LTz,
DS ACHREENZ B fifgd. HS A MACS
buffer 5 mL Z&MUTHBDOS U ZETU
AD T EICKDEU Lz, MACS buffer Z &0k
EUZOGEBERICEE LB 02 KR B A
BERE L. 2 x10° cells/mL (CRAS L Tz3RH]
BB MREBEE®REZ 50 pl/well T 96 well
flat-bottom assay plate (Nunc.) (CEBELZOD
B, &Y TIVEEER 50 pL &RIMNL T 37°C,
5% CO, &M T T 30 pRIGSEZ. IBEBRCT
12 pg/mL (CHAE U= anti-CD40 (0O —
> :HM40-3, Biolegend). HKTF400 U/mL (T
B E L = recombinant mouse IL-4 (R&D
Systems, Minneapolis, USA) %& 50 uL/well T
MU=, 37°C. 5% CO, %4 T 10 HEEE
U. 1500 rpm. 5 &R0 L THEE HEZEIUN
Ufz. BB LEF-80°CTHEBELUTHREFL., E8R
[CtUTz,



N IOXAANODOBRIFKEFENERE
(Thymus-Independent Antigen; TI) #i/E
RIEHE

LPS (055 : B5 #REHH3R) (& Sigma-Aldrich 15
B A L 7= . NP 0% ) -AECM-Ficoll
( 4-Hydroxy-3-nitrophenylacetic  hapten
conjugated to AminoEthylCarboxy
Methyl-Ficoll ) & & T NP ¢3%) -BsA (&
BIOSEARCH Technologies (California, USA)

MBEAULE. C57BL/6 Y¥IXIC LPS (30 p
g/mouse) &L < (& NP “? -AECM-Ficoll (50 p
g/mouse) %3 1[5 200 uL %&. 2 BEI(CHZD
TEBERES Uz, &S5 7 HERCMEZ
ER L. 3000xG. 15 ZEDEROIER. MiEe
EUR LTz, B5NzmiE(E-80°CTHEE L THRE
L. BFERICHLUE.

ISR LB Y 1 MO RIE

IL-2 ELISA Ready-Set-Go!® =+ w K
(affimetrix) ZBUL\. Fv bOFBERABECED
THEZITOIZ.

Flow cytometory (FCM) (CJ 3 HlliasSirEE
anti-mouse CD16/32 (& 0O—> :93). APC
(Allophycocyanin) -conjugated anti-mouse
CD3 ¢ ( 145-2C11 )

PerCP-Cy5.5-conjugated anti-mouse CD4

Clone:

(Clone: RM4.5). PE-conjugated anti-mouse
B220 (CD45) (Clone: RA3-6B2) (I AT
affimetrix MSHEEA UTZ. BIIRD MACS EIC LD
FEE U= CD4 B T MfeE D &/ (3 B #RRE D

(1-2 x 107 cells/mL) 100 pL (C. 1 pug @
anti-mouse CD16/32 &#HlX. 4°C. 5 73f-r>
FaR— kU, 400xG, 5 DRIEROOBEL. L&
SBEEBRELEDOSIC 1 mLd FACS buffer (2 %
FBS. 0.02 % NaNs in PBS) ZilX/z. EIFEMHF
TRLDEL. EBERELZOSIC, &z
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FACS buffer 100 pL (CERE U=, CD4 B4 T #
RBoZFe(C(E. APC-conjugated anti-mouse
CD3eHi A & K U PerCP-Cy5.5-conjugated
anti-mouse CD4 A& AUz, B filEDRE(IC
(&, PE-conjugated anti-mouse B220 (CD45)
ARV, SHigY>TILIC, b %E 1 g
IORMU 4°C. 1 -1 >F 21— ~UTHIRE
=EREBELUZDSB. FACS buffer 1 mL ZIlX 1=,
BZGTRLPEL. EBEBRELEDSBI(IC
FACS buffer 1 mL ZilX /=, KREFREZ 3 E
o724, &Y > F)L%E FACS Canto JO—H
kX —%4— (BD Bioscience) Z L\ THET L=,
2B, CD4 fEiE T MilgE D&z (& B HikgE S D
BRERET D28, B2 OBEEFEZITDHE
DREfEHRS FREERICRB L. BFEiTo .

i TI MIETERIE
25 ug/mL LPS (in PBS) Z/=(& 5 pg/mL Np G9
-BSA (in PBS) % 96 well immune plate
(Maxisorp) (CRIIL. 4°CT—MRERE UEHEL
Ufe.LPS ZEME{(ELIZ L — & 0.5 % BSA.
=Xz PBS T. NP ©? -BSA =EWE{LLIET
L—ME1 % BSAZEMZ /= PBS T 37°C, 18
Bl-r>FaR—hg3csTcIOvFE>I0, £
D%, FEEICRAR US> TILENMZ TEERIC
T2/, TrE4CTBRESEEZ. NS
DT L— % 0.05 % Tween &4 PBS THhHE.
EZRE (AR UMz HRP BTN I XA Z IR .
ERICT1BEREEEE. BE. WWHREET
S, BIRDAETHREBESERAEZAEL .

(RIBEAOERE)
KRR BV Z B TERN O TZN BEE
DFEMHZETUDDEM U, FIEREREMDE
DRV BLUBNEROFIREFZSHICBME
BRICBAL T, [EESBEDOPTE T 2RMHE
(CHFDEREBREFDORME(CE T DEXRIES 1.

[TAFRHEEZE CHBITD2BMEBREORBECHET
SEAEL (XRADIEE) ] ([CERL. KBRK



DB RUKRAFEZAFTE. () EEREBEH
RATE DS FRIEEE OBV EERIFIZ (CRI D E
UTze ESICHRIATFRICHITDEREYOHL D HLN
B LUEEREROFIAEG. PRIELEEI DB EERE
ERE(CRZMEEBORBEZIT . TBICK
IR TlE, F/RFUPILEFERURR,. 20%
2HEIFRMTHD =M. F20F 2 A.
EEHEESEHEERSLDBESNE [T TF
UJ7)LESE - B WESEIRIG (CH T2 DK<
B LEOEODFHEHMHICDNT] (BFRE
0207004 5) [ZD#. 2009 £ 3 BICEEFE)
AFEBEEBHSOMETHR [/ 7 U7
T BELEHILEEZEDZDDFHIIGICDNT]
(B35 0331013 5) HiEE]. 2009 F 3 A(C
READSARSNIEZIEAT /JHMRIICHTS
BRIBREIEN RS (CHl> T, SRS
Uiz,

C. WHRERE (REDI[CEELHTRI®TS)
D. %

C60 I5—L>zEE (FH) LUz, AFH) -
FoF /- DT EFERRECEITTE. OB
ZIRTNEIRSTIRVEENKEL 3 DEET D,
C60 IJo—L >nEERICHATIZE—DER
& ./ BT EROREEETHD. EXR
@(CF A BHTHZMREEENERENS.ICH
(BK EU EXERRFIRE) TERSNEARHEY
BARSAUICKBDE. 152 2 g/day LTDIR
Fh 0.05%U LA FIREEE L. 0.10%
P THERE. 0.15% U LDBEE70RSE
DERNBETHD. FTRUIzRDC. KEEH
C60 IS —L > (C60) [HEEUNBNT &5,
EERRNADOBERCETTE. FKEDOBIBE(CK
DIEFERI>, PEG RREDFIKEF I FEMICK
SO MEOH ENMREBERTRTHD. —H T B
RICEBHO_ER[FENFEITSD C60 IJ5—L >
(. ZLOMINMIBNFEY D20, [T 3E
BEOABFHIHNERETH D, LIFUITEEEN
EROERZHED. B2 NETNICHTRETROT
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WBIKEEE C60 IS5 — L CBLTH. . KBED
HAAIEREAROHIHNRE# TH D, EERBIC
MX 182 mEERIETDDEBEBTERN, £,
C60 IS5 —L-2ld, TDREIREEIC K DERIE
AENREN (LT DEREUENNEZ SN, BELIER
BoF /- YIJF JEEOHBICHET TR, B
ERDDIRNERITEDCERERD D EE - DT,
5 ([ EHEEOR LR E U aiudtinte
BERARTHD.

ELE_ORBEE., S -BHITFIEED
ADME (TRYUX - 5311 - A5 - HEM) & Toxicity

s OEMBEHROINE. Bl ADMET
DEBETHD, HFE. TIN5 5 BHEDOINS
A—-—SDOBEFEFIFEEBEFEEHMATEERH
HICEWTHBOTEERMEM T LIRS T
W3, FUEREMICELTE. BeenTdIL-TED
U DIEREINEL TLBHEDD. AR
AHNENREIRE D ADME (CEAY BIBIMRIEEKIZZ L
W BIZE, C60 TS5 —L>(d 8RS ICK
0. B CS <& T BT EMNHmESNTL
22— T . BEERA TR TEHLIZ C60 I35 —
LR C2 <EB T D Vo ik
NHBRE, RIEARRNREREIBSN TS ST
HHMRE N ENTVD, 5L, BMMEEE
EEEfEC60 IS —L R EARICE LU TIE BhEE
BERFE—DFEE LR, £zl C60 TS—L 2D
ZEHBERCEALTEZ<<OERMDIRURZHOT
WBDOMIRIRTH D, B - BBk - BRIRAIRS(C
&b, C60 DLEEGETREB T DI/ENSHERET
2—AT. BasEPHESEEO > EREEZE
BRI I2HRECFEIDIDEEETHD. A5,
BHCC60 TS —L>DADMET 2B D &
B EEREICEGEEE TH D EICERIERR
AW
REOEBE. C60 TS5—L >DEMAH=X
LDFRBRICENTTZARET TH D, C60 TS5 —L 2 (&,
EARRBKEMBEFHERZHDIFHNMEED
5. STHIAAR D=L TEZE. BHRR
B EERERT C &N S, iERRE. BCE



<OBFTEREEINTND, BL4DINETD
REFCHNTH. KEE C60 TS5—L >N, #8H
B ERZERICEEZBRBONELTWVWE—
AT, HBMERITHSB NAC EEEL T, BBEIC
REEH A SO DEEZINH T EVWSE
BREWVIRBETWVS. AAR. FBML/ERIC
R UL C60 TS5—L2DPFBEAT I A
ERHSEIAZEEKENVEDTHIN,. <ns
BIHMORBEADZALGFEL DD TLRWND
PBRIRTH B, Fic. VRADERRT 1w b
SORADEICHRDIIDERGEFECHNTIE, ]
AN X LA GEWERTACEEBN S, =
B - B+ RMTHIFTRERROENE
BEBEFICFHIL. =5CEEEMERENEE
EROMFEICETTE. BENADTZXLORRRIC
BITERSE 2B THDEEZD.
FEENSHEALF. RENDEART ) - YT
¥ EEOMRCEIT T, BaRBEEN TS
nizceo J5—L>ophs EEGEICREER
C60 JS—L>FERERERT B
Nano-Efficacy/Safety design (7 &#@7 Y
Y) EHEELTWD. CNETICHL4(E. C60 T
S—L > OBHRMBMbERERB UL, RE%
BERB(CHTIEFRT ./ - BT EEORFEIC
. KEBEZEAL., DEEZE LUK
{t C60 IS5 —L &AL, I8 &7 OHEME -

FREEECEA LU TRAZED TEZ, TORER.

IKEEE C60 DS —L (&, in vitro [CBULTHE
TR CEN. D DOBDINREEIER D
EERZRT &L in vivo [ICBWT. RIEEMR
BO—DTHIREUEBERCHIZIEZEMND
AWMIEEBERERDEBIIEZHASHELTS
D, ¥Rk 23 FECFTFHEELTWD (B5. 5
FE 2011-231446),

Bl Eo#ER(E. C60 IS5 — L nRAEM TR
BT BDZET. B2EPEYECENTZ C60
JS5—L2ZBHEGETHDZEZEKRLTL
. EDT. C60 IJS5—L>DEZERECHEITT
(&, REMEET & EPPTBME & OBEEMEIERE %
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SMNCLU. NFEEEEYCHET S
Nano-Efficacy/Safety design DHEENEILDE
EETHIEEZIBND, T5(CLEE 3 DDRE
Z5ARAIEEIR C60 TS —L  FEGKERERT S
ZET, BHORERT /) EEOHFECHEITZ
Nano-Efficacy/Safety Design (CE 3 3 &EIRDUN
ECBNBERELTLS,

KE{EIS5—L > DDS {k

KBTS —1L> Ceo(OH)12 (1) (COILTO—
ABZBEANT Dz, TEORIBARTH D
Ce0(0S05)6 (CS) (Ca-D-TIL—R(Glc)Z#k4<
REGTTRESEE (K1), BEERITLEZ
¥ER. DMF iR, ERTEBIBZ&LICED. 18F
fIT CS. Glc &BIOBRUE. =5(C 7 HERIG
EFSE. KEBVEHR(CKDEE Glc =ik
EU. HHERMESE.

'HNMR 2RI MLICBWTES ) —XBOT
ORHERSNECENS, Glc DEANERT
e (R2A). £2. 1 NOKBEOE—OMNHE
ELLUTWzZ EMS, Glc @ 5 DOKEEEDIRM
TERBEHEDE 1 fLDOEDN CS BT K&
WBUZETFEEND.

FE/z IR ANRD NUIEKEME DS — L > D
ZLKRUTHED, =BICERIBE—UBHEL
TWBT ENS, HFRICKEBE EDILTI—RE
MOmMAEZEBEITZIS—L 2 FEERNEREN
TEEWSHEREZFURLE (B 2B). mRIHOME
R(F. BETOERSIBRESNETERD, BE
& UTHWZ DMF 0K > TWLWS T EHRE
Nz (®20). ZOFER. Coo(OH)s(0GIC)s B
U <& Ceo(OH)1(0GIC)s ERIEENDFRIIL
O—REMIKBBIEDS—L O FEAREERITE
NTE. 5% SSRIJIBERTOBENSS.

B-HOF ViBRBEC L D INELLAEFEHE
BRKBERDODERDKEETIS—-L>ECD

WT. HiBgtee (%A0A) Z=FHiLz (B3).

ZOFER. KEEHD 12 & 44 OZHFRICHL



T. Vgt ENr R sz, —MIIc, 7
S—L>ofigbiE (SH)UHIREE) & O35
—L>OBERN\AHBICHEET I EEZ SN
TW3, 9iabhs, THEFEENSHEE> TWS.
IKEEEH DV IRVGFEERDEDS . SV EEE
BIRG(ETTHD. UL S, KEEEED 30
Bl R UESEERCBLNTIEBEENR =S
BIUES & 1) KBB4V EE
AEtUlizizsd, 2) Jx/—IUHKEBE &%
CETHBEEDHZ ITIS—L U HKBEESSS
DIVHRICEAE T 3z, 3) BREHNENT
BIELCRH>TITT—LrEBODEINKEL
R0, REBIITERSGIFAEENSKEEH.
RIGHEMERUETzD. IREDEBANEX 5NB.
fiam < U, MBMbee (S=H)LitERe) A
TR KBRS DIRVKBE DS~ > &
ZWEDTERDABEND D LN B,
BT, KEEDS—L >DERK lot BITolE
BDOEPHILICDODNWTRANRD Iz, MEHERE U
THNELIBE UTE/KEE(E D S — L 2 (ICDWVWTHEH
B beERSHME L (K 4), FRESD, ALE
Ceo(OH)3¢ (&, lot (CKD THIERLEEN ZEEI UTE,
FCZT. 2DDIlotABENENICDLT. 80°C
~210°CETORE(CT, & 2.5 BFHEMBIEZ
MELTZH > TILOFEEbEEERIE Uz, BERIEV
CEIE. WIND lot [CHNTH. 120°CHHNIER
FTERELEENBD L. 2N LRETOM
BCKDFmLCEmLELE, £, 190CHUEDE
SRMEAT(E. RINBFOMERLEER EEl> /=,
CNOSOERBBRZRER. KBbEIS—-L>
OB EEBEUTOLSICERLUE, £9. &
NETOHRLDHATICHBNT. B-HOFEEE
CRBFMTHEVWINELEE RS IS L >H
BK(E, KDEV LUMO (RESEMDFiE) &
BLTWBZEMDM>TLWD. —H&(C. LUMO
(& HEILERT IHEFKREIEANATMT D&
[CRDETT D, KEBEBEOHMEZ D &(CKD
HEG BTN, EASNIBRETFDET
KREIFMR(C KD KBTS —L >0 LUMO (6
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ED Cop CLERNTRIBE THDEEZIBND, £
Tz —RICBFHSEODWET x /—)LEDK
R (EZDo0-H DFIENE <. KRESAHD
ZXALCKDSTHILVERESNEW. KEMEDS
—L>OKBEE DT /) —ILEEREEDBIEE
ARG ZENS. BRERICKEBED S~ L > DiKEE
BEESTHILHIEREZEDIBL TR EEZS
N3, Dz, MEICKDRA (CHKRIGHE
T922&ET. 120CREEETITBRIKEED
Pt (C KDL MET 92, LAL. 140°C
B EDMEAT (T ERICHET L. BFR3I1ED
FIVRZILENEAENB T ST LUMO Bk
ARTF UL B-HOFBEEICBEVWTRIDEL
vz RrUicEEBEZ B5ND. EBR. HJILRZTIL
HEoOEAEMEAEY>TILO I RBIEICK>T
BRSNTHD., DFETILETEZ T O TR
LUMO OZELE DR ZEZFHFL T D,

7'0Y > BEE&D HPLC 34

05— L2 BHEHPLC S AE U THREENE
Buckyprep (FHS AR O#E) UL IE
Buckyprep-M B35 AZERV. BEME (CHEDE
WIS —L 2 FEEANEA DMF/DMSO iR 9
Z&ET TOVUSFEEKRENNT DI LN AR
HPLC &M T2 &N TER (B5). AL
MRFVIVER2DEITZ IOV 1T 4R
MOE -0 EBEERPRHEDOE —T%ZZNL
CHBET D ENTEE, £z, BIRS lot T
MZETOIEECD. BRERSSIMTRZ L
BER U, DILRFILEN 3 DHZ IOV
3 TE.FEFEHRODITRREBDIZENTEE,
ZOEECDWVTIE. lot (CK> TEMMAEDE
BIEENRECERD, lot 3-a ([CDWTEESE
B DES (CEEAREEZ SNB E—TDIEN
PERNEZEND. TRFTILEEERDIKS
FRALIERS (CEM AR > e VWS HIR RS,

COEDIRPEDITERHFZRHUZC LICK
D. CNSOFBEERODARNEREZEBINT D EN
AJREISIE DV, SBICREREZR ESEZ



& BB KDRFENR LC-MS SHTETHIEE
[CTBCENSEODBEESEZIOND.
UFOLAREIS—L DA
IS—LYRRT—ZSHICUFILIFA>
ZEHUADIEUFIOLAB[60]1 TS~ > %&H
FE U, BERBERAVNTRERT—OMIZEK
BibedCEICkIUE (B 6A). Bonizits
¥IZT R, NMR. T&SH. UV. TGA. MA
LDI-TOF-MSRECEI>TAEZN. F
&S LiT@Ceo(07)(OH); THB ERESNIE
(B 6B)., £/z. UFDLNWRET—ZARICHE
TNTVBZEE 'LINMR TRE LioE—oft
—17 ppm fHE & AR DREG (CEBlanzC &
D SHEEENE(E 6C). TDRRT NS,
1 DOFERME—DODMIC. BEADEEET
2932 DONSRE—DDEFEEANBRI NI,
BI#E(C 'H NMR ZRIE U= & 3, BEOKEHML
JS—L>TEIJO-RCUMRNRZRWTON
SOIOFIVIR v —TC7XKEA =Nz (B
6D), T &lE. KEEEEND 7 DOKEIELIS
— L2 Cy iFR SAIEEIRM (C4ER L TULY
BT EHERETD, B, INESWAERDSDTF
ILEBREN. CNSEEWKICHIE TR EER
5nfz. 9bhs. UFoLZRESEZZ &I
KD, RCEFNIE-RUEAROKBETS—L
AR TEduiEEERUEC. T2, 1 GEZ
BAWTHZREDRERANZECS, MEBAED
MSOHICBWNT. DFHrXITIFEFELWL L
nmBECETOBHMLTWBCEBhM Tz,
BT, TOVUFERODEBURGTT
HPLC 9z T>7= (7). 'LiNMR OfER%EX
BIB3LDC. 1 DOEEMYIE 2 DOEIER
oE—OINEENZ, —5 T, & EUTREZE
HFFTUFILZAD L TULIRL Ceo(OH); D
HPLC SBT3, Littasnizsn
CFREL<LERD., ZHOEHAENSHEREND
EEONE. JO—RICBHOE—IWERSTE
Fy—OESN. REETE. BEREED
RIGEECENWTELBD IS —L 2 AFAHR
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BHEDMEN. UFDLDF A DEKEIMED
EHICUFOLRBEZED Coo LTERRDZEN
COMBERE(CHEZREFLTED., RBIS
—L>OBEEF1MOLOFANESRENES
BT EC K> THRNUBERIRN (CERMES
AEBODEERENS.

M58 RIS—L >DEMK

CNETICHREINTNS 581 TTIS5—L>
FEMARDZ < (4. Bingel RIS Prato &It & (L
NB3RIGZRRBUEEDOMNEEAETHD., BIE
TEH=ZEBZERL. BETEERESVRER
ZEHRUT. IS5—L 20— EICEBRENEA
aNd. MWCTS—LADANMRIETE. —
HAMB XD EZMMBDIFE DS HIRIGIEIE < EIT
9B, —[FIETRIGHIEE ST (CSAIHA
ERMESZZZENEZN. UL, TnNB2D
DEIGCDWT (E—FIEIRESN Sz, AL
IRFFBARERKRICNEEIN TNV,

AHARTIE. s oRIicZFRBLT. B
HEird, 1) KEES UL EEWVIEE. 2)
HGHEFUEE (581 %), 3) B - {EEHN
(CHEMESE, ZEEULEHER. SUILIT—)L
TIT—FILE Ceo &P Diels-Alder BIHIC L D24
ONFYJ FEAR 1 ZERRTPRAE UTERKR L.
EHCEBEFIEEBLAO7ILO—ILZERN
CIERRRRSICTRIR P 5 —ILFERZET 61
HEMIT B ECHIILE (K8).

BEE. 'HBEKUPCNMR, HRMS (L&D T
BESNE. =512, TGAICKD 5 BIRDBIRT
45 —Jl 3a TE 350 CETOREZEREEBTD
CEBHRTER. SORVEEMAEREI7 L]
—IL/HA =L, IFLAFIEEMIUE
FILA—ILOXRGEERMR T > EZDLIRCER
AR T IO (CBSRR BT ET. 5%, KA
HEOESEBET.

E5—DRIOFEE LT, RIGEDOEWEL )7
TRECeo DL, 3-BEFANRSICEKD KT
VU JBER la-f ZERTREEE U TER L.



TS (CEMEERWTTZ2U D JEREAER 2a-f
NEFEENCEBRUZ, (B 9). ARETE, ]/
B2 T (KA DB BB OB A ZFZHRIILTW
BRVWH. BUARTENET OV D5HEA & IR
L. BREFZEOCHBRFITI=ZEROMEED
BWCKBMRERDENERTT B &N
BELIRD. EBIC. PZUD JBEARDFIBMAT
$dEUTIY JFEEKR DR BRSNS,

ONA—R{EKEE T S—L > DEEESEH
KL DS —L-> Ceo(OH)12 (1) (COILT—
AW EHEAT DD, TOHIBAEKTE D
Ce0(0S03)6 (CS) (Ca-D-IL— X (Gle)&ZHxE4
REATTRESERE (B 10). #EREE H
NMR. IR. TGA RESCTEDFICLDITOIE
(B 11), TDHEER. Ceo(OH)g(Glc)s (Glc
CeHg0g) ERATE SN BT IL 1 —IERKESL
JS5—L >R 5KIMELTEBI T ENTER,
BonEIIILI-METS—L > DBRE%R
ANzE B KICIEEHELDZWEDD DMSO
([CIEBRIFISBMR U=z, DLS 725 NT IG %%
BWTHRIZESTAEZEIT > . >>0)L3F/fElE
(1-10 nm) [CBWTHEBELNE W IGERA
WEBE. KEBED S —L > OFREN 1.02
nm TH2 D U, FJILI—LKEME D S
—L>TE2.26 nm EDFMNTEALTULE(R
12). COfEF. HFETILFTEICLDFEEN
FERFEERILSBUTWE, RIC, F/~TA
2 OB E TRV BIEN A 872 DLS 3E& AL
THEZT>IEECA. BEE (20mg/mL) @
DMSO BARPTEIILI—XbKEME TS — L
(38 100 nm BEFETRET I EHNDHH D
7= (B 13A). &5I(C. T DMSO ARICK%Z N
Z T DMSO/H,0 = 1/9 BB & LIz & EKE b
IS5—L > EABRREEBNEHEIN. £ 60nm 12
EBxTHRELTWE (K 13B),

70Y > BEAOEAEED T
TOUSHREARERV, EREE FFES £
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A (AU 00U R8O 5 ED
Bt &Iz, JOUVBEROBBRENS.
THF ZHEBAREEUTHAWRZENREET D
T EMDM o, U URHS, FFEEE Sih
HIBEEEFBICSENIBERDIEZEIC
HHE SN TUEND, TOFEET(E HPLC DHTISHE
SIRWB 2 TIILTE - .

FIT. RICIRENSOTOY > FEARDOMHM
HERCDWTIHRET Uiz, COBEIEDHTICEE
FIRERDESFEERBASNRN 2R 12
BRERR IC K DROIETOU > FEADHMB IR
(FFRLUL(CRWVER &R T2, SHIRITERD
EREOREMEUETOY BEEEANIERC
BECHEABUEEOEEZ SN, BEREBEER
BELUTHEIZRENGD EBbNz. €CTH
HRRZRAWCEREZZ R SEED., SR
HFFToMmbERAHZ 0 UM, BERIREED
BECEEE . S FLUEEMOMLHZ
BE(L. EORIDIUBRNIEEND. Fz. KDIK
BEOCTOUCHFEARTOEERECONNTE
D HPLC ZHETmENH D EBhN3.,

EERROABETIS—L AR

B, BB HERILTIS— L veRE TS
— L2 ERWEAIERRORKEIRES (Syl)
(C&D. H—BEADKEL TS —L > 7IL]
TS LN B TERTEERELT
W3, LML, TNBICALENE/\OF LD
S—L> i, BREMS 6EEELESETSB
. FATKEL U & LTHEOACEIEGE L
<ZULK. EAMICETFELLRWL, BT, KR
BFEUT PEG ZILO—ILOESRAFITITF
L EET 3REROERERAE (B 14).
FPETFLEIUT—ILERNT CeoBrg ED
RISERE UTzh, B7)L0—ILE DRI EF
CRETERIGERT LR >, BESLTIL
- LR TOERITS—L>ORRENEE
THBI, SRES CRGEMEBRT BNE
N&B. —75. DILO—RLKEIL TS —L >0



BRICAVWEHERERO CS HFE8FETF LD
Ud—-))LZRIEESETE. EFRKRKERRIGIC
KBERNEBDZENTEDEEXT=(K 14).,
FARIIMRE (CHBNT. BRAEBEFS A LTI
M. EROFZIT RFIENBEATNCEEE
ZBNBDERMHIESN., T ) —ILBKUVKIC
BRETDICEEERUE. S%. S5RR2EER
EIRSNCEIEBEOFHEEIT S,

KBNS WERI R

IS5—L > OEBER (L. BOEFHRRERIR) (o
RIGEFRECHRIBDEEZIBND. CDETF
BEETTIEBRTET. BOBEENHZQME
DOFIREEFEINDB. BT T, FORKHFLLE
FREEZET B IS —LOBEADAIKIC DL
THERARREZITOIE. TI (SVEFE (CKEEL
CHRIMUEUFIACACRBIS—L>%H
W JS—L > RACABRIRSICRE> %S
BMESBRUFOLAMACABIS—LIOSSH
IWFPZA>DERZ®RF Uz (B 15A) . HFEE
BOUFILAAREBIS—L > PRIEELL
(& NTf, EEHENEHEERTE VA A ARER
ERUECENDS, ZOEOEEZBRELLT
BfRETERAFED. BNOYEREBRZC &
([ZREIIUTZ. NIR. ESR RSRICS YD
CKD. BEDOHEREITOIZ. COYEFIRRS
TIIKBE RSV, TIS—L2BIRICEF
H—DZ < AD>TWREOBTHNE <. Bk
DILEMTEETZRETNL. BTHhESSH
JLBIREECEBNIEEEBARNECEBS G EN
HfFENn 3.

Xz IR S8R T S—LOZEaRT DI —E L
LT, BEESRUIE MUV JFEROER
BT LICE5 CEBIREREA LRk Rt
TBCET., ITFREFEBEZE I IRUHE
U7ZIUSATS—L>OERICERIILE (H
15B). COMEE. BERREF LD/ A HEBEE(C
EEERNEREELTHED. IJS5—L 2B ED
INA RBBE(CERTFIENLN D IeRU H&
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ZEIBNOTDIS—L UBEBETHD. €D
EHERLEDEBREEITIS—LOBEEICET
LERA>THED (8 15 BHFERT S vILYY ).,
VD hREREEEEITZLBONS. EE.
RARRERBEPTHEEHZHE LA,
FHELCKORSIIIVBENRRIBENERT D
CERDO e, KEEEDS—L > TIEZERRBED
BEFEHHERT D EARTETOYUFEE
REREFEZRT CHAIDTENREEINT
BD. KBTS —L D)L 0— LKL D
S—L2EEDE. SBREISRIFERHORM
HIMEREZITD.

E5(C, DDSEADRBEND & LT, HZRD
ZHAMBERRMETHDID—ROF IR—2R
ANDKBETS—L > DOHRBEEICDODVWTEE
BB FEEMR TEM ZAVWTERZT>2 (B
16). FREDIELY Coo > Coo(OH)10 TlEI—R>
FIR—=2EOFENE L. E<ETADRBN
BEINTTH, HAKEDFEL Ce(OH)3s T
Ce0(OH)4q TlE, DI MR DAHUNMARBENIR
W EMDOM Tz, COBREMNS., FRLIBED
IS—L2FEROF1—-TRRRICLZIAE
MEIETHB >, Z2ORA =4
A EOHRMNEZEZERBIDCENEETHD &
WOHRZE,

EROFSFIFILI-FIEIS—L>DE
Bk & BREEIE

KBTS —L > Ceo(OH)1p (1) (CTILFIL
EZEBEATIEH. ZOHIRAKTH B
Ce0(0S03)s (CS) ICHE471277)LD—)L(ROH) %
EibEtwz. ZOFR. TFL>PIU-ILED
RIETEEROFIILIFILI-FILET S —
L> (HEE) 2a A JFL>JUd—-ILEDRIE
TREROFIIIIFILI-FIEIS—L>
(HBE) 2b A% I#%J—ILEDRISTIEI b
SAETS—L > (ETO) 2c BY. =NENEsSNZ
(E17).
CNSOEEREE. 'HNMR, IR, TGARS



WCTERDITC L DTV, ENENOFITREE (&
2a: Ceo(OCH,CH,0H)o(OH)3+ 2H,0. 2b: Cgo(O
C4HgOH)4(OH)g - 10H,0. 2c: Cgo(OEL)s(OH)5
EREENE (”18A).
BENEIS—L2FEAROK, TH ) —)L,
DMSO HTOEfREZRANIzET A, HEE Wi
BIKITBEMBE L. ETO BMREKICEFBFFICOVNT
G )=ILICERBRITZCEZRVWELE (K
18B), #F/=. HEE & HBE (CDWTI&. DMSO
[CIFB(ICRCBMI D 7R U,
CNOOHEAREFZZARRC THIRES S
REICHIREMROFMEIT > IZWETEWE
ETAVHEE FCNETICFMAELEDT S —L 2
BRERREOMRENRES CITEWVIEIEE
ENZEE I N EREINZ.

UFOLALACABIS—L > ORIGIEERF
fii & KB {bDiRET

UFILAACAEBITS—L > PR IEE KIBE
DO2oONFHT T2 &D Diels-Alder KIG%E.
THOOOXS >, -20~0° CORBESHHE TITO /=

(®19)., RIGE HPLC (CTEBEFL. EXbHES
DEEZENS. TARRIGRETER k, RO,
303K ICHBITB k BZED CooDBDEHERUTEE
T3 UFIOLORBICKD. #7 2,400 BRIEN
MERE=NTWBCEERWEUZ. & 9F
AICABENEUFIOLDFAICRIOTIS
—L>® LUMO MMETF U TH DI &Nt
BEHhSEEFEIN, HRTHHT [HFARE
AfIESHER | & EEN (CYIEE LTz,

BWLWT, COBLWRISEZEBTDUFILAA
CARBIS—L I EKBEEEDRZEEBHIC,
KBEBDT PVP (CKBBIBEZERF LIz, €D
ER, ARG ERE(LTDIET. JUTIRK
BRERETBZCENTERE (K 20). 20D
UV-vis AR NS, OS5 —L D B1&ICHRT
DRI BIBOIRINOEER S N/EHY, 330 nm 3R
DE—-oORTO—-RICE{ELTWZZ &5,
Li@Ceo-PVP Tl& Ceo-PVP (CLERTUF I LA A
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SARBIS—LIREDML PYP CEBEREIEE
e L TW\Wa Z Rk eEnz.

&#BLUHERTI0M R—KBEIS—L >
ESHORIR

IKEBIE TS~ L > Ceo(OH)36 T#1E . IBILEEE
HAUCl, ZAGERESR, NaBH, CLDBRTUEED
A, BEFEKEIELIS—L>DFBILED 1:1
~1:2DEEC, BEREFT JHF (AL°), DE
AR ENE (B 21A), COERZE SRS
FIEMIRICTHRUEEZA, €T /NHTFOEE
O7ENERE UTEREN. EX NS AT
(CEOTFHBERN 3.72+£0.71 nm THD ERD
snfe (B 21B). £/, COKBED UV-vis
AR NIVEBRIELUEECS, £SOREISXE
> HIE (SPR) (CEAE S BIRUNAY 526 nm (CERER
SNz EMNS. M nam BEOF JRFORMADN
BETHNMEORR U THEREINE (B21C).,

=52, BEOFEICID. KBEIS—L>
REBET /HF. KEELDS—L ARER T/
RIFORHECHBRINUE.

oMt : HIMIS—L > FEEHORRER
BULWRRERZEEIZOUEIS—~L >
[F 1,3-BHEFTHBITIAFAURETS—
L>OBENEISIC K> TEREIND. D5
EBINENEEHETH 2N, =5(CLEERELR
IS —>7 B UERICHARKEIEETH B,
€I T, HEERCEILRU ST FHZ> 1a
ZRAWTIS~L > Co EDRIGZEITDIZEZ B,
kD 1,3-BIBFRIAN & ZREDEHR/S
—> T, SERSERZEIZOUCET S~
LR THh2aEOUZ ) IS5~ 2a &
BB EERBVWELE (B22A), 5TEILFEZ
BOWTHBERLCDODWTERLEEZS. BMR—
EFBBERBULCELESZHILAF A H
BMADRICAIIC KD . EMZ SR DRIGHEE
MEFEnE.
—7. AFRRSERRIRFEARTH IR DILE



MEBRUZZT IO R 1b,c ZHFE(EEN &
U, BRID MU TILATOREY > ZI)LREE EVER
ERELEADFABREMRISIETL, B8
R6BREAIBIFHRIOUCETIS—L

trTcHrsdsbserOF /U TIS5—1L > 3b,

3cn&EmERVLWELE (K22B).

20V > BEEH& 7 oAk (8 23)
7a D&

REBEBEMAE 70 mg (IR 38%) £E.
'H-NMR T MALDI-TOF-MS (C&bD. B5hn
I=EE =B 7a CRFEULEZ.

8 DA

FEEHR 32 mg (URE 94%) =8,
'H-NMR, ESI-TOF-MS (C &b ESNEHhEE
K4 8 LEIE LIz,

IH-NMR 8 (ppm) 3.21 (s, 2H, -CH>-COOH)

MS m/z Caled. for CesHeNOs :
908.0195, found:
908.0176

JOUSBFEEE 9 DA/ (H25)
9a DA

HBEAK 29 mg (IXXE 8.2%) #E=.
'H-NMR, MALDI-TOF-MS (L DEBSNZEHE
ZHENY) 9a SEITE U,

IH-NMR & (ppm) 1.837 (¢, 6H, -CH:CHs),
4.36-4.53 (m, 5H, -NH-,
-CH:CHs), 4.99 (d, 2H,
J=3.6 Hz, -NHCH2-)

MS m/z 907 [M]+

7 D&KL

FEREUK 32 mg (IE 58%)% Bz, 'H-NMR
KU MALDI-TOF-MS ([C& D, B5n Bz E
¥ 7 CRELURZ.

1H-NMR 5 (ppm) 4.51-4.58 (m, 1H, -NH-),
4.76 (d, 2H, J=5.0 Hz,
-NHCHz>"),

MS m/z 851 [M]+

1H-NMR 5 (ppm) 1.30 (¢, 6H, J=7.2 Hz,
-CH2CHs), 3.70 (d, 2H,
J=16.0 Hz, -CH2COOEt)
3.82 (d, 2H, J=16.0 Hz,
-CH2COOEY), 4.22 (q, 4H,
J=7.2 Hz, -0-CHs-CHs),
4.95 (s, 2H, Ceo-CH2)

MS m/z 935 [M]+

ooy > BEEE 8 ek (E24)
8b D&

ZEE{R 80 mg (UINE 48%) =E=,
'H-NMR, MALDI-TOF-MS (CkbhBSNZEIE
=EY 8b EE L.

9 DEM

HEBEK 26 mg (RE 99%) ZEL.
'H-NMR, MALDI-TOF-MS (X DESNZEA
ZEBY 9 CRAELE.

TH-NMR 5 (ppm) 2.49 (d, 4H, -CH2COOH),
3.86 (s, 2H, Ceo-CHz-)
MS m/z 879 [M]+

1H-NMR d (ppm) 1.33-1.41 (m, 9H,
-CH:CHs), 4.13 (s, 2H,
-N-CHz-COOEt), 4.33-4.51
(m, 6H, -CH2CHs), 4.96 (s,
2H, Ceo-CHz-)

MS m/z 993 [M]*

J’OUSBEERE 10 DAK (H 26)
10c DERK

FBEEWK 137 mg (XX 49%) =B
'H-NMR, FAB-MS (CkOBESNI=ERE B4
10c CEIEUE,

H-NMR 5 (ppm) 1.24 (¢ J=7.0 Hz, 3H,
CH:CHs), 1.41 (¢ J=7.0
Hz, 8H, CH:CH, 1.49 (s,




9H, t-Bu), 4.14 (d, J=16.5
Hz, 1H, N-CHy), 4.26 (d,
J=16.5 Hz, 1H, N-CHby),

N-CHz), 4.21 (d, J=16.5
Hz, 1H, N-CH2), 4.2-4.39
(m, 2H, CH2CHzs), 4.26 (d,

4.33-4.37 (m, 4H, J=16.5 Hz, 1H, N-CHb2),
CH:CHs), 6.01 (s, 1H, 6.04 (s, 1H, Cs0-CH)6.01 (s,
Ceo-CH), 6.14 (s, 1H, 1H, Ceo-CH), 6.14 (s, 1H,
CeoCH) Ceo-CH)

MS m/z Caled. for C7aHz406N : MS m/z calculated for C76H2sO6N :
1022.1604, found: 1050.1917, found:
1022.1536 1050.1863

10 D&M 11 D&

RBEERE 116 mg (UK 82%) =EJ=,
IH-NMR, FAB-MS [C Kb ESNI=EkE BN
10 &ETFELE.

FKBBEK 203 mg (UK 151%) =B/,
'H-NMR, FAB-MS (CXhESNI=EHAR%E BN
11 CEELRE,

IH-NMR & (ppm) 1.19 (¢, J=7.3 Hz, 3H,
CH:CHs), 1.21 (¢, J=7.3
Hz, 3H, CH2CHb), 4.2-4.30
(m, 2H, CH2CHs), 4.3-4.46
(m, 2H, CH2CHy), 4,65 (d,
J=16.5 Hz, 1H, N-CHy),
426 (d, J=16.5 Hz, 1H,
N-CH2), 4.86 (d, J=17.1
Hz, 1H, N-CH»), 6.72 (s,
1H, Ceo-CH), 6.76 (s, 1H,
Cs0-CH)

Caled. for C7oH1606N :
966.0978, found:

966.1007

m/z

MS

1H-NMR dppm) 1.19 (¢, J=7.3 Hz, 3H,
CH:CHs), 4.3-4.49 (m, 2H,
CH:CH3), 4.46 (d, J=16.5
Hz, 1H, N-CH2), 5.04 (d,
J=17.1 Hz, 1H, N-CHo),
6.89 (s, 1H, Ceo-CH), 6.90
(s, 1H, Ceo-CH), 6.76 (s,
1H, Ceo-CH)

Caled. for CesHi1206N :
938.0665, found:

938.0677

MS m/z

2’0V > BFEEME 11 0ak (B’ 27)
11a D&

HBEER 186 mg (INXE 43%) =8,
1H-NMR, FAB-MS (C&bDESNEKZEN
¥ 11a CEIEL.

J0VUSEBFEEE 12 05 (K 28)
12a DA

RBEMAK 41 mg (INEK 20%) =E=.
'H-NMR, MALDI-TOF-MS (C&hBSNZEIA
=BMY) 12a SBEIE L.

1H-NMR 8 (ppm) 1.25 (¢, J=7.0 Hz, 3H,
CH:CHs), 1.50 (s, 9H,
tBu), 1.61 (s, 9H, tBu),
4.02 (d, J=17.1 Hz, 1H,

IH-NMR & (ppm) 1.34 (¢, 6H, J= 7.2 Hz,
-CH2CHs), 2.87 (dd, 2H,
J=18.5, 8.5 Hz,
-CH2COOEY), 3.06 (dd, 2H,
J=18.5, 9.0 Hz,
-CH2COOE), 4.26-4.30 (m,
5H, -O-CH2-CHs, -N-CH-),
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4.53 (s, 4H, Ceo-CH2)
MS m/z 949 [M]*

ESI-TOF-MS & 'H-NMR ZBIEL. 14a &E
FU,

12 D&M

RBEMK 83 mg (INX 30%)%=E=.
'H-NMR, ESI-TOF-MS (LD BSNIE#ZH
B4 12 ERELTE.

'H-NMR 3 (ppm) 1.44 (s, 9H, t-Bu), 6.28 (s,
CH), 12.05 (s, NH)
MS m/z 892 ([M-H])

14b OERK

IH-NMR & (ppm) 2.74 (dd, 2H, J=18.5, 9.0
Hz, -CH2COOH), 3.01 (dd,
2H, J=185, 9.0 Hg,
-CH2COOH), 4.13 (m, 1H,
-N-CH-), 4.56 (s, 4H,
Ceo-CHz-)

MS m/z Caled. for Ce7H10NO4 :
892.0698, found:

892.0626

REEBEEK (19 mg, XK 64%)Z BT,
ESI-TOF-MS & H-NMR ZHIFE L. 14b CEE
Lz,

'H-NMR 8 (ppm) 1.59 (s, 9H, #Bu), 5.63 (s,
CH), 9.89 (s, NH)
MS m/z 876 (IM-HJ)

14 D&M
HBBEAK(16 mg, K 90%)ZFZ.

Oy BISEEE 13 & (E29)
13a D&

FH/EEMK (170 mg, INXR 37%) 8.
ESI-TOF-MS & 'H-NMR ZEIE L. XEMEED
(EEHS 13a SEIE L.

ESI-TOF-MS & 'H-NMR ZRIEL., 14 EAEL
Iz

'H-NMR 8 (ppm) 5.73 (s, CH), 9.72 (s, NH)
MS m/z 820 ([M-H])

7OV > EEEE 15 O5K (E31)

'H-NMR 8 (ppm) 132 (1, J=7.2 Hz, 6H,
CH,CH,), 4.26~4.39 (m,
4H, CH,CH,), 12.21 (s, 1H,
NH)

MS m/z 937 ([M-H])

15b D&

RBBEAK (27.1 mg, X 84%)=ET=.
ESI-TOF-MS & 'H-NMR Z8IFEEL. 15b SEE
Uiz

'"H-.NMR 8 (ppm) 149 (s, 9H, #-Bu), 1.57 (s,

13 D&M
ZHIBBEWK (90.0 mg, YK 87%) =Bz,
ESI-TOF-MS & 'H-NMR ZRIEL 13 SEEL

9H, #-Bu), 4.30 (d, 1H, J =
16.2 Hz, S-CH), 443 (d,
1H, J = 162 Hz, S-CH),
6.42 (s, 1H, C¢-CH)

= MS m/z 1007 (IM])
'H-NMR 8 (ppm) 6.51 (s, 1H, C¢-CH), 12.28

(s, 1H, NH) 15 D&k
MS m/z 836 ([M-HJ) RBEEKR (24 mg, LXK 97%) =B,

792 (IM-COOH])

ESI-TOF-MS & 'H-NMR ZRIFEL. 15 ERAFE L

OV BFEE 14 0S (® 30)
14a D&

1z

'H-NMR d(ppm) 4.40 (d, 1H, J = 163 Hz,
S-CH), 444 (d, 1H, J =
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163 Hz, S-CH), 6.68 (s,
1H, C¢-CH)
894 ([M-HJ)

m/z

MS

SMED OV > BIEEME 3-trans D&KL (E 32)
tert-Butyl glyoxylate D& H

H|EA-1)L 237 mg &8z, 'H-NMR Z8IE
L. UAFILEE tert-TFILERBE U,

"H-NMR 1.52 (s, 9H, -C(CHs)3), 9.30
(s, 1H, -CHO)

& (ppm)

3a D&

1EEHDOSUDSILASLAOON NS T+ —
T trans K 414 mg & trans 4K & cis RODSEEY)
77.3 mg %187z, Trans k& cis (KODEEYICD
WTlE BESURSILASLAOOXR NS I«
—Z%fTU\, trans 4K 16.9 mg. cis{k44.2 mg &
Bz, ENENLCDNT H-NMR ZBIE U,
3a-trans B KU 3a-cis EEELUE.

3a-trans 1k
'H-NMR 6 (ppm) 1.49(s, 18H, -C(CH)s),
1.61 (s, 9H, -C(CHy)3), 3.99
(d, 1H, J=16.9 Hz, -CH,-),
425 (d, 1H, J=16.9 Hz,
-CH,-), 6.03 (s, 2H, -CH-)
3a-cis 1k
'"H-NMR 8 (ppm) 147 (s, 18H, -C(CHs)s),

1.63 (s, 9H, -C(CHa)s), 4.34
(s, 2H, -CH,-), 5.57 (s, 2H,
-CH-)

3-trans Q&K
ZBEEKR(282.4 mg, XK 78%)&EB.
'"H-NMR ZBIE L. 3-trans CRELR.
3-trans &

'H-NMR 8 (ppm) 3.89(d, J=17.1 Hz 1H,
-CH,-), 4.23 (d, J=17.1 Hz,
1H, -CH,-), 5.98 ( s, 2H,
-CH-)

34

3-trans DFEETHER

3-trans @ HPLC 207 M) A%K 33 (TR
Fo MEROIFILIATIVERBAT BETER
Uiz BTEEART, FEEY D E— I DD R
<IHOTHED. HEMBEVLC ENRESNIZ,

[*“c17'OY > Bk k 3-trans D&HE (H 34)
[**C] 3a-trans D&

MEDEEMEMN SEH UEEYNES KUY
K(F[C]Ce 1.9%. [*C]3a-trans 26%.
[*C]3a-cis 2.7%T&H DIz,

[**C]3-trans D&k
BIE(EF4HE TLC (A4Y_J—JL:DMF=2:3 [TFA
0.1%]) ZHWMERED RABEE(ICKDIT /=,

7’0V > RIEEEE 3-trans DI HITARE
J’'0Y >RIZEEE 3-trans D> b 0OL P450
{LFEFIRICELDIRIE (H35)

Complete > )LD UV H KU SIMOUOT &
5 %K 36 (TR . SIM D 924 (m/z) T.
REFEEHE 128 9ECESNEE—-D &
complete MAM control B> FILKDERESH
[CKEMNDIECTENSTOE—T(EP450 EFIL
RICKDERUEE ) IRFIMABEETHIC
ERRBENTZ. RBC. CoBE—oZDERHE
# ESI-TOF-MS BIEZITD>/z. TDFER, HE
INBREM L 3-trans [CEEFRET 1 L
EEDTHBDTEMND. 128 DDE—-D(&
3-trans DT ITIRFIARTH DT ENHENDS
Nz, ¥R —9=zUTICTRY,

ESI-TOF-MS Calcd. for
924.01443, found 924.01368

FEROBERMNS. SIM D 940 (m/z) TIRIFEF
125 BCEsnrzE—oE. B/ IRFIAR
NESCBIESNESIRFSHATHI3TEN
REENE,

CesHeN1Og



'OV > BFEE 3-trans OF=o0OY—AIC
LBRE

P450 {LZEEFTILRTERNERENZE /T
REFIMAB LU IRFIAKRESY b, ¥YOXK
e MF=oOY - AICKZIRBRIGRT (F48
HEngholz, — 5T, EN&ERIoE—on
complete B> )L TOH&H =Nz,

C60-P BLUEHEE C60-P DA - A7
C60-P DEMB LUSHH
C60-P DIEFHRZU T (CEE&H LIz,
#RT : CeeHsNOg
SDFE 1 909.76
Ow bk :1EE8 130711-1
2@EH 130711-2
k& 20096APV (Aldrich #1%!)

IR AR NL: FEAFE TER LTz C60-P (Lot.
130711-1, 130711-2) B KXUHERSE (Aldrich
18D IR AT MLEIER UTEfER. AT B
ILFRRICAKEREBVWER D ENBWVWEDD.
Aldrich B DsEE&(E, 1,000~1,100 cm™ D3F
RECIRRENRD SN DT RN KR

“ERR U EREAREDHERTH D 2.

HILAR>BED OH BICHR I 3 RAIREI CH B
1,000~1,100 cm™ IR (L. Aldrich #8558
KICERDHENRM D2 NS, BREEDEKIR
M THILARBR | (CZEBL TV ATBEEN T RIE
TNz, C=0 _ERSOIREE. [HILRZIL)
DBE. —HHIC 1,700~1,725cm™* THO . [T
ZFILIDEBE. 1,735~1,750 cm™ T3 3. Lot.
130711-2 8K Aldrich BEFEADIES. T
MREWVWSICEFSZIRULTWVWBZEMNS, HIL
ARTILBHC T RFILERFET DN EX
5niz.

LC-MS: 3 f84EM C60-P @ LC F v — hELIEE
UEER, WIThoisBsAr>E—onU5F>
23> ARFEF-HLUTED ABHEE 60
~70%T&HD .
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3FBFD C60-P D MS IR MNLZEE U=k
. Lot.130711-1 DAY BLIE m/z=909 D
{EEMN A > TH oIz, —A. Lot.130711-2,
B LT Aldrich #HHEEBEEERIRT MLOXA1>E
—OF. m/z=921 " A A > THD.
Lot.130711-2 R TF Aldrich H & FEAK D
m/z=908 OE— (&, Lot.130711-1 (CLEXRT
NEL, T Aldrich #EZFEEROE—D(3IEE
[CihEho Tz,

'H-NMR: Aldrich 8DF8K (L. HPHEERE
HEORAB L. EHEEIEZRTOEN. LWIns/
AZINKEL, ERRE—DOZBRHTZIENT
EFRMolz, HEUWRRIEARATESDBH., Al
MCERT D EHREINSD. Lot 130711-2 (C
EHBIEN/Z03.823,4.317 XU 5.545 ORIR(E,
ZNENAFILIZTIVEDAFJL(COOCH3).
AFL 2 (NCHy) RU 2 HDOXF>(CH) 7O
r DR EEZ ST,

IRZARYT ML MS DFER EEDBTERI S
&, Lot.130711-2 K TF Aldrich #H8EEEK(E,
AFIIITAFIEENERD NS END aIHEHE
NEZ 5Nz, EREZRANT C60-P &MY
3BE. PR E U TCIATILEE SR LI,
C60-P EER LT L. FEICK>TEREN
J= C60-P DFEE (L. 60~70% &KL &N R
mChoIE,.

SHE C60-P DARB LU

1-1 (CBITRREEFRT Dz, 1BEFEEG
(&, FRMEE LTI FILERESR UTZE. C60-P
EERT BT EICLD. FEMOBDTLRNE
R C60-P EARTERTEARBH LR, 2
CTHIN-TTE. aROBREERS KUR
Iy TR UEKR. SfER C60-P
AT AT ENTER T EHERLE(E37).,
&R L7z C60-P @ FT-IR LT 'HNMR X%
MLEE. ZNENE 38 $LUE 39 ITRUSE.



I S5—L > B8 EONER{CEETMm
DPPH S hJVHZEMER

FRIFEY > TIVICH1F 2B DPPH S ZH)LEEE
RAEEEHTELITRUE. #BENC. TOoU>
B, 30STHIVEEANEL. 7UBOSS
HIVEEDIMBENEWSEBEIE. FK 24, 25 F
FBICEMUM ESR OBIEER UL TL .
IKEE TS —L (&, Ceo(OH)12~Ceo(OH)4q =
T. KEERORLRZFEATHNT Y A%
TOTEM. Ceo(OH) 12 BUAME. DPPH - SHEZR(C
BEMEFEENRDOSNT, IC BRI LT
TERMo T,

ZBRTEY > TILD ICso & FDIBIEER 40 (TR
U7z, Pristine C60 (&, /KFJEMSEENEN=H.,
DPPH STHILZHEET BT EEFTERND. T3
— L BEYR(CHB LT, DPPH ST HJLEEEM
FEROONIEEVWDIERE. DPPH STHILIBEE
(CHUTE BREEDFESICLIBDEEZSN
%o JOUBIEREK(ICHWTIE, DPPH S<H
JUBERERANRD SN S BILREBD
OHR Iz /—ILEDOHDEE TR,
DPPH ST HILICKEREHMELTVWD EEZ BN
Z. OV BFEARBTHEUEER. LR
> B4 & DPPH S 2 H)LEEEEORM (CHEEENER
HENIRNT ENS. DILREBOE SR ER
REFEUTWSEIEEMEN G S,

O ShIViEEER

FZHFEH > TIVCHBIFD 0,5 HIVEEIER
HEEEHTER 1 ITRUE. O STHILICHTS
SHEMEA(E. Ceo(OH)24 BLU TR IILEEEN
BEBHENTUE. #BEMIIC, OV BEEEARK
DEKBIEIS—L>DEDH. 07 5ZHILD
SHEFERANSMERNRO SN, KEREDER
PDIRWNES D, O ST HIVEEEENSH D
f=. 0OV BEERERICHVTIE. EHE C60-P
DFEEMAEBELS. RWTTOUE () >
C60-P> (10), (9), (11)>(9), (8), (7)T&HO,
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IS COEME DR (CBRTERAER T (RS s nah
D7z,

O,y S HIVEE/ER O &, Xanthine
/Xanthine oxidase RIGICKDEMRETND 075
THILE WST-1 BRISELTERT D WST-1
Formazan (\RAIRIX 450nm) ZEIEIT D &
CKDFHMBELZ. CORERE. BERIGTHD
& IS UBEARBRRYT SIEHICERL
TW3 DMSO MIsEMECRB &, F£eDS
— L BB 450nm DR (CHIRIND S D ED
EBEHNS. T—FOBIRECHEND D EBhNn
Jzo BOIES. FIZ(CER UTZFERIE. ESR %
AWM GRS 2 & & Uiz, '

ESR [CLD OH S hILiMEER

Thk 24 FEICEMULHERESGDET, BR
ZEELEHTER 2 (CRUE. &HEE C60-P @ OH
STHIVEEERE. ERETEMRLIZ C60-P
DIEECLEARD & PREVERDSMESNIZ, &
DA UT, EBRETERULEMHRICER
N3 E. OH STHILEEFERZBLTH
SHRRENEZR SN,

ESR [C&D LOO ST HILiEEER

FEIS—L BRSSO BRYEC
BITFBBERILAFIILSZHILERTIHEE
VERZRIEL. ICso ZEH UNTBRZHR EHTER
3CRUIZ, EBMIBMECRALTE. TSR
LS OEEMTIE, LOO - SHEERIEERD BN
&M oz, 5-aminosalicylic acid (5-ASA).
N-acetylcysteine (NAC). Ascorbic acid (AsA)
DIHE. LOO - HEERZERIIRVZIT TR,
Blank KbhEEWSIJFILE ENz. FC,
NAC Dig& (. - OH (CELULES I FILoEHIR

FBEHBNTZ. AsA BEIER(C Blank KDHEFELE
DFILOHIRICMZ T, AsA SSZHILEBONS
SOFILMEHENTE. B EMETS DRNYS
Blank KbhEBEWS I FILHRE ESNIZEBACD
WTEARHATH S,



JOU > BIERELK . Aldrich fHEOFEREAK
B TAMRULE C60-P (Lot.130711-2) d ICso
ZHBUEER. ABETERUEFERD ICs
F 1/2 BETHD. NIz LOO - BEEAZE
TR ENEASHIRDTE. BRI, ahlL
J=&kSIC. Aldrich #t8 C60-P DIBE. AKHIL
RUBBCEHREUTCWBETOBEREED—PHN, XA
FILIAFIMELTWB e EBhng. JOU
SEI(1)& C60-P ZEEE T B &, C60-P D ICso
(&, (1)D 1/3 BETH>lz. CORRIE. ERE
BEOHILREEN LOO - EER(CRHER RIF I A
M REL TS,

KEEKTIS—L>: AAKRTERLE

Ce0(OH)24 D IC50=304.3 uM THo=DICH UL
T. MTR & D Ceo(OH) 24 [F. <BEEERE
RS DfE. MTR B DKEIE TS —L > (&,
AAFRTHRALTVWIERELS(FERD, HBiER
[CHHED Na NEENTVB EFEESN, 05
—L > OBEBENMREESNTULRVLDONE L
U2, SER 24 €. - OH SEEERENE L
EEMNS (L, KEEEEE - OH HEERICHEREE
FRHSNRMD AN LOO - (CBWTIE, KEE
BEDDIRNADMEN ICso (L7 B, BB, /KEEE
HIRNEE LOO SHEERNAB L MEENZRH S
niz (M41), COFERMNS. LOO - DEEIER
&, IS~ BIBOAGRENTETIEER
s5nrz.
- OH SHE/ER vs LOO - SHE/ER « SBIERR
(CHIFD - OH HEERB KLU LOO - EEIEA%E
R4 ITRUE, BEMIC, - OH BEERICHKEARS
&, LOO - (L9 BEEMERHMRLVVERIICS B 2
ERBABMNMIRDZ. BTH. IOV BIEREAK
ACREAL T, hDFBERELEART, BSTH
VT U T R REBMEERZ R Uz,

2EMEICKB[CICcoAMBEDIR
VEEEN S| EHE=DAMEICLB[MCIC

BRGEORAZITOEER, INRBLVNE L
BIEVNEDD, 2AKICED. KPHES LU
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[MCICeo DERRICRINUTE (MEigEN SEHaEN
JZUREE 1 6.5%107°%. IR : 33ng). UNEHED
SEREREUTEH. UToEBRAEZ SN,
- Truxene NS{EEY) 2 ZEHRT DIBIEICHLY
T, Rt R+ofzed,. TJO0€FTFL>D
MINEDDRNE DD ERK
-{bEY) 2 DR BIREEE
- BIERYDFTE(C KD Coo SRRDIAE
Doz ENns, BEREAERE(CIEZME L
SEB3ZHICE. RIGERGZREICL. SHREUE
D - BRGEZIRF T IHNENS D,

BRARBOKEBEEE I SKEIE C60 IJ5—L
> OB IEFE

KIRF T(E. KEBEHROERS 4 BOKEBL
C60 75 —L > (Cep(OH)12. Ceo(OH)24 -
Ceo(OH)36. Ceo(OH)aa) ZFHLN. FIBE(LSEE « 1
MIEFE R B Uz, £9'. ZEKEE C60
IJS—L>WEICRET 3ERNBRETUNE L
Jz. C60 D5 —L > DEmINR 1 AT 0.7
nm CTH3H, BEPTEHHREL. HEFE M EE
DRERERT D ENMENT D, BIKEE
{t C60 JS5—L 2 BKEZ(IIBERICERET D
& Ceo(OH)12. Ceo(OH)24 (&, BEEBRNRH S
N BRLCEDIBWLUTWVRWS EMNES M ERD
J2o —HAT. Ceo(OH)3g. Ceo(OH)aq (&, BB
BTEREREIRHBNT . Ce(OH)in.
Ceo(OH)24 ELEE U THBIENBVEEZ SN,
Z T BRNERELE(C K DD BIER ORI TFESD
MEFAUIZE B, Coo(OH)1n (K 42a)
Ceo(OH)24 (X 42b) (FEE nm fHEIC 2 RAIF
BOE—UNBRIN., 1 RUFREIYTF Y9
AXTHZDED0., BEPTEFYTZoO>H1
XEULTHERETDZENHBALE, —5T.
Ceo(OH)3s (E142c) . Ceo(OH)4s (B 42d) (F1
nm {HiRC 2 RAIFROE—ODBRRIN, KEg
EHOBMCHL., 2 RNFEINVINE <IRBLEM
NRHBNT.
E MEE LMk (Caco-2 ffg) %

;ﬂ(:\



