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4 —t *
Z [ AN
%K/E =]

NASU Yoshikazu

BB DIRHEFERE AL TH D iHE (57T L) RiFoRE (ah+ L) 2 AFL TR

FHE AR UT-, DBELUT-AERE L. Lactobacillus J& & Pediococcus JB\ZJE L., Lactobacill
us BIXZFIEICB LA, 08 L - EREILBRE OMRENERF MO —BR T Escherichia coli
FIKT APIEMEICOWTHET L7 2 A, HEMEEZ R T L EX DN AEKOBIGN TE T2,

1 1XC®IZ

HEEDORA~DLE, RL~OFEE D LIEHEER
5., BROARYEN, mHEEMN~O=—ZANEHE > T
5,

WV H—TlE, 2085 A HS L tEEED
BRI & B DARHE A BN %18 2> L 7o Hd R
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WCEEWEAO =07 FOoNELHREL, Fr AD
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TERLEEEE & FRIC LT SR EHED ©. Wb D BfiE
(B TL) Thb, HPLEFETETONTE
720, KREMIEGRO R GRS 40 R0 L THAE
HEE X, IREIN TV,

fiftfig % X <EILL TV A ANIE, £k Z L LIS,
FERGVER OB 7 [0, ERUARY 72 & SO R S O R
BMREARH D0, BOFLRHIEER TH Y 20356 2
NETHREBRBRHE D Ab-670,

—J7., RMBEEMERICEENTDLIE, BAAOR
AR, R, BOCRAATRIC X 2 0% ol o8
RIS L0 BERORE PRAPT . ifude 2 R P 78 0 e
FIZHDHZE LD, BEHOEMEBEN S ORREEHER
TR L7 REE O BFZEBR R TV NIER TH D,

I T, AR TIE, BEOEMALTHD
it 45 2 FPUL S RS 0 S R RER S OIER L O
Z IO EICHABEEOMEMEIRO T, IE %
1To7=,

Ioid, BERGSSHELIEMEmIZED LS
PRRERENEN B D DDMRIRT B 7o DA bk OFSREME TN
BUCHAWS 72T, Atk AEWETER L-fi- et
BRI A~BA D L O TH Y | (IR
NS FHEAN R G L CH LWEEZAILT 57200
HsE R DA EIR & 725,
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2 FEERITIE
2.1 FEEEE TS OB O Sy
1) HERAZEEE AL
fiftts (L) 25 BURE, AR (REfiE) 5 308k
fisoRdE GEB) 2 3k ~AoRdE (ki) 1
OB, fHEERLE ICEOAA B O (Tl 2 BB
JpREEAF LT,

2) WA Dy
OFLEEHE D 5y > ©

AHEEER) bg AU E A 0. % EHK 45ml LIRA
L%, 10 (5B 0HRRSNE 108 E TER L T, MR
S Beids X OY GYP HHEEESHIIC 0. 1~0. 2ml RN L 7=,
BE&IX, 35 CTam=—2HBTLIETITo7, 225,
IEEE L B2 bd o =—F, I —EICREA L
TR NS T DD YT — = O CHIE L7
(Lit%, SLEEE & OE LEET) o

SyBERs o> MRS KiHlE, Lactobacilli MRS (DIFCO)
IR 2 (FOEMEET ) % 0.2%RML CTHW
7=, GYP AMitEHIE, ZBEK 1L H729 . 77 va-% 10g,
BERETFA 10g, A 77 b Bg, FAPIT¥A 2g, CH,CO0Na + 3H,0
2g, salts solution bml (MgSo4 + TH,0 4g, MnSO, « 4H,0
0. 2g, FeSO, * TH,0 0. 2g,NaCl 0.2g /100ml). Y4~ 80 s
olution 10ml (Y4¥ 80 5g /100ml) & FH\ 7=,

B, FOTHERG I, &K 1.5%, CaCo, 0.4%, NaCl
1.0~2. 0%, FIIRMEREY 1.0% ZiRA L, pH6.0 (7
LT, T, LEIDL U TY AN B LTV eTh
V4% 10ppm TEHI L 7=,

—J7. SRR 10 REAIRIEIR A2 B L C b AL
tEZoNDae=—RNHE Lo i BHz o
Thk, &REEEHC 30°C. 3 A~ 5 AREOEFRE
TAATVERRTHZ R L COBEEUS L7z,

@FLIRE LS DM B O 53 e



KK IL H7-0 . 777 v 10g, ) va-x 10g, FERkT¥A
10g, & J~" 77 bV 5g,NaCl 15g, CaCO, 4g, FEK 15g
THHEE L - RO TR L= BRSO 30k &
BHL 25°CTHi#%E L C CaCO, D7 V7 — — LISt
OHBE L7-ae=—%2F LT,

OFERE B O Sy
FREKIL H7=0 . 777 v 10g, 7 va=2 10g, BERkr¥a
10g, K A" 77 b/ 5g,NaCl 15g, K 15g, Jrih7zza—) 2
Sppm, AMN7° MAYY 265ppm THA¥E U 72 RIZHICOTH
LT PRI ORI 2 BEE L 26°CTHE LT HHE
an=—%HR L7,

3) A O MRy B

2) THE Lilzaw=—i, BB oREss
BLOEREHCRREICHEMES ., s sx 7~10 A5
JERR Y K LAt R L7z,

2.2 LYBEILEEE O 16SrRNA O H ILFER S|

PCR {2 X% 16S rRNA O#ElEIL, i@ D2 =—
DO—Em L, 77 A ~— (10F:5" -GTTTGATCCTG
GCTCA, 800R:TACCAGGGTATCTAATCC-3" ) % HIVZTHHY
HEI (165 rRNA SR, HIESHRE =49 800bp) Z HIE
L72, PCR &, PCR EEMORHIZX, RIGHKZ T H v —
AFVESKVKENCHE L, H SIS O R 2 iR Lz,
WREH O IZ, DNA A — b —F7 P —IC T
TSN DO FEHILY 21TV, 10F 7T A ~—THHEY
Bonter—4F%, 57— ~—2Z (MicroSeqlD:ABI
) EREL. —BFE (%) OmnEfEY A RNT Yy
7L,

2.3 SyBEFLRRE OHURE MR
1) HERREK

SBEFLERTE 178 #R, MIEHER L OBERIAE 51 kA
AWz, PTERBRORERIL, A Escherichia coli

(NBRC3972) . B:Staphylococcus aureus
(NBRC12732) . C: PRacillus subtilis (NBRC13719)
AW,

2) BRIk

M L 72 S BRI, IR & B 2 DTk
IL MRS B5HC, AMEARE, BERIAJEIL YPD K5t (BEREz3A
0.5% ~ 7" b/ 0.5, va=x 1.0%) TEEZITV, FLER
LOBWRIT, YPD E5 M (BERETER 0.2%,~° 7 b/ 0.1, 77 W
a-% 0.5%) T, 30°CT 20 BffiR b V58 21T o7, T
X S E R EL % 10° cells/ml order MYAHR 0. 2ml
% YPD FEREGHL RICHBEE L, BB L7z 6mm O FE O
—R—=T 4 AT DR A B LT A 20
ul BB Z 4, BEEH Lo, 2B, BRI
30°CT 24 BRI TV, =03 —F ¢ 27 b DFALIE
M OEE#EZ © > CHUEMSEZ 3 L7z,
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fiftE-CHE O PESE 35 B E AT L CILBRES D5y
BEAATO, FERER LR L, WBE OSBRI
TIiX. MRS B O GYP [HEEs A W 7=23, 4 A
DOLBETIE. IR HOEMICRES LR 2 %
WINT 52 LI2L 02 OFHEOABE EE 2 6ND
EHROBENFEET, ZhboziRlene el an
=—PHBLLZ2WEREB b H o7z, L., 10 3EHZ
BWTIE, SEIOE#Z AW FRIEIC X 55515
TIHEBE TEATHEEIV VDL, EREREE LT
D2 & B O BELIREE S - 72,

B L VHAME EE 2 O EICAT T 54
Hit, mbE0-o7-b DT, 1.5X10%fu/g T 10%rd
er cfu /g 23 1 3Bk, 107 order cfu /g 23 2 3k, 10
6 order cfu /g 2% 3 &b, 10°~10% order cfu /g 2®
11 3Bk, 10" order cfu /g LATF2Y 12 3BT, 6 3K
BV DR TE R0 oo, Thuvbix, g
FREENELENIEE L THD 0L THET S,

LB OSHETIE, — 3Bk DERAH A B H A3
B an = —ER UM BT o 72,

O, MEEITCBREE S B 2 b5 EESIT
F1OELERY T, AMBEEBSZONDIEIMEMEICH D
Z e, AEOGEEITETIEE L OHBLUZ o T,

3.2 Sy BEFLEREE O 16SrRNA D ELELFI )~ & O B[R] E

fiftfig 11 3B OB L 7o AR & & 2 b V7o Rk
11 BEERIZDWT 16SrRNA O EEFH 0 & T — X < —
ATHRRE LT, TDOWE., Lactobacillus plantarum,
Lactobacillus paracasel tolerans. Lactobacillus
pentosus, Lactobacillus buchneri, Lactobacillus
brevis, Pediococcus damnosus “FH3t > b UEFEHE
27z > T,

3. 3 Sy BEFLERTE DO BB MR

AR FREE RS DB L 7= LEAEE 178 BE. MBS
BLOBERFEME 51 thE O CTHEMERBR AT 72,
FERAR 2 1R Ln, MEHE, BEREEEE 45 BRIE, R
BRI SRR 3 ISRV T 45 ERE L HIRIEFIER S
nznoil, FLEA B CliX. Escherichia coli
(NBRC3972) {Z %t L T . 41.4%.
aureus  (NBRC12732) 2%t L CTlI%. 46.4%. Bacillus
subtilis (NBRC13719) {25k L Tid, 28.4% CRHLIL M
FRSERE HAVERRIC Ko THIE NTE VR R S 7z,
FDHR2WAZ Y == 7 3IRAY V== T a3k
Jiti UC. Escherichia coli(NBRC3972) 154 AHLEE 77
DFRN 9 KR, Staphylococcus aureus (NBRC12732)
WX A8 E 1O 5 ¥k, Bacillus subtilis
(NBRC13719) (29" 2B /1 D5R\ 5 Bk Z @bk & L
Too BHBROZBERIL 9 I DOMHIEEN L TH Y | 2

Staphylococcus



R1 ABREZOSMER

EEEE 5 B R LBEN LEE WEE BREE BEEE  H B B ARER LEE WEE ERAE
(cfu/g) (cfu/g)

N— 1 ffifs (k&) - 0 1 2 N—19 #ifiEZAkntk 1.0x10° 10 '

N— 2 fftis (FIR&) 3.0x107 9 2 4 N—20 #ifig (FER&E)  1.5x10° 10 2

N— 3 fiftis (k&) 4.0x10* 5 10 N—21 ffiflg (REE) <1.0x10’ 2t

N— 4 & (FRSR) 1.5x10° 19 4 N—22 #is (HERS) - 0

N— 5 &t (HRSR) 1.5x10% 30 3 N—23 #ifs (REHE) - 0

N— 6 ffifis (fER&) <1.0x10' 2 4 N—24 ffifls (REEB) - 2*

N— 7 nfis (FBRS) 2.4x10° 5 N—25 ffifis (RER) 2.6x10* 2

N— 8 £itfig (flks) - 0 1 N—26 ffifis (fikd) 3.8x10° 5

N— 9 fiifls (RS 6.0x10° 13 5 N—27 #ifs (FBR&)  4.8x10° 2 1

N—10 fftls (FIR&) 50x10° 7 4 N—28 #ifisEA%OKE 1.5x10° 3 1

N—11 fiflf (FRS) 8.0x10" 28 N—29 fifiis (FER&) - 0 1

N—12 fifs (HRS) - 3" 2 N—30 fitls (BRS)  2.0x10" 4

N—13 £t (Flksm) - ] 0 N—3 1 fififig (k) 2.0%x10° 6

N—14 £ifs (fk&E  <1.0x10 1 N—32 fififig (k) - 5 x

N—15 fitfii (k&) 1.5x10° 7 N—233 fiifis (FR&) - 2*

N—16 #ifif (RS <1.0x10' 10* 1 N—34 ffifs (FRM) - 1*

N—17 #iflg (REZ) <1.0x10' 8" N—35 fififigs (k) - 1" 2

N—18 #fifie (flR&)  <1.0x10' 8" 210 45 6

* ETRERN TR

®2 NHIBREFONEMSARER

BRIEM  Escherichia coli

Staphylococcus aureus

Bacillus subtilis

(NBRC3972) (NBRC12732) (NBRC13719)
(mm) (%) (%) (%)
0 136 58.6 124 534 166 71.6
~0.5 23 9.9 22 95 33 142
~1.0 12 52 10 43 12 5.2
~2.0 47 203 33 142 18 7.8
~3.0 14 6.0 27 116 3 1.3
~4.0 16 6.9
Hi 232 100 232 100 232 100
&k 17 7.3 15 6.5 13 5.6
NHIEABIIEOKRSB LAY MAVEIZONTH
TBA5TETH D, P
2235 SUHER

4 £L0

WRPE LA EE R O M RECAE O FVESE 35
FLTAMESEONHEZTo T2,

LR O BETIT, BE OILEL TR e I i
BLORATIFZAEZWINT 2 2 & THBERES -
7

5 BE L 72 R X . Lactobacillus J& &
Pediococcus JEI\ZJE L. Lactobacillus JEIZZFELEIC
BXAT,

DEEL- S EARE OKBEMEFEMO & T

Escherichia

EXETON

Staphylococcus
Bacillus subtilis \ZX DHPIEMEIC OV TRRE L7
LA, FIEME TR TEROTUSN TE T,

coli . aureus .
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FEHETNTERIMET 2 ZLIIMETH L,
NORIRE b B AR S 72 T AUEBAE O SCH % #E
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NIEEMFEE LT 7201213 2 b o #ERBIAR o [ 8
ERRRT DN D D,

KEIKEIRD H b, AMPLRKART AL FEIZ TR F—
CAEZETEICHN LN TS, TR AF—& LT,
FERm - TH DA, B, B KT, N AR
72 E SRR TE IR 2 D O 22 WA R HER
PR X —~DORENTTON TN D, —FF, {LFET
ERBmE L THAM, RRTAOF]HHENRE & b
Fe EOIRBELAT AP IR O 7212, WAk
ORAN R END L9 heole, TORENRT T A
Fv I BRIVAETH S,

ARUFARBITHED NSO H LB ORBICLIVEDS
NWOHBIOERIND, ERGECIE, REL ST
T EERE T2 HEL LB —BRTH DT
JF RERTCEETHHERHY, TENIIZT 7T
REECERT A HERELN TS, 77 F REfk
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dv—fb, MEEICEDT I F RERK, LL-Z7F K
ORRL, 77 F ROBBRESICE AR Y HLBOEHK,
EVIHZEBEOTRAR TITh D, KU Ao
1 borf7ey o Z@BeRFESEEDZ, BEEOT T 2T
v 7 DR TIEFRAR L LD 1, 820kg/ton TH DN, A
WMEKORY 7 v Lo b Z@bRFEOPHEIT
1,891 kg/ton TH2B ?, bHAHA, FEMICHHS
A ZBILRFLBEITNLIERY L on
5,091kg/ton (Zxf L CTA U FLELA 3,650 kg/ton &R
U LD )7 03 Z IR FE DPEHEN Db DD ED
ZEFRLTRENE TS 2\, RV s TR
DEPETH Y | BUERFO TR ALF —NRENT LR
TEMERFBEOHEHIC OB R o TV D, FDTw, il
TRIZBIT 23X —0HlR, T72bbh bk
PR OHRAS PLLA % X 0 BRETICHE LIkt E 975
T2OITRD LTV B,

RUABORGEE L C TEA/HELRE#EEAET
X, TR —OHEAYIFCE D, ZhET, R
LB AEEEHRST O HEE LT, BfHEAZFIAL
T ITIER Moon HIZKWHESHTWD Y, o 0H
BT, 77T NEERZEOE S TEOR U ABROE
BRICERFI L CWD Y, 77 F RIEIZHARTEEOARE
EHWDZEDBRY v —FUTHBEA L < FEFEL TV
%o AU HEEHPICETT DML, BRI D ~—
O fREE S ERTAREEADH D . BE LRV, £
D=, RV~ —ORRBRMLEICRD EEZBND,
AR, ARG R~ A 7 aIc k01T & Lo RR
BELABND X DTk odz, BH OMESEM:TIL,
t— = LI DBBENICLY KIS E NS 5
N, BE—F LR KIS E NS D7 DI12id, Kk
LHREMAT EHENH Y L DT FLF—Z T
Do —H. ¥A 7w TIE, RIGRIIMET D MEEH
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IZRE R EE RS T2 RICEB VT H <A 7 B BRI
L RIGRHET 2 ERRE IR TWD Y,
INETIEH, v 7 vEEZAWVTH Y ALBEOARKR
ERBIBNIN L DR E I TND D, ERkDFFE
L EERICZBOMBEE Wb o< 9 D, L-AEkE H
WRE LR ¥, B YU HEEOEmIEIC I, T
M=y NORXRFMMENRKE SHEL, ®UVMEAR
OoND, TDH, D, L-HEEE RV HE AR
7R Y RIS S R,

AWFFETIE, L-ILBOEAMBEEEASICO N T A
I iR X 0 iTo 70, TR, v~ 7 aE
WD Z LIk, BEOMBFIEICHSRTES TRED
RUALBNEOLND Z NG hotz, T2, KUGHERF
DIREER T & DB HONWTHERL, v/ 7 1
WA X D RIS DOFEZ SN TR =D TG T 2,

2 XE&

2.1 #Aph
FLBEKIBRE~A 7 ik 0 MBS 5 &, Eiko
TeOBE ONMBAL LB NI CH D, ZD7d, Tk
EEEMBCL DAY I<—L LT L@EEMmEAL <
A7 aEMB O L Z1T > 72, 90 % I (Purac
Japan) Z W O FIEIWZ LD A Y T~ — (0LLA;
Mw=1480) & L7-%,

22 ARk

HFAF 2—7 (10 mm o.d.)IZ OLLA % 5.0 g A#L,
¥ A EZER I8 LT-, Discover® microwave
synthesis system (CEM Co.) Z M\ T 2.45 GHz DO~
A7 alzd TR Lz, EESIEEES RO
N IRXT v I AE =T —EROEBFICI T
EHRE L, £, A=t — b 2P, HEE
fHEOBA Db EMEZER A L, REEA RO
FAMBEE P —IC XV BIL, v A 7 =D
L OHHH L7z, BOSKETH, Y7 A% 10ml O .
ARV AIZERFRE L, 100 ml DX Z ) — ) VITTE X TR
SE, JERE, WiEo%, =|iR, BE T2 B MEgEE
1To77,

B D72 BEMEA L L TAA VSR K DI
IRV FERDEREIT o7z,

2.3 HE

231 HfERE

AU O TRIF, Y —8 HLC-8220GPC 124V
1To72 517 L%, TSKgelSuperHZ2000 (HERRIEA 4y
FE:1X10Y) | TSKgelSuperHZ4000 (HERRFR A4 T &
AX10°) | H— FH T AEEINER L THWE,
T KIRE, WHER., WREIXERLEN, 40 C,
CHCl,, 0.35 ml/min & L7z, fE¥EDKRY 2F L %K
L LCHTBOKRIEEZIT- T2,

232, o=y NOJEEMERE

RUVHABTOHLB2=y h® D KOFEZ, RUH
a2 KR L TR BT HLEE D D KOEIE 1 HRD
oo VU NDNIKSRIT 2 N NaOH 12X D, S|IET
12 BT o725, 1 N S0, \2k v hfnlr-, 3LE
DD EOEAEIT, 2564 nm D W BB EM -
HPLC (LC-20A, Shimadzu Corp.) (2. Y& E| T &
MCI gel CRS10W (Mitsubishi Chemical Corp.) % Fu»
THGE LTz, 7 KR, BWEER., X, 2hzh
35° C, 1 mM CuSO,, 0.5 ml/min & L7z,

2.3.3. NMR llE

FOSREMT DT 7 F R, kO AV T 7F Ra'l-
NMRANRT "VDRAF o E—T KX, AF o7k
YETH TNV H-NRIIZED A F O E—27 12
F 0 8L L 7= (ARX-500, Bruker Co.), ZhZhD7
SHNVTT MILLTDO®Y Thd, 6 =5.14-5.25
(chain middle methine) . 0 =5.01-5.10
(lactide methine) . J = 4.33-4.39 (chain
terminal methine) . 6 =1.72 (meso—
lactide) . 0 =1.65 (1,1.-/p,p-lactide)

3 HFEREERE

Figure 1 1225 mmHg., 6 [, OLLAZ SIS & 7=
LED, FUNBEIZ L0 TROEAE R LIz, 100
CTHH180 COHWHIZBNT, <4 7 nElRE T, @
WAL I, WENLEND L LIy TREROBMN
Ront, £, TXTORERGMICBVT, @i
BT~ A 7 mE R 21T o T 3@y T EOR
U ~—mEsht,

Kz~ 7 vglic LoFBEHRANRKE s n

0 . 0
-0 oH t HO o= 0 o+ HO
. Y,
0 0

Scheme 1 Polycondensation of OLLA
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120 160 200
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Fig.1 The reaction temperature dependence of
weight of PLLA polymerized under

microwave irradiation (open circle) and
conventional heating (closed circle).
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Fig.2 The reaction time dependence of molecular

weight of PLLA polymerized under microwave

irradiation (open circle) and under conventional heating

(closed circle).

s

1 1 i 1 1

0

D-lactate ratio to total lactate (%)

0 2 4 6 8101214

Time (h)

Fig.3 The reaction time dependence of D-lactate
ratio to total lactate in the PLLA polymerized under
microwave irradiation (open circle) and under

conventional heating (closed circle)

KTV, MRS VW AE U KT~ A 7 niRREHC
LORNOEZHIRETE D, KPPEIIBRESL
FUiEScheme 1 O R A ~EBEN T 2720, a5
RrIArbhitE2 b5,

F7-. Figure 22180 °C. 25 mmHg COLLAZ St &4
L&D, FOGRRIZ L A0 TEOEE R LTz, @
FWOMBUZLE T~ A 7 a G L BAE# L
Fr, Flz, BRETIHTEL~A 7 0B FoOE M
EWZ ENSoT, L, <A 27 ol TT12
BERRG SE-H 7 Uid, B Th W EARRLLN
7.

Figure 3IZHLEE= = > b O EHIE DORFM AL 2R
Uiz, ~A 7 ST ok, BREEEROREE & b
WWELLHB=y FOTEIERERI s TWAHZ L
NyInote, Zhikn, RUHBOSFEITE< o
QAR NLAY: 7 IS A i A 1l N /|- N i
N5tz

WIS IR R OREZ TR D=

\_.\

180 C. 25

-390-
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Chainmiddle |- Z'fk )
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Fig4 H-NMR spectra of reaction mixtures; (a) under
microwave irradiation and (b) conventional heating.

R

L L-lactide

D,D-lactide

Fig.5 Methine proton decoupled 'H-NMR spectra of
reaction mixtures; (a) under microwave irradiation and
(b) conventional heating.

mmHg T~ 1 7 2 RS T R ONEE B L Ve BRI
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Bk F OBl LTHONT WD, THETONET, MET T A~ BERIEIC L 0 ER L
TS F—7 RGN HE ERERIE TER L7288 L T, 2B b bIEIMRERTH
DIRROEEREBRCTHDLEVIBFREERFOZ LB N> TND, KIFETIE, HETS T A~
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FER, 2~3Wt%RREED T L I FHINE, 1~5 /5 FRE ORFFREH CRERS L 72 8881c, Bh /o 8E

P2 FFOBERE RO D Z L oyinoTe,

1 ([FL®HIZ

TNI=ubsE R—7L7-i{bd#sn (AZO :
Aluminum-doped Zinc Oxide) 1%, s @Rk i
ATE % n MAEEHEME L LTHOR TS, P
AZO [IEEBEBRLEETY Xy VR L2 HHAELHR
MEE LCEHAENTH2 0D, BEVMEERETHD Z
ENBVELAWMEIE LTORT Uy LEKTEED
FKE 2o TS, RIZ AZO DEVRERD I &K
TEAUTEVEMERZRENICH ETx 5 (BMzEED
I e D L EVEMREIT 2 %) 2. AZO BEREIK
OBRER RIS 5 2 L1IEFICEETH D, L
LSBT, BMREROMRE & 5| S M AZEFT O RV E
BERMNMETT 572 L, AZO OBMERO % (&I
LIRS TRV, D) AZO TiEmEER
CEBVRE R E WD Z LS, HERAERE
o TWN5D,

AW T E T, FESER (PLS : Pressure-
less Sintering) 5. k&~ 7 A~ BEsES (SPS :
Spark Plasma Sintering) V. ~ A 7 ¥ B f5Y
(MWS : Microwave Sintering) £ ® % BERE 71T
AZO BERERZAER L, BEASZEE0/ L, HERED
AT CE72,%" ZORE R SPS TR LT
AZO BEfbtR (SPS-AZO BEfE(K) TiX. EW&RILE
(=REE=KMEEE) CTHYRPLEEEREH
TolEWLMIcLE.® Ak PLS IETIERILE
AZO BEfETR (PLS-AZO BEfEIR) Tlk, I h ksl
RO Lo THEBRIIRZMITET T2 Z &850
not,® Ll ZhE T SPS DT, %8
H D SPS EDRERERT A —H D ENNRHEIC BT
D00, HHETIE R0 oTo, TZTEARMTIE, b5
SPS HEDBERE T A—F Db EE L b
L2 [y-AlOs WM&, THERSIREE ), THEREWERT) o

i
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FoXT A—=HIZOWNWT, SPS-AZO EfEADEER L
RALEA~OREZFAN L, BVEEHM B E L THER
[ZIE (=REVRER) L HEEBRNBNL] 35
AZO BEFEIROAFRIGMEIZ DV TR L 72,
2 ERAE

2.1 B R O /ERY

HZEERE LT, H 60 LK 100°C THo3 I i
SH7 ZnO WK (NI AL T v 7 1R) B & UW-AlLOs
MR (EALEER) &AWz, SR %Zy-ALOs 2N ek
KERIC LT 1, 2, 3, 5Wwt% (Zn1,AO RFLTE
ENHK x=0.015, 0.03, 0.045, 0.075) 2725 L9
IR L2tk =% ) — A TR —L I VRE
1o, BoNFEAT ) —% = R L —Z—|2kD
R L7, R THRRAL. SR 100um D550 E
WMol ROBREFERE Lz,

2.2 SPS Befk ko /ER

SPS-AZO B K DIERLZ IR ¢ 20mm O F1—7R
VEAL AR LT, 21 TER LR R E & 1
ANCFTHT DB, JRER & & A A0/ F R
EHREAL L TR TICAE L2k olc, AR LR
BHYRORNC S T 7 74 b y— hEBGALTE, 2O
¥4 A% SPS ¥ (Dr. Sinter® Model SPS-1030 : {E
KAORIER) Ik y bL, £ 1 ITRTEERK T
A— B THERERAT > T2, BRI — R 24 2%
T OSIRFE R O WIRAE % V7=,

#®1: KFETO SPS ED /AT A —4

y-AlLO3 TN & 1,2, 3, 5wt%
BERE IR B 800~1150°C
G R 1, 5, 20min
SR 50°C/min
JNES) 30MPa

KK H A Ar




2.3 SPS BEfEROFHM

ERL LU 7= AZO BERSROEEE X, Befsiizm 2 ¥
VRN R THH - BFEE L2t TVF AT AR
IS VRDI, RBHEAEE (%) 1355 2 B
ETHLAEZIC100 ZF T, 100 9K (%) & LT
FH U7, RILE (%) 1% 100 D OHEXEE (%) %
BUCTHRMB L, B EBH - IRl ()

PFELTVWDE0 AR L, ERREWVIZELILETHD
ZEERLTND, AZO BEREIRDOEEFHE B 1Xy-Al.03
W& L 8L L IXEEREBIZ L > TET 5D T,
VI L72y-Al, 03 84T A E R /L (ZnAl,Os) DIFIKIC
WE IS ERELT, ZnO (BFHEE 5.7g/cm?)

& ZnALO, (FEFRESEE 4.6g/lcm®) DM D E L=,
AHFFETIE, v-ALOz RN 1, 2, 3, 5wt%?D AZO
BEfE (RO BRI % . 5.68, 5.65, 5.63, 5.58g/cm® &
RFEb o7, HERT, FEEEREE T F—X—
SECHHE - RS L=, IWimdhEIc L v JE L,

# 2 B X312 SPS-AZO HEfE KIS L U PLS-AZO
Bk ik (PLS-AZO BERSIKOERLG 13 aT#Y &%
) OERIGE Y TN ERT,

% 2 : SPS-AZO it A DERIE/ EH o TILE

Befh | v-AlOs3 e fE IRe ,
. . , LR
sk | i | om0
Twt%
5mi S1-5
(1) min  ( )
1min  (S2-1)
2 e min (52-5)
min -
SPS (82) 20 I (82-20) 800~
= min - 1150°C
W1/
5mi S3-5
s3) min  ( )
5wt%
5mi S5-5
(s5) min  ( )

% 3 : PLS-AZO IRt A DERIEH LSV TILE

BEfG | y-AlOs3 B IRe .
; ; . BEAL IR
B | wne | (FoTas) b
ohr  (P1-2)
1Wt°/o
120t (P1-12)
(P1)
24hr  (P1-24)
2hr  (P2-2)
2wt%
by |12 (P2-12)
oLs 24hr  (P2-24) | 1000~
ohr  (P3-2) 1400°C
W o (P312)
(P3) ' -
24hr  (P3-24)
2hr  (P5-2)
W (P512)
(P5) r -
24hr  (P5-24)
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3.1 y-ALO; RMEDEE

SPS ik, PLS {E& b2, BEERELZRIRICT D &
FXTBEEN @ (IRRALEE) BafsR (y-AlOs RN &
BB LD 2% DHEAIC OV TIRATRY 25H) 2
Bmont,

SPS-AZO ifkitk (y-AlO3 IRINE 1~5wit%. HEkG
IRE 800~1100°C, BEASHEM 5min) DORLE (x
fil) LEER (yah) OBMREN 1 IIRT., HbET
PLS-AZO BEFSIR (y-AlOs #INE 1~5wit%. BEFEIR
£ 800~1100°C, BEAGHFRT 5min) O&KALE (x fih)
CEER (y#h) o7 vy hEK 2T, RBHE
ORILT vy h~—2 (O, X72&) THKLZGE.
KALEBENE DIZERIRTHME LD TH D,

3000
©51-5
AS2-5
ra
N @ S3-5
- B X S5-5
£ 2000 T4
N
2/
ke o
g 1000 |
0
0 10 20 30 40

TELE %)

1:v-ALOs ZMEZFE X TEH L = SPS-AZO
RS ADRILE (x8) SEEER (y#)

3000
oP1-2 AP1-12 OP1-24
oP2-2 AP2-12 ©P2-24

_ °P3-2 AP3-12 mP3-24

£2000 I' | op5-2 aP5-12 mP5-24

N

L

ap 1000 |
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e
A
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[FLE (%)
2 y-ALOs RINEZEEZ THES L f= PLS-AZO
BIEADTILE (x8) LBEFE (y#h)

IHETOMEY ¢, KILE L BVEE RO BBIG
NESNTIHY, PLS ¥, SPS EOWTHOERS



ETH, RALER 10% CEMEERITH 25%D L, &
L 20% CTIXEVMRE R ITH 50%B 35 2 &35
Mo TS, ZOZLIFIKARTHET L2 LITd-
T AZO FERDOB L Z0OBRERE RS 5 Z LA
ARETHDZ EERLTND,

2R T & 912 PLS-AZO BefEik Tid, PLS iED
VERIZARICBAtR 22 < . RILEED 0% T OIS 22 ks
R CIHEEIREIL 1200S/em F2JE & @V EEREZ R T O
W LT, KRILERDTITHNT 5 & MERITAK
WK FULIEIE 0 EAeofz, ZOZ &1 PLS JETIIME
WHEZE2TH, 28 RV EE) LEEE
MWL LT FERSEROIER S FHEECH D Z L Z2R LT
W5,

—Ji. SPS-AZO Befttk (B4 1) TiX. y-AlOs iRN
HIZARA <, RALEREL S (SEMEEE) 125
W20t » THEEBRITD Z0IHAD L, ZALER 30%
PLRIZ2E T EDOEBEREFT DI LNNnoT,
IO EiE SPS EEBRATIL, PLS Ik TIXREET
b o T 2B 7 AZO BEREIR (L= 10~30%) 2%
BEEE NG TELIEERLTEY, ZAETHY
BRNSEYEREATDH AZO BRI ZERITE 5 2
L ZBfEIC LTz,

7-AlOz IRIMED Awt% & D72 W GE T, EERD
B fEAY 1200S/cm (RALE 0%) TH D DICH LT,
2wt% Ll D BERE AR CIE 2000S/em LLE (KHLER 5%
UUT) OEEREZROBREMEIEON, FFIZ 2 BX
O 3Wt%IZB W THORME LD b EWEERE R L
7o T LB, SPS-AZO BEFEIKICISIT D EED
y-AlLO3 IRIIEIT 2~3wt% ThH ¥ . 1wt% TIZIRINE
DR THY, sSwt% TIRAMEN AR TH DL Z &
DRI S NT, 7eds. ABFZETO SPS-AZO BEfSAD
Tl dE R 2500S/cm ThH 0, FEBERETE O Bl

(1200S/cm) @ 2 Ll EOMEBEBREFTH &Ry
Nol,

-
[

32 BERHEOEE

3.1 THELNTy-ALOs DEGEAIME D, y-Al03
INEZ 2Wt%ICEE LT, BERE R 0 528 4 341 L
72o B 312 SPS-AZO BEfEE (y-AlOs HINE: 2wt%.
BERSIREE 800~1150°C, HEARSIRER] 1~20min) D&AL
Fo(x @) LEER (yuh) OBRERT,

BEREERTAY 1min @ SPS-AZO BEfEIKITRILER D4
FHICBWT 5 BLO 20min OFEFEAR L Y & EFER
MEL 2572, F£72 5min & 20min TIXIEIEE CEE
RERLTE, ZOZ B, 1min O X 9 ICEEM O
BefE e ClE o 7 BERNHFIC W—J T, 5min
DL EOBEERRNIEBROM FIZFHS LRI &
HERY | A~5 SOMICEEERFHAFEET S
ZENTmBENTE,
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3 EEREEE X THESR L= SPS-AZO
BERDOTRILE (x&#) LETR (y#h)

4 FEOB

AHFFETIZ, SPS LD FBFNERE /ST A — X 2B 2
T AZO BERSRZIERIL, BERE T A—FREL LT
RALE EHBERICKITTHEICOW TR - it 21T
W, UM R E ST,

EEER LY AT SPS-AZO Bk IR 2 ERIT 51213,
y-AlLOs W& % 2~3wt%., KEREREZ 1~5 53
REZENS Moz, SHICEMEEZ 1100CLLE
W25 LIRIEHE (KILER 5%LLT) THY RN D,
HE )Y 2000S/cm LA AZO BERSRSMERITX 5,
FEBEERE AR A Z L T, PLS IETIIREEA
28 (RILE 10~30%) THO B35 —EDEE
RO AZO BERE R ERICTE D 2 & B h o,

HiEE

ABFFETASIAT BHE AR 2B IR LA (JST) o
kA 7 N— 3 VAMRE SREHE, TRk 20 FE
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AR — A 7 ) FERISAEAE & AT B O Z N ORI R & 157 LT B

NHARETH D, AR TIE, REHMEEATEITANY TREOERZ BEE LT, polyvinyl
alcohol-SiO, R AME—EERE A 7V v FIREAZ G L7c, HEEED 500, 1500, 3500 O PVA % ]
WTCHi A R B A SR SETBEAER U, ERLBEORE N A FBEIL PVA OEAENH
P BIZONT, £/ PVA EHENHEMNT AIZOoONTHED Lz, ZTOZ ENLARZTOME
HEHESEE LT, BET AN THOM FICIZKESED PVA 2EE A ST ENART

bHEEZLND,

1 #8

T ZY T BB A R T AN RS & NE AR
AW L, EAMERCAEMELE LTHV BTV D,
WIMELE U CAE# EL O KBEME SICHVWsRD
NYTEERG DN, TEOFEOLEEIIZL Y m—
T TRNZHIG LT R 2 R L A b ic b O EE
SINTVWD, —BIZHN BTV D RO AN
U T RRITEZERAFER ANy # Y v 7Bl IT L 0 1R
HWENTEY, HETRNERYORLTHDTID,
WAEIZOWTIERRER H 5 Y,

C OMBEAMRRT D — oD HEE LT, A —
ATV REEIZ X2 0 AN TIROERIN T 5
Do MEBEHPICHEMEERSEDH LT, AN
U7 AR L DD, LA S5 Z LA FEE
b, e, AEWEREPICEREESEL 2 L THE
W) & BRI N E N DR R o TRk 3 ERL AT
HEL 72D D, A —EHAA 7 ) v FIREERT 5 —
WRRIZERLEE L LTI A —FNERS D, S —4
JRIREELE 2 T v a kv R, 7oL a— LR, K,
ikl & 722l - TAH VIR ELREL, TAaFUR
DMK FE - BEREE R EE2RTEHRER Y NV —0 &IF
R DHFETH D, RICBTRETH D0, U
WCEIRCEDME CHNIZZOMEIRICERA ST D Z
EWRHHD, T, BWKEN L TORIETH S720%)
B T 5 2 b T&E B 1D,

ARUFZECIIAH - AR (B2 &) 2R
T, AR THEORWEOIFERZ AFEL LTEY
AREECIHBEANY THICENT-RY E= 1T L a—
A (PVA) Y% HmE UCRIR L, KRS LT

R TREHANR B v . —BRRER BHE Y
TR IR TR G ¥ —8 T 2 v 7 MEHRY
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Si0, IR L7z, PVA-SIO, REDMER LR L
PVA O&EFELEEGENBET AN THICEZ D
FBIZOWTHE L, ZORIZEBT DM EEGHEE %
BRI DHZEEBET S,

2 EER

21 RE a—FRAYVIVEROIEE

T hTx hFT T (TEOS : Si(OC,Hs),, E#1k
FLEMRE) | HNO, (FneffiZi T3EME) | H,0.
=% /— ) (BtOH, FIYEAiZETHME) . A v =
AT va—v (PVA, FOGHBE TR 2 Huviz,
PVA 137 LD 86~90 % CEAEEA 500, 1500,
3500 @ 3 FEHEMEA L (ZnE 1 PVAS00,
PVA1500, PVA3500 &K 35) .

TEOS WKIT B OFERER 20 g 7D L DI, £
JLE T TEOS : HNO; : H,O : BtOH=2: 0.1 : 9 : 10
(or14) &5 X HITHELE, 22T, BEEORY
BRI L -0, EtOH OE/LEA 10 & 14 ORE A
VERL LU 7=, FEE L7- BtOH &S24 EI L, —HIC
TEOS D&, & 5 —HIThlfE & H,0 ZIRA L. D%
5 D A RA L 5 K< #: Lz,

PVA /KIERIX PVA OEEILEN 1.5~10 wt% & 72
DX DICFREL, RIETHR RO PVA 28 B CHER
TERLIRDETHIHLE,

-0 TEOS ¥R 10 g \Z%f L C, PVA /K¥#R 10 ml
Z 1 ml $OWlML 3 BN LIEBRE A 2
— MY WVRIRE LT,

23 PVASIOH#—E#/N1 T v FIEEOMER
Bl A a—%— (I 748 1H-D3 &) %
AnwcTAvrya— MEZEVITo7, A a— A
VOVERHE 1 ml &, 5000 rpm THEEESETWHERE 8
em, EE 50 pm D PET 7 4 LA FLTa—T 4
v 7 Ui, PVA-SiO, itk — M A7 U » R (PS



| EtOH+TEOS || EtOH+H,0+HNO, |

|

“—5h i

“—3h $ii

| R a—rRYLBEH |
«— ZEva—+
|1, 70Cc %8
| PVA-SIO, N1 TUSEIE |

1 ARERJO—Fv—F.

fEL KT D) I da—T 17 Lz PET 7 4V L%k
70°C DHE MRS T—RFRIREF L CERL L 7=, IR D>
OEEE COTREEZ7a—F v — MILTH 11277,

2.4 HFE

JEDF I DL FIREE - o b= A2 ST 57201,
XPS #IE (ULVAC-PHIfHH : model5400) %177z,
Flo, BETANY THEZFMT 572012, BBET A
FiEHE (GTR 7 > 7 B# : GTR-10XATC) %1T7-
72

3 HBRBIUVEE

3.1 PSHE{EEMER & EtOH ENFE

£ LITERIL 7= PS BEICOW T PVA KIS RE &
PVA HHEAZE 2T L EOREFKREZRT, BRI
L 24MIREOMRE, A ROEREG CIRIZIEETO
JEAERAIHETH D . BRI L 72 PS BUIOOEINL S 72
<, B s TCHLOVENIRBH SN o T,
PVA3500 OKIFIEE FAWTZ5E1E 10 wt% CTERIZSR
ARE L e o7, ZHUE PVA ZKIRHEDREEE S & o 72
Z &, BXOEOH & DRAIZE D PVA M L7
ZEICERT S,

—f%IZ, EtOH XD HC TEOS D'EHEA & it
FOGEAT D 728, Z DOBRBEWFEIINK S fd %
BHEEDZEMTED, 2D, SR BIEE 7
% EtOH ZE/VHT 10 BLW 14 OV LI & /ERL
L. B/ 10 BEIW 14 TOREBEIToTZ, T Ok
B BRBEPEIZ DWW TR & 2B WTBIl S e o 7o
BN, A a— MY NVERROBREE (—r A%RICHE
fELTWBHER) 12OV T, EtOH /LI 14 DR

BN T2, —J7. TEOS IWIEICKIT 25 PVA /K
IR ORI DOV TIL, Ak 7 AR E VW PVA
L7V a— VIZHERYETH 553, EtOH BV 14 OFRK
BHIRAFIZ PVA 3T H Lo W MBS L B 7z,
THE. T ALED 86~90 % & LERAE WEIS @
PVA ZHH L TWD 70T L a— L RIEEE~ORR
PEDME <. TEOS IR & IRA L 7 BRIC TR H L2 Bl 7=
DRI DB THD LS ND, T0H, 4lH
DYERIZECIE BtIOH D& H BI372 5 <L D7 i
WLTWDEEZLND,

3.2 PSIROERMESHT

X 2 1 Z/ERI L7 PS fEd L OVER PET 7 4 /LA 0D
XPS UA RAFx VEDHREZRT, PET 7 4V
LTI 280 eV B LT 530 eV ATITICENEN C, O
ERT 5 e—27 BRER S, PS KIZiL C, O OE—
ZIZINZ T 110, 150 eV fHEIZ Si WK T2 e —2
DER Sz, PS BEITRIEIC Si OFELMRET D2
ENTET, T2, TNENOE— 7 REIT PVA &
WRIRE R XU BOH B/ IZ Lo TR STV D, =
NHEOE—7OFa—AX ¥ U&7V, ZNENDOIL
FROFAHELZRLERBN R L OEK 3ITRT,
PVA HAKEIZL D RE 2R CIIBR S e o
7273, PVA KIRKIREIZHOWTIZE DRI =
LT C EAM L., FRAIC Si B L0 &3
DI 5Tz, Ko T, WIRIFRIBR-CHBERR I
BWT, HAZFEMIRIEHRF SN TND B2 00
Do

o/

C KLL ,’
oKW

I

1

> \ )
] ) \ ! PET
b I [
1 \
\ L‘Y‘““,L*kw*.,m\ﬁ«r«ssoo;.o%fm
W‘T’"L“’I'”T‘LL“A 3500 5.0%_10
'L“"”""FJ“‘*TMT» 3500_1.5% 14
3500_1.5%_10

1 1
MMMUOMO%JO
L1500 1.5% 10

500_10%_10

<
1100 1000 900 800 700 600 500 400 300 200 .,100 0

Binding Energy / eV
B2 PS B & UEMR PET 7 1 JLLD XPS T4

FAFv ARG ML, (BIELEEHHEXESE
B FEtOH ELLITERLE)

=1 PSIEOHHER
PVARE (wt%) 1.5 2.5 5.0 10.0
=X —)L i (E/V ) 10 14 10 14 10 14 10 14
PVA500 - - O @) - - @) O
PVA1500 O O O O O O O O
PVA3500 O O O O O O X X

O:mEraE X : BIERA
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| PVAESE

RFLE /%

0 2 4 6 8 10 12 14
PVAKBRRE / wt%

K3 XPS BIEMLFELMNIz PS B (EtOH EJLLE
10) DFRFLLER,

3.4 BRFEAANY THICHT D PVA EAE L HM
EDFE

Bl 4 \Zfsi I A B E DREREZ T, PVA OHE
EENBD T HICONTERFREITRD L, Zi
i, BEEEDOKE A PVA ZAWVWESEAE, THEEH
L7205 Si0, & PVA ZNEND KA A > DRIZAEL 5
BRIEINREL B L, BELY PVA OHEAENKE
Wb HEOER D IZ LY BEEROREE I IE
RENRT R | BERSFANE M T & D ZEHID A <
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