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Figl-1. World population trends [5].
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Figl-2. Global carbon transfer[8].
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Figl-3. Changes in the average global temperature[13]
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Figl-5. Breakdown of energy-based carbon dioxide emissions from the transport sector[17].
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Figl-6. Motor Transition and Enameled Wire Development[ 18]
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7
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[E 4 7-DOBBIENE T X DL, ZO%ROEME, ik TR COEAIRIT N ERY, 31T 5728
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VY, 100um LA EDEWEIEZTER T 2561213, BRI L0, AR &R D, o, Bt
[T DTeDIERE F DI E 300°CREEETHIRIE LD, ZOFEV = AL BAG T HE58
KT DRNDDLDLRRINREET T OREN DD, 207D BEOIRES B NPT 5
VERHY | RGN, XA A% CEBEE AT 5720, KT 7 0 CHrim ik
DEALLIRNWZEMFIHEE/RD | T AR MNEN R FH R CEDL IO E I L TE, AVDE
PRI EGE HVETH D, MNA T, HFERIE, Wi FA R O4>OMAEHO R BE2/ha&L
TD3al B 203 U= AXIRENEDS SV | F i8R T O T AT NEL RN END,
T AVBE TR T, A0 R £, /hSKUIZKW, ZOIH7%2 T v 7 HRTHREL /=T 2
IViE W TE—2 O SRR LM LS 5121E, BRADRHHEE 2 LD,

1.2. BFEEHEY

EV (HEV+BEV:PHEV) ¥ & IZ L DMK F 2 i KA T D72 DICHE 2O, R RLF—
SIEB) T RV —~DOEBRNR T D, BEE AT — X OEBNRNETIUE, BB HO ETHR
BEX R, BIOFEL/ NS TH T L2705, BV OBREYOfLFL A 2OV Fig.1-7 (IR
T, RRIFFEEE O TR CIE, ZOEHSHRIT 85%LL LT 2 BN BT B TS, =3/
X — AN FE LI DR, B CTECLIRRER/IMETH2ETHD, FRCHHRIL, 2/ A
EROEROZETHY, — AN TANERIZIE, D HVDIDTD, SRS, BRIZER
DN D BRI DO BLIEIOTEDICER T RLFX —O—HRRT L —Lieh Kb,
Kel72b, ZOHIEEZWOTITIL, BROIEIIZ T IF 5L LERITR T EIRE TN M B
ThHD, BIKIEHZ T T 5720, MEREMNHWLILAMN, dillE, IER ENRDIFERPINEZS
PEENRSHDT-0 , B—H IR BN E R L 70 I HIEEEZRE L2058 T, xHREN 5,
RSB A PSR IR TR0, =D/ T =3 iz | BEZ EF, M
NEMEFFT 2, EVHDO R —F ASAZZHOBIV TS XU 7 JEIHUE SkHz~30kHz O#iFH
Tho, FYUTEEHEIT, Sy T V=P RSN B ERE ., A2 =% L TR
Pulse Width Modulation (PWM) Z8#2 L | & — X ZHAGSNDBED I D Z L TH D, A2/ 3—4
IE. 20 PWM BRSNSV AE DALy TF o 72 ZE T 3528 T BRI /UZIE
Wi E 52 | O KEREFT > CND, AT 7 T8 A F 5578 IE5EIE A BT 7R
D, BE—FOEEENART T2,
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Figl-7. Mechanism of EV Motor Drive[19]
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%o NT—HBURIZ L DR AA v T L TN 87 OVADNES 303+~ ns ERRTHST-
O A —H U AD R DEA TR PR S HUNEEE A RSN E DO N AET D7D
Thd, Fig.1-8 (AL N\—FLB—ZMDr—T N EL VAT ERORERIIZ LD — VB
BORRERT, 7SVADSLD ERVREH R WEr —7 LV EE2FEIL O — VB SRR E<
720 KI2fE TR T HI LD 0D, T —HEUROEMTHHNC LY | A F 7 B I @kl e
D, SNV ADNLY ERVIFNEL 72528 C P —VBIEDOERBEELTD, ThaBE LI
BIEDO RGN TH D,



IGEBT il
fr=0.1~0.3usiztHL

A H=F D2 ik
fr=0.3~ 1 psic 3

HAHNT 7 P77 E24A

Loz

PESSREP N sk :} fr=1 psbl Eiz4a
AN < W R

305.5mm? r — 7 i ERREE (=84 5 i

e UL

L I ] I ]

I 1
0 an 41 fil 80 100 120 140
Ar—TN4E [ml

(ERFEREE 107475, BR62E) & ik

Figl-8. Relationship between surge voltage multiplier with pulse rise time and cable length

between inverter and motor.
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IZ. Dakin ) HEHE T 5L Table.1-2 D EHIT72D,

Table 1-2. Coating thickness for achieving PDIV.

Types of polyimides PDIV Dielectric constant  Film thickness

(Vp) e(-) (nm)

Low dielectric constant polyimide 1600 2.5 84
Low dielectric constant polyimide 2000 2.5 137
Low dielectric constant polyimide 2400 2.5 204
General Purpose Polyimide 1600 3.2 108
General Purpose Polyimide 2000 3.2 175
General Purpose Polyimide 2400 3.2 261

EFRARRETOI—TEED 1600V OLGE | Eh0 AL ES RO, #ka I,
BBLE 15 FREEV PDIV 2% EL TELENDHD, Ziud, BEIHE O EITERIEICE ST
PDIV ME T 9572 ThD, @i, @, @RI, #af A B PDIV 2ME T 95 E 085 H3
HY21], ZNDHEEFE T LM 1.5 [FRREE L2 - — BN 1600V 720854 1%, PDIV 23,
2400V Oz Fa T 52 EMMBLZ/2 D, LINLERD, ZOKEIZ/RDEKFHEERDORIAINE
FAWTHEIEEX 200um X 5720, T—XHFHIBII DR RO AR—2R KL, E—F
/N DORNE 72> TLE,

ZZE T, E R T — ORREE FHC DV TR A2 30 BB O F A A TR IS FF AR L e
D, FIUTH R DEVIIHR LR LD B 2 Fbdh D, AT —V&EHEL Eo PDIV %
AT D, O EILIVR B EZ T HOIE, EICAY THHT-0, VU EO BT AR
FEEO LB % By ST HZ LI TRy i B2 A Db B o E A<
FRZEDHE A TUND, 2001 AEIZHGHLDIE, S VA, TART, BR{bT 2o 7e 8 O Rk 7 %
TR TIRAIRBHELARY AT LAINBIRE I T B OIRAEZF— T LR B BT 52
ETL O BT oM A IR 1A 5 F WA B 1000 5125 X B2 )/ au R
T MERIM BB, WA L72[22], 2017 ARICHIDIX, JEKL 7 C R —~ ANl DT
NTFKF Y N WA ET, ZNETIZ EHESN TN U AEZAT T 9~16 Ik
Fb T 5% R LT [23], Fig.1-9 (CHEMER T- O FEH & i H i D BIR AR~ [24] , BERSKE
TUE, BB R ARSI WD | B IR — ISR ) kL 2 S e A HE T, v— L
RENR DT 23N TND, ZIHD L7 3 IS & b 72 30| #ifFFfh A e X
LUK ZERTENLROLNDESZ 2D,
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Fig 1-9. Results of accelerated degradation test for polyimide, silicate composited, and bermite-

alumina composited.

— 5, BE—FORLENL TD, BV BEHE— 2D A 781 3A— &4t
Fex ThDN, TBUIAoRELTE, /M- R L Th D, EREEHIOEKLOIMBLE B D
Wrir R & SRR OBMRZ R, E—Z O EORAINE Fig.1-10 [ZR7, AT —
A%, BRI T AV ED MR BB EATT | B AZIED, 238 G ANl S 8912k E
T2, ZOBEOEROH CEROEEZ RV, 2O HFERNEVRE, E—21%, stz
F—TLRROH/NSTED, BHEREZ®mOLTIEEL T, EROWRITPR AL T T 52 LD
HITWD, Wi S AR D | SEATERICE DY I TIX, TAXIRERE DL AR
L TET[25],
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conductor
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Figl-10. Appearance of the iron core[26] and the relationship between the cross-sectional shape of the

wire and the occupancy ratio.
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AIREZR BT E L CEABIEN E T OID, EEBIEIL, BERY (A LI BIEN G4 E
fREL ., BEHRIZIRIE L7, WM BT E R A N2 D828, ERKENC LV ERRL 1
ZHEMIAT S, AR T 28I Ch b, Mz L, BEPRL I AICHEBL W2 E
HET =AUBHELN, EMEREMIZL, BRI EICHEL CWOEEE T A B L
9o Fig1-11 \ZHF A BEBEOHE KX Z T, BEBREI LENIIEBEORT 1R
REDBILTHNLNTEY, RUT ZVVEEERL T I A TR LR ER VB TND,

o | |

DC power
supply
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Q w electrode
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Coll
e Partlcles are

e charged.
= =0

electrodeposition solution

Figl-11. Deformed coils are coated by Cationic electrophoretic deposition.

A BAEZ RV AIN RAMEA EHIS T2 FEb ED LIV TE T, 2014 FITERHE B, AU T
RAIRBHIEZ /3 B S E 7oK R EABEEZBITE LTZ[27], 2018 4EIT/IRSA, RYTIREERD B /LR
VB E TV TTHRIL, BAEEEA T - LIoKaMoOBEEENE#RE L, Ehob T =4
B THHID, BE MRV A IE R AR T 78 OMBERH D, KPIMTETHIET,
IKOBRTROET, BENSFIELLT < EBREAEH LW E DD, FroR) 7INERIL
ARG FREL R < A RO IR EOGRE D & 72 [28], HiEV T/ IR, mﬁim@é@
RIAINITHE 2 D ERELEANTLHZET, B EICHESE T A EE B 2®mE LT
[29,30], BIARIZARVAINE HWDZE TR ULIZUVMEEE L, KEHWRWEBES 95
2T KROER G REFESERNWIET, RSB T ORI 72 STV vD(Table. 1-3),
LIRSS AF PR T RERRDMEWED , RYAIR O EFU L~ TEVESMENZ EIZRE R LT
WHEE ZDILDHIN, B FRIREE DMEL | 10% B SRR EE DS, 305~380°C Th -7,

Table 1-3. Previous studies on electrophoretic deposition polyimides [28, 29, 30].
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Table 1-4. Molecular design of polyimide with electrophoretic deposition function.
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MO 28 DEE HFRUITONWT, RETTHF LT, TV VESHERIAINIZOWTIE, 74
2 WTHARD, o, BT PARIBMARY 7 IR = AT )V ERER 1 VS M BHZ DWW T G
A5 4 Tk ~_5, (Table.1-4)
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BB THIE SO EOM B E AW D56 . BEINORL OB R ICA A ED B REIL A

AL CEME G L, BRUKBISE DL LOBIIRR Y 2 HA T B B S, B Co b
HEICRUS T, BT LSO pH Z{LFIZI0 AR LS TS HIEN KA Th D, RUAIN
EROTEBHEOWIE CHIRBETHY, 7T=A L EEENT AU EED 2 BYTRHSN TS, K
WP CIE, 77V —arde—2Ha AN Thoried, MR THHLZENEL T4 E
B CHHIEN KOOI, SlEERICHER L TLEIEHNERLL ., Cu? T 7> TRIHLTLED D
EMD BEHIHIA A R LY | BRI E L THIAZ L BADRT <o TLES, D%t
RELT, BHEREA A T 58« ORI FIEMHERVAIN (P 2 AW T A BE N RESL. £

DOFEAEVERDFHISILTD[1-4],

AREETIE, PIZAWEHT2EE TELELC BB TAELL TNV ERWETY I VES G
ICXOERH H SRRV RETLT, B E AL, 1979 4EIC Diaz HIZXk-> T, RUEE—/LO AKX
IR SIVTELK, Hix e/~ —Z B EA T DM RBILAA-T2[5,6], (RERRRIE R —
WRORYT =T, EREREATHEED THAN, TN LSNIRfafiE &2 6 3T 2LEMmT
HEMES AT T 2ENTONTWS, RI e — L OEMESHES Fig. 2-1 IR, 7
B/ —INETE RIS EE DG T 2N 03D, ZOZEND, RISHBIET 57
X, IEMRCHY, Sl ~DEEIZES TR T AL EBELRVIDIENBEINDIEND,

BAEZHW-EBEMGM B K OEOBEEERICOWT, et s2licliz,

(/ -\ (4t
(1) Bk EhyTULT
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Fig 2-1. Electropolymerization reaction mechanism of pyrrole [5].

Er— L RO EMELERD THLHRIE T —/LT, HERICIVBLR G ARSI RS
TG, Er—/ LR OREEY) Tl E=/V R TOMRE R HZLE L, 77UVEEID, 32
IRBEEIZ L0 Rl 22 TE 7 A X 7V NV FE AN B RF OV I AT A M PT A% EHL T2 (Fig.2-2) . BEfED
A BEIRL | B ICIR RS AN T 550 C, IRl EARUAINE L, VAR A <92
EC, MRRRL T LA M EHE CEDRREIE LT, I K E T T U h D T EBE S AT LS T
PI(BPADA/AHPP) % & ik L, KERIE LK FEAX 7 UNMAL S ER LT HFH T, RUAINOMIEHIZ
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AZTINIHAT AL BRREISICE DT VNV H B AR D LI XV EHI~REEL . B
TERTEAUTEAS SUSD @A L BIEPED M) ERKND LB 2 AZ TNV IE T T HRIA
IREZERL., ZDOEAMEREMEWECSOWT, FHlL,

o) o)
Fig 2-2. HIELTDRUAINOREIE

2.2. FEEr

2.2.1 ¥

22-BA(3-T3/-4-tRa¥T 7 = =)1)7' 1/ (AHPP) , 44-(44'- A 70T LT 2 ) %)Y
7 H VR K (BPADA) , AZ7VaALralR (A% 7)) Vg SR )3 H bR L3 (R B Dy
W IEAEDOFEHFH L,

1-AFL-2-E 0 Y R GE LK) (NMP)ILE £ 7 /L SRR () SO Rkl 2 A& AT AD T
N E2EALUTHALEZ,

AB ) —)v ThZ7eRa7Z 2 (THF), vy BV AZJUVEE N N-2AY 7 ae )V vk y
AN (DIC) IFE £ 74 /L LREATFE R RO R ka3 A 2 D EFE A L7z,

Rz AT NI T 7 ATV FR)RLD T LIF L —10A 2FDEEE AL,

2.2.2 WMEREAG L E
KR R AEIS(NMR) 23 1% Bruker #E8 Ascend 400 (400MHz) % V>, WNHHEHEYE L CTk
FAF N T (TMS), EIEEEEL TDMSO-ds % W THIE LT,
IRAMEIL (IR) AT ML T — Y =25 M AR AN 5 i 5 SHIMADZU IRAffinity-1S 2 W iZ i
EIZEORE LT,
BV B E 13 22 B/ 2V B (TG/DTA) RIREREZEE SHIMADZU DTG-60 % FHVNCH-il
JE 10 °C/min, EFEFAK FEZITZEZEA T (EHITHE 50 mL/min) (2 TfTo7=,

RUAIRPRL F DR T3 L ORL 11K DB —# AL E 1L HORIBA nano Partica SZ-100
R LURIE L,

EHHIE X = MESGH A SR PCT10 T2~ TF A2 T LT,

A RO R E 1T VRERRELD 79523 U L~ A A—Z—0~25 mm %
77

B R —/VERBRIL, B E L EEE (TEXIO PA250-0.42B) & 0.2% & /KICT7 =/ —17
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AUA YR AEIRINL CH A TR 72, B E ORI Y 7 L OERGE 2 8L,
% 0.2% B K 350 mL (27 =/ — VI XL A RIRE T I ANTZRIRIZIRIEL, 12V T 14y
IEIINL IR DDA A el LT,

2.2.3 RUAIR PI(BPADA/AHPP)D A ik

300 mL BT 7 V7T A3 22-EAGB-TI/4-ERa¥ 7 =)L) 7 a/\)(AHPP)%
8.0015 g (31 mmol) , 1-AF/L—-2-' YR (#ii7K) (NMP) & 120 mL A#L, 7/V2 RS T T,
BN TIBELIZ, AHPP D52 RIEMRLIZEZAT, KAKIBL, 4444~V 7ae) T Y7
XNV T HVEETEKY) (BPADA) % 15.9625 g(31 mmol) iz 7=, SIRIZT 20 Refi] SRS,
500 mL F A7 TAIK LTZ, TOFE, NMP % 26 mL L7z, 71— AX— 7@ LI HE %
XL, MLy 38 mL ZIRINE A A /LSRR 209 °CETHIEL , ik, ZaIN{bLiz, K&R
NV PENENE L7225 FTMEL €, RUAINEREL TH T I CIRAFLTZ,
PI(BPADA/AHPP): 'H-NMR [400 MHz, DMSO-djs, 25 °C]: § 9.67 (s, 2H, “OH), 6.90-7.92 (m,

20H, ~ArH), 1.56 (s, 6H, ~CH), 1.70 (s, 6H, —CHs); FTIR (KBr): 3420, 2966, 2927, 1775, 1507,
1477, and 1232 cm™".

2.2.4 A#7VaANralREGSETZARVAIR PIBPADA/AHPP)-MA OA R,

100 mL F A7 7222, &R LIZARUAIREEIE PL(BPADA/AHPP) 5.662 g {2 NMP % 25 g, A¥
21Uk 1,222 ¢(0.0142 mol) . BV 1.2983 g(0.0142 mol) AL, #&A&RIE TR L, 15
OIS T AL ) — NV EKITH FLIZEZA EBOUIERLIZTZD | 7' CTRILEAZ TV,
FARIRE FIC TS w7,

PI(BPADA/AHPP)-MA: 'H NMR (400 MHz, DMSO-ds, 25 °C): § 6.90-7.92 (m, 20H: -ArH), 6.01
(s, 2H: -CHb»), 5.72 (s, 2H: -CH>).

2.2.5 ARVUNEREEKYE G SE TR AR PIIBPADA/AHPP)-MA DA%

100 mL F A7 7222, RVAIREANHL PI(BPADA/AHPP)5.01 g & AdL, AX 7V VIR K Y) %
1.49 g(9.6 mmol) , EV % 0.76 g(9.6 mmol) Z¥sINIL, 7 /LT FRPAKH, Sild CTRAARERL
7o bR % THE S mL TAHAIRL AX ) — )V CEILEL . FIEEE T I TS,
PI(BPADA/AHPP)-MA: 'H NMR (400 MHz, DMSO-dg, 25 °C): 8 6.90-7.93 (m, 20H: -ArH), 5.60
(s, 2H: -CHy), 5.69 (s, 2H: -CH>), 1.76 (s, 6H: -CH3), 1.68 (s, 12H: -CH3).

2.2.6 AXVUNVEREFOGESET2ARUAIR PI(BPADA/AHPP)-MA DAk

100 mL F A7 Z A2, RUAIRTANRL P1(BPADA/AHPP) 5.020 g % AL, AX 7V /LR 0.8295
£(9.6 mmol) , NN-T AV 7t /L TV ARIAIRN (DIC) & 1.2164 g(9.6 mmol) ZIRANL, 712
TR TR EREIBRE L, SO 258 EOMKIC 2 mL & NMP & A, W3] AiE%17-
2o AlREAL ) — )V CRILEREAT ST % BUE TS TGRS A 157-,
PI(BPADA/AHPP)-MA: 'H NMR (400 MHz, DMSO-ds, 25 °C): & 7.10-7.92 (m, 20H: -ArH), 5.99
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(s, 2H: -CHb), 5.68 (s, 2H: -CHa), 1.76 (s, 6H: -CHs), 1.68 (s, 12H: -CHs).

2.2.7 KRUAIR PI(BPADA/AHPP)-MA Dfthi{1k.

RUAXF PI(BPADA/AHPP)-MA 0.100 g % R0 NMP 10 g THFL, X—< AT L7
0.25 g Z TN, TOBEIRBED A% ) — L% 20 mL/min T 15 mL {if§ FL A7V Mk 173 ik
Wz FRILT,

2.2.8 RUAIF P(BPADA/AHPP)-MA &_X—~<ARTILIF D NAT Vo Mtk 7455 i Y — %
TEALOHE

FHATZRYAIR PI(BPADA/AHPP) -MA ki 1-43 Bl a A% /— /L C 10 {547 1L, HORIBA
nano Partica SZ-100 CTEB—X BN LRI -ROMEEIT-T-,
Y —4%E AL (HORIBA nano Partica SZ-100): [ /[ /=+58.1 mV, +54.7 mV, +53.8 mV
Hi¥4% (HORIBA nano Partica SZ-100): F¥=.7>ME =619.6 nm

2.2.9 RUAIR PIBPADA/AHPP)-MA & X—~< AT NN F AT Vo Mok 53 Hii D A5
5T ARYAIR PI(BPADA/AHPP) -MA EX—~< AT /LT DNAT Vo MR 43 i 2 A

T UV AREGHIATGAREL . FDOHIZHIH (10 mmx24 mmx0.5 mm) %=L CTREMmEL7-, B

ZEALBIREE (TEXIO PA250-0.42B) 85 C 250 V EEE, i KEFHE 40 mA [Z5%E

LEAEIToT,

TG/DTA: Ts =391.61 °C, T1o=413.94 °C

2.2.10 FEAEREORIZRE
BN (HE 2.4 cmxBE 1.0 cm) O I8, BAF, i FERO =2 FifllE Lizb D2 X EE LT
IRIEAR L,

2.2. 11  EAMEOHEGZ AR
0.2%DEHEIK 350 mL |27 =/ — VT XA EHRE T AL, A D DU ik A fE i s
L CEGZELERERE (TEXIO PA250-0.42B) 28t LC 12V, 1 Z3BEIINL7=,

2.3 fEREELE

2.3.1 7RUAFR PI(BPADA/AHPP)D &k
2,2-EAB3-TI/-4-ER XL 7 == /L) 7 /) (AHPP) |2 1-AF/L-2-E IR (I 7K) (NMP)

UL, 7T FHR T TP TR LRI LIz, BRI LIZLZA T, IKKIBL.,

AA-GAAYTOACY T PT x )R D7 2OVERIE K Y (BPADA) Ml %, ZEIRIC T 20 WER AL

B, D%, AAN/Z 209 CT 5 KR EAAIN{LL TRYAIR PI(BPADA/AHPP) 1K 5 ik

L7z, B RAF—2% Fig. 2-3 ITRT,
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0 o
HN NH,
o oroad . 2 o
o o * !
HO
o ° AHPP OH

BPADA RUPIFEE

PI(BPADA/AHPP)

Fig2-3. &V 4 I I PI (BPADA/AHPP) A A ¥ — L

B LT=ARYAIR PL(BPADA/AHPP) VA% A% ) — )V CHILE AT 7%, '"H NMR ZHIEL
720 WIFE LT 'H NMR A7 L% Fig. 2-4 |TRT,

1.5 ppm H3UTIZ 2 FEONRNAlE KR 7~8 ppm (LI &K SEDBLIIE IV, 2RI K
FL, BEADBLOUTIHO 2 FEOAFVEEICHETHERESND, FERBKEO7 Tk

DFE7 e 20 LLT235E . 1.5 ppm~1.8 ppm fTUL D AT VIO — 7 DFESr T 6 LehiiE

DRI,

AR LIZRY AR PL(BPADA/AHPP) O IR A7 L% Fig 2-51289, RYTINEED /LR =
NOWIE 1720 em ™ 123 L, AINELA B LTZARVAINIL 1775 em IZRINDHY , AIR AL
ZIVIZHRHBRI 2 RIN T D2 EMBAIN A TNDZENRIBESIT,

C

o B 0 A,
/ = \
o OEO

Ar BA

| ‘[ L llﬂ
\ w/ J s Y
T T T T T T T T T T T 1
10 9 8 7 6 5 4 3 2 1 0 ppm
| J ,,.I ) . | | |
18( I’ 8/ s 8l sl )

Fig 2-4. PI(BPADA/AHPP)® 'HNMR %% 7 + v (400 MHz, DMSO-d6, 25 °C)

21



50 T T T T T T T
3900 3400 2900 2400 1900 1400 900 400
HEC (em™h)

Fig 2-5. PI(BPADA/AHPP)D 7 4 L LD IR AR } L

2.3.2 7RUAIFR PI(BPADA/AHPP)-MA DA k&Rt

AA IV NVIEOE A DK FIE LT, £9°, PIIBPADA/AHPP) % AZ 7UaA L 7al R ERGEE T,
PI(BPADA/AHPP) [ZZ5E/NDAX VAL 7u)REEY T NMP 2Nz, 7T RS T,
T IVIRA NV THEIE L7 ORI ST, AR, 7' b R CRIRE L7214, IBUE T2 T
FR ST, A AT — L% Fig. 2-6 1" T,

PI(BPADA/AHPP) Methacryloyl Chloride

Fig 2-6. PI(BPADA/AHPP) —MA D& AT — A

ORI OH NMR % Fig. 2-7 \Z" T, 7~8 ppm fHEIZ A HRO 7 v Al
7o ZROFESMEZ 20 LTI, 6 ppm (UTIZBUIS NI AZ ZU N DAL T 4 T ah OFESHE
1%.0.40 THHZEND, AZZULFEDEARIT 10%FRERD, ZOA R TIL, BA LR -
770
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Ar
/J_\ A\+B
I | | C‘j'
I .' I
| | f*’n" D | p
M '
oot 2 U
10 9 8 ; 6 5 4 3 2 1 " ppm
|\ b - bl A A 9 4 A
oA M W W § FREE A F

Fig 2-7. PL(BPADA/AHPP) EAX 7V uA )L 70 R S S W T AR 'THNMR AT ML
(400 MHz, DMSO-d6, 25 °C)

ZIT AR TVNER K E N AR 7V FEODE NE1T 5T, RUAIR PI(BPADA/AHPP)
VAR 5.011 g (2, AZZ7UVERTEKY) 1.488 g (9.6 mmol), VL 0.760 g (9.6 mmol)Z¥siiL ., 7
NIRRT iR CRECSE T, B0V ERMZ AL ) — /L CHRILEL , Bt T T

ST, AHA¥— 2% Fig. 2-8 |7,

Methacrylic Anhydride

Fig 2-8. PI(BPADA/AHPP) —MA D& AT — A

PI(BPADA/AHPP)

O AR OH NMR % Fig. 2-9 12”79, 7~8 ppm fHiLIZ A FRO 7T v RIS
7o ZROFESMEZ 20 LTI, 6 ppm (TUTIZBUIS NI AZ ZU N DAL T4 T ah OFESHE
23 318, AT NT b OFESHEI 5.25 )b, AZ TV VFEDE AL 80% L7257,
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A+B
C

1.61 o~
(5
&
(2]
N

1.57

5.25
11.52
0.57

Fig 2-9. PI(BPADA/AHPP) & A% 7V )VER SR W) % O SH T2 AE B "THNMR A7 ~/1(400
MHz, DMSO-d6, 25 °C)

WA AR I NABERE G FNE AT A2 7V LT D% LTz, RUAIR PI(BPADA/AHPP) ¥
% 5.020 g |2, AZZVUVEE 0.8295 g (9.6 mmol), NN-AY 7 ae LAV RY AR (DIC) 1.2164 g
(9.6 mmol)ZIRANL , T/ RS T, iR CRARBH Lz, BN A E A% ) — VT
WL EIRBE T CRIESE o, B AT — L% Fig. 2-10 IR 7,

PI(BPADA/AHPP)

AOLT OO, - M e e TR

Methacrylic Acid DiC

Fig 2-10. PI(BPADA/AHPP) —MA D& AF— 2

AR OHNMR % Fig. 2-11 1279, 7~8 ppm (UL IZ B FHEDO 7 v by NBIRIS -, ZhvdFE
IiEZE 20 LLTEHE, 6 ppm MBS AZ IV VDAL T T abh OFEENE 3.86, AF
7B OFESEIL 5.90 L720 | AZZUVIEDE AT 98% LT,
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o 0 o 0
O c>0_§° OHC

Ar

/_J%\ ol
I o ]' L

—

1.94 @ o

Fig 2-11. PI(BPADA/AHPP)E AS 7V VR % SO ST T2 AR ' HNMR A7 [ L
(400 MHz, DMSO-d6, 25 °C)

0.01

LI EOFERDD AR ZIUNVEEEREA B DOV AINE WA BT ER, RYAIR~DAX
JUNIEDBANRNENZEN D72, Table 2-1.1Z AL L72RY AR PI(BPADA/AHPP)-MA (2

DOWTREEE, R URERETR T,

Table 2-1. PI(BPADA/AHPP)-MA (Z O\ CO A kS

PI(BPADA/AHPP) AL TV VR DIC
- - - — R R
No. PIik PIEIEy WHEHE HHE PHEHE & DEE © %
g (1]

(8) (8) (mmol)  (g) (mmol) (€3] (mmol)
1 12.44 1.70 2.28 10.35 120 15.4 121 1.73 89
2 30.06 4.10 552 2478 288 36.4 288 381 82
3 58.29 7.95 10.71 9.22 107 13.5 107 821 91

2. 3.3 PI(BPADA/AHPP)-MA OHhki -1t
PI(BPADA/AHPP)% A% 7V VgL FOGSHE G L= PIBPADA/AHPP)-MA OEAERFEIT-

7. £79°, PBPADA/AHPP)-MA 0.095 g & RO T Mo km7 7 (THF) 5.0 g (28 L72, il
U R AL T A Z LKA BT AL, 250 V T 5 ABEINL2, LasL, SAAR I mh At
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HEP, BAERARE TH -T2, T T, PIIBPADA/AHPP)-MA O icki b k#1247 ~7-, Table.2-
2 [T LR BT O SR>V CO—E A9, 97, PIIBPADA/AHPP)-MA % THF CIEML
T R IIC KR EN U OOk b LT, /K% 0.7 mL i FL72EZATHEL, 0.8 mL i
LIceZATERELZNMELTETES KO FEHIELT-, BIEEAZ NMP ([Z£ % | [FAARIC
PI(BPADA/AHPP)-MA % NMP ([Z¥ELT2 %, BIEIEDOKZN FLTZ, 7K 0.7 mL i FL72&Z2A
THBLICZEaMER LTz, LRI Bk 2 A L T2, 100V, 250V TENEILS 47
IEIINU7Z23 | A I I TE AL S AV7R Do T2, BORL 50 BiR O Fi AR OB — 2 BB S ONRLF-1%
ZWIE LI R% Fig. 2-12.& Fig. 2-13 (Zn 4, JIERS TR, ©—2BA0E-2.2 mV, B -24% 1099
nm Tholz, AT AZHOTNITHEL TV, BAETHIIIENFENS RO EM AL T
BT ZENERTET,

58 (a.u.)

4
3
2
1
0 T T T T T
-200 -150 -100 -50 | 0 50 100 150 200
¥ — X EAI (mV)
Fig 2-12. PI(BPADA/AHPP)-MA % NMP (ZIFfiEL /KA1 N LIZIRIROE — 2 BL
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14

fIFE (nm)
Fig 2-13. PI(BPADA/AHPP) -MA % NMP (ZVAf#L Kz T LIk ORi1-£

WA KINDAS ) — AR % | [ARRICE R E 1T -7, P(BPADA/AHPP)-MA (2 NMP
ZNIVCIEMRL B IZAY ) — NV T U CIRRL (b EA T o7, 1 FiE % 10mL/min T
TEL, A/ —)Vili FRE#% 10, 15, 20, 25 mL &8 2 TR L& T -7,

LinL, TR TOERMFTEENE IS TLEW, R FEA R TRE T oz, T X TOFEFRFE
R, A — )V TR, 10 mL Jifé CIEIRDS AL, T O%REEL TLEIZEN DT, A
X )—)VEDHKI 10 mL T, R 1IN L E LA HEE 2 AX ) — NV EE 10 mL L0/ LIS
72 15 mL T/l RO 21T o7,

PI(BPADA/AHPP)-MA % NMP CIEfEL | SRIBHRFICAY ) — /L& T L CTIRL L& T o7,
AR ) —)Vl T E% 15 mL CHEEL., i F#E% 5 mL/min, 10 mL/min, 15 mL/min, 20 mL/min
TENENAT T2, TRTORMT, A/ —/V% 10 mL i FLIZEZATHBEL ., T D% EHEDN
o7, 1 PSS S mL/min~15 mL/min (%, BEEWN 1 DD EIRD IR E F 7203,
1 TS 20 mL/min OERI, fl RIS R L7227 T £700 | A% 7 — /L D A3
VNEE | ORI 1230 BRSNS FTREME DS N2 e M oo Tz,

WIZ, BN AL L CR—~< AN T AT & WKL b & 4T -7, [AIAEIC PL(BPADA/AHPP)
-MA % NMP TIEfRESE7-HDI2, R—~ARTNIF &2 A TS ST, X—< AT L3F
T TARTETE3 A3, Pl &2 B O T E 53 R D 20%I2725 B E2 WML T, A%/ —/V% 15 mL,
20 mL/min T FL72&ZA, 10mL i FL72EZATHBL, 28 15SmL i FLTHESEY T &
LT R oy Bk A TE R LT, (Fig 2-14.)
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Fig 2-14. KUAIK PI(BPADA/AHPP)—MA, NMP, ~S—~ K7 /LT L,
AH ) — )V T AR U T=80RE 150 Bk

LTIy B A AS ) — VT 10 5L, B — 2B SR B DORIEZAT o7, kL
53 BR DB —Z FENL K ORI DM ERS Fa LL N IR T (Fig. 2-15, Fig. 2-16) . ZO#RER ME
B 7ok -3 B Ok 1 D — R 1T 619 nm THY, ¥ —HFEALIT+55.5 mV Z/RLT,
RUAIR/T NI T EB R F D3 B h CIEICEEL TR, EXAIREICEDTICib#E L7
W LR TET,

16
14
12

10 —1F B
8 —2[FH
—3EE

58 (a.u.)

<

-200 -150 -100 50 0 50 100 150 200
+ — X EAI (mV)

Fig 2-15. VAR PI(BPADA/AHPP)—MA &7 V3T D ATV Msthi 14y Bk o ¥ — Z B {ir
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1B (%)

fiF2ZE (nm)
Fig 2-16. RUAXK PI(BPADA/AHPP) —MA L7 L FDAT Vs IR 153 BOR ORI

Table 2-2. 7RUAIR PI(BPADA/AHPP)—MA Dok b4t

Pl

Drop rate

Cpotential  Pparticle

Run. © Good Solvent(g) Poor Solvent (mL)  Alumina(g) (mL/min) Result V) size(nm)
1 0.095 THF 5.00 Water 0.8 10 agglomeration
2 0.100 NMP 5.40 Water 0.7 10 dispersion -2.2 1099
3 0.103 NMP 10.02 MeOH 10.0 10 agglomeration
4 0.103 NMP 10.05 MeOH 15 10 agglomeration
5 0.102 NMP 10.16 MeOH 20 10 agglomeration
6 0.103 NMP 10.01 MeOH 25 10 agglomeration
7 0.010 NMP 10.01 MeOH 15 5 agglomeration
8 0.104 NMP 10.02 MeOH 15 10 agglomeration
9 0.101 NMP 10.02 MeOH 15 15 agglomeration
10 0.101 NMP 10.01 MeOH 15 20 agglomeration
11 0.101 NMP 10.01 MeOH 15 0.36 20 dispersion 55.5 619

2.3.4 PI(BPADA/AHPP)-MA & _X—~< AT AT DO NAT Uy Rk 753 Bk O EE
WRIAERUT= ARV AIRORL - 53 BUR CEAEEAT o7, FOIVEARVAINIRL 70 iR A AT

VAR, Z O PIZHI#R (10 mm>24 mmx0.5 mm) %2 LT 250V T 5 mfEAETTo7,

WOhL -7y ORI K2 A BIEA Fig. 2-17 12, IRIE 122 pm ORKEDOZRMED & B A

REZRZ LR T,
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Fig 2-17. BWAEBIE (1Y —F)

ZITBIED 7 — 0 S a KD BT AR IS T AT H B LB E O Z LR EL
{77, Fig. 2-18 BX O Fig. 2-19 ([ZFIINELE 250 V TEAFREMN 1 B, 3 . S, 30 B, 14y,
1.5 453, 343,547, 10 50O EA RO EFAEZJE LI FERE R~ T, mREIMFIL 40 mA (T3
ELTHIEL, NS ERMEIXES OETEELI U, IO H LB I EMO Mk
N EFURHIS ER LB 2 DND,

HA% 120 °CT 30 43, 300 °CT 20 srhepkL . AT &2 E L7z, £, Bt L2 R T
L, BEAERFRICB T EEEMEEZ TN L, ORI LN HE, BEEEK R —ar %
Table 2-3.1Z7~ 7,

45

40

35

30

25

20

it (mA)

15

10

0 5 10 15 20 25 30
FFfE (sec)

Fig 2-18. PI(BPADA/AHPP)—MA OEF RO EFZ(K (1, 3, 5, 10, 15, 20, 25 )
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. 30 —_1.5
<
g 25 3%
=1
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15 —_—10%
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5 —
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0 100 200 400 500 600

300
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Fig 2-19. PI(BPADA/AHPP) —MA D&% RO AL (0.5, 1, 1.5,3,5, 10 4)

Table 2-3. FIINFETE 250V THEA RIS T AHT HE, BE, 7—ar

Run. A5 ] JEE (um) Hr i f(mg) 7 —n(C)
1 1 F 4 2 0.046
2 3R 4 3 0.122
3 5F 6 6 0.228
4 10 15 13 0.455
5 157 20 14 0.519
6 20 7 36 17 0.699
7 25 1 39 18 0.943
8 30 7 22 18 0.428
9 15> 26 20 0.899
10 1.5y 28 24 1.119
11 3% 38 29 1.363
12 54y 41 33 1.661
13 10 4y 51 38 2.109

BAERRARWIZE, BE, 7 H BTl TOAZ AR TE I, BRI TR EWD
138, BB L TELZEN DT,

FriLi- g B OFBIBIfRZ RO 755 R % Fig 2-20 12T, FIMOMEE LD, RUAIK
PI(BPADA/AHPP)-MA KL fRDEEIZBNT 1 Z7—ar %720 37 mg OBEBERESNDHT
EDERTEI,
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o

7 H & (mg)

0.000 0.500 1.000 1.500 2.000 2.500
7 —H(C)

Fig 2-20. &EA RO H D24

BONT-BEBEIZOWT, Mgt 2 il 7 57O B EMmE W CRIEK R TROER S
fiRZAT o7z, BANEOPWEN RN TERTII WS, REKOPEZERDRAER RS,
k?‘%@%ﬁi&(ﬁk@ BIICL o TCeR X v AA BB AT D, T2/ — VT ZLA AT VIV

IR BT DD IR DI 725,

o.z%ﬁ*ﬂﬂk 350mL (ZT7 = /= VT BV AVEHE T AL, EAEEAFRMREL T, 12V T 1 43/
FIINL 72, 2 DFE R, KIADRA KOS 1T 720 -7 (Fig. 2-21) , £7=. FIINO B & s H)
LD, BIRITIEN R D 2Tz, TRHDZEND | SO EBAERII K ekt Tno e
DMERR C&ETZ, (Fig. 2-22)

Fig 2-21. #iaMEakiR rh O EEBEOM - (KUd, FEaLbITRL)
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10
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30 40 50 60 70

Fig 2-22. #aix iR

KRR (s)

RO BEIAE (0.2%BIE/AKF, 12V T 1 2 [EEN)

BB DORYVAIND IR A7 L% Fig. 2-23 1R T,
BABIOAERMIE, 77 ® 3090 cm™! £13T (C-H {#1#E) . 1679 cm™, 1110 cm™ £73T (C=C f#

=

#E) . 835 e T UT
SO DIELT

(C-H HANEA) I — I D3R CEIZD A RITE — 7 DNHR LI ZEN D,
L7zZ LD ifes TET,

100.1

I HE(T%)

s

127

99.7 1

— BN

—EERAERY

(C-HEAZEM)

100

\

99

835 cm-"
1679 cm'  1110cm™ | (c=Ccz )
(C=Cfhfg) (C=Cidifa)

98

3700

3100

2500 1900 1300 700
¥ (em™)

[BEREDERPIRIAY kL]
Fig 2-23. P(BPADA/AHPP)—MA DE&E R D IR ATV

RYAIR PI(BPADA/AHPP) —MA &EAEZDEAND TG-DTA MIEZIT o7/ % Fig. 2-24

R A M L2
600 °CETHIEL T 5 B EL . 70

IEBELIbD% Fig. 2-25 |\ IRT, EHRFPAK T T 230 °CT 2 FFEIRFFLIZ .,

2R B AL CHY 2 2 TRBESE D Z LI K
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T4T—DEHEERE LT, ZORIAINT 4 /LLD 5% B R 5 EE (TS)I% 388.69 °C. 10% &
BJREE(T10)X 412.7 °CTHDHIENMER TET-, Fig. 2-25 HLEREE AN LT L& TREK
JENETCNDZEND, A DOIRBEN L > QDI EDN MR TE T, RO T AT EH R
13 26% ChoTe ZENHER TET,

100 100
90 F
30 k 4 80
20 | [T5=388.69°C ][T10=412.7°C ]
4 60
_60 |
3 —
6—50 - 4 40 3
Ta0 f TR5=26% <
30 k 4 20
- |
20 —— 1o
10 F
0 -20
200 300 400 500 600
AE(°C)
TGA DTA
Fig 2-24. PI(BPADA/AHPP)—MA 5D TG—DTA HifR (IR )

8 100
. =R FZEHEIT
~— 80

E -
60
5 -
® —
4T 40 3
= <
3 | =
20 ©
2 -
’ 0
1
0 -20
0 5000 10000 15000 20000
[FfE (min)
—TGA DTA

Fig 2-25. PI(BPADA/AHPP)—MA & ED TG—DTA Hiff (Bl )
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2.4 fEE

RS AZ VNI ORI AR PBPADA/AHPP)-MA ZHiHICA KR LTz, B LIZARIAIR
PI(BPADA/AHPP)-MA ZIAANCIAfESETRAE T, A IZLANT A b oTehy | AZ 7YV EEND
TUIVEEE T HTHSELIENTERD -, RIT, DBEIFIEL TR—~ A T AT & A
Iy AR ) — VRIS D2 K OR ARk 1 Bl & i FE L=,
PR -53 R H DRV AIRPRL - DOF 2 57 M 619 nm, B—X AL +55.5mV 2R,
LRETRGTHCRREZ R LT, ZORYAINORL A9 UK A2 IV CTHR BICEBAZATV, 7—rs3)
FH 37 mg/C THE 122 pm OBIFEEHHIENTE | @R CERIEE RN THhI TWAHIEN
S3molc, ZOEABED 10 % HEERAREIL 412.7 °CThH-o7z,

2.5 5l

- BRHERES, Rdf e, A AR R O flE J71L", Japan Patent JP 2014-171210 (2014).

. A. Kobayashi, H. Wada, M. Yamashita, S.Bando, T. Yamashita, J. Photopolym. Sci. Technol.,
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HBTE AX VNIRRT BRI A/ 7V U7 = A B 2 L T A

3.1 ¢

TRAF—L[ERE, BFRIC OV THIE A EENDLOBHZ B IES 2Ty, =L
— TR0 FMELTRFEPEE LS ETOREBA R HDRIE, AR T IAT v 752528
8, TS EHBRIRAE (LD IO 72 fERE L1320 N DN D E LIV, LSLAR NS,
T IAF 7 OFEHE, B TIZ 9% RE S ENLT 7V THY, 7 ZIOH 372512 10 fi5LA
oA HE2UE b, RO 91%EF TR F—LL TESTLEIE, AFEHDOELF
DIEITIMT-TLED,

PEFEHAMLIRNEL, A LT M, EER, BB TR @RERE I LA RO E RN
FITHY, CO I T DA, EIRDKE 3% 5D T, 1835 FFEIZT T AD L ) —
HAbE =v RUEALE 2 VO REAERR LTZZ 80, B EHIDO T T AF v 7 b, 1870 42T
AV CTRABARBE M ESNAE T, TR 72, O, 20 LY, Kk~ I12
EhiEh, Z2o@moinTtEE TECORG NG BN FUIL R o7z, REETTAT v
A FE B ALy D EAELE THIA Fig. 3-1 1R, 1950 ELARE CAFESNIZ T T AT 713 83 fEh
VEEBZ, 63 BRI HELUTHEIESIL, BINSNIE T TAT I ZHD 79% DRSS DH\ ML
HEARESNTOD, VFAZLENTVWD T TAF V71T 9%ICTRE T, BLIROR—Z T,
2050 FEFETIZ 120 [ER LU EDO T TAF 7 RN - HIRB IS ND FRITHD[1], HAIZEBWT
LT TAF 7 HFEAEFEMEL COFFMAITHEA TEL T, TTAF VI THD 20%FEETHY,
Ry MRV O XS 72 RERIZ2 AN 7 1AL > T Th  85% Thhd, TDOMIE, # L TORAEIEL T
IRBEALVER S, FRIC H AW TR, D 32 THIO SRS LTS IS /e > TRY , FTATF
VBRI BARD T6%EBEHL TND,

’
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Fig3-1. Cumulative plastics waste generation and disposal [1].
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ZDINZT FTAF v 72 TG A LTI EICALE T 511X, [RADRHD, £ZT, A4
TITATF T DWFFEDEEAL ::J'o‘Jocbnﬂ\éo AARNAF T FZAF > 7 ez (IBPA) TIk, 734
N AT TGAF % B E U TR AR A B IR R OB %3 7 AL 50 ST RIS
BT HZECIVELND @S TR, JEERL TND, BUE L& TV A F T T2ATF s
D—E% Fig. 3-2 (TR [2], SREEER T TAF v I B ASAHALSNTOBD, A EHC R B
AR RTFE DK, NV T D OFELIMARE | BAEMAME S D, ZEE AR E T,
ANENERERET2LOTIHARWA, BT ABOBEEL CTRHHASNSIREERTHLEE
25

|

PVA, PGA
PBS, PBSA
PBAT
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T0ftn

e

PLA N1 APBS

¥ PHAR (PHBHS) PBAT-PLAIY/\UY R
RIBARUIAT VR
FEtI0-2 (5770
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I
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NAAPALL NAAPTT
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FAARBRRULIZF
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PVA : RUEZLZNI-)b. PGA : RUJUI-)LEE, PBS: RUTFL YIS R~ PBSA: RUTFL YIS R—h-co-PIX—h, PBAT: iU
TFLI7IR=NFLIHL— I PETS : RULFLOFL IO~ MO~ PE: RULFL>, PP : RUTOEL>, PET : RUIFLOFLIFL—b,
PTT : RUNIXFLFLISL—b . PVC : RUBIEEZIL. PS : RUZRFL >, ABS : PPUO-NIL-THSI>-2FLAHRE. PC : RUH—ARF—b,
PBT : RUTFL>FLISL—b, POM : RU7EH—)b. PMMA : RUXSDUILEEAF IV, PPS : RUTIZLHILIPA K, PA : RUPIK, PU : RUD
L3>, PLA : RUZLEE, PHA : RUERDFS7)LH/I— b PHBH : 3-E RO+ RS- 3-E ROFINFH S BHBERIIZTI

Fig3-2. Types of bioplastics [2].

FER[BONAF~<AEL T, IEHIMEL TWDHDIE, KM Tho, KRiL, ikl vtiek Lo CO;,
W, B ELTHZE T, lEL, HIERD CO,y IEE I RRERBEAHERL T& 7, A%, —
H BT ®R EENC T, HEHER RN HE A IEA LA HETT S TL oo Hllib & 575 fEARD
FMT 3N LD B AR AERR S, HEHCE, 7 AU B 2 SIS IRICAEB L TS, T
LA HARIZBWTE, BRARETRORERED 0.58%/AFELMThTELT, +olciEHTETW»
720, AF RO /XD PE RN DA, 50 FAEEX DERMEDHEL . CO, DU ED
HHHEW), FEMBINAERL , A IKOELZEN, O CO, WILEE FIFHZEC 2735 E
EZBND, KM EDHEMHROM B T, st ALBR B REE Ch -T2 L Th I —h ==
—hINTHLHEEZBNDTD  TFEAMAREREL TORIAB TSI TS,

BIARIZ BV E—2Z 40~50% ., ~IB/LT—Z 20~25% ., V7 =W 25~35% ., TREAL Y7
K% ORERR ST TS (Fig.3-3), B u—RTROMBHEL TLSHWBILTOSR, U7 =5
FEGROBRIT AR E LU TUBLSIL TR R IR E DY —< AU A 7 Va7 —MNE
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Fiil, ek BAIS O IMBE RO AR CLOFI RS Tl Tz, wbm—A T, B
EEFFODIZRIL, VI =T EAR B TIT = ) — VB %<& A TWDIDIT, FLERH O ER
PEDSEIFFCE, A HESRAMBHIZ DD E L TIEH TE S AT f%ﬂmw LonL, 27T
DI H A, Fiilikh {Kéﬁ%fb\é*f/lx77/ﬂ\)7ﬂ/’?s7771\)7#/7‘£k@I%FHJ7%/
1%, KEEMETHY | BOUKPED BT L T BiENZ L 7 IAF v 7O RBFELTEH T 51T
AEN L VEM ThoTz,

V7 =L DFFELRNNL, 7T AT V(G B2, SV FAEES B, p-eR ¥ 7 2=V H
) THY ., MIBEN T, BERICIVERMEEAL TOD0, $HEBCIZEATHR G oA THD
D, IRIERNC2 DL G L S B, BARRNM /el G, S B, H &R | (LAl E A L
XV #725 (Fig. 3-4)[3].

ITFEILEOBIZES T, AXDLRY T Lo T a— L& W TR 3R S TV a—bs
NIV = A AW T D E B STz [4], DL E <RI =F 1L 72— L (PEG)
WEVT = (LU FZVa— 7= £721% GL)” (Fig. 3-5) EFES, AL, H AR A O B HEks
ThHY, B—FThHD, TDL, DMIZEENDLI T =1F, G BEOIHTHERIETVD, £z,
MEFIZIVBEE RO LR BRI TR SNLZb DO THY 77DV 2,3y /D IS, FIL
BIRFEFf T /m—ThY | AR EL TOEEZEN/ NS LERSLLZBRICERZET
LENHIFFTED,

GL I, MAKMERHY, LT TATF 7 ~OI3ENEN BT, MEVARLT 52 ENDT T 2T

W@ ERm L B RRES BN ZenD A= N—T e V=T VT T IAT v 7 B D
MNEE 7T 2F 7~ DS FES I TOND,

GL X, #A L7 PEG D RESZZbSE 22T, WHEEa  hr—/LTE D, B LHIEL T,
MeFR(L. 7" FAF 2 (FRP) Tid H B A IS, @i a2 R L | R A2 54
L7220, ZOMTIE, BT L L0 3D V2 — R 7281 S Qa3 5,
Fo, WHV 7 =% AWTEERLITEY 1,000 (282515233 CTE 5 AIREMED RIZSL T
WB[5], BV =2 D IS 72 EREREFTHINA T~ A% T TATF > 7L TR KR RO DD
WHaTEHM ELTHWAZERHRIUE, 7 TATF v 7O ITaEICEREE 2 b5,

GL 1%, N BUREZSE L ZEITERL T, D AF~ AR mOiNE 2 A3
5%75% FEWET TAT 7 DRFBRITRFEIN TN D, R TIE, RIAINREEE MBI T 52

T, BAEMELELTHWOFEEMRFILT-, RUAINEREA ST D B2 ERIRICAX 7 U NALEAT
v \%Eéﬁbkﬂﬁ%'r (DWW TEHIL 72,
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Fig 3-3. Chemical composition of wood.
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Fig 3-5. Structure of glycol lignin.
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3.2. B
3.2.1. 3K

IVa— N7 =%, ENAFFERAFIE N BRAFTE - Bt RS TEET DR S
72 PEG400 %A~ (Table. 3-1) Z#fEHL7-, m-hJT>/(DMB), 2,2-E°A(3- 7 /-4-LRpX v 7 x=
718 (AHPP) | 44'-(4.4-AY 70T 07 = )T HVER B K Y (BPADA) . A% 71
BALTaYR | AR UV HEKEERR 1T, RO LR L3RR B D Rk ek 3822 D £
L7z,

1-AFL-2-E 0 R G BLK)(NMP)EE £ 70 /L DFDEREEE () LoD Rl il A ATE MEAT A0
TN EEAUTHER L,

AB )=V EVPr N F LT IU(TEA), 7 h7ERa7Z(THF)X, & 7 L 2R
RSO A LT, TARTHHC WL IR 7 7 A2 VB ALINMP) -10 22D FEE
AL,

Table3-1 Physical properties of glycol lignin. (Lot : MP4044)

Average molecular

Tg Tf weight Lignin ratio
O O (Mw/Mn) (%)
90.78 131.17 6000/2000 81.01(x2.8)

3.2.2. WyMERIELE

FEE R IEIE(NMR) 5361 E Bruker 18 Ascend 400 (400MHz) % U, PNETEEHEM T L 1L T2
VAT NA R XT VT ER(PFB), EIFEEEL T DMSO-d6 % W CRIE LTz, RN (IR)A
~Z7 kL% SHIMADZU IRAffinity-1S % VW Ty I L0 EIE LT, BAE 8 (TG)Hl E1x
TG/DTA [RIREHIE % SHIMADZU DTG-60 % N CHIRHE 5°C/min T TV, BHRFEAK T
ZCHIE LTz, T0RL 1 DR PR 346 L OO ik B —# &ALl E 13 HORIBA nano Partica SZ-
100 2L, AR VICEFIRE AN T —2EBAEE B e -7, JIE R0 BR
BEAS ) — VET TR, RF 2 — R — 7 TRIEZITo72, o7 /W4T 100 577 R TR
L7z, A BEOEIEREICIXHR)IY Ry —F N L —~v A 7aA—% 293-230-30 MDC-
25MX % RV,

vrAR— L R BRI, B E L ERERE (TEXIO PA250-0.42B) & 02% & AKICT7 =/ —
/v75fl/4’/‘/"‘«§7%ﬂ%73ubf B CBIAIL-, BIEEE ORI 7 L OERE &2 B L,
Mafaiha 0.2% K 350 mL (27 =/ — VT ZU AR E T AVICERIRIZIZIEL, 12V T 1

STRIEINL RO 0K A A O A A fEGR LT,

Mok R 1, B R R O 7B #BREE MS-30010 —SP Z W CHIE L=, it it
BREFIBRIC, o T I T NREEBE BmRET —A%HHIL, OV 225 S00V/APOEECHIEL,
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SmA LA BV IR A i iR LT,

W BLE21T, V7 7 A T o 7 SR BRIAR Y = 27 LR M OS2 O CL S0 A B At g &
TERLL CL BHBEL CYERL LT, 7 7R RA 7 SR 1 CHERR L 72 B #a PSR i & 2 CCEEL
WL SR A LI AR FIARY = A7 VIR 2 IR LA A, IR CRE 6 | H6DIA B IE 2 VERL L 7214
IMT #H8L[ARAF RS IM-P2 % N C#120, 800, 2000 Dl ABFEER A W TEEE | 1412
8000 FHFDOT NI Ty CEEmMFEL T LS, ~Arnxry =7 i~ A/ 2a—7 DS-3A %
WTBIERL, BERE, BRI EEE L7,

3.2.3. JVa—nIUr=roKBIEEE

20 FA7ZA2(Z GL 10.00g, V> 10mL(123.9mmol), HE/KFERE 10mL(105.8mmol)% A
AU, 60°CT3. SRFEIAINEME#EZAT o7z, RS MK 500mL (PR | T | J6E R
AT 5T, AT, KBriE T FT-IR A7 MNVHIE, K O'NMRMJIEA FZ L 72, NMRHEIE I,
7 F it GL142mg IZXL . WEIREELL TR U271 F e X X7 VTR
(PFB)11.7mg(0.06mmol)Z 1z, EEDMSOIZIAfRS - I E LT,

3.2.4. AZZUNBEKYLD GL DAZ VAL

100mL FA7ZA2Z GL 5.00g(OH 4 & 14.7mmol): THF 30mL %z AL C=if -7 /132 %
P T CHAR L2, SERITIAMR L T2 2 LA TRB L Thvh, AXZZVIVEREEKY) 40.00g(259.5mmol)
ZANT L TR 7LV FR A T THREELE,
BT # K 1200mL (SFFILIEL | IR , BUERRETTO, R T AZ I ALY
Ya—n 7= (GL-MA) ##37-,

3.2.5. PI(BPADA/DMB)D &K

300 mL £/N\7 7 L7 T A2 Zm-F) P (DMB)% 8.00 g(37.7 mmol) , # ik NMP % 80 mL A
o, TN RR T T, BERPIC TR L, DMB DB RIEMELI-EZAT, JKKIBL,
BPADA % 19.42 g(37.4 mmol) X, 40 mL Ok NMP T7 7 Z=akER 2} 4 L7z BPADA %
BEWZATE, SBIRIZC 20 BRI SUGS T4, MK 72V R 2 g (13.5 mmol)iRANL T, 5RFHIX
ST . KRR 8.00 g(78.4 mmol)E U 8.00 g(101.1 mmol)7RANL . B FEFHE i #s (7 AT
S0 L SRS FE TR EE SR A 4% TMA-550K) &~ MLb—Z %38 L. 50°C T 1R b SEb
AINbAERM L=, THF 200 mL Z#INL TARE, A%/ —/L 1 L FIUSHILELR , Ailh, H2ER
L, M RE1S7-, ¥y A% THF 300 mL (ZIEfESE, A% —)L IL HICHILE, A, BZEilE
L. i1 rT S PBPADA/DMB) DR KA 1572, BUSHEEA Fig.3-6 12”7,
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Fig 3-6. Synthetic scheme for PI (BPADA/m-Tolidine).

3.2.6. GL-MA-PI(BPADA/DMB) DA i Dl

GL-MA & PI(BPADA/DMB) % HIVNTHOKL F-1b, A . MM el 21T > 72, TR F-{hiZ
100mL $> 7 WHIZ GL-MA, PI(BPADA/DMB), 2,2°-7 V' E A(AIBN), X—~AR7 /LI %R
fRUT=, TNENEMZ T, SHICEBEBEARINURTIEIT 272, SHITIRL b TE72H O L8k
ERWTERS ., BERETT o7, BERKIE 120°CH 5 270°CETHIESH 270°CT 10 s MfRFFLT,
TCEINEZ B LR LTz,

3.2.7. MK FIEMIS LOEAZ

VVR TR YMC AL YSP-101 %V, PTFE F=— 7 2 el L= 10mL fiA
ABZA N DNTA LT AR ) — )V E T2 13K % E WL (20mL/min) TE#E L7, PTFE F2—7
DORET 1.0 mm AR L7, BARFOEGZLZ E(LERIL TEXIO PA250-0.42B % /o, &
FHBROBIR TV~ MRS RIRFEHE DX302 (AN 21T 572,

3.3 fERLBE
3.3.1.  A[AMEARYAIR PI(BPADA/DMB) & GL & W =B A
ﬁfﬁg ZEAMRFIC GL ZREDLHET, IWHRVAINE GL 28 &bk Eti-, 552
BT, N—=v AT NAIFTZHOLHET, BHEICEMNECEHEXKEZ G EEZL, &
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R 2 TER T DD SR IZ, 20720 BRI ERER L P LLEBAENTRE TIRIE e E 2
720 GLIE A E N7 =/ — VMK R LA FEO T2 | TR T Cl, EITEBEL . O OAEM %
FFoLE2 N5, ZOAEBMER—<ARNTNAIFTOIEEMNGIEH/V, BB ~EL DO TR0
MmEZZT,

PI(BPADA/DMB) D& fkiE, 7 % MK MIZx LT %R TIT o724, kK720
it CRUMEATL 7218 AL FAINLEFERL , AZ /—/ /LI LRE A 210 E i L CORF L | 60°C
THEZEHIRL THARIROMEE157-, 20 PI(BPADA/DMB) 0.48g ~GL% PI #HgIZxLT1
0%, 20%, 30%% 100mL B> 7 /LIZ AXL, NMP % 484 SHIL TAX—F— T RSB L TR
L, N—~ANTILIF % PLICKILIETE S T 15%, 20%, 30%E7e DA RNl AY —F—
THBIRULARNS, AKX ) — V& 25g, 50g3 VPR 7T 20mL/4y T F U7z, L= 5%
Table.3-2 (2”7,

Table 3-2. Conditions for the preparation of electrophoretic deposition solutions containing PI

(BPADA/DMB) and GL.

Boemite
RUN PI(S;%?N NMP GL GLconc aluminum  BAconc Methanol Solid conc Appearance
(9) (9 (wWt%) oxide sol (Wt%) (9) (%) of liquid
9 @
1 0.48 48 0.05 10 0.96 15 25 0.85 dispersion
2 0.48 48 0.12 20 1.07 15 25 0.95 dispersion
3 0.49 49 0.21 30 1.23 15 25 1.08 dispersion
4 0.48 48 0.13 21 15 20 25 1.01 dispersion
5 0.48 48 0.00 0 0.87 15 25 0.76 dispersion
6 0.49 49 0.21 30 2.99 30 50 0.97 dispersion

FARLUT- 2 TOIRT, BB WD ZENMEZ D B2y BiRE 8-, &5y B v
T, #ilAK(10 mmx24 mmx0.5 mm) (ZEEFEFEMELTZ, WaEAT VARV AL, Sk ARG,
AT UV AR NVEBGRRIZHEREL . 30 £, 60 £V, 90 £, 180 Fb, 300 FPEI A L -CHit ¥~ /L (CP1
~32) ZAER LT, B R DOHIARIT, 120°CITIRFF SN EIRAN TRE L . ZOEE 300°C~5F-
B 10 S EREFL CHole, BEfT 7=, BAERMBOSFROBEREEZHIEL, ZENDEHEOEREZR
LTz, F72, BERER OO ESDOEND, KIEEE R LIz, Yo7 VD BEERFO BRES
FLERL, 7 —a @A R, S K OWMIERES% Table.3-3 (2, AR, Bepktk O D
S8 % Fig.3-7 121,

ETCOY T AL, BIEO R FRCMINY | F1a 513 7e< SMBLS BATF Tl o728, SEIRITEELS
STATEAMBLZ L T, B2 AE X9 FR BUREIEITIELS/2D ., 3008 Tl 41~76pm O SRR L7
STz, FEEENE VR ADEL2Y, GL fEERINO Runs (2 GL 2L DOt 7 )L
1, BERRMEA ThhoTz, 72720 IO BN E A Tho7= 2% KiFIZHRTOZeny GL OEY
ZELBHDHEEZ BN, £ T, EOREIRTPITEE L QDR T 5% B CT&7e<
IRDIRRECTEE LMK T LT, BREERHE T LT,
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AR TBEIE A L7z Runl~6 2 W TR LT, & AT LV ARMVIC AL, AT LA
DFARZ PR, ATV ARV ARG BT L, 3 43 ~30 ZFREEFI R L C Mt L7z B iEa AR
FaZTHERY, 7VIE RIZEBAL., TR, 120°CICfRFF SN IERMEN TREL, £
DFEFE 300°C~F-ilife 10 /0 Prfrl TR, BEAHT 7o, dEAE IR BRI & E A L DT L IE
DOEEZWEL., ZNOHAT VAR T U IO B 82 H Uz, 43 BOR A ERL R3S
LIz WIIOE T B EE 100%&E L, AT L7 IR &OfE 51X K HIcE A 0 E BTk
LHEG 2 [E 575573 (Residual solid content%) &L CitH L7z, 7=, A& It - Eitiis
FHILTC, 7—nr BEFHNLEZ, KEOEREEZ7—nr B THRLT, 7—ar R 2H L, 20
ERERITA2 5 S E A A o3 GRE O L LT, BIER KA Table.3-4 & Fig3-8 TR
¥
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Table3-3. Electrophoretic deposition conditions on copper plate and results of film weight and

thickness.
Weight of Applied Electro- Wellght after Weight of ~ Copper Outer Film
Dispersion  Copper  copper deposition d: ecfstirt?c;n electrodep ~ Plate .o thickness
Run  plate No.  plate g time an(rj) curing osited film thickness (m) (nm)
© M w® © mg)  (m)

CP1 2.632 250 30 2.651 19 0.498 0.543 0.023

CP2 2.764 250 60 2.787 23 0.498 0.555 0.029

Runl CP3 2.663 250 90 2.691 28 0.498 0.563 0.033
CP4 2.736 250 180 2.770 33 0.498 0.579 0.041

CP5 2.665 250 300 2.713 48 0.498 0.613 0.058

CP6 2.733 250 30 2.750 17 0.498 0.540 0.021

CP7 2.651 250 60 2.672 21 0.498 0.550 0.026

Run2 CP8 2.743 250 90 2.765 22 0.498 0.554 0.028
CP9 2.684 250 180 2.712 28 0.498 0.562 0.032

CP10 2.703 250 300 2.744 41 0.498 0.598 0.050

CP11 2.715 250 30 2.730 15 0.498 0.534 0.018

CP12 2.685 250 60 2.703 18 0.498 0.543 0.023

Run3 CP13 2.704 250 90 2.723 20 0.498 0.547 0.025
CP14 2.676 250 180 2.700 24 0.498 0.556 0.029

CP15 2.733 250 300 2.767 34 0.498 0.579 0.041

CP16 2.715 250 30 2.732 17 0.498 0.537 0.020

CP17 2.658 250 60 2.680 22 0.498 0.546 0.024

Run4 CP18 2.710 250 90 2.735 25 0.498 0.555 0.029
CP19 2.685 250 180 2.715 30 0.498 0.572 0.037

CP20 2.665 250 300 2.710 45 0.498 0.603 0.053

CpP21 2.706 250 30 2.725 19 0.499 0.539 0.020

CP22 2.689 250 60 2.712 23 0.499 0.550 0.026

Run5 CP23 2.706 250 920 2.731 25 0.499 0.553 0.027
CP24 2.669 250 180 2.701 32 0.499 0.567 0.034

CP25 2.666 250 300 2.704 38 0.499 0.602 0.052

CP26 2.745 250 30 2.769 23 0.499 0.542 0.022

CP27 2.687 250 60 2.725 39 0.499 0.575 0.038

Run6 CP28 2.711 250 90 2.756 46 0.499 0.585 0.043
CP29 2.691 250 180 2.747 56 0.499 0.614 0.058

CP30 2.632 250 300 2.711 79 0.499 0.651 0.076
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Fig3-7. Appearance of copper plates after electrophoretic deposition.

Table3-4. Coulombic efficiency of each electrophoretic deposition solution in terms of residual

solids content.

Runl Run2 Run3 Run4 Run5 Run6

Residual Coulombic  Residual Coulombic  Residual Coulombic  Residual Coulombic  Residual Coulombic  Residqual Coulombic
solid content  Efficincy ~ solid content ~ Efficincy  solid content  Efficincy solid content  Efficincy solid content  Efficincy  solid content ~ Efficincy

sample No. ~ (Wt%) (mgic)  (wt%) (mg/c)  (wt%) (mgic)  (Wt%) (mgic)  (wto%) (mg/c)  (wt%) (mg/C)

cpP1 97.1 396 97.7 38.6 98.2 355 97.7 285 %.7 433 97.7 19.8
cP2 93.4 38.0 9.7 35.9 9.1 322 94.8 283 2.7 43 9.8 17.4
CP3 88.9 38.7 91.6 321 93.7 322 91.4 26.5 88.2 37.3 89.2 16.6
CP4 83.6 346 87.6 31.6 9.7 29.3 87.4 24.0 82.6 34.9 835 153
CP5 76.1 29.9 817 28.2 86.6 24.8 81.4 21.8 75.9 24.9 75.6 12.7
AF1 71.6 25.3 75.6 23.1 82.1 22.9 75.4 18.7 66.3 24.7 52.5 13.0
AF2 67.6 231 70.2 20.2 776 20.1 70.7 16.2 57.4 204 40.0 7.9
AF3 63.9 20.7 65.4 17.1 733 16.1 66.6 15.1 49.4 15.7 321 4.0
AF4 60.3 20.0 61.3 145 68.6 15.9 63.0 134 26 13.3 25.7 34
AF5 57.2 15.9 57.7 13.2 62.9 134 59.9 11.3 36.7 9.6 22.0 1.8
AF6 54.3 15.1 54.6 11.0 57.2 10.0 57.0 10.4 31.7 7.8 19.3 1.2
AF7 52.0 12.2 51.7 10.1 52.8 75 54.4 9.0 27.7 6.2 17.6 07
AF8 49.7 12.1 49.0 8.0 48.4 54 52.0 8.3 24.7 4.2 16.1 0.2
AF9 474 11.2 46.7 6.4 47.0 34 50.0 6.9 222 32 155 0.1
AF10 45.3 9.1 44.4 5.7 458 2.3 48.0 6.8 20.1 25

AF11 43.4 8.9 42.1 4.9 43.9 1.8 46.2 6.1 18.3 1.2

AF12 415 79 40.0 35 419 11 44.6 5.3 16.9 0.7

AF13 39.9 65 37.5 3.0 431 49 16.0 0.2

AF14 38.0 6.2 342 17 411 39

AF15 36.0 5.7 394 35

AF16 31.0 36 37.6 31

AF17 26.7 2.0 36.0 23

AF18 33.0 15

46



45.0

40.0
(9] ®4 2| eRrmi
@ 350 o A
E - ARun2

o A A

= 300 | o . :
g e mm| ©Ru
‘5 25.0 . n B Rund
s
5} Runs
9 200 .
= o ¢ Runé
5 150
E
S 100

5.0

0.0

0.0 20.0 40.0 60.0 80.0 100.0

Residual solid content (wt%)

Fig3-8. Coulombic efficiency of each electrophoretic deposition solution in terms of residual solids

content.

Fig.3-8 ® x Y773, A R AT FETHLHN, R TOMEL T, 15% &2 72, Ziud, A
BEDOT Pk TS B LN TR D D ETHHEE ZOND, BIREETHDAR ) — V&
% #IZ A Runb T/ MED 15.5%E70-72, £z, GL Z A TW720 RunS 23T 16.0%
L720 | ZDMD Run 1E, GL IRINENBZWERREWIDIZE DN, AR ARy R EEH 5
® GL REOBIRXZ Fig.3-9 1T~ d, TOMER, BEEREZELCLE Runé 25 07221103,
FEFNTKEEE LHBIL T, L72h3> T, GL IS IR T ZATERY,, EE&AMICHTHEN TEL T,
FEENITE AR TN EE 2 Hivd, ZiUd, PLE GL OB 3 DU 3 2720 | Fk
BT RTINS DERIC PI AL <HT L, GL IZIFEA LR LI EE TholbBEZ NS,
B EAHOT ST, T H BV A T REMEDR S D3, IR TN E S AR A
HELDHEEZZ D, PLE GL &[RRI E AT HSE 57280 | FRNIHE G EEo T{Zea it
HZELIZUTZ, fEAIE, F2E THRELIAZ U b, KOGV EEEBRRAL, EtLo,
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Fig3-9. Residual solids content vs. initial GL content in solids.

3.3.2. ZVa— T = OKBRIEEE

AZ TV NALZRRFTT HHIC GL ORI EZE R LT, GL OKBIEELEE&T HH T, AXY
VAL E DFEEEA TOWDNEHDNC LT, GL EHKEERR L TV E N4 TS
&, TEFALEITV, NMR CT7 2 F LD E B41T->7-(Fig. 3-10),

T 0 g o
JJL %

GL—OH » GL—O

Fig 3-10. Acetylation of glycol lignin.

FERIT, 20 A7F 2312 GL10.00g, BV 10mL(123.9mmol), HE/KEEEE 10mL(105.8mmol)
Z AAL, 60°CTMBMRIRAAT o7, 3.5 REM LS T1% ., #lik 500mL (ZFFPEEL | I8 080
WBIERLERZAT T, AR D IR ATV ZRIELTIZEZ A, 3400cm™ (L DER w3 FED I
DYHRL ., ISR 1740em (2 VAR =V ORI M ZES LT (Fig. 3-11), ZOTEND, 7
TFIALBEIT LT ZE2MERR LT, IRIT, HJO 27 BT M BRD NMR JIEZTTo72, 78T
JUAt GL14.2mg [CNEEHREL L T #7140 A7 L7 ER (PFB)11.7mg(0.06mmol) % /Il %
NMR HIE% LTz, EDAIMVE Fig. 3-12 1R T,

NMR AXRZMUIZIEBWT 10.14ppm (T H T AR RT VT EROFRLUVHEL, 2.23ppm
(27 = )= AL KEEIED T 2 F ALKRD AT )L | 2.01ppm (ZAEBMIRIED K EEFED T & F ALK D
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AF RSN, TORER, eERaX I Va— 107 =2 1g 12Xl 7= /— WPEKER I
OTBFVET 1.63mmol., JGIEMHKERED T EF /L £ 1.31mmol THY, A FF 2.94mmol T

HoT,

T%

4000 3600 3200 2800 2400 2000 1600 1200 800 400

Wave number (cm™')

Fig 3-11. IR spectra before (black) and after (red) acetylation

A T

S— i R fedbm A 4

Fig 3-12. NMR spectra of acetylated GL. (Enlarged view)

3 pm

s

3.3.3. ZVa—nUr= DA% 7 NAL,

FT FAEAZZIaA LY GL ZAZ 7V AL DG A F LT (Fig. 3-13), 7 Va—1 V7
=2 2.51g (OH ¥ & 7.38mmol)% THF15mL (RS, ¥k A% 7V aA /L 5.83g(56mmol), £°
U 5.132g(65mmol)Z A4L 20h 7 /LT IR T TR, BRI AT o7, IR T4,
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THF #8ELT-E2A, Bk E7eoTz7280, =% /—/)L SmL CHEERMBIE-1%. fiKIZHIL
B, IR R A SRR T T o7, T D%, AR O NMR HIEA1T-7-, 6ppm 13T
(8 = VRO SR SIS, AZ TV NAIZE Z > TR W L=,

)
C|j /: Q
GL—OH >
THF base GL—O

Fig 3—13. Methacrylation of glycol lignin using methacryloyl chloride.

ZZ T, BV ROMRDVICER I K YA W TAX U NALEITHZEE LT (Fig. 3-14), 7V =a—
AT =2 2.5069g (OH 24 £ 7.37mmol)% THF 15mL IZHfRL , UL 5.132g(65mmol) % iz 7
VAU FRBA T TCEIR., HEL, AZ 7V VEREEKY) 10.009g(65mmol)Z Nz 20h FE#RATT 72,
PRI T# . THF 28 EL MUKICHILEL  BIETRR L7z, 2RI AZ 7Y VR DIZ I D3FE
STCUVWelod, FHEE THF 30mL ([ZAESMZ RSS2 THF 28 E LT, £0% , MKIZHILE
U, IS | PR A SRR CTIT o 7o, £ 0%, BLlEM 58 T LIZAERMI D IR AT IMVATIE
L7=(Fig. 3-15), 1774cm! {ZH/LAR =/ LH A S DOWLIL, 1100em™! £3TI2 C-O izl
e  AZTINALTZ Va2 — )7 = 143mg ICNEEHELL TR F T AR XU XTIV T ER
(PFB)13.7mg(0.07mmol)Z 12 NMR ZHIE LTz, EDART V% Fig. 3-16 127,

(@)
O O >\ <
GL—OH y
THF Pyridine GL—O

Fig3—14. Methacrylation of glycol lignin with methacrylate anhydride.
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Fig. 3—-15 IR spectra of methacrylated glycol lignin with methacrylate anhydride.

s |
S T bl W AW 8

Fig. 3-16 NMR spectra of methacrylated glycol lignin with methacrylate anhydride.

Fig. 3-16 XV, 2ppm {HEIZAZZVVILDAF )V 6ppm [FITITA LT 4 DWW DI B
RSz, ZV3— N7 =0 ORERIED E R EFREICL TAZZY L IEDE A E KD 7=, 6ppm
FHEOFL T4 DRINT 4 ROE—I B ROND, ZIUET =/ — A AEAZ 7V VIS 2 K E
WHGRAEAZ 7DV EING 2 RBIISN DD THD, 16T, 2 KT DI TR LA TVEHHEL
Too XUBTNA R AT VT ERZNEEREL L C 10.14ppm [ 2RIV DY — 7 ZfEi LTz,
2ppm fHEDAF NV EEDOE — I (IO — 7 L B2 7 = — #7228 6ppm (L DA
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V740 DRI AZ ZINA O E RO DHE BRI 7 Va— )7 =2 1g 1IZxfL,
2.94mmol ThoT=ZElmb, BRI 77% THHZ LD Tz, EABP O EIL 2.24g TH
ST2ZENALFIFRIL 71% Th o7,

3.3.4. UAFREMERABR

I Va— Y7 = (GL), AZ VATV — L) 7 = (GL-MA) DR it ik BR 21 T~ 7= il e
LI F I/ 97(Table.3-5), #BR 1% GL F£721% GL-MA 0.02g 126 L, IR 0.20g TR MR A TR
U720 GL DAZZINALEFTHZETr/urd/ L AZIHET 9720, NMP & DMSO [ZIHiAETIZ<
IpBbZERoinolz, ZIUE, GL HOIKEEEEN, AZ 7V VI CE E o7 C e L
Tl BEZD,

Table 3-5. Solvent solubility test results for GL and GL-MA. ( Solute : Solvent=1:10)

Solvent GL GL-MA
Water X X
Methanol A A
Ethanol A A
Acetone A A
Ethyl acetate A A
Methylene chloride A A
DMSO © O
THF © ©
DMF © ©
DMAc © ©
NMP © O
Chloroform A O
Toluene X X

©:Easily dissolved
O :soluble
A - difficult to dissolve

x :insoluble

3.3.5. GL-MA % F\ = fkr 153 i o il

BERENERT DITHIZD, FRFIEAToTb D% LL FIZ7R 3 (Table. 3-6), FEHrIL, RIEHIC
DMAc, F721& THF %V T GL-MA F7-1X GL 23RS 8 7% IC_—~ AT I T Y L E Nz
T AY—T—THRBHRLRND, BIRBEE L TAY /—)L TR R &R F L, SMEEBIEL
77
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Table3-6. Conditions for GL and GL-MA particulation studies.

Boemite
GL GL-MA Good aluminum Poor Apperance of
Run (9) (9 Solvent © oxide sol  solvent (mb dispersion
@

1 - 0.10 DMAc 5.0 - Methanol 15 No particulation

2 - 0.10 THF 5.0 - Methanol 15 No particulation

3 - 0.10 DMAc 3.0 - Methanol 15 dispersion

4 0.10 - DMAc 1.0 - Methanol 15 No particulation

5 0.10 - THF 1.0 - Methanol 15 No particulation

6 - 0.10 DMAc 3.0 0.15 Methanol 15 No particulation

7 - 0.10 DMAc 1.0 0.15 Methanol 15 No particulation

8 0.10 - DMAc 1.0 0.15 Methanol 15 No particulation

9 - 0.10 DMAc 1.0 0.15 Water 4 dispersion

GL 13 42 10% D fE T BIAIEITEIEL TOTHEIEIEHCAZ ) — V2 W= 5A121E, AT
LZRWFERHBA 720 3. 3. 1 THT Pl EEALREE LT BB KL 1- L L TIIfT L Tedo
7eEBEZBN5, —F GL-MA [E, Run3iZTHT ARSI, X—~ AT AITZHRAT DL
R ARTNIF Y IWNZE ENDNMPDO )N A ) — L CIINTHH U772 o T, BRI
RRAE WD LA HITHT LT,

3.3.6. PI(BPADA/AHPP)-MA LD KL -4y Bk o 7

% 2 TIZTIERK L= PI(BPADA/AHPP)-MA % H\ T GL-MA SEEMEIEL TEE T DR
R LT, EBRIL, 100mL BT AV TV AZ 7Y )Vl 2T AL A M PI(PI
(BPADA/AHPP)-MA) % 0.1g AL, GL X°> GL-MA % PI E&(ZxIL., 15%12, NMP % 10g ¥
IMUTete, A2 —F —CHIFT2FE T 30 pRREHRIEL, BTSSP ENFLHRLIE. 4
ANVSANTMNEE 2R FERE L . KB IZ RV EIRIZR LTz, AY—T7 — TR 2 ki L oo,
N2 AT NAIFRFD, PI HEICKL T 15%E70585 10% X —~<ALT7 /L7 NMP 531
WAL, A% )—)L 15 mL %, 73XAY— /LB~y "M T Imin B2 CESOIIERINL . B
LT B WA, IROFRBLSF% Table. 3-7 IR T, ZNOEEREEEAT ULV AT YT IZA
i, BREEFOHFRZ 29 mmel miRiEL, A7 L A0y F I, SR R AL
s A L7 BB IR T 50V 2L 7z, HUINEER 1, 2, 5, 10, 30 ¥, 1, 3, 5, 10, 30 47
D10GMEE LTz, EEROEBERMEAER K OEEH PC ZHWCHIEL., EiRfEOFE
a7 —nr gl Uiz, FERICHIE L EREOR I ZLORRF% Fig3-17~Fig3-20 ~rd, &
DEBEBARBIFFFEO BB — 7 /N TERY, K& BT en o7, BEROHIRIZ,
120°COEIRAENTH DL, 300°CIZFRL ., 10 R FFL7, mEEIOHL, M o HEEHEL
FML, AL RIEOERZR L, WE &/ —nr &E2BRy —a g e Uiz, £ EEE
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Table.3-8 127”7,

Table3-7. Conditions for the preparation of electrophoretic deposition solutions with GL and PI-

MA.
PIBPADA/AH  Heating Boemite
RUN GL GL-MA PP)-MA Temp NMP aluminum  Methanol Apperance of
(9) (9) © ) (9) oxide sol (ml) dispersion
@
1 0.033 0.1 - 10 0.18 15 dispersion
2 0.033 0.1 70 10 0.18 15 dispersion
3 0.035 0.1 120 10 0.18 15 dispersion
4 0.1 - 10 0.18 15 dispersion
18
—_—1s
16
2s
14
5s
< 12 10s
g
%.’ 10 305
= 8 1min
© o6 2min
4 Smin
2 10min
0 1 [ L . . — 30min
500 1000 1500 2000
Time(sec)
Fig3-17. Current changes during electrophoretic deposition of Runl.
16
—_—1s
14 _—
<10 10s
=
z s —30s
= s 1min
© 2min
4 Smin
2 10min
0 1 1 t 1 I - 30min
500 1000 1500 2000
Time(sec)
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Fig3-18. Current changes during electrophoretic deposition of Run2.

| 1 Pa— | .
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Fig3-19. Current changes during electrophoretic deposition of Run3.

1s

2s
58
10s

=308
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Fig3-20. Current changes during electrophoretic deposition of Run4.
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Table3-8. Measurements of the Coulomb volume and coating weight of each electrophoretic

deposition solution

Runl Run2
Electro- Weight of ng;;rllz:t(i)\;e Residual o hic Weight of C\:g;:rl];:t(i)\;e Residual & lombic
deposition | Coulomb electrodep electrodeposited solid Efficincy | Coulomb  electrodep electrodeposited solid Efficincy
time ©) osited film film content (mgC) ©) osited film film conotent (mgC)
(s) (mg) (mg) (Wt%) (mg) (mg) (Wt%)
1 0.010 0.8 0.8 99% 82 0.011 0.4 0.4 100% 38
2 0.024 0.7 15 99% 29 0.024 1.2 1.6 99% 50
5 0.043 2.0 35 98% 46 0.044 1.7 3.3 98% 39
10 0.076 2.0 55 96% 26 0.072 2.4 5.7 96% 33
30 0.157 4.7 10.2 93% 30 0.143 5.1 10.8 93% 36
60 0.238 7.0 17.2 89% 29 0.210 7.7 18.5 88% 37
180 0.371 10.1 27.3 82% 27 0.378 9.1 27.6 82% 24
300 0.514 11.2 38.5 75% 22 0.464 11.7 39.3 74% 25
600 0.655 13.0 51.5 67% 20 0.687 14.3 53.6 65% 21
1800 1.187 15.8 67.3 56% 13 1.189 17.6 71.2 53% 15
X-intercept 27% 25%
Run3 Run4
Elect'r(')- Weight of C\,L\l,:;rll?tj)\;e ResiQuaI Coulombic Weight of C\:,;?:r:?t:)\;e Resi(?ual Coulombic
deposition | Coulomb electrodep electrodeposited solid Efficincy | Coulomb  electrodep electrodeposited solid Efficincy
time (C)  osited film il content (mg/C) (€)  osited film film Conotem (mg/C)
(s) (mg) (mg) (Wt%) (mg) (mg) (Wt%)
1 0.009 0.9 0.9 99% 98 0.014 0.8 0.8 99% 58
2 0.019 14 2.3 99% 73 0.020 1.7 2.5 98% 85
5 0.048 2.2 45 97% 46 0.045 1.6 4.1 97% 36
10 0.082 3.9 8.4 95% 48 0.085 3.1 7.2 94% 36
30 0.200 8.1 16.5 89% 40 0.196 6.2 13.4 89% 32
60 0.325 12.2 28.7 81% 38 0.305 8.9 22.3 82% 29
180 0.560 17.8 46.5 70% 32 0.497 14.0 36.3 70% 28
300 0.699 17.6 64.1 58% 25 0.743 151 51.4 58% 20
600 0.976 18.4 82.5 47% 19 1.027 14.9 66.3 46% 15
1800 1.789 18.4 100.9 35% 10 1.863 17.0 83.3 32% 9
X-intercept 16% 9%

SO E LT —a

BLEEW LR O R FEOEREEZ 7 0y (Fig.3-21, Fig.3-22) L, —&

IR OO ED D, Run D7 —r 234K 7225 Runl 14, 36.7mg/C, Run2 %,
26.5mg/C. Run3 (%, 35.9mg/C. Run4 (%, 26.8mg/C TohH -7z, Rund 1%, V7 = AbEMHE Ei
TRy, BT IR EEAMEW 2 IRWEEE 72565 2 Hid, Run3 1E, GL-MA %12 T,
120°CITIEAL 72221280, PI S BB 720 BIRIT /0 D 2L R DRI FIREEAS @V )

W — B ETHY Run2 1E, N

Zh,

NN

DMy, PL LA EHMEHR S 7 —m 25,

Rund L[RIZKHEIIRVEE X BHD, Runl [ZOWTIE, 77— 0 Zh3R03 @ W EE 23S #E Tl
23, BER O GL 22D EEH =% GL A FERFO RS CTHAOMER-CHREE N 7 A WEEEL 7=
PEG DMREAL TWDAREMEDN DY, GL ORI BURD pH 1%, B TERMEE T, ED%, RNOBE
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PO DNRBDY | BATZHOL . =D <o TR DD EE X D,

20.0
18.0 |

16.0 |
®Runl
140 F
120 F
L Run2
100 F ®

8.0
®
6.0 Run3

4.0
20 F-000 Run4

Weight of electrodeposited film (mg)

0.0 L
0.000 0.200 0.400 0.600 0.800 1.000

Coulomb (C)

Fig3-21. Relationship between Coulomb and Weight of electrodeposited film.

20.0
“ohi
E, 18.0 | ®Runl
g 160 | y = 35.699x +0.0897
= R2=0.9956
= 140 F
£
Z 120 | Run2
@ 100 } e ¥ =26.506x +0.4171
] - R2=0.9919
5 80t ;
o &
« 6.0 | Run3
[=] ..-"
< | y =35.919x +0.6969
=40 :
& R2=0.998
g 20 }b.o%
= o 2
0.0 1 1 1 1 1 Run4
0.000  0.100 0200 0300 0400 0500 0600 Y=26.812x +0.7325
R2=0.9969
Coulomb (C)

Fig3-22. Relationship between Coulomb and Weight of electrodeposited film(Coulomb <0.5C).

B4R e — RO R % Fig.3-23, Fig.3-24 (7, AL, EA MBI
THLELHY, 2 TD Run T, NTOEXNKELTeo728, BIE/3FERD 95%LL F ORI TIL,
BARHG R AN E LI, £ DL EFI T, BB 0ERRLER7 —a 2RO B2 HY
Do, =B HEEELSHEBA LT, ZOKD X 11, EE R AIOEE 2 RELRL, & L
FEOEGRAE Otk 70%, X YR 1, Runl 13X, 27%, Run2 1%, 25%. Run3 %, 16%., Run4 (%,
9% T -7z, GL ALAMZEHE AL T2 Rund 2t /NS o7208, 9%50 . KL OB AL
B NIVTHT HRL - B2 NS T D78 O TRBPMETHHZENP LN/ >T, Runl (X, AZ 7Y
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WEERFFZI00 % PL A MEHME IR T AT 25 R0 4 | &V, Run2, Run3 13,
GL-MA % vy, AL T %23, Run2 @ 70°CTIE, IREMELS, A EE T, Run3 @ 120C
THEDEATE S AL 25T EE 2 DND, LOFHMICIRE L2295 T, BEimsm b
MDHEETHDHEE 2 HID,

120
C 100 |
&
g
7 80 ®Runl
g Run2
= 60
0 Run3
.9 b
=) Run4
= 40
S d
= » ¥ ..
S 20 > ©
o)
O L L L L
0% 20% 40% 60% 80% 100%

Residual solid content (wt%)

Fig3-23. Relationship between Residual solid content and Coulombic efficiency.

60
® Runl
% 50 ¥ =53.494x - 14.341
= R2=0.8727
an 40 F
5 Run2
'S y=45.525% - 11.5
& 30 F A R2=0.9736
=)
= 20 o Run3
=)
= ° y=757.94x - 9.0392
S0t R2=0.989
0 1 1 1 1 Run4
0% 20% 40% 60% 80% 100% Y =41.795x - 3.8847
R2=0.9783

Residual solid content (wt%)

Fig3-24. Relationship between Residual solid content and Coulombic efficiency
(Residual solid content <95%)).

B NIRRT OWRIL B DR D R 27225 F T SUS iE AW CESEELEKGEL .
i 1-BREVEZEEM LT-, BREIEEZORSIMEE Fig.3-25 12777, Rund 1%, GL {b&#23 Ao
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T2y, BEEAFZH THLH0, Run3 bEREEATHY , GL By DIk &V IRWEEDMA 22,

Fig3-25. Appearance of electrophoretic deposition solution after electrophoretic deposition

(From left to right: Run4, Run2, Runl, Run3)

WIZEMREL COR MR IEE G2 E Ui, IEORERIENE G S JIE T & E A
#E T E COFRBEN B EIR TR L TR aEE L CLE W, ORI A A2 TR PED B
Do ED#y Run3 % 3 fFICAT— AT 7L IRNAT L AR MUZRTEL TR ATE R T 5
B EREFEM LI, TR, 100mL FA7Z 22 PI(BPADA/AHPP)-MA 0.31g & GL-MA
0.10g, NMP 31g ZiNx ., HPAL, AZ—7—TRIBEIRLUTEM LT 120°CITMEL7=A 1L
ANZHIT 2 K], AZ—F—THRIRLRDBOINEAL | AZ 7V VDS ERLTZ%, 25°CRREEET
WHL, X—~v AT NIV V% 0.55giRML, A% /—/V 4TmL % 1 53 Cil FLC, 0k 15
BT T2, B DM Z Fig.3-26 1R T, WO HGEDIMIZL TWD, FLICRL 11
S BRI Ch oz, ¥ —2EALIER R Fig.3-27, hr F-EHIER K% Fig.3-28 (TR
T, B—HEMIL, +372mV THY, EICHEL CODLIENE, IF AU BHENARETHD, F
YR F£21X. 855nm CThH o7,

Fig3-26. Appearance of PI-MA, GL-MA, Al-sol dispersion.
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Fig3-27. Result of zeta potential measurement of the dispersion
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Fig3-28. Result of particle size measurement of dispersion

BRIIE, R4S 2.0mm, B2 3.5mm, R 2875 0.3mm 0S4 MER SRR 2 IV T IR 28
i VERLL | AERRFEPER R L 7o, BEAE o ROV L, e MEFTMAS % Table.3-9 12, &
HERROIBA Fig.3-29 |RT,
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Table3-9. Electrophoretic deposition conditions and results on rectangular copper wire.

Electro- Copper rectangular

Applied Te wire size Outer size Film thickness
Copper voltage dep_osmon (mm) (mm) (um) Pin hole test  BDV(kV)
_ plate No. ) time
O] Short Long Short Long  Short  Long
1 250 380 1.95 3.36 2.18 3.59 115 114 pass 9.0 *
2 250 434 1.95 3.36 2.13 3.56 90 102 pass 9.0
3 250 540 1.95 3.36 2.12 3.52 82 83 pass 7.6
4 250 660 1.95 3.36 2.09 3.50 68 71 pass 4.8
5 250 1080 1.95 3.36 2.06 3.46 54 48 pass 4.8

M breaking down at the conductor exposed part

Fig3-29. Appearance of electrophoretic deposition jig and copper rectangler wire after

electrophoretic deposition. (From left to right: No.1, No.2, No.3, No.4, No.5)

No.1, No.2 1%, TEEINETHDM, MEOIZEML 7= 7 /i, LR RER C. RV R A
WS, A BEIRD D LIS 2 IEIZ L ThHW IR e o7, ZhuT, BERIEAERDLZ LT
Lo TR ORL - PHE S, R FREME T T 08B 206005, LEMERETTDERITIL,
REZLENIELD, KREEOWREMRERLZ2NPOHAW T, IREZ(LE /NS 57080 TRM
WEEEE 2 HND, FIERI, 48~115um OFIFH TEEL LI DOE{EKRLIZ, &2 TOH 7 /LT
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VRV A7V T LT, ZHUCED, BELZ 10 mm OFFANICIE, SeiREso SRt &
D TRMaD I MEFIETE R K TNDZERH BN E TR T2, 48 A O ik B L iR
(BDV) fi§ R &R DBfR % Fig.3-30 (¥, SRR, B LK O O R EE 28
LCFmyhlic, IREDS, B2 DIEE | #afxE i EIL, m<Ro7, LanL, 9kV LA ETinm
A ECTLEW, JIE KA o7, MIERAIZE DTy b DT — UGB 0B
ZROTEZA, 102 Vium ThoTo, =F AVARELTIL, 200 V/ium F2EEH D LB TS 72 iffa 2 B¢
HHESHONTNDEN, TOEIRITIT, o TRV, ZiUL, HIEICE TOMMBRHHZET,
A7aA—=ZOPEMEOL L ENENEFTASH D, EEMRICEDRHHH T, BROD/ AT 2o
TLESTWDAREMEN 0D ZEENHIK L7V B E A L T T REMER S D, F
72, GL LA O ILBREE D | MaixE 205 QD ATREMEL 528, I EAE & K2 IR oo AH B 23 L
BRI A TN ZEDNDH B B HR OB IR ENEE X HIVD,

12

10 F

et

____

Breakdown voltage (kV)

40 60 80 100 120
Film Thickness (um)

Fig3-30. Relationship between film thickness and breakdown voltage.

No.l DY T MZDNWT, FRECOW Bl L2 Fhi L7z, Wriii 55, K ORiEil, f/E 5o
WENRL B % Fig.3-31 127, RiEmBiL, BLOHIET 85um THY | f/ZHIE, R #C 108um
Tholz, B, B —RIENTERIIN TODIEDRH Ol FeZDTEND, FEORRIL,
R EBBIAEY, £l HINOFEIIRNDEDEE 2 BND, 2L, BERIZHWZAT LA
RMLEDFRER | Rb TSR ChLFERLATICERDER LT WENEEL QDL
EBEROND, A —HFIBEL . TG-DTA HEZFEML 72, #558% Fig.3-32 (TR ¥, 5% E &k
I IL, 324°C, 10% EE&RDIREIL, 401°CTho7, Ziuk, GL OEVGRIREL) 7L TD
LB Z DD, MR OHIFHE L TH 2 HLARWEUE CThHHEHE 2 273, PLAL GL 1A OIfif
PEA L2 R 29, RSO THDHEE 2D,
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Fig3-31. Cross section of electrodeposited wire
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Fig3-32. TG-DTA of electrodeposited films after curing

3.4, fuw

PI LiEATHAREILDO MY GL & PI(BPADA/DMB)% W CEEZ L1278, GL 25HufgiE i
BOIAEN T TEBLFIZFRE L CLEIZERH LN E/ 25Tz, GLIZAZ 7YV HZ#E A LT- GL-MA
& PI(BPADA/AHPP)-MA %72 HNVEALTAICES TLHH T, it GL-MA 28 AT
X, ZOFER, BFERAENE B U, ZhE AW B AR, 48~115um  EJEWIEE T K
TE, EVAR— A TV—THY | M EELEIX, 9 kV P EE@mWMEE R U, BIE S 720 Ofbix
EEIEIE, 102V/um EETETTHY | MHEVED 5% H R IR T 324°C, 10% E &R
FEDY 402°CEARVAE 72> TLE ST, REIRWHDDFE Hle TRECHH L7 GL ZAEia B F]
MU B etz it B2 B g Lz,
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L BREEE, "TIATF v FERDELENAD R <SEEEHE >

https://www.env.go.jp/council/03recycle/y0312-05/s1.pdf [Accessed 2024.3]
ARASAT T IAF o I, AT AT TAF v 7 Af",
http://www.jbpaweb.net/bp/ [Accessed 2024.3]

3. T. Takano, "Prospect of Lignin Utilization Research", Network Polymer., 31(2010)213-223

W Z, @BEE, SELN, "7Va— )7 =0 OGS HIER EDT AT A",
Japan Patent JP 2017-197517 (2017).
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FIE AT OBRFE", KE V=270 6DH FHELER T OFFF., 574(2017)1-66
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AT TRV AIRFIERRRY T IR AT L DA R LA FERE

4.1.

HTRNE, 1960 AT 2R AR LIZ 2B FRORIAINTHY ., MBS )
BRI DD AR THO 720305, BERER RV AINTHD, LLARND, RIE-ARC
DRy AR E ORI, —KAITIE, AIBMA THLRY 7 IR (PAA) BRI OIKEETH
WHILD, FEARMFITHODE R —<ANE, REEMNETHDLL, RITINBEOILVAR S
fel oy I EAERICEOA A BRBE TR T 54 BEEEL CLEIFD G, RUT IR O
RECIE, B — IS B2 e kAR, BT R D 2 H R T IR IR Z 25 5
WD HDBRZRWD RS AREAE F N DO ROIERETH D,

BEFEDAFZETlE, RUTIRBRO IV ARF L a2 T I et a2 Lo knEfEi L., IE
BAEHIZEHIENAHETH D, (Figd-)ZNHE TFILEIEH DV B IR A TSN 5728
D FETHRL LT DL TT =4V EENTEDL[1], ZOHEIRIFEALE ORI T IREEH]
BRI T oV 7 E O LA IRINT 2720 TAA AL D 2 A I E A
MEIRE R TEDEVI A I3 B D, LdL, 7T=A4 U EE TR E DI M’ZL/{M@W
DRERERE M ET HHEEINIZ DO IEM OB R I L DB N D728 | ji)is TE
DIMITHIR D DD, TRV T INEE B (KL BOK TR fERET 720 | f%ﬁ ENER

ElIZRIED BT,
Ny O
g n

HNEt3O HNEt3

Fig 4-1. PAA 1 (PMDA/ODA)

ZZ T, RIAIMMEEMTEME T 5T 5T T, R 7 VR ZLZH > TS EN
K EMNEZFIHLU TES HRRWVDRETT 228U, Y LT IERKEAG A CH S L7 1
BRI L, BRYEOHE M ORISR S L, A4 Ak Toh . RHEAE CEfMishz
VT HZET, Rl @NE—FBMNZT G-, bR OB TR IICEVZE L TD,
ZOENMIL, EICHAICHIRR T 2EN R BB A0 Eliah g, 2O
ki N OEWVEREF AL T, RIMEBEMEE> CORWMEHC BN 2T 52528 T, B85S
BET LM HBRRVINEE 272, HIEELFMWND ETHSILTWD A —T v 7 ZA3FDO T4
Table.4-1 |27~ 7§, F7o, SMBLE Figd-2 12, R F-Re& B —FEBArAIE LI fE R % Figd-3 12, Y
T VERTEE LTI BEOIME % Figd-4 (O~ 7, B—XENITA/)—T v/ A SNS ICTATH
V. AK 1&, IEZRLTz, B0 BikE AV, BIRO MR =7 VA e L CREALIZED
A, A =T w7 A SNS ITGITAHT L, AK [ZER I L7z,
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Table4-1. Silica sol used to study the effect of surface charge. (typical value)

Product name SNOWTEX

Grade S NS AK
Type A|ka|;23;0;1ph3;ji?):3t:d by Alka||nes:[|n[r)]|1—|o-2i(11usted by Acidic sol(cationic surface)
Particle size(nm

(g:acrse r;efh(od)) 9 9 12
Solid content(wt%) 30.5 20.3 17.8
dispersant Water

specific gravity 1.214 1.129 1.142
pH 10.1 9.6 4.6
viscosity(mPa - s) 6.3 3.8 3.7
Other inclusions(%) 0.45(Na,0) 0.0026(Na,0) 2.1(AL,03)

Fig4-2. Appearance of Snowtex (a)S, (b)NS, (c)AK

92.2nm

f (C)’ 2
1 -0 14.8nm -8 ] [
| z I = ¥
2 1 60 =z o0 ®m3 ’”] 0
= 1 = = =
® | = # - =
= 4 w §E ‘ w 3% | -0
1 I L | I ] =
| 7 | :
g \ - ‘ 0
a1 1 10 100 1000 10000 o Y 10 100 1000 10000 ar 7 10 100 1000 10000
BE (o) SE () WEE (o)
10 . ’
|
0. 08 o
o -63.1mV 3 0d] -49.3mV . 34.6mV
i E ¥
= 0. i # o4 & os
ﬂ}'i 024 0.
~150 ~100 50 o 50 100 150 200 150 -100 -50 4 50 100 150 200 150 100 -50 o 50 100 150 200
B (V) LR (mV) TSR (mV)

Fig4-3. Results of Snowtex (a)S, (b)NS, (c)AK particle size and zeta potential measurement.
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& g -

f R 2R

Fig4-4. Appearance of substrates electrodeposited with Snowtex (a)S, (b)NS, (c)AK

ZDINZE RSN F- DA T, BAEWREA T HFRHLNNTRoT, £, KL FOREE
NORMEZE T T HZET MW T DAL T CTEXLIEND, BAERISTR 2 N2 T,
A Z RO Tho THOBEAEMEIE TELDOTIIRVINEE 2 T 528120,

— IR I HOWTIE, R T IREEREF A4 M B BRI THD I VR i T AT )L
fbF2Z8i2k0, hFiL, _—~A T LDO5 1M EERZIfl S, BELIZWD
&L LTz, ARG SCTIE Fig 4-5 (R TEAVARIELEMEE T EWELZ BT 5B E MBI ChH D
AT N E R EAT T DRI T IR AT )L(PMDA/ODA) DA R E B A IOV TR D,

0] (0]
N OCH,4
A 0O
(0] @)

Fig 4-5. AIELTHRVTIRTAT L

4.2. EH
4.2.1. I

EARELBR) LIRSz BR V=R [3,3°44-E 7 ==L 7} 7 18 JVRVEE kY
(BPDA) /B AU Mig#E K ¥ (PMDA) /44-2 7 /Y7 ==)L=—7 /)L (ODA) LELIA,
18wt% NMP &k ] % M\ 7=, 4,4’-Diaminodiphenyl Ether (ODA), #fiJE : >98.0%(GC)(T).
Potassium Carbonate, #fi £  :>99.0%(T) . 1,8-Diazabicyclo[5.4.0]-7-undecene, i & :
>98.0%(GC)(T). Iodomethane (stabilized with Copper chip), : #{iE>99.5%(GC). Trimethylsilyl
diazomethane (ca. 10% in Hexane, ca. 0.6mol/L) . Diphenyl (2,3-Dihydro-2-thioxo-3-benzoxazolyl)
phosphonate, fiEE : >98.0%(T IS HFTULK LEDOLDEZZOFEMLH LI,

Pyromellitic Dianhydride (PMDA), #i : >98.0%(T)IZkk Kt HU bk T3NSI AL . E22
T 180°CT 2 R NFAZAT W BERR LT=b D& I LT,

1-Methyl-2-pyrrolidone, Super Dehydrated, #iEE :99.0+% (Capillary GC), Dimethylsulfoxide-
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D6 + 0.05% TMS. N,N-Dimethylformamide-d7, 99.5%ZF )RRk SO DA Z D EEH
L7,

4.2.2. WV E

KR RS /AT (NMR )1 Bruker #1584 Ascend 400 (400MHz) % V>, NEMEHESE LTk
FTAF LT (TMS), BIEHEE LT DMSO, DMF % AW CHIE LTz, RN (IR) AT ML T
SHIMADZU IRAffinity-1S % M\ CGEIBIEIZLOHPIE LT, BVE B/ /R EE (TG-DTA) HIE T
TG/DTA [FIRFAIEEEE SHIMADZU DTG-60 % VN CH-FEEHE 10 °C/min TITV, EHR K
PR E Iz (s 50 mL/min) (& CHIE L7z, ARVAIRPRL DR 236 L Ok 1
RO —4EEALIX HORIBA nanoPartica SZ-100 % LHIELTZ, TV VR 71T YMC #HH
YSP-101 Z MW7z, BAEBEOBRERE IRV s —F U NV —T v A ai—X
293-230-30 MDC-25MX %1 L7-, AR OEIEIL = FERGHERH T U4~ /LF 2
—4% PC710 AW CERZME L,

4.2.3. PAA(PMDA/ODA)D A ik

300 mL = 7T7AaN%E, Ar HAEE AL AR E =523y 7% VT Ar A TE
L7z, Z£ZIZ, ODA % 15.057 g(75 mmol) &V EY | NMP 125 mL I[ZHEFEL 23 BEEfEL 72, ODA 23
FERIEMR LT LMl th . TAANAZ AW TR Z /3 IS EIL 72, PMDA 16.4012¢(75
mmol)Z N % 24 FERHEHRL Ak LT, 155N 72RY ~—AiE% NMP 100mL THARL, A%/ —/L
2000mL FHUZH F UL T 52 TRV T IRBEO FE KA 157-, Zh a5 AL, BT T2 T24
R R R AT > T2 [E A2 NMP IS fiSE, LR O A 3 [E#E0IRL | 318 A ROR
UAIK PAA(PMDA/ODA)% %7 (Fig 4-6), IN=R1X 99% CTH~7=,

PAA(PMDA/ODA): THNMR(400 MHz DMF-d7):8 7.13(s,2H), 7.89(s,2H), 8.04(s,2H),
8.12(s.2H), 8.48(s,2H), 10.57(s,2H). IR (KBr) : 3300, 1664, 1408, 1300, 752 cm .

(0] o
b OO
HO OH n
(0] o
Fig 4-6. & IZLoTHEHITZARY 7IREE(PMDA/ODA)

4.2. 4. A AF AT 2T AL

100mL T A7 T7AaNZ%Z | Ar HAZE AL LR E =720 72 T Ar T AIZEHL
7co £ ZIT, PAA(PMDA/ODA) 2.2446 g(5.0 mmol), fREEYY 2 1.100 g(8.0 mmol), S7{LAF /L
1.0mL (16mmol) 212 40°CT 5 REEDINEEFEL G LTz, 15O ~—¥ik A NMP 40mL
TARL, MK 1000mL HIZHE T LU CHILE LAY~ —DEEE S, ZhERk5 AL, BT T
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(TR A T CTIE7- [E1AZ NMP IR RS H LB O#EE 3 [0 EB AR ORY
~—% 5T, RV~ —~DAF )V FEOE AT 34% ., ILRIE 92% ThH -7,

4.2.5. NIAFILLUNDT Y A AL DT AT AL,

100 mL & —7%—{Z PAA(PMDA/ODA) 10 wt% 13.2529 g(3mmol)%& &V HLY, 7 A A/ N A% Fu
TRz o Hls iz, 2212, TMSCHN: 10 mL(6mmol) A 18 B (2 N L7=, i K 5&ks
FED ER-UKFEDOWEDFEA LT, TADFEENE IR o7 Z LA a8 LT ISR OV T 228 %
VIR LTz, 8l FHEND 5 RS T o722 A, 7 Vb=, NMP % 50 mL Jlx 50°CT 2
R INEAL 7 ARV T T,

4.2.6. DAF LAY MNBOARL[2,3]

200 mL 77 A= ZJEMZE VT Ar A TEELLT-, 212 PMDA 13.2972 g(60 mmol),MeOH
120mL ZHD ANT=DHIZ 5 h iR ETo72, KIZ MeOH CTHAEMBEI TV —BFFE % W5 I8
A AW CTHGEIEYETST=, D% 100°CT 48 RFFFLZEHMEREI TV, AT L rA) Y Mk %
577, WL 58% Th o7z,

TAF LT AT Y M TH NMR (400 MHz (CD3)2S0): §13.83 (s, 2H), 8.01 (s, 2H), 3.84 (s,6H).

@) )

HO OCH;
H,CO OH

(0] O
Fig 4-7. BRUCES THROLNIZU AT A AT Y N

4.2.7. PAE(PMDA/ODA)D & 1% [4]

300mL — A 77 A=% . JifiZz VT Ar HATERLIZ, ZZIZ, ODA 5.000 g(24.97 mmol),
NMP150 mL &M 2RI Z LR LIZOBIZV AT LT AT ILE )~ — 7.0465
2(24.97 mmol),TEA 7.5 mL(50 mmol)Z N X 7z, IZ, TAANSNZTHEBEHEL 72535 DBOP
23.1211 g(60 mmol)Z N Z HR T 24 KIS HET2, MeOH & W THILEA 3 BT 572121
B R A AT o7z,

PAE(PMDA/ODA): 'H NMR (400 MHz (CD3),S0): & 10.64 (s, 2H), 8.073 (s, 2H), 7.70 (s, 4H), 7.07

(s,4H), 3.84 (s, 6H).
o) o
{HN?FQ:\;O/C%
HyC™© NHO°@
o) o

Fig 4-8. G AUCE> THELNZARYT7IR AT /L(PMDA/ODA)
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4.2.8. PAE(PMDA/ODA)D ki1t
PAE(PMDA/ODA)% NMP (ZfRSH 30 0B LTz, BEBEZ T U, FRLEIC o THokE
FALETR LTz,

Table 4-2. PAE(PMDA/ODA)Z T4 /— /)L 74 T WD Stk & -

R PI NMP Ciﬂi Rd Vp v é Cp fl/.:{:%
un U=
9 (mL) (%) (mL/min) (mL) (nm) (mv) (%)
1 0.1 10 1.0 20 20 357.3 -0.9 0.33 —EhEEE

Cini.. FIIRIE  Ra. 8 FHEE Vo BRBE TR Cpe - B0 HUR OB TE 73 I

4.2.9. PAE(PMDA/ODA)/_R—< A NT L3IF AT Vs MR 1-

PAE(PMDA/ODA)% NMP |ZEfiESt, _X—~< A7 /NMP IR TRIR (S —~ AT LT
10%) &%, 15 SRS TR—< A T AT 20 B ST, BEEER L, BB k-
THORL A TER LT,

Table 4-3. PAE(PMDA/ODA)/AIOOH ki1t 35 7= DRt
PAE(PMDA/ODA)IZ5%}LC AIOOH 15wt%

Run Pl NMP  Cini Ry Ve Y C Cy dispersethiquid Plate Film thickness
(9) (9) (%)  (mL/min)  (mL) (nm) mV) (%) condition appearance (um)
1 0.1 10 1.0 5 20 370 284 033 despersion good -
2 0.1 10 1.0 10 20 279 63.2 0.33 despersion good
3 0.1 10 1.0 15 20 244 63.6 0.33 despersion good
4 0.1 10 1.0 20 20 224 78.3 0.33 despersion good
5 0.1 10 1.0 20 15 128 0.40 despersion good 40
6 0.1 10 1.0 20 20 163 0.33 despersion good 78
7 0.1 10 1.0 20 25 157 0.29 despersion good 40
8 0.1 10 1.0 20 30 143 0.25 despersion cracked
9 0.1 10 1.0 20 40 142 0.20 despersion cracked
10 0.1 10 1.0 20 50 141 0.17 despersion cracked
11 0.1 10 1.0 20 60 138 0.14 despersion cracked
12 0.1 10 1.0 20 70 143 0.13 despersion cracked
13 0.1 10 1.0 20 80 149 0.11 despersion cracked
14  0.05 5 1.0 20 10 163 450 0.33 despersion good 60
15 0.1 5 2.0 20 10 221 446  0.67 despersion good 82
16 0.15 5 3.0 20 10 317 432  1.00 despersion good 98
17 0.2 5 4.0 20 10 535 26.1 1.33 despersion good 57
18 0.25 5 5.0 20 10 566 232 167 despersion good 78
19 0.3 3 10.0 20 6 737 448 3.33 agglomeration foaming

Ciyi...Initial concentration Ry...Drop rate  V,...Amount of poor solvent C,...Solid concentration of
dispersion liquid v...Average particle diameter (...zeta-potential
Cini.. A Rd..{H FEE  Vp. AREH T &
Cp- * TR 53 R D [ETE 3 Y E
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4.2.10. Bi B —HENORE

2-2-8, 2-2-9 TR L7 BRL 1R A% O F A AL /L IZ A4L, HORIBA nanoPartica SZ-
100 TR FREB—FEMENE LT, BB 7 7 AVE VT RIAF LU Z IR U7, B
X ) — VERINL | AEHEE — N CHITE LT, BV ERIAB 2L 2 L, A REIT Sy
B, A —REERTELT,

4.2.11. PAE(PMDA/ODA)DEH

VERLU 72 ohi 1 0 Wi A A7 2 U AT o 7 IR L AL, S (10mmx 120mmx0.79mm) -4 A
LTz, ATV ATy 7 2 W5, Sifk A faime U CE e E L IR B B L, EEIEAHIm
L. EEEIT-T,

4.2.12. 27— WL olE

T YR TR FGA FR TR =5 % T R (10mmx60mmx0.79mm) 2 f O & B
D, BEWEEIT oI, TD%, ATV ARy 72 5 S fE iR U CRLE e E (L IR
BB L . BRI D B O AL A E L2 AL E B EZFIINL , BEEITo72, ¥
VIV OREE, BERIE, TEIEAE I CTHEMEL ., 80°CT 60 43, 150°CT 30 43, 210°CT 30 43, 240°C
T 3047, 270°CT 30 43, 300°CT 10 /3L , FFEREIZEF &L, BAEROHFIRO ESLEE
BOFIROBESOZAEZEIVHL, BAEL CWDLEEOBHROBIFEE AN Tr—n BB AR
L7z,

4.2.13. AIF{EERDOWE[5]

VEBRLL 700K - 0 i e AT U VAR o T IR L ATz, AT L AR 7 % [ SR
(10mmx120mmx0.79mm) A2t L THRIIZERS L, B2 E BRI EA L 40 V OF
JEAZFIMUEEE 5 3RT-724212 80°CT 60 707 =—V> 7 %477z, Wl T= a5 A Sk
MHHEIBELT-121C IR IEZAT o7z, LA RO EZFRICEIEZ VT 150°CT 30 57, 210°CT 30
57 240°CC 30 43, 270°CC 30 47, 300°CT 10 Z3fHDFF 6 FfTV, WD mSAE HWTAIN
fEREHE L,

4.2.14. B EEHE

YT N % 10 mg BREEFED -7 NI A Fr— 2 O TRE Y 7 V& B L, R
7= EVE B (TG/DTA) [FIRFHIE 2418 OFHARMBIZ 72, 50 ml/min ZEFHE 72— T2V CHl
TERTA—=ZERENE 300 °CETHI0 °C/min DFIEHE TEAEIC 150 o MIREFEZITV,
-10 °COBEIEIEE T 200 °CETHEIEL . FU10 °C/min O F-EHE T 600°CE TEAR. 50
ml/min D25 70— FIZEBWTRFFAZI TV, TG-DTA HifR %1572,
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4.3. fERLEEL
4.3. 1. &0 RISZEARYTIR AT L (PMDA/ODA) DA ik

RUTINERIE, WP OIEZRK G TOIK S RA R T %, BEEEOK FE2EILL3 < &
{E22TEPEDMRONRED DD, € DT DRV TINBED IV ATV FE 100% AT ALLARY T
R 2T )T DL TR IEDINEI S I, RAFLTEMED A BT DB 2 BND[6], £ZT. W
TR BREDRVTIRTAT VOB R ERAT, Fig. 4-9 IORTARVTIRTAT VO A E HIE

L7,
(0] @]
N OCH,
Lo,
(0] O

Fig 4-9. L1 %707 IR =271 (PMDA/ODA)

F3HRY 7 IR (PMDA/ODA) D 4 % % 1T - 7= (Fig. 4-10), 300mL = 177 A=|Z ODA
15.057g(75 mmol), NMP125mL, PMDA 16.4012g(75 mmol)Z % 7=, 24 B L EA LT,

) o o o,
Oen ol SO
HaN o MH, ——— n
Q o —I— 2 N
H OH
o o 0 o

Fig 4-10. 17 hHIBRIARD B R AF— 2

AR LAY 7 IRER(PMDA/ODA) @ 'H NMR A7 LU % Fig. 4-11 (2, IR A~ kL
fE % Fig. 4-12 \ZR T, Fig. 4-11 75 trans 8, cis RBMFIET D728 3 AOE—7 ()7 @il
. T—T VERFEDOBE G L @S 7 MRS ND 7.13 ppm (2B —Z(b)MEBLHIS L,
7.89 ppm [ZH FHER D — 2 () MBS AL, 10.57 ppm (ZT7INEDOE —7()ABRISI, a, b, ¢,
d OFESMED DS 1:2:2:1 TH-o72Z8h 5 PAA(PMDA/ODA)D AR ZMETRLTZ,  3300cm! 725
2500cm! (272> THVAR L BEHROE — 7 D3RRI AL, 1660cm™!, 1690cm™ (Z7 INHH kOE
— MRS T,
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c b b
) a o (¢
e
d C b
—HN OH
a
0 )
c
d ] b
a
| % |
JE— — — ,'__“..',ftk ALY e N o
12 » 10 o 8 7 6 5 a : ppm

Fig 4-11. 77 L HiBRIA(PMDA/ODA)D'HNMR A~ kL (VAL L T DMF-d7 %1%

100 -
95

<

¥ 90 A

)

%3
85
80 T T T T T T

3700 3200 2700 2200 1700 1200
HE(m™)

Fig 4-12. 17 M HIBEA(PMDA/ODA)D IR A~2J R L
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IUAEATF IV N2 AT UABIZ DWW T O R Z1T o7z, A58 TIIBEIZ BR V=AL371k
AFNERISEE®mWVE AR T AT U IEEER T LI EICHIIL TS, 22T,
PAA(PMDA/ODA)ZF AL AT V% AW TRY 7IR A7 /L (PMDA/ODA) D & il ik 277,

100mL FA7FA=|Z, PAA(PMDA/ODA) 2.2446 g(5.0 mmol), &5 U7 2 1.100 g(8.0 mmol),
(L AF /L 1.0mL (16mmol) Z /% 7=, 40°CT 5 B RINBGEEE AT T 7212 I HIK T 2 [l LR
EAT o1, TDOHRITHE I IBAEATU 2.0629 g DRV~ —5157=, IRIT 92 % ThH-o7=, AkAF
— L% Fig. 4-13 [Z”7,

(o] (o] o] O
HN NH—{  )—0— )ﬁf CHsl , KCO, HN NH—{ :}—D—{i :)af
\LHD OH n > Hi,@jt@ite\w n
O 8] o] O ’
Fig 4-13. IUbATF LA W AT LD G AT —

BUS# DAY~ —DH NMR A7 Vil Rz Fig. 4-14 (2 IR A7 MViE R4 Fig. 4-15 (R
¥, Fig. 4-14 Z1.5L 3.83 ppm ([ZATF VEEHROE =V 3 RSN, FEERO T ahy OFEsHE
23 10 1IZHRLTAF VI 2.06 THY, AT 34% Th-7=, £z Fig. 4-15 (21F 1724em 2=
AT ML RO —7  1776em ICAIRNE R OY — 7 DSBS, UL EDTENL—HEE A
IR L TOBBFEFIGEL TAIREAEITL CDEE BN, RELEMEE ED D=0
WZIET AT LD 100% CTHHMLER G D, ZDTZDWIZNIAF VYN T Y A% % -
TAT IALDIRFIZAT 27,
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Fig4-14. U bAT L, REEHIT LENNZ 40°CT 5 B G PAA(PMDA/ODA)D
'HNMR A7 ML (FEEEEEL T DMSO-d6 21 )
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Fig4-15. SUALAF L REEH VY 2ANNZ 40°CT 5 W% PAA(PMDA/ODA)®D
FT-IR Z~XZFL
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100 mL &' —7%7—{(Z PAA(PMDA/ODA) 10 wt% 13.2529 g(3mmol)Z I\ i1, ZZIZhAF L
UL TTY AE 10 mL(6mmol)E A SUGS T, BEDRAF LYV TY AR EH T L
Thb 5 FEFZICT bR b, SHIZT7 ELIZS D% NMP HIC, 50°CTMEEFEL 7228
AT A DNIe0 o7, G AT — L% Fig. 4-16 121”7,

zZ®
z0

_si” &
OO = el ooy
n
HO OH TMS._O o
o

~—TMS

o o) o)

Fig. 4-16 NIAF NI VNI TV A% L PAA (PMDA/ODA)D [ i A — A

B ABIARNG 30 2RI D IR AT IUAERZ Fig. 4-17 12, 7 /AER D IR AT VR
% Fig. 4-18 \Z7R”7¥, Fig 4-17 735 1776em™ [IZAINE RO — 73 BLAIES 41, Fig. 4-18 TIEA
REHROE—I N REL 2> TNDIEN DI 5T, ZOZENHLAINEDOHEI T RIS LT,

100

95 4

65 T T T T T T T T
4000 3600 3200 2800 2400 2000 1600 1200 800 400

B (em™t)

Fig4-17. RIAFILIUNLTT Y AZ L ZNZTH5 30 43k % PAA (PMDA/ODA) @
FT-IR A7 kL
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Fig4-18. RNIAFNALUND TV RAZZNZTHD 5 Kk % PAA (PMDA/ODA) @
FT-IR A7~V

4.3.2. B/~ — 2L DRV TIR AT /L (PMDA/ODA) DA ik

B 53 F BUSIZEDRY 7 IR AT /L (PMDA/ODA)D G R TIHE AR E 100% (29 52 EA A
HCThorlbholo, £Z T, B/~ —MIGIZEDRITIR AT /L (PMDA/ODA)D A R & iR it L
7o A AR— L% Fig. 4-19 (TR T,

Q
Ho-O ),
N
o o o e} H2N4{<::>F—04%<::>}7NH2 NEt; [::I:AiLQ
CH30H HO OCH ) ) (o) S
o 0 ——» s >
H3CO OH NMP
o o (o] ]
o o
N OCH,
ST 0O
o) 0

Fig 4-19. € /~—JRZLDHRY TIR AT /L(PMDA/ODA)D & il AK — 2
FT AT A A NBRO G ETT 572, 500 mL 77 A2Z PMDA 13.2972 g(60 mmol),

MeOH % 300 mL Iz 5h IZBFHRAZIT o7 I MeOH THEEMLATTVRERLL . [ AL E 2080
THT=DH 100°C TEZEREETT o7z, A CAY— L% Fig. 4-20 2”7,
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O (@] e} 0

CH3OH HO OCH, HO OH
> ° > HCO OH , HsCO oc
reflux Ha

© O o) o) o )

Fig 4-21. YAFAE TR MNBO G AT — L

BRIV ATF A BAY Y MED TH NMR AT MURE % Fig4-21 (2”7, Fig4-21 75
13.83 ppm (A /LR UERDE — 2 () MBLRIS AL, trans {4, cis RAMFLET DT80 3 KDY — 2 (b)A
BLAISIL, 3.84 ppm ITAT VDL =2 (DBISIUIZ, a,b,c DRI/ EOL 2:2:6 T
T2 2B UAF LB A NBOA R A TR LT,

hal

m

0

CHE g

Fig 4-21. VAT AEBRA) Y MBOHNMR A7 ML (EEEEL T DMSO-d6 %1 )

1

RIZ DBOP #HE G AlE LT, YAFLERAY Y ML ODA ZEHALTZ, 200 mL ART7Z A2
NMP 9mL,0DA 0.8890 g(4.44 mmol)Z N 5E RITIEfRLIZZE 2 MR LT D BIZATF VT AT )L
£/~ — 12530 g(4.44 mmol),TEA 0.9696 g(8.88 mmol) % I X 7=, & IZ. DBOP 4.830
g(10.65mmol)& NN % | # i C 24 KA1 T 572, MeOH & HWTHILEA 3 [BliT57-DHIC
80°CTEZEHIMRAAT ST, B AF — L% Fig4-22 IR T,
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i Ve Vi oot
H3C0 > HSCB NH@ @

Fig 4-22. DBOP ZHg &l L CTHWWZYAF LE B AT MR ODA D EA KIS

AR LIZARY 7 IR = AT /L(PMDA/ODA) @ 'H NMR A~V MUAERL% Fig. 4-23 |2, IR A%
7 MVkE % Fig.4-24 (259, Fig.d-24 75 3.84 ppm AT /LD — 7 (a) B3 BLHIS AL, trans 14,
cis IKBMFAET D728 3 RO —7(b, o)MBLHIEIL, 7.70 ppm B HFEREOE—27 () BHISIL, =
— T WEEFR OB A HGIEIC I @SS 7 M T ARSIVD 7.07 ppm (2B — 2 (e) MBIl 41, 10.64
ppm (2T IREEOE—7(DDBIHEIT, a, b, ¢, d, e, f DFEMMED LN 6:2:4:4:2 ThHoT2ZED
RYTINT AT /L (PMDA/ODA) DA k%R LT, Fig.4-25 7> PAA(PMDA/ODA) Tl ALH4
7= 1720 e IZ AL VARV ERH RO — 7 N E L. 1730 em™! IZ= AT /L SEOE— 708
BlLHISITZ,

% ANERY
f e

HN S e_d

- NH@O@
5 b o e e d
o o d e e

J@LN s L—Qo@ i

; o < H\a e e d
o) o)
f J ? ©
Jbt CL_ L?JLA A L JL l

12 1 10 o 8 7 6 5 ! 3 2 1 ppm

El CECE- g

Fig 4-23. RUT7IRTAT/L(PMDA/ODA)D'HNMR A7 ML (EASEE L C DMSO-d6)% fifi H
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Fig 4-24. KU TIRT A7 /L(PMDA/ODA)D IR A~ kL

4.3.3. PAE(PMDA/ODA)/S—~A LT /LT A7 Vs Mk - ok - 7 S
RUTIRZAT VAR L, R BRB IO — X BN ORI EEITo7, FER%E Table. 4-4

IZ7° 3, PAE(PMDA/ODA) 0.1 g% NMP10mL [ZiAfEL CHIIBREE 1 %IRREL . Z2ITEFE 20

mL/min C, 20 mL OTX /—/V%&{H FL7Z, 14 mL i FL72EZAT, RUAINIZHBEN AS,

20 mL i FRFICITEEm ISR~ — DEER A LN B—XBNH3-09 mV Thololenb

PAE(PMDA/ODA) DRI FAZITIEE A E R BN D 7RNZEDFERR TET2 8y, N—~ AR /ML
LM G- DOBREFHI T 7 R LTZ,

Table 4-4. PAE(PMDA/ODA)ZTH ) — L% T D Sefth &k Bt

PI NMP Cini Rd V, v C C
Run P P R
©) (mL) (%) (mL/min) (mL) (nm) (mv) (%)
1 0.1 10 1.0 20 20 357.3 -0.9 0.33 —REEEE

Cini.. PR  Ro.J8 FEE V. BIRE TR Cpr - R0 BR O B IR EE
Rs.. IRIERH AR

20 wt% ZFH LU 72 PAE(PMDA/ODA)EHRIZAY 7 IR = A7 /WZx LT 10, 20, 30, 40, 50 wt%
DR—=<ARNTNFZIRINUTZ, Y27 V% Figd-25 (-7, X—<ART AT ZRIMLIZ2T
DY TN TEEIL A DI o T2 = A ST VT % TR 753 B O S - it %
1T-o7,
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Fig 4-25. 20 wt%|ZF 5L 72 PAE(PMDA/ODA)HRIZ PAE (25 L T 10, 20, 30, 40, 50 wt%
DR—v AT LI F I DI

ORI T IR AT IV OIAMRE %3 ~<7-, DMSO, DMF, NMP ([ZA[{ATHY, 7T&h 7
th=RJ)L, THF, ~F%H > WAL AT L BT )L, JanaR/Vh, X ) —)b AH ) —)L
H2O ICRE CTh -T2, B BB GO ENDTX ) — WV EBIRIEE U CGERIR LT,

PAE(PMDA/ODA)/AIOOH Z ki1t 57-8 DR FESAE DR 21T o712, ZDHE % Table.
4-5 [T, AL L T=& ) — &2 W ki F IS T L 72, PAE(PMDA/ODA) 0.1
g% NMP 10mL [ZIAfiEL THIHIEEE 1 %kt L. PAE(PMDA/ODA)EJE /7 2% L TF IR —
~ARNT AT % 15 Wt%IRIIL, BIAEE L T/ —/L%& 20 mL i FLIZEZ A, BAF2R55 Bl A
5547 (runl-4 on Table. 4-5), fFHAVZAHURIZ 1 2> A #RE#Z S ILED biieh -7z,

BIRBEOWE T EZ 5. 10, 15, 20 mL/min EL7Z3BE O 7 )L D48 % Fig.d-26 12, kL
F OB —FEA K R % Figd-27 ITR-T,

BVRIEOR D 5 mL/min ORFORLT-£81E 369.5 nm THo7203, =& /— /L O F ik
D3RR DT DIV TR BRIX T DA 23 R 7z, i FEEEEAY 20 mL/min D RFORL 7813
233.9 nm LEcH/NSVMEEZ R U, — B —2EA0IE FIEEDY 5 mL/min OFFX 28.4 mV LK
UMIEZ R UTZMN, i PR EZ BT DI N TaW B —#EBAL AR LT, 1 FEREE DY 20 mL/min O
RO —ZEMIT 78.3 mV Eich @V MEZ /RLUTZ, ZHHOFE R B FE X 20 mL/min 25
AL,

Fig 4-26. PAE(PMDA/ODA)/AIOOH DKL 31T DB Vs BRI FE DAR A7
PAE [EE 53R FE:0.33 wt%., MALEE BIAIEDOREREL 1 1/2, PAE (2535 AIOOH DREE:15
wt%(ZEPBIAIZ =4 7 —/ L O FEEEDS 15, 10, 15, 20 mL/min)
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Table 4-5. PAE(PMDA/ODA)/AIOOH ¢ NMP V&G (24 /— /LA T WE oD i 1 )

Pl

NMP

Cini

Ry

Vo

v

¢ Cp

Run il
(9) (mL) (%) (mL/min) (mL) (nm) (mv) (%)

1 0.1 10 1.0 5 20 369.5 28.4 0.33 A3

2 0.1 10 1.0 10 20 279.2 63.2 0.33 aniio

3 0.1 10 1.0 15 20 244.1 63.6 0.33 anie

4 0.1 10 1.0 20 20 223.9 78.3 0.33 Ay

Cini.. IHIBE Ry J FHE
R.. AR AL

400.0
350.0
300.0
250.0

E 200.0

¥ 150.0
100.0

50.0

0.0

Vo BRI T & Cpeee

ORI 2 B D[ T 4 1

78.3
63.2 03.6
—— RI 1% i
28.4 - (Bl i
5 10 15 20 25

T (mL)

b

Fig 4-27. PAE(PMDA/ODA)/AIOOH DOHhi1-{biZ 3517 DA SEERNNE FE 2 31 DRI 718 &
B —42ENL(PAE B3R F:0.33 wt%., MBS BB O 1:2, PAE (Z%F7 % AIOOH O

P15 wt%)

PAE(PMDA/ODA)/AIOOH %Ki 7{b3 D72 b DB IREED T T ESMTOME AT 72, Z0D
fi& % Table. 4-6 |27~ 3, PAE(PMDA/ODA) 0.1 g% NMP 10mL (ZV AL THIHIHEEE 1 %IRiE S
L. PAE(PMDA/ODA)[E /I RTL CTE IR —~A RT3 T % 15 w%liRIIL, Biais L Tz

% ) —/V% 20 mL/min O TR FLIZEZA, BAF253 BUR 23 SGH1 72 (runl-9 on Table. 4-6),

RO BRI 170 A R R bR Ao -7z,
BIRPEEON T RZ2EE L2V T VDI A Figd-28 (2, ki DB —F ALK ORI 1%
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Fig. 4-29 \Z/R T,

ERIEOR TR 15 mL ORI 128.4nm THY, fich/ NS fliA R Uz, 72 T
8 20 mL ORI REIVR 72827~ L, 30 mL UL LD T I 2 LIk &% Lz, —
B —F BN FREZELCTITHE N TE<eD, 50 mL Tl KEEZ B 72 DO BB 4 1K T2
AT, il FEOREZITOBRC—E L EORENMIELR2D, 2T FEH 15,20.25,30
mL D 4 DOZMT, 250V T 5 5 MEMEI TWESROESERE L (Fig. 4-30), 15 mL T
40pum, 20 mL T 78um, 25 mL T 40um, 30 mL TIZBENSESNI20 T2, BAEFRFOBRIE) Kt
JENETd -7 20 mL i F L7 S&h 28 ML,

Fig 4-28. PAE(PMDA/ODA) DR (I B DR IR RN E DR A

PAE [EJE4y 1 B 27 DJIELC 0.40,0.33,0.29,0.25,0.20,0.17,0.14,0.13,0.11 wt%.
PAE (Z%9 % AIOOH DEEE:15 wt%

FEMBIRIZ 5 ) — )L OiFi T f5 15, 20, 25, 30, 40, 50, 60, 70, 80 mL

Table 4-6. PAE(PMDA/ODA)/AIOOH ® NMP AR\ /— V% FREOE T &Mn

Pl

NMP

Cini

Ry

Vo

A%

4

Co

Run i
(9 (mb) (%) (ml/min) (mb) (nm) (mv) (%)
1 0.1 10 1.0 20 15 128.4 44.9 0.40 aN:¢
2 0.1 10 1.0 20 20 162.5 45.0 0.33 aN:e
3 0.1 10 1.0 20 25 156.5 62.5 0.29 an:¢
4 0.1 10 1.0 20 30 143.2 77.8 0.25 AR
5 0.1 10 1.0 20 40 141.5 82.2 0.20 aN:e
6 0.1 10 1.0 20 50 141.0 107.7 0.17 aN:e
7 0.1 10 1.0 20 60 138.4 95.3 0.14 an:¢
8 0.1 10 1.0 20 70 142.5 79.0 0.13 aN:e
9 0.1 10 1.0 20 80 149.3 81.2 0.11 aN:e

Cini.. fIHIEE Ry FEE

Rs.. IRIERH R

83

Vo BEEEE TR Cpr PR B DS T 53 i L



200.0 250.0

180.0
162.5
160.0 156.5 L 200.0
140.0 » . — o 149.3
143.2 1415 141.0 1384 142.5
120.0 128.4 ’ L 150.0
\g/ 100.0
e 80.0 L 100.0
H_,
C 600
# 77.83 822 79.0 812
40.0 62.5 e - 50.0
200 44.9 45.0 —e— Ryt
' —a— (&L
0.0 0.0
0 10 20 30 40 50 60 70 8 90 100
i F&E (mL)

Fig 4-29. PAE(PMDA/ODA)/AIOOH Ok LIz 31 2B I ILE FE I 31T DR 1L
B —HENL
PAE [EJE 73 FE JEDDIEIT 0.40,0.33,0.29,0.25,0.20,0.17,0.14,0.13,0.11 wt%,
PAE (Z%]9% AIOOH D215 wt%

WTF&E | 15mL 20 mL 25 mL 30 mL
R 1
BERK 12

)5 40 um 78 um 40 um

Fig 4-30. PAE(PMDA/ODA)/AIOOH ~MD x4 /— L Difi F && 2L H L CTELNT= 0 ik%EE
WD IMBLEBER % DAMEL, BAESAEIL 250V T 5 5. 7=—Ur 27 413 80°C 60 45,
150°C 30 47, 210°C 30 47, 240°C 30 47, 270°C 30 47
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WIHIRE ORG R To T2, ZO%EF% Table. 4-7 (TR T, BIAMEE L Coi/— /L& AV, ki
B SAM a2 BEt L=, PAE(PMDA/ODA % NMP 5 mL (Zi&fi#L . PAE(PMDA/ODA)[E JE 5712
KL TEZUTAN = AT NVIT % 15 wit%inNL, AL T4 /—/ L% 20 mL/min T 10 mL
W F L2 A, BAFR 5y Bl 25507 (runl-5 on Table. 4-7), %72, FIHIBREED 10%DIFHET
TR LI 23 FLS 407 (run6 on Table. 4-7)

BT T RO PAE(PMDA/ODA)/AIOOH ¥R DIRFED 2,3,4,5,10 wt%bLIz35E 047
JV% Fig4-31 2, Pk DB — X BAL K ORI % Figd-31 17T

R~ =R DY LD 1 wit%DRFORL 7£81T 162.5 nm ThH-o7203, MIHIRE R FE</25
[ZDN TR RII R EL DB AN bz, — B —HEBALIT 1-3 wt%E TIE 45mV F2EDOfE
L, ENLBEO B —Z BT T L, ZRHOFER DR 225 317.0 nm TrW\E—4%
AR LT RIHIRE 3 wi%e A B LT,

Fig 4-31. PAE(PMDA/ODA) DKL FAKIZ 31T DRI EE L2 35 1T DR 471
PAE [EJE /3 FE 22 DJIEIC 0.33,0.67,0.1.00,1.33,1.67,3.33 wt%
M IS B DR 1:2
PAE (Z%]9% AIOOH D215 wt%

Table 4-7. PAE(PMDA/ODA)/AIOOH ® NMP &g % ) — Vi T RFOHIHIR EE O R et

an PI NMP Cini Ry vV, v 4 C -
(9 (mL) (%) (mL/min) (mL) (nm) (mV) (%)
1 0.05 5 1 20 10 162.5 45.0 0.33 AR
2 0.10 5 2 20 10 2205 44.6 0.67 AT
3 0.15 5 3 20 10 317.0 43.2 1.00 AT ER
4 0.20 5 4 20 10 535.1 26.1 1.33 458
5 0.25 5 5 20 10 566.0 23.2 1.67 AN
6 0.30 3 10 20 6 737.2 44.8 333 —EHT
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153000 —’—*iiff i IOO'OT
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PIHRE (%)

Fig 4-32. PAE(PMDA/ODA)/AIOOH DAJ) R FE 48 B RE ORI 1- e B — X AL
PAE [EJE43 1 BE A2 0D IIELC 0.40,0.33,0.29,0.25,0.20,0.17,0.14,0.13,0.11 wt%.
PAE (259" % AIOOH D15 wt%

4.3.4. PAE(PMDA/ODA)/X—~<ANT NF ATV MR Ik DEFS

PAE(PMDA/ODA) 0.6 g% NMP 20mL ([Z¥ L CHIMIIREE 3 %is#kE L . PAE(PMDA/ODA)
Bk L CTEZITR—~ A T AT % 15 wt%iRIIL, BiEltEL T=4 /—/ L% 20 mL/min
DT 40 mL i F L. PAE(PMDA/ODA) 2 1 wt% D4y ik z2ERiL 7=,

5V T60 MO EEEITV, BHREOZERE L, JIE LB D7 —a B R

WicbZ A, 253.75mC Tholz, ZO7—ur EaLHELL BV —nr a2 R T ECHERERCE
A ZFERR L7235 10V, 20V, 40V, 80V, 160V, 250V Ch [AERICES 1T o7z, T=—V 7%
1% 80°C 60 43, 150°C 30 43, 210°C 30 43, 240°C 30 47, 270°C 30 53 TI1o7c, AR
% Fig.4-33 |7, BIEOIRE L BIEOE— D5 40 V 285 H LT,
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EITE 20V 40V 80V 160V 250V
44 ’ i }
N I '
1 g ’ Al x'l
[TY=S 22.5 um 26.0 um 25.5 um | 20.0 pm 15.0 ym 58.0 um

Fig 4-33.  PAE(PMDA/ODA)/AIOOH 43 #ik & #a 7 —a Y N—EI/2 5 LB LR 2 4
W LUEA LIRS L BER % D FMBL,
PAE [EJE 53R FE:0.33 wt%, A IEE BIAIE DAL 1 1/2, N—~ AT LIF 15 wt%
T ==V 7 ZHE 80°C 60 47, 150°C 30 47, 210°C 30 43, 240°C 30 7. 270°C 30 57

PAE(PMDA/ODA)/ S —~<ARNT VT 53 HR D7 —a h =& Uiz, W 8Ok,
TS EEE 1 wt%, NMP : EtOH = 1 : 2, _X—~A RT3 15wt% DR 153 Bk 2 T 40
V TEEZIToT-, FBEIXEAEH 80°CT 60 47, 150°CT 30 43, 210°CT 30 43, 240°CT 30
53+ 270°CC 30 47, 300°CT 10 43fl1 7 =—V> 72470, IR K& O & &4 E Uiz, HIE S
Lt % Table. 4-8 IZ7" T, 40 V C 30 3 EBA RO EIRORRFZE(E Figd-31 12, BAERFMET
DEVNEAEFE L TORO B I E Db % Figd-32 177,

Fig.4-34 % 7.2 LI R Lo TRNDBIMED NEL 72> TWDIEN DD, Zid, Hitk
|\Z PAE(PMDA/ODA)/AIOOH 2N HERE 3 2 Z& TSIz 72D Th D EE 2 bivd, 12, Fig4-32
DD D BT NG X DI TEBR BN R ELRDIEN D =T, FIWOBEEHRD B
H7—r 3T 82 mg/C Th-oTz,
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Table 4-8. PAE(PMDA/ODA)E /3 TEE 1 wt%, NMP : EtOH =1 :2, ~_X—~<AK7 L3}
1Swi% DKL 43 i FIV T 40 V CEAEEIT T/ R,

RU ks E|aE BEE IRE
(s) (©) (mg) (um)
1 1 0.00291 0 -
2 2 0.00626 0.001 -
3 5 0.0135 0.002 2.5
4 10 0.0260 0.003 3.0
5 30 0.0756 0.005 9.0
6 60 0.1368 0.006 14.0
7 120 0.2351 0.008 23.0
8 300 0.3849 0.018 42.5
9 600 0.5429 0.022 53.0
10 1800 0.60435 0.023 53.0

0 200 400 600 800 1000 1200 1400 1600 1800
e (s)

Fig 4-34. PAE(PMDA/ODA)[E /0 1 wt%, NMP: EtOH =1 : 2, X—~ A7 /L)
15Wt%DBCRL -3 B 2 VT 40 V CEA 21T 27245 5:(Run 10 on Table. 4-8),

88



0.04
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B & (C)
Fig 4-35. PAE(PMDA/ODA)[E /012 1 wt%, NMP : EtOH =1 : 2, _X—~ A 7 /L3F
15Wt% DRk 17 iR 2 VT 40 V TEAEZ1T>7-#5 F+(Run 1-10 on Table. 4-8), il 24
I ECOBIAEEFE L CRO I AT &, Bl E &0 21k,

4.3.5. PAE(PMDA/ODA)/_—~ART NI ATV NEHFBEDO Y
BANEOIMNEREIZBITHAINMEREEH LTz, B IRED 1%, BB Mot

M 12, XR=v AT NAIFTOEHED 15 %OEEKEZ AT 40 V T 10 SHEEEEITT. 15
DIV A 80°CT 1 IRFRIBERIZ ISR DRIFEL IR JIEZAT -7, RARIZ 150°CT 30 47,
210°CC 30 47, 240°CC 30 47, 270°CT 30 47, 300°CT 10 s fHOIMNELIZ IR ZHIE LT, 55
A AR VB SEEEIZZAE LT DBIZ, 1776em™ DS E 1500em™ D iS4k | 1776cm™ O
% 1500cm™ O TENAIREHFER O LA RO T, RIT 300°CHIERFOEZ 100%E L TAIN
{EREF LT, ROTAE% Table. 4-9 |2, AIN{LFEEZ T T7IZLIH D% Figd-36 |2, REZE
D IR ATV DA% Figd-37 =77,

IBEERIRIZE > TAINERNEL 2o TNDIEN T2, £z, Figd-37 D 1776 cm™ % H.2
MBI LS TAIREDRNIE DB REL IR TCND LN ffERR TET,
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Table 4-9. KU T IR AT /L (PMDA/ODAINEMEJE 281 DN LR

Heating temperature ~ Absorbance ratio  |midization ratio

Imidization ratio (%)

(°C) (1776em™t/1500cm™) (%)
80 0.0568 58
150 0.0647 66
210 0.0834 85
240 0.0869 89
270 0.0960 98
300 0.0980 100
110
100
90
80
70
60
50
80 130 180 230 280

Heating Temp (°C)

Fig 4-36. PAE(PMDA/ODA)/AIOOH FEAEMEDIRE 21T DN b
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L

300°C b /\‘—‘
270°C |t

240°C
210°C
] P e /A
80°C — B
2000 1800 1600 1400 1200 1000

FR(cm™)

Fig 4-37. PAE(PMDA/ODA)/AIOOH E&EMEDIBEEIZI1TH IR AT MLOE{L, ALy
BOPE 1776 emt, B2AOFE 1500 cm™

RICFEAENLD TG-DTA ZHIE LT, EIEIRED 1%, BEEEEmESEEOD 1.2, N—~
ANT AT OEFEN 15 %, 30 %DEE R ANT 40 V T 10 4 MESFEIT o7 EERE
Wiz, 7. B E LT Katon 74 LD RESIT 72, RS4RI 10°C/min T
300°C—50°C—600°C T To72,

Fig.4-38 (= Kapton . Fig4-39 |2 PAE(PMDA/ODA)AIOOH 15 % . Fig4-40 |C
PAE(PMDA/ODA)/AIOOH 30 %D E\ & &8 b Ot Fea~d,

Kapton @ 10 % & 4 & 1% 570°C T&H Y . PAE(PMDA/ODA)/AIOOH 15 % .
PAE(PMDA/ODA)/AIOOH 30 %™ 10% H &/ 1% 580°C, 569°C Toh-7-Z LM% Kapton &
5 D EWINEVEZ A3 52 L0 o7, Flo, TAITOEHEIT 16%, 28% Tho7-2Lh
HEEBPIZEENDIN— AT AITFIL PLICKHTHEHERE—HLTWHEEZ BN, N—~
ARNT NI FITBAE RT3 TDEE 2 BT,
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Fig 4-38. Kapton ® TG (L3 L DTA
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Fig 4-39. PAE(PMDA/ODA)/AIOOH 15 %M TG Z{k#%& DTA
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Fig 4-40. P PAE(PMDA/ODA)/AIOOH 30 %® TG Z1{t3 L DTA

WICBEMRD B SRR ZT o7, EIEIREDN 1%, BIEBEBIREEO L 122, N—~Ah
TIAIFTOEH RN 15 %DEEWEEZ N TA0 V T 10 4R EE R T BEAERE A=, 5158
FRBR D S LiE % Table. 4-10 (2, b /1-O-F Al A Fig4-41 1R,

SRR ORE REAFMUIENLD 6% AN ORBENES D072, ZAUIR—~ AT LT %
WU Z S Lo TEDRHE AR o T2 ZEM RN ThH EE 2 BTz,

Table 4-10. 3 |3EFRERD S0k Lk H

R AT
5IERERE BE &
- v B mH B
mm/min mm mm N/mm? %
20 0.037 4 85.17 5.95
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Fig 4-41. J&JJ-OF 2 i

WSS BERE DO RERRAATHT=01Z pH IS BT D0 B Db Al LTz, AWK % 10 mL
HOEY , 22N = TF AT IV BLOEEEZNE N LT, SMBlAZ Fig4d-39 1Td, Mk MEIC /o7
ZETHESICEEREN RN, 22T, 10mL 3 iiRic=4 /— /LT 100 AR L 7= ) =51
T %N F LTz, SMBlA Fig.4-40 12, — B #al i Ok BB L OB —Z &% Table. 4-11 (TR
T L TR CIEZ b DAV 7223 2 i FIREICEEED A EY | 10 34 121 X5E RUITTRE
L7z, pH 13 pH7 FEMNSZALR RN -T2, B ROE L E RS SRR = F LTI
Z 1 T FRITR AP REL L >TEY, B =2 BN OHSHENFE T NS TNBZEN
G370tz ZOTEDBRL AR LD TR LD NS H T ETRHEILE D 2D L5 2 DTz,

Fig 4-42. /70K 10 mL IZFLERL TEA 24 FL, — H§#EZR O
(ZEBFLEE 6.0 mL, 3.0 mL,0.5 mL,0 mL, TEA 0.3 mL,1.0 mL,5.0 mL)
(PAE [ETE /3R EE:1.0 wt%, MIVAIEEBEVAIEOM AL 122, X—< AT /L3IT 15 wt%)
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Fig 4-43. 100 {575 L7= TEA %1 Fik 0ol
FESIyHR, TEA 1 ~, TEA2 f{E ~
(PAE BB IREE1.0 wt%, HIIEEE © B = 1 @ 2, X—<A AT 15 wi%)

Table 4-11. 43 EiE~0 TEA100 (57 BRiEE T R # 5

BTE KMTE Y- gB

—+
A
1 0 151 95.3 SER
2 1 165.5 22.9 SER
3 2 - - LB

WIZ, FEL 72 PAE(PMDA/ODA)/AIOOH 43 iR D PR A7 22 ENE AT~ T, HhiHELTBR Y
= 2% AWZARY T IR O 5 i A U -, BR V=253 Hik L PAA [ETE 2R EE:0.43 wt%., [
VR LB TR IEOFARE 14 BIABEE L, N2 F L7 A N2 THRERIL 72, BR U =245 B il

BRIZEEELITOAINE, 7 BRRBZICEEZITOAIN, 7 BEOSBIRDSMELZ Fig.4-44

_/Ta“ F72. PAE(PMDA/ODA)/AIOOH /3 #HUK OB #%IZFEA 21TV AIRE, 30 H#%E%
BAEITVAINE, 45 B B OGBURDIMELA Figd-45 1277,

BR U =ZD5BiklEL 7 AR IE# T RAFREE BIEAFFOIVT | /0 BRI TGRS Lo il )3 e
NIEZ LGy Ino Tz, ZHUTHTL T PAE(PMDA/ODA)/AIOOH Hi43 Bifld 30 H RS %Y B i/
EANEDGOI, 45 BB S EAARITBL T,
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% 4! .
Fig 4-44. 75 BR U =25 B BB R /A | BER LI 7b,
7 ARER O HRZ MW TREAS . BER LI 7v, 7 B ERE RO 5 Bk s
(PAA [ETE 3R E:0.43 wt%., MIfs i BIRE=1:2)

i : b
Fig 4-45. /275 PAE(PMDA/ODA)/AIOOH 43 itk DFRLE %\ CEAE . ek L=V 7L,
30 HERE D8k a VTR BERLTZY 7L, 45 BAERE O/ ik el
(PAE [/ IREE 1.0 wt%, VML : BEEiE=1:2, X—< A 7L} 15 wit%)

4. 4. fE

R EMMICENT- DTSN BRODTFF L BEEM B2 BEIZRITINRT AT L
(PMDA/ODA)D & ik #1772, £ R TIREL(PMDA/ODA)D = AT WAL E R FT LT, S kA
F VB RIMUIMBS ZAT S TN AR 34% Thh oz, JARA EDT-DIZ AR A T o728
A AINEBOSEITUREE L LT, Tl 2 SOG S RRETL T2 AN OGS B AL TRZS
T2 L AT IR E D Z e R 72D 572,

WIZE )~ —"AER LE G ZIT o1z, AX ) — /L a Ay N K Y% RS AT /L E B R
Vo MNgZ A R LTZOBITHEA A& LT DBOP % AW THEEAF(E FC ODA LGS EARY7INT
AT JL(PMDA/ODA)E & ik L7z,

RYT IR AT JL(PMDA/ODANZ AR —~ A N T AR FEIRINIL =D BT & ) — L %40 T LAk
REFGT, EONBIRICEELZFINT 52 CRIRICES BIEAHO, 7—rrZh5IL 46
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mg/C Th-oTz, BFONTZBIEOYM TN ZIT 722 25, 10% E B EED 580°C L)
BHAZENG 0T,
PAE(PMDA/ODA)/AIOOH 43 #ifn 5%, 30 A #&l kT B A A BRSSO,
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HOE FFEAT LB LD A N TR 0O BR %

5.1. ¢
5.1.1 BT - wHoe H

AT E T, SR OO ARy MBI SN DA /U OW TR, BE BRI TRB LR R W s
LT, B— 2 2B ETAERICIE, oA VA LR RBE LI EALIC OV Th i A T A5
VB THD, aAVOREEIL, Mg B2 L CE B ERF L 2RI 5 E TIThbns, Fil
I BEOVATE R O S BV THER DS R B SN TWD T80 IR FTE L TWD A, ZDEETIL,
REERLILZD, BRI D A= 2 AL CBE— A 2SS ET-09 5720 HEfET5
WERH D, Wi DS ALK O =T AV LT AUf) # VD56 IARO =) AL T—FH
Gy DAL NV EGEL TREE LT o 7c 2E0n, aA /LA T — X OSMINZEY HL TH
FILTED ZH 2 ZOBEHEFFTA MO LIZD LT Dol S = ALiipE VWD 5108 LR
HBEOEEEXBIL T, BINEZAMTHMLENRHY, B oRUNERAESELNRNVEDHIFIN
EFENTZ, T2, AT =XKL, FARIRTHHZEND, 1RO F AV#EHWT, —FH50
A VEEREL CTHERRT D2 81E, WL /e o7, A =T AUfE W CaA VAT 28614,
1A FTAERL . AT —ZIHHIRA AT BT A L DRI Ofafgk R A L — P — o 2 —
IR CHIBEL , SR O A B SR — Y —TIEHELIZD, ML CORANR—Z LT
FESNT-OLC, [AFHOaA NV ZERE T2 TSR T LN CET, W2 WS A1, ERNE
HILTWD728 | SR ER 2 B i LB B o 72,

IAETIE, B A haA v R (Fig. 5-1) CRUESHZE—#23, A ARENO EV BREIE—4
\ZHE SIS —ADBEE 2 TWDD, A VIIERET X, 2N ETARF UMAE[1], RV=27 /1
BRSO B LYER IR ITIRIEL 720 I ARSREE L2042 HIETIThNCEZ 2], Zhbid, A1
WA T2 BREEART VIS LIGOERY KIS R EIR N2 E | RIS R3S 51ETH
B, RYAINEGE O i B LA RIR I e T BWEAMEL T2 A ISR AINE 958
LCWTh, ZOWBEER OGB4 515 @ IR R0 HY | AR IS EREEOm EIC
LDE—HDE ) INRAE AT DO NR SN EL72 > TLED,

AWFFETEOFA T E—H1X, Fig.5-2 OLO72a3A N2 REIZaAVEEBE SRR A
TWBHIIK TH -T2,

Z T ARIETIL, BRI AINB IR 2 oA IR E T D2 i 52 LicL
720 AANVERBETRS Ay NI &[RRI — M | RS 0 B TR 23 3R 80 DD 2 & & i 1 e
BT ZELA LRV AIR BB O MFHZ B AT, RVAIRO X572 m i B B L s iE 2
W CHERRAVEE 45 0712 LTI, Table.5-1 (R HIENE ZHND,
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Fig5-1. B A haA e —F DA L EEEEH[3]

a4 )L

BEED

S =
s

x

\

A

Fig5-2. AMFFE TR G LT DT —FaA NERHE S
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Table 5-1.#fuix HFiEEZ DAY, T AV b M OGRS 5

telz ik P TAY b BN
AE A R

F—7% BRI S A — HEEFI DT A TR x
ERHHLE
M DA IR BEEERICY— ICBEHFER W

FivT BREEROEAH AL [ A x

BERRFICHEB L. AL BT D

e BRBEOBVRBAEONG |
= S S e o7 TSP TRET 5 A
H—BIERENE SN 5. BEROHERAS B, T XHED
BEBEEICEROCEETE BB 8ENS D,
BABHERICEROCEETE [BNAREL. AEE5T TRES 55
SRR O T ATV =/ ZLORSEOEICEESE L L

[SYay aYay

FNENDA) Y T A M UTe, WG A FFORVAINT — T BT — T BD LI
DNWTELELTZ, RIAIRDOT =1L, kS, FOE TERGLEL TRY, AL AT
HENARETHD, L, BEFOREEANT, BAVCIART 28O L 282 IO S 551577,
EHEGMBWEDME VR THY | IR DS E W 285 R OB MR TR A D 5 H )
R EAREEEBFE LK WEE 2 DIND, T4y 7 HA B ERBES AT, Ak o@y , A3
Ak, BAEREIL, AFFETHRVMA TRY, A% T — X O L B ST HHN
AR VBRI 7 iR A TE R T2 D ATREMEIZ® D, B EAT L —BEEIC OV Th A
FORKIDHLET, FERTIIHD03, EABEL FRRICEARE HHZT — AESE T, @R
HNZHERR LIRS D FED ATRETHY , A LVD EIRE DR ZAE N T2HENAIRETH D, A7 L —
HChDH Ay, PSR LIS RATE T A ETE T D RN D H AT L — X)L
TR EFSEEEEAT CEDMNITIRE THLD, Rt DIl 55 2 MatzBishL
7

HEZF L, WIBICREEZE AT 528 T, FFELFBICIVIRIED, KAHF CToHET 8%
THY, BHOF T, KA TR LT 5B TH 5 (Fig.5-3)[4]. &RIBELmOoF 3T
B OF IR HEFITO RSN D% | RIROWRL - LIIIIE T BN ETHD, FEAY
L—3i 3 =7 — AT L — LT R T — 2 M E e BEF LR OARET Y
L5 AD2LODHL, WTINHIRARL IR L FESELZELIZED, 7 — A% A7)
TR TSEDE, =7 —A7 L —FRERH DI, =7 — O, i, £, RIROREE,
T, R ERFITE B NS D FICEEDBRENEE XD, =X DA NVEREEH DL
(R RIH NS PRONFEF 2 BT DX RN B 2 T, o, =T — &b BRI
J7AEL WREDY 0.1mL/or ~&/ NS FI L2 B M a2 =7 —IZHRHILT . 100%BEHIA 5385
HRHEKDZ, BLRAANIE, FAUBERE THIUE, =7 —A7 L —THLNLR LD
HLAV—=RENZ LS THRONIRL O M, /hSnWeE 2 onb, F-, BEF X, A7 —BikE
BRI I B RIS LS5 F 03 K (Fig. 5-4) | RIFICE-TE, AN —MNBE Rt
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BUISTED, ZOAN —NBETEDT 1T, R RO BEI BB BT X 5L 2 1= (Fig.
5-5)% , HHOWEBILHRERTLI, FVDHERFEH ST, —BL TR — 4 i
HBSY B MEDS RIS - LA W SR L LT A SRR O R RO RLATE,

capillary
solution S
—_— + -
:>,++..1:. Shete
| ~ L 4P
High
voltage
4+ 7 Soluteion
+ +.r‘\
. @ +(ses
Rt el /v"' N (c)lon emission 4 + 0\04+ +
% + /' n
" + o4
+//. .\F +/0 Ny / +/1; ~t+
T A T e ) i 0
. ® "
_':\ o * o % (a)Evaporation +\\...' ®/ (b)Rayleish +"0¥+ (d)prempnanon x +‘ +
\ \,\.,f'/ -'\.\ °4 fi »
e a + 1ss101 Chagad

nano paticles

Fig 5-3. Schematic illustration of ion and nanoparticle formation by electrospray [4]

Pieces of liquid Liquid jets

Dripping mode Cone-jet mode

Microdripping mode Oscillating-jet mode

{
Spindle mode Precession mode
Multispindle mode Multijet mode

Ramified-meniscus mode Ramified-jet mode

Fig5-4. Appearance of electrostatic sprays [5].
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J X)L (EE)
AT L—EHES

Fig 5-5. Spray shape to be achieved in this study
5.2. KBk
5.2.1 B3

44-2 7))V 7 2=)L=—7 /L (ODA) . B R A Mg " HEKY), 33,4487 2 =/)L T NFH LR
R K Y (BPDA) 13, B TR RO Rk 3 A 2 D FH LA L7,
1-AF L 2-E B R (NMP) L, BIKZ L —RIZOUWTIE, B 7 /L AFGHEE ) 8L oD %
REE ARG ADT VA 2B AL TH L, B L —R X, & L7 v SR ERESE k) Rl
OREEZOTEAV,

HERE T TR L RO RO EERER 13, o 7 el 2 2 O EEH Nz, N—~A
NPTV T 7 A v (BR) D 7 /v F VL (NMP) A1 —10A, U B v, HE(L
RR)BLR ) —F v/ A S, [ NS, [ AK 2=, Bt~ %7 A%, BRTHE Lo SEHpRi £
2.2um i, FRLEEE 22— AR U AL, b7~ HM30S, HG-09, # L2 — AR T L7
X, HAR=7 v L # AEROXIDE AluC805 & H\ 7=,

5.2.2 WyVERELLE
it~ 27 23T LDOAZT)— DR T B L O —ZBAL M E X HORIBA nano Partica SZ-100
ZREAURAE L,

TR 14 DI E (IS DRBERELD 79523 TV L~ A7 aAi—F—0~25mm % T,
EYNTTCAZAANTT) é:rhmﬁ%ﬁ (= Vi) ORI R T J7 M g 7 T O R AR E Lz, T3l
TE LTIV ~HE AN B ZZ O A R S LTz,

it e FE R T AR A St B O i AR B MODELRS29 A v iz, o7 v Th
DGR AT LT3R O MBI 10mmiE D 7 A B 2B & A, TLERNS @Mﬁ
FeL ., TEERR OSRER I — AL C, 1. SkVEZ6ORMFI A L7z, SmA L iz
KLUz,

AR R 1 RO R L O AR E % MS-30010—SP AW THIEL 7=, THELER
BREFIBRIC, o T IS T NREEBE BmRET —A%HHRL, OV 225 S00V/APOEECHIEL,
SmA DL BV A i e LT,

W B2, V7 7 AT o 7 BUAREIRIARY = A7 VR K OV & VL S A A fit iR &
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TERLL T FBEL TR LT, 77 oA 7 Lk T TR L= B e ISR BR T A YL CCRIEL .
FEEAI IR A LT R EFNRY = AT U 2 i LA Z, F IR CREWD . HLDIA LR & /ERR L7214
IMT -8 [AEAF BERE IM-P2 % N C#120, 800, 2000 D KB EER A W TEEE | 1412
8000 FOT NI Ty CEEmMFEL T LIS, ~Arnxry =7 i~ A /n2a—7 DS-3A %
WTHBIERL, BERE ., IEENELERMmLT,

5.2.3 RUT7INEE PAA(PMDA -BPDA/ODA)D Ak

TV EERLTZ 300 mL /3T 7 L7 T 232 ODA % 18.0 g(89.9 mmol) | 1-AF/L-2-E'RUR
S EEPLK) (NMP) % 120 g AdL, 0.2 LIy DT VA0 T CL BRI TRHELT-, ODA 235%
YRR LIZLZAT, KK L., PMDA % 9.80 g(44.9 mmol) & BPDA % 13.2 g(44.9 mmol) Z /Il
., HMZK NMP 60 g ZHW T, 77 ATBERIZE WK Y 2P AT, ZIRICT 18 IRefH
OGS ET, BOGf L, RUT7IREE PAA(PMDA - BPDA/ODA) S L CH 7 AR 7 LRI K
FAL | 70 RE CERAF LT,

5.2.4 RUT7IRE PAA(PMDA/ODA) DA i

TNTERLT 300 mL B/ NT 7L 7T 23T ODA % 18.0 g(89.9 mmol) | 1-AF/L-2-E' 1R
Y (EBIK) (NMP) % 120 g A4, 0.2 L/4yDT VA0 FC, BRI CEFEL7Z, ODA 2358
BURLT=EZA T, KKIRL, PMDA % 19.6 g(89.9 mmol) ZANZ | #li/K NMP 30 g Z VT,
77 AAREENZ BRI K AR AT, EIRIST 20 RSS2, SUSHIZ, RVTIR
fi PAA(PMDA/ODA) ¥kt L CH T AR 7 /UKL | 1R PR AT LT,

5.2.5 T IR VE W EREAT L — BB OFE

BT IR Ve PAA BB AR Z Sy B L THWT, BUFOGIETIRA . iU T
FEAT L —E R LT, B~/ 280 50mL o 7 VI AL 9.01g AL, Y
VEETTF L 0.057g IBINL AT 27 TRIFRIRLIZE . NMP % 1.12g IRINL . FFEE LA
F 2T TR LT-% . PAA(PMDA ‘BPDA/ODA) % EIE 304 HRINL ., FEEE A SF 2T TIL T
HEL. ERE N TEHE L TRIBE RO TEFEA T L — BB 257, BB L —EEDL D%
P INC EIRDYD D 2 IRBUZIE T T NMP TARLTZ,

5.2.6 AR PI(BPADA/DMB)D A ik

300 mL £/XT7 L7 F AT m-R) T (DMB)% 8.0011 g(37.7 mmol) . Hii/k NMP % 80 mL
ATV, TR T T, BRI TRIE LT, DMB M2 LIZEZAT, JKAKIBL,
BPADA % 19.4228 g(37.4 mmol) %, 40 mL DOtk NMP T7Z A= BEHG |2 f} 35 L7~ BPADA
YN AT, RIS T 20 REE OIS S 74% KT 2054 2 ¢(13.5 mmol)IiRINL T, SRR
ST . MEKIERS 8 g(78.4 mmol)Et U 8 g(101.1 mmol)ASHNL . IR FEEFHE 28 (7 XUl
DL E R IR EE TR 2R TMA-550K) &~ 2 MLb—Z &R B L, 50°C TGS F AN
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b FEh L=, 7h7eRn7Z(THF)% 200 mL iSIIL CHAIRE , A% /—/L | L FICHILEAE .

Al BErew L B RE 1S, B A B THF 300 mL (SRS, A% /—/L 1 L U HIRE .,
Al ELZER L A AT ME PIBPADA/DMB) DKy K& 457,

5.2.7 B —RUVE e ORI b U7 BRI L AT ) — D AERR

feft~ 7 10 L% NMP BRI PR 0 BT I8 — AUV 528 T, b~ 27 R U A
D NMP 73 Btz ER LTz, 37, (HAIMEX S E — XL Fy et S-NUM O~ /11Z ¢0.03 mn
DNaA=TE—X% 160 g Afl, 300 g O NMP % HNTC, fEERT A NENMP Tz, S-
NUM DAT L ARy 3—(Z NMP % 300g AL, BEE 60 DT A/ B4 EHFREL AL,
BRI — T — Z A T, 300rpm T, NMP 2 BRLZANS, b~ %
L&D U OUHIL, KITRERC 30 g INL., TR0 BORAAERL LT, IRIZ S-NUM Ofi#P %
4200rpm ClHERSH | RN 7 TRy BV ISP BURZ S AL, BBt~ 27 130 LD
EERELTZ, Xy B @R L ORESIB L~ 7 37 AAT)—1E, FOAT UL ARy /3 —
[ZRY, BRGNS, Ry BVNOIIREEDS 50°CLL FE/eb ko, mEIV Y7o N
2 EAREMAG L, 4 BERTIAELTZ, AT UL ARy S—ZR DM IR 7 a8 500mL
TAR—AZHBELC, B~ 32T LATY)—% 250 g BE TV 7% S LT, HENE
L2 7 ARG FICi b~ R T WAT)—% 2 g JRBAL ., [EEM o E X, [HiEMZ 120°0C05
300°C~F-R% . 10 3 IRFFLIZ, TEIRATNOIREEDS 100°CLL FElgo722AT, TAELZTY
ML, BEENETLIE T, B~ R NREZROT-EZA, 5.43% ThoTz,

[FRED FIEIC T, b ~flea— AR U HM30S REE 6.32 %) . X OVHG-09 (B 7.42 %) |
A A7 o VIS mALEE 7 L3 ) AEROXIDE AluC805 (J2FE 5.90 %) DAT)—%457-,

5.2.8 ML AT —% AW FHEAT L — B ORI

B RAR OFFEIREER L AT — L PI BB PAA BRI ZLL T O ETIRA . LT, #E
AT L —B R THE L T-, PAA(PMDA/ODA)S&EL 26.1g kRSt o —Ho B #h - At
AIFH—HHLVMHRES ARE-310 A 150mL FEHERZRITIN A, IRV TR L~ 27 X2 T LATY —
% 13.7g IRINL, DO EVFKES ARE-310 127 RL, 20 S3REIRFT 7%, 15 2 i Doy BiEs 1
Ty U IREED ERGRNIINT 30 SRR A 22T, 3 By LT, #rEATL —&
EAEE LTz, BFEAT L —EE OV VR BRI S % IRPLUZISET NMP TARL
77

5.2. 9 AT L —@E TR

HEAT L —IEIL, F ATy oD =T VOB E R EE Micro Mist 1—#—
PDR-390LM(Fig. 5-6)% fl\ 7=, 30mL 7 4 ARV PIZRIdE & RV EREAT L — kb2
WAL, RIAE RV VT —ay 78 TEN LT/ ANVEREEAEL, JAVART 12’y bL, &
Vo200 FCEET D, /AN @B EIR 77 & () 28 LTz, 77— A%, Kok
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INTELRE L, AV HE AR L 7o 3R A3, Mg AR 1.6 mm>10.5 mm=65 mm R DA 4 B
VN, 4 RO TR Ty 7 LD T ARFEE I T AEERNTE, KD AV
EAFPHIZ AU C, RS0 S AN AL S, THBARMEZREL, B LT, LA
SR ARV HE S — SRR T FREE  75mm, AV 100 mm/Ab, R E YT 1.0mm DS
EUAMEERAT SR, 2 AV S — Sid b i BEEE ; 5S3mm, AV EE ; 100mm/Ap, EEE YT
0.lmm OFMEEL, FEBAR SR, 2 AV Je — Sk b i BERE ; 44mm, / AVEE ; 44mm/fD,
EBEYF;0.0mm OFfFELTZ, S1E, T E Tl BAT & T i @A S th 1%, SRAk R A
14mm OHFHHImm B TOEBSRETHL, KERAHIHLBREFGL, KA TFRITAEHTLY
AN DOBAAEWENTE T L, ZEEOFAITRY, FERAE R AN BA LRGS0 A 7V %
40 AV NVERELTZ, /AN 11kV OFELELZHIFL, 0.1mL/7r O & TV Va4 H T, &
BlEFZ S N5, MISUMI #i7°L —hke—% MPHK-100-20-V100-W80 %4:J& 'L —h LB 7 D
MCHe 7, WANPTEK U 3R EE IR KPS1203D (ZHki L. 38 W THIZEAL ., ikBr i R4
120°C+10°CIZFHFE L 7o, AR TE T LT-akBR A&, 120°CIciiB s v~ MV R oo 1 IR AY
DX302 2 L, 300°C~5F-iR1% . 10 0 REFL CTHERR L 7=, AN OIREEDS 100°CLL FIZ F23>72
LTAT R AL DON, I 28 D Bkt L U, SMEBLER . BB E | i Bl 4 52
MiL7=,

EmEEE

s —
m’ 3 500xY500%Z300mn

vwill a-{’.‘:: = _\\1\_ 38 o &
BRDE (HEPAZ 4 LA —IZ K YBHE)
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Fig 5-6. fifE A 7' L — LB O BEMLIGHEE., K U'R 7L —H ofid
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Fig 5-7. iR 7'V —HGEHEE, KU 2 ERHHO T

5.3. fERLEL
5.3.1 ¥FEAT L —BIEHBHRTS
FTHEATL— ﬁ#éﬁwﬁF%ﬁﬂ%ﬁ%74?—é@E#é%Vﬁﬂgﬁﬁﬁ%i
L7, FrEEAT L —I%, AR OMEY | K ZH Oohi -2 BRI LT AL
TIRAISELEMTTHL % | FFERZR OVRWIRY | EU)ICEEE Té?ﬂ%bmo
BFERVTINEE, RYAIN IR T AAL 2 G o CREEICHEAT L —EE CEZEL, 2
L —DJGRRIRILZBIZZ LT, Table.5-2 IZBBIOME R T, Fo, TOERDAT L — Il A
Fig.5-8, Fig.5-9 |Z/~7,

Table 5.2. Conditions of Vanish adjustment and Resuil of Spray.

Conditions of varnish adjustment Results of Spray
Run Polymer in vanish ()] Solvent (9) Inorganic particle ()] coi?:l(lg/o) Spray shape straight ahead

1 PAA(PMDA/ODA) 3 DMAC/NMP 30 - 0 9.1 Ramified-jet medium
2 PAA(PMDA-BPDA/ODA) 3 DMAc 30 - 0 9.1 Ramified-jet medium
3 PAA(PMDA/ODA) 3 DMAC/THF 30 - 0 9.1 Ramified-jet Short
4 PAA(PMDA/ODA) 3 NMP 30 boemite almina 0.9 115 Dripping & Multiple-jet No

5 PAA(PMDA/ODA) 3 NMP 30 MgO 0.9 11.5 Ramified-jet Long
6 PI(BPADA/DMB) 3 NMP 30 0 9.1 Ramified-jet Long
7 PI(BPADA/DMB) 3 THF 30 0 9.1 Spider thread-like medium
8 PI(BPADA/DMB) 1 NMP 30 - 0 3.2 Ramified-jet Long
9 0 NMP 30 boemite almina 3 9.1 bicomponent No
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Fig 5-8. Spray shapes of (a)Ramlﬁed -jet, (b)random (c)spider threa-like

3 N
_

Fig 5-9. Dripping & Multiple-jet of Run5 in Table.5-2 .

PAA DGR, BB 2 INENT DI E 2 HR DTSR 572912 DMAcE VW, It
FER LIS R EE DI K- T FFEAT L — DR ZAL T 27 R L7223, Runl~3 TiE,
TEAFARI AR DT, Fig.5-8(a)D DI EHETR A FF o7 % ICHEHT 2 Ramified-jet DFLIRA KT
V2, NMP & V=6 DIZ | THF 2 W56 BEHORSEN F 2358 ), BERO RS
DL o T, R—=~ AT NITZIRMLTZEZ A, Fig.5-8(b)DINTAT L — TR DL ER T,
REHLRLTZD | REZRER DS ARANIRE T DR L g o7z, X—~AFT/LIT& PAA I3, B
MEEE BEL TP T 2FR D> TDId IRETR 30 0 LANOERR] T2 —1E
SRR, BEEORENH D ATREMENHY ., Runl0 TR—< AR ILIFDHDAT L —IK
REAMERB L2, Fig.5-9 DIINTIEFE DRI OO BIZ K E R RRE SRS DIREBL 20 | A
T —OHRMbEEE T BB AN T DB N RoiTc, K3 E L TFEEL TD

HIETOR—< AT NI THO THAT L — PR ELIRNENDL, X—< A T LI,
AT L —IZIZRDRVM B ChHEB 2D, N—~< AT AT, VL FIVIETHR RS
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B ThY, RENTEWIEOEREZHL TND, ZOZEN, FFEXUICLD oA LE ., EoiXHhfn
L7=D TRV EE 2D,

MgO & PAA BEIORI AT, H W), PAA B MgO % B TIRE LI-ATY —%bh b L0
KERZ W T oS- . AIMEXASIOD Ry F e — XV HsE RBMIIO X2 /L| 2
@0.1mmD N =TE— AL A L, RV T IREEEE T R AeS 72030, w50
EEBRRIL, LU, RUTIRERZ & T AT — DR EE N BN BRSOy ry MnbD
WAEITIE, AZV—2ERHmAILENT, EORINIEAINERETLIZE B s 7 b0
BALDFEAEL, Ay 228D A TlE, B — XD HERIER ICINEE Th 7o, D728, MgO &
NMP % b — XU HNT . ATV =215 TG, RUTIRBEBEILELE L, HEVHIKRET
ST DT EELDFIT LT, MgO 12 g £ DMAc48 g 28— —WNTIRAL, B —REdkic~y
BT AL, 5 57[# 100rpm TTifEe ., 427 U7 L, 4200rpm (27T 10 57, 20 57, 30 7
TRE—EBY TV 7 LoD, g EfiLTz, ZORE R, FER 2T, #1H] 1.6 pm 1ZxFL
T, 10 43%% 725 nm, 20 434 345 nm, 30 53%% 271 nm E720 ki FERORAD D EE ST 30 45T
ATV, Ay 2B TE — XL B L Tz, ZOBRE —XWEH D 2, DMAcZ VY, Akt
AT, MgO/DMAc A7V —ik %1512, 15O AT — D EAHITELT-EZ5, 13.5wt% TH-
72 ZHE PAA BEILIRA L. SO LKA TS0, BEE ., TERRIIF A LW B iR
PEFLITZ, A7V —JIRIE, PAA BEHEIR THW 6 LRIARICEER 4 FF 72 Ramified-jet
DAT V=TGR BFHIT,

AFEMER U AR PI(BPADA/DMB)IZ DWW TIE, A7 L — k&L TlE, Ramified-jet 7257273,
JEE U T2 12 DRL 1 D3R/ % B TWDIDNC LA T 2 | FERB D 2 23R % Fig.5-8(c)D LI 2 K
AR 7 —REEEHE L THEFELTZE A, RS Wik oD BLod JO 23R A TR MESR ORG L &
7257z, ZHUE, PAAIZEEA, RIVATE PLO 525 AN ST DU MMM 2 | M 14 DI
X0 PI SHTHIL, JEERR SRR IS Ao T2 D EE 2 Hivs, THF 25 E (Run?) R — 2RO AT
L— IR Tide<, FARIRICZRD | RL TR EWVICHEN DIV WER TR b i, IREZ TS
(Run8) LR — 2RO LIe T2 AR T BN TLEIFND, — HARMERYAIR ZREHIMES
Fx R AbET,

Runl® PAA &kl VT, JHVEY  SRBR A FHEICAT L —RLF 3B EHE LN TODD, ik
HERBT LA R OES TAT L —OYLEAE E | FRB A M4 T & 2@ L7k 173,
AN EIER L, BER O TR 238 A SHU TV DR s S 47z (Fig.5-10)
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Fig 5-10. Coated on the underside of the sample by electrostatic spraying

5.3.2 B{b~7 %2V LAT)—EEL A LToRY TIRBB L O FrEA T L — gt

NR—< AT NIF O FADNEELN RILTH 7203, TERR T DR R o i Sk 1 2 Bl &
L. MR i B2 FE T 54 B b~ 7 R U L& WT, EAT L —Rata FEha L7z, Bk
DELE EZNE AN AT L —IREE, RO A RIDERR LT RO SMBlA Table.5-3 12”7,
e, BATBERE ORER T OSMBLIE B % Fig.5-11, Fig.5-12 [T,

Table 5-3. Formulation and results of MgO-containing PAA vanishes

Conditions of varnish adjustment Results
PAA(PMDA:- - Particle :
Run Grinding bead Solid
BPDAIODA)  NMP (@)  MgO(@) oo size of , Spray shape  /Ppearance of the test
diameter(omm) conc(%) piece
(9) slurry(nm)

1 7.20 44.80 - - - 13.8 Ramified-jet Chapped
2 6.32 35.44 1.11 0.1 189 17.3 Ramified-jet Chapped
3 3.87 23.83 0.683 0.03 155 160  Clogged up in the

spray nozzle
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Fig 5-12. Appearance of test pieces (left; top surface, right; bottom surface in Run2 Table.5-3)

F9°, PAA(PMDA *BPDA/ODA)B&ELD % WV TAT L —8 A LT=E 24, Fig.5-8 DIHITRK
BEATE ARSI, JERD2 KT ATV, BE EMORER T3 LT, BRI Lk B 4
HELIZEZA, 7.3kV &L BAFRMERR AR THObH 7208, 1.4V HERWEEZ R TH Db
7o KD I AIUZDWNWT, ¥ AVRAT—F TR T DL Fig5-13 OIH74 Bl Tho7-, MY
NHY | FIKZE(Sz)E 6.35um HHLFAVAIBA L=, Zhd, FEAT L —BAA LIRS 3 mix
INEAL THL<, ZOMWEN 120°CRRE L EWIREEICL TS 4 AT L —RL - O R hL
TN BT DRNCE E-TLESTNDLDEE X LD,
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.. FaR
1.30pm
6.35um
1.52um
-0.29
209
2.89um
346pm

.. 27533.66um?

Sa:1.30pm Sz:6.35um

Fig 5-13. Magnified view of the test piece surface.

ZZT, FL—bhe—& )% 32W (2N, REORELZ 110°CREE T THEATL—&
HiLT=&Z A, Fig5-15 QI NEICEHIAFAEL CLEST, ZiuT, REE i 7228 T, fitk
L TOBEORIEP AR A3 L7020 BIEDTE LSV, TREIL 722 LD FO N4 2 DHRTE
FO T ORIRIGHE D 2 DT, ElNizb D LB 2 HID, K125 Ee WA 7 INIRERE
THIUL, Fig.5-14 DIDTEZEDRHKRTH, RIS TELM OB DL, KL 2357
LCWDBITH OB R REL TND, IHREORL 7225 /NS T 572 | B — XUV TR Cff
TH N a=7e— X% ¢0.1 m) ¢0.03 mmiZZE F L, BARAMHMICEY BEMO%m) &
HHIET, BN E ZE SRR ) MES LT (Run3-Table.5-3)

111



Fig 5-15. Appearance of PAA varnish + MgO electrostatic spray-applied test piece (110°C)

NMP 538D MgO ki DR B HIE LTz 24, SEEIRF241%, 155nm THY, B — XA
FRIZ A ENTNEL 5T, LdL, PAA BEIEEEA LT A, Fig.5-16 OIHIZEEEDN
FAELTLEST, ZHUL, BE—ABRAEEANIL AL WER TH L, i TR - Thd 4,
KA DORIFEAEMWREETHHEE ZBIL, 7 BUEE O BEAEH T, ZE LR ESIL T
25, PAA BELLIRA T 2F T, 0 BUEE O BEAEHADP DL EEEL TLEIO EEZBND, By
WU EORI 2/ ST 28, JVEEEMEDNELRDHDEE 2 HiLD,

Fig 5-16. Appearance of magnesium oxide slurry solution(a), mixed with PAA Vanish(b)
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5.3.3 EMLHEE 2 — ARRL 05 F s

INETBIL~T R T LETNIF I, DU NVERGILCETZ, B b~7 32T LD
TIE SN E | Tl LRI B BB SR AL I DRV T IR EIRA L
REDUEEEMENELRY, ) AN HFEELE T L EST-, YL FETIER L& TR V2 VD &
BROREAEEDNOIARREMDIHEL, BRELIZAT L —BREEDEN K2 oT, &
ZC, EHEAAB LAY CUHE SN b2 — AR 2R 2T LT, ba— ARV U BRI,
M= RElDOL AT HG-09 LLAm /L HM-30S &V, ~FHAF LT FH %
ORI K D KR EEZ NI AT LU AES I, BAR(BALBRS TN D, HG-09 13, K ALFAC
TV T AT LHE T, —HE T/ VUL, EICHE T O A R T WD, Ea— AR
TAIFRiF1x, BAZT o LD AEROXIDE Alu C805 % AV -, #mLHIL, 4+ 7F /v
STV THLEEES L, BAESI WD, ki DR % Table.5-4 (287,

Table 5-4. Properties of hydrophobic fumed silica and aluminum oxide

Product name REOLOSIL AEROXIDE

Grade HG-09 HM-30S Alu C805
Hydrophobic Fumed Silica Hydrophob_l(_: Fumed Silica Hydrophobic Fumed

Type o . Large specific surface area - .
Positive electrostatic charge . . Aluminium Oxide

and very fine particles
Surface treatment agent hexamet.hyld.lsnazane, hexamethyldisilazane Octylsilane
aminosilane

Mean primary particle 22 7 14

size(c.a. nm) (Calculated from BET)

Specific Surface Area o

(BET)(m%qg) 185 - 225 85 - 115

Carbon Content (%) 15 3.5 3.0-45

Bulk Density (g/L) 50 50 50

pH (4% suspension) - 6.6 3.0-45

Other inclusions Al<20ppm, Fe<20ppm Al<20ppm, Fe<20ppm purity >95%

ta— ARRL 71, FEFITHLEO/NSUWERL - Ch D 24 TR T2 L 28I B L | R
DA AL, BORODPEELL 2o TLED, ZD 2% FEEREV PAA BEHCEHHES T 2339k
WICREETHD, T3, B —AIVIH L VT NMP iz il s2 bz, Ba—AR
BRI, R @V RRBIZ 22> ThE AT A G- 2 F0 T 7L KL OEREE DR 2O S AL, IR & IR BE
ME T2, =XV REIE, FEFICE O ANTE 52 208 k556, NMPEEER 9
BRMINER E 22— ANRL -2 WIS 25 T BB E R AR et AZ)— (L2 r[RET
D, B — RV SINUM D AT L ARy $—|Z 500mL @ NMP Z#¢ AL, iz,
90.03 D LaA=TE—RX% 160g AL, NMP 2R 7 TRNZMEERIES, v/l NO R
ZBAAEL, NMP BAT UL ARy /S — LR S TET2EZA T, AT UL ARy A=k a— ARRL 1%
g TOBAL KITRERINNT T 30g AT D, ZD% 5 RefRAEEZ L AT UL ARy —
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~DRVEEY TV U, BN AT) —DIREZFHAE L2245, HG-09 1, 6.97%. HM-
30S (%, 8.34%. Alu C805 1%, 5.90% T o7z, fFHNTIZATY —% PAA BWEHIIERA L, AR
DETEST D 15wt% 72D IR T, IREWK T, Hi> L0 Z VT 2000rpm T 20 43fE 47
PR | 330 BfEA 2200rpm T 10 sy FEREL 72, JHEL 722 — AR ADD PAA BEID
FARK L ie /M8 % Table.5-5 12, #MBl& Fig.5-17 1O,

Table 5-5. Conditions and results of vanishes preparation

PAA(PMDA-

Vanish Fumed particle slurry Solid  Appearance of straight

Run BP D'(Z)O DA) (9) 9 (9) conc(%) varnish Spray shape ahead
7 50 HG-09 1.3 18 12.3 cleanness Ramified-jet medium
2 7 50 HM-30S 13 15 12.9 cleanness Ramified-jet medium
15 119 Alu C805 2.4 36 11.1 cloudiness Ramified-jet medium

———— TR
g o= =S

©
2 oA '

Fig 5-17. Appearance of electrostatic spray-vanish (a)Runl, HG-09 (b)Run2, HM-30S,
(c)Run3, Alu C805

HG-09 &AWz EHT, IR0 — 17220 G724 MBL T 72, HM-30S ZF5H Uzl
BHE, ZAUCH AR TE TRV A L0 BEDLRERMELR-TERY, BRI ThH-T,
Alu C805 Z AW =5 H T, BRI WAL U0, WML LD -T2, ThE oD
WEHZOWT, BEBAT L — 2 EMLI-L 25, 2 TOBREIT, B Ramified-jet DL,
HEREE R SE RO RAFIR AT L — RN TH T,

R 4 BT L CRET DMEE Il . P R2BUT OV T, SMBLORENE, W st A FE
L7z, WA L —82e R OB HONEVREEIE, e—2 )% 32.5W (2L, BB & H 28 110°C
ToHHZEEMEB L TBA AL, S AL, 7 TAO BRI, 11kV HIRfL TAZ L —L
oo WBR T A&7 — AL TR L7, RHEBARSE, /A 50— Sh B 75 m, /
ZJVIREE ;100 m/FP, EAE YT 1.0 DS AMEEBAR SRR, /A0 ek — bk bR
Bt 53 mm, /A/LEREE ;100 m/FY, A E YT ;0.1 mmOSfEEL, FHEAmSIEE, /25—
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SR b A 44 mm, AVEREE ;44 m/RD ., AEAE YT ;0.1 mmOSRMELT, 40 A7V FEREL .
BEIOMS &I, 0.1mL/ /3 & LTz,

Fig 5-18. Appearance of electrostatic spray-applied test piece Runl (HG-09)

memrCE—

Fig 5-19. Appearance of electrostatic spray-applied test piece Run2 (HM-30S)
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Fig 5-20. Appearance of electrostatic spray-applied test piece Run3 (Alu C805)

ETOV T IVT, BIUIRERT T, ZNETOV LTIV E R THEL 2 Th-o72, HM-
30S ZHWH TV ORE AR L TR T HEBED I RSN, ZHUL, Ea—AR U7
DEEMEE 2 HND, HM-30S ATV —L PAA BE IR -BRICBEINMEN B~ T FH B
BHEBLA LT BRIC O BUE T D NMP LM BAEFIC LD L E LB ESIL, BHELI-b oL b
Do ZOZENH, HG-09 DOIDNCRELIRIZT I/ VT A W F, — IR 1K E S Thith
DIIR I N SWER IR Th -T2 8B 2 b5,

UAZHIMELT= o 7V i BE R & M i o £ iR A FEfta L 72, 5 % Table.5-6 1”7,
ETOY T VT EERBRIC A U, MRS LR CIX, 2 TOV 7T, FEAT
L — B CIR R 3 T O N E TR THE L GRERRIEEEL Qa2 b,
FBEAT L — BB IT, REEOMBMIEEEI @O HEREEZ AL D,
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Table 5-6. Withstand voltage and breakdown voltage test results of electrostatic

spray-painted test pieces

Withstand voltage | breakdown voltage

Sample test test

(AC1500V-60s) (kV)
Runl® pass 6.7%
Run1® pass 7.0%
Run2® pass 5.1%
Run2®@ pass 8.1%
Run3® pass 6.5
Run3® pass 6.5

S breaking down at the edge

TICA BB CHRITELT- o 7 L DN TARIZHOWT, Wil g% 5L 7=, Runl DO Wi 5 E%
Fig.5-21 12 Run2@D Wi 5 E.4 Fig.5-22 {2 Run3DD Wi BB % Fig.5-23 (Zosd, HIE &
I, _Emo g (upper), T O 9L E (under), 81 O WIS 2 2FT(sidel, side2)DEF4ADFTE
HIE LT=(Fig.5-24), &2 TCOH 7T, 120um LLEDEW G IRZ BT 5N TEIZ,

Fig 5-22. Cross-section view of Run2(
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Fig 5-23. Cross-section view of Run3()

Table 5-7. Film thickness of electrostatic spray-painted test pieces

Measurement Film thickness (pum) oot
position Runl® | Run2® | Run3® pi)
upper 171 218 128
under 461 442 148 Sidel —»| ( ) <«— Side2
sidel 578 637 238
side2 402 553 237 T
under
Fig 5-24 Measurement position of film thickness
5. 4. f&wa

A VIEHE B RV AIN R m BV AE CRIE 3 2% ITFrEA T L — B EhiL 72,

FREA T L — N REM BB E L2 2 A R TIRIBB B b~ 7 720 A% V- B
NZELTZ Ramifide-jet DFLIRZFEBLTHHNTE, AlEMERYAINIL, WA EL T
LHERDIL, N~ AT AITFT YT KA DOREDREEL TODHERDIDFRIZED, HEA
T —BIEE I TTE ot

(b~ X0 L — XDV THET 5 FIE TR, B b~ 7 R0 2O HE MR
R T, BEEA A LT, RRD %, LOMHLToEZA, BIITEEL AL — AL
LR EOE DO REZIORL T EZIZRL TLEN, FFEAT L —8B MDA REThHh -7,

FHEBACALF SN -t 2 — ARKL A2 — XV ekl T+ 5 F1E T, AVW=2a<To
BLF-73, NMPIZRF LT HED BAFC, AU 7 IR B LA A L THBHELIZL, fFEAT L —
VEHEMED BATF CThhoTe, BRI, THEERERZ SAL, @G IEE E A2 AL T
72 W BlEE Tld, 128umbL D BIEDSJE 5 MIS TR S AL CODEED, ffERR STz,
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TET, CRETIEABRZ T RLX — BRI WG 528 T, B0 EfEeT %
NF—REROKREHAGIZEY  NEOBEREEEICHEBL TE72, 2Tk, 80 BAZEZD
N O RICERRL . SR 7 AR RS DA 2 N DB 22 U > CE T2, — 5T, #ERDS
A M RO — B U CREE(LZ L TR B A M EICE, MERIRRELIC L o5 2 DR EE
Ba gl EEIL, TVRERIZa S e — L DR EIRICEE L L E L TD, R CFE T T A
Fo 7R E | WRARBREE AR Z LT, N &% OETEOBEZHMER - BRIERNS, ZhbD
MR L HIBRERBE A E R LS 2L T BRI 72 T AT 2803, TATROHILTY
%R

INODEREZERT D720 AR OE % 25EEE 2R | fIERRERR LI 1RO 20T D5
FHBIEFESTz, TRVF =D IR, FERTRME AT~ ADOFINE % CHERIR (b
O BAEZ ER T D720 BARRET KL —DILFE L ITEALIC OV T, HAkBRSE. 175
EHPEDOND TETHD, TIUEOABIEOEEM L, KOG, 5% 4 EDHI
DM MEFM BN ZNODEBDO X L7p o TS, £2T, AR TIE, HIERBRE O =—X2 &
DY CEAEERRA RO, MR BN RITHEVRY AINEGA L & OFHEA T L — 3R O
53 UM E ST BV Y AN MR B A BRI T2 282 B & LTz,

AAMEEREZRFD O CEBREMN G THE0, Bl ChHoEERETHHN, B =15
BRERZEATHIET, EBMREAIZEY, A MO IRV AINThH > THEAEBIEN ]
REDMRFT LTz AX VIV EE B T D REMERYVAIRZ B AL T2, R TOEE B LN CH
0. RL AL TOZE LT2b DER R o T, X—=~ AT AITZWNINT 5L T, sridhAleL
T, ZELTRL 1 0 B A 152 e, BT A BAERE G TN T, BE
AL T, AZZVNVIEDOEE LD HEITL CWNAI RSN, EAEBIX, X—~< AT LIF
ERVAIRD LR ELA LLIEY THY, 7—a 20378 37 mg/C TR 122 pm OBIEIEFLIL
T2 ZOBABIED 10 % EERB/IREIL 412.7°CTHY, Erim—/L ORI GO,
(%52 )

PNAF = AOFNER 2 B BN, BARDEZFEHIL TR = F Lo 7 a— vz AV Clgn
WL RSO T SN2 V3 — VD7 =0 % DT B e 9Dt a i L 7=, B Rk
A G PICEEE LM LT3, GL NBIEHP AL S S T, BRI > CLEIZENHLN
Lipolz, GL IZAX I NFEE AT 5 LT GL-MA Z WAL TRIAINEE &AL A TEHES
Z. M#tL7=, GL-MA & PI(BPADA/AHPP)-MA &_X—~< A7 /L2F% W Tk b L7245 B
RIx, BAEZOWEN AL B0 FREN/ NN LD, ERmIICEE T IZELS fTHE
WML 7z, SEABRICEE LB, 48~115um LEVWEFEEZER TE, ELh—17)—THY,
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MEFRAAE R OkV DL EEmVMEA R LT, WrimiBlg2 Tl Sodidh 85um, HJ/EH 108um &4
JENZEL RTGOXDD IR IR TG R CE T2, ZORZIED 10% BE R/ IR 402°CH{EV VL
ETHATD, A~ AThD GL Zifafx B R Lo iR 7eiiz b Bl L7z, (553 %)

R ANREDY )T NAEFETEH U BRI 1E, REEM D E<, B 2R R A3
Rz LT, BT A BERET G TELIENHLNE/R0 | BT RO GIHERIAIR OB
AT LT, WUTIREE Tl N—~ A BT D720 | WNVR LRI AT VT AT ALK
U7 IRE=AT N EER LTz, PMDA %A% )— /L T/N—T7 T A7)k, ODA LEAL THZARY
TIRTZAT VL, R—=v A T AIFTLRE L THEE L o7, Bohi bk, ¥- <,
EWVRTEREMNENRHY, 30 A% THOBIEOABUI BRI CThotz, BT 485 THRLNI- B,
300°CITREXAHTHZE T, FERITAINILL ., 10% FEEFA IR, 580°CEmWEWEZ R LT,
(%5 4 )

TSRO AV VABS 2 MR B T 272D ICH AT L — B R E LIz, 2V
B CTho ThaA /L LAk, EiiEN, B M A R D SN L7280 | BRI -4 43 1L
LicHafg BB A MR LT, YL 7 ESE CA RSV BRI, 0 BRBh A& WV Ch L
TLEI D, AT L—N BT i TEAh ol B — RV TRk 71k L= MgO 13,
ORI FAL T HIFEWEEME L, A7 L — ) AV EFEELE TLE- T, R A Y Ta—T 4
TSN b a— ANRLAE AW LA @WK O ER GO AT L — R B AT
Tholz, BMOBEEE LT HIET, WE THRIED SO EESSEO, 8kV UL ETH-
oo A7 L= ) XNV LI MO NS JES BB /BN rRETH Y, Wil 22 <l 128um LIk
DR IEATE RSN CND I ER RS T2, ZAUT KD A /L IEITABEES O B35 258 H AT Re/a i A
TL— A ROFEAT L — @R LT, (5 5 &)

PLEICED | AT T, 2R E TR MBI E S LT OB Cho 7oy V- LS TE
PRSI R 1% VT BB ORVAIRICEEREL 5952 LRI, B SO
MEVEBRLZ TR T LTz, ZHUCEORVAIR O EMEIRO B BENEL, HH057 7V /r—
L ~O AR B RE L S TED, A NEDRIRDT | A R L BTt —4 4
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