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Figure 1-1 Energy densities for liquid and gaseous fuels. Closed
symbols show the liquid fuel. Open symbols show the gaseous
fuel.

Source: Veziroglu T N, Sahin S. 2008[2],
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Figure 1-2 Part of the hydrogen station for hydrogen fueling to the
70 MPa FCV.
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Figure 1-3 (a) Schematic images of storage tanks. (b) Comparison
of pressure vessel efficiencies. The hydrogen stored per unit mass

of the vessel*.
* Sirosh N, Niedzwiecki A. 2008 p. 29771,
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Figure 1-4 Construction of a typical Type IV pressure vessel.
* Sirosh N, Niedzwiecki A. 2008 p. 296071,

Table 1-1 Thermal conductivity of the manufacturing materials of
the Type III and Type IV tanks [*2],

Materials Thermal conductivity
(WmK1)
High density polyethylene 0.38
Carbon fibre-reinforced epoxy 0.74
Aluminum alloy (AL 6061) 170
Stainless steel (SUS316) 16
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Scheme 1-1 Curing reaction of amide group and glycidyl groups.
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Table 1-2 Thermal conductivity of various types of materials °1.
Material Vehicle of heat conduction Thermal conductivity
(Wm™K1)
Metal(Copper) Free electron 400
Ceramic(alumina) Phonon 30
Insulating polymer @ Phonon ~0.52
Diamond Phonon 2000
2 Referencel3tl,
Polyurethane I |
Polystylene EI—!
Polyoxymethylene |
Polymethyl methacrylate I—|—|
High-density polyethylene ——
Low-density polyethylene |
Polyester |
Polycarbonate |
Nylon 66 |
0.1 0.2 0.3 0.4 0.5 0.6

Thermal conductivity (Wm~'K™")

Figure 1-5 Thermal conductivity of polymers at room temperature. The bars

show the range of different crystallinity, morphology and chemical composition

[29]
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Figure 1-6 Schematic image of crystal structure and liquid crystal
structures of epoxy polymer.
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1.2.3 S FMRIOKEEARE

KEMBAS —IMBNEUTTLAMBEERZSKREATFEORE N RS
n<TuwnaB35471 Ethylene propylene diene rubber (EPDM)¥® Acrylonitrile
butadiene rubber (NBR). Poly vinyl methyl siloxane (VMQ). Hydro-
genated nitrile butadiene rubber (HNBR)ED T AMPICEALT. SEK
FBEMBRZITO. BRERE DR U MIRE R (CEERBIR® (EHHE UBIERR
tonm~mMmA—F —DEHEHPOPK[BDORECIDIWBENECLDZENKES
NnTunzBs*l, £z, BEKRCEBESNZ NBRI(CH UKRRMK G BEE
OBEZLFER NS, WEGMENRARICER I ENER N
TV, =5 (T 8B0DIRUSEKZRNMEEE(CH WV TIT A OKEREIRHE
CELKDITAT—REBEDENHMCLIDIHUERDETHAREDIZCLEHRESN
Tn3HI,

JALAMBZEEKRRETICBI E, KRDFEITLDFHOESHIIAK
BEEENEILESIT D FHEADERPC/RATDI.VWITNOHIEZZREL TE.
KEDEAENZVE, HERREREENDP IS, KREBAENDRV., D
WEAKRDFHAERBAUVUCERERBCHEERABELLAZUBVOWMBNETOLL,
T, KEHKGEASDFMRNOBRTEEEKRRIETICHSITDIKERER
AESRIUVHKRBEHLENERMPNEUCTOERBERELRD, CNSOFEE
ERFMRAOREBEPHKEFBEZEUOSABELHEHEIDIEERASOND.

Flz. BRREERUIY—-EFHEEREBENS., SRNUTERAEVW ENRE
SNTWLWD, Flodberg SIEFLARRERATBYRBMETH D p-EROFSF
BE®. 6-EROF>-2-F I NIBOSOILHEEGHRTH S Vectra®
A950 DR FZAZE%E ASTM 3895-3995 (CE U THIEZ T\, 0.07
cm®-mm/m?2.-d-atm DfEZRI EHFLELTWVWD., =5 (CZDfEIF 90.3
cm3.-mm/m?.-d-atm Td D HDPE ¥ 4.8 cm3-mm/m?2.d-atm Td & PET & LE&
L .Znen3tm~2#/hes<  BEEHAKBO/NS S CERUZERTHD &
ww A TVWB M8, Weinkauf 5EHRBEDOH X B BHBE(CKL> T, p-ER
OF>LZRBEE. 6-EROFS-2-F T NIBOS I LHEERDHRXE
BRBRETO>TVBIM, PET B L. ANUDA, BR. EXR. 7ILT>.
"TBAERFOEBEFEHNAVNVINOEAECSVTE 1 HT~3HEVNS &Z K
HELTWVD. T, CORMEDOERDIXEERITAILDOERE(F. KR
ZaHic. NUDA, BR, ZEX20FE0FRBAEREFREBEZRT Cfbwmid T
T\,
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INSOWRENS. BREREIRFHEEGABINRFHE LKL, K
REAFEOBERINSENEMBTHDICENFEEIND. T2, REET
IRFZHEODFHERMZEOHKFBERX. KROEAFEELEHENSD D &

rEEND.
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1.3 AAFDOBEMN R UGG DIERK

TITRFIBEDE/N—TIADKNDEBRICAVITOCEZEAURZRES
HIRFZHEEE. RCEREKZEARFEDRANS. Type IVH>TD
SAF—MM. FLIEF CFRPONY NIV IREULTHIGULEDEDFMATH
D2EER . BRBERTDBEIGICEID . Type VA IDEEEZBE LTE.
TLO-IILBEZRREIDEBVWEECKREIDCENTUETHDEEXS
Nd. B FHMRNOBEMNEE. NS E. KKSBRFEOBRSN S TLEE
BEMRROCTSAFYVIOMBNKRREBRSIFMBELULTEEZINTWVDS
PREDKRIBIEZBE. HDVWEHKFBEZEAITDI LB THDDM. Type
IV A0S0 KRTEBEHHAOBEMBEL TORBEIRFZHAED
DTFRFCEIDIEBREETDCERITEINTULRL, BREEIRFBENE
TEOIRFBENKRZRARFECHUTSZ IR ERZEBBRI DI EFKRTE
BHRADOBBEMBODFERIFCEODTEETHD. KD TAMARTEAAD
IRFIUBBERBBEOERATYTICL>TESND. TEN(CEZ MR
THD, BEBEOEEZFMULPIVWMBNELT, E/AVSORREN
TRFZHEEZREREL., SFMXRELE.

ZTUT. KREFBSHAOHEBMMNCERBUEIRBEMEIRFHMEOD
FRAZITOCEZBEEL., TODFHRIABHEUVUTKREBAFTERT.
ACEREBREUIRFBENEIDIHREFBEEOHBBGEZ EE=M(CFF
MIdcEZzBENELURE. MTIC, BEEOMEBICDVWTIRAR S,

E—EBTE. AMAROE=EEENERLULE. KRFRERCH T 2EEKE
BHEOBECDODVWTHRAN, BEMEIRFBMEORRICDODWVWTRE L,

EBTE. KETESHCEAUEDIDABAIRFHBMEOREMB &L
T. BE/AVTCBERBRBEIRFIAMAENTHD 4,4'-C0USD)LAFS
EJTZIL(DGOBP)ZEEL. 4,4'-F=Z )T T =ILAS>(DDM)&TE
EEIEUTHWEBEOKFEBEEKREAZEDOEEERTT L.

B=ZBTE. RN IT7ZILFZR (SAA) #iE{F & U THULWT DGOBP &
BEL, RYFYVIRBLIDEBERFUHEOEVWAXITIFVIREZAWNT
BEEKRERAZE RCEXROBFEZRILZ. BONTEHER LD, BcE
REKREAFEDOERINS, KRETEERCEHIDIHKEFBEZRELL,

ENETE. FIEXTICESNIZRRECEDSE, SLVATCEREEIIKE
BAREOBMIINPAFTIINDIBRBEEIRFIHBMEMNODS FRFTEH ZIRS
Uiz, REUEDFHRIABHICEDE, ETJI TRV I-KEEZXAVS
SEUVUTCZEBIBDFRYAAVS R IRFIIEEMWTH S 1,8-EX
[4-(4"-TJ U AFZ-4-ETJdxZILAFZHILARZIL)-1-AFS T =
WIAUS> (BBTME)Z&&Et L. &k L. DDM ZiE{t & & LT BBTME &
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WL, RzBXZFMLEE. RCERDBAERBRN 5.

EitozIMZRT LI,
FRAETCEABY AL,
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BIE EJAVSDERBETIRFIBIEOKFABIE CKREBARE

BTE T AV DB TRFIBPEOHKFIEE S KREAFE
2.1 #%

AETRER . BEEIRFHBEOCDKEFBELEKZTEREAREOCEZFMDA.
BREEBENHETE., TENICEHBELCESNIMBELT. EJITZILE
ZAVGS OB EUVUTBIDE/ AV CHEREBEEIRFTIBMEZEEEL. &
Huflz. BESNE 4,4'->70U>>0O0%+%>E7Jx=)L (DGOBP) fE{t¥(C
DVWT. BLDBAERIGRCEAURENARENTVRI I, Bk FEE
BEICDWLT., Mititelu 51& 2,7-27=Z ) JILALEIAERTILA XHRBIE(C
PLWTHEBROBEZEESIHRERBEZRR I3 L= Li 35& Su
5(17\)1/77:”/7:I*‘Eﬁﬂ:%(:zb‘b\‘cxx/)?‘yOiﬁaﬁiﬁﬁ%%iﬁﬁﬁz
PO suBEFERE. SIS TITILRILRCBAARTRAEMEC
Bb\fiﬁaaﬁmdﬂﬁﬁiﬁb‘iﬂﬁéﬂé<_t%iﬁ%bf(ﬂ%mo Mormann 5
FSTT/EJIZIBLERTRIFVIRBRBEZRBEIEZ &2 18
Carfagna 5(&F 4-XAFIL-m-TJxZL 22TV Z>BIERTRIYFVIRRBIE
EERFRIDCEZ2P Lus@4,4-2F7= )T ZILAS> (DDM) B
LR TAAITFYVIORBBEERITFVvIRBEEZI I ZNZENRELT
w3,

TIT, BE/RXAVSCBERBEINRFIHEAETH D DGOBP B DY
FYIRBBEZEORBEBEDOHKEZHHL. TNSOKFBEN KRR
ARBMRUVAGCER(CEZZIEZAMIDIEH. RIFYVIRBEBEZE
IRITDEILH THD. DDMZETE U, TypeIVA U U(CE T DK=HEEH
EBOFMBEUVCTCORBEIRFIBEOD FHRIATEITDICHED., TDFR
NFYVIRBBELEKREARFEORG&EEMRIDIZE., RADINRF1#
EDEROIBMEREAIBELODEREARYRTH D,

AETIE. DDM E{ELR(CH (T D DGOBP LMD KREAFHEZFFMU .
FAODIRFIRBMEBELLERRT®RITOE. BIELREORMHFICLD., HEBE
EEOBRFRBEDERZIELEMESE. T, TNSDOHFBEDEIRDE
EMCODVWTRAGEREKZRAFHOBRIEELEOHBBEREARZRFT UL,

22 % B quﬁj‘kAg

221 % # °
AR THERAUENLBIRFZE /Y H2NNH2

—RUOELH D FHEEZ Figure 2-1(C  Figure 2-1 Chemical structures
mUTE. 4,4-27=Z 27T Z2I)LXF 2 of compound for cured: (a) 2,2-
(DDM) (& Tokyo Kasei Kogyo Co Bis(4-diglycidyloxyphenyl)

(Tokyo, Japan) MWSBAULIZEDZMEMR propane and (b) DDM.

il
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L7z. Scheme 2-1 (C DGOBP O & M R HOOH + g e

JICAF—LZRUTE, 4,4'-ETJ1 J—

JL(E Tokyo Kasei Kogyo Co (Tokyo, “NaOH, TBAB W/\OO/\Q
Japan) hSEBALEEOEERL. & Scheme 2-1 Synthetic route of the
OOXFILAFSS> . Fh5TF)L7 DGOBP monomer.
CEZOALATOZ R, KE{EF MU D ALK Wako Pure Chemical Industries
(Osaka, Japan) WoBAULZEDZER L. Bisphenol A ULTHI SN
% Epikote828 (FNAI/RFZHMAEDE /Y — & U T Mitsubishi Chemical
Corporation (Tokyo, Japan)SBBALZEDZER L. Epikote828 (&
2,2-Bis(4-diglycidyloxyphenyl) propaneZEXx@ D &L TCET. UTF. 2,2-
Bis(4-diglycidyloxy phenyl)propane (& BisA &R, CNS5DIEEY (&
2T, CNUEOREBLUTEKRICAHWLZ, E/ AV ERBEEIRFS
HAE(XBITRDIED . 4,4'->0U2OFSETITTILZERTDIECEKD
BrRl, BREXY ) —IILEMKOBILBETITL. MEF I5%E D,

E{hEEFZTFMIDdcH. DDMZWEILARIEL. E/ X — BB ZEILL
T2:10ESETEALEZ. EEMEIH—(ICEE=EDH. 150 °C D/RY
FTL—-—FECRFBULIDEEBUEZ. RISEREZRICELDEILEETE,
CNZLTF. DGOBP/DDM BRIES Y & N,

RitER=ZFMIDTH. DDMZEEH EL. E/ Y — BILEBEZEILLET
2 10DESETRERELEZ. BEEMEEH—(CREETEDTH. 150°C DRy b
JL—bhLECRFL. 2. 3. 5. 7oRER. ¥ L. RICERAERICK
DiElEEER, cNZEUT. RIBA+DICETLTWLWRVWE > TILEL T,
DGOBP/DDM J L Bt EEMEFE R, D DGOBP/DDM J L MEILEE W (E
RIGEDFMOBE (CAWEZ,

2.2.2 & 1t

DGOBP/DDM It X DAL OHIRKREBRAZEDcH. £/ N — ML
HlzEILT2 . 1DEESETRELEWD %&XQ)IJJ\J?’(L_)\TL 150 °C (C
T3 BRFL, - (CBMREE, TDE. BHRLUITESYWZ 100. 110,
120, 130. 140. 150. 180 °C 035%&(:4%%“5“&#\\/ NJL—-bhERCZE
Netnz 4 BEKRFL. B{LEITDOZ. BisA/DDME/ALME T L ELZE TS
C &<, 100, 150, 200°CDBRE(CHEFNERY N T L —-—MLEICZEN
TNZE ARBRBEFL. BlLEiTolc. WAXSHEIE. BERE. KRXEA=ZH
EICAHWD 013 mmx2 mm ORRKRAER. BCEXRATECAHWND 910
mmx0.5 mm ORI ERF . BAMBEAECAWNWSD 15 mmx1.5 mmx1.5
mm OREMKREABEFZ. TNETNOHRKDOEAAMHDSUIE LU TERLZ. B
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BIE EJAVSDERBETIRFIBIEOKFABIE CKREBARE

RIGSICE>TERESEETNDITEIA> bDOHI%Z Scheme 2-2 CRUTE. EBIE
FZNZNELINE_DOE/ X —HMDODRA>IEEIA NEERES T,

L wﬂf”

DGOBP cured with DDM

A - o OO/

BisA cured with DDM

Scheme 2-2 Curing reaction of the epoxy monomer and curing agent in DDM
curing system.
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2.2.3 AIEAE
BIRHEISRIE (Nuclear Magnetic Resonance: NMR)

£/ —DMHNMR & 3CNMR X MLIFTIL A —E . Avancelll 500-
MHz spectrometer (C X DB . ERICHS L T('H NMR, 500 MHz; '3C NMR,
125 MHz). T hSAXAFILS SO ZBEEEUVUTHELURZ. KAEXID. EF1E
EDEREIT DI,

BREAIOY NS T+ —AIFE (High performance liquid chromatography: HPLC)

E/XN—0DOBAXBKFRIVON NI ST —Ed b=V —8, HLC-8320GPC
CLKDiTo>le. ZD®dD TSKgel SuperHZ-M columns & — D ®d TSKgel
SuperHZ2000 column ZEAL. REERBESMNSIVOXYNISLESE
o ThTEROTDS>ZBE., BEEREL. AE 0.35 mLmin™t, 41>
TU23a>BF£2£0.1 mLTHAELEZ,. E—VEBELD. GRULEZEE/X—D
fE =MLz,

— U TR HERIE (Fourier transform infrared spectroscopy: FT-IR)

B d FT-IRBAIFEFE/IN—F>TILY —&., Spectrum100s ZFERH UL =,
KBrigBliE(CLDAER. BIEEHH 450~4000 cm™t, 93f%EE 4 cm~t, 8O
BEOERHFTITO>R. RKAELCKED., ERERERURICEDOFTMZITD 2.

REEBREDITAE (Differential scanning calorimetry: DSC)

DGOBP £/ <Y —. DGOBP/DDM E&%¥ . DGOBP/DDM F L E{LEESY
DGOBP/DDM iBa/tBE&¥ @ DSCHIE (. *wv F&, DSC 204 HP Z{EHL
o E/JX—E5mgDMAEICDODNT., ZEXFTHIDOT. EENS 180°CD
BESHMEICDNT 10 °CmintOFBEE(ICT. DGOBP/DDM J L HELRE
MIEER~300 °C OBEEHHE(CDWLT 10 °C min! DFRIBEREICT
DGOBP/DDMEEMIEIZEIR~300°C ODBEEHME (CDLT 5.0, 7.5. 10.0 °C
mntOFRBREICT. TNEZENHW DSCRAIEDFRBAEZITD Iz,

5mg ® DGOBP/DDM BREEMICDWVWT. ERFHKXDT. 50 °C min-?
DODFREBRECTERENMNS 130.0. 132.5. 135.0. 137.5. 140.0. 150.0.
160.0. 170.0 °C O BE(CRFT=NLcLILICH>TILZEAL. 20 9 E
DN ZRITFIDCETERDSCRHEZITOL.CNSDDSCHIELD.
E/XN—DEHRBEHOFAMET. EEEEFHOFMZITD L.

fRyCIBmMIRERER (Polarized optical microscope observation: POM)
DGOBP/DDM BRIEEWMICDODWVWT., Bt DHEEGEBESHZ — 1> &,
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BIE EJAVSDERBETIRFIBIEOKFABIE CKREBARE

Eclipse LV150(10x eyepiece, 10x or 20x objective lenses)Z#EH U E
R DR)EFEEEL. 140, 145, 147.5, 150, 155, 160. 180, 200 °C
CHENWTHEMBHEREITOE. RY MAFT—JCE v/ I\AF7y TE,

CSS450WCX A Lz, Rv RXF—JDREESIE (& DDM(mp = 90 °C).
TBAB(mp = 104 °C). Sulphanilamide(mp = 165 °C)DOBSAMEN 54T D
o, WIE#& ., BiIRRE (X 125, 131, 134, 138, 143, 161, 179°C & U=,

DSCHIEELEDETCHMU. BIEPCHRRIIKFBEOEKREBREDHEZ
To71z,

LA X #REELBITE (Wide-angle X-ray scattering: WAXS)

AR (CETI O Uz DGOBP/DDM WL (ICDWT. UH TR, MultiFlex
ZERBLU. LA XBREIAEZITD L. BIRE(E CuKa(40 kV. 40 mA)Z E A
U. BHIECT., 2~60°0 20CIfADEEZ 2° min~t, 0.02°D D fEHEE TIT
oz, BIEREFBETITORE. WAXSHEIEICL> T, MEBEORERT
ERItEZ&WL U,

FHIFLE4SEITE (Dynamic mechanical analysis: DMA)

EMRECtIOH U DGOBP/DDM WEE¥ (CDWT., ITEHAIFIGHE . DVA-
200s = ERAL. BINMLMBEEREZITORE. DHHFEIEZ 10mm & U. 55k
DE—-—R(VDITH 0.08%. BAKE 10 HZ)ICT. 10°Cmin"tORFRET 30
~300 ‘COBREDHMAEZITOE. BRREDFEEE2TOHRBRAED T4I(C
KD Tand MR L. DENIEFEDRIDERETHD 280 °C DIRETEH L
oo BRICEITDEHEHEERDOFMREYL. WAXSEEELEEHOE T, ELEMOD
KEBEDOFM=ZITo T,

ZEAITE (Density measurement)

ARIRICET DO H LUz DGOBP/DDM WM ICDWVWT., HIL MU DX,
Sartorius balance type LA230S &EEERMEFY b TH D YDKO1 ZFEA L
BEEAEZITOE. BEEDME(K 25°CD EtOH TORPEELAKTEENH
S5EHUZ. ZEAERREG. MEBEOTFMOMERUVRCERDODEL(C
FAuniz,

BREXAITFE (Thermal conductivity measurement)

MARR(CE DO E U DGOBP/DDM WE{EMICDWT., 95 T714 R T L
—([CTELEBEL. BRILBERAEZITOL. BILBXRAEEIRY FER, LFA
467 Hyper FlashZ{#EHU. 25 °CICHTFTD/I\=—THFALEICTRHELE,
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tk#BE(F ALO; ZREH>T)LE LT, 1SO11357-4 (C#E> T DSC AIE
ZITWEBHUE . RACERIINSDELEEDOEOREICIDEHLUE,

KFREAZAIE (Hydrogen content measurement after hydrogen exposure)

EEXKRFHEPCHRRKEBRAZEAL. 30 °C. 90 MPa DKERHXI(C
4KFHEBELOUL. REL. EFNMSWMDEULEAEBRRICDWVWT., KEEA
ERAEZITOE. KREELCDWVWTE., KRBE®, -UAI>XIRKE, FA
mIEE S XA DMEE : JL - BERPKREDSHS AT L ISH-201 [CKDFF
L. ERFZ7ZILT>HIAFTEKICL. 30 CICHBITIHBRNSDME
BEAORZSDBICAELL. PILIDHIARICEEFNDIKRARAZHAOO
NhIST4—CEDEBL. BEKREB(CH)ZRDZ. MOEUBDOKE
EB(PORBBMICBITIKZRAE  CHIKZEBABELMFEREZRMDOME &
L. QDEANSTrwvFa>IdLTER LRI,

32 = —(2n+ 1)?n2Dt / 12 > exp{D P2t/ r?
c?(t)=pxc§x[26xp{ (?ZH)JZ t }lx[zexp{ E%t/r}l @1
n=0 n=1

TTTCHMEIBREBORMt(sec)(CB T3 HEEFEKZEE (Wwt-ppm). C{
(wt-ppm)[EFERDH UK DKFRE. DIFILETFRE (m2s71). BulEsE 0 RRw &z
LB DR, ERHERDEH(m). ridH B OFEE(M)TH D,

Frze. QDA EREH(Z)DIEOCE—HEHOHZZER L. BKFKREZ
METTOY U, BEBEAE T B CH(t) = Aexp[-BtloBEHB &L L TEE TS
cERAQAMEEND. UTORICKDKRDFOILBBFZER(D)ZEL U .

(2.2)

B
D =
(m2/12) + (B3 /72)
CCTREEORRY EZJLEBD n=1 DR THB. Tz, (2.1)RFHER

FRAE—RBMNTHIERELELEENLZRXTHD. AXRFICH T2 IRF
SHEIEEFIE—TH D EMREUVIEBRGARZFMU .
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AFIEZILZBITE (Volume change ratio after hydrogen exposure)

30 °C. 90 MPa MKZEHRIC 24 HHEBE U ZHRKABRFE OKBELLE
COWTCTREFL—YH—-—XFr>oYa4o0X—-—%9—TM-3000 (Keyence Co.,
Ltd.)&. > — & LT TM-065 sensor head (light source: InGaN green
LED)ZZHWTCTEKHEICHITIEBEZRELEZ. 30°ClcBWVWT 508D ER
FOEBZANEL. BEDI/N2EFZENTORBEL., YIBAOKRBICKH TS
ZHHEZEKRBEMAERELUTHBREL, BHUZ, KREERAZEHNEEDDOE. &
EMmoKRFEAFEEOFMZEITO T,
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2.3 fEREER
2.3.1 B/ XAV UERBEIRFIE /N —DERK
4,4-CEROFSETJITTIINEOOAFILAFZSOEEENICRIE
Liz. ERMOMEFOIONNISZ I —DE—-—VEBEMNSFM LU, BisA
T/ XY — &HI(CFigure 2-2 (CDGOBPE ./ Y — DY -1 XHEBR (Size exclusion
chlomatgraphy: SEC)E— RIC KD REREITEE5 (Refrective index: RI)
DOOXMNISALAZERUIZ, BisA E/Y—¢& DGOBP E /N —DAHEM
15.3 9. 15.7 B ICHIETBDE-—IRZNZENDODE/ XN—D—ERDE -
THD. RIOBREFBRTDEECLHIDEZDH. TNETNOE—-TUDOERE
NS BRPCEFNDIBERDOFREZEH I D ENERSD. DGOBP £
IXN—DERBRNERXAF—LPOBENYPEETEL. 2 EAKRY 3 EAZED
95%DFME T Dlc. BisA E /X —DHEIF 2~4 EAZED 93%DHE
THD KX THFMLUEZ BiIsAE./NY—&EDGOBPE /N —DMETEEE
Zoz.
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BIE T/ AVIUEREMETIRFIAIEORFIEGE CKREBARE

Rl intensity (a. u.)
Rl intensity (a. u.)

M

9 11 13 15 17 19 21 9 11 13 15 17 19 21
Elution time (min) Elution time (min)

Figure 2-2 SEC chromatogram of (a) BisA monomer and (b) DGOBP monomer
from the RI detector.

P S
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{LEBEDEE(E 'H NMR, *°C NMR & IRBIEICKDIToe. BREZEM
B|ICEEL. DGOBP E/ Y —® 3C NMR X~R%Z hJL#%& Figure 2-3 [CR U
/=

F/z. DGOBPE /Y —DMIEZLHKEDBREDES. E/ X —DEH DSC A
E#xZ{TD>/7. DGOBP £/ X —D#H DSCH—FESJ S L% Figure 2-4 (TR
T, LiSAHRELTWVNBED, 160 °C [FIEDEBECHIFTDHEVIRME —
DEERRERENDEBATHIP?, E/IX—DEBAE—OBEDOREHE.
—OBDORERER. —_HOEHOREBRICHBWVWT., LISGAHAHKRELTVWDIEWVWHED
DGOBP E /N —¢tREBTREDAETLEREIEBINAL ., SECHEN
SEONEMEOHREIZETHDIEEASND. £DT.95%DMECH
WTEE/Y—D. AT RBEEREAZSOANEHIEERETELES
DERZTREGENEEZZISNS.
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100 90 80 70 60 50 40
Chemical shift (ppm)
Figure 2-3 13C NMR spectrum of the DGOBP monomer and its assignment.

30 20 10

170 160 150 140 130 120 110

o
©
& —
1 2nd heating W
1st cooling J
4—
L—
—_
1st heating W
20 40 60 80 100 120 140 160 180

Temperature (°C)

Figure 2-4 First DSC heating, second DSC heating and first DSC cooling traces of

the DGOBP monome.
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2.3.2 WE(LZEEIDFF

DGOBP/DDM BARIES Y D DSC Y —EJ S A% Figure 2-5 (LR U T,
BRULCHE 95%DE /N —(F. ZNETNOFRBEE (CH LT 130 °C ik
NSRBME—-ONERETN., 130 °C FEMNMSE/XN—NBMIDZEICK
DTCHEMAFEENML., BEAIETHDIIEN DM >E. AREENAKELLAR
. BRERICE—OhyINRZT L. BRAICT—-VUITJIIMERIEE LU S
DEREMR—HT B2,

Figure 2-6 (C DGOBP/DDM BARIEEMDER DSC b —FEJ S LZRU
. mEZ —ECHRSE., ERBOY—-—TEISLEEDER DSC MEHNS
130.0. 132.5. 135.0 ‘COBIECHWVWTEEH>TILZLILARICEALTH
5 3~4 DAL, BIERIGCRKRDERE-DVEFIERDIRAE—-ONER
SN KEBEDODRBEARRDODE - I THIZENREBEEINEZ. 140°CULET
FHREBEOERAROERE - VTR SNIAND>/z. DGOBP/DDM /AFLRE
EM%Z 130~170 " CORBZRBREICEWVWTEHEERTMEBEL. ZTD POMAA—=20
REEBRER%Z Figure 2-7 (C:rRUJE. 135 °C. 130 °COWVWITNDEILRE
BCHWTEHEEMEB., B<ROLBICEREMBEORBRANMER N,
130 °C ([F 135 "C oL LR L. B<EREHM/AFEIR=NL. 135 °COME
ERELCEVWTESDRBICAA—ZEHNDNPEILRDEHIC, BERMRET
HI[/VBDORABAICEAIY—-LROBREIFTMNER N, RYFYVIRBBEE
ZEEULCEBLTWDEEZERIBND . F2.130°C (CH TS DGOBP/DDM
BREEMD 200 FDBERTD POM A A —-—ORBEHRER % Figure 2-8
CRrUE. 200 FEOBHRICHBWVWT, t+umA—-—F —DEKBROBENIAN
DEFAEREINL. 2. W<ONMDEKRBRBECETIL—EoOXRK
DEFBITHNIRENTULSD(b).

INS5DERLD. FE DSCRHIE#R (Figure 2-6)h 58S NTIZEERIE
CLDIRAE—DVEBRDIRAC—TEF. KEBEROBKEBEDOREIRICLDE
DTHDZENDIMD, MBRBEGRIYFVIRBBELIDKEOS LR
EIBEN. BULKIRBEBETHDIEEZIOND. Flz. REEINRF 1
BCHBVWTRAXAITFYIRBEBENELF(CHIRTDE, FR DSC h—T
CHEIERICOREBMEGERDIE—UZEEES5T &N 5. Figure 2-6 @
137.5 °C LLEOHMBCHEVWTHDFHERNFYVIRBEROBEZ LD ED
EEZBND.

POMBRICLDESND . RBECHT2EREFORROBEMEZT0OY b
L. BBLBECSVWTENEZBEEL L THREESRLIS 2, TTT(Time-
temperature-phase transformation)#fX % Figure 2-9 [C’RUTz. BRE
CHNWT, E/SX—EELABIOREN FTBRME. TNEN. 140°CULEICH
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WTIFEEM, 135 °C KRB CBVWTRHKBRBENRIRT DL ZHmAH W
BTENTED. CORRKID, RFRBEDERRBIELLMZRDILDHDEA
mEZRELURL. B{ERE (& 100, 110, 120, 130, 140, 150, 180 °C &

LJ7_:O
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Exotherm—

5.0 °C min-1

10.0 °C min!
W_//\ S

30 80 130 180 230 280

Temperature (°C)

Figure 2-5 DSC traces of the DGOBP monomer mixed with DDM at 5, 10 and
20 °C min~! of heating rates .

2Wgt
—_—
—_—
Exo

Exotherm —

140.0 °C

k .
160.0 °C
//\ 1500 °C

}

137.5°C

L 135.0 °C
l 132.5°C
130.0°C
o s s s 12 1

Curing time (min)

Figure 2-6 Isothermal DSC curves of the DGOBP monomer cured with DDM
130.0, 132.5, 135.0, 137.5, 140.0, 150.0, 160.0 and 170.0 °C of measurement
temperatures. The arrows indicate the onset of exothermic peaks.
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X, 5

130°C 135;°.
Figure 2-7 Polarized optical microscope images (100 x magnification) of the
DGOBP monomer mixed with DDM at a curing temperature of 130 °C and
135°C. (a) 1 min, (b) 4 min, (c) 5 min and (d) 10 min.

Figure 2-8 Polarized optical microscope images (200 x magnification) of the
DGOBP monomer mixed with DDM at a curing temperature of 130 °C. (a) 3 min
30s, (b) 3min40 s, (c) 3 min 50 s, and (d) 4 min.
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Figure 2-9 Time—temperature—phase transformation diagram of the isothermal
curing of DGOBP mixed with DDM.
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2.3.3 FEMDRIGER

100. 110. 120. 130. 140. 150. 180 °C OE{BECTEitaNnr
DGOBP/DDM #{t#¥ D KBr iZ(C KD IR AR )L % Figure 2-10 (CR U
oo ITRFZEICIBEEIND 910 cm P OE —OBUHNIC IR MILICKER
ERQEREEINRLL O,

T, CNSOBEMORIGEEEIRFZEDHEEELT FT-IR & DSC
BMENSTHMUE. PIOZRBEEMWORISRICHAULTEZELDHAENREINT
WBP22Bl ZNSOMBENSE/N—DOHEBOEAEZRGEELTEE L.
BONEREMBRERAVTRKELECYWORCEZEML . DGOBP/DDM F L
BLESYD DSC HENSESNIRAE—VvDEBEEZELRISDEESE
MELLURE. TLELECYOREBRIEZEBRABEEEAVORABCEDI L
CkbhEH LR, TLEEWD FT-IR AR MJLIE 1610 cmt DI T =)L
EOHERESH. 910cm 1 OIRFZED COBBIRBICEBEINZIE—TD
tt%® 910 cm ! DEETOEALE. E/N—DHERELTEH L. 1610
cmlEREEEE LEREFEEZEAL. BEYWOE—oN S, BLEMOR
ISR E KD I,

140 °C ULEDBAERBECSVWTHLERSEIRECETLTED., BILE
EH 100 °C OEAEMCHNTSE 94% U LOTRFSEMNEEINTULE,
COREBNSERETCEMAENEY > TILEHDCEAERBIEAR &V
5. 100. 110. 120. 130. 140. 150. 180 °C ® DGOBP/DDM &1t ¥y D
RIGZE % Table 2-1 (Cx U=,
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910 cm?
Epoxy group

110°C

120°C
130°C

140°C

Abs

150 °C

180 °C

1 1 1 1 1
4000 3000 2000 1500 1000 450

Wave number (cm™1)
Figure 2-10 FT-IR spectra of DGOBP cured with DDM at 100, 110, 120, 130, 140,
150 and 180 °C.
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2.3.4 B ORFES

100. 110. 120. 130. 140. 150. 180 °C WL BE CHEiLanr©
DGOBP/DDM W{t#d WAXS /{4 —>% Figure 2-11 [C:®xUL/. 100~
130 °C LMD /NS — > (CIE d-spacing 0.46. 0.40. 0.32 nm DIEE (C
M5 D 20=19, 22, 27°D=DNDE—UxBL. HEBECRBE=NZ &
EZBND. CTNB=ZDDE—JRBECEIJTZIEDERINEESLES
DTHBEEZBENB2 27, 100~130 °CDHOVFT N D DGOBP/DDM g1t
MEERIEFZELUCVWBRICEEANDSI . DDMEHRDOEIFRRETHER TN
Mol XA HNSEBENDI/INI-—2DERIEFOARRAUNE (T4 XA A4
—)F BHEECEHCEFORHZHESAPROINTHDIENT 4 XA -4
—&, B FIELCEFNERDMEZMIANCHEDDIZILICERAT DT
NTHIBNWFT A IAA-—F—DZDCHE=N32°, DGOBP/DDM 1t
NEESITRBEBERF/INSY—>FR(C, MREJT ZILECHRKRIT IEE
HDOEIIFNAERINBRONDEDEF. BBDOBENT A XA —-F-—DrEHTH
B.F/c.140~180 CHEAMD IO — RR/)\O— /& — > R FEDE (&
EJIZINEDRIYFUIICLDEDTHD., HEEEZBERCEESE
TWdeEZ5N3128,

ENI-—2DE-—DOrvTh5, JSVvIDXZRAVWTHOFHEHOBREZSE
Ry ND—UBEOHEBREZ. £, @RE-—IMFMBENTVWBI Y>> TILIC
DWTRHIBRLELEZEL URPLEBLBENMEKRICLENS > THRBILLE
DEEZEFE LD, 100 °C~130°CDBILBECHVNTENEN., 36%~
19%DfEZRUC. BILRE EEEDRBLZ Figure 2-12(a)ICRUTE. i E
BEOEEIBECEREENMES<RDIESVERNS>DIZ. CNEFERIEEDEWV
(CKDEDTH D, Figure 2-12(b)ICHERIEEENTEEDOREAFZRZRLUI,
DGOBP/DDM Wt HhHE F#HRILE &KX <H#EBEL. DGOBP/DDM &
EMONTEZEDOHEFERIEENZEN TH >, DGOBP/DDM WL D
130 °C U FCHiEb=NEEEMEIREEBRBSESZD FHPACRFTLTWLWD L
5., B DSCHIETESNE. 135 CUTDRECTHEREINLEHKFE
EORBEBARXROE—-UF. BRIELCEKDEDEEZISNS, £/=. Douglas
5., Cho S5EREHEIRFHEMEBEOHEGERESTILIEOBEGRERSELTWVDS
(1921 ZWFNDWEICESVWTEKREBEDRBEORICHTILIENEBETTHD.
SIEEEBRCEVWTEBLKELUTWE, CTN5DH/ELXKD. DGOBP/DDM &
EWMERZEIC. BVEBELCSVWTRHEREIDEREVWSILEARZDEDEE
ABN3. K> T. EREEEE TS DGOBP/DDM /L (CH LV T. 100 °C
EHEEU. 130 °COEEM ETERBENTDCRERT . LDNMNETVIKERE
BEZBERCHEIDIEEZISND. CNEEVWEAERE CHSVWTETILIEDR
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BLEH. DFHOBEGHUENNSLIXBZDHTHSD. DGOBP/DDM ELH D
HREE. #FRICEDME(E BisA/DDM LM D#ER & HHE Table 2-1 (TR UL

Jz. BisA/DDM BE{L¥ D WAXS BIEHREFVWIFNOBILBRECHWVTSH 0.5

nmBECHEREEIZ/NI-—>THD. BERSHBERE D TUL,

WD DMA —T %, DSCKODFMULE T £E&HDHE Figure 2-13 ([
~U7z. DGOBP/DDM B D EBTOIREEM R (L. BELEREABVLED
FDINCEVEEZRLEDS. B 2GPalRETHN. KEREQERS
B>, INniE. %E.EMI:TE\‘D%E'EEEODFE(ati,m(ga'swﬁHT@%IEY(L
AERFEEZSIRBRVWCEZRBLTCWD, JLABEBCHSITITEHERD
BEKFOHN—TEF. ERBEZEIDIFEENEZDITRVEDET., ITE
WMHEROBECHIZIBETHEANERRS., . HREBHITIBAME tan
SHIICE—ON 2 DEELE. RADIRFIEERCHEVNT. BLERE
CH|RELT TSI T REEANBESNTVRP, DSCRAEEHDHET
EZRL. 210°CHHACER N3 E—UaEBoE -0, BEEEDENIIC
JHIGUTCSTRNITBE—URFRBDBOABECHIEREE DT, Fz,
DSCHURICHE VT . BILMDBRMIC LD E—TEHREINAEN D /2. DMA i
MEHDODET. 300 °C [CBVWTEBRRULRAWVMEEN THDZEN DN oIz, &8
IEMD T, ERBLAMD FEDOMEIE Table 2-1 (LR L. DGOBP/DDM g1t
¥) (& BisA/DDM BBtM KT 2 &, AIREOBIERELCSVTESL Ty
#HIIMEBNERSINEZ. Figure 2-14 CRABAIRFZHETH 3
BisA/DDM #E{t#d DMA BIE#REZRUE. WITNOEBILBEELCHVTE
EBEECASRELIERBINAV, £/2. DGOBP LR EAKIC. BUVE
ERELCEVTEEW T,&ZRURE. 2ELMY F=(E DGOBP/DDM L)
& Dt BisA/DDM LM DS HE <. BisA/DDMBLLRICH VW TERBAHD
FEOEABEMTE IRBINAI L. ERCHUTIFBHUEREZLERT
%<& . DGOBP/DDM ##{t#) & BisA/DDM EEMICAZTRERGFERINR
Moz,

DMABIZE. DSCHIE#ENS. DGOBP/DDM (M F 2 N DEEZE S
RBEELLUTEIBZZENDN D, TNSEDH OB ERKR (T WAXS BIE
R CHBBELARANYNFVIRBBEZEIDCLZEMITZ. £ T,
DGOBP/DDM fE{t % ® 100, 110, 120, 130 °C /L4 (3 #5 R & & IER BB (R
NFVvIORBEE) D RN E2EIDIBIEMTH 2,
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Intensity (a.u)

°C
°C
°C
130 °C
140 °C
150 °C
180 °C
10 15 20 25 30 35 40

26 ()
Figure 2-11 WAXS patterns of DGOBP cured with DDM at 100, 110, 120, 130,
140, 150 and 180 °C.
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Figure 2-12 (a) Density of DGOBP cured with DDM at 100, 110, 120, 130, 140,

150 and 180 °C. (b) Relationship between density and degree of crystallinity.
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Figure 2-13 Thermal measurements of DGOBP cured with DDM at 100, 110, 120,
130, 140, 150 and 180 °C. (a) Temperature dependence of the storage modulus
and the dynamic loss tangent (tand). (b) DSC trace of DGOBP cured with DDM
at 100, 110, 120, 130, 140, 150 and 180 °C. The arrows show the glass
transition temperature. Open symbols show DGOBP cured with DDM at 100, 110,
120 and 130 °C which has crystal structure. Closed symbols show DGOBP cured
with DDM at 140, 150 and 180 °C which has nematic liquid crystal structure.
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Figure 2-14 Temperature dependence of the storage modulus and the dynamic
loss tangent of BisA cured with DDM at 100, 150 and 200 °C.

Table 2-1 Conversion, thermal, and structural properties of cured epoxy.

Tcue®  Conversion d®  DOCe E' at r.td Tg® T pmc?
°C) (%) A (%) (Pa) (°C) (°C)  (gmol™)
DGOBP/DDM 100 94 0.46 35.8 1.94x10° 127 213 86
110 95 0.45 31.8 1.99x10° 151 216 86
120 97 0.46 27.4 2.02x10° 170 214 71
130 98 0.46 18.7 2.07x10° 179 208 66
140 100 0.47 0.0 2.21x10° 192 — 72
150 100 0.45 0.0 2.21x10° 203 — 105
180 100 0.45 0.0 2.30x10° 234 — 162
BisA/DDM 100 — 0.50 0.0 2.28x10° 138 — 341
150 — 0.49 0.0 1.84x10° 180 — 325
200 — 0.50 0.0 2.10x10° 182 — 342

2 The Curing temperature. ® The d-spacing as measured by peak top of halo pattern from WAXS
measurement. ¢ The degree of crystallinity. ¢ The storage modulus measured at room temperature, ©
The glass transition temperature as measured by the peak of tan 5. f The melting temperature of the
crystal structure. 9 The molecular weight between crosslink points.
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2.3.5 M DEMGEER

100. 110. 120. 130. 140. 150. 180 °C DWE{LRETCE/LLEIN
DGOBP/DDM 1t #) & 100. 150. 200 °C ML BEE TELEINE
BisA/DDM &t M DA ER DML R EMKF M Z Figure 2-15 [CRUTZ. L)
TNOE/X—DEAEMCENTE., BEHLEBRENSVWELEMEIEFTFE VARG
BEXDEERUE. ERBETHEI{ LU DGOBP/DDM ME{L¥) D ERE K (L L)
INOEILEELCSBWVWTENEATSH S BisA KbEEL. DGOBP/DDM 1t
MEIBBEANASVNLCH., BAKBHLEDICHOLIERFDIEENZWNWET., B
EEIA ) NEHKRU®I W, £/=. DGOBP/DDM Bt ¥ DIE(LRE TLE&
ZITD&E. 100~130 °C BIEMORGCEXRDEHIDMBEELER L. 140~
180 °CHEILMDRAGCEXRDFHHDIEEH I MNICHEL. Choy TV DHDHF
EEESHTCOVWTRACERDRERERICHIZIHREZLTVB Pk
TE. Polyethylene CBEWVWT. HRIELENSEVWEDEIEVWRAGLEXREZRT
ENMREETNTVWD, —A. IRFIHMEBEAKCHBEREI XA bz £
B8 & UTHTI D Poly(ethylene terephthalate)(CT. 30 KT DIEKIEI(C
BWTHBIEENANSVWEDFEWRAGLCERZRI LN BRESNTULD. ¥
%’*naaIiu—;ﬁ¥®¥Mr\%—T(a”fuaamfhb‘fuaaFaﬁEEﬁﬁ’p%naaﬁﬁ%@@%ﬁ&(f

SRR BECEBSIKEIDIIENADND. AHARICBVWTEHREINE
DGOBP/DDM WEIt# D 100~ 130 °C DEILRE(CHITDIRATLEEXRND 140~
180 °C DEMBRE TEMLEINITEAEMORILCERELERL. DI MNITEL
EEE EEREEFRAELBOITIA ) CBREANEELEEDTHDIEEIOND,
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Figure 2-15 Thermal conductivity of BisA and DGOBP cured with DDM at different
curing temperatures. Open circle shows DGOBP cured with DDM at 100, 110,
120, 130, 140, 150 and 180 °C. Open square shows BisA cured with DDM from
100, 150 and 200 °C.
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2.3.6 FEEYIDIKRIBALFE

90 MPa. 30 °COIRIETFTT®HD 24 RFRID/KFERER D 100. 110. 120.
130. 140, 150. 180 °Cc THibtaMnN/= DGOBP/DDM LM DKFK=(CD
WT, BREBOBBMKZ Fx#70Ow ~(CT Figure 2-16 [C:x LTz, DGOBP
BAARICOBWVWT., BREENBKRZIEETOT7AILDIEET(ZENICR
D, KEDFZzhstt c<WERAESNTE., BIELEEDERRD
DGOBP/DDM E/EMICEA LT, KEBEROHBRF OURBELLEDORKZL
ERTFKZEORBEZ LR LT Figure2-17 (Cx UK. AEODO IOV
MIiEREEZB I S DGOBP/DDM @ 100. 110, 120. 130 °C #E{t¥ T
O, BEZDOboJOY NIRIYFVIURBEEZ SO 140, 150, 180 °C &
IEMTH D,

REZRORBEBICH I IARBLEAARGIKERHEFSH EHEAKIC, BEDT
REUCHRBEZEIDIEMLEME., BEEDTREULERNTFVIRBIES
EBIDWILMETERDIEANEREINLE. HRIEELCREBEDERD
BAEMOEKFEKRELCH I DIUBELARCEEREFIERINT . KREA
BECHITRIRBOZEALXRCRKEREGIRBVWEEZISND. £z, COKER
AZ2CHIDIBRBOZELCRSNAINRFIHMEBEEE / AV OBERBRETR
FTIBMEOHBICEBRREFIEREINAN Dz, Figure 2-16 DEFKRED
JOwv k5. 2.1, R2)XELD. TJavFa>2JICLDTEKRDHIEED
HUBCTORBBICHBITBIKRETHD. KERBAE(Ch)EKKRD FDILE 1%
H(DOZETNETNEH L. Table 2-2 CRxUE. EF/z. €T?N5dD DGOBP/DDM
BAEMDKREBAEEILBEHOMEEIEKICEL U BisA/DDM E{L¥) D
BEaEhOET, EBEREEEDOHBEDOR E LT Figure 2-18 (Cxr UL 2. 130 °C
& 140 °C Z1R(C. DGOBP/DDM LMD KZRERAZE EILEFRBEIKRETE
AN I it

WITNDEILBE(CHSLNTE DGOBP/DDM E{LY DKER A E K LA
%2 %30 (& BisA/DDM LYWL E L. 25~ 75% K WNEZRLTE. D> T.
DGOBP/DDM LMD KZBAZEFHRIELENBEIIEL BRI RDIZEN
DD, Fle. KEDFOILMGBARIERBEENEIDIENL,

DGOBP/DDM @ 100~ 180 °CHE{tMD CDiEmziERILE EKRERAE
ROILEZEBOMEEEAGKDOR E LT Figure 2-19 (CRUTE, CCCTHRILE
0% [ERNFVvIORBEEZE I D 140, 150, 180 °CHE/LLWDEZRL T
WD, REBILEDEGKREREAERVILEFEHREBVWERERZE I 2 2 &N E

BNz, Polyethylene CEWVWTWLK DWW DHRXREFERIEEOHBRNRE S
ntzBD\ FRPCHIANBAT I EBRMAFSNTNBE33, 5T,
DGOBP/DDM M ICEWVWTEKRD FREEREBEPCEALICLWVWESE
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25N, RRBE. FLIREBEZSOHERBCE/ALTVB EEZ BN
2. T, KEQLBMGEENEREEQEMEHCHL IIEHEG. E—(C
ERBENKEOBAZBITRIBDEUTCEEITBZIET. RNMTLEDKSE
DFOBEBBINANESRD, RBRENSREE I DETHOERIELL RS %
BRI PN rHTHBIEERE. E-OBRAEL T, BAKEYT
DOBEFHNIER, TRADEDTFHEEOBEBEN BRI LLCLO>TKREDT
DOFEHBEBRTENAE R OEREDTHIEEX.
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Figure 2-16 (a) Single logarithmic plot of time dependence for the remaining
hydrogen content in DGOBP cured with DDM at 100, 110, 120, 130, 140, 150
and 180 °C. (b) Time dependence of the remaining hydrogen content in DGOBP
cured with DDM. (c) Time dipendence of volume change ratio in DGOBP cured
with DDM. Open symbols show DGOBP cured with DDM at 100, 110, 120 and
130 °C which has crystal structure. Closed symbols show DGOBP cured with
DDM at 140, 150 and 180 °C which has nematic liquid crystal structure.
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Figure 2-18 Hydrogen content (a) and diffusion coefficient (b) of BisA and DGOBP
cured with DDM at different curing temperatures. Open circle shows DGOBP
cured with DDM at 100, 110, 120, 130, 140, 150 and 180 °C. Open square
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shows BisA cured with DDM at 100, 150 and 200 °C.
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Figure 2-19 Relationship between hydrogen content, diffusion coefficient, and

degree of crystallinity in DGOBP cured with DDM at 100, 110 120, 130 and
140 °C. Open circle shows the hydrogen content. Open square shows the
diffusion coefficient.

Table 2-2 Structural properties and thermal conductivity, hydrogen properties
of cured epoxy.

Tcuwe?  DOCP pmct Jol Ke DHf CH9
°C) (%) (gmol™)  (gem-3)  (Wm™K™) (m’s™) (wt-ppm)
DGOBP/DDM 100 35.8 86 1.270 0.29 3.77x107%? 403
110 31.8 86 1.268 0.31 3.89x10 12 458
120 27.4 71 1.267 0.29 4.58x1012 511
130 18.7 66 1.255 0.31 5.17x10712 629
140 0.0 72 1.244 0.33 9.90x107%? 1271
150 0.0 105 1.246 0.32 1.19x1071t 1183
180 0.0 162 1.242 0.32 1.26x101 1206
BisA/DDM 100 0.0 341 1.191 0.23 4.35x101 1682
150 0.0 325 1.188 0.22 3.02x1071 1887
200 0.0 342 1.189 0.26 3.67x107! 2012

2 The curing temperature. ® The degree of crystallinity. ¢ The molecular weight between crosslink points.
4 The density. ¢ The thermal conductivity at room temperature. f The diffusion coefficient. ¢ The

hvdroaen content.
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KETBHAESSHRICHEHGULES., AAIRFIHBMEOREBEMN LT,
DGOBPHEItMODMKFHBE L KRB AZEDOKFZZIRFT L. DDMEMLR(ICH
WT. DGOBP @it FEBEZEILEECL D THE TSI EMNAIET
doIz.

DGOBP/DDM E{L¥) (& 130 °C A T DL EE CHEBENER N, &
mIELEDE&SFEEBREENMECRDES</A>/.130°C.120°C. 110 °C.
100 °C THEAELTZEIEMIETZENEN. 19%. 27%. 32%. 36% DiEHEILE
ZBURE,. HRIEEDEVWVTERICBITITBEMUERCKRETREIHERS
I.OBAIRFIBMEBEERSREGRAMNDIE, £/z. DGOBP/DDM fE{L¥) D
ACEXRINAIRFIBEIDES. BRIEEDEBVWTRKETAEEHER
=N olz,. BBIEECEL D TKERAERVKEZED FOILEGRHETER
D, HEBEDIENSLRADIEFLE., WINoEEES<E>IZ. £>T. &

EETIRFIBEOERIEEFIKREAFECHEREEEBENEDI N
Eﬂbb\(daofzo CNSDERNMNS. REMIRFIHEEE. FRERIEEDPR
NFYVIORGBBEZEOHKFEBEDEWVICKID., KEFEAFENEDDZ &
oo,
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BE=E B/ AV UERBEEIRFIBIEODRAA DT v IRBEE KRBT

BZE T RAVYT DB TRFIMBPEDRIAA DT v IREESE EKREBARHE
3.1 % B

BECEBCBVWTE/ AV OBEREIRFIRBAE TH D DGOBP ELY
DMEFBELELUTCODEBBE. RYNFYVIREEBEEKREFAREOHEHKRA
BRECDWTHFHMULUIZ. AETHEH. EBEERVFVIRBBELFIERD
MEBETHD. AAXAITFYVIRBEECDODWVWTRE ZITD I,

BE_ETCTRIUVEE/ AV OBEREEIRFIHAE TH S DGOBP (C
DWT. RJLT7Z)L7 = R(Sulfanilamide: SAA)Z L& & U THWWLE
BlEMCDODLWTWLWS DhERENRBRENTVB I, Jimmy 5EXILT 7=

S RZEZMAUVE DGOBPIE/LLYMD POMEBEZITW. IA—HI IV

RXASHEUREZEND., AXITFVIRBEEROERTNEAND Z &
ZRELTVWRN, IXOF v o KREY DGOBP LY (C DU T, HEmT 1t
D23 MDBBEESHOFMC), IRy NRTORETMC, @R
ELHBCIIFEHHMETOEMAECEGU VPR EERELEZTOKF
OB EoRENRENTVS.

B(C, AN T7 I 7ZRTHEIALRZ DGOBP FEILEBESDEMHICLD
TRAAOFVIORBBEERBEIIELEW THIZENDN B9 h
TEMHECDODVWTHRFIETOREBEHR &L TIE. Su 5(F DGOBP/SAA E1t
MEINBE/X—BIREB I B BisA/SAABLLMELLBE LTS VAN ET EMY
CERWVEEEREEZEIZCEEZREL VWA, LISRELEEZSDE
BEELCEIODTEESTNBIAAIFVIRBBELZTSITRLVEBEEZSD
b0ZEERL, BERETLAEEBB TOBEHEERICENDDIZEP. BN
ZEBHCENMNRVWCEEZRELCTCVWRAVLBLCLISEAXIF Y UORREE
DOl ZKATVNDN, KERAFEPLPRCERDIR (X172 TULVRL.,

CNESDBNBEEROHREMCNMI TRAAIFYVIORBEENKZEANF
HRUOACER(CERDEZEZFMIDICENHENE., KEHFAERME

IRFIUBBEBOREREFBEDNENESND EEXTC. KEKFZARS
HIRFIBEBEODFRIAZITDOCHED, AAXAIVFYVIRBBEERIYF
VORBBEDENERTITBZIZLEARATRTH D,

KETRE/ AV OBEBEREIRFSHIETH S DGOBP D SAAEL R
CENWTERESETNIAAITFYVIRBIEBEDORN ZIToIE. BIEEZRHZR
HITB3TECED, AXTFVIRBEBELPRIFVIRBEBEZSOMRF
BEZEELBRECKIKO>D>THHEULEMAADZIERL., TNOKFRBEDERD
BMOKEBABFUEPLPACERZIIMULE. RIABRLD., 85NEKE
BEEKZTEREAFERVRAGCEXREOHEBICDVWTEZERL., REHEIRFS
HEDODFHRAZEBERELEU TCRERKFEEOEEZITD T,
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32 X B
3.2.1 8 #
DGOBP E/~Y—[FE 2 ECERLIEZE/ N—ZFEHLEZ. XILT7ZIL
= KR (Sulfanilamide: SAA)(&X Wako Pure Chemical Industries (Osaka,
Japan) SEBAULEEDZMEAHUEZ. SAA DIEEEEZ Figure 3-1 (LR
9. DGOBP @ SAAE{L R DB EMZFMIT DTH. T/ — : EILEIZ
EILEET2 : 1 DEISETES L. DGOBP/SAA X DL EE Z5EM I D /=
. SAAZELBF L. E/NY—ELBFZEILLET2 1 1DEIETES
c. BEEMEIB—-—(ICRETIEI LD,
170 °C DRy T L — b ERCREFEL. 2

O
SREBBR L, REEERAZECLDE C W S
Ik, 2d. DGOBP/SAA BFtE4&  Figure 3-1 Chemical structure of
Y (3F R DSCHAIE D (CA LT, Sulfanilamide (SAA).
3.2.2 & 1t
EitEH=EFMI DD, E/NX—&. EILHITHD SAAZEILLETE
—WEEF=2:1 TREEL. TOEALEHZTMU .

DSC BIEICKDBONLEHKEBEDORIRKHE & TDREN SHKR = FRK
U. MEFOERDIEEMZESDILHODEILBREZRE L. DGOBP/SAA %
DEAEMOARREBRFZ/DEH. E/NX— BLFZEILELET2 : 1D
ANETRELEMAEZAIILAY TICAN, 180°CCT 10 mMEL. 59—
(CBafEctElz. D&, B UILESYWZ 140, 150, 170. 190. 210°C D
mBECREFINERY FTL—-bEIC 6 BFHEERL. BlLZiTo .

EEY(E 180°C T3 DHMIEH U BI—(CRIMLEC EZEERE L&, 140,
150. 170. 190. 210 °COZWEEE T4 HHEMAL. SEOERDIHKE
BiEEHIIEEMEEE. BisA/SAA BIELRIRBOKFBEERE LR
Wizeb., BIEEEDOFMZITHT (CHEIL LT, BisA/SAA R DIELY) D AR
RiBFz822H., E/NX— Bl ZzEILLLT2 : 1OEETRELLE
BEMEAIILAY FICAN. 150°CICT 6 BMMABAL. = 5CETNEN.
180. 200, 220 °C(CREF=NeRYy T L —bMEC 3BEMBMRERFL., ElLE
Tolz. RENICMIEREZELREE UK. WAXSHIE., BEHEIE. K
FERBAEAECAHWVWDQ13 mmx2 mm OARREHEKRFE . BCEXBFECH
WB3@10 mmx0.5 mm ORRKAER. BB HERECHWD 15 mmx
1.5 mmx1.5mm OEMREABRFEZ. TNETNOHEHIRKDE/LDHN SUIHEHI U
THEZ. BEREICLE>TEREZSENDI3 I A bDOHIZE Scheme 3-1 (C7R
L7z,
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v/\oo/\g + HzN—O—g—NHZ

m"%

DGOBP cured with SAA

W/\oo/\7 + HM—@—%-NHZ
0]

o

. J{H}ﬂw
SsSvay

BisA cured with SAA

Scheme 3-1 Curing reaction of the epoxy monomer and curing agent in SAA
curing system.

3.2.3 BIESE
REEBBRENDHTAE (Differential scanning calorimetry: DSC)

DGOBP/SAA EE& D& H DSCHIE (FxRwv F&, DSC 204 HP Z{ERA L
o 5 mg DIEZEERVICREINTEMELCDOVNT., ZEEFTHERIOT. 25~
300 °CDBE&M%Z. 5. 10, 20 °Cmin1OFBRECTHREBRAUEE T
7=

5mg @ DGOBP/SAABRIEESWMICDWVWT., ERFHEHSDTF. 50 °C min-?
DODRBRECTCEENMNS 130.0. 132.5, 135.0. 137.5. 140.0. 150.0.
160.0. 170.0 °C DR BECHERBFEINZCGILCH>TILEZEAL. 20 9
DRNZZRERIDIETERDSCAEZITDOI,

DSCHIE(C KD, MIELMOKFBEORREH ZFML 2.
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LA X #REELRIE (Wide-angle X-ray scattering: WAXS)

MR (CYUDODHE LU DGOBP/DDM FEAEMICDWT., UL TR,
MultiFlex ZER L. LA X REFAMEZI1T > 2. #RIE(E CuKa(40 kv, 40
mA)ZERA L. EHFEEICT. 2~60°0D 20LIFBDOEHHE Z 2° min~t. 0.02°D
DERETITO>IE. BMIEGLEIBAETITORE. WAXSHEIEIC KD THRFEBED
BEZITDR,

EHALEERIE (Dynamic mechanical analysis: DMA)

EMRCUOE Uz DGOBP/DDM ME{E¥) (CDWT. IT 5HAIFIfH R . DVA-
200s #fERA L. BB MEAEZITO>E. DHhHFEEZ 10mm & L. 55K
DE—-—R(OVDITH 0.08%. EAKE 10 HZ)ICT. 10°CmintDODREBERE T 30
~300 ‘CORBEDBAEZITO>ORL. ERREBDFEEFETCOHEH D Tand
AREL. BIEPCDENIEEDFDRETH D 280 CORETEHEH L.
ERICHBITITEBEERDOFMET. WAXSHEIEEEDODE T, BlEMOKE
118 D 1 = 17 D 7=,

ZEAIE (Density measurement)

MiREREA(CYIDOE L DGOBP/DDM fE/AEM(ICDWVWT. FILENUD X
& Sartorius balance type LA230S & ZEERBIFEF v b T3H B YDKO1 & fF
BUERERMNERTOE. BEEDMEE 25°COITSY /) —ILFTORPEE LK
KRTCHBITIEENSELH L. BEEAERZRE. REBEOFMOMHE KR
URGCERDOEWHCAWE,

BMREKAFE (Thermal conductivity measurement)

MiRR (CDD L= DGOBP/DDM W{EMICDWT., 95 TJ7414 KR TL
—([CTELEBL. BRILBXRATEEITO>L. BVLBXRAEEIRY FE., LFA
467 Hyper Flash Z{#ERBU. 25 °CICHBITFBD/I\—THFALEICTAEL,
kBB E(E ALO; ZEEY > TF)LE LT, 1SO011357-4 (T > T DSC AIE
EITW EBEHULE.AGCERIINSODBEEEEDEORECIDER UL,

KF#REAZAIE (Hydrogen content measurement after hydrogen exposure)
EEXKRFHEPCHRRKEBRAZEAL. 30 °C. 90 MPa DKERHXI(C
24 KFEBELZ. RMEL. BEEREFNSMODEUZEHBRAICDWVWT., BEEKER
SRHE. AKBZELAEZITORL. KRBAZE. KEDFOILBFER., KBE
{ERCDODVWTREZELAKICER L.
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3.3 fEREER
3.3.1 LSO

DGOBP/SAATE/L R D 5. 10. 20 °C min" ! DRBEE(CH F 38K DSC
B —E4J S5 A% Figure 3-2 (LR 9. DGOBP/SAA BALRICH WL TI(EHR
150 °C h'SEILIC KB RN ER INZ. #£D> T. DGOBP/SAABILR(ICH
WCHEHARRBREENELRDTH 150 ‘CUEDEREICSVWTES. BN T]EE
THBTENDN D Z.DGOBP/SAATE(LF D 140.0.142.5.145.0.147.5,
150.0. 160.0, 170.0. 180.0, 190.0. 200.0 °C OB FERE TD R DSC
B —E4J S A% Figure 3-3 [C:R 9. DGOBP/SAABRIESYW Z DSC ILIC
BALTHSHINBRBUEBARTEARIGICLZIRERE —ORBRA TN,
Tl I5DBUBCHEVWTHELEICLZIRAREE IERRIER, I RDODEHK
FEEDRBICLIRHMLE —UNBERINTE, 150°C ~190 °C DE/LBE
CEVWTBHASNZIHEBEDRBEE Li SCEIDB/ESNTVIED
[7.81014] A OF W OHDOERICLBZIEDTHIEEZBND. o,
140.0~147.5 °C [CHB L TI(E. 150.0~190.0 °C [C(FER NN
HORERE—OPBBISN, LIBGHABRELTVWBIAAIFVIORRBBEEERE
RBHKENAFERLULTCVWDIEEZEZISND.,. BRRBRICBVWTHENDIEEBSEUND
HKEEEEE_ZED DGOBP/DDM RICHWVWTHRESNTLIED ., FRE
EHEDODEBEREEZEZISND.

%8 DSC MIEN SBSNZIKEBERRBAROE— DAY hEHR
HFEO., FEECBEECSIZIHRFBEORROBMAZME E LT Figure 3-
4(CRUT. 150 CUTOBLBEETIEIHEREE. 150~190 °C DELE
ECEVWTEHABLERICBVWTELISERBE. AXIFVIRRBEERT
TERFEFENBUL, £l 200 °C UELCHBVTRAAIFVIORBES
ERERBEURBRVWCENATHFEND. COHERICRLD. REBEDERZIELY
#B3rH. BEBEEEZRELRE. BABEEZTNETN 140, 150, 170,
190. 210 °C & LTz,
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Exo —

30 60 90 120 150 180 210 240 270 300

Temperature (°C)
Figure 3-2 DSC traces of the DGOBP monomer mixed with SAA at 5, 10 and
20 °C min~! of heating rates.
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0.5 wg1?

|

200.0 °C
‘ 190.0 °C
180.0 °C
170.0 °C
160.0 °C

Exotherm—

150.0 °C

147.5°C

145.0 °C

142.5°C
140.0°C

0 5 10 15 20 25 30 35 40
Time (min)
Figure 3-3 Isothermal DSC curves of the DGOBP monomer cured with SAA at
140.0, 142.5, 145.0, 147.5, 150.0, 160.0, 170.0, 180.0, 190.0 and 200.0 °C of

measurement temperature. The arrows indicate the onset of exothermic peaks.

200

190 | O
180 |
8, Isotropic Liquid crystal
o (Smectic)
2170 }
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[
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L 160
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L0 ()
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140 |
130 L .
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Figure 3-4 Time—temperature—phase transformation diagram of the isothermal
curing of DGOBP mixed with SAA.
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3.3.2 YD EE

140.150.170.190.210 °C OWEILBE(CH L THEI{L =N/ DGOBP/SAA
BiE¥ D WAXS /{4 —>% Figure 3-5 [C:x U7, DGOBP/SAA E{L R D
140 °C THEiAbESNEZEAEY(E 19, 22, 27°(CHVWTHWEIFE - O NER
TN EEBEEBLTLE, BI{LRE 150~190°clckbEsnrEHBT
F/\NO—=/NF—>DtC 26=4°(CE—-—UNHEREIN., ARPICIAAITF VY
BRBENEBEINTVLWDEHMIEaNS. £/, 210 °C DE/LMEIR>E >
BOXAYFOIHROEBBICHEL., 19°(CE—0ZF DI O— RAJ\
O—NHEREN., NEREBICE-IMERINRVWCEEZESEDE. RYXTF vV
URBBEEREEINTVWDIEEZISND.

CORERKID, SEDSCAETCHBBERREHEREINEZ 140~150 °C
DHEBECHITIHVWRRE—UF. ERCHIBBEHROEDTHD &
Effironie. £/, 150~190 °C LMD AA O F v IHAKXRD 4°DE
—JFELEBEENERICARDIE. BEMNEMULE. WAXSEIEHERICKDE
SNEEEMRFESRE Table 3-1 (Cx LT, DGOBP/DDM WAL & B4k (C.
DTFHEHOEMEBRBEE/ X—DILEBTERD . EEAMEREZ Figure 3-6 (C
AU WAXSHEIEICBWTRAAOFVIORBBEODE —ONBLERIN
J= 190 °C DE/LMONTEEDEEEWN. /\O—DE—-—TEEHNSIA XD
FYUBRBBERAXROE - UBEZRKI{L L. Figure 3-7 (C 150. 170.
190 °C BIEMDRAAOFVIRBIBEHROE - UVBEENTEEDE A
ZRUTE, 150, 170, 190 °CE/LMDMNEE (F WAXSBIENSBESN
ARXTDFYVIORBEBERKROE-—VDBECLALE. CNSDELYDER
EDER(Ap)IE 0.02 gecm1IETH D, BILBEDRRD BisA/SAA FELH)
NREESINETEEDEERELDBEKREL,

&KDT. 190 °C ® DGOBP/SAATE{EMDRAAX I F VIO RBBIEDKFIE
BEICEMIBINDFHOEFIZWVWEEZISND,
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BMRIJTIZILBEEEECACERGFMHEHBELZ.F/Z. Twin8e. Twinbe. Twinde
FAAOFYIORBHOKFZBELTWLWDILSH., E/ AV CEBRENET
RFZHEE. AAIRFIHBELGHEANASKERDIEEEZISND. T
N5, BEEODIJIZILEREZEBELTCE. YA RXVYGEDOIEEMES
WRAGLGERNBADD, PREABEIVACAVSDHEREETIRFEER
BR<ACEROBEBOR/N_FEOLMBTHOD I T ZILEEEZ 50%1E2E
CgDdE. RAIRFEMED 0.2 WmiKIDETHD 0.4 WnlK 1A R
ADDCENTREEND.,. CCTEVWVRAGERERLEVA S AVS D RR
EEIRFIBMEODE. )Y —ThD 4-(oxiran-2-yl-methoxy)benzoic acid
[octane-1,8-diylbis(oxy-4,1-phenylene)] ester: Twin8e DL FBiE %
Figure 4-4 LR LM, MEERAITZIEIACRNELTIIZIILEEZDT
FIC4DBLTVWDRE/XN—THD. INSOTTZTILEZST I T ZILAN
SVI—-RERMAVSCEREELTHEHLLEBDTHD. TNSRAZRETDOLRN
NTWBRZET, EENBRHEDBVWERIZITDOZCENTE., AXITFYVD
RBBEZERAL. BLVALERZRLEEEZEZIASND.

W/\o4<;>_/<o—<;>7o+cHﬁgo—<i>fo>_<i>io/¥

Figure 4-4 Chemical structure of the Twin8el'®,

4.2.2 R@METRFAGBED D F55%5

UEDERLDAETEH. BRCEMIRFIHMBLELT, XVI2EZE
TOBEYD. YA AVS D EREMIRFIHEORN ZIT o>, UTIIC
DFRFEHZTEH D,

(a) BLVAGCERELEEVWVEAKRENEFTFINIKFBEL LT, AXD
FYIORBBEZRIRALDIDI &,

(b) LNDEVWHKFBEZRHR IDICLNHBTICETIBVWIIZILERE
ZHEIDIAVGCEZFDOI L,

(c) EDAREVWKFBEZRERAULDIDIBEL LT, XV EZZDET
DL

LRODFHERABHICEDET, AAXAIVFVIRBEEZRRULDZ I Z
IWEBENREWAVSEELUT, JTZILEZ3BBEIDIET T ZILRY
VI-FEZBEULE, . ETJIZIRVI-NEEZDEIZILE
MELTYA AV RBREEIRFIBMEBERT UL, YA AVYET >
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BEEMNABIDIVILFILEHORSEZNSIEEMDORISOBEFRICDODWLTWL
<DOMmENBRENTH DI FUF)ILENABVERSES W EED
»DdD. UIEH>T. EERNEBSKCMIULYLPITWVWIILFILEHOREEZTEL T,
SBEDERFEZBIDVILFIEHZEELZ,. CNSOBRFDOER. ZDDE
TJIZIRVI—-rEZDRST7ILFILEN 8 THD 1,8-bis[4-(4'-
glycidyl-oxy-4-biphenyloxycarbonyl)-1-phenyl-oxy]octane: (Biphenyl
benzoate twin-mesogen epoxy: BBTME)& &:t Lz, &t LU TEIEEM TDH
% BBTME E /XY —D{tF#E&E%Z Figure 4-5(C-rU . 5w - BBTME/DDM
BAEWE 49% DI T ZILEREZB UL . ABAIRFIHEEOCBU LDORTE
ENRADDIBMETHDIEHMEFL., KETEESTHAIRFHBEOEST
IEEMEL T, &L,

4 S T ATASy By P

Figure 4-5 Chemical structure of BBTME monomer.
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4.3 £ B
4.3.1 % #

A-E ROFCLZEBEIFIL. BKREBFNUDA. I EOOERU >,
SRS TFILTZ7>EZILTOZR, NaOH (& Wako Pure Chemical
Industries, Ltd (Osaka, Japan) "SEBA LD ZFERALUE. 1,8-J0OF
A2045>.DDM.4,4'-E 71/ —)LIE Tokyo Kasei Kogyo Co., Ltd. (Tokyo,
Japan) &{EF A ZJL (& Kanto Chemical Co., Inc.(Tokyo, Japan). KOH (&
Taisei kgaku Co., Ltd.(Tokyo, Japan)5SBALIZEDZEFERH L.

4.3.2 VA AVG VBEBRETRFIE /I —DERK

AVG2ERETTIZIRVI-METHD., ZDOAVEG>Z DR
ZILFILEMN 8 THSD BBTME Z#2&mk LTz, &k %Z Scheme 4-1 ([C7R
T, AW 1~3 FEWRMICEV. AmETOREP28, (k& 4. (LEW 5 &
FHRIEEMTHD. ERAEIUTODIEETERT S,

O Na,CO; Q Y KOH
Br{chp) B+ HO—@—/{OHW » >_©70+CH2+04©—/<03 o
0
}—Qo-&wﬁ—o—@—{ SOCIZ }—Qo-&wﬁ—o—@—{ -+ HOOH
cl
}—Qo-&mﬁ—o—@—/{
THF, Pyridine HOH HOH

Cl

o @°+°“2+°@
NaOH, DMF, TBAB g/\o °© S 8 0 O/\g

Scheme 4-1 Synthetic route of the BBTME monomer.
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1,8-bis(4-carbethoxyphenoxy)octane (1)D&RK

4-E ROF>ZEEFEBIFIL(116 mmol), 1,8-JOFAU 4> (38 mmol)
Z 50%-fKKEF SUDTA(93 mmol)®D DMF iB®& (20 mL)F(CA L.
150 °CTA4BHEBHIEL. RILREZBEFTHRSE., 4 CTHPULEEH
K22LIC®AL., LS. ABRE 4°CIC—BMEBEEL. BHRDODILEMZ D
14T —TIRBIBBCELDEIRL. AKTEHRFLULZ. SONTIEEY 1 DM
ERME 7R SD0BRRBICIDBERLU,

1,8-bis(4-carboxyphenoxy)octane (2 )DERK

IEEY 1(14 mmol)Z 10%-KOH D ITH J —)LiE®RB00mL)PR(CMX.
OB ERZ 7EHEABBHERLZ. SBonNTcHEE/KRYZ 60 °C DfEK 2L (C
BRETHE. IN-HCl Z28B#H U SHEMYE (pH=3~4)2RI FTMR . BEMY
DODHERMZEOBRIEI—B+DECHEPL. REIBBCELKD, BRAA>KT
TR UBASEIRUEE. EEY 2 0EIRY(E 100 °C THERE=E. DMF
ZRAVWCBREBIETHRELE,

1,8-bis(4-chloroformylphenoxy)octane (3)D&ERK

£EY 2(7 mmol)ZIBIEF A ZIL(0.3 mol)[CIA L. it & LT DMF &
VDEMX., 4 BEERLUEZ. BIELFAZILEIZRSFTBEI T TCTEREBICKDEFES
L. BEEHADILEW 3728z, P7ILEDORIGUEMNIEBICEWVWTZDH., <N
MEDRHE., KMEEBEDOFMEZITNT . ELEMADEKICAHWNZ,

1,8-bis[4-(4'-hydroxy-4-biphenyloxycarbonyl)-1-phenyloxy]octane (4)D&hRk

K THF(100 mL)(C 4,4-ETJ /= JL(7mmo) &, ilEELTEU DY
ZEEIMZ. BHERL 4,4-ETJx/—-ILD THFBRZ#/IZ. BMHIEULE
PIIEBEDEEBSTRVWKD., THF F+aClHRKENEREBAEFE UL,
{EEY) 3(7 mmol)ZHE/K THF(100 mL)ICBER L. COBRIELEMEZEIRTIR
BENE 4,4-E71 ) —)L(134 mmol)D K THF(200 mL)BR (T 5 B
MM TETL., 20% 12 BEERLEZ. EMEXOHANS. FARADE
Jx/)—ILOBEEFEVWENEHFLUL, FHE. RISCKIKDHFAHUTEEE
HOMERMZRSIBBECKDTEIYYN L. 5%-NaOH KBRTHEFEL. BF
D4,4'-ETJx)—-I)LEBRELRE. BOo>IEHERYIE 60 °C DR A > KIS
BMEBSE. 10%-HCl KBRZEBH UMD SHFEMY (pH=6~7)Z/RIT ETM
Alz. BonrcitEaEm 4 0BT DMF ZHEWTCEBER L. BELULE. B
BEAKDIEEY 4 ZBTT.
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1,8-bis[4-(4'-glycidyloxy-4-biphenyloxycarbonyl)-1-phenyloxy]octane (5)D&Rk
EE"W 40.7 mmo)EMMIEELULTOST RS TFILT>EZDOALATOZR
(0.03 mmol)%Z DMF(450 mL)(C 60 °C THEH¥ L. B, SR EHER
Lz, TE2O0O0ERU>(1.3mol)Z# AL, RIGEMN 60°C(CRRDTZ
CEEHELURLE. 0.2%-NaOH DX MF>TITH ) —J)LiBR (40 mL)Z 30 &
MIFTETURE. BTF#TH®. 60°CICT4EHE. BELEMBZITOLE. K
IS TR, RICERMASBREOIEIOOERY>E DMF 2T /)URL—2 3
JICKDRBREREL. JO0ONRIVARCEHSELE. BRZ38L. fKTH
MRFRIDZECEID, RISICKD>D>THELZ NaCl ZBREULZ. BHEED
BEREBEREL. EEW 5 OME/K EOOONRILA/THF BRZAWT
BHEREL. BREULEZ. UT. &M 5(EF BBTMEE . XY — &S,

4.3.3 & 1t

BBTME/DDM W\t &8 d/csH. DSCTE/ N —DRmZzHEREL. ESR
EZzREULE. IRLDBETDICEVEEELT., BIAEEE(E 220 °C & U
o E/XR— @B ZEILLT2 : 1DEETREEGLEMGEZRY KT L
—bhELCBAL., 220°CICCA4RKBAERHL. BibZziTot. Tz, REBE
ERZRVWERMEUTREBIRFIHAE TH D BisA/DDM E{L¥ (&, £/

—EHZEILLET2 : 1DOESESTRELIEEDZ 100 °C DIRE (CR
FenrzihRy bTJL—-bE4BRBRFL. BlEEITOZ. BIERIGICELDT
BElebcnNd I A boflzE Scheme 4-2 (Cx U Jz. BisA/DDM WEL¥ D
RIS (E5E —% Scheme 2-2 EEAKRTH D,

g0 Ot Ol o g L

e e FOrotone O o yorsl
WNI’ Do OOt Ot O e

BBTME cured with DDM

Scheme 4-2 Curing reaction of the BBTME cured with DDM.
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4.3.4 HIESE
B HEISAIE (Nuclear Magnetic Resonance: NMR)

E_/Y—® 'H NMR, 'H-'H COSY (Correlation spectroscopy) NMR X
RIOBNIVIEEBKRKEFE, JEOL ECX 400-MHz IC KD B, E/ X —&ME1L
M BC NMR AR ML T IV —H ., Avancelll 500-MHz spectrometer
CEDBRE. BRICHBVT 'HNMR (& 400 MHz, '*C NMR (& 125 MHz T3
EURZ. RKAELD., & UEE/ N —RUELECMDILFEBEDER ZITD
1z,

J— U IR ABE (Fourier transform infrared spectroscopy: FT-IR)

BBTME ® /XY —KUEAEHMD FT-IR BIE F/I\—F>ITILTY — &,
Spectrum100s Z{ERH U, KBrZE@AEZ. B EEHH 450~4000 cm™1,
DEREE 4 cml 32 EREEBEDODERMHTITO>R. RBAEXD., EAEMDOKRIEDHE
mEITDOIZ.

REEBREDHTAE (Differential scanning calorimetry: DSC)

BBMTE €./ XY —®dD DSCHIE(Fxxy F&, DSC204 HP Z{ERH L. 2 mg
DHMERICDODNT., BERFTHEHKDT. 25~350 °C OREEHFEIC DL T 20 °C
mntOFRBRECTHREBANEZITOIZ,

{RICTERERERZR (Polarized optical microscope observation: POM)

BBTME E /N —DOREBRHICHITIHEBEFEOHREI AU D I/)IIXAENFE
ZEfEE. BX50 F4 (Olympus Co., Ltd., 10 x eyepiece, 10 X objective
lenses)[COOXZIINNICEREULEREFZRFTL.RY N XAFT—2ZY b
ULTERULZ, 10°CminTtORBEEI(CT., BIRHEBHESEENS 370°C D
mEHBETITO>IE. DSCHEELENDETCE/ XN —DEBEHONMZITO 2,

LA X #REELBITE (Wide-angle X-ray scattering: WAXS)

BBTME ##1t#). Twin8e /b ¥ . BisA Bt (C DL T. U BT & MultiFlex
ZEAL. LA XROITAEZITD 2. #RIEE CuKa(40 kv, 40 mA)ZE A
U. EHIEC T, 3~50°0D 20 LA DEEZ 2° min~t. 0.02°D 73 FREE TIT
oz, MEGERAMETITO>OR. RAERD., BIEMOKFBESOFMEZ 1T
D,
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/INA X #RENELBITE (Small-angle X-ray scattering: SAXS)

BBTME 1t ¥ . BisABIEMICDWLWT., TILFIZ—R. NanoStar &ZFEA L.
INA X HREIFAIE Z 1T D 7. #RIE (& CuKa(50 kV. 100 mA)ZfEH L. 1.055
MDY >T)L—RHEERMERT. 300 WOEARFM(CT. 0.01~3.50°D 26
ClifAOHBEZAMNELZ. RKAELD., REBEDEBBEEDNMZ T,

BREXAITE (Thermal conductivity measurement)

BBTME #1t#). BisAALWMICDWT., 74 I+ X&, ai-phase mobile
ZEAL. ERTCORILBEOANEZITO>RL. T, BEALMOLBSTEN
E%Z ISO11357-4 (CIEL . ALO; ZRED>TIILELTAIELRZ. BIE(CE
3.5mg DY >FILEAL. —10~50 °CDEHHE(CDWVWTHEIEXZITLN, 25 °C
DEZZERICEBITILRTEDBEEULE.EEEMOREEGFITIL U DR,
Sartorius balance type LA230S (CEE B'JIE:F‘JI\YDKOI% AUL. 25°C
D EtOH ZA W, FUOLDELCELDER UL, BACEXRDE N5 L
MR, (hBAT=E. BEDODEZREEL. BH U,
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4.4 fFREEBR
4.4.1 FIME/ N—DERKRUFSOFIIE—3>
1,8-bis[4-(4'-hydroxy-4-biphenyloxycarbonyl)-1-phenyloxy]octane (4)

BRICEDBESNZALEY 4 DILFEEEEE 'H. 1°C NMR & FT-IRBIE(C
EOFMULRE. BRBEMFECEZULRE. °CNMR ARZ MLREUVIEE % Figure
4-6 CrUTE. IEEY 4 FBBEAKELTELONTE,

'H NMREJFILOBBHEEFZILFILEDOS T FILOBEBETHEKLL., B
BEo27. 'HNMRASEBAINZIZE—TJOBEDEDLEFEEBEDTO
M>o#BolEE—BUL. Y TH>Z. 'H. *C NMROE—-O>T LD,
aRDOERZITO T,
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T BAMEEREE TR SRR FRE C MRS

(@) /11-12 O
N \/\9—10\/ \>13—O’1“\15’16\17’\/\/o
HO—1/ \4—5/ \8—0 11712 0 O O OH
N\ _/ \ _/ A~
2=3 6=7 0l
DMSO-dg
1136 7 212
14 17 1516

170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
Chemical shift (ppm)

Figure 4-6 >C NMR spectrum of compound 4 and its assignment. Asterisk shows

the residual solvent peaks of DMF
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1,8-bis[4-(4'-glycidyloxy-4-biphenyloxycarbonyl)-1-phenyloxy]octane (5)

BRICEDEBSNIIALEY 5(BBTME monomer)D{tE#EiE (&, 13C. H.
'H-'H COSY NMR & FT-IRBIECLDFEMUE. REZMTZEICR L. 3C.
'H & 'H-'H NMR X2 MLRURE % Figure 4-7. Figure 4-8 (CZENZE
Nx=rULRZ. BBITIMEE_ Y —FHEBE®ELTELGNTE,

BBTME E/Y—® 'H NMR T FIILDBEAEG T ILFILEDS T FILD
HECTHEBLELL. REES DI HNMRASEHB N3 I HILS T bD1E.
E-ODBR. AEAVIULIER  EE-VDEDEEIZETH D 2.
| ICRBBEESNDT7ILFILBEOE—-DFE H,0O &, gICBRESNZ T ZILED
E—2(k CHCl; DBEE— U ELER>TVLWE. ITNETNOE—-(E 'H-H
COSYHIELCHRWNWTHORE—-UZHRU.BBTMEE /Y —DILEEEZR
EUMR. £, 'H, PCNMR @l ER R (CHIBAL RO E — U (TR
SN . HEDBEVWE/ X—HWEBBNE. K> THBRIELEW TH S BBTME €
IN—DEMRICKRINIU .
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O\\ //14.151\ o) P
5—6 9—10 12—13 16—Q—7~18—19~20
1\—/2/3\0—4</ \>7—8</ Yieg  Nand " OO%
0 5==¢ o=10 i S
1469 10 515 CDCly
317 2 1 20 1819
1216 4 11 8 7 1)3

170 160 150 140 130 120 110 100 90 80 70 60 50 40 30 20 10
Chemical shift (ppm)

Figure 4-7 3C NMR spectrum of BBTME monomer (compound 5) and its

assignment.
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Figure 4-8 'H and 'H-'H COSY NMR spectra of BBTME monomer and its
assignment. The cross peaks mean relation of coupling protons.
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BBTME €/ X —DHEEGEBEH DOFM(E DSCAERTY POM BHE(ICKDIT
> /z. Figure 4-9. Figure 4-10 (C BBTMEE_ Y —®D DSCH—FEJI S AL &
POMBREHKZ ZTNTNRUIE.BBMTEE /Y —D DSCHIERRFT DD
IREBE —ONER SN, DSCAELDESNTEGREERVEGERE I ~O
E—% TwinBe DXEELHHE T Table 4-1 [CRF . BBTME E . Y —®D AHn,
& AHD 8 f5T3HH. TwinBe LRI D EFEEDLEEDIT>HFILE —LE
NEREIN. HENQBRSEE / XN—D0EBI>FIILE—-KTHo>E. REMH
ERIBEHB THD T-To(AHICDWVWTLHE T S & BBTME E/ Y — (&
Twin8e DB XZ 4 BTHH. HLVWHBETREBEZRIE/ XN—ThHdDI &
Koo ic. £z, POMBRERENS., E/ NV —EER(40°C)ICHVWTHEE
BETHD.220°CICHEVWTHREBEZEIDIEBINZERLSIRBE. ID
5RBEZRLU.360°CICEVWTEREITMNMERLTEARAKRKRE LR DT,

DSC & POMBRIER EEEDE. ZDDE—VDODADKEDE — U iR
H-BREAEER. BVWEEDE—- VI REHE-EAREKREBOEGERBRATHD
EREBULURE. &K2T. &RiCEDESNIEHRAILEMW TSHS BBTME E/ X
—DRBBEECDEBEHEHERIDENTSER, . RRIEE/X
—DiEREREFESEITCEILLI ERICESE DO, BILREE 194 °C KD
+OBVWRETH D 220 °C &L,
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Ti
317°C
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c
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Tm
194°C
150 170 190 210 230 250 270 290 310 330 350

Temperature (°C)
Figure 4-9 DSC trace of BBTME monomer at heating rates of 20 °C min™t. The
first endothermic peak is attributed to a transition from solid crystal to liquid
crystal phase.

(C))

Y w‘;i;ﬁ }
Lo i LW AR
Figure 4-10 Polarised optical microscope images of the BBTME monomer: (a)

40 °C; (b) 220 °C; (c) 360 °C.

Table 4-1 Thermal properties of twin-mesogen epoxy monomers.

Tm? AHw® T AH{

(°C) (Imol™) (°C) (Imol™)
BBTME 194 64 317 8
Twin8e* 152 151 182 18

2 the transition temperature of the melting. ® the enthalpy of the melting. © the transition temperature for
liquid crystal to isotropic. ¢ the enthalpy for liquid crystal to isotropic. * reference [18].
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SEINE

4.4.2 FEMDORIE

BBTME £/ ~Y¥—® DDME{LL FBBE KR E L TSN, B DIEIL
#HERIBEH. FT-IRBIEE °C NMRAIE. TEDPHZEITD 2. Figure
4-11(C BBTMEE ./ ¥ — & BBTME/DDME{L#¥ D FT-IRART MLERT,
BBTME £/ Y —T&Bl &Nk 914, 3002 cm ! OIRFIE(CHEKT B
— 0@, BILEMCBVWTHETBICENMEBRENE., £, E/X—EWE1L
MMEEFEELTVWBRCER 1113 ecm OE - UBEDOEMNMIC KD IER
Jc. 1=, DDM [CHEFREMN S 3413 cm, 3335cm 1D L NH HFERE D
E—sv@ERennmoiz. £z, PCNMRIRIT MLIZHEWT, 1HKk7 =
CHEDOE—-OETUSSIILEREOE - IRBEREINRN>ECENS,
ER—EBEBIEEBESNLEEEZISN., 3 MT7I>EAEDE — (55
ppm)ZER L. BEULEITUVUSZILEETIODREZER UL,

Fle. tRZDNDOBERMNS . B FEAHBROBOD(E/ N — : AL
Bl=2:1)nxHRKDEKLELETHo. Ko T. E/NX—EEEHETBHE TN,
EERICEMNRICEmMBAVICEATICENA DM DIE. CNBDERID.
BBTME/DDM BE{t¥I B 5N,
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Figure 4-11 FT-IR spectra of BBTME monomer and BBTME cured with DDM.
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SEINE

4.4.3 E{YIORFEE

BBTME/DDM E{L¥ D WAXS /{4 —>% BisA/DDM B{t¥ b hHBE T
Figure 4-12 [C;R ¥ . BBTME/DDM BE{t# (& 26=20°(C/\O0—DE—T kv
TEEL. DFHOFEHOEMKRISYIDRLNDERE TS E. 0.44 nm
THoOle TORRBELD., XYL VEDRIVFECT, IRHOEREBESR
DFHACERESETCVWIELMTHIZENPESHER DL, TDER
Twin8e WM DD FHOTHOHEMERE EMNREE TH o 2, Ober 5%
— BN CRSBEFHAXERBE3IBICLELERAVLWSNS., >T15—0DR%E
DFHEHOABBRUOIAAOFYOHEICHKRIIOFE-TJOREBKBICKTD
HEREUVUTHEARAUTWR YA XV S BREEIRFIHBEBICHVT.
BEEENBLRIBEEREQNSLKAD, AR2RIRY ND— I ENEE
ELBREDEDLNDEZRBITEAERELTVR L o> THBERGED 7
DEHORIIUEEEZERKRIZIEDEEZZS5NSD. BBTME/DDM L) &
BisA/DDM ¥ d/\O0—/)X\F—>CH LT, TSy IDRXREIDEMBRE(d)
Z.SIS—DREIDHDFHOMBEE(L)ZEL L. TNEMN Table 4-2 (TR
L7z. BBTME/DDM LD D F#DOAEBEER(E 3.1 nm TH D BisA B
D 2/BARET L,

BBTME/DDM & {t4) & BisA/DDM At # D SAXS /{4 — > % Figure 4-13
(C’x9 . BBTME/DDM LM ICHWNWT. PLEE & (FERDIAERKDOMOF /N
A hBEREINE. COPBIREE X WAXSHIETHEANENS 20=20°D
NO—{\F—> ERFERRDZEETH O, BBTME/DDM (L4 (34> F 8 oD H RS
RT3 0.44 nmEGERDIAHBEZSANCHLTNDEEZISNS.,
2D A A—DABEDHNS SAXS JOTJ7 (I 2B TE—U%2ERBLE.
E—obyIN5ISvIDRELD. BBZEEL L. ds=4.3nm OBETH
BTERDNOE. BREBUEYVAUAVLSBEIRFIHIBICSNTHEREN
IEAC/N\O-—/NFY—2ERBRZ. CONEEBOE—TEF. AXTFvY
BRBERAERDOE—UTHI3TENBEZIREINT LB 10/16:17,29.301 - ¢
> T. BBTME/DDME{EMEI XA I F v IORBEEDHKEEZBL. ERHC
FEHRICEELTVR EEZIBND,

F/z. BBTME/DDM MDD IRLEI A FDIEEBEICDWVNT
Chem3D pro 11.0 (CambridgeSoft, Inc.)&D. IRILF—RB/NBED>
TalL—>3a3>uaTor0BY, E5nzEiER Figure 4-14 TR T .
BBTME/DDM (LY DR DB LEI A bDEB LT, 2L —>3>
CEDBENEZHEED N-N BOIE%ZR >/z. BBTME/DDM (LD D
RUEOIAS RDOIEB(E 5.8 nm T. SAXS BIERENSHA SN IR
FyoDBMEBIODE/NE.ZN(E BBTME/DDM L © Twin8e/DDM
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WBRAXOTFY O CHEBLTWLWREHIRZEEZ SN,
CNSDHERED., ABRFCHBVWTEWKEEZEEBEIDEER., Riteanz
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26 (°)
Figure 4-12 WAXS patterns of BBTME cured with DDM and BisA cured with DDM.
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(b)

4.3 nm

Log intensity (a. u. )

q(nm)
Figure 4-13 (a) 2D SAXS images and (b) 1D SAXS pattern of BBTME cured with DDM

and BisA cured with DDM.

Figure 4-14 Chemical structure of repeat distance for BBTME cured with DDM.
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4.4.4 BAEYIDEMRER

BBTME/DDM WL DAL EN R (IR DB EBEFTDE /RS 20 & P Z Al
EITDCETHEL.20EFMOAEEOREREZEL L. RERBEANCUNE
DETHD 17EBFADOEZIRAT UL AEBERDOEWNICKD BAHILEIR(E 3.03
~7.54x107 m?stDEERLUIE. BILEZXROFHHEZELH L. EAS=E.
REZREULEHUCRECEXRZ Table 4-2 (CRUTE. TNETNOELY D
BE. ERABSECKEREGERI NN >EN., BILBXRDENALBEOTL
MFIBEMEVA AV OB RBEEIRFIEBEMTAESLERD L
W5 h > fz. BBTME/DDM 8 1L ¥ D E4 4z 8 K D fE (X7, A @ BisA/DDM #E At ¥
XDEI/BEESVWCENDI MDD, £/2. BBTME/DDM ELY) D R E XK
DEFNASDFHMROP TCHREEVALCERZEIZISEERIVIFL >
M 0.46~0.51 Wm K1 EDEFB HRESHCEREY A AYS R
REMEIRFBMENERTET,

FR.E_ERUEZEBICHSLVTHM L Z DGOBP &L & BisA FEL D
EREEERFERVWELY R TU. BBTME/DDM WE{t¥D 3 FHEHOEE R (L)
ERACEXRDODBEBE. Figure 4-15(CrxUTE. RBAIRFIBMEBEEE /XY
SUBRBEIRFIEEBICBVWVTHBEENKRESKRIBEAGCERDENK
SVOWHEEANAERENES, YA AVSOBREREEIRFIHEMEBEEINSD
fEEmEEE UM, VA IUAYVSDBRBEEIRFHE /NS OEE
RETEVWAGEXREZRULE. >D>THBEEIRFIBMEBEORGLCER I, {£F
BENERRDE, DFHOKEBEY., DTFHOKREFOEDHTIERES A
WwoERrDMhos k.

VAU AYVYG OB REEIRFIBMEOAGCERDEBRBROZD. O FiKs
BICLTRAZTODOREIJIZIERELAGERDEHFDORIC BBTME/DDM
BiMoEE=EHOE. Figure 4-16 (CrUE. EZDObOULETOY MEIEY
EzxzRL. BEDNTOY MNE 17 @HBED. TNETNDEERT . &LNT
IZIEEREZHBEI D BBTME/DDME{LY DA GCEXRDEFTES S . ;RIED
HEESLHMDE. Flt. VA GLCERZHEIDICEZHEFL. E/NX—F8B
WO ZIIBEEEZRLEIEE. KRTBARBEIRFIBMEBEELUT
DEFILILEYW TH D BBTME/DDM @B WRZEREZRULIEZZENDS. D F
REtEESHtogHMEMN R TE 2,

KO THRBUIRFIHEEOCAGCERIHREFBEDHHDOATEFRLS., T
IZIIERBEZSOE / N— DD FRABCEETHDIZCENPESHER D 2,
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Table 4-1 Structural properties, and thermal conductivity of cured epoxy.

dc? L® ds® pd a® Cpf K¢

(nm)  (nm)  (nm)  (gcm™3)  (x107'm?s™?) JgK?h  (WmK)
BBTME 0.44 3.1 4.3 1.2 4.60 1.4 0.77
BisA 0.49 1.8 — 1.2 1.49 1.4 0.25
2 d-spacing of main chain, ® the crystallite size, © the d-spacing of smectic layer, ¢ the density,
¢ the thermal diffusivity, f the specific heat capacity, ¢ the thermal conductivity.

0.9

0.8 EDGOBP/DDM
= O
'; 0.7 OBisA/DDM
E ©DGOBP/SAA
= 0.6
g 05 OBISA/SAA
2 04 OBBTME/DDM o
g <o _e-"T" e 0
203 _B-m-~H
£ o=
202 - & =
'_

0.1

O 1 1 1 1
1.0 1.5 2.0 2.5 3.0 35

Correlation length (nm)

Figure 4-15 Correlation length and thermal conductivity for cured epoxy. Open
square shows BBTME cured with DDM at 220 °C. Closed square shows DGOBP
cured with DDM at 140, 150 and 180 °C. Closed rhombus shows DGOBP cured
with SAA at 150, 170, 190 and 210 °C. Open square shows BisA cured with DDM
from 100, 150 and 200 °C. Open rhombus shows BisA cured with SAA at 180,
200 and 220 °C.
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13

L2 <> Twin-mesogen type o)
11t O BisA, DGOBP
[ Biphenyl type
A Mono-mesogen type rod

=
o
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Phenyl groups content (%)

Figure 4-16 Relationship between phenyl group content and thermal conductivity

N
o

of the cured epoxy. Open rhombus shows Twin8e, Twin6e and Twin4e cured with
DDM. Open circle shows BisA and DGOBP different curing agent. The bars of BisA
and DGOBP show the range from the different morphology. Closed triangles show
DGETAM cured with mPDA and DDE. Open triangles show mono-mesogen type
epoxy. Dotted line shows the approximate curve from least squares method for
the conventional epoxy and mono-mesogen type epoxy. Broken line shows the
guide for eyes to twin-mesogen type epoxy. Closed rhombus shows average
value of BBTME cured with DDM. Closed rhombus shows measurement values of
BBTME cured with DDM.
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4.5 &
BOWVAGEXREBEVKREAFEOBMUINPEFINDIRBE T RF S HE
MBDODFRETEHZRIUZ, TOHRE., AAXAITFYVIHBEZRRALE
2C2EBVWIIZIEDEEEEZRDCE. DKRSVWHEFBEEBDE
DAVGUEZ _DEDVA AV BEREEIRFIIAENETDIL
DZJmEDTFRIAEBEHEOUTEHE UL, SEULEBHICEDE., iV
AVSUHREHEIRFIEI/IXN—THD 1,8-EX[4-(4"-TJUSZI)LAF
SA4-ETJTZILAFZHILARZIL)-1-AFST T ZIL]ADU S > (BBTME)E
JXR—ZERUE. FiR{LtE¥WTHSD BBTME E /Y —(XBRRBHEEREIRL.
194~317 °C ODILWEREHBE CHREEZrLUI. DDM Z{t# & L T
220 "CDEILBEE TCESIDCEIC IO THRARBEIRFTIHMEZE .
WAEMEAAOFYORBBEZBUILBEAIRFZHMED 3B/EED 0.77
WmIKTOBMGERZRLUIZ, £z, AGEXGFE/ XY—1ZTy hDTJ 1T
IWEEELHGENADDICERADNODIE. BOENTEHFRABRBEY A AVT >
BEREUIRFEBECRAGCERIPFED CEVWEZRLIZ. LD T, &
RUDFRIABEHOZHENREEIN.

I
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ERE f&

2014 F(CEAbEENTERNEMBEEE (FCV) (. KEZ 70MPa DEE
BREULTEHELUTWD., TOEZRICIE TypelVEMENDIAHE (CHEAEES 1
F—ZROXRRBHEBICBEBEESESENAVLSNTULDS., FCV ICHRR ZRIE
TRIKEFERT—23a>IEHVTIE. AVUCEOKRBMBHEICHHNT DRIER
Ml 3N KHENTWNWD, KEXFT—232TRKEZIRCEMIDZE
CRPDBEKRKZTEHDODEELRZB ITDED. REOR. KEZBRI(IC
40 °CETHRAMIBTIL V- ITONTWVWD., —f&M(IC. TypeIVEEK
RERZERIDINRFIBMAE. RUFZZIR, RUITFL>RREDR MR
DRAGCEXRF, EEMBICHEUTEN,. CNSOEEKESHZHER I D
FEMRORCEHOEELCEID, KREREKORE LA IHcanNdIZ LN
HFTED, CNICKDT LU ILEREZS<EHEITDIENBPFTE., K
FAT—2a0EBEEIRXRMDEBICORAD EEZEZISND,

BEKZERZERIDIMBNO—DTHIIRFIHEBEE. TOEVERE
MY HEENEZEENDS., B - EFHEFOBRBEMNRE, RLARCH
ARNCHERAENTVD., EXBEMBICEVWTERREOE ENAKRDSNT
BD, BARARIIN—TICELDRREZRIAVIT CEZFDODIRFIA
EMzRAV. IRFIEECREBEEEAITDIZEICIDIAGLERM LIC
I NEDSN TS,

AHAR(E. SEKZERAMBNEUVUTERALULSIREE I /RF S EEMN
DRAIEZBREELT., ZODFRAEHCHIDIRTZITOZEDTH D,
EEKRETHOEREHDOHE A TRELLRIBEEKETRETICHIF3MBHEA
DKREFEAFEELE, SVRACEMHZMIZII IMBEREDIZD DD Fikstisdt
B ZzENELT. MREEDC.

LFIEC. BECBVWTESNEERZRUE,

BE—EBTE. AMAROE=EEENERLULEZ. KRFRERCHBIFT28EKE
BHEOBECDODVWTHRAN, BEMEIRFBMEORRICDODWVWTRE L,
BETETE. BEKRERCHEHALULSNAIRFIHEBEORBMB LU
T.E/AVGSOBREEHEIRFIAAENMTHD4,4->TUS2)LAFSE
JITZJL(DGOBP)ZEEL. 4,4'-Z7=Z/)>TJx =)L A5 > (DDM)ZEAL
HlEULTRWEEBBEOKFEBELEKREEAZEORFAEZRT LIz, TORBE.
DGOBP/DDMIEILM DK FEBIE (FFEBEEC IO THIHIDENTETHD.
130 °CUTTCHEREENEREN., TNULORBRETHE/LLLEES. Y
FYURBEBEZRICENHBLE, £z, BRAEEFELCRENME R
EE< R,
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COERICEDE, 100 °CHh 5180 °C®$ﬁl@ﬁ;ﬁ4biﬂf€(:$bﬁméﬁ
FiEiE 78 9 2DGOBP/DDMIEL ik BRF ZER U Tz, ERAEE FELERE
MELSRZESE<EA>f, 130 °C. 120 °C. 110 °C. 100 °CcTHEIL L =&
1IEWMEZENZEN. 19%. 27%. 32%. 36%DIERILETH>lz. NS5 DR
BACDODWTHKEBEZRELULLT., ACEXR, KREARFEZFEMU.
ABRAFOREBE. REBEEDOHEBZRFT LIz, DGOBP/DDMAEL 1) D Eh
GEX(F0.29~0.33 WmlKITHHO., REAIRFZHAEDO.22~0.26
WmKIEDEEL ., BRIEELCLDEFER NN >z, INIEEH L.
OOMPa/KFZFBEBDKZERAEVLPKFILHMFAE(E., TN ETN403~1271
wt-ppm. 3.77x10712~1.26x10 1 m2s1THO. WITNDRBRHF EHKFEE
ZBIDCET., RFRBEEZRFILERWAEBIRFHMEDMETH 21682~
2012 wt-ppm. 3.02x10711~4,25x10 1 m2stKD/NE<<Rofz. RYXF VvV

OBRBBEZR DA IDIDPEEBELRRFBECHIERBEZHF DOAER
FOAEMNL/2~1/3BE. KEFAZE. KRILHFEHE/NELK ., ERBEZH
DB CEBERIEENS<RDIELENEL<BD .

EFE-ZBETRH. HEBEERVYFVIRGEBEDHOKFZEIDIBETH
D AAXIDFYVIRBBELKREAZE, BRCEROBFEZRT LEZ. XL
J7ZIL7=ZR(SAA)ZEALFEI & UTHWTDGOBPZ L L . ZXU?"WU
REBBEZEIDIEAEMESIZ, 140 °CH 5210 COHEBETERL
DGOBP/SAAMELYI A EF DR RBIE(E. 150 °CHh 5190 C@%‘él‘@ﬁﬁﬂﬁb
EBEAXITFYVIORBESEZRLU. 140CTIEEREE. 210 °CTIEFRY
FyvoREEEZRLUEZ. CNOSORBROBELERXR(E0.32~0.39
Wm K ITH D A IRFIHEED0.21~0.24 WnlKIKDBWEZRU
KREBECLDELIREDSNRMN DL, Fle. AXITDFYVIRBEEEZRFD
HERHA DKZREEBAZ(ETL469~621 wt-ppmTH D . DDMEBEILLRICBWVWTHERIRL
EHREEE. RNFVIRRBRBEZEIIEEMOFREOEE >, ME
DIERMS. DGOBP/SAATEMLMDAA T F v IBEESWVWRALER KL
KREEAFEZBEIDIENHBALL,

FUETHE. FIRETCEONERRERUVBEBROBERICEDET., SLWRE
ERXRELBVWKREAFEOBMUNPEFEINIBREEIRFEBEMBNODF
HitEEHtZREA UL. TORR. AIXITOFVIOHBEZRBELEDI L. &
WITIZILEDEBEZRHDIE., DRSS VHKEFEBEZRDITTOHAVT >
BEZ DB DODYA AV CHREMIRFIILEENMEITDICEDO=a%7

FRABHEUVUTHRELURL,. REUEEBHICEDE, EJIZTILR>Y I —
REZAVSEUVUTCZH@ABEIDIFRY A AVEG BT RFIAMAEWM TS
$51,8-EX[4-(4"-T VI AFSZ-4-ETTZILAFSHILARZDIL)-1-A
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F2ITxZIL]ADOHS> (BBTME)Zasit L. &k L. DDMZEEAEI & LT
AU, 220 CREIELUERBA GAATFYvIEBEEZEL. 0.77 Wm K 1D
BWRAZEXRZRUE. CNSOBEENMNS. BEULEZD FHEFEHOZIM
nmREENE.

FRAETCTREABXZHBELE.
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=
Sign Unit
J (Hz2) Spin coupling constant
mp (°C) Melting point
dc (nm) d-space of main chain
Tg (°C) Glass transition temperature
Te (°C) Melting point of crystal phase
Tm (°C) Melting point
Ti (°C) Melting of isotropic liquid
E' (Pa) Storage modulus
o) (gcm™) Density
L (nm) Correlation length
K (Wm™K™) Thermal conductivity
omc (gmol™) Molecular weight between crosslink points
I (m) Thickness of specimen
r (m) Radius of specimen
Jol (gcm™) Density of specimen
DOC (%) Degree of crystallinity

cH (wt-ppm)
cH (wt-ppm)

D (m?s™)
Pp (%)
Mphenyi (g mol‘l)
Mpolymer (g mol‘l)
a (m?s7Y)
Cp (Jg7K™)
ds (nm)

T —
Bn —
B2 —
v -
TTT —

Remaining hydrogen content

Hydrogen content at time of decompression = Cy
Diffusion coefficient

Phenyl group content

Molecular weight of sum of phenyl group
Molecular weight of polymer segment

Thermal diffusivity

Specific heat capacity

d-spacing of smectic layer

Pi

Root of the zero-order Bessel function
Root of the first-order Bessel function
Wave number

Time—temperature—phase transformation
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Jio
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DSC Differential scanning calorimetry
SEC Size exclusion chromatography
POM Polarized optical microscope
NMR Nuclear Magnetic Resonance
IR Infrared spectroscopy
DMA Dynamic mechanical analysis
WAXS Wide-angle x-ray scattering
LFA Laser flash analysis
TDA Thermal desorption gas analysis
SAXS Small-angle x-ray scattering
MM2 Energy minimized by Chem3D

TN — ERE Y DBRFR

BisA
DGOBP
BBTME
DDM

SAA
BIsA/DDM
BisA/SAA
DGOBP/DDM
DGOBP/SAA
BBTME/DDM
Twin8e/DDM

2,2-bis(4-diglycidyloxyphenyl)propane
4,4'-diglycidyloxybiphenyl

1,8-bis[4-(4'-glycidyloxy-4-biphenyloxycarbonyl)-1-phenyloxy]octane

4,4’ -diaminodiphenyl methane

Sulfanilamide

BisA cured with DDM
BisA cured with SAA
DGOBP cured with DDM
DGOBP cured with SAA
BBTME cured with DDM
Twin8e cured with DDM
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4,4'-diglycidyloxybiphenyl: DGOBP monomer

'H NMR; 13C NMR; IR

'H NMR (500 MHz, CDCls, &): 7.49 (d, J = 9 Hz, 4H, Ar H), 7.00 (d, J
= 9 Hz, 4H, Ar H), 4.27 (dd, J = 11 and 3 Hz, 2H, glycidyl CHy), 4.03
(dd, J = 11 and 6 Hz, 2H, glycidyl CH;), 3.40 (m, 2H, glycidyl CH>),
2.94 (dd, J = 5 and 4 Hz, 2H, epoxy CH;), 2.80 ppm (dd, J = 5 and 3
Hz, 2H, epoxy CH»); !3C NMR (125 MHz, CDCl;, 3): 157.8 (OC-
CHCHCAr), 134.0 (OCCHCHCAr), 127.8 (OCCHCHCAr), 115.0 (O-
CCHCHCAr), 69.0 (CH,OCHCH,0), 50.1 (CH,OCHCH,0O), 44.7 ppm
(CH20CHCH,0); IR (KBr): v .= 3063 (w; vas (Ar CH)), 3041 (w; vs (Ar
CH)), 3008 (w; vs (epoxy CH)), 2929 (w; vas (CH)), 2877 (w; vs (CH)),
1606 (s; v (Arring)), 1501 (s; 6 (Arring)), 1244 (s; vas (COC)), 1180
(m; 8§ (Ar CH)), 1134 (m; & (Ar CH)), 1037 (s; vs (COC)), 911 (m; vas
(epoxy COC)), 814 (s; vy (Ar CH)), 762 cm™* (m; y (Ar CH)), mp: 160 °C.

1,8-bis[4-(4’-hydroxy-4-biphenyloxycarbonyl)-1-phenyloxy]octane (4): Precursor
compound of BBTME monomer

'H NMR; 13C NMR; IR; Elemental analysis

'H NMR (400 MHz, DMSO-dg): & 8.17 (d, J = 8 Hz, 4H, Ar H), 7.73 (d,
J = 8 Hz, 4H, Ar H), 7.59 (d, J = 8 Hz, 4H, Ar H), 7.38 (d, J = 8 Hz,
4H, Ar H), 7.21 (d, J = 8 Hz, 4H, Ar H), 6.98 (d, J = 8 Hz, 4H, Ar H),
4.19 (t, J = 6 and 7 Hz, 4H, alkyl CH;), 1.85 (p, J = 7 Hz, 4H, alkyl
CH,), 1.53 (m, 4H, alkyl CH,), 1.45 ppm (m, 4H, alkyl CH,); **C NMR
(125 MHz, DMSO-de): 6 164.7 (HOArArOOCAr), 163.7 (CCHCHCOalkyl),
157.7 (HOCCHCHC), 150.0 (CCHCHCOOCAr), 138.4 (HOArCCHCHC),
132.5 (ArOOCCCHCHC), 130.7 (HOCCHCHC), 128.2 (HOCCHCHC),
127.4 (HOArCCHCHC), 122.6 (HOArCCHCHC), 121.5 (ArOOCCCHCHC),
116.3 (HOCCHCHC), 115.2 (CCHCHCOalkyl), 68.6 (ArOCH,CH,CH,CH>),
29.0 (ArOCH,CH,CH,CH>), 28.9 (ArOCH,CH,CH,CH;), 25.8 ppm (ArO-
CH2CH2CH>CH3); IR (KBr): v = 3391 (s; v (OH)), 2939 (w; vas (CH)),
2856 (w; vs (CH)), 1732 (s; v (ester C=0), 1606 (s; v (Arring)), 1498
(s; 8 (Arring)), 1256 (s; vas (COC)), 1165 (m; & (Ar CH)), 1069 (s; vs
(COC)), 844 (s; y (Ar CH)), 763 cm™* (m; y (Ar CH)); analysis (calcd.,
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found for CagH420g): C (76.44, 74.97), H (5.86, 5.99), O (17.71,
19.04); mp: 280 °C.

1,8-bis[4-(4’-glycidyloxy-4-biphenyloxycarbonyl)-1-phenyloxy]octane (5): BBTME
monomer

'H NMR; !3C NMR; IR; Elemental analysis

'H NMR (400 MHz, CDCl3,): & 8.15 (d, J = 8 Hz, 4H, Ar H), 7.57 (d, J
= 8 Hz, 4H, Ar H), 7.51 (d, J = 8 Hz, 4H, Ar H), 7.24 (d, J = 8 Hz,
4H, Ar H), 6.99 (d, J = 8 Hz, 4H, Ar H), 6.97 (d, J = 8 Hz, 4H, Ar H),
4.26 (dd, J = 11 and 3 Hz, 2H, glycidyl CH,), 4.05 (t, J = 6 and 7 Hz,
4H, alkyl CH;), 4.02 (dd, J = 15 and 6 Hz, 2H, glycidyl CH,), 3.38 (m,
2H, glycidyl CH;,), 2.92 (t, J = 5 and 4 Hz, 2H, epoxy CH;), 2.78 (dd,
J =5 and 3 Hz, 2H, epoxy CH,), 1.84 (p, J = 6 and 7 Hz, 4H, alkyl
CH,), 1.54 (m, 4H, alkyl CH,), 1.43 ppm (m, 4H, alkyl CH,); *3C NMR
(125 MHz, CDCl3): & 165.1 (ArArOOCAr), 163.7 (CCHCHCOalkyl),
158.3 (glycidylOCCHCHC), 150.2 (CCHCHCOOCAr), 138.5 (OAr-
CCHCHCO), 133.4 (glycidylOCCHCHCAr), 132.3 (ArOOCCCHCHC),
128.2 (glycidylOCCHCHC), 127.7 (ArCCHCHC), 122.0 (ArCCHCHC),
121.8 (ArOOCCCHCHC), 115.1 (glycidylOCCHCHC), 114.4 (CCHCHC-
Oalkyl), 69.0 (CH,OCHCH,O0Ar), 68.3 (ArOCH,CH,CH,CH>), 50.1 (CH>-
OCHCH;0Ar), 44.7 (CH,0CHCH,0Ar), 29.2 (ArOCH,CH,CH,CH,), 29.1
(ArOCH,CH>CH,CH,), 25.9 ppm (ArOCHCH;CH,CH;); IR (KBr): v =
3063 (w; vas (Ar CH)), 3044 (w; vs (Ar CH)), 3002 (w; vs (epoxy CH)),
2934 (w; vas (CH)), 2857 (w; vs (CH)), 1732 (s; v (ester C=0), 1608
(s; v (Ar ring)), 1499 (s; & (Arring)), 1256 (s; vas (COC)), 1167 (m;
& (Ar CH)), 1080 (s; vs (COC)), 914 (m; vas (epoxy COC)), 843 (s; v
(Ar CH)), 762 cm™* (m; y (Ar CH)); analysis (calcd., found for
Cs2Hs50010): C (74.80, 74.20), H (6.04, 6.13), O (19.16, 19.67); mp:
194 °C.
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BBTME cured with DDM

IR; 13C NMR; Elemental analysis

13C NMR (125 MHz): & 167 (ArArOOCAr), 164 (CCHCHCOalkyl), 158
(glycidylOCCHCHC), 150 (CCHCHCOOCAr, CCHCHCN), 137 (OAr-
CCHCHCO), 132 (glycidylOCCHCHCAr, ArOOCCCHCHC, CCHCHCN), 128
(glycidylOCCHCHC, ArCCHCHC), 122 (ArCCHCHC, ArOOCCCHCHC), 115
(glycidylOCCHCHC, CCHCH-COalkyl, CCHCHCN, CCHCHCN), 69 (CH,0O-
CHCH,OAr, ArOCH,CH,CH>CH>, NCH,CHOHCH,OAr, NCH,CHOHCH,OAr),
55 (NCH,CHOHCH,0Ar), 47 (NCH,CHOHCH,O0Ar), 30 ppm (ArOCH,CH,-
CH2CHz, ArOCH,CH,CH,CH,, ArOCH,CH,CH,CH3); IR (KBr): v = 3427
(s; vas (OH)),3066 (w; vas (Ar CH)), 3037 (w; vs (Ar CH)), 2931 (w;
vas (CH)), 2856 (w; vs (CH)), 1730 (s; v (ester C=0), 1605 (s; v (Ar
ring)), 1497 (s; 8 (Arring)), 1113 (w; v (CN)), 1255 (s; vas (COC)),
1164 (m; 8§ (Ar CH)), 1070 (s; vs (COC)), 844 (s; y (Ar CH)), 763 cm™?
(m; vy (Ar CH)); analysis (calcd., found for Ci17H114N202¢): C (75.22,
74.50), H (6.15, 6.08), N (1.50, 1.62), O (17.13, 17.80).
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KX (CEAT DIRER

Hydrogen characteristics and ordered structure of mono-mesogen
type liquid-crystalline epoxy polymer.

Kawamoto S, Fujiwara H, Nishimura S. Int J Hydrogen Energy
2016;41(18):7500-7510.

Synthesis of biphenyl benzoate twin-mesogen epoxy polymer and its
thermal conductivity J Appl/ Polym Sci to be submitted.
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AKAFRDEIT. FMUBIXORE(CHTZD, ZARRDIHEEZHBLODFILEAN
MARFRZRETFEF ANERRCOLIDRSBHFZBRLOLITSET
[BEEFT,

AR ERERCEZMARRNVAEEZRESEHIC, —ADOHARERBELUTHE
MEZSECEESFEFLURZ. TNOHFRRS5T. MEICHITDIERE., DB H
ROEDAHE, RARHEEZBODFLUZ. ERFLTHEHRLETT.

BELULTERZSISRITITCTFSTVFRURAMKREZEM T FEFM 2L
—HE. ICAEFEM AR ZHRCHALBPOLLETSETEEFET . £
X—HBLCEHLA, BHZEEHCKRIZCHIIHLADHEEZIES
FL. BB ZHBCEUEZOBERNSEZLOHMEERVCHBWEZIRE X
Lic, #HIZICDIT. HEEEESFTLLECLZERFTUTEHHBRUET,

Fre, BCHEE, HPELPEIEVWZIRS T ULEAMKRF KR H Tin
BMEMREL>Y— BRLEEZRRCELHLBPLLEFSETCEELT.

KR ZEFIDICHED, EELMRREERVEZDODREZRESHEUE
EHEC, BREEXROER., THOFHCHIBZIMREZES T ULIZRKXZE
JIGREFR PERE=ZFRCOLOLIDBRHFZEBTEETII. HRBSDOHME
CREAUEULUTHEEBESTXUREHIC., ERFECHIDLBXISHIEEIE
SFELEAMKZFIVU-—IRILF-—HES AT LAWK SEE5LE
BRCRHFSEBTREEXI. . EF BEFHNLBAMRBCONWTHIES]R
SEURAMRFARZIMHERBZARELY - BER-ZHFEEBIRCRK
HRUFT. SO FNEZCHISIHWEZES EHC, KARDEFOE
DT ZEESEFURLAMKREFKREMBERRZARE Y- NFESHE
BBCRHFBLOUETT. GZTDCHLED., Z2LOHEEZEEHITLLIZ
FRRAFEALEFR JNIATEERR., RERXKCEHLBRLETET, #
SEMORFCHEMBZIETCHEHERLLEHAC, BEIRIXAELCHEZD
DEBAZHPERETRLUZ NOKKRASH HEHBLCRHFEUET.
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Fe. ARXECOKEBEERRZHB LIRS I LUCHPERER, BL.
EZRCHBMNETAVWVEESHTULKRLUEBEFRLEGIC, KEEEMBNZARERT
KEMBERRZFRRCD Y -—DOERCHLBLLETFTHFRT .

ZLUTC. B—2I>2Z7VUIOKASHDOER., C2d-—TCEEDE
R, MM T FHMPEFTEOERZEOITIEREBOS A DOHERZ. B HOM
BRITNEARBIYZERIT DI ELBEEKRFIEATLUL,. BHCHOHHAESTSW
FULE.

RELC, B<EIDRTFOTTFSVWHFULEBECRLEFFHRLUET,
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