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Abstract

Carbon fiber reinforced plastics (CFRP) is a composite material made by reinforcing carbon fiber
(CF) with resin. Due to its characteristics of being lightweight, high rigid, and strong, it is used in
a wide range of industries such as aircraft, industrial applications, and automobiles. However, since
the recycling industry for CEFRP is not yet established, the recycling rate of CF remains around 6%
globally (as of 2022), with most of it being disposed of by landfill or incineration.

As a recycling method for CFRP, thermally decomposing the resin at high temperatures
(pyrolysis) has been considered. However, this method not only degrades the carbon fiber, but also
leaves some resin residue on the CF surface, which not only lowers the physical properties of the
recycled CFRP but also makes it difficult to produce recycled CFRP, limiting its applications to
certain products. Additionally, the resin is converted into carbon dioxide and water, which cannot
be effectively utilized.

Therefore, this proposal aims to establish a new recycling method (new solvent dissolution
method) that recovers CF without damage and without resin residue. The obtained rCF will be
developed into continuous fiber reinforced materials and non—woven fabrics, creating high—quality
recycled CFRP comparable to virgin CERP, contributing to the establishment of the CFRP recycling
market. Additionally, the proposal aims to selectively recover useful compounds such as phenols
and anilines from epoxy resin decomposition products through chemical conversion, thereby
recycling the resin components as well. The following is a summary of the results of this project.
1. CFRP Recycling by New Solvent Dissolution Method
1.1 Depolymerization of CFRP

By using NaOH as a decomposing agent in an NMP solvent, it was found that various CFRPs,
including aromatic amine—cured epoxy CFRPs used for aircraft, acid anhydride—cured epoxy
CFRPs, dicyandiamide (DICY)-cured epoxy CFRPs, and vinyl ester resin CFRPs, could be
decomposed. It was discovered that high—quality recycled CF with less than 1% resin residue
could be recovered. Additionally, as a result of a 6000L scale—up trial at an external contractor,
although there were challenges in processability, high—quality recycled CF with a yield of 91%
and low resin residue was successfully recovered.
1.2 Evaluation of rCF

The recovered recycled CF was evaluated by single fiber tensile strength analysis, Raman
analysis, XPS analysis, and SEM observation. Compared to rCF recovered under general
pyrolysis conditions, which showed a decrease in single fiber strength, an increase in surface
oxygen atom ratio, and an increase in crystallinity, the rCF obtained by this method showed
almost no decrease in single fiber strength and exhibited characteristics similar to virgin CF in
terms of surface oxygen atom ratio and crystallinity. SEM observation also demonstrated that

high—quality rCF with no resin residue on the surface, similar to virgin CF, was recovered.



1.3

1.4

Functionalization of rCF

The obtained rCF is fibrous due to the absence of resin residue, making it less manageable and
less suitable for feeding in the compounding process in its original state. Therefore, cutting to
a specified fiber length and bundling through sizing agent treatment were considered. Successful
cutting to the desired length and bundling for feedability were achieved, enabling the production
of thermoplastic CFRP pellets using recycled CF. Additionally, surface treatment methods
without sizing agents, such as ozone treatment of rCF, were also investigated, and an increase
in oxygen—containing functional groups was confirmed.

Development of Recycled CFRP

Using rCF treated with sizing/bundling, compounding with thermoplastic resin was considered.
As a result, treatment with a urethane—based sizing agent improved toughness by about 20%

compared to untreated products.

2. Conversion of Epoxy Resin Decomposition Products into Useful Compounds

2.1

3.2

Development of Technology for Converting Epoxy Resin Decomposition Products into Phenols
To convert epoxy resin decomposition products into useful compounds, the hydrogenolysis of
epoxy resin decomposition products using a Pd1Nil/CeO2 catalyst was attempted. As a result,
it was found that when aromatic amine—cured bisphenol A-type epoxy resin decomposition
products were used as raw materials, they could be converted into 4-isopropylphenol and
phenol with GC yield of 65% and 69%, respectively. Additionally, when aromatic amine—cured
TGDDM epoxy resin decomposition products were used as raw materials, 4,4 -
methylenedianiline, which constitutes TGDDM, was obtained with a maximum GC yield of 34%,
together with 42% of 4,4’ —diaminodipehynlsulfone as the hardener.

Evaluation and Verification of LCA

LCA Estimation of CFRP Depolymerization

Assuming a facility with a CFRP processing capacity of 2500t/y, the GHG emissions of this
technology were estimated by the project participants. As a result, it was found that the GHG
emissions of this method were 14.3 kg—CO2/kg, compared to 19.8 kg—CO2/kg for virgin CF
production, indicating that GHG emissions could be reduced by about 30% compared to virgin
CF. However, about half of these emissions were due to NMP recovery losses, and further
process considerations for improving NMP recovery rates will be pursued.

LCA Estimation of Conversion of Epoxy Resin Decomposition Products into Useful Compounds
An institution was selected to commission the support work for calculating the LCA estimation

of this conversion technology. The estimation will be initiated in the future.
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BIHIE > & BGSHE DU A7V | B DY 2 —REATHR L TIL 2004 HEHADH CFRP Sk 55
rCF Z[EI 3 DHFER T 2 Bl AR L 7o, CERP Wikh - BEM DD~ N 7 AR R & INES 3 fi# L rCF D
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NEFRIED V72N @ ARL7R rCF REIN TE 2, T OMAFIED /3 HTIE, IREICTREH L7,

SHERR

" , -B=:61kg
AR RE:Q9I%T
e - <0. 1%(TGA)

f AT

e
B{EL7rCF(—2R)
3-1-9 6000L A/ —/ L7 7 il EhE 5

AR, RT3 0rCF Z28 X L TR T 25 1E CTh o7z — 77 AERFITERE 7 L7 T
rCF FEEVAEL, JERRFNOICE ZZeA L& ZaiThkieh -7, 4%, REAS TR

36



A (ST NBrCE 2R E S 40F) ORMESLHE THY , TRMEE DD, 7236, SUGKFO
PR MRS 2% &L CLL FIIZEE# T2,

3-1-11 FUSHE T RO 28Nk

WIZ, DMI IR CO R — V7 o T 3B AME ST TEIE L2, LA FIZAr— LT v 7 3 fE
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DRI ERHELT,

200LRIGEA A= SIEES
FH ﬁ CFRPii#4:0.3kg( SR Z2 841 )
DMI: 150kg
tBuOK: 2.3kg
Ei#:232C(B5)X5hr

IFEE:50rpm

v

3-1-12 DMI IEfEE 2001 A r— LT FiNESME L S AA—Y

DMI ZBE I W= 5 ESAETH - Th, FRIDOXIIT, IR 92% THIIEFEIE D720 V& S
72 rCF [N CE T, ZOMEFED T IR EIZFEHE L 7=,

3-1-13 200L A&7 — /77 #RAERIL rCF
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2k, ROSEONIEIERSZ B EL TUL T XICREHTT 5,

ZZTHELBNTZrCE W, IRE LI Crtdi 3 5rCF OfEE{L. V4121 CFRP DB 3 %
DT,
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3.1.4 [ERSTBES DM

fif EA % DOrCF LR U BIHR 3 % & TR O BE L, TR R A b Lo A — L
Ty RAECIIINEAR TEMLT, £, #1835 CFRP f#E & LD GHG JEHEDOREDL
FARMEABREOEHRE AL LI, Wi FEE2BRL TREL T\D, 22T, SRR IEA
WRED S — 7 HDrCF & 7 — 7T E ENDBAIBO LR THY | FRER 13/ NSL<I8 Al ik
(2L VEAN R &L DTN (D7 WS I ) THRCE 57290 GHG HEH &S /&<
720N, 2T, LCA MU kIZIT 7= 7 m e ARG e U CL B A BET IE AT LTz,

FTRMEABEAETIL, 7 —7 DEWRITH 300%THY, ZOEEN—A %R GHG HEHE
EREL TSN, SRR (Fevgsh=rm ) 2200, 55057 BEHIZ J A FE oy B2 iR i LT,
ZORER, TR/ NSRS CrCR SRS SR oy i % 5 Lo R & T oy B L T35 6
PRFRZK) 40%E TR TE LT e oT, 5%IT, HON B COT m AMEMGEL ED D,

3.2 rCF O
TR TRONIICE R0, ZORELIEZATT2rCF, HHWNFAT — LT v 7 HET Thebi
72rCF OFHtiAAT o720 LU IZFHtfE ROFEM AR T2,

3.2.1 ZRET L CFRP Hi3k rCF CORFHifE H

FT. WL (OR) TROE U720 258 L T=&7 /L CFRP ZUH A7 VFERE L TRV
T, Btk (550°C, 3043, 22K ) THEOMNT-rCF (B3 figiErCF) | 38 X ONA] CFRP 277K NMP
TRIRIE CALEE L CEIR L 72rCF (NMP #&fi#{£rCF) O XPS 43#% ., Z0OE5 /L CFRP Ofli& 2
We— U CF bbb TiTo7z,

XPS (X I -3 Y ik) OFERCRFRITR O LRV THS , M E 22 CRURHR 12 X 7
ZHRFL, REDOOSBINSNANE 12T T 74— T35, LB DIWE T ZETLZ LN T
LRI CEA A BITR) 234 nm THHZENE RO FIEIZBIT HMRHTESITE nm L78d,
WE O HIEE T DG =X —HNLRE DO ILHEE WA, FEE—I DT RLF—T 7]
DOAMECRE AR IC B T A IR G OND, SOICE —JHifEE W TERTHIENTES,
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LIRS, EFIHER RET T

b11284.108.spe: b11284 TRC
2024 Aug 21 Almono 493 W 2000 u 4507 280.00 eV 4.0819e+004 max 2.94 min
Suls/Peint8: netsu-rCF [3]/1
x10% b11284.108.spe
5 T T T T T T T
451 »
o
T
4
35F
3 B w
?
~ 2.5
2
4
1.5+ < w
o =
| 1
1 M
05 g &
k 9
0 | 1 L | 1 1 ] 1 ey
1100 1000 900 800 700 600 500 400 300 200 100
Binding Energy (eV)
3-2-1 BASfRIEICF DARAF v
b11284,103.spe: b11284 TRC
2024 Aug 21 Al monc 49.3W 2000 u 450" 280.00 eV 4.7306e+004 max 2.94 min
Suls/Point3;: NMP-rCF [1]/1
% 104 b11284.103.spe
6 T T T T T T T T T T
5 5
1
4+
w
s
21 2
Q
- =
g 7
1+ ?
0 | | | | 1 1 | | k }- 1
1100 1000 900 800 700 600 500 400 300 200 100

Binding Energy (V)
X 3-2-2 NMP #rCF AR A%
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b11284.101.spe: b11284 TRC
2024 Aug 21 Almono 493 W 2000 u 450 280.00 eV 4.2981e+004 max 2.94 min
Suls/Point1; vCF [1]/1
< 10° b11284.101.spe
5 T T T T T T T T T T
2
45 2
4+
35+
3+
~ 25+
w
25 o
[}
1.5F _, 2
< =
1+ ?
05 r k
1 | l 1 1 1 1 4

0 L t
1100 1000 900 800 700 600 500 400 300 200 100
Binding Energy (eV)

3-2-3 N—0 CF UARAF ¥
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=]

=11

4
% 10 Cls

295 280 285 280
Binding Energy {eV)

SiZp
700

GO0
500
400
300
200
100

110 105 100 95
Binding Energy {eV)

Calp

350
300
250
200
150
100
50
0

360 355 350 345
Binding Energy {eV]

1000

800

600

400

200

70
80
50
40
30
20
10

&
.
&)

3-2-4 #h

410 405 400 a5
Binding Energy eV}

Pip

a
145 140 133 130 125

Binding Energy (V)
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Qs
7000

6000
5000
4000
3000
2000
1000

0
545 540 535 530 525
Binding Energy (eV)

Sip
70

G0

50

ci's

30
20

175 170 165 160
Binding Energy (eV)

SR CE Jra—2%pr



c/s

80

G0

20

250

200

150

50

70
60
50
40
30
20

c/s

x 10 Cls
295 280 285 280
Binding Energy {eV)
Si2p
110 105 100 95
Binding Energy {eV)
CaZp
360 355 350 345

Binding Enerev {eV)

410

405 400 385
Binding Energy {eV)

P2p

0
145

140 135 130
Binding Energy {eV)

3000
2500

2000

ﬂ‘_;1

1

c/'s

500
000

500

545

50

540 535 530
Binding Energy (eV)

S2p

30

20

%] 3-2-5 NMP & fi#{5ErCF Fa—A% -y
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170 165
Binding Energy (eV)
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.

295 290 285
Binding Energy {eV)

280

SiZp
80

60

c’'s
cfs

20

110 105 100
Binding Energy {eV]

a5

CaZp
350

300
250
200
“ 150

50

360 355 360 345

Binding Energy {eV)

N1s Ols
60O 4000
500
3000
400
o
300 < 2000
200
1000
100
Q 0
410 405 400 385 545 540 535 530
Binding Energy {eV) Binding Energy (eV)
P2p 52p
[i{V] 80
50
60
40
m
30 S 40
20
20
10
4] 0
145 140 135 130 175 170 165 160

Binding Energy {eV}

Binding Energy (eV)

3-2-6 N—Y ' CF JFa—AF%y

WA AFDNTANT DB IEFHAMRL, JF UL AR R U RZ LT ORITR T,

3% 3-2-1 JeFEHAK (atom%)

C N 0 Si S
oy rCF 81.9 2.5 13.9 1.8 —
NMP i#fifiz: rCF 92.1 1.6 6.0 0.2 -
R— CF 90.3 1.4 8.1 0.2 0.1

= RIFIRT
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# 3-2-2 JRHE (R 1E)

EweEd N/C 0/C S1/C S/IC

B E rCF 0.030 0.170 0.021 -

NMP #f#i% rCF 0.018 0.066 0.002 —

/R— CF 0.015 0.089 0.002 0.001
— MR TIRELT

EREROLBY, M ITRIL, KK, EHR, BE, FAFE, K (=Y CF Oh, &) Th
oTce B RE rCF 1 3/3—2 0 CF ITHAT €35, IR, 7 AEN LD ol 207280, B
Gy fElE rCF RIENCIIMEA A (BLOEREZEDERERE) B2 0280, BIEOKRIED
DS TOD REMENNE A BID, 7236, BV iRlE rCF CRIISNICER R IZIT, 71 # LS
W (BT AR 72 E) ICH R T DL DL LG ENLEHEES D,

—J5 . NMP ¥&fi#15 rCF [3/3—0 CF [T AR TIRENLD 72000, 2 3Bt T
FSABI T A TR LT,

Iz, FFL3FEED CF C TOF-SIMS (FRATRFEI A IR A A E &R ST &1 T o7, £ D
JREREE TR D EBVTHD, BEEZEHRICBWREE EIL VA ESn A4 (— kR A4)
DRSS, BER E D ST A (CIRAF ) 1T E D IEB) =R ¥ — %15 TR T
MR DG B Wt~ D, AR — TSN IRAA L OZNEIUTE BTG
U7zl Corprat 2 3523, HaR £ COEREHT — & ThHI-0Z ZIZEET HETOREH
(AT 1 E OB ERY . ZORATRFF D3 A2 AG B R Z 2o T kA4
DE &G, TROLERAXIMUNGHND, B EAXT MVARRNT T 528 K0aE R I
AT 2R B OB A [ E 528N TE | O — TR EEINOAEAE IR T 2 R A 155
TEMNTED, £, —IRAALE—2% 1 m LU TFITNOREEHZEITED | U NEBO 5357018 42 [H]
IIFREECTOAA—T U T HRIE (AR BLER) S RBETH D, 728 RO FIEIC BT AR GES I3
nm LA FTHD,

TOF-SIMS A7 MU BWTEIISN- Rt — 7 LR A IO W T FRICEE DT,
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% 3-2-3 TOF-SIMS IZB W TEIHISh - /e —r

%) EZRAF BRAA

CNHEE (EizcF) T CN
CNO i (FiZ CF) © CNO
AR KON CF (248 o G
ARG R A SR Aol SC S e 8

T B IERALK SR TceHs™. PleHyT Ap X

CTFE Fuds by | PsH,0"

fiiE

W I o P 49 Hs05

HAREEFE T AT L BeHOY. 0y, I H0r

FAFAMHRT = A (F | PoHRNT, FOCHNT
X 7vELT IV)

FYPAF L axH Ysi,00:H;s .

078i,05C5Hys 72 &
HEH Sipksy 7510:H, ¥'s1,05H
TV A T HC ,HysS0y
TN ) 505, “HSO,
(CiFsO) i D — 7 A 2k 183C.F50,., P03 F0,
Jx—F PCeF05, PICF 0y 2 Y
TR B I U e e S B e |
CF TAHHL Y m/z 290, 348
rCF TABZ: G 1S m/z 301, 309

() —#%IZ TOF-SIMS Tl b —R o OREITE <, Bl v — 2 BRRICEE Lz, L
L., CFOBEGIEIMEFIITEND ONBESL CNOBERHXOE— 7@z b,
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I M ZIRAA L RN XD IRBEACIRE (AT VRO B FHREIIR T 288 — 7 i
DEIE) 2T, B Bl OV TRUBHE i 21T o 72,

1. 00E+00
—— IN—T UCOF
—5 - BORiECF
—o— NMP;%& 8 i&r CF
q
1. 00E-01

1. 00E-02
>
]
2
3
=
1. 00E-03
1. 00E-04
1. 00E-05
% & % E F3 kS £ 3 & Iy & m o ~ ©
= o = o~ x= =3 — o o ] (=1 — =23 ==}
3 z S = B E 3 S 8 8 3
< ° 5] < 5 o o o o
P 1= E B 1=
X 3-2-7 FRIE_IRAFT L DOE—Z8RED Hri: (HksAb)
1. 00E+00
—o— N—T(F
— 5 - B gL OF
—o— NMP;&#Zi%r CF
1. 00E-01 [
g
1. 00E-02
=
‘3
f=
3
=
1. 00E-03
1. 00E-04
R ITTIUELAL |
1. 00E-05
£ 4L 4 £ 2 5 & ¢ z £ 2 & £ =z

CHO2-
C2H302-
C3NO-
C3H302-
303~

HS04-
$i205H-
C12H25503-
C6F 1103~

B 3-2-8 B “IRAA L DY —IIREED bl (B AR)
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SHIZ R—=U CF &2 20D rCF ZHEELI-AE A FRICEEDTZ, 2 DD rCF (3@l
T.CN HEBINCNO &N/ 3—0 CF 0SB+ AEEDEZO AL, 2D,
CF I FHICBITDALFEE NI A LA, TRARDEHEE SN,

% 3-2-4 TOF-SIMS #8 Hip 25 D Frig

/3—37 2 CF X0 {8\ Al

220 rCF (Z3H | ON fil, CNO s

AR CBERII= AT (CGH0;)
RY D RAF R

Na, Ca, F, Cl

T FHEY (1E m/s 301, 309)

oy gk 1CF A% Si Rk

K. Pb

NMP ¥ ¢ i%: 1CF R—7FaFE) c—F N

WIZ, rCF M CHERLI-FE A TRICEED T2, BVREETIX CN #1E2 NMP 3 fiRiE Tt
CNO HE&EM ST Lo <&, ZDZEND, CF BFEMAIZBITALFEREEI LV A7
BEICE > THRRDLHEEZER SN,

# 3-2-5 rCF Mo kil
fih 7 &V B
ISy L 1CF CN f#iis
FEHE Si sy
K, Pb, Cl
T2 T8 (IE miz 301, 309)
NMP ¥ #E i rCF CNO ## 1
TFNALE Fuadxi hx il
i b (SOy)
SN—TAFaR) —7

PLbZFEDHE N—V CF L2 DO rCF ZbgLizEZ A, 2 SO rCF (Z3@L T, CN
GBI CNO FEIEN/N—20 CF JOBIINT 2 m 258 biic, ZOZeMn, CF ik
3T DI FAEIE DI A 2 VR TR D EHELI SIS, rCF TR L= &2 A BV iFih
TIEL CN &, NMP IEfRIETIE CNO #dE23Mh 7 Jub <&z, ZoZenh, CF ik
FANTBIF DL EREE X A7 EIC > TRARDEHER SN D,
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IHIZ, Aifse 3 FFHD CE(N— CF, #\V5fifikrCEF, NMP {8 fifiErCE) D i e @1 52 4
SEM T1To72, SEM &I, EAE FBMEEOMEFR THY | ZDJFE L iuT@kijTX?)é —
AT B T D SN R E 12— L08RV RIZ X TR S, sBh R I
S, MBS S 2B T RBREOJR 00 FEHAEREZRIL, :/kﬂa%%o}i%ﬂa
T 5, OO B, SRk TES L, S, @il L TRREND,
SEM 1%, iR | EfseR, BRI, B NI ANDOBIEINTRET, £, B E O TR A8
B HILNTEDLIZD | RN LRRE L2 E D43 B CHIE ST,

3-2-9 /X—> CF @ SEM #
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V Signal A = InLens HT = 0,600 KV | Probe

3-2-10 B\ fi#ErCF @ SEM 14

3-2-11 NMP ¥ f#1ErCF
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1..8—UCF 2 B RRE 1-CF 3.NMP jEf%% r-CF

3-2-12 SEM & Lbiehs

HiTEE SEM 14725, NMP ¥f#ErCE L8 —20 CF TR EHEDIHEIIZE R I/ NED -T2, FEK
Bon, RRENBHEOFRIE LHES WD E DSRBO B, 35 BTV REE rCF 23 eb %<,
NMP #figis rCF ChE FiER SNz, —J7, 73— CF TIRIZEA RO IR, BIIEFE
EOREIT, VA7 MRIZE > TRRD IO LI, BVl rCF TIRhLR/EDS . NMP %
1% rCF TITRDRPEITEES | BRI A DM B LT L7 CTho T,
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RIZ, AiTRE 3 D CROS—t CF, BWfifihrCE, NMP I fi#ArCR)D HLR 5 | 53 B Rl R
Z TR T /T TIT -7,

- BE BRI . JIS R1657

- AR : BAAHGHE S | RAUER

- (FHAEE : STB-1225S(A&DHY)

- BRI ;204X 31w MR EF60AK
- RBRIEE =R

- 7 AR~y REE : 2mm/min

- BR IR & . R&H

- A5 A E : 45mm

=Tk : 25mm

LURIZ, fif -7 m Ay ML RO K FRERROE  BLORREFLOTRETRT,

U.LU

0.18 i ‘ = ==

0.16

\
AN\

0.14

0.12 - | — =

0.10

i, N
\\
XN\

0.08 | » - = , =)
0.06

0.04 ~ ‘ : : : —

0.02 ~ » - ~ —

0.00 ‘ :
0.00 0.10 0.20 0.30 0.40 0.50 0.60 0.70

DRANYRZESL, mm

3-2-13 X— CF OfFE-I A~y RZEAT dhig
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u.Z2u

016 | ‘ —

0.14 | | / all

012 |- ‘ ‘ f - e

= /Q
& 0.10 | ‘ ‘ ; Ak

E /d
0.08 - L2 =

AN
AN
i G

006 | . E— -
0.04 | ;

002 | / |
0.00 ‘ ‘ ‘ il L.

0.00 0.10 0.20 0.30 0.40 0.50 0.60 0.70
FRAAANYRZERL mm
3-2-14 BNyl rCF O -7 m A~y R AL R

u.Zu

018 [— ~ - i ~
0.16 | » - : : s

0.14 _— - / -

0.12

N
AN
LW\Y

g’ 010 | ~ ~ ~ Ve

AN

0.08 — : : >

006 [—— : = H— —

0.04 t /

0.02 ‘

0.00 | ‘ [
0.00 0.10 0.20 0.30 0.40 0.50 0.60 0.70

PRAANYRZESRL mm
3-2-15 NMP ¥&f#1E rCF Off -7 1 A~y RN gh#
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# 3-2-6 /X—3 CF O 5F
AIE B 2024/10/29 EEE| B AL A2 INA ZA—18—5
HERME  |STB-1225S(A&D) BT 45 mm
HEfEsE |50 F—SE 25 mm
HEARE |ZER JORANYREE 2 mm/min
HEBRES|KS O—K+ )L EHE 10N
BERBIPIE|UIS R1657
HERNo. | MMER | RAWE | SIRES WMEER | snRAUREE | EE
(¢ m) (mN) (GPa) (GPa) (mm)
1 5.8 86.18 3.3 250 0.37
2 6.2 119.77 4.0 228 0.47
3 6.0 97.13 3.4 228 0.40
4 5.8 169.65 6.4 260 0.69
5 6.1 129.20 4.4 244 0.49
6 5.7 110.17 43 239 0.47
7 5.9 131.73 48 234 0.56
8 5.6 101.27 4.1 228 0.49
9 6.2 162.72 9.4 238 0.61
10 5.4 135.62 5.9 272 0.60
11 5.9 149.65 5.5 248 0.62
12 5.9 133.83 4.9 248 0.56
13 6.2 135.07 45 226 0.55
14 6.2 119.23 3.9 240 0.45
15 6.1 143.86 49 258 0.54
16 6.3 107.42 34 210 0.43
17 5.9 136.94 5.0 256 0.54
18 5.8 98.23 3.7 234 0.42
19 6.0 128.96 4.6 234 0.53
20 6.3 155.40 5.0 238 0.58
F 1l 6.0 127.60 4.6 241 0.52
=/ME 5.4 86.18 33 211 0.37
BAfE 6.3 169.65 6.4 272 0.69
EEE 0.2 22.18 0.8 13.83 0.08
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# 3-2-7 BNy rCF OFFAMm RS SR

AlE R 2024/10/30 Hia Al B AT A2 INA ZA—18—5
SERME  |STB-1225S(A&D) SABR BTk 45 mm
HERfEEE |515E T—oF 25 mm
MEBRE |ZER JARNYREE 2 mm/min
A ERSER KSR A—F4)LERE 10N
LEFHBMM|JIS R1657
A E&No. b5 R BRARE | SRS MR | JnRAYREl | [HE
(um) (mN) (GPa) (GPa) (mm)
1 6.3 93.74 3.0 198 0.43
2 5.9 101.64 3.7 216 0.52
3 6.8 96.53 2.7 188 0.40
4 6.2 111.10 3.7 206 0.48
5 6.6 106.63 3.1 206 0.43
6 59 101.41 3.7 213 0.50
7 5.8 82.35 3.1 217 0.43
8 5.8 106.52 4.0 219 0.50
9 6.1 101.69 3.5 218 0.45
10 55 109.69 4.6 251 0.52
11 5.9 87.87 3.2 206 0.48
12 6.3 83.92 2.7 200 0.40
13 5.6 72.08 2.9 227 0.36
14 5.7 88.02 3.4 232 0.43
15 6.1 75.05 2.6 215 0.35
16 5.7 71.54 2.8 217 0.38
17 6.5 153.03 46 236 0.57
18 5.9 89.37 3.3 229 0.41
19 6.0 104.44 3.7 228 0.44
20 5.9 97.41 3.6 231 0.46
¥l 6.0 96.70 34 218 0.45
ix/ME 5.5 71.54 26 188 0.35
PN ] 6.8 153.03 4.6 251 0.57
EEE 0.3 17.56 0.6 14.45 0.06
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# 3-2-8 NMP &7k rCF O RS 5

BIFER _ |2024/10/31 B TAFADINAR—15—5
Al ER A STB-1225S(A &D) B8 Tk 45 mm
AERTERE |55k T—UK 29N
HERERE |ZER JORNYRNEE 2 mm/min
ABRES| KSR O—K+vJLER 10 N
BERBIH|JIS R1657
A E&No. R | RKEE | SRR WHEER | snRAVRER | (EE
(pum) (mN) (GPa) (GPa) (mm)
1 5.8 131.21 50 273 0.49
A 5.7 145.81 9.7 252 0.64
3 5.9 162.94 6.0 287 0.58
4 6.4 122.97 3.8 228 0.48
5 5.7 149.01 5.8 266 0.64
6 5.7 141.65 5.6 261 0.59
7 6.0 185.59 6.6 292 0.64
8 5.8 124.58 47 283 0.45
9 5.8 95.52 3.6 246 0.40
10 5.6 174.23 ¥ 2 305 0.64
11 5.8 96.44 3.7 258 0.38
_____________ 12 55| 104.32 4.4 280 0.43
13 5.9 130.07 4.8 248 0.55
14 59 133.99 4.9 258 0.52
15 6.0 190.07 6.7 277 0.69
16 6.3 144.52 4.6 238 0.54
17 6.3 142.57 4.6 251 0.53
18 60| 214.99 7.6 288 0.74
19 59 155.43 5.7 277 0.57
20 6.0 150.57 5.3 258 0.58
FiE 59 144.82 53 266 0.55
&/ME 55 95.52 3.6 228 0.38
A 6.4 214.99 1.6 305 0.74
HERE 0.2 29.85 1.1 19.35 0.10
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# 3-2-9 HURG|HEREE O g

CFfE%a IN— VCF |2V fRECF [NMPA#ZREICF
5laREE (GPa) 4.6 3.4 5.3

EH T NBTZOREKEER 20 CORER THDA, o fRlE rCF 1%, /N—20 CF xth, Bk
FIRIRS 326 %K N L TWDDIZX LT, NMP I f#IErCE Tl Bk GRS OIR T iX b
IRlnoT, 78k, N— 0 CF ZRBADEZRLTODH, ZiUL, KRN DI bzl bz
nEEELDEEDbNS,

RIT, AifRL 3 WFED CF(N—0 CF, BV fiRiirCE, NMP i fifiErCR)D T~ ARIEZATV,
it PE DAV Z T LTz ST SR FIT, FRED@Y Th 2,

L—H—Z =0 (SEEE)

= g invia (RENISHAW)
H E ® — F BT~

¥ L X x50 line

B o— LA £2:2X50um

b 7 : YAG 2™ 532nm
L—AH—s0— : 1.5 mW

B #7 K T : Single 1800 gr”/mm

A U » b :60pm

f H #r : CCD,/RENISHAW 1024x256

BONTZART DG, LR DX TG A—=AEE LT, H/ 3T A—FDERIT, IROEBY
THD,

ve: G/ F (1600 ecm™ 1) D E— 7 HEL
Aveg: G2 F (1600 cm ™ 1) D3 Fig
R : 1,/ 1,

Iv/1g

Ip: DK (1360 cm ') DFREE
[.: G/ F (1600 cm™ 'fHir) DF8EE
[v: G FEDAL PO (1480 e f13fr) OFREE
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Cve

BERLIE (RALEE) DR T, 7T 7 7 A MO ENIREIE —RIZXHG TG/ ROE — 7
BULEmBEENNC S T T 5, miftautED 777 7 ARNCIE 1580 cm ! fHICE — 22~ 303, 7
NT 7 AH =R T 1600 em ™! (FUTICGAAVRE =22 H 95,
‘R=1Ip, I

—IZIE, BEMEE R E<ARDIELE 1360 cm™ HE DT~ U ROFE R I a<7e b, H
OPGTIFRIFOTHY, BEMLIEN/NELARDIFERDIEIIKREL 2D, LinL., HOFEEERE SN
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F9° L F ORI E AL Z AN O BIRE R LT,

4(} i T T T T I T T T T | T T T T I T T T T T T T T ]
- /N\— > CF/PAB ;
30 _
- . - =\ i
g [ * ]
o ‘10 | ’-_’____,_\ - —
- = | // _____,_..-:"_'_ﬂ___,.a—-‘_ T ]
o] i - 4
3 i e . i
10 -
G 4 L L L 1 I 1 | L L I. 1 Il L 'l I 1 L 1 L | 'l 1 | L )

0 5 10 15 20 25

Indentation displacement / pm
3-2-19 farEEHLZAENLOBIR (/N— CF/PAB)

61



40 [ T T T T | T T T T I T T T T I T T T T I T T T T ]
B0 55 g {ErCF/PAG i
30 b EEE’J.%& _ _'
% el :
~ 0L = i
p Z :
- ]
10 —
D § 1 1 1 1 | 1 1 1 1 I 1 1 1 1 I 1 1 1 1 I 1 1 1 1 i
0 5 10 15 20 25
Indentation displacement / pum

3-2-20 fif AL AN BISR (B iR rCF/PAG)
4{} [ T T T T I T T T T I T T T T I T T T T I T T T T ]
[ NMPf#iErCE/PAG ]
30 ENREE ]
I ]
Z I o ]
g I = ]

— 3 -
E 20 - f’;f’:.——;f_)-ﬂ-(f‘ ]
o - e 1
10 |- — -
{} r 1 1 1 1 I 1 1 1 1 I 1 1 1 1 I 1 1 1 1 I 1 1 1 1 i
0 5 10 15 20 25

Indentation displacement / pm

3-2-21 ffEEFLZ AN OBIGR (NMP #%fiF 1k rCF/PAG)

WIZ, PERE REZLL T ORITELD T,

62



F 3-2-10 St A Mo I E O R

. e g | wrmEse | kiR AT
S #hfENo. /" um /" um / mN = GPa —
) 7E fi )il
1 5.4 16.8 0.050
3 5.1 18.3 0.057
4 5.4 27.2 0.080
f\*“/l/CF/PAG 5 5.1 20 199 0.062 0.069
6 5.4 26.9 0.079 (0.014)
7 5.1 284 0.089
8 5.3 214 0.064
1 5.1 24.7 0.062
2 6.0 23.5 0.050
3 4.8 22.1 0.059
R 4 5.6 252 0.057 0.056
432 CE [ PAG 3 6.0 25 296 0.063 (0.006)
11 5.7 25.1 0.056
14 5.3 213 0.051
15 5.9 21.8 0.047
3 5.7 19.9 0.043
4 5.3 17.4 0.040
7 5.1 16.2 0.039
NMPi7 i i1:xCF / PAG 13 5.7 26 19.8 0.043 0.048
14 5.2 26.3 0.062 (0.011)
17 5.3 27.9 0.064
20 6.4 21.7 0.042

HIEDFER, /3= CF/PA6 TR0 St w8 A WiR S K&V WME A SRR S Tz, B4
A3 FRE rCE/PAG & NMP ¥R rCE/PA6 ICHOW I B8 TR ST, 7285 Sk
PEEMEIZ OV, IRELAE G228, AP 7RI RICEY, /3= CF [A%LL E
ZHETHEEL,

B2, 73— CF, BLONMP 18R 1HErCF O3 B REILHT % Boehm JEIC Tl T 7246 B
Y, Boehm ¥, FAIMEIZEY, CF RiiOWet:, £/ ERRIEEL E & T O HE
THY, LLFOREFIEICTIERMmLT,

AUBHERARITH 1 g 130D | e OB A EMEICINA T2, 4 h DL EIRESL | —BERE
L7z, BFERICE D DBEZITV, EEARE TV T4 VH—TAI LT, AIRO—E % I
(257 BRU . FITAE O 7 R %t b L7 B B 7 & C A B AT o7, 3V W FHICRIRR D
BEEFEIL CT T 2 EES T, 7T 7 EEREIORE RO ES DD, BREAREZ ML,
PP B RE LA - ALBRIRIC NaOH ZK¥AHK , T E R HCL % FHV =,

- VBB B AL AT AL BRIRIC HCL, i EIRIZ NaOH 7K ¥k 2 -V 2,

# 3-2-11 Boehm 15 T4 5

BRIMEREE | IBEMEREE

N— 2 CF <0.01 <0.01
NMP&#%ErCE 0.02 <0.01

XEAL : mmol/g
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3 3-2-13 REL 3 FFED CF DR 7-Hkt (R E 7L UE)

N/C o/C Na/C Si/C S/IC Ca/C
NMP 7% g xCF (Gi) 0.061  0.129  0.001  0.023  0.006  0.001
NMP Zf#iE vCF (A5-v797°) | 0.043  0.086 — 0.007  0.002 —
'DMI @ffiE 1CF GF) | 0043 0125  — 0021 0007  —
— : B TRULT
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OO, BBFEOERNDLOFENCIL, rCF RAEICBWTIBESCER LD EREN SN
&0, BHIROEREY DRHEN COBAEEMEN B 2 5 b,
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CFiEs

PLEOFERDS  NMP {EA— /LT 7 3B DMIIAIEE T [RIN L7= rCF O HR IR TR
EUETFL QRN HERTET -, 0B, N— 0 CF 2 AEIL. KEE DIz llic Kk
MEREEE T b ns,

3.3 rCF OfHEIL
3.3.1 A hLE

RN R 185nm SRR OBER ICRE SNDEAY VAR T D, 204 :*;g%f%/gz
5 254nm DRI END L A AT ES AU TR BEOTE RS R A EV 3, ISR R 1L, 48
SMRIZ Z o TEAR R 1B D 73 - SHZ BT ST 25 1 RS LT, RIS Hi7- 72 B he s (OH,
CHO, COOH 72E) BT %, ZAIVO B REEITHIKMEN E<, @kt - A Al a—T 1 T HI72E
CRRMEDS BN | BEE A RIS - 17 EEHED,
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3-3-2 rCF DOELE IR (4 JLER)

AV BREHC IO REIRIEN E D IHNTEAL LT=0vE X B T2y Y6k (XPS) ICXWRHmL 7=,
XPS [ 348 EL 22 hCRUBFR 2R X AR L, REO DS E 2T FI7AY—T
BT 2, EEFPWE T T2 LN TELRI CE B BAITE) 348 nm THhHIENDL, Ry
PrREIC BT D IRSITE nm L5, WE T OFEE T O G =L F— bR IT DT
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b RFBIET-HUE) 23 3-3-2 [ RT, EboDRENTY, [R#E, B35, lb#E, 715, M) M
a4 HRETETE TOLHEME i 58 A VRSNV IRFE ER FAHFEO &
WD LEEZ O BAEINL TS, rCF REICHBW TR A S I ERREN SN0, fiED
FEEMHBB SN TODATRENMENE 2 b5,
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% 3-3-1 XPS HIE R H GrEEIA, atom®b)

C N 0 Na Si S
ref. 87.8 3.8 7.6 - 0.6 0.2
VD B 82.5 3.1 13.7 0.2 0.3 0.2

7% 3-3-2 XPS HIERE R VR H bk, IRFHE)

N/C 0/C Na/C Si/C S/C
ref. 0.043 0.086 - 0.007 0.002
7 LR 0.037 0.166 0.002 0.004 0.003

RICH 3-3-4 BETONH 3-3-6 D Cls DRER KAt —7 0 ETHIETREDLFIRIEICHS
WCEHI L7, A ALBRRT O — 7 3 EfE R K] 3-3-7 12, AV LB O — 27 53 Bl R
3—3—8 IZENEIURT, Elo, =7 BBV BEH L& P REBORI G 2K 3-3-3 1TRT,

FOALERIBIZOWT, Tk TdhD C-C, C=C, CHx &/ Dfhiz, C-0, C-N, C=0, COO
fgk%wa)%ﬂto ) ARLERIZED C=0 R COO iy OEG MMM IIL TizZenb, rCF
FHEOBENEL TWDIENRIESNT,

90000 -

C-C, C=C, CHx

80000 -

70000 -

60000 -

50000 -

Counts/ s

40000 -

30000

20000

10000 -

300
Binding Energy (eV)

[X] 3-3-7 Cls =273 ElfE G (4 ALER )

78



90000 -

C-C, C=C, CHx
80000 -
p—t
T
50000 |
30000 -
o
o
0
= B8 B8 aesew
3-3-8 Cls =73 HIfEF (4 U ALEEf%)
# 3-3-3 HLFR A IREEIS
C0o0 Cc=0 C-0,C-N C-C,C=C,CHx
ref. 2 4 10 84
VAR 4 5 9 82
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3.3.2 AL
BRI ST (Electron Beam, LA EB) I&, WE O FEmIZ EB ZMRH 35281280, DR

] _E&H, B e RE 2T 53 D Bl Ch D, TR, AV (A2 PENE) 3, BRERICHEL
WRTRERIKEHIISI TS, EB D= X—%FI 3528 T BB2E G, 777 NEE KOG, 1
BEIRE 72 E DL T= 25 DN ATRE T D, EB O BARRZ2GABIE L T, BB /7 ME A2
Foib, EB 77 NE AL, HA LD BHT EB Z MRS T 0 (ROSTEMERE) 242 AL,
ZO%E /v —BLOREDERRE (WEOMEEZRE T DR ) 28 AT HIET, I8
Tl BREA A 59 5 FIETH D,

BB AVER T A VAL L 700 Fbf ~ IR BIED B, BB BEE i, MEEEA & T Um0

IEE AT R DOTREIZETIRE T D,

EB 258 O H /1PEREIE kGy *m/min SV AL CERIND, 7282 1F 1,000kGy *m/min DMHRES
O BB EEE DA 10kGy & B 375 L X138 E T 100m/min OMLBEAL —R ETHIG TEHZ
LEERT D, 22T, kGy OHAL CRINAHEITMETHY TiilTcRIND,

KxI

v
ZZ T D IR KGy) | 1EIE —2FEH (mA) | V IZAEEAE —K (m/min) | K 133 %lﬁ@@ﬁwg
i‘%ﬁ”o ZOREMNG, #RE D T —LEE HTHFIL | FRAE—R VIS 5280357
PR E T BCRIZ Lo TEDY, EiRd kGy BV BALZfREE L T ﬁ%‘ﬁ‘é
2D Gy W) BN TR B EFE TS HAL T, 1Gy IZIRHN S DME 1kg H7-0IZ 1] DTx
A=A HLZEEFT, i <MHIN QO CTREROEREZ R Mrad LW HAALE Gy 13
IMrad = 10kGy EWVIREFRICH D, &I BN IS T DR &FIIEL PR X0l /e> T,

R BB H kGy~30kGy
WEOEE :10~50kGy
BERBEAIOFE{L : 10~T70kGy
2 LDLEAE  :50~100kGy
757 LEA 150~150kGy LAk

3.1 TEBI- rCF LR oM A) 4 B A9IZ rCF ~® EB JUER A 4T o7, AVERSRIT T
IR TIEVELT, PO EZIEEIC 5L 200kGy X 32 [A]=6,400kGy ITiB I/ Ht & ThH D
DEHER £ DBV ZZ B L, SR SNDZ L2 B IO EL LT,

T CB250/30/20mA (il Sk 1)

IEEE : 250kV
WA :200kGy X 32 [l (FRE BTN E A IR Z L2 7L 2504K)
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:

ELECTROBEAM-L

- - .: S ‘f
3-3-9 EB ALPRAEE 4B

el y L 4
3-3-10 rCF DRt E R (EB ZLEE)

FHSE DO FAE MRS T < 3.3.1 FERERIZ XPS IZL DM 21T 7=, ZOFEREX 3-3-11
FBEON3-3-12 1R, Fo, XPS PIER R IVEONT- TR AR 3-3-4 12, L5t (R
JRF- ) 23 3-3-5 1T, 728, RPCIEAY VL D75 7R 72O ARALER rCF &4
RLER rCF OGRS HFFEL T2,

LA A 958, FEE RS BB BEHICID REHIML T0D, ZOZENE EB BRFHI LY
rCF RMENZBWTIEFE A S RREESHINL T2 EN TSNS,
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3-3-12 XPS HIEREF (Fr—AF v, EB ALEL%)

82



% 3-3-4 XPS HIEREF GrEEIA, atom®b)

C N 0 Na Si S Ca
ref. 87.8 3.8 7.6 - 0.6 0.2 -
I AR 82.5 3.1 13.7 0.2 0.3 0.2 -
BETHR 70.9 3.8 23.9 0.4 0.3 0.3 0.5
7% 3-3-5 XPS HERE R R Hbk, IRFEIHLE)
N/C 0/C Na/C Si/C s/C Ca/C
ref. 0.043 0.086 - 0.007 0.002 -
F VB | 0.037 0.166 0.002 0.004 0.003 -
B 0.054 0.338 0.005 0.004 0.004 0.008

WIZ[K 3-3-12 D Cls D
FORERAH 3-3-13 17T, /-, E
7, IRFEDOLFIRTE

F%%t — BT HETIRBDOILFARBEIZOWCEMIEIL 7=,
I B XVEH U= IR EED B &2 3 3-3-6 IR
IZOWTC, ERSTHD C-C, C=C, CHx KDz, C-O, C-N, C=0,

COO REHFHOONTZ, TOENKITHEHTHE A ML X TEARRLELO 50 C=0 <
COO A DENIE D REINNL TS, ZHUTE B B ~DRE A AT ALK LT

WHEBZBND,

60000 -

50000 +

40000 ~

30000 -

Counts/s

20000 +

10000 -

C-C, C=C, CHx

300

Binding Energy (eV)

[X] 3-3-13 Cls B"—274>E%5 5 (EB ALEE1%)
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# 3-3-6 FALFEAEAIRREE S

CO0 C=0 C-0,C-N C-C,C=C,CHx
ref. 2 4 10 84
VI 4 5 9 82
BT 11 8 11 70

3.3.3 AT

YAV TR T HEO RN AL 7 F 41 T2 TR CTHY D B AERN
T ESEHT-01 ThD, BHIEFEENEEALE 720 rICF XD EE TITMIR THYEY
WD, £ T, rCF ORI || BROEKESCEIZ LD R0 Hm R4 B
HIEL T rCF ~DH AV 7B Z B LTz,

3.1 TN rCF 13 AR ~DREBAMRGETS T T 2720 A T IO AT ) — = 7 Figt
HRELUUIFE R+ TIdle, 22T, Rt A 7 AR ET DI DAI) — =
7 REHIEN T 72 & 0395 vCF L% 500°C CHNEAL , i LHiAl AR A L7 CF % H
Y

AV THELTITARF TR, UL Z R @RI, KB EL T rCF ~ININLT- Tz
ATl UL Z R AT THNTDNT, AV 7 ALBRH# O rCF SAMBLA X 3-3-14 12,
YA TR D~ A aAa—F &K 3-3-15 12, VAP TG D~ A rnxa—F Gk
3-3-16 lIZZNTIURT, VAT 7 ABRIZED rCF O HbIFHEA TEY, rCF OF kgD
AL T ETREIND,

3-3-14 VAT T AR OfiESMEL (2 ALBRR, A7 LPRTR)
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AN i

3316 AUV HELE D~ (s Aa—T
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3.4 UHAZ) CFRP D%
3.4.1 VYA VB 3 CFRP OIS
3.3 THFNIRAATo72 rCF OFATRMMIIEE D2 /T U Mg A FEMfi L7z, 4% EB (T
FVIERETT 572 rCF TV R = VRO EREFEESHIINL CTODZED I RIBS L2805, VR
=NVIEEOM EAERIC L2825 M) % B BIZ PA6 2o \w U Rt St iR E L CRE LT,
Bt X 3-4-1 DIy MEL, SHHETEIZIOEK 3-4-2 DRI 725~V iklR A 45 T
FIIERBR 2T -7, BT OB 12OV THRBEICIK 3-4-1 O~ v b WS RE
(ZEOPERL 72,

3-4-1 rCF il ~Lvk

>

3-4-2 KX ~YLiRER i (51 5ERER )

YRR EB AUEE L7 rCF Z W /) alBit SR A 3R 3-4-1 1R, A /| EB ALt
EHITRAEL L LB ZMEDS B E L COBIERICHY , ZOFEEE L EB ALELD 3 k&
Vo ZAUTA LB DR FEMEZICRE L TDEE 2 BND, EB 13V 7 gstha 35729
rCF DJRWEFIZHO 70 EH B REFES MU =D L, A AV Gl v S E B R S S
RS T-ENCER L CEE B REE OB B SN —Chol-bE 2 b5,
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% 3-4-1 J1F e B

CF AR iRk rCF
FEAIE - EBMIEE |+ v ALEE
Rl MER (GPa) 15.8 16.5 16.0
SIERMEE (%) 3.2 3.4 3.4
5l5R58E (MPa) 184 192 192

RIS AT TRBUTZBERL vCF Z W ) il A% 3-4-2 1URT, =ARF TR, UL
B FH WT IO A T HI TR LI 5E T I FEICIZE AL T AL T, LA
MK TEIENZ D ST, AP 7 HBLEREAT > TH I FEMIEITIZEA L 720 R e o T R &
LTI B REEEDBIRL TV EEZBID, AIERFHI Az PA6 130K U BEALIZ T IR
FAERALTRY, RBMHER HICFET DR L ESOK BRI L OF B 2350 < @<,
PA6 DT INFEB BENL O R BEMHER ML OB AN BIF THAZLITERL THA P 7 Al
AT TH IIFTEIZIZE AL ZZR AL -T 8B 2 HD,

% 3-4-2 S35t B B (PAG)

CF BERLVCF
SzH| &4 - IHR*Y | vLiv
g4 R (GPa) 13.5 13.4 13.3
SIRMEE (%) 3.3 3.1 2.9
325 E (MPa) 179 174 170

EREREREOT YAV T HIFRIC LD E AL T 2720010~ Ry 7 2R iR E LT PAG KD AR
PEDIR PPS & W DIREZAT o7, D T)F R Ra R 3-4-3 [T, VAV 7 RPRIZE
DEITRIREE | SIBRAMEELHIT 2 BIFREE WM B LT, MRMEDIRVY PPS 2 Ve Z & TR L i~
7-BRD CF RIIRRED ZENHMEIZ /2 o725 2 HD,
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7% 3-4-3 J1 WS & (PPS)

CF BERVCF
SzHI %A 7 — IHR*Y | vLiv
HhFE 4R (GPa) 18.1 18.9 18.2
SlaRMEE (%) 2.0 2.5 2.5
5|5&EE (MPa) 160 192 193

3.4.2 VA7 Biift, CFRP DA%

BURD CFRP itz bl 958, 3.4.1 [ZFLa OB AT ¥ CFRP &b L€, #\i#i(k. CFRP D)5
DTSR R Z N, ZOBRH L, —f%AIZ CERP IZIE & R R D S, SR PRI EN D
LIS 20 957 —ADMEIREL TE W2 TH D, Bl biiiiE 2 &R S 5rCF DR L
TIE, A SRR BL T ay 7 R — MR MG Tuns,

ARAT I E D TITHE A B DR —NMROB O TH S, TG EL, fo SR H5
NTEY, oL, A HHE (15~100mm, AT —7 b+ 77 A /3—) Z i — RIS
T5, T BERAICS LB AN BB T2 —F 1o 7 e, 225 ERAL T2 DT
T DT VARG AR S D, —J7, UL, Z<EWERME (6mm LLUF) 2K ERE A DE, O L
NTHNTIRR D,

Rk AR EIE, D REIZHLUIR T I > Tobid, M7 47 A MR ERVE
W R ZNT TREG ST DL TRITRD, M RIZLTRERIN L, R a—LERTF 27
VD BB AN 2D,

Fav 7Ry —hEld, R FBEHEHEE TR Al e RS TUINT L= Fay T M &7 & AL S
7D THD,

ZNBICEMEA LRI 2 G iR S, B L S D 2 8IS YA 2 VB CRFRP 23M%515,
SRAREE I, th 3282 BRI, £91CF 2 A0, R B L O Fay 7R —NMIINLL, rCF
[CEDRSN DB FEAR Y V2L 2, 2Dk 55N 7rCEF etz v, U A 27 L Bl
CFRP Z it - i 752 L1080 | AARFHI T B ArCF OfifiE A e k425, 3¢z, Hi&BA
FEDIMHZ [T I=UY A7V CFRP O FEIRFRITIT—HAE FFHATHY . BAERIZIT, BEHE
Tierl [ANT T NARIZAF X AMUE (AN —=F—EDEVH L) 728 D=—X%F vy F L TD,

88



s 7*“ I ﬂ_lﬂﬂr
7 saTe
/% :/n r-CFRP

S (*;“é"CF ®LICF UK
SE{LisAE
whi FUTLGHE ACR:H:
JYFLY
SE(LEAE I
- L
FEHIL TR

3-4-1 UHAZ/)L CFRP B3 58t
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4. RFEEORR (ZRFRNE R OA MALE AU RE 3 5 B BASE)
4.1 R AR B D53 A

TR TRINE I DA BT T ETIRRR 2 D D 5T I E F LTz, 713, fif
HrEfifbo= BT VICE AT = /—/L A BIRF U E% DDS CH{LL7- =A% fiE
(BA7x/—/b A B R fIR : DDS=100:35 (& bL) ) ZFRL . Zha 250°C2 Wil $7z
13 200°C2 WIS TR LT T VB T, RO 21T -1,

9L, SR O+ EHIELE GPC Ti{To72, GPC(gel permeation chromatography)i=id. 43
FHARDENIESN T HEEAT ORI v~ b 7 4 —D—FETHY, @y FE D&
DABIOFEE S FE&EZRETDFIETHD, My FEHPIHERERP TLoTVDHRES
(hydrodynamic volume)&[RIUAZ. D KEEZDOHMFLE A T HR0R 7 NV % FRELUT- 07 2GRN IR &
EANTHE WETICBIT 2T AZXDORENED, T72bb, 5 FEOEVHOI, 7V REOHM
FL~DiRF (permeation) 13 72< | 73 F EOIRNSF LB I T LHF BB L CEH T 5 (size
separation), 723 . ZD4BEFEREH S . GPC X SEC(size exclusion chromatography)&tFREAULS,

GPC ERM 2 ITRT,

£ E: SNiEEro~w Y77 GPC (5 No.GPC-23)

e ©  REMTEREHS RT (B Y Ml R1-8020, EE 32)
17 5 TSKgel oM, a-3000 45 1 A(¢#78 mm x 30 cm, H v/ —f#i)
O somMEE(EY FULENN-AFLER Y FL(NMP)

# 0.5 mL/min

N7LEE - 40°C

FAR:  02mL

EERE Y —RBESEAR Y 2AF L

T-FHE :  TRCH GPC 7 — 7 iLBEI AT L
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BONTG3 D GPC F¥— LA FITRT,

2n File: E13 £08
IDE:

200°C2R5FE 824
16 1| 250°C2 R4 R

14

1.8

12 ¢

1.0

o

dW. dLog M

1]

04

0.z

0.0 -

T

10

Molecular Weight
M 4-1-1 =R FBAEH DO GPC Fr—h

Toray Ressaren Center ing

HIEOFER, 250°C2 B3RS IE, Mn: 1450, Mw:2570 TV, 200°C2 KA fi#Sh1E, Mn:
2330, Mw:4900 T o7z, T7205H | KMREIMFIZID ARF UHENA VT~ — k3228, BX
OSSR EE D L5 (R ESHE1T) 12ED, KRS Bl 35280 b7,

Wz, BRD 2 O 3OV T, GC/MS BIEZATV, FERAIE Sy - B DRSO H « [F]
TEwAToT, 728, 250°C2 B3RS DWW TIEAZ ) —/L 200°C2 FFRE AR DOV CIE A%
J—=v/raaiv h=1/1 OIREHET %ﬁ%)%bt#/wm/%ﬁ%ﬁoto

F97, 250°C2 KfE] i sh DR pl 3 2 LU R ORI o01 T ORT S, 7238, TICC IXh—2 /v AF )
L Naw T LD ThH 5,

91



H 2 5':
024/ 10418 13:14:25 7 E241018KC003-Cantrosded / lonization Made: El+
13- UEJC ‘MeDH 2150% 5001
x'ID Irtensity (70338643) HMP

o

Bl

) OH
CT

SD: l
| oo g
] '( ) l X7 ; g i},,o =)
=] l ] C O /
v e \ J
S.UU ' ' 4.UU ' ' 5.UU I I I I S.IUU I ' ' I T.IUU I I S.UU I 9.;:0 I IUUD

Tirrva[min]

[ 4-1-2 250°C2 Kl 3 i O A 5 TICC JLK (PRFFFFEI3~1047)

2024710018 13:14:25 7 E241 018K C003-Cantroided / lonization Made: Elv
B3 UEJC ‘MelOH 2150W 50:1

atof Intensity (T0338643)
T

HO (HiE)

LIS

+ | /HD O

w: |

O /o
| )

SD: oOH aOH ’"\?
| @Vé_ =)
1 =) ' |

OH OH | GlBH]aDZ ||
20
i = S |
T \ | |‘w H | /
e, P IO N RPN b VY DY VN | W, |~—--—-——J"’
wee | we  izee e w0 s 160 " 1700

Tirmva[min]

X 4-1-3 250°C2 B O 5y TICC YERK (PRFEFRFRI10~174)



202471018 13:14:25 / E24
SI3-063C /MelH 2150V 50
x'IDs Irtensity {70338643)

T

i ,—)—)_‘—_’_J et
— T T T T T T T
19,00 20.00

1018 C003-Centroided / lonization Mode: Elv
50:1

L— T
23.00

T
24.00

Tirme[min]

T T
20,00

T T
22,00

2024710718 13:14:25 /7 E2Z41018KC003-Cantroéded / lonization Made: Elv
1

SN3-063C /MeOH 2150V 50

xnof
70

50

40

30

20

Intensity (70338643)

—T T
300

4-1-4 250°C2 W 3RS O RSy TICC JEK (PREFFERET17~24%7)

L
2610

Time[min]
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4-1-5 250°C2 B3RS O RSy TICC JK (PR FFFERT24~35%7)



WIZ., 200°C2 W[4y iR Sh DR RS 4y %2, 250°C2 BRI fE B L S8 CTLL FITR T,

202410718 13:14:25 / E24
SM3-063C /Me0H 2150%

1018 CO03-Centroided / lonization Made: EI+
0

«10®  Intensity (70338843)

250°C
2 RF

HMP

: v
o O\:ﬁf" e }

] l
4\ l\l .

J.bﬂ ) ) ' ‘{10 ' ' ) 36‘3 CIW Tomalpmie] i'IDO ) S-IOO ' ' 9-}-'0 10.00

2024710718 1 7:00:01 / EZ41018KCO08-Cantrosded / lonization Mode: El»

SI13-088 /MC 2150V B0

x10°  Intenaity (70338843)

200°C
2fRF R

NMP

B0
[t
20
A A L
—— r - - S
300 400 500 600 00 800 9,00 10.00
Time[min]

4-1-6 200°C2 BRI iR sh Ok I Ay & 250°C2 BRI & Frlk (R EFEREI3~104y)

#10%  Intensity { T0398643)

250°C
2R

[
Ic
40 |[
20 |
i 1 L M
1000 1100 Thzee e e 1se0 oi@ee o 1ame
Tirwea [miin]

20241018 17:00:01 / E241018RC008-Controsded / lonlzation Made: El*

SI13-068 /MC 2150V 50:1
%10%  Intenaity (70338643}

200°C
y4isiin|

| SN I-0RICTHRIE TR ol E—2
&0
40+
204
¥
i [
IU!III II!III ' IE!III ' ' ' j IJ!III j ' ' ' II!III j ' ' ' IS!III ' IG!DD I?IDD
Time[min]

4-1-7 200°C2 WEfE o3 fif s O ik 57 & 250°C LD ik (PRFEFRERI10~1747)
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2024710418 13:14:25 / E24101 3K CO03-Centrosded / lonization Mode: El+
SN3-063C /MeOH 2150V 50:1

win®  intensity (70338843)

. Q
o |
250°C Ha i Hz
2R}
o
| W
204 i
| — A
7 T T T T
17,00 1800 19.00 2000 2100 2200 23.00 24,00
Time{min])
2024/10/18 170011 / E241018KC008-Cantroided / lonization Mods: Els
SI3-088 /MC 2150V 5:1
x10?  intenaity (70338843)
: #r SNA-003C T HER Lo fc =2
604
200°C ||
o
pdi=
——————r——
17.00 18.00 19.00 2000 2100 22100 23.00 24.00
Time{min]

4-1-8 200°C2 W[ /3 fEsh O K 7 & 250 LD bhi (PR FFIRFR 17 ~2457)

L EDFERD G, 200°C2 WEfE 3R Sh 2k LT, 250°C2 IREfE 4 fif st Clx GC/MS TR hD
RAMNEL  HESNIZE AT =) —L A BBy B SEEZ 2 bR AT =) —/L A Bk
AT D0, LA THD DDS RO FIZA T DM RS, £z, eAT=/—1
A BEGIRUTZEHEESNDA— AV T REN T 2 )— VR0 7= ) — Ve EORSr T- BR b M
ST,

WIZ, GC/MS Kby F By 23 i AT REL 72D LC/MS T kAT 2 $-0 70 (200°C2 KFf#l 4y
fifdh, 260°C2 ISR L) DT 24T o T, £\ I R IFELLTIORT,

HPLC A7 L :LC-30A  [Shimadzu]
Rt : @ Exactive  [Thermo Fisher Scientific]
T T A : Cadenza CD-C18 2.0 mm 150 mm. 3 ym (Tmtakt)
717 AREE 1 45C
B A1 10 mM BEEET 2 E =17 A KA
B:AZJ—
BAATOTTN : 0 min —5 min B=10%
5min — 25 min B=10—100%
25 min — 35 min B=100%
35.1 min — 45 min B=10%
Jicik 0 0.3 mL/min
EAE : 3.0 pL
UV Bt D7 BAA A= FT LA B (190~3800 nm)
A F 1k Ty hrATL—A A Ak (ESI) ik
MS Bt D 7 AF v (m/z100~1500), TE/EA 4 B
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/N I | EF%(UV Vis, BLO'TICC) Z7~7,

RT. 0.00-35.00
w03 [50°C2HE | 6
40000 5
3uouo£ DDS TIZIT? 9 16
= = - NMP 11 g0 ZD_‘I.312|J.93
‘Szuouo; 141 1 1011 12 48117 18

ML:
5.00E4
Total Scan

=113_063C
cond4

21.20
100003 ; mjs_{l ‘3”“ 13.27 1258 IDWH". 212
oE 132] 548 5_.21 1433 1a07 }\M 28N 2344

ML:
500007 ] 5.00E4
E CHL,&HESE f Bisphenol A Total Soan
400003 200°C2MFE : N / FDA
E \J S113_06E_c
= 21 ondd
E 1882
3 20000 I
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HETHY | Bk & I FREE 0 T B2 T LA MBIFET D E S,

UL EZRELDDE =R URIE S IX, HESNDE AT =/ — v A BIEG T 250
0 DDS BREATHDMIINZ T, ERXT =/ —/L A BB LI EZ NS T =/ —
A=AV T O T = ) )V PRI TTEHD NMP SRS LTS HEE SN Dy b i Sz,
TR RS OB M ZEHNZIT, B AT =) —)b A B OB SR LV NMP & DRI
JETDIRNTT DT ELNEE 2 B, S fRBOG OB EAL RIS DD ZE D o7z,

4.2 TIRFIRINE IR DT = ) — VA~ DFEIR A IS B BT D BA %

TARF BRI IEIL, BT I L AT =/ — )L A BRI R UAR 3 4 . DICY fif
fEE AT =/ —)v A BRI R SRR ) . BEL O ER T ML TGDDM R L1 iE /) fi
WD = TH D,

IO TRF R A BRI A FI N TIIAKE iR LT 2 FRllic ke b,

4.2.1 BHEET I 2T =) — )b A B 2 BE 55 f O K 3655 i
FEET I EE AT = ) — )V A B R UAIR 0 iR O SOGTR ORI, =A% FHK| D
EAT /) — )b AR AR RIR T5EET JREALA KB T RID A TR NMP Th D (3

4-2-1),

MR : RN T IV EE AT = ) — /b A B R AR /NaOH/NMP=5.00/0.95/94.05, J5
BT I EE AT =/ —/b A BRI RE DRI DML - B AT =/ — /b A BRI
/4,4-DDS=100/35,

OSSR BROGHERT 2 hy ROSTEFE 250°C(Lot:S113-045, S113-063), 200°C(Lot:SI13-068)
DN THD,

rRFnEfE S B AEREL (Lot:SI13-063, SI13-068 V44U Solid) 1%, FIFE B USRI %
L C 20wt Fe/K i A N Z . 100°CIIE SR CEfME . 120°C T 4.5h HEZZIELIZH D TH D,

# 4-2-1 BHFIETIVELE AT = /— )L A TR RS 45 )

NMP 60

Lot epEd  wmim FLEX FEWRE cpps as®  DMF

(%) it
S[13-045 Liquid bisA—tvpeEP 4,4-DDS 2580 2 - - -
S[13-063 Liquid bizA-tvpeEF 4,4-DDS 250 2 - - -
S[13-063 Solid  bisA-tvpeEF 4,4-DDE 280 2 = 0.6 a
S[13-068 Liquid bisA-tvpeEP 4,4-DDS 200 2 - - -
S[13-068 Zolid  bisA-tvpeEF 4,4-DD:= 200 2 =g 19.2 O

il EER L PACI2, BXONNICI2 24 B AISRIARE L ATHIEEAEIZEY Pd, BXOYNi fix CeO2
\CHEFL 721 . B EKFE RS FICT 300°C, 1h BTZLERL T PdINil/CeO2 filfiiZz-FHHIL 7=,
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RIS > = L 7 (il PAINIL/CeO2 100 mg, B HEFET I {LE A7 = /—/L A BlosR
FUMIR Y 2 mL, BFR 72 AL, 180°C, H2 (1 atm) FRPHA FIZTHKSE /iSOG LTz
(3% 4-2-2), Entryd™ O [E{RGEE 100 mg L NMP 2 mLL & 180°CHNFSUSRAZINZ 72, 5
JEVAIR D 53 IR CIIEEI =T V% FA O IM IR KV C/KJE % pH sRLL CH MR At LT,

it

PAINi1/CeO2 filtlit v, IN/KFE St 180°C, H2 (1 atm) FRBHA FCTTo7z (A% —
I 4-2-1, % 4-2-1), Lot:SI13-045 Liquid ¢ 18h & 0> GC YLK (%, phenol (1) 70%, 4-
Isopropylphenol (2) 46%. bisphenol A (BPA. 3) #H72L. 811 4,4-DDS (LAF. DDS) 14%Tdh -
7z (& 4-2-2 Entryl) ., $£72., [Al— Lot & 5M HFEE/KIER THAIL T 18 h IIESUSLIZE . 1.
2. 3. BLUDDS BENZEH GC UL 67%, 44%, 3%, 8 THFHIIZ (F 4-2-2 Entry2) , ZHb
DFERAZ LT D8, SR FREE RO R T IS D067 AR OPERICRERZET RS
VWA Y

WU, Lot:SI13-068 Liquid % 18 h JESEAHE 1, 2, 3, BLUDDS BENE 4 GC [NF
71%, 63%, 63%, %A THEHA (2 4-2-2 Entry3), ISKREMZ 48 h 12 95L, 1, 2,3, BL
O DDS Z3ZALEFVGCULE 69%, 65%. %A, 12%4554172 (F 4-2-2 Entryb), 1, 2, 8LV 3
(CREREAIFARL, GHEMZEIX U7z Entry 5 C DDS12%03 @ &7z, £z, #7825 Lot T
18h MNEAS S LI=354 Entryl & Entry3 @ 1 (XIEIEFEME, 2 1% Entry3 28 17%@<, DDSIX
Entryl 2% 13%m\V i R Lo 7-, [BEAREF Lot:SI113-068 Solid (#£ 4-2-2 Entry4) (22U TIE, W
FHH GC IR 1% Tdh-o7z, FRIEMELZ Solid 1%, A2 NMP A 2 BIAMEL T e
VN, BHOT TGO B P TR ZE L LI TREMED D D LB 2 B D,

FREOFEFFERID, 1 OGCULRIZKERZE(IZALN/2D 27273, Entry5 (2T 1, 2 BLUD
DSEELNDZENSI D 5T, Lo T, Lot:SI13-068 Liquid 0SB A 4 1E LTIk 345 i
JETDTEN, Ieb RORIETHLIEN 372z, ARRFESORE R, 4= Isopropylphenol 73 L)
B CAER T HZENHBALI-ZE0E, ZRESLILFRERL , EELSEOH ALEM)IC
BT DI H, 20X —F yMEEHEE L,

y
bis A-type epoxy resins (2.0 mL)

0..,0 OH
_.)(._ Y oH HO OH
O (6]
0w PN Do, S A SN Catlyst (1000 me) 20
% L NH, > R R

Hy (1 atm)
bis A-type type epoxy resin 4,4-DDS 180 C

phenol 4-Isopropylphenol bisphenol A

desired product desired product desired product

1 2 3

bis A-type type epoxy resin/4,4-DDS=100/35

Oar0

NHy NH

4,4-DDS

AX— I 4-2-1 BHFHETIVIELE AT = ) — )L A IR RBHIE S5 i O Ik 3545 iR
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% 4-9-2 HHWMET ILRLE AT = ) — )L A B mReSAHIS 45 R D NN K 3245 i O f It 28h S

Time GC yield (%) 'H NMR vield (%)
Entry Lot Catabst "o "1 2 3 DDs 1 2 3 DDS
1 5[13-045 Liguid PdiNij/CeCz 18 0 46 - 14 BS 45 - 13
2*L 5[13-045 Liguid  Pdi¥Ni/CeDz 18 67 4 3 8 67T 43 1
3 S[13-068 Liquid PdiNj/CeOz 18 71 B3 1 <1 BE 4] - 8
4** S[13-068 Solid PdiNij/CeCz 18 <1 <1 «1 - - - - -
] S[13-068 Liquid PdiNip/Ce0z 48 i) i) <1 12 BE ] - 13

GC, BXU 1H NMR I3 e LogE, " - Rtk L Td,
*15M HEER KR RO 2 RN . 180°CHNEAS i
2 [FEARFEE 100 mg (2 NMP 2 mL 2012 T 180°CHNE &

HIE T 1H NMR BRUKER 500MHz. Gas chromatograph SHIMAZU GC-2014 T b, F
72 LLF DX Internal standard (IS) &4l 77 OAEEZ, GC, NMR #E RAFL#H T2,

ol OH
? HO”EOH
phenol 4-Isopropylphenol bisphenol A
desired product desired product desired product
1 2 3
OMe
O\\ 'lO
S\©\ /@
NH, NH, OMe OMe
4,4-DDS Internal standard (I.S.)
trimethoxybenzene
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4.2.2 DICY f{bE A7 = ) — /L A BRI RS A8t 43 FR D NNK 3645 i

DICY b RAT = ) — /b A B R BHE 0 i) O SOSHR ORI E, =ARF T EHIEL TE A
7z /=) ARG, DICY SELA, AKEE(L T R A B NMP ThD (£ 4-2-3)

FELAK L : DICY i L A7 = ) — /b A BRI R U flE /NaOH/NMP=5.00/0.95/94.05, DICY fifi
fbERT =/ —/L A BRI RE B OR L B 27 =/ — )L A B R 1 5 /DICY /fE VAR
#1=100/6.5/1, BIGEAME, BOSIREE 250°C (Lot:SI13-041, SI13-062) SRR 1h, £721%
200°C(Lot:SI13-072) JIRIEfH] 2 h, HrFnfRfES a7z B AREEE (Lot:SI13-062 Solid, SI13-072
Solid) 1%, FrE BEDSINRIZTT L 20wt K ES AN 2, 100°CIIE SR ClfET ., 120CT
4.5 h BZE LT b D THD,
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% 4-2-3 DICY B{LE 27 = /— /L A B 7R3 AHE 45 i i

K Kis NMP 60°C
Lot No. EPEH| mE A EE R PREME FF%  DMF

(© (h) (%) IR
SI13-041 Liquid  bisA-typeEP DICY 250 1 - - -
SI13-062 Liquid  bisA-typeEP DICY 250 1 - - -
SI13-062 Solid bisA-typeEP DICY 250 1 H 6.4  AEYHY
SI13-072 Liquid  bisA—typeEP DICY 200 2 - - -
SI13-072 Solid bisA-typeEP DICY 200 2 H 3.6 X AR

il EEFREL  PACI2, B L ONNICI2 & B RTERIRE L, T TEEGEIZ XY Pd, 38X OYNi iz CeO2
(CHRFL7o 4 W /KSR FRPA S FIZT 300°C, 1h BITALEEL T Pd1INil/CeO2 fil A FHRIL 7=,
FRIBE S S = L U 7R A PAINiT/CeO2 100 mg, DICY f#{bE A7 = /— b A BR300 4
HES3 s 2 mL, Hi#p1-% Adv, 180°C, H2 (1 atm) ZXPHS FICTIKBED M EEFT-T2 (38
4-2-4) , Entry10 O 7, 180°CHNESR AT EAGEL 100 mg & NMP 5 2 mL 202 72, B
BEHE D5 —F )V 2 I IM MR KA C/KIE % pH AL TR 2l L7z,

fikft PA1Ni1/CeO2 % A\, MK FE iR SGE% 180°C, H2 (1 atm) FRBHA FTITo72 (A% —
D 4-2-2, & 4-2-2), SOSIRIZI1T 5 DICY #{bAIDOE A #I3MET GC SR THD,

Lot:SI13-041 Liquid % 18 h &% . 20 HkERC IM HlER /KRR A NaOH (2% LT 2 equiv, ¥7-
1% 4 equiv Iz CT/KJE pH 28 LT-, A& D GC IXRIE, 1, 2, BL3 BNZNLTH 42%, 56%,
3% (3% 4-2-4 Entry 6)72-7=DIZKI L, $E D GC IRITZFNE I 42%, 53%, ML (& 4-2-
4. Entry )72 o770 1 IXIEMHE. 2. 3 IZ5%ZETHA72 | IM HEEE/KIRIRIL 2 equiv TRINTTRWEE
A HND, Fo, ZFHAO SOGK A 5SM MK AL T 18 h MBS L7256 | Lot:SI13-
041 Liquid @ GC I3RIL 1, 2, BEUY 3 AZEILEI 9%, 31%, 25% (3 4-2-4 Entry 8), Lot:SI13-
072 Liquid @ GC IRITZFIEIL T%. 13%, 38% (3 4-2-4 Entry 12*) Toh-o7-, 2 IZ Entry 8 23
18%. 3 1 Entry 12 28 13%E< SUGSIED Lot 12X> TR HBYERR RN RIRDZ L0 h o1,

F7=. Lot:SI13-072 Liquid % %722 G REHE] 18h, 48h TITo7245A . i @ GC LRI, 1,

2. BEO 3 MENZEI 45%, 49%, ML (5% 4-2-4, Entry 9), 28 D GC IL=RIFZNT
54%, 67%. Fi 7272 57=(3% 4-2-4, Entryl1), Entry 11 O34 Entry 9 (2<H, 1 BLO2 D
IERBEINZEI 9%, 18%F< BRI ZJE T3 LIERIT B R LT,

7235, [EARREL Lot:SI13-072 Solid (% 4-2-4. Entry 10) @ GC I, 2T 1%L F TSI
AT U e ol FRRMEL 72 Solid 13, BEHADESIE NMP (252 REMEL TWHRW, SOV EH I
RGO B CRUR AL L= ATREMER B D LB 2 HiD,
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FREDOFRER LD, Lot:Si13-072 Liquid DGR A IEIX T &, 1 & 2 b mWIEETELI

2o iz, [Al— Lot DRUJ&HEZ HFAEIINBBIS T DL, 3 DAL @I T

bNDHTEDN Ty

Mol ZHUT, H\REICKY 3 DRFB—IRFEFEAVDUIMSI, 1 L& 2 BERT DA RIETHED

Tho,

A% — A 4-2-2 DICY fl{LE A7 = /— /L A B R RIS 3 fE K 35 45 fiR

bisphenol A

OH
OH

|>_/°°\_<| i
O. (]
+ NC\NJLNH2 Catalyst (100.0 mg) . "

H

>
bis A-type epoxy resins (2.0 mL)
Hy (1 atm)

bis A-type type epoxy resin DICY 180 °C phenol 4-Tsopropylphenol
desired product desired product
bis A-type type epoxy resin/DICY/curing accelerator=100:6.5:1 1 2
NH
NC
\N)LNHZ
H
DICY

desired product

# 4-2-4 DICY LY A7 = /— /L A TR SRS 45 R N 7Kk 32 45 iR o fi i 7sh S

Time GC yield (%) 1H NMR yield (%)
Entry No. Lot No. Catalyst

(h) 1 2 3 DICY 1 2 3 DICY
6™  SI13-041 Liquid PdiNi1i/CeO2 18 42 56 3 - 42 58 - -
7*% SI13-041 Liquid PdiNi1/CeO2 18 42 53 - - 41 52 - -
8 S113-041 Liquid PdiNi1/CeO2 18 9 31 25 - 8 28 25 -
9 SI13-072 Liquid PdiNi1/CeQO2 18 45 49 - - 46 50 - -
10*®  SI13-072 Solid  PdiNi1/CeO2 18 - - 1 - - - 1 -
11 SI13-072 Liquid PdiNii/CeO2 48 54 67 - - 55 70 - -
12*°  SI13-072 Liquid PdiNi1/CeO2 18 7 13 38 - 7 13 39 -

GC. BXU 1H NMR IR R LOGE, - KL L Thd,
*IM HEER/KEARE NaOH 1%L 2equiv. N2 C/KJE pH i H
*IM HERR/KIARR NaOH 1%L dequiv. N2 C/KJE pH i 5

5 5M MR /K AR TR IR A& R Fnt% . 180°CINEV I

* 5 RGE 100 mg ISV NMP 2 mL 2012 C 180°CHIE G

Il

k=]
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SR IT. 1H NMR BRUKER 500MHz, Gas chromatograph SHIMAZU GC-2014 Th5, F
7= LLFOIZ Internal standard &4 H A ORISR AL H# T 5,

phenol 4-Isopropylphenol bisphenol A
desired product desired product desired product
1 2 3
OMe
NH
NC
\NJLNHZ
H OMe OMe
DICY Internal standard (I.S.)
trimethoxybenzene
GC Chart
z =
Z
[<h)
‘E’ o000 1o
= sae] 3 Fison
- (R
Retention time / min
1H NMR spectrum in Chloroform—d
1 | ;e
| [ 5
| o
)
. ) te &
_ <
l a A, l L ::ld_ﬂ_, (. __|J"~/L\*.—Ia.,-'-' N 1 -

15636
]
{4

it
500

[ppm]

" 5./ppm
4-2-6 IS L&y DS, 3L GC chart and 1H NMR spectrum of Entry 6
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GC Chart

Intensity
g

OMe

—,

Retention time / min

1H NMR spectrum in Chloroform—d

il

Lo

{38

]
B

S e M

6 /'ppm

4-2-7 GC chart and 1H NMR spectrum of Entry 7
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GC Chart
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IID 9'0 NID ID ?I.ﬂ '.!Iﬂ 140 |:'u 18D ||ID 'Ilﬂ 'Ilﬂ T~
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1H NMR spectrum in Chloroform—d
e 5
—t+
@
=
wn
| g
| l
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4-2-8 GC chart and 1H NMR spectrum of Entry 8
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GC Chart

c
WL EFTRE R T
Qe Fesa
o '
Z [ e
R IS: 200
o I
S Fisa
2504
L . Fioo
- T e
50

Retention time / min

1H NMR spectrum in Chloroform—d

I1i—
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750
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(1]

o 35000

6 /' ppm

4-2-9 GC chart and 1H NMR spectrum of Entry 9
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GC Chart
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4-2-10 GC chart and 1H NMR spectrum of Entry 10
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GC Chart
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4-2-11 GC chart and 1H NMR spectrum of Entry 11
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GC Chart

Intensity
i

) o ) &y ) a ) P ) e e o o ile e Tike e ike e T 2o

Retention time / min

1H NMR spectrum in Chloroform—d

Kyisuaju]

6 /' ppm

4-2-12 GC chart and 1H NMR spectrum of Entry 12

4.2.1 ¥ 4.2.2 BT O LT, PAINi1/CeO2 fililA V=K B IRRG T R4
N3 i % FLB ) i OMILER C 4V U )V T = ) — )L e T = ) — L ~IEHR AT RE T D 2 & Db
STz AR, LB &7 &8 TR A EH T 2b 0D FiSC P TABL TWAEIIT, MDiKL
fifi FH I RE72 2R L T, 6o T RFIEIL, ERMELRRIEMEE G T 200 LB LT,
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4.2.3 FBHEWET ML TGDDM RS54 fy D Ik 3555 iR
FEWET A TGDDM TR SR 70 R4 D BUSHE DAL T, AR FAIEL T

TGDDM TRF U8R, I FHET I AEALAL, KR bR D A TR NMP Cho (& 4-2-5),
RS L AT I TGDDM AR i /NaOH/NMP=5.00/0.95/94.05, J5 &7 I
f#{t. TGDDM AR HE OMER b : TGDDM =R 4R /4,4-DDS=100/54,

BOGZRME, BOGERRE 2 hy BOGIRE 250°C(Lot:SI13-073 Liquid), FHFNEAE S AL [ AH0RH
(Lot:SI113-073 Solid) (%, FTE B D SSRIZHT L 20wt HE i KIS E N %, 100°CIsTE S i
itz 120°CT 4.5 h HZZHzLT-b D TH D,

% 4-2-5 BHHEBET I TGDDM R3S 455 25 ffds)

B R NMP 60°C
Lot No. EPEA| (X EE KH TREMHS FFF  DMF
(C) (h) (%) IR
SI13-073 Liquid TGDDM EP 4,4-DDS 250 2 - - -
SI13-073 Solid ~ TGDDM EP 4,4-DDS 250 2 H 16.6 O

fil RS PACI2, BEONNICI2 24 B AR L, HTHITEEGEIZ LD Pd, 38X ONNi flix CeO2
(CHRFL 724 W /KSR FRPA S FIZT 300°C, 1h BITALEEL T Pd1INil/CeO2 fil A FHRIL 7=,
R - = L 788 (ki PAINIL/CeO2 100 mg, a7 - {t TGDDM A% #i i
SR 2 mL, AEALE AT = ) — )b A BRI R RIR SR | iR 12 Adu, 180°C, H2 (1 atm)
TR FICTIKFB DR GEIT-T2 (6 4-2-6) , Bntryl3 SOSRIRD /3R HiR = F )L %
R IM B RRKES R C/RKE % pH FRELL CHBEE 2RI L7-, Entry D Zx 180°CHNESJEREIC
[ AR 100 mg LYAIE NMP 2 mL 20N Z 7=,

AN — A 4-2-3 WFERT ML TGDDM =3RS i O Nk 3545 i

O (@]
Y Y e
N N Catalyst (100.0 mg) O O
+ >
0 o) NHy NH; TGDDM epoxy resin (2.0 mL) HN NHp
Hy (1 atm) 4,4’-methylenedianiline

180° C
TGDDM epoxy resin 4,4-DDS . DDM
desired product

TGDDM epoxy resin/4,4-DDS=100:54
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% 4-2-6 BHHEET I TGDDM R S48t HG 45 fRA N K 35 45 i o i k%) 5

Time GC yield (%) 1H NMR vyield (%)

Entry Lot No. Catalyst

(h) 1 DDS 1 DDS
13*7  SI13-073 Liquid PdiNi1/CeO2 18 24 34 26 37
14 SI13-073 Solid PdiNi1/CeO2 18 <1 <1 <1 <1
15 SI13-073 Liquid Pd1Ni1/CeO2 18 25 39 34 40
16 SI13-073 Liquid Pd1Ni1/CeO2 48 28 42 29 41
17 SI13-073 Liquid Pd1Ni1/CeO2 200 mg 48 26 38 33 45
18  SI13-073 Liquid 1 mL  PdiNi1/CeO2 66 32 45 41 48
19 SI13-073 Liquid 1 mL  PdiNi1/CeO2 50 mg 66 34 42 32 44

GC, BXU 1H NMR I3 i LogE, " - Rkl Thd,
*TIM HRER KA IR 2 N2 Tk g pH il
S [FEARFEE 100 mg (2 NMP 2 mL 2012 T 180°CHNE &

fikt PA1Ni1/CeO2 % A\, MK FE iR SG% 180°C, H2 (1 atm) FRBHA FTITo72 (A% —
L 4-2-3), Lot:SI13-073 Liquid % 18 h MBS &I EHY (3 4-2-6. Entry 13) &0kl
(3 4-2-6. Entry 15) ® i@V{T-o7=, GC YLFE(X, Entry13 T DDM 24%, DDS 34%, Entryl5 T
DDM 25%, DDS 39%7= 7=, 245% Lot 1B AT = /—/L A B /RE UAHIR CTldiaun = | Zyiik i
TEIF T D7D o7, ROGKEEZ 48 h (IZffiX 5L, DDM & DDS 23 Z V1R 28%, 42% THE5H
= (3 4-2-6, Entry 16), GCIERIL, SUSRFRIZAE X3 8% A3 52803 507, [RIUK
SR Ot A —F 2 L7234 DDM & DDS 2 ENGCILR 26%, 38% (3 4-2-6, Entry
17) THEDIL, Entryl6 1%L Entryl7 X DDM & DDS ORI ZILE 1L 2%, 4%E0~>7-, GC
IRICRERZACIT RO T S IR L7222 E D3 37 o7, IRITKRIRR] 66 h, ORI
1 mL Z VTR — 58 T Ol A28 2 CROGEAT o7, il & 100 mg (3% 4-2-6, Entry 18)
EBE 50 mg (35 4-2-6, Entry 19)Z WA 0 GC LRI, BT D34 DDM 32 %, DDS
45%, %E DY DDM 34 %, DDS 42% TIEEA L 7N B otz, EFEORERIY . RS RER
ZIEIX U6 D GC PN b i< Fofibil Bl I B IN /a2 R T,

72¥ . HRIRAMEL7Z Solid @ GC UV (Z, DDM, DDS J&IZ 1% TIREM S iveh o7z (3
4-2-4, Entry 14) . BE{RGUEINALE NMP (252 RIEMREL TV SOV FRHED BLRECTHL
AL LTZ ATREME DS B D 5 2 HALD,
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HEHEE T 1H NMR BRUKER 500MHz. Gas chromatograph SHIMAZU GC-2014 Thb, F7-.
PLF DX Internal standard &k H oy O & A Fo#HE 35,

4,4’-methylenedianiline

Intensity

DDM
desired product
1
OMe
O\\ '/O
S
NH; NH, OMe OMe
4,4-DDS Internal standard (I.S.)
trimethoxybenzene
GC Chart
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1H NMR spectrum in DMSO-db
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6 /ppm
4-2-13 IS L&A ORI, L GC chart and 1H NMR spectrum of Entry 13
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GC Chart
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4-2-14 GC chart and 1H NMR spectrum of Entry 14
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GC Chart
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4-2-15 GC chart and 1H NMR spectrum of Entry 15
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GC Chart
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4-2-16 GC chart and 1H NMR spectrum of Entry 16
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GC Chart
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4-2-17 GC chart and 1H NMR spectrum of Entry 17
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GC Chart
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4-2-18 GC chart and 1H NMR spectrum of Entry 18
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GC Chart
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4-2-19 GC chart and 1H NMR spe

4.2.4 TR URRRD 7 = /) — W~ L HEL T O b
TARFIURNEE T = ) — VIAANEEHT HEAFI OV T,

|2
"
g

=t
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jm}
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ctrum of Entry 19

A, AT, RERZRDOERITR

L7ce B TFHRICA) b T A MBRHY | IBHRE ZfkRE L TR FIEDOR T 2y v & i 5,

126



#£4-2-T =ARIFIBNED 7 = ) — VAT 15D Hoii

ARE T e i1 Frs T2
i - Green Chem 26, 815 |Nature 617,
-824 (2024) 730-737 (2023)
Pd;Ni,/CeO . _
AN 7-5:<] 1 1 2 7| =N
FARIE, o FEF Rl 7 ONaOH VT =0 I
N RE) =D, |FWlR BB IR | e,
add) Sy BEEDY AHE R R
L el E 72 PATE SR | SOG4 ICAREINAOH  |/LT =7 Al X
7 DOfF DOHPFID LT [ LS P A

5. LCA OFFAfh - f7IE
5.1 CFRP fi# E A D LCA iR H

CFRP Ofif B4 THEIX, FEFOTED GHG HEHEZRE L7, UL TORIIR T Lo 8lE
n2%AEL . CFRP LB &N 2500 t/y FEL, /Sy F SRR, CFRP IR0 E &z 1,/
9 LRE LT, 7235, CFRP BEM ORE72E 12725 GHG HEH BITRREICE ATV,

v EENMP

NaOH — | 9@EEE
'--.____".___.--‘
"] %#3E
NMP — | NMP#ig |——
——— 1 %#sE

e
L J
| NMP

K| R EEE
“_-_-T._.—'- l

ICF Y +NMP( ER)
5-5-1 GHG JEHEDwi#EEDHE 7 vt A K

W, K7 aEATO GHG PEH &R ER L, B TRV fRIED GHG PEH &l s R, N —
P CF #l3Err D GHG HEH & 5% D GHG HEH & A Z L F RIS RULE,
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HLER

20
19.8
G 15 143 \wE=a
H DIER
G
E 10 NMP
(kg.7ka)
5

0
= BaR |y MR
= " it

5-5-2 GHG JEHHEORE LR

BYRIED GHG HEH BT, AEIEHR DRV RIE COXT IE# 8% 36.45 MJ/kg-rCF?| 4T
MO L —BATBVEZ 36.7 MJ/LYEL T, AT kD GHG BEH &% 2.46 kg-CO2/kg-rCF
ERMRL, 2T, rCF % lkg T DRI S DB LA Fh kD> CO2 & 1.54 kg/kgrCF %
Mz TEH L, /"= CF fliE o GHG HEH B, (REMHE SO ARMETH S,

ARFEEZELORBETIX, AT mEATO GHG HEH &I, /S—T0 CF USROS K 30%{K0
14.3 kg-CO2/kg—rCF Tholz, —77, BEFESDH NMP ([ZHIR T 50 BARPEH &EOK -2
DTS, 5%, ZOHNKOT-DIZIE, FEi 5 B TRE-CIEBERIN TREOM (LA LEEE X | 7
filfi 2 Ak fE 92

5.2 TARFUHIE M OA LA AR T % LCA A

TARF BRI DA LA AE BRI T2 LCA BRBEICBIL T, WAFEELIKE, BEPRERS
DXL Z T 72035, B AATORE Th 5, LCA B B AITOMBI T, AR LT a
1To7292 T, —MEAEEIE N LCA HEER A8 E LT,
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. FRETONERF®R
6.1 SAMPE Japan Zcimf BT A 2024 (2024 429 H 18 A)
[rCF B8]
OIF 11k
MRS LD G R ITIEE ST 0D,
SRR TR AR OB R ZAKHHL TV, BARDNEETHLMEHZ DWW TIT AR TERAH
LEL TOBRAT— VD3 RELTH,
RHIERLRIC Ko TEZ B/ 8T A IVR AR IR0, 72720 ST AL DRI/ fifCl
FIRTERVMERD DY ED L7256 13T — BERERL LT B SV iR TREICH 5 T
VK ZEREBITHTND,
-rCF O AJEREE L THIRE R, SRS, 3D F Vo Z— 74T AR, VIR, N
IR kR A Teb O ARE T,

(CF/PARWSIS M AR

O AR
ux b4

CHPADILINY <
T U

6-1-1. IT7A{bLEALE R G

OEfbRk
TR ERYEIZ T CEFRP &4 ik,
PRSI 6A%RRERTANIRIZ C 150°C X 3h,
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- ESRREAEIZ LD rCF IR A E RO (FeE B RERL) | BHIE 3R B2l OREN D

Do

s B BITIKFE S LT 350m D CF ORI B Eh L Tuva,

IRFEL T DT CERP BEM DU A 7 WS L TRV, PP 2 Z IeiEL AL~ TOH
NEZ RIS TR AT RE CHD T LA TERIE (T VB RDHAT])

SREFOAT — T LU TR R - Z R AL (NEDO 7'l ) 248 THUEIEA =Rt
B, 2028 FEHOEFH LA HIEL TIEICT AR T T MR T 7E,

-rCF O N &L TUD 7 — 7R\ o — VM 22 S % st .

BRI S — VR A L N — A — A ESP 77— A LY NI R — O HIBIZ OV TR A

HDHTND,
B R OFHMIZIE KEC % (100kHz~ 1GHz) | 25 R OFHMIIE B H 22k (1~26.5 60~
90GHz) & T\ 2,
-UD 7—71% 2020 EDBEIRICEFLTHY, 7TV d—77—IGCV R0 A& H[7TH%
Z{T>TUA,

VAT NAEENTBIIE OB G IEIL TRY ., IR Lo W IR B A% 238 AL Tt
gLkt D722 VA7 N Z KR LTz CERP, INEZ Lok & MEE SN AR E 28 AL
72 CFRP 72 E DBHFELT-> TS,

7 6-1-1. & HBROME

A& A VN=R—=r—2R ESP4 — X LY IL/R AR —
BlE# 100Hz ~ 1GHz 18GHz ~ 27GHz kHzs
L ADC12
RATH R Steel Al-Mg
(TIWIZAHAD)
BetshE A50% A30% AS0%
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VAIIOMBL YIS IMBD

6-1-2. WEALRRH ARG,

[rCF FHi&BirR]
Oxa/vgy—7L A
- CFRI #E& IR CRERLR rCF 2 BH%8 (P4« iR Q).
CF98%% 2%F2 FE DR TRElD TWD LR TERE,
Ui D HCH SOOIV A L TR IRV AMEE TR,
IR Q 2 LT WO E TRy MEEREDH (L AALA) .,
rCF ZfE LI B R iday 7 ROAT R —72 8,

6-1-3. Tony—7 LA ARER

OSUNAOYA
PO I KORRME R L D& 0 ANl S8 7= CFRP 2B %,
HHIEL rCF 27K ColEtE, AETIRBELIZLDOZBIK T L AU RIS, Ff&ric
TV AR %,
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< SERLAITR T DI TAAT 7\ o KA TET S ERE LAY AT HE,
Ny FHTORE,

6.2 % 32 BT TAF v 7NN TPtk Ak (2024 47 11 A 27 H~28 A)

P63“H T AEHESRIL AR 7 B’ L o DA —TR T ) T 7 A SRR (4 3K)

-PP/GF FRIZFKELEL CNF 2N, CNF OFR [ ALE G 15T =R LA 7Y o 7 HIALER
SR AL (H202) | R (2 3 fHlE 1) BRLERIZ DWW TR EEA 0~100%T.5-> TR
it FRALEED S 110°CIE i X 30 47

< F1ZEVE (B198) 25T L 7=k 3. S8MAMLER CIFALERIR FE DS B WO Sefhia T 2 B s kv |
SRERIE 10%E B £ TIE A IED A) ELT-b Do (1 BIFLEE) Z LA oD B Tl 2V
o FENTZED T8 S| SRER CIIIR LD B <72 D224 C CNF O S LEE DS L Q< E
35, SEM THLEE T 5L CNF 87 A=D1 CRIEL CWOA I 7RI bz,
— 7 CHRRLEL CIIRE L E DR T IT AL T,

T TV T HIEINT CNF O538A BAF ChHEDOFERBIFLNTND,

P60“ IR F AT LT AN~ — DA R RE T < Ny VAT AN~ — DA (44 TK)

f Tg SRIZDOWT CF AL L CHIsRMMEA G,

CENRTHET L2 T gL BB (190°C X 10 49) L7 RISV TR TEIRE ST 426 T 27U
RETFECEL,

7 VL RO W CIIHE R R IR SR AT L Q=D LY L2 RIFZE DTN RS
AT A EDMERNZ EDRIB SV, — F CREEEEIMENZEE2Z B L THL T 7L e
HARTEWIEZ R BIL TR AR 4 TR EAIFFC& 5,
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