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2. Summary

This demonstration project was conducted to industrially commercialize a
catalytic process to produce 2,5-Furandicarboxylic Acid (FDCA), a raw material
for polyethylenefuranoate (PEF) resin, from glucose, an abundant resource, via
hydroxy-methyl-furfural (HMF) as a new bioplastic production process. This
demonstration project is directly related to the construction of a decarbonized
society.

For technological development, a system was set up in which the technological
establishment of the HMF production process (Green Chemical Co., Ltd.) and
the development of FDCA production technology (Nikko Rica Corporation) were
carried out simultaneously.

The following goals were set as priority targets for technological development.
(1) Development of equipment capable of performing catalytic functions: A test
apparatus consisting of a 300 ml reactor and concentration equipment was
secured and commissioned to demonstrate an efficient HMF production process
using a fixed-bed distribution system and catalytic pellets. Because the current
catalyst is produced in small amounts at the laboratory level, a comparative
study of conditions was conducted using small pressure-resistant bottles. We
focused on determining the right balance in volume and temperature control
when increasing the equipment size from the laboratory level. We will continue
to evaluate optimal conditions further.

(2) Catalyst mass production process: We aimed to scale up the amount of P-
TiO2 catalyst preparation to more than 1 kg per week for HMF production. We
developed an improvement plan that enabled a parallel operation by following
the current process and effectively using the equipment. The maximum weekly
volume of 100 g can be increased to 1 kg per week.

(3) Development of mixed pellets of catalyst and adsorbent to be filled in the
reactor section: As the first step for mixed pellets, the pelletizing of catalyst and
adsorbent activated carbon, respectively, was examined. We have attempted to
produce pellets using a high-pressure pelletizer and binding them with a binding
agent; however, we need to produce pellets that can be used for an extended
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period. Furthermore, we have asked a specialist binder and sintering
manufacturer to manufacture prototypes.

In addition to the catalyst, solidification of activated carbon was considered. The
extraction process is complicated when using fine powder, so we aim to solidify
it. Using wood-based activated carbon, we will investigate molded products with
the assistance of specialized manufacturers.

(4) FDCA production: FDCA production using the baking soda method, the
basic production method, has been confirmed; improvements and larger
equipment will be investigated to shorten the 24 h reaction time and secure the
FDCA quantity. We also worked on converting to an ammonia process that
does not produce NaCl as a byproduct.

In addition to the technical aspects, the following activities were performed.

(1) Securing raw biomass-derived sugars: Information on an inedible and stable
supply of biosugars was investigated. Currently, the supply system is limited
owing to low demand, but we confirmed the existence of biosaccharides, such
as pulp sugar, that can be maintained at a certain supply level. In FY2022, we
plan to obtain samples and evaluate their suitability for HMF production.

(2) Efforts for LCA evaluation: We participated in an online seminar this year
and understood that it is necessary to collect foreground and background data

in calculating the reduction effect as a theme with the potential for CO-

reduction. From the next fiscal year, while seeking guidance from LCA experts,
we will accurately collect foreground data on laboratory data and testing
equipment data at the development stage and expand the scope to include
background data on raw materials, utilities, and procured items, such as
equipment and containers. As this field requires a high level of expertise, we will

gradually establish an in-house system.



A

BR

BAZEY~<—
Summary

BR

BEOWME

(1) FX0ER

(2) EXDEH

(3) FXRME

(4) RHEAH

BEOFHE

(1) BRI N EHiTHRE
(2) REAEXDODAE

(3) EifTRIREDERREBR
(4) R7oa—L
EXDERAS

(1) HVF EO#FHRAME T O RITHRDIEE N - BEEOREE

@
@
€)
@
®

O S HMF O &R AZEORE

HMF R U FDCA D& A EDRET

HMF XU FDCA M4 > 7 )LEHT

filsE DB EH EDRE

P-TiO2 fitif - H—RUEERL vy FOFEAMETE

(2) LCA DIEEE - FF i

) NAARERFICET 2THIZGRAE
(4) MYMBAHRT O 1—ILDEE
6) £EEBELDITELE

(6) BXDOHRLEFE (FL&OH)
EERBOME

=10
- 12

=13
=15
» 16
- 17

- 18
- 26
=40
42
* 56
- 83
- 86
- 88
- 90
- 91



(1) EREhHE o

(2) BENT-2HE .. .93
. B4 FEEDEE

(1) BH&YEEL TIN5 .. .05

(2) Hi-IcREShi-R5E .. .06

(3) RIZDOHMNHRE .. .99
. iR -+ +101



4. BXOME
1) EX0E=

TSRF VY ZHDBENS, NATATSRAFYIADER_—INFEY.
BEMRERAXRTSRAF VI EHGEET S LNEHROBHE L LTS,
BRARGIRYEADNHFMICEDH SN TULNSA, PETHEEICKR SN S XKEHKHE
NEZBHREZREBTOIHBEROEEL100t LNILORBREERRICEEFE
DTS, FAIB/NA A RFRER. B GEERME HITT O—/\ILGERRA
TETULVELY,

BEAGEEIRN 5D PEF #ASICIXRF FDCA NLEZA, FEEITA FF A
FILTNLTZ—IIL(MMF) E WS EFEmZ B L TFDCA Z&E L TLV S, MMF
DR L EHRMBRENFIFEGTY FDCA H3NA A TSRAF VI BEICHIETET
LMY,

INICH LT LT OEABREENCRBICEETEDLHE (TILEAFY—
R)EFERHELTHMF 2 FEMNICEETE S TAEX L HUF 281k L TFDCA
ERMEICHEST 5 TOEANRIKEAROFRMEICL YATREE Lo 1=,

COREICEIYHRPFTEZICAFTEIREVEMMNSEIRX KT FDCA
BEMNTIEEL T Y . PEF #EEQEBIERIZH D,



(2) EXnBEMW

AEEXEOBMIE, EABNAFTERNSHEN=——XDHEIZNAFTSRF
V) ZBEARXMTHRIZEETEDSLIICTSZLETH S,

BERMGHREREOBEL. /NILT - WEREORFA/NA A ERHEOWELE
S-St IEEEBEZERIE FOF O AFILTILT T —IL(HMF)] RV HMF
ERFELT 125- 050 HIILKRUBR(FDCA)l DHEEERALT S LICK
Y, HRTELEDLDA TV IBERR T LREROFERAZIMA T2/ 1 IR
RICERZ THEMNICHERKRT I LICHD. EEICHEET NI ATHEEZR
$ETDHNDT, FDCANSEET S PEF BEIIRE LI-HENTE, RELE
BOERAEMZEOHRALGAENFETE S, CNITEY . CO HHENDIE
BIZKESEMTESEEZ D,



(3) BXEME

AEBETEH. ERIERZEEALFY—DJ ) =7 S HILBKBASHD. TR
TEXKFEMND HUF R FDCA 28T - Dl - Rit 702X (BT %
T4 VRERIT. TRRT—ILNER U F Ry —)LETORIEBDERE - BF.
RUEHORBELEITI. TO®. MEA—H— - bBEA—h—LDEHEIZL Y,
A48y FR7—)LTHMF - FDCA 24 L. PEF #lsD&/K. BRA—H—
~OD PEF BBHOHHEEEIET.

1. AEXOHE

SEERE
o FRFEMICETAMEERIETOCADBERRUSA LU R FDCABAF (A A TSRAFYY) (HMF(EE - &)
o FHRMRICMTAEEAEOMERVUSAEU R P-TiIO2($E—HMFAE) . B -MnO2(HMF—FDCAf#LE)
c EEVORTE HMF(EE-B&)
o EERMICET AR oY ILTAT
SEHRX— L /\—rF— K
FLARAL T v —Okili)) - REIVEENL, FHH73

IR & IGT O ORI, RUATFAEA—H— -
{EFR= D DM S RAEATRREES S,

JU—=srihn

2A—-Yix
(BTARALFY-)
p Ar—=n
Ty 7RI
L 4 Rl - o€ RARRARAR
: BEfizA€vR bl
FHRRr—n Ry FR =N f‘_
o0, v BE X —H—(BEB)
\gﬁj\?‘— 2 1 =
e o4yYF = 1
s@osmmey 3o " o v Frr e By
P-TiO2% o \J o LA —H— B&A—h—(aM)
Al RNAA N PE; ==
YAHHON (PETHUEGR) ==
4
7 BAF a0 |00 | Tommme
HO A /o e " (P3FLEE) WO W
43 ARETS o PRy W X — N —
R A3 ~ -~ (k- ¢ —U=E
s R A H e A U L \ 1MAI92590 ) _ =

10



AEXRUVZDHRTRICBE LY 5 PEF Offits (R 1).

LLITFIZRY,

AR UHEE (R2) %

1. BELTHEERVEHKEE
RENSEH (LEHERH) REFH ‘
BROME EREREE | O R
A 25 -8
£ i (Fa/kg) £ ] el
TLI2)LEE 55~95M/kg FDCA 10,000~50,000M/kg 300~500M/kg FRISINED M L
PET 140~180M/kg PEF 10,000~50,000M/kg 300~500M/keg EEAFHIONRIE
%* 2. PEFORERUVIEKRE
D BEshamE. We. Kk
A Mg MRk (858)
o o aerra R T—B & A—H—EELT.
BEER. QRMH BABEA—N— BET T AP

HEoTiEREs
ORI

RERHIE

aHEE

RERH
HAENL—F

@ HRBOTERBELKBRMOFETREE. FAFIL—+

SEREHE T I

PETHRMLERFEE 607t-2019
(RybRRLIF A DI HEHE R

=)

200t

bAHFRME, /LT = FDCA
A—H— mPEFE/A—H—m=
BE/A—H—

20254F

PET 577t
PEF 37t

37t

BRI THL0

11

AR R ERZEAEM

20304

PET 507t
PEF 107t

104t

A RO BIGAEFAES




(4) ErEixsl

AEXDOERBEAFZUTICRY, KRPHFHEEHRASHET -7 3L,
AFRXFEZRAIZRZFRUOBRY) Atk ett, EEEANE LTHRSH/N
HEEFRIZMA T, RFEFA—HD—RUBRA—H—EDEELFELTL
Do
2. AEXORENMEH]

REEEE . ()T —— 7S5 R—
; aH : — > IAIL — ——
REEH®R CEO A B/E | FRIEXE : RHARE
(CTO [& =%
EBEME AEES
MEHIE DASS L

#EEHEE : FDCA &L
| BRY hxX=tt

s

| : HMF A R&

R
T

E#T 5% A HMF - FDCA &%
SEMSE, AURIEEEMM S4E

| AR&H/NEEER

BT 5k A : PEF 84k
KEEEA—D— (FFE)

E#ET 55 AN : PEF 255500
RKFBRA—H— (FB)

12



5. BXRDEE
(1) fRRY N EHAiTHIERRE

o EERMBARICKDMEMGHMFEE T A+ XDESE

FAFE L =P-TIO2fRIEIZ & Y KFZR B DV )L 3 — X (FRRK LERKIIZHMF
[CEHT D MMEREE T TIEERLIZHMFA Y L —X LEIRIGEFRE S L
THMFIRE[F40% KB TH D, BIRGER I THICRRICRE S THHEE
FTERMNAZTOCLRADKRLTHS, KREFRLRLTERSN-COTA
T REERAEEICERT S5-I, P-TIOfAE L FHERDEARLY FER
BLE-A— M)y ORBEERABERIGHEZHRAE Lz, RERE AR/ —IL
Wi L DBHRIFCTHES U LOHMFEAKZR LN D, CAL—EDRIE
TOtEREEITILENHDH. FTELHBEOBE RN, h— Y v ORE
ERRBYRIGEHFD/NEETHRKREZRIET 2BELH S,

o FIEMIAEE - HERFEDHEIL
SRAEFE THAT 2 DEIP-TIOE—EMERRL Y FTHLH=0., HaEAN
Ly FORGEEEWEILIT DDLELNDH D

o MIENDTEMAEESE
WEDFRLANILDOP-TIOAIEER SR TIX100 g BAMNRATH S, —A. L
THMFELE 7 0+ X DEERS ] DEIEHER TldkgA — 5 —DP-TiOfh 1%
—EMRR LY bDBBEEL D, 2T, P-TIOAREIRR B kgl EAR
T=IVT v TTERENHSD,

® FDCARMHENDRE L
HMF#E&{t L TFDCAZ (3 AM. SARLARNILDEEETIINaCIHRIE L T
BISIEEE L <AL, ChISih2EEE LT7 U ESTEABE SN LD
T, PUESTHRERIT 5. £1-. Hi TRGHEERS & OMELHE

13



ETHDo

o FEHOMER

LEAMEIETILOA—RPIT L/ —RAGEEDTIL FAF Y —X([EETHMFIZ
EMTE LD, BEHORECFTHEI~NORIGICHZ . EROERMIES T
EHRBTTREEDAEZITS.

14



(2) EAFXEDAR

HED R KRIGIZ & HDHMFOE B R UHMFOBEE R IGIZ & SFDCADERL : %
DEOHDOLUTOEZRRMZHREBEL., DRERAETREILT 5

DO REDENEL

ik (ARiE) ERRYIOEUR (RER. BEmME. 2BEEIR)
TNENZRAL—RICETSED=H, MNEOBEERREREREEZANT
BREES %, ME—D—HRoRLy FOBMMELHERT 5,

@ AR D EFE
P-TIOfRIE AR & 1kgBART—ILT v TT 5,

@ i —H—Ro Ry b DOEERET

K THEAT S2DIEP-TIOfRE—EERAAL Y FTHEH=H., HEAAL Y b
DEEEE YA XEEZMHILT 5. BH. HB/RL Y FOEEMELTIEIRIYRF
LUNEETHDZENBRICHLMNIE > TSN, FOMDFED LLEIRETE
7%,

@ FDCA7 &= 7 EDHEIL :
LA DN T O R—%RANT, PUVEZTEERILET 5.
HET, REEZHZHRLERIERZR LS E D,

15



(3) IMTRIERREDARR B1Z

D BIRIGHEHIZ X ZHMFUIREDE L : #EI5%LLE. UNFEI0% L. E

Q@ MEDEEER : Bikghlk

@ FDCAMAEEZNERE L : IR380% LU E

@ ERBNAAERBEBOBEHRBEDT —2INE
FOCARBEEESDREHBEIZDONT, AET Y TEERK

16



(4) Roa—IL

AEXRIZBEITS. FREBRUVEZDOFHEZTY
&3, {EXRETE

| |BRERIOES CEBRIHD) ZE 123

2 |ARBEEBOMEK ZE * | x| k| K
3 (AL YER - FHE ZE -

4 |MEOBE ;i >

5 |LCADIRIE- FHEAEDER Lﬁ >
6 |HMF&RR DS ZE >

7 |HMFE RS ERI & BT Lﬁ

8 |FDCARIGEH DB Lﬁ >

9 |FDCAS BB IEIIZ S HIRIT ZE -
10 | \AABEHORAE ZE >

11 [FEEERER~OLHE Lﬁ *

12 |RTHREEOERMR ZE > %

17



6. EXXEBOAR
(1) HMF SLEDQFRAE T O R ISR FEM - REMOKRIL
D ¥EHNL D HMF DERBAZEDEST

o K& EERMBARICKDIMEMNLGHMFEE T O+ XDELE

FAFE L= P-TiO2 s IZ & Y KB EP DY )L 21— X [EFEK LFEIRMIZ HMF [
EHT 5, MERISEITTIEER Lz HMF BNY)La—R EBIRIEERILT
HMF IR (% 40% KB TH D, BIRGEECTRIICRRICRESETHEET 55
NAEZTOERADKRLTHSD, REFRUANILTERSINZCOTAEREE
FRZEEICE#RT 51=HIC, P-TiO: Al & FEHRDEENLY FEFREBELI-H—
Uy OREERBBERIGERZRAF LIz, REREIAS / —ILHH &S EER
TETHIE 95% L LD HMF E&R%#F5FICKIILT-, HMF BARO I HHERIE.
%D TGHMF B U FDCA 04> TVl @HMF 4> 7L iR
2R,

ETBI2, SO HMF ExZ#FE LT, FDCADERIZHBYI LTz, FDCAD
PHHFERELTOHMF R FDCA DY > FILEEHE @FDCAH > TIL HHER]
2R,

ho—EORIETOLRERET HHABRKEZREEL-, PHEEHM
DRGNS, h—F) v DREERMBERGHFD/NEIR THRKRE ZREET
52 & &L, BARMIZIK, ARSM/INBEEEMOBHEET. RETAERAD
JAvy Y 70—[CEDTVTY T I —BLVRBEEN S AHRBREE £ 8%5
LEMEL,

18



o HEREEDNEMK

AREXTHT-HEZT o~ HMF EREFEZEEDERM BERUBE (K 4).

RUJoys7a— (B3) 2UTIZFRY .

x4, RBREBOER

BREE T EE BE

)T 52 —&B

IR H1E T aA—RKBRETE 2L

QUTFTUHR— JEI. AL Y FELIEAE - REFIES | 300ml
Ry hEFRE

QW& & mExX., RERZRE 300ml
MUTFTHA—IZRERLY FERIET BHES
[FEHELY

DR T DO>@>R>1 DRIEZEHRT D

SRR

®AF/ — )Ll | VT 2—EHMALEIRD A4 / —)LiHKEZE | 3L

RATHE BT

@z FEE AR —ILHEERNS AR/ —ILESIE DB

& D HMF (&5 BB IR

@DarvFoYy

SIELF- A%/ —)LEAHLRIE
BIUR A% / —ILITEBEFRAYT S

@HMF Bl % >4

S EEEIR L = HMF (X2 AR5 (245N

19




3. HMFR#fEXEE JovsI7o0—M

£ a— 2 (ER)

v

[REE R
v
RIS ¥ OREMHIBET S X TER.
!
®’A

T
=
M
i
a0

Yy v

ot AEI

20



V708 — Wamks 2%

RET - &EEITo=. HMF ERGERED ) 79 2 —ICEAT 2 B EREMLIE.
RO¥kIZIE B,

BEL1L V75— 8nEx

21



BE2 Y703 —FKEKERER: VTV 3 —TERINT- HMF 22L&
M, BIRISZERZ SN2, BIEIC HMF ZEMROREMICRESE
Do

22



BE3 AFEEHIYRFLIUTIEZ—RER : ZREBICAESRL Y FEFIET
Do

23



BEE4 V7958 — TEHIANZ—: UTFIE3—RAD BERL Y ] AY
T3 —NIFEnHDZER<,

24



FEES5 30m Y7o 4%— &8 ET I[RHE »o IRoJ) #ATHE
()75 45—1 THERIGMEESH., EDR, hRO RERI £&FT MR
i) CRABIREG D,

25



@ HMF R U FDCA DA A ZEDEE

® RILFEMHDIRES

-RIGIBTE-YDAEEMMEZBEMNE LT, TR N 1DEHEZA—XIZEH
REZEF-TXAMNo2%ZTotz, COEETMBEEZIEAEC & T, X
[CEREZHIB Lz, BEICREEEZBNELT, EERVENZ LT, #&
RELTRMYAEML . FOCABITRDFMEMNMET L=,

- GCMSHIEIC & Y A HYDREZHA-A, BHEICEEL LGN o1,
*TAMNO2TOREETORRAZHZRT HBMT. TA FNo3RU4Z{To 1=

- TA MNo3TILEEZZEEDN100°CIZERE L. [EH ZE24MPalZ BRRERIIZ EIF 1=,
No.2 & EERTHRAMMALEDH -1-C & T, FDCADFEMN S LRES T,
*TAMNOATIRENZEREDIMPaIZERE L . ;REZ110—140°CIZERFERIC £
(Fl=o THYDH TEICRTISIDEREN S N &b FDCADFEIENo.2 &
FEAEEDLIEMND T,

£R5. FDCASRT R FNo. 14D RIGEH EBITROGCHHTHER

72} No. 1 2 3 4 fii#
HMF(g) 2.23 10.00 5.00 —
MnOa2(g) 10.00 — 5.00 —
NaHCOs:(g) 3.02 13.54 6.77 —
2 A (g) 120 — — —
)i CC) 100 120—135 100 110—140
FiE 71 (MPa) 1 2—3 2—4 1
B RE (hr) 17 28 20 20 A - wHEE £
GC LRk (FE%)
RT 6.7 ND ND 0.22 ND HMF ?
RT 7.3 ND 0.87 0.34 0.45
RT 8.1 ND 0.33 0.27 0.45
RT 9.7 0.52 ND 0.27 ND
RT 10.8 98.83 93.11 94.87 93.56 FDCA
RT 11.1 ND 0.23 ND ND
RT 13.9 ND 3.58 2.12 4.07
RT 19.6 ND 1.27 1.18 1.23
RT 21.2 0.27 0.63 0.73 ND

- TAFNo3LADLEN S, REMEVWALRZEMICIERNEE R S,

26



- FERT1IBIDA MY IFEDFEBE & BHITEMT 2MERAH LD T, EHMH
TRISZERZADESINBEMICERVNEEZ 5N D,

B4. TR FNo.3DGCHRZERFZE 1L

100 20

98 L 18

96 L 16
JB 92 L 12 Eé‘
50 10 =
g B
~ 86 6 I

84 4

82 g

30 "

O 4 8 12 16 20 24 28 32
FEE G EER (hr)

B5. TR FNo.4DGCHRERZEL

100 20
98 18
96 16
- 14 g!:
R ——
jm 92 12 & RT10.8(FDCA)
el 90 108 e
S ss 8 §
9 8 +—RT139
T g6 6 Kk
—e—RT19.6
34 - a4
. > : —e—RT21.2
80 0

0 - 8 12 16 20 24 28 32

EH R IGEFE (hr)

27



6. 7R kNo.1DGCHARRRFZEL

100 20

98 18

96 16
e | 14 §
o 0
im 352 12 s
i 90 10 =
g =B
L g 6 K

84 4

82 2

80 0

0 - 8 12 16 20 24 28 32

B G FE (hr)

E7. TR FNo.2MGCHRZERFZ 1L

100 | - 20
98 | L 18
96 | - 16
—~ 94 | 14 g
=R
w92 | 12 %ﬁ —e—RT10.3(FDCA)
e 90 | | 10 '= —=—RT7.3
g ; ‘ B
S % r8 &  —e—RT139
L 86 | Le K&
—e—RT19.6
84 | L g
82 | L o —e—RT21.2
80 - Lo

0 4 8 12 16 20 24 28 32

EE RIGEFE (hr)

28



8. TR FNo.2R&28hr THGCHHTHER

750000 3 SFID1
500000
250000
N 85 2 = )=
0 e L < - A A" ]
————————————
5 10 15 20 25
min
(RFFRER 5% e
6.7 ND HMF?
7.3 0.87
8.1 0.33
9.7 ND
10.8 93.11 FDCA
11.1 0.23
13.9 3.58
19.6 1.27
20.2 0.63
Total 100
9. TR FNo.3RIE20hr THOGCHHTIER
1 = SFID1
750000~ S
500000
250000
1 €8s =| e s 2
0 IRARINE ~-_® = L A N
T [ I ] T
5 10 15 20 25
min

29



TR FFIRF i FE % i %
6.7 0.22 HMF °?
7.3 0.34
8.1 0.27
9.7 0.27
10.8 94.87 FDCA
11.1 ND
13.9 2.12
19.6 1.18
21.2 0.73

Total 100

10. TR FNo.4RIE20hr THOGCHHfER

| = SFID1
] s
500000+
250000
i 77} S @ k § %
1 | 2 &8 - >
0 ol L ‘\.LL i -.® Ji A a
I T ’ ! " I I T
5 10 15 20 25
min
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PRAF I ] % i
6.7 ND HMEF ?
7.3 0.45
8.1 0.45
9.7 ND
10.8 93.56 FDCA
11.1 ND
13.9 4.07
19.6 1.23
21.2 ND
Total 99.76

- SEDOAHELT. REEBEIFNZDDOEAZELIFEI LT, 12BETRE
AERT DL OILBEHERET 5.

- AIRETHNIE. FREEFIOWMBULEIZT v TT 5,

- THYOERE (18) 22V TE, SERITORVEORFBRZET A THE
ERR

® FLiT &M DIRET

-BE. RIETRAMTH U TY VT LERIGREGCHIT HFRIC. I ZRRL
f-oREREL. JFonf-ERY (FDCADONaiR) ZIEEECHIE (BfT) L.
i L7-FDCAZ 5@ TEUIL. KELTHEEL TS,

" CDEZETOYMENRXZTRANRD & NatEh 5 DFDCARIUREANTR AT H64% & .
FHEIO%LLLE) KYEMGEYEN EADLA DT,
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#®6. TAMNo.14Y LT U BOENER

74k No.1 7Ab No.2 | 74k No.3 | 7AF No.4

v R 17hr | 5% 28hr | K 20hr | U5 20hr fi =
I LA S (@)D 0.16 0.22 0.18 0.22 100%Na Hg & i
Ve (mmoD® 0.80 1.10 0.90 1.10 453 T8 200.06g/mol
Ik (g)@ 1.59 1.10 2.08 2.53
e JE (Wt %) 9.1 16.7 8.0 8.0 D,/ (D+@)*100
IR (g) 1.42 1.16 1.79 2.25
BAT (mmol)@ 14.4 11.1 17.2 21.6
% ONa S5 25 9.0 5.0 9.6 9.8 @22
itk (@® 6.67 2.94 2.54 3.15
A~ | % Na M@ 41.7 13.4 14.1 14.3 /D
KB b iR () 2.53 2.03 3.65 4.50
KAk (g) 6.85 2.72 2.37 2.92
AT i (2) 0.08 0.07 0.09 0.09 100%FDCA & {fii
M (mmol)® 0.51 0.45 0.58 0.58 4311 156.09g/mol
[ 2E(%) 63.8 40.9 64.4 52.7 ®, @ x100

-OXDDELHDBETBRPICEENTVSEFEL TSN BRI TETL
A A

- BEUREIMEVREEE LT, OBHITIALF < TETLVEL (FDCADONaENFE -
TWL3). £ LLIIFDCALSADIK (£ LK IFIEER) ITAMTOTVLDAHET
WAFATREMEZE Z TV S,

-SHROAHELT . FTIEOOREKE LTUREEZ LTS FRKIEERTER)
LT BRBALIC) ERTHILERFLTHD, QI2O2VTIE EFY
D FERBAETRET,

® EE R AMIEIRET

* T X bNo. 2R IE28hrDiRHERZ Bl fh Z BRAT L =1k, EMHERLEICEY REHNFE
L5 onEmERELE:
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R7. FEERLESEH

IH H E s
74h No.2 )is 28hr FEHT i (g) 0.14
IEMER(g) 0.08
IPA(g) 10.8
I (C) 50
P (hr) 1

- RIDEFHTLEER, ABICKYFEEREZREL. IPARRSELT,
- BUR L= 5%10.99% iRMEzE L T, KERDOEMY0.129%F 1= (HIES

5.7%) o

1. FERLEFOGCT ¥— k

8 SFID1
]
e
500000+
250000+
2
| ‘ ‘ g8 | = 2
WU ~ 3 \ =
0 i (W . L A A
T T T — T — T —T—
5 10 15 20 25
min
PRAFIRER i % ke
6.7 ND HMF ?
7.3 1.22
8.1 0.24
9.7 ND
10.8 92.55 FDCA
11.1 ND
13.9 4.83
19.6 1.16
21.2 ND
Total 100
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®12. EHRMEEOGCT v — k

750000 % Srip!
500000
250000
NI - A . —
r 110‘ II5 ZIO 215 |
min
AR % T
6.7 ND HMF ¢
7.3 1.32
8.1 0.29
9.7 ND
10.8 93.12 FDCA
11.1 ND
13.9 4.06
19.6 1.22
21.2 ND
Total 100

EMERLIERTR TCCHRICKERELFH oNEMN T,

- SREROAEHELT, FERLE LA KZREREER. BER (&) [CX2TH
HYNEBRTEENE > EHETET B,
"BERRICLYREORLEARONDISS. BIREEDEFRZREL. FEEY

DEEILZER S,

® FDCARIGEhEDF L
HMF#%E&1t L TFDCA%ZE 5N, SARLARILODEEETIEINaCIHABIET 5D

T.NaCIQUEBIREZMMLEITNIELZSHEWNT EITITEMICITEFEL CHLY,
NITRDHBEEE LT VEZTENRFINDIDT, FUoEZTEEE
SMT—< &Lz, T, HETRICEHEEEHBLEEDMFELLLZFEETH S,
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BRAE RIS ITELMEE A —H—D DG G T, BRY st ARERSE
[CEAT, BE ) AB%ARHEERAOA — I L—T28EBRETHDT. £
noERAVEASSHMFN SFDCAY > FILER % LTz,

RRERNEZLFL-OICEBAHMFZANT, A LATLERAREERED,
AELIZFDCAY U TILIERI LK XRAEBETHARI KRERAREICTHML.
FDCATH D L ZHEZE L 1=,

HEDZHRLARNIILTOFDCAERD RIGEHIE. EEEREIZAITTHREDR
HWHAHEIDT, TNLEMKLEASNYFHYDEEEBRKOFHEIFRT
%o

CORHEFEL TEEE THD. aEDOBERFRZRAV-RIERIGGEDOT, &2
HRIRETRYBRES 2BV, EEEOERZH/-2 oo, IMRET
D7 VEZTEDRSFICADZ EICLT=,
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BH 6-1. FDCA > JIL: )= 2 hILEE HMF ZR0NTHER LT
FDCA ., %% FDCA O #HiT—42 1L, @HMF B U FDCA D4 > FILFHEDE

S,
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® 7UEZTEDE

RRIXXFEZRRVAR Y DEEART, EEENLTUEZTEADE
BICDOWT, BEtZ1To7=,

WMEDEEZIL. HMFH S5FDCAE B DBFET. BIERMONaCINEL., Th
EZRE-BREITLHFHEORMMIDLEVSFELNH D, CNITHLT. TV
E=_7ATFDCAZERT 2ENTEETHNIE, NaCINFEELLBVRIGERY .,
CORBEERRT HDENTREE LD, £, FRISTUEZT7LEUL. BFI
RAY5BERZAREET S, BEMGaO T rTHS (F13-1),

B13-1. EEZDRELET VEZTEICLGRERRTATT

HMF—-FDCA: EE;: L8R

Nao ONa HO OH
o) 2HCI
o 0
\ > >
- H:\;F7 ) NaHCO,: 3.02 g (36 mmol) (g':Z;GCA)
239, 17.7. mmol) H,0: 90 mL r“ .30 g,
%63 Mgfh HEfINEE: 86.0%
c. SiEE > 99.9Y
3.5 Wt%7 ILa—RIKBHED ‘ + 2NaCl
ELREERIC N

EEEMBEADORR: TUE=TH NH » [5] 4 % F

NaCIE| 4L

[ NH,
o} O, NH, HNQ = ONH, I HQ, o oW
oo » H7
O U e, O o © U
150~170°CIZhNZEA

REEN D THEEDT. RERHZHREL. 7V EZT7ETOFDCAGRE
BzxRkLt= (BEE6-2), Sk, MNRETOREBRZHRYRL T, FHZEELLL
T FETHD. TVEZTETOEEIZERIT ML, EEETIERATEDE]
ARINaCI A FEE LGV, TEMICIEEREZMBICELTLS,
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BH6-2. 7UEZTEDERER

® 7 UEZ=TIAIC Kk HFDCAG BEHER
> B

HMFm» 5 FDCAS BB IZfEAY SNaHCOsZNHsICE E M A - RIGEHERZ1T 5,
ORE

(o] 0] (o] [o]
0 o o (o} 0
, MnO,, NH
Ho/mo 2 2 3 H,NO \ / ONH, Heat HO \ / oH + NH,
H,0 -170 °©
HMEF 2 FDCA NH, 150-170 °C FDCA

> RBRAERUVOHER
TEREHICKY., PUEZTEICEDRIGHAEZ, 6hr+6hr (FEHE12hr) TT
2= (05L #—FO L—TFER),

HiH Fi fiii %
HMF(g) 2.23 17.7mmol
MnO:(g) 10.00
25% NHaz aq.(g) 3.61 NH;z & LT 53.1mmol
&k (g) 116.4
RS RIE(C) 100
BT F1(MPa) 1
SR Chr) 6+6 AR - AR EES
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- RIS6hr R U12hrDH > T U T RIZDWNT, HEDFETEM L TGCHH
1T o1#ER. FDCADERITHII LTz, FDCAREIX13~14%BETH > 1=
(R13-2%U13-3), CHIFHMFORIILILVEAT7 VEZFERIGLTA S Y
ZEML. BIRERC LI-AREELAH 5,

KARICEWT, UTORIZCT VEZTEIIEEEITHEAT, BIEYOHNHI
RURGEEOEREZRZ I EMNTARETHIENTE S AT,

> BIERHO I
SEATIEREBKRT M) Y LERAL., FDCAONaENER Sh 5, FDCAE
KEDBT H-OICIERRERESE., NaZHEBRESES, COEBERRIGTE
ARYINaCl (18) MNERUEERT 51=86. EEETNaCIERIEE T 57,
NaCIER Z T Tz, BEREEFT MUV LDRDYICTUE=T7#FERATHD
DNT7UEZTETHY., COAETEHTZUEZTHIEIMBIZEIYARELTSH
BELHEB#R SN D, SEIDT VEZT7ETRIERYNaCIZR Shiih o1z,

> RIGERE O EHE
BEENT VEZTENEFRDOFREL LT, RISEHORELRIZKY ., BEE
BTN D > TUOVRICDFEMBERA 1=,

ZTOMRE. SEORBRTIX6HEME TOEMICHII LTz, FDCALUSNDTHY
HAETWSH. §%. REBOKEENDT. EEEFHORELER >TWL,

w [X] 13-2 )t 6hr B2 U o FEENT L O GC SRS R (RFHER

g% fifi+5
q = SFIDI
mnnnnj I 6.7 ND HMF
E 7.3 ND FFCA
1 10.8 13.64 FDCA
200000+
1 el 12.1 28.08
| ‘ I 12.4 31.91
100000 ' ;‘ 13.6 9.60
11 ‘ .“ g 13.7 13.70
R T N 14,2 1.97
o 5 ‘ o 15 T s ) Total 98.90
w %] 13-3 [Zhts 12hy 27 D o TGO GO Sirss & St EIAE% fig %
500000 | [ g SFn 6.7 ND HMF
] 7.3 ND FFCA
400000
] 10.8 14.07 FDCA
300000-] 12.1 19.68
1 12.4 45.30
200000+
] 5 13.6 411
100000 | ‘ ' \ ‘%H 13.7 14.04
1 =g e g 14.2 141
ol MUl 3 5.5 B Pl R
- ‘ ‘ . Total 98.61
5 10 15 20 25




® HMF RU FDCA O > 7 )L

e HMF > )L SR

HEIZCEOWTHMF YU TILEERL. NMR K B0 ETo=. O
DIER., HMF o TILO#MEIX 99.0%ULETHY . &

—
~ 0

EOBEEZERL

AHEE LTE, RMESOICRET S L L. SN TIEHTERGLESR
BEERLTIENSROBEL LG o=,

13. HMF 3> 7 )LD NMR 2 D5 R

.229

<7

22
6.517
6.509
—4.699
—3.323

—=-0.008

T T T

T T 1
28 26 24 22

ppm
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® FDCA Y2 TIL SR
EEIZCKY FDCAH U TILEESHL., VA TS 712K 50 &E1T-

f=o DHTDIER. FDCA Y U TILDFE(L 97.599%, INFE 85.7%ThHY. &
FEEODBEFERLT-,

Ml &S LTIk, BIEMTHS NaCL EDHEAES L URIGEBERERST
MNEREE L T=,

X 14. FDCAH > TILDOAHHER

EONFIDEN‘“AL ] 2021/12/10 19:56:38 Page 1 / 1
Al LabSolutions AHTLAR— b

3369318 832316 97

3345 10209 L S SO
7600 1694 ~0 g . T |
3452199 854483 B 10000 R e

<HUTEB>
HIIE
HT )LD :
F—H2I774)  :FDCATAFNo6 LR IERHE TMSILAT 1t LiEA.god
AYYRTFAIL  FOCADBEREIIZ D2 (hFLZERE) gem
RuFI7A) .
/\4Z)b§% il HYoTNERAT 33
EAE :1ul
SR - 2021/12/10 19:23:47 SHE : System Administrator
R B :2021/12/10 19:53:51 BRiTE : System Administrator
HaTrITIL>
uVv
4|*' - S T T T AT smm‘
75000 ‘ = 1
] |
] |
500000~ |
|
|
25000 | ‘ ‘)
| ~ "™ [
Il g © ‘ 2 =
el T . i |
I—v—v—-—v—|——'— AT i e e e e e s e e — —
10 15 20 25 )
min
E L_E_ELIEI_ EE 80} =7 | 1*‘3'31 — EmE
28065 I e et Sas
[ 8871 BigglSw o ile - 0 257 ‘ -
S




@ fEORIESHEDRE

o fliE DIBERET
WMAEDFHRLANILD P-TIO: AEFM T 300m X753 (BE11) %
BEELTMNEOSHRAERES S VFBEE (FE9) ZALTLVSDT 100
o BENRATH S, —AH. LiE THMF RET O ROERFHMFE OERFRET
(& kg AA—5—®D P-TiO2 filllE—FMER ALy FHABELL S, > T, P-TiO2
FRIE SRR %38 1kg LEART— LT v TF 20ENH D, 1kglBEBEIET 6
2. RRBLUVRZEORE L #R&RET L1,
BITEEORNEZEATICEEDEZALIEIHEZTHNIL. HELHMH
LARETELICEFTELOTHRAIRE LIz, TOEROEHE LTIE 40°C
BRECOEERRENEE 72 HHEELBERLTLS,
xHRRETORBR. EHO 500ml B (FEIF 12 X) OFERALXREOERE
(BEE 7. 8) Z7JLIERAINIE IKgEDEBEIXREETH D ERM o 1=,
Flz. RIBRICHRERMY BT -HOFBEENIZ Y OFMEHEELTL
5, EBEXLEERROE (BEE 10) #FRATAIEFBEEXLRBROBRELE
bNHEHBALI-, ChoZRBEL, ZEO IKgBEDKG EHEELT-,
ERMIZIZ, SEOHFZIZENT, 1IKg R7— L TOMBEDEEEZHA. RO
FRERNEG LN,

ARE XA AEEXTHE
s 300ml +RX 75X 500ml E—H—
6 &K 12 K
FIEE 200ml/A& 400ml/A&
BIBER | EXE5|E A ERR DB

EEAR  RICHMEETHD=H, Ny FHEYDREEZKRELE,
¥ LB ZEXDOFEENR S IR T 500ml FRITH— L 1=,
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BEEH7. sl ERAO 4000 KBEEE BEARAXS—I)
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BHS MENEAO 4000 KENER (V)
|
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BEO. EBEZE: FBE (Fu) LEERVT (A EEHTEREDLIC
T4 LA —FER5|IO0— FHE S,

gy~
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FE1l. 7RXAT7352R3 (300m) £75RaLy—7: kXL % 100982
T—ILTOMMREERE,
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FE 12. ®EL-EAF® P-TiO2 il
% ] . '|
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T

N RIS R UEREROBRFE

>
AN

EE

FE 13
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RN EBEET ONDERETHIET S,

ﬁé%ﬁ:/{

=M
[*]

UNE

>
AN

EH 14.
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FE 15. FR&EOAL Y blfEm  BREFERATITRENREC G2z, Ch
. EHITILI—ZDA T AVEAREEBHN D,
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BEE 16. BEEE  £B LI HMF QDA% / —)LEAEID A2/ —ILEKIE
LTHEET 2EBTHD, R T (ET) WEGREZRMER (hR) EHITEA
L. A8/ —LEKREEBILFEEE > THLAEBF THRIE L TETORSI
JS5RAICEHTT 5, 753RAIBMBEZERY T, ANVABEBRK LGS, HMF
(FRMEERNTAZ/ —ILERBESN, ETOEREHFICHMF RE LTERIRE M
%,
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BH17. ANER EEAE
17. ANBRARS A TS BH16 OARUBRICEE L, AHSE
BRLAS/ —LEREHARILT 5, |

2110019E
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FE 18 FHUHRADISE : V773 —DRERICFKIEY HRIICHEZZRT
HET., REFAMIMGDFREZLYT B,
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BEEH 19 FRZOEIME  EE 12 HEL, RBICSKYEANMILTILNS,
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® P-TiO:fittf - h—RUEERL Y bOFAME

o IMAfME T DR EEEET
Ny FERWTICHAMEZ ZTOFEFRFRATEGODNR L,
REgoO—HNLMAMERICSEL: (BE 20, 21) ,
FEREE MM OMBEDESRNEBKEGY, TOERARNERERELT,
REREORERICHIRNMIE L (BEE 22~27) ,
BERZEBOEBS I UVMEMOREZ LEVWEREHREBERETES. &
ERIDERENEEE & HIBT L1,

® NL v hDOHEXEET

SEORBEETHERAT A0 [P-TIOAE —EERDBEESL Y F] £8E
LTWLWBTFdH, HZRL Y FOREEERET L=,

A —D—B L VFERA —H—ICWEDLEREC A, MllEE )Y
RHAHAIWITIAOVRTHET S EIE—BMEA. EOHMHEIC K Y ERE
NHdEDREEET, T BRI LSLEREABOBVIZEIENDELT
A &2 )

EMRICEALTIE, BBEBSPHEYENTFERATHY SAEARFADRK
AMtHbd, 100CEBADEBENRBIBT H5DT, @M KEHAMELTEADEL S
[CE-2TLESILDEH 1=,

EYORYHEALE LT, [MEQOHDRL Y b EREToT-,
OEERLAA Y —IZ&LERL Y MERK
BADAM|RASHFEDORN L2 A H— (EE28) 2FAL. FHTRL Y FEERK
Ry b:NAF—8L, 270y FEHIE - 0.59/E (FEE29. 30)
HREENAEREDY A XD T, EROMIERE THREZEN DT,
BRELT, MERENTMAL LB L T/BEEICET LTS Z &M,
Frz. 2Ty MEEDEE. 2 7Ly FOBREPBREGE ENERE SN (BE
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31, 33, 34, 35, 36),
e LT ENDOATORKMIIRAERICHESHY G071,

QBRI L By MMEK

miROMt EEEFIEEEZRA VLR A=,

MELEE120CLLED L D EEAT,

A R AN (BEERI20um) D=8, EGHEEZERT S LMEREZHE
ERINEBE-o-TLE-T=

R EECEFITIHEAEZ S OICRET ILENH S,

QHEBAD AL v MMEFIKEE

TII VI A—D— MERT A —H R EITAEY D TILERE L. B E&K
o AFEMITOIYHEMNMBEETH =

T, BEROBRERENOCULLED I LT, HAMEDKEEN KON T-T]
REED D D

R & FIDE L= DT DEES

REFELTERALTWSD—RUEF. h—RU TSI EIUREDE LR
ThHd, INLDORLy MEHDWEEREITEREETEELL O THERA
MoERLT=,

Oh—R2ITZvY

FEBITHMELEH—RoMTHY . REREAIEF VD, KBEPTHRLEHIRE
[CHELOTLES MBELDONBEZTI>OICF. MELOY A XNENBETH
B MIRERFINA—RU TSIV IDKEIL - Ry MEDFHREL D,
FAS/ —ILHMEZTSICE, HEREMESLIUVH—HRU TSI v I DO
PRE, ZNoh o A—RU T v I DERENERIETORRI NEFEL
HIBAL 1=,
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@& R
MRSNFASNTLLIIFREGRE L TOFEERICE 2EEHY .. AEREM
EREREMTH D,
SEOEXRAMMNBRRRHEEHST o b, BRAFXRELTEIRER
(VY URBREE) DEEREANOREREZREL TN D,
BHEDOTA FTHASH ., SRKBRPTHHREET THLRZLIDEL
T. RKEZRMN L 2FBEMNHIBAL -,

> 5La—JL GW 20/40

> YURBREMR Kl
BEFHEETOCRADERN SHMMABHEIN-DT, MTBEZEREREL
f=o BIE®D P-TIO2 fliE—EMER AL v MMIHIT D RISFHERVEEYDEYR
MEEZR8~10RT,

= 8. P-TiO2 filE—FM RN L v FDRIGEH

ER- U

il - P-Ti02 33g(25g+New8g)

HE . Glucose 5wt%+0. 01M H3P04  2000mL
WAERM : SEMER 352 (20+15)

RISERE - EH : |2 29110°C (120/120) . RISH#E108°C (130/130) . # 4 JL/NR135/135 0.05MPa
ANECE INight
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& 9. P-TiO2 il —FHERRL Y MMIE T HEEYDOEYGHE

HPLC
Glucose 5wt% +0.01M H3PO4
4hr Assignment BE/MM | AKE/m SAFE/umol
K ISHET Glucose 433.78 2000 867568.00
A Glucose 402.71 1860 749036.88
Fructose 3.53 1860 6572.53
HMF 1.55 1860 2880.84
7Kk 1 Glucose 7.53 685 5158.60
Fructose 0.03 685 18.57
HMF 0.00 685 0.00
Kk 2 Glucose 2.98 865 2580.54
Fructose 0.00 865 2.10
HMF 0.00 865 0.00
7Ki%k3 Glucose 1.09 840 917.87
Fructose 0 0.00
HMF 0 0.00
MtOH;EH 1 Glucose 71.88 285 20486.66
Fructose 0.31 285 89.74
HMF 4.16 285 1184.80
MtOH;BEH 2 Glucose 15.12 400 6049.64
Fructose 0.03 400 12.00
HMF 4.19 400 1676.55
MtOH;ZH3 Glucose 3.13 270 845.25
Fructose 0.00 270 0.00
HMF 2.87 270 776.01
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& 10. P-TiO2 fiif—FMHR R L v MIH T HEEYDEYGHE

Conversion/ | HMF(/Ki%k) HMF(MtOH) Fructose Unknown 0
% Yield / % Yield / % Yield / % Vield/ oo | SSIeC(HMF)%
9.6 0.3 0.4 0.8 8.1 7.81
0.8

“SEMRAD Glucose WEEDNMHIEL L

FR R glucose(umol) 784157.57

MtOH 3 H HMF(umol) 3637.36 3.6373624 mmol
458.7077723 mg
0.458707772 g
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TOMA—RoEERIE LT, MRZERGZE L THEF LD, BKRESHH
TEf=1=., ik LT=,

ERMAEHRBEDZNEEZL LTIK, TJISE600umE] £ LE (BE
18), CHREREDHETHNIEL, VT I Z—OREFMILORELBENVTHAS

L. RICEEANEA L THLKERBNBRZEEZ -,

ZROHERENESEIREE L TS HMF IE & IXBENREL S L5 TH D,
FEEEDEFERREAVNH D=0, IEREBRRFLTHCFETH S,
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BEE 20. MMAEROT7 R v F A b
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FE21l. YMARERDT7 2 v F AL MERE
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BE 22. AR DFIE

S & e e
»

64



BH 23. YMAfE TR

65

| &



FE 24 HMAMEZEZRAVE-EGROER
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FE 25 HHAfE  MMAMENRAZERRLTCLE 2. FEEEF AT
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FE26. U777 —ROUHAE : SLKRREGT TV S,

68



BE27. U702 —RHNDEER/INY T
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BHE28. RNLvy kv Y BRSNS
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A

BEE29. RLvy D

71



FEE30. XLy ORESR

72



FE3l. RLvy rOENRIT

73



EHE 32 BEET=42— [EHERN (ZA4) £U724%—R (Hf) @
mo Eﬁ(iiﬁﬁ%ﬁif::t%ﬁ‘ L/—CL\éo
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FE 33 RIGERDMENL Y b EFER

75



BEHE34. NLvy h—ELEH

76



FE35 KUKy FRYHL
—

77



BE36. Ny br2ROMYHL

78



FE37. FHERORYEL

h ] 5

79



EMEROERYHL

FH 38.
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FE40. HEF1—TRYM : RHEREYT I —RNOKKENZE—IC

L. EAREFE>THLRUENAHTESLSITL TS,

|

’ ‘ ‘/‘ 3
»
|
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(2) LCA D& - 51

HRBEZEICTHEE - THETEVV-&LSIT. NM AT XBEEHELI S HMF £
FEL PET REBEEMADIEGHRE VDS KEAFET CO HIFMRNRAEND T
—ITHIN. TOHIBHNREEET 2=DDIAT7I 539 RT—28&UV
NG5 FT—2ORERFINBETH 5.

WE. ABEXRIZBVLWTEESNS. S4 74 VILIZEITSH CO2 BIRHRD
EHEE (B5) . #®E - FHEOKRE (B6) . RUSEDERFIE (B7) %
UTFIZRY,

15. CO2 HliFh R DE BT

<HIEEEE> BRES -
MM RHR: BRAE(PEFIRBER]) > ‘ iddidiand

TER BB R LRIRES
TE—-OIREIBFESNDzeh,

FENBALT S,
A e |y | HMF 545 H 0 | el — |
GGES BN T [B4] ;‘ [ \ - prym
= g M B8

Sm
™ [Em :*1 EES)

EERD B — Py — | (IO GES GES I
e s o N e RS w R N
[B=] = ZES] = R (B8]

] J\ I\ )
Y Y T T J
ARl £ E £E Fl e BE- UL
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