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a AX/)—)L b X )—)Lcl-TaX)—dt-7FNTI)La—)

0 T

ARSI T LR

1.8 0.1 mol/dm3 ® HCl % & T eiR AV O B4 [21]
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1.I0MD 23 b — g ic ka7 a—L53R X=0.1 Kk-=% ) —/LiE
&ikl[23] (F) =% =110k (F) 2 Tohn+




I; / Ol'ﬂ3 mol" } 4 cm: mol-'

v/ em’ mol”
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08 10

1.12 K-AZ 72—, K-x=F J—)b, K-T /3 —/LOilaH
BIVRFED T L 2 — VIR FERTFE(25] (ab,e) A & 7 — L-JKIR AR
W (de =¥ 7 — /- IKIEGTEIK (ghi) 7 13 — - KRG
(0:20 MPa ~:30 MPa V:40 MPa (a.d.g)518 K (b,e,h) 573 K

(c,f1) 618 K
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p/kgm” p/kgm™

p/kgm”

113 K-AZ ) —, KxH ) —n, KTaxx)—1Lp7)a
—VRERTEIEI2E] (2 #E) (FK : H5E)  (abe) A%/ —L
JKIRERIR (de =% /7 — - KIEEEK (ghi)7 v X/ —-K
RAH O:20 MPa /A\:30 MPa V:40 MPa (a.d.g)518 K (b,e,h)
573 K (c,f,i) 618 K
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' y s ® re
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1.14 /K& XX =0 B CHEBFRE D T L a2 — Vi R A7PE[26]
(k) & (F) 2% —(@) 623 K 20 MPa; ((]) 298 K 0.1 MPa
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1.15 HEFEICBITAFEERO T L a— LRI GEMHE271128] (@) K- A &% 7 —u
b)/k-=% 7 —)L @:25°C [J:50°C A:100C ¢:150°C M:200°C (0.1 MPa~5 MPa)
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1.5 AHFFED HTY

1.2 ~1.4 FIZH)NT TSR & BRI, K-T L a— VRATREIC OV GRRTE 72,
IR RV T TR - JEDNC Ko TEBMICMEZ B S22 LN TEH 20D
MEARECEE IS OFIBEAZ: L2 OEIGICHEELMEE G TE 5720, kv 7V —v
RIS E LTHIR S TWD, — 0, AK-T b3 — LIREE, MRS & 0 BRIERE ot
PEEEDEALT 2 2 ERE WD 5 F OEFEC R X VAR U T a2 21
52 LD IRBWEE OB TR B NI X | WD — & R E ST D
K1 CTho, MlEZ S5 2 & TR BN O SRR Z KT 2 EORY
EHANER T DB FITROEDME S hv, FHAEAER U7 WIS O RS I 41 %
7 EVIE R BRI S T ABRCREBAE KITT, 2o X) kI Enb@mREEk-T
b3 — VREEEEE. B - B0 Z ., MkEZbIE 5 Z & T, Fric7e2iee
PE2 a3 DABERNS & L THIfRFTE %,

K-T Va3 — VR TREEDOWIZER & U T, B, MR AR | Mt 2 22 kI L 5 BEH A
OWFREET E[29]0Kk & T a— VL OMEERICEDZRY N-=F LT 7 VAT I RS
VDOSTRIRAIEDZEE[30] 72 E G ST b, LavL, MRELZFIE LS
RS DRFFER & B3 72 < O FRIZ @& EK-7 0 3 — VIR BT TORBEE R
JRDBEBNTITE A L7 < BRI T D OGBSO 2 B3 2 JEAERrY 72
FHRBRD BTN D,

Z ZTAMIZE TR, miREEAK-T V3 — HEE U2 W To A S BSOS B ONE S
WBEDRR N SUSIZ 5 2 2R ORE 2 BN & Uiz, SO B & 3OS B 53 5 HAk
HIZR IR G P, = AT VA, = AT AL RO b D RS Z A DT E R
XL TREWEN G 2 2R 2B Lic, BUTICHRE L7CEE, WL, RSz R,

O FE: BT WS K- A2 ) — VIR G
Bt LI BOS: KR, = AT VA8

@ FHE: HEE WL K- A ¥ — VR A TR
MR LI pUs: = 27 b

@ HH: ~mr By B K- AZ 7 —ViRE
Rt L7 SO IR, = 27 284

23



Flo, KREBRTIE, WKDHE, = ATV, 2 2T bR bEilo~n Slige
AT NVEWBISEEE G E UCRAEEES THET Le, v v VBT AT LB RO UG
72 S13, B AR THLSERD D, v 0 VBT AT VAT o BHREFRT X T V&
BT DEERNISTH D, £, 5 4 EORBITIRERFEDOER 21TV IREIC X
S TRABEER ST 2 2 ROBEWE MR Lz, DUTICRE, B JOSERT,

@ FE ~nrBYoF I I K- A X ) — VIR BT
Bt KGR, = AT AL, T AT IOVAHE, LR ER
® HE: ~oriproF I B ok-m X ) — VIRATREE

BOiss KRGy, = AT AL, b

KimXTiE, O, @, @IFFE 3=, @, @IFF4ETHE~D,
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FH2E ERGE

2.1
FERITHWTZ R A2 LU IR T,

- VR

K FREEKGRRBEERE T 7 =V 7 2A(RFD240HA ADVANTEC #)|2 THsH)
AR =) FOGHSETIER SRR #EE>98.8%
T ) —/b FOEMEBE TR SRR ME>99.8%

- SOSHEE

v gL RO TR SRR MEE>98.0%
Fel—F 1 G TR SURER R MAE>99.6%
FEfe  FOOEME T MY SRATRR MEE>99.7%

~vu fR FGHiRE TR SRR #EE>98.0%

- I

v UERE ) v BB TR WE>98.0%

TR UERV ATV RO TR Kk WE>95.0%
el A T/ FOGMIAE TR RURRRR i >98.0%

- HPLC BEifi

7% = U/ SIGMA-ALDRICH #! HPLC H #i/%>99.9%
At BIRALTER etk HIEE>85.0%
ABEZIKFN Y U b BHALSR RERk UE>99.5%
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2.2 FEERHEME
i T COFEBEERE L, FICESASOGE & ERNRASONEE 2 V5, B
TSN E 2 W BT, ASICROSRE, £, WERHEZ ST 2 &R
ARETH D, —J7. EHRUSEE. WEHOLEL R EOFMNERNKLS TH DN, 1Eik
IR BOGGRNIFOHLE D HE L 2 & ROF RIS 2 229 5 72 O I ERFH O KOS 3 KT &
Do TDTZ . AWFZE TR E 8 UG EEE 2 VT,
EILTEGER, IREE. BUSHES, mAES, EJHEE TR ST 5, OB

Kz 2.1 1287,

HE DAL
mER T

Bk 4> VY= b HPLC R 7 PU-2080 A H A
Toa—n il A7 U= b HPLC R PU-2080 ! H AR EHL
AHEM: ISCO t MODEL 260D H FH# /1 4 A kR U4k
HHEFR: Ny F Ly iy —LFalL—F— SCF-Bpg M HASL
b—&—

TEGES 10 SH-OMT H Bl ik st

TEER 20 £ T 3 v 7 ABKERST ARF-50KC 7 ¥ b B LR ERT
FEGER 3: IM-2-200 $ 1125 20U

A - SUSHES: GC-353B GL-Science #

GC-8A Erid B ERTHL

- RURED
RHEAK, Tva—)v, JOSIEBIIR A DT A TER Uiz, WFBEHERT 5729
RHEAK, THa— UIEHR TR0 9N\ TV o7 LIRICER Lz, KIGRETHHA
W DXL, HPLC AR 7 X0 b LEICHERWTRER T U VR 7 (AR A A
2D ZEH L7z,
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- TRV

AEK, Tva— ik, TR L, TRV 2, TRV 3 D3 O —X —IZ XV IiRE
PR EETWD, Fio, PRI BIREGIHAFELS 74 2, B Len X o1
Wi (f Y 7 — I E > TRIRL T D, E723 U U URC 72 W TRIGIEE %15
%74 Tl IGEENRARNCEE L WX ) ICHER 2580, 78K T v a—

WERETHEMETHAILTWD,

- SO EB

FOGRE L LT, M- SUS316, N 1mm, 1/16inch D AT > L AEEMERA L1-, &
7o, RO o —2 —2id, REOREMENEL, MIRETEFL2ZENTELHA
~ NI T TROA—T RO, RISETRIGPETT 5720, FEBREIFCTED IR
FEN IS OIREENZ /2D X O TR O E OIRE 2 LT,

- D

FOSHER TROG S BT iR O RO & BNFEICAF IR SE 5728 Sm B E (S m AlK 2 3
TN L TR 21T o 72,

27



T FEBRFNAZ LU TSR,

%

K, 7Tova— vz gy MERIZAIL, $130 DERAT VT ETH, NT Y
THTHR, ay MEOBREZAOERTE U NEZMELIEEEITT 5,

2. IGHEZT7E R THRIFLTHD VY VIR TITEED B, ER (w1 i) O
Bl IR CE DREICEEREZRMRSETIL Y v URVAITE D D,

3. BUGE % PRiEOG R I Y (1), REKERR LN O EEREFTEDE
T 1MPa #> LR X5,

4. FTEDET E T L%, MBNUSEENITIRNADB RN L 2R T 2, WRkm
AKZWT, WICIRE A BR-S¥. ROSE OIREDFTE DIREIZEER, 73—/,
FOSHEE 2 L, mECV Y VOR T OIETINEET HE T 1 R,

5. PIEDIREE, [ENTR>TW\WDH Z & MR Lo, Ak a 3 oMy v 7 ki
BB 5,

6. RIFCEDEIRE, B, MELZZLSE, 56 2k KT,

7. BCOFRENKT Liztk, e —4 —0IREZ TP, JISEOEED 50°CHREIC
2% ETHEELHNT,

8. ZD%., WERDEN% 1 MPa 35 0MPa £ T FIF, KEICHEKZILD D,

[4]

Q) ®®® ik

f

m T
EEF RinEE

p7aN
HE E‘,Z:FQJ A ﬂ] 7J<

X 2.1 At s S
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2.3 i ik
ARERTIE, mdiks n~ 777 4— (HPLC) &/KFRA A b Hgsft A
vua~ b7 77 4 —(GC-FID) & /o#rdEmE & L CTHWz, LLFICEEzZ RS,

231 KFRA A AN T A7 0~ s 757 4 — (GC-FID)
BOREE RO AR O EM, EEICH W, FERO Y —7 %X 2.2 1TRT,
~Bu R, v BT ) 2 F O — 71X GC-FID TIIMER TE Rh o772, %l
79 HPLC MIETHMr Lz, £o. AEBRTIIK-T vV a—VRAEEZ Wiz,
B L2 DK & T 23— )V DIERP R T LRI D, £ DT, [EIL L 72 3iR O
TAEDETHREDOKE T LT — L OHNFEITEREL T 12 222 ko liakeE T L=
— NV EPEI L TNA Tz, Ko T, KA K 7 —/1=100 vol%/KIFHKIZIL, 61.3 wt% A X /
—ANREENTNDZ L2, ZOREOREGEEIX, 0.892g/em3[31] TH D720, 47

e L7eH o T VIREET 2.89 £ LT B A RI L 72 o 7L DU & U CTHtT L7z,

- [ B AR K O T

% GC-14B SRR _

737 5 TC-1701(HfstE) NEE 0.25 mm & & 30 m /= 0.25 pm GL Science ¢ _
- Sr BT SRAE

¥ U7 HAKLRAORE : He 75 kPa

v L= R © 20 ml/min

27U Mt : 80 ml/min

Air A0 : 55kPa

H2 AAE : 60 kPa

AA DT v 7 HANWEE : 45 ml/min
SAL=IRE © 250C

MHIEHERE © 250C

HITIEA—T ARETa T T A
(FOSFEEE : FEfe =TV, FERR)
40°C 5 min {&FF
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20°C/min T 100°C £ THIR. 1 min f&FF
oA FEARE: 1 pl

(RIGHE . ~u Ry =F v, wu k)
40°C 5 min PR¥F
20°C/min T 200°C £ THIR. 1 min f&FF
oA FEAE: 1 pl

2.3.2 MR v~ 777 ¢ — (HPLC)

GC-FID TITHIET D Z ENTERpoTEFM TH D~ VBT /) =F ), v
FeDEM, ERICHWZ, ~n vt/ o F Lt~ oY —7 %K 2.3 (2577, GC-
FID & RIRIZ M LTc W o 7VIREEC 2.89 £ LT A EIUN L7e ¥ TV OREE L LT
AT LT

- Z A

715 2x: Finepak SIL C18S H A4y il
- fE bR

A LC-10A U — X (U ERTHRY)
#l#~" 2 7 i CLASS-VP

A7 hay hr—5: SCL-10A VP
KRR 7" LC-10AD VP UV

& SPD-10A VP

F— h 7 F—1 SIL-10AD VP
#—7">1 CTO-10A VP

7 # v H: DGU-12A

- oSt

BEhFE: 100 mM Y ABEH U U AEERIR (pH=2.1): 7k h=k/L =3:1
UV Kl &: 221 nm

A —T7 R 40°C

P 1 mL/min

T NEANE 20 L
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=X /) —)v
7
A WEfs A F 1

_l Wil — F )L

24 34 44 54 64

Retention time [min]

]l T wnVEBYTF

~a ERY AT )L

Intensity|[-]

Intensity|[-]

10 10.5 11 115 12
Retention time [min]

2.2 FEMWEMIEDOH A u~ 757
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Intensity [-]

~u UEE ) =F )L

~a R

1 —

0 2 4 6 8 10

Retention time [min]

¥ 2.3 FEHEYE O HPLC
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2.4 HiEDOEF
KT TR EEE. T Th o,

- I3 (Yield)
IR &, BOSPRARKHICAFAE LT REPUSRSY A O CTAERM) RICE L LTZH DD
FETHD, WROFEL, TNMRETIT>70, UTFICXERT,

C
y, = & (2.1)
CAO

(Cao' A DYIHIRE  Cr: BUSHED R OIRE)

- /b= (Convertion)
bR X, IGBRRRRICAFAE LT BREGH T A DT, UM L - THEKA LTZ
HETHDH, BEEOHEZX, EMRETITo, LTFICXERT,

C - C
X A0 A

CAO

(Cao' A DWIHIRE  Cat BUSHED A DIRJE)

< JBIE (Selectivity)
BIRB LI IS L THRELTZADOHPTAEB RIZHEEIL LT b DDEIGTH 5,
LRIz z =,

Cr

S, =
K Cao—Cy

(Cao: A DFIHIIEE  Car SO0 D A DR Cr: SUSNMED R OJRE)
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- WHEAEER] (Space time)

TR IFI] &3, RSB RCRIE POSE i 4 DM TH Y . RISHHEIT LT
LEHTH D, UTICAZRT,

3
S E (Rem?) PIEDISE « JET) + HUk TOBIBDE /2 %] (2.3)

R=) cm3 == S ) IH, JER [E] cm?
] o ET@%%@&Qiﬂ

T e [s] =

FTE DI « JE) « fAR COWBEOBE X, fh[25]DfE 2 v 7=,

s =R NRNT A

AKFG L TOHN =R NT A LT, Kotk DER R QS O R FETRE ORFn % 1)
WIIRFBIRFE CE|STfETH D,

Cetyhyl acetate X 4+ Cacetic acid X 2+ Cetanol X2
Cbalance -

CO ethyl acetate X 4

(Co: WIHIREE  C: BUSHE DPREE)

- R

R SCTOWEIT L 1L, it DA B OFE D2 FE D ¥ Fn % #1 R EE %8 Fn
TEISTETH D, BHRTT VONMKGIE, = AT NVZEOERUNTIIZH L %2 H
Y

_ Ctotal
Cmolbarance - C
0

(Cot #IHIREE  C: SUSHE OIE K OVERM O E D F)
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HIE REBEPTOMAKSMHE, AT VI,

T X7 )VAk

AETTIZ ARSI, = 2T VAR = 2T )UAbA2K-T L 2 — VB IRIEH Tt L
oAt RIC O W TR R D,

3.1 FEBE =T )L DMK, = AT VAN OWERE D = A7 VAL
3.1.1 BFER T FILDMKAD R, TRATILKHR

RS 2T L & LT, KA H ) — VIRA T THA DR R 2 5 L5
MOMF 1T o7, LLTFICRIGSGREERT,

AN ST

IR - 250°C

J£77 : 30 MPa

FEiE = F L)1 1.63 mol/L

"Foniey 7% GC-FID THIE L7zt 2 X 3.1 1R 7, ¥ 2.2 TR L7 A% HEY)
BOE—=7MNo AL )=V L TR TF v, Bilg, =% /) — AZ ) —iR
&Y TIEFgT TV, B, ATV, =4 ) =L DOE—7 DHhPHERTE L, £
7o MR COWEI 2K 3.2 1R, KBNS DD R H 50, LD
5O H 100% & BT L TV Do, ETOLEMN T TE TEBY | FEEEE
IZEDRETHDLEEZDILD, SRR D D Scheam 3.1 D X 9 72 BUSKREE A3 HEH] =
i,

KAL) — VIR T ORIGFEE HER = F )L O LR ORI FEME %2 K 3.3 12777, A
5 ) — VIR L CORE=F L OfERIT, R E & BITBML T & | RN
240 P THI T0%E 72 DM, DED A X J — )V ERINT 57217 THEME R T olz(b
FPRRELFD L, SBIAF ) —REEZRE S LT ATOIE RO D3 it
TET, WITHERAL ) —VIRE TOAERY Th DR A T VRO RN X 3.4
(RS, AZ ) —VIREE 40% LA L CTIEHEE A FOLOAERRITHZE TE T, EDAZ J—)L
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BRI T HEEE A TV OPERITIRN 2 &0 BIRGEE A O = X7 VA HITIE & A EHETT
LTWRZ ERbhole, KA K ) — /LR TOAERDBIEIEORF A2 X 3.5
(R BEROIRIZ, A Y ) —NVERNT 52 TR L TWD ZERHERTE, T
Jb 3 — VIRIE 40%LL 1 ClE, BEROARDHER T D 2 LN TE e ofe, HAHX ) —L
BECOTZY ) — VICRORFFEAEEZ K 3.6 IZRT, =& /) —VIERIZ, EDRAL )
—/VIREEITRE U T B IRIEHERE DOULER & JERE A F L DI A )¢ LTI > T 2D T
ZDOZ D BEBT T VORISR N AT VA K0 | B L FER A F LR
L TWD Z &R E Tz,

iz, BB 1 BTSRRI & b LT 2R THRE 21T o7z, UTICR %

T

AN ST

R E:345°C

J£/7:20 MPa

M RFf60 T
IR E:1.63 mol/L

FTEAL ) —NVEETOH =R NT R & HEFETF L OINREZK 3. TR,
T—RUNTG AL, AL ) —VREIZBWTENES DX MR 5039 T 100%FF
W7pTo | ERIEIC L DFGE72 L B 2 5, FEERB— F VIRIE, X % 7 —/L 10 mol%
TRESHEMT 20, ZNLLEAZ ) —RBEZRE LTHIREIE(L LW T &3
WSz, WITHE AL ) — VIR T ORI & Biig A F VIR %X 3.8 (1R T, BE
FRDIHRIT, A% 7 —/VIRE 10 mol% TR E DT 208 ENULERZ ) —VIRE %
RESLTHIZEFEERL LW RSN, —FH., HEBA T LONET, A4/ —
NMREZRES LTI ONTHELS R TND Z LR I,

PLEDZ e, BIREET (250°C 30 MPa) 7K-A % 7 — VRS EEEF T o s 5
B = F )L DK GRS N AT VAT, A X ) — VREZKRE L LTI
T, HiR = F /L DI LRIZFAD L TEY . 2 10 mol% A ¥ / — L Z W 5721 T,
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RELWD LTz, HEEA T AL ONEIZED A X ) —VRETHIRLS, 1T & A EDREHRIC
L L TWD 2 EBHERTE -, —F ., KT a— LIRS TR R & b 4
b3 % 345°C20 MPa T, 10 mol% A % / —/L & FNNC XV it F L OULRIT K &

KWL T D0, ZNL EA S ) —VREZ RES LTHIREE(L LN EARENT,
Flo, AZ ) VEEEZRES LT ITONEEA T IVOIENREL 72D 2 LR

Sz,
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Intensity [-]

|

0 2 4 6

Retention time [min]

3.1 GC-FID TOARME—7

AL ) —VERINR L AR ) —)VERIN® Y

120

[
o
o
]
o

60 |
40
20 |

0 1 1 1 1
0 50 100 150 200 250

Space time [s]

Carbon Balance [%]

3.2 WA Z LD —RL T A
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A

i (L7 %
ST ko -
— —
| T AT IV T

Scheme3.1 [EfE T T /L DK RT R T )LAS

100
80 | o
o
560
9 o
40 ® N
5 o ° g B
o 20 " m B A
" n
0 _ﬁl |é_& Iér‘“\

0 50 100 150 200 250
Space time [s]

X 3.3 £ AKX — VIR TOREE = T ViR b 2R O BRI 7%
A X ) —)LIEE (mol%) @:0M:10A:20 < :30/\:400:6001:80
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10

8 r |
S O
o

A A
A
2E C I
O
o -~ +r——1r [ -1 —.

0 50 100 150 200 250
Space time [s]

3.4 HAHX ) —)VIEETOER A F VRO KM
AR ) —)LIEREE (mol%) M:10A:20 < :30/\:400):60[1:80

100

80 |
. &
X, 60 |
T o0
T 40 |
> ® 0

20 B |

® ® n
0 B R T

0 50 100 150 200 250
Space time [s]

3.5 HK AKX ) — VIR TOFRINEE O R AT
AH ) —)LIEE (mol%) @:0M:10A:20 <:30/\:400):6001:80



100

80 | .-
X 60 }
=] o0
w40 | -
> " 0

N

o
1
|
|

i

0 50 100 150 200 250
Space time [s]

3.6 HAX ) —)VEETOITH ) — VINROEREIK LM
A A ) —)LIREE (mol%) @:0M:10A:20 < :30/\:400):6001:80

120
100 602%0° 4 o

Yield [%]
M Y oh [# o]
o o o O

0 20 40 60 80 100

Methanol content in
methanol/water solvent [%]

o

3.7 345°C 20MPa 60 Fb TOH A &/ — LIREETORFIL &
HEEET T L OIRE @ RFEINK AFHET T L
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Yield [%]

oo
10-00*

0 [o-——x ] 1

0 20 40 60 80 100

Methanol content in
methanol/water solvent [%]

™~
-
1

3.8 345C 20 MPa 60 B TOK A X ) —)VIEE TOERY DOILR
o FEEE [ EEER X TV
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3.1.2 HfE D~ 27 L4k
FGHEE AR L LT, K- A ¥ ) —VIRARER Co AT /ML DOBH 21T -7, LL
IS LN

IR . 250°C
£/ : 30 MPa
Hefe— T LA AR L © 1.84 mol/L

ol 7% GC-FID THRIE L7ofER 2 3.9 127, X 2.2 T/ L7-AEEY)
BOE—7 inbEEE, BiEA FNLOE—7 OHMRTE T, £z, MR TOWEI
K&K 3.10 ITRT, HERET T L ORGSO EER & FERIZRBI AL DI S D& )3
HHMN, EDEHHOE T 100% 25 A L T\ Do, BRTOEMB T TE T
BY, EREEICLDBETHDL LEZOND, SITRERDID Scheam 3.2 D X 5 72X
JEARIE DS HER S L7z,

AL ) — VIR T ORI I FERE OEACR ORI A Z K 3.11 (R d, A%/
—/VIRE 30 mol% £ Tlx, A ¥/ —/WREZRKE LTWIZHON T, B bRI%
MU TWLS B, AH 7 —/LRE 40 mol% bl E TOFR O LRITITEAELD LR
W EWDIND, RITHK A X ) — VIR TOERY) T b 5 Filg A F v ORIV % X
312 |2, HEEEA TV OIES A X —/VIRE 30 mol% E Tik, 7/va— LiRE%
REL L THUTONT, FEfE A FOVIERITHIIN LTSRS, A F ) —VIRE 40 mol%
LLETOERRA FAVNETIZEAEEDL RN EPERTE T,

LbEDZ Lt miEEET (250°C 30 MPa) /K- # % J — WVRATEEEH TO MG
BHEEE O = AT ML, A% 7 — VIR 80 mol% E Tl A ¥/ —/WREZ K& LT
WL ATONEIEBHEIT LTV S, AZ ) — VIR 40 mol%Lh ETIEA % / — Lk
(2 K > THERR OMERITIZITE D LN Z L bro Tz,

FERR
2L ’Eﬁw‘ F L

O
R E——— e
M, )ﬁ
Scheme3.2 FEfED A7 /AL

43



Intensity [-]

|

0 2 4 6

Retention time [min]

4 3.9 HFEOT T ALDERY E— 7

120

100 F & o i 8

Yield [%]
00
o o

U, 1 1 1
0 50 100 150 200

Space time [s]

[X] 3.10 VHEEER] & ORI

44



(=)
o

(a)

o
o
T

Conversion [%]
M
o

0, 1 1 1
0 50 100 150 200

Space time [s]

60
—_ (b)
X &
‘E 40’ B E
e &
g 20 @
5 A
[

U, | ] ]

0 50 100 150 200

Space time [s]

X 8.11 & A X ) —)VIRE TOFERA LR OB KEN:
A E ) — LR (mol%) (a)M:104:20 < :30(b)/\:400):601:80

45



(a)

Yield [%]
Y
o

I
o
T

u 1 1 1
0 50 100 150 200

Space time [s]

=)
o

(b)

Yield [%]
£
o
[»:)
>
o

N
o
[

0 1 1 1
0 50 100 150 200

Space time [s]

3.12 KA H ) —)VIRETOFHRE A T VRO R EHRIFEME
A KR ) —)LiEE (mol%) (a)M:104:20 < :30(b)/:400):60[1:80

46



3.1.3 WAL Fm AT M OV 5 4%

K- A B = ARBIREER COFER T F L DK R, = AT AL, T AT ILAHRD
R IIIRET 7 & E R 2R T 21T 9,
FEfa— v, HEER, BERA FAZ2ENEILA, B, C &L, KGR, =27 Wk, =
AT WA DR B % T IVEI k1. ka2 ks &35, Scheme 3.3 (28 SR E &40 (ky.
ka. k3) ZINZT-ROSRERT,

BBEDRE I IFUSHTE T T SROGIE, BUS A. B, C Tk L T—Wi
ThHHERETHE, UTDOL IR TERTZLNTE %,

ac (3.1
d_tA = —k1Cq — k3Cy
dc, (3.2)
W = kch — k2CB

(3.3
dC.
W == k3CA + kZCB

ky = k,1CH20

k, =k, CCH3OH

ks =K' CCH3OH

ki(i=1,2,3) : RISHE TS Ci(i=A,B,C) : KWE DORNE

F79. G DXEMELS &
Ca = Caoexp(—(ky + k3)t) (3.4)

L%, BARAEMNTB.2R AL &

k
Cp = Cyo ﬁ(exp(—(/ﬁ +k3)t) — exp(—(k;t))) (3.5
2 1 3
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L0 %, m%IZB.4A, BHXEHNNTEB.IREM &

ky exp(—(kat)) + ks exp(—(ky + k3)t) — kg exp(—(ky + k3)t) (3.6)
[apa—s )

Cc = Cao(1+
LD,
FT ke DEE OGS FEEHEE D = AT MMEDEERD B3R OT-, BERO= AT WAL 5 —
WG T D RGE LT, Ml g R, ftihc-In(1-X) 2 7 > b Lz, #—Kk
2y &M 3131 T, A/ —/VIRE 10 mol% TlE, FHIIEL TE TN D720,
FHERE OHAMERPME L AV EBE L 2N 2 b H—R T 1y FBRERICR SR o722
ENDEENLEEEERD D Z R TEeholo, ZNLSND A H ) — VRETIX
Bk 71y MBI Tl HEDDEETEE ke 2RO, KTz ke %(3.4)
~@OINTRA L, F&Y D ki, ks /3T A —H — & U THBE K LRI DI 2 FEHRAH
Fitting &85 Z & C, MISEEE ki, ks ZRO7, AH /7 —/VHEE 10 mol% Tid,
ki kz. ks %737 A —%—& LT Fitting S ¥ 72, £F .47 V2 — /VREICRT % Fitting
AR A X 3.14~3.20 1Z/~” 7, Fitting (2 L » THIH LK EEEIL, KA X/ —b
DIRFEZG A TODTZD, ki ko ks T TRBIRE THEID | k1, ke, ks 23RO, ZOfE
7 BLITRT, AKX —/VIRE 10mol% TlE, ks DIEIX k1 DEE D b RENZ &
O, MKGIRE YD b= AT VWD FHPMELRMN G L TND Z ENbhd, Fio, ki
DX, AF ) —NWREZRELSTHIZONTHD L TWDD, FRHZAZ /— VIR 10
mol% TiX 1/8 REFE T LT, AX /— Nz LINT 5 Z & TRE MK
FEAIIH SV D Z EAVRE NIz, K2 DIEIZ A 7 —/VIRFE 40 mol% E T, A%/ —
MWREEZRE T DITONTHEMNT 203, AZ / —/VIREE 40 mol%PL 12722 & ke D
I A X ) —VREA RE L T2 T LT\ D, ks DA k1 OfEFRIEE. A %
= NMREAERES LTWDLIZONT, BALTWD I ERERTE T, LEeRoT
AR ) —=)VERINT 5 Z & TIKSR, = AT b, T 2T VAZHAD I E T B %
HzZTwsneEZXBND,

ZOFRKIZONWTELERT S, £T. B 1 E TR L) ITRASBEENIGICE 2 5%
B UTRIMEE - HEMEOBINEZ HbILD, K-TVa—/WEARETIZ, Ko+
DKBREGARE LTEIK — ., TAI— G PNKBZRERE LTEK 720, KA
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HRD L X L0 HIRAEIET OKFEA Ao 3BT 5720, IRIKOBEIEREIHE T3

%5, REBRTONMKSIR, TAT AL, T AT VAT, BRABERE CRIS S HEIT L
TW5 (M321) LBxLNDID, AKX —/VIBERINC XD k. Ko KsEOW
DIE. R OBHEERDPNRRTZEEZE X biLd, LML, K1DENAEZ ) —/VIRE
10 mol% THREL I L TND Z LR K2 DIEN A Z J — VIR 40 mol% E TlE A ¥
= VREEZRES LTHKIZONTHEML TS Z Enb, A% 7 —AHRINC L5
Bt fE « SN OZ LT TIFFBN TE Vv, 22T, @iRELE T TIE L BEE
(272 DKo T & A B ) =N orF DR L RIS K DR ORI — MDA OS5 %
HBZTOWAHaREMENRE Z HivD, REBROMKSIRIT, BEAEERELIIMNZ S A 4 1k
ST EBBARIE A BUS 72\ SN2 M CRUR ST 2 Z & [B2] 034 STV 523,
BB 5 OB &K TR R T VEE O H LR = BT SR K 4% (Schme3.3) =
& TR FEDHEITT D, BRI A Z ) — RGBT Tl A% — L5518
T AT NVEMLZ RPN EE T D L W o 7583l b STk Y | FiiR=F L D= X
TR A Z ) — Vo TSR S D 2 & TR 1 D SRS 8 % 105 P Ik oy il 75 41
fl&iniz (38.22) 72, A% 7 —/VRE 10mol% Th k1 DEAKRE b Lz &
BEZOND, KsDIEN K1 DIEL D B REWVWZ ENOH XX ) — VoI L D REEK
B (T ATAHE) NEDELEMICEITL TR, A4 ) — AN AT ILVERIC
BEESNTWAAREMENE 2 b, —HHEERE CIX, b R v EE2FT52 L
Mo, KGFRHERE DV ICEESND EEBEZXBND, £DD, AZ ) —)VREZ KR
LT IZ o, BRI T 205, BEREE D ICEE L T D KRG FNRA L
— IS FICEEHRZ OND T, AKX ) —/VIEFE 40 mol% £ TIE, AX J —/ViEE%
RELTHIET, KeDEIFHMLIZEEZBND, LinL, MAX ) —VRET

1L, WERRJE O OKGFIIA L ) — NG FIZIFEAEBEEBRZ LN TWDHTED, A X )
—VESING K 2 BRI D BB AT AR LT E RITT L DIk d 2 e
b, AF )= REZREL LTNIZONT, KeDfEITED LI EEZ BD,

%72, 345°C, 20 MPa Ti%, 250°C, 30 MPa O & [ARE A % / — /LR 10 mol%
THERR = F /L DK IME, T AT NSO FOSHEH SR TWD R, 2Ll kA%
—/VREZRE LTHEB =T L OPERITIZIEEL L -7z, 345°C, 20 MPa @
FE. WBEFEOZEN DML X, KETAaAa—ALGFEDFRNRb-EH
K& 7p[25]70, KOIREORE) MR D EEZ LI, WH & OREN L

49



FTLARDDOTEHRONEEBEZLND, TDh, AKX J—/VIEE 10 mol %l T+
AT IVELZ A Z ) =V PR EE SN T LE SRR E R b, L
L, A ) —NEEZREL LT ICONTBREE KT T 5729, BT Lo
BB A B ) —VREIZ L > TR LN LI TE Ry, b o & Z < OiEH
PHCEBRZITV, IWBEATEO B SRS ED X 5 7B % RF T a Rt 2 03
N5,

WHEITTIL, BT AN DO 2T VEEE R LAWK LT, KR, = AT
VIR EAT o T 56 DIR BV OEEMEEE DEALRCUSIR O AL — I KL D BE R v
D X TN 2 2 D EEt Lz,

A B C
=T v > K « S A 51
0 ke O =A7AME g
—_— > _ >
PPN Ao Pew
ks
] T AT VA HA T

Scheme 3.3 FLEFERE = F /LD i =
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0.2 F
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Space time [s]

3.20 A% J—/LIEFE 80 mol% T Fitting ft 5
O T v WEEE OFEEE A T L

#*3.1 FHEEHOMHE

k'[10™ Lmol's™]

AR/—IVRE(mol%) |K'y(mkSB) |k'>(TRFILE) |K'3(ZRTFIL i)
0 1.05 0.00 0.00

10 0.36 0.02 0.76

20 0.19 1.74 0.19

30 0.10 1.94 0.08

40 0.12 2.03 0.09

60 0.10 1.69 0.04

80 0.00 1.35 0.00
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3.2 v VYT VORGSR, T AT VA

AE TIX BB TREE R TONMKI IR O R T )V A Ha & [l = F /L LIS OB TITU,
BT L DIRA TR ORI O ZALRLER IR DO RE— V72 ER RIS 5 2 D8R DiE
ZREr L7,

3.2.1 FEHAE R

TATNVEEE T OFTH~Yu VRV T F IV ENEE & LT, KSR, = AT
R R Lo BUGSRIMEZ LT ITRT,

AN ST

IR - 250°C

J£77 : 30 MPa

FEl = F L IR © 1.09 mol/L,

FP. KEAY ) NVREO~ 1 VBV F NV EEOR K Z X 8.21 127 T,
AR ) —=NWREZ REL T DHIZONTEALROBAD PR TE I, Lol Bilg—F v
DI, = AT NVAHOFEERTIL, D EDO A X 7 —VEBIMLI2721F TR E <#5{k
ERPWALTEY, v~ Uy = F VDMK, TATNVNRBRELRDE AL ) —)v
BEIZ X DR OWDIEN R D, DD, HEmPIFITICL Y v~ By F L
DK FEDIEE T E = AT NVAHOHEERN A Y ) —NVREIZL>TED LD
B LTV D ERE LT,

3.2.2 HEERmAIARAT M 5 2%

K-AZ ) = REWER TO~ 1 R F NDONUKGIE, T AT VO IR S i
HIRERT 7> & TE B 72T 21T O

EERMTH D~ 1 VRATF AT F/VIFEEMENRATE T, BEMEICL S ER
MTERIoTelzd, 2D X9 W EITx LTk GC-FID OARX RFEEIEIZ L HE
wxA(To72[34], FID OISENRFBEIIAET 2 &) FrEZ BRI, & 2 RALKFHE
DIFEWE DISEN S MO RIKFEDINE %2, REOBTHRE LIERETH L L L
TERT D, GEAWVOIEEYE LEE LTV EIIIRFERDR 1 LIEDLT, o
JRFDEITF Cd 5,
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LIFICRIE T % 7R~ T,

Cm m
C,=A X—X— (3.7

ﬁmﬁ%ﬁm®ﬁﬁﬁﬂw%w&f Qfﬁﬁﬂ@ﬁﬂﬁﬂ@%w&rJ
A RFBE m DY — 7 HifE, ACRFBE n ORFREO B — 7 [HfE

FHH R FRR L 1L BHITO 2 & TE—I DR SN R TOAEMM DI %
IR LTz, BB~ m VYT ST SRR COMEIN S A X 3.22 12”7,
REZEIN S 100% %D L TEID Z L dd 273, RFBREEIEIC K VIR Z LT
WDy, BENEDREL LD EBZDLND Z EEEBE LN OB — 7 RS
ol Z e, BTOEBDB I TETND E LT, v Bo=F Lok
G, T AT NARRHDK G A scheme 3.4 (ZRT, w0 VR =T ILOIKSfR, =
AT VAL, < DEBMPAERSND D, REITHE, ~ 81 VYT L DONKSy
it g N AT NAHADRE E DI ROTZ\ N 2D, Ar~n U EyoF L, Bizx
AT NI LB, CEZNMKDFRCLDAERDE L, ~a By =FAns0
kSR (R1), ~a VR FANLDT AT AL (R2), = AT LAHAIC L 54
7 & ORI R (R3) DML EEZ TALEIL ki, ko, ks & T D, WIEOIRE TSGR
RitE CALE T, F0RE. KB A, B, CIZ L C—RIETH D ERET D
L UTOE I RATRTZENTE D,

dC,
W == —kch - kZCA (3.8)
ac

d_: = kyCy — ksCp (3.9
dce

a5 = lalatksCy (3.10)
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ky = k,1CH20

ky, = kIZCCH30H
ks = k'3Ch,0

ki(=1,2,3) : FOSHEER  Ci(i=A,B,C) : HWE DR
P BDREML &
Cy = Choexp(—(ky + ky)t) (3.11)

Linh, BAHREHNTE.2)RX 2L &

k
Cg = Cyp ﬁ(exp(—(kl + ky)t) — EXp(—(k3t))) (3.12)
3 1 2

&%, m%IZB4A, BHREHNNTEB.RZM &

kg exp(—(kst)) + kq exp(—(ky + ky)t) — ks exp(—(ky + k;)t) (3.13)
ks — ko — kq )

Ce = Cpo(1 +

L%,

(3.10)~(3.12)T ki, k. ks & /3T A —H — & U CTHECK AR OILER & L5 {E
|2 Fitting &85 2 & T, SHEETE ki, k ZKD7-, Fitting #5 R %X 3.23~3.29
2" Y, Fitting (T X » TR LB HEEEIT, KA ) —LVORELZEZ LTS
729 ki ke BRI THID | ki, ke & RD, ZOMEAEK 3.3 17T,

KiDEIX, A% —VBEIZL > THhE VTS, BREBEOSHER v By
TFNVDONKSIRC G2 BTN SNWEBEZ BND, —F THEE= T L O NNK 5
WEERIL, A ) —NVERIT 52 ETREHD LT zizd, HEICL - TR
AEBEDNRING 2 DI RIS TND 2 ERNDND, ZORKICONTHELR
Do AZ =NV L0 BIEENHADT 226D LT, ki OEIZAZ ) —/VRE
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IS THEVEIL LN L, v ViR F L ONIK SR LR RS <X
L A A AEESIERIREE 2 B S 722\ SN2 HfE CTRUS M EIT L TN 5 ATHEMEA &
AbD, Tk, vergloFoud BT Lk NEFHEETH D AT
HEHLTWRWED, KB ED DNV AR=NVHEICRERE LT VWL THD &
EZbND, £, vu VYT FIVTHEB T TV & AR SREFERRE W0,
AB ) =N INTE AT IVENLIZEE LICK W2 LD, KA DIER A X 7 — VIR
THHEVEMLRNoToLEZOND, SHIT, YRUVBYZTFIVIFRET L L
ARy b ) = VEEREMEEZ LT W ERMLN TS, v a gy F L0
-z ) — )V EZE MO Scheme 3.5 12”7, —KIICIEEDORE G =R LF—I137 b
BOIFEH> N ) — VL0 @< RE LIEHEBS Th oo, =/ —EREIE, 7
FEBRICHANTEY, LML, ~ayBYF LT, 7 Mo —50 CO Kz k-
T C-HRBOEADRL ot L, ZOMOBFEEN/NSL 7252 Loz ) —LRIRN
DTFNAKRBEREET DI LICK2LEHEEOLZEREITLY | BTl Lk
Rx ) —VERPEV, — T, 7 b= = VAEERMEITEE O, e~ e
PlIcREEAEND, BELETIIYu vV BYZF VO DTAT VIR R Th
57 MG T VOB L O~ - =) — )V EE BRI ES (K 2%
3.5 7[86]l, =/ — A HUIEFRWMLTWD 2 Enn, &7 MUOFGHR < s L
TWAH T, RS, 7 haElREm< s, £70, 7 a b o MHRET T,
IR TNV = VI L KRB REB ZTER T 2720, v a VY = F L D5rFPK
FR IR LIZK KR, = /) = VOB HEMES 2D EZABND, ZDXD
2, ¥R UBY TR, BTV LS - — VAR RMERE 2 ) o
<V IRBEHOHWHEEEZ D Z L THERSLT 1 b oMl EOBIEOMEENRZE L,
- ) — VEERWERICE R 52 D720 KGR AT VA MO RS
WELGZDHRMENRS D, L, 7 b= — VAR EMIIEEOME 21T Tk
22, BEEOBRSORE, REREICREELINDTED, BiREEK-T L a—
NP ORI K o TEDOREREL KT THRTHRTH Y . S%BFT 5
WENBD D, —H T, ke DEIZ, A% ) —WEEEZRELS LT IUTHOTHEA LT
WA, ¥R BT TFIINDZ AT NAMUTIERA Z ) — VIRINT K 2 ERPEEE IR )5
HELZRIFLTNDHEBZLND,

ZOE DI, FEIZ L o TRAWBEEDNR PRSI 2T NI G2 5 58
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TR -TRBY, TNOEFAT D 2 & THRx RWEBMAET DEE IS H AR
WE L DBRICERTE D20 TIE RN EBEZX NS, £Z T, RETIX, KTV
a— )VIREEEEA TR R, = AT AZH = AT b EZ G OB A UG T
oD~ NETAT NEREITV, IRBEEONRPEE ORI E 2 DB e REt L
72
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#* 3.3 HHEERODME

k'[10™ Lmol™s™]
28 /—IILIRE(mol%) k' (TRTIL3E#)
0 14.8
10 16.3 16.3
20 14.4 20.6
30 13.4 11.7
40 13.2 8.01
60 9.3 7.89
80 14.5 3.56
7 hE T/—ILE
O O OH O

—_—
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O O

Scheme 3.5 v U@ =F )LD h-x ) — )L IS B
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#35 Tk MR F LD, b ) — LM LRI X AR (FR)

gL Kt T/—I)L(%)
48 0.74 42.5
ooanxyy 1.65 62
THF 0.4 29
AZ/—)L 0.07 2.9
7K 0.07 6.5
DMSO 0.05 5
Vi cd 0.13 0.13
CH,Cl, 0.09 8
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FBAE RBEBEFO~v VBT XT VAR

5 3 E T, IRAEIED MR DB DAL — MR X 0 | Iko ik, =27 v
b, TATNVREEL RIFT e a2nLTe, £z, BEICL > TREEWEIZ L 5
IKGFROINHIR = AT N, = AT WAL G 2 55813 s> TR0 | Zhub 2 FIH
T 52 & THAKIED B 2 RIPNCA LT 5 2 S ICIfs AR b, £ 2T,
AETIHRAEE S TIARDR, ATV, =27 )b Z MG EE G T
bo~m BT AT VAR E B LR AR T,

4.1 v PR AT IVERK

AEiCTIE~r B AT AEHIZOWTHIT 2, v B VBT AT VAT, o Bk
FEe = AT V& BT HIEFICEE RGBT TH D, o B#RFEHE=AT VL, 7k
VROHEE T AT M THERE R A AW TN AR = F U BB EICRESE DL Z LT e
T AFNETD Yy TV T SETARTDHIENTES, LinL, ZOFETET VR
—IURER T T4 B MG 72 EDRIFIS 2T DA RN H D, TDT-H, v 1 g
TATVERICEY | o BEERT AT VEGRT 52 LT, MOEECHBZ V3 L
TIZ C-C MEEMEDLZENTE D,

~ 0 VR AT VA RO RGEEE % Scheme 4.1 12737, £9°, stepl Tk, vz
fh T AT ATHEERMEE A T Z AL T A F VBN S, ~ 1 IR E ARk
T5, TOB, ~uUBRT AT NADAINVR=NVIEOBORER T EICHHKERT (o
KE) 1E, TIFNAVEOBEDOREIRT FIZH HKFRT L0 HEEERRKE W -O%HIT
I, BN ZODOUNR=NVEMTHREL SN D720 (Scheme 4.2), ~ m 2
T AT NVERKITH CHEE G EDRIFIGEZ P LI WE W =RERNH 5D, IKIC
step2 T~ 1 VEETHEIRD K DT AT LD BNMAKSIE L B\ CRBRR S 21T 9 2
& TCa BT AT VEGKT D, UL, step2 Tl o B HANEREDSINK 73 fF < AURl
BRI T D TINR BB ER I ND T &R ST DT AT VAR GIRI LT LEN,
o EHEERE A S TEE D VR R A AR LT L E D ROGRREE 72 & RILAE R O B A3
W2 RO & 7o TN D,

ZDH, v a VR AT VAR step2 TIiE X VBRI BRERY 2 BT 5 7=
B, R RN ST WD, FRICflt e LTTn V&R E W= s 7 7 afik
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@mvmyﬁix%wéﬁ®awzkbfﬁwéﬁ%ﬁ&mf%émao7??3%%

DI Z K 4.1 18T, 2 ORUSIIIKSfEZ T, ~a 7 Afb A 47 &R
R A RER B, E T D 2 & TRIGHEITT 2720, i DT AT /VEMLD 7 H3BA A
L. AR T o BHFE T AT VEERTHI ENTE D, £0, ~A 7 nilz i
L ER IR S & s STV D [39], v A 7 il AR L 7 R D SRR S A 1 4.2 187" T,
FPARRE CTRIFE D WG EE D Z & T AT OHDE AT )V ENIKG RS,
ZDH~A 7 m TEH L0 BIRE TRRRZITO, BIE T o BEIRERT 27 V% L
72

ZOXITvr VBT AT IVERD step2 1, < OIS INTEY, LR Tk~
727 7 7 AR~ A 7 o E W TZ A RIEIC X0 RBIRIC o BEHRERT 27 L %
ERTE D, LAl 7 77 afiffeid, Miomih st o i 7z SREAR AR
VA U al AR WA RIE T, BT TR D T 0 G4 D BEFEY 1Y
LN EDT Ay hbdb, FIT, v UBT AT LERO step 14, BEAbES(:
TREATO/NSRFECAEMNAERD % L0 RIWICEKT 2 FIERRD LN TND
BRIETH D, £ 2T, WEITIE, WIREEAK- TV a— WRAVERE T SRS T T
< B VBT AT VAR E R LT,
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Me LiCl
R’ 0” —» R
RZ
- MeCl oLi

.co2 . )\/Rz

workup (o]

R1

4.1 77 7 aixiE O G

O O O O
O ST W
£10 R OFt THF, reflux, 3 h 1© R! 'R2 OFt
1a-f 1g-k
1a, R'=Bn 1f, R'=R2=Et
1b, R'=Me 1g, R'=Me, R?=allyl
1c, R'=Pr 1h, R'=Me, R2=Bn
1d, R'=CH,CH,CN 1i, R'=Me,
1e R‘=a'y‘ R2=(2-Br-5-OMe)C5H3CH2

microwave

2
o JI\(R (see text) OJ\(ILOH KOH. EtOH
R?

4.2 ~Ar7ulrEzfnwi-~a B AT ILVE

73

1j, R'=Pr, R2=allyl

1k, R'=Pr, R?=Bn
O O

R!
2a-k

n3d




4.2 REEEET O~ v UIRT AT VAR

K-T N3 — R T VBT AT LA D step2 A it LTz, ARFEBRTIX
FICHEEZ~m YT L Liciod, BIERM ThH D o BHEIRET 2 7 /LI
TFNLTHD, & 3 BT~ VRS F LONUKSIE, = AT NAHEZ G LTS
R ARHEITIE, BERICER L, IREBEENEEOSICED X S g B e 52 T D
MERE Uiz, E£lo, 73— WZEA X ) — MMz @ilzic=s 7 — vz v, B
A2 B DR YE) b A3 AT

4.21 K-ARJ—ILEEAKTORE
~O U T F N ERIGIEE L LT, K- A X ) — VR T~ Ui AT L
BRRORTE LT, LLTICERE 2R,

IR 250°C
£/ : 30 MPa
v Y= F YR - 1.09 mol/L

oy 7z GC-FID, HPLC THIE L2 R4 X 4.3 (Z77¢, GC-FID Ot
— 7 ODRFFRERIND A X ) — VIR LTk~ a YRy =F v, BT L, Hig, A
Z ) —=)VENG ) TlE~n gy, BT, Bk, ~va ofRE /S = F v, i
BRAFN, v BOAFNOE =7 PR TE T, £l AZ ) —ViRING D D5

TIE, KA — 7 PRSI, v UV BY T L L~ VY ATV ORFFRER O
HCholeiod, ~uBATFALZFARERLTNDLEEZLND, TDH, v 1
YT T RAF L, B 3 TR R FEEIEIC LV E® LT, HPLC O —
I RFHREIIN D A B 7 —ViRIND Y 7 LICBD O w1 UIEE ) = F LR S 4T,

HRERF I COWEI %K 4.4 17T, RBEWNUCEZ DXL 2ERNH L0, E0iE6H
EHH 100%HFICETH L TWDHZD, BTOEMRDNB ST TETEHY, EREMEIC
HRFETH D EEZLND INTERD S Scheam 4.3 O X 9 7 SUSHERBE A HER S 7z,
GC-FID, HPLC Z3#7rCTid, v u VEBIIMHER TE o7, Zhux, BT METH D
~ 0 R FNARKBEREGIC KD BRIROEBIREL S Z & (Scheme 4.4) THLREED
FZ Y RF < 22D T L b AR CHERE L BB T VIZHRL T LE D LD Th D,
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250°C 30 MPa /K- A % / — VIREIREEF O~ 0 Vg Y = F )L ORI 3 3Tl
REEDOTHEL, £AX 7 —VREIZ K DA AR RIE ORI 2 X 4.5~4.10
R L, RIS Z 08 % 7T,
- HIOAE B = F L OFRIREIL, A4 ) —VREZKE L LT LI on T
LTW5b Z &R S,
- FERR ORIEIL, EOMWERMTH A/ —/LRE 10 mol% TRE LA L, A
= WREZRE L LTWLUZONTHRAIZED LT D Z & AR S L7z,
R A TV OBIRR T, A ) = VREAZRE S LTWLIZORTHEM L TW D253,
BAY ) — VR TIX, A X ) —VIREIZ X DRIREOBN/NEL 72D 2 &3k
mani,
B UVEBT ) T IVORRET, AX ) —NVREERE LT IZonTED L
THY., WERHPAERSRDIZERED LTnD Z LR SN,
s VPRI TV A TFIOVOBIREIL, AF ) —VREEERKE L LT IZ 20T
LTWD2, IR HAR < 72 5 LB KRIEZ B £ D% 2 Z & 03HEd S vz,
B U ATFILDIBIRKT, AX ) —VEEEZRELS LTWICONTHEML T
BO, FICEBET LVa— RBEICBOTRESEIML WD Z AR S,

T B DRERIZHOWTH 3 B TR TR G DO BRIV L D ZALCU IR D A — PRI
LMK, = AT A, AT VAU RAE TR OB X D IRE R E O R
DFENNHLELE LT,

s WEEE = F L OBRPRIL, K-A H ) — /WREWEE R T~ r Vg = F L Ok sy

i (R1) KV bERTF L ONMAKSGR (R12) OFRE Il ShD Zenb, A
Z )= NREZRELSTHITONT, BREKIIWNT 5 L Ebns, LinL, AX
J = VBEEmLTAHICONT, ~u VBT FLOT AT A (R2) AT
Dlch, HARTF NV OBRPFENFED LI EEZBND,

cHERROIBPRIT, A X ) — NV EBRINT D L A S —/VIRE 10 mol% T b Ffg 7

NDMKGR (R12) ORISZMEIT 52 LX0~vr U BY = FLOT AT VA H:
(R2) . FEfg D27 Ak (R14) OIS ETT 272 Wb Lic B2 bl b,
cWEER A FOLOBIEIL, AF ) —VEZRNTLHE, vR VBV ZTFALOT AT IVAR

#i (R2)., ~a L EAFLZFALOT AT AN (R3), v LFEY A F/LOHIKS
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it (R8), ~m Ut/ AFNORREE (R9) Z#%57-DRFHFREE & bl
TeLBZbND, £lo . AF ) —VREZ &GS T IO THERO = 27 vt (R14)
MEVETT D720, BiBAFNLORIERITIEMNT HLE2 615, LnL, @A
Z 7 —/VIRET TR, BYEEOETICEY, R2 | R14 OREEBED/ NS RDHT
D, AX ) —VBEIZX > THHBRA FLVOBINENSHFE V(L Lo EZD
ns,
IR UERE ) T TFOVORIREIL, AX )V EIRNTHZET, va BT
DTAT VM (R2) NE#EITT L7720 LB NS, £, vr BT/
TFVIB T METHD Z b, BikiE (R10) RUSHHES EITT 5720, ED A
2 )= NRERME T THBRENMENEEZ DD,
R UVBRTTF VA FIVDBEIRRIT AL ) —VERINT S Z L T, = AT L (R2)
AT D72 0m < 7 D03, MERMNA R 221N T, v R VBT F L AT LD
T ATV (R3) DHEATT D720, MKEEZEY ZO®BA LIZEEZHND,
RV AT NOIERNRIT, v v VR TV ATF IV ERIBRIZA X — 2RI D
LT, v BUETFLOEAT M (R2, R3) BT L7208 LIZE %
ZbNb, £l2, vaVBOT AT L (RT) BT L CW D afEERE 2 b bz
O, BE~ v UfgEK- AL —RE BT TR 250°C, £7) 30 MPa, i &8 IF[H]
9Fb, A X —/LIREE 0~60 mol%Zeft T Tt L7z (X 4.11, Scheme4.4), FEHIC
SRR IR N 2 < AR SN TR Y, v~ 0 VD A F L OERIIHRT H 2 LR TE
minodz, 207, RT ITH#ITL TWARWEE X Hil, v e UEEY XA F L, R2,
R3 ORETORERIND Z LRI NIz, £/, ZOZEnbvr U BE/ -
FADTZAT AL (R4) HIFEAEHEITL WV eWEE X BND,

HEER M 2 X 0 BRI T2 0121E, ~ 1 B A FLONIKS R (R1) % Kt
S, vRUVBRYZT VO AT (R2), v VBT ) =T LONIKSR (R5) .
FEER = T L ONIK S E (R12) Z4Hl L, R5, ~m U EEOBREE (R11) 1280 FFfE%
AR LTH RI2 OWIGTH LD AT b E LV #ITS I 0LERHDH, 2
FETOREREDN DK AL 7 —VIREGEEHTIL, R1 £V & R12 DMK D] S 4L
L7, BWAERDORFRITES RD LB 6NN, AZ ) —VREZRESLT
W2 T, R2, BERD A Fufk (R14) PEITT L5720, BRI AAERY TH
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BB F L OBRRITF LT LE D 2 EARENT, £ 2 TREITIX. R2 OIS
DEITEPE, R12 OWiGE L VTS E 5720, @ikmEK-=% 7 — /VIRG R
PO R U BEAT A BMOBET S 1,
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4.2.2 K-z H ) — RETEE T OB
K-t ) — RBTRIET T~ VR AT LA D step2 H1TV), HEfR—F /L%
R ERE T LT, BATNICROGSE 2T,

IR . 225°C
£/ : 25 MPa
~nu Y =T VIR 1.09mol/L

Fohict 7% GC-FID, HPLC THIE L7c#E R %X 4.12 (279, GC-FID @
E—7 ORFEMN O v By = F L iV, BERO Y — 2 BiERTE 72,
HPLC O v — 7 RZFFRFEN O~ a VT ) =T VR ER ST, K-A X ) — VRET
BEARTOFRBREFRULS, v U BOE— 7 3R T 5 Z LN TE ol WERRHT
OWEINZ w413 (TR T . RBPSUCEDIESLERH LD, EOELOEH D
100% & 5EICEE L TWDH 72D, BTOAERDN T TE TBY . EREBIFEIC L 504
ThHEEBEZLND, WHTRER)D Scheam4.5 O L 9 72 UGN B HEN S vz, &=
2 ) — VRS 1 2 FEE DR & BB E O R K% X 4.14~4.17 (TR
L. FiczoxF#2mrRd,

s a UV FOLOEEEIT 240 B TIEIE 100% TH Y, =X ) —VREEZRE T

% & BRI I 1T DE RN S D LTz 2 L B R ST,

s W F L OFIEIL, =F ) —VREZRES LT LIZOATHEML TV D23,

TH J—/VIRE 0 mol% & 5 mol% CITMAMEZIY | MREH & & bITihkx 2

LTWDZ &N Sz,
cHERR OBIRNERT, =& ) — VREZRES LTWKIZONTHED L TR 2 /

— VIR EE T OBRPEORFRURAFIEIT R 22 > TV e, BEEEOBRINEIL, =% ) — VR

0 mol% TIMFREIERH & & HIZHII, 5 mol% TIXIFIEZE(L L7z, 23 mol% Tljsid

LTS Z &R S,

s v R UPEE ) T FVOBPERT, WHRERHE S L BITED L TRY, =¥ ) — VR

K HBIREOLBITIZ & A EER I N Do T,
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TH ) IEA R )=V e RBEB TG RTH D AT VR —2F N REEED
B REENRRENEBEZ LN, BESEDLZETAY ) —)L LRI
DAL DAY — 72 ERHE ST 5 [5][25], £ 2 TF 3 T Tl 7= R GIR I
DEEMEFE DEALRTE R DAL K DK, = 2T b, = AT VR KIET
IR OIEEIC L DRG0 RIL, miREEK-= % ) — /VREEEET B RERIC
HIhs e LTInd DL ERIROZEENIONTEE LT,

v R BT TFLOEMERIT, =¥ ) —REEZRE S LTHLIZONT, KRR
PRV ZHOOEALFERDITRA OGN, L, A ¥ —/VRE 23 mol% T iHE
IR 240 B THA(EERK 90% £ THUG L7 2 &b, K- A X ) — WMREEBEH TORM
& FRRICERIEIE DA T L 3 — S T OUEED BT b et E X Hd,

- BRI = F L OFEIRRIL, T a— L BRI S &~ Ui F Lo fik
SR (R1) L0 b R12 ONKGMEDIZO NE VG SND72d, =& 7 — Vi
LHZLETHMLEZEEZON, £T-. v~ VEEE ) = FLONUKSfE (RE) KU~
v CEEORKEE (R11) ICKVEE=F V2B TICH Ak Thb =y /) —)L
WMz XY, B = 27 1t (R12) OWRISHSETTIN S0, Big—T /L DiE
REFENREMLIZ B2 N5,

R OBIRRIT, =& ) — VL EZRINT 5 Z & T AR THEB= T L ONMKSE (R12)
EREHHIT D0, Wh LBz bhb, £z, va UBORKE (R11) ©
REEIC LD, BER AR L TH, =& / —AIINC L v | B0 = 27 ALl T3
D7, BEE ORPCRIL, WRRH A R < T 512N CRIEOEB N L LTz & &
oY (N

s a VR ) TFOVORIREE, BUREERI0)IEF ISR #ITT 5720, MR
LB LT EEZX NS, £, v v UBRTE ) =TV O BRI B I X B F ik
P RE PRI RS TR WD, =& ) —VIRINL Th ~ 1 VBT = F /L ORI R
I, FEE L Lol B2 HND,

PLEX Y KT a— VBERIEORR DAY —MHIZ X 2 EEIFFEEIC L > Tk
SFROIMENT G- 2 2 BN R DR AR+ 52 & T, R1 X0 b R12 OIIKiE
DI SN LIz, AZ ) —)VExHX ) —)VITHZ LT, vas gy
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DT AT N (R2) RFFEOT 27 4k (R14) %[5 <2 &R R5. R11 &% THE
B F L& Sr SPEIRIC/Z > 7= & LTH R12 OMISAHEITT 5720, BRAERD O
BIRFIIEmL Rolo B2 OND, ZDX T, KT a—/WMEAEED KRG 5
ZAOEBENATHI LT, vr VBT AT VERIZBWTCHRERD % L 0 &IRM
AR TE D Z RS NT,
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4.2.3 REKRGFIEDORET
EREEAK-T & ) — RETREEOIRE 2 2 ST FEZBR ATV, IRETEEE O EN
W) DBIRVEIC 52 D88 % fat L=, LRI 2577,

B - 175°C. 275°C
£/ : 25 MPa
~u Y =T VPR - 1.09 mol/L

175°C, 275°C» GC-FID, HPLC O4#rf Koo, i 225°CTOoHER &R L
B — 7 DR S 72729, Scheme 4.5 O KL 9 7 RS CRISHHEITL TS £ B %
HILD, WEILOWEERER TOWEINE # X 4.18 12737, KEBEWIZEZDIEL X
MHDHN, EOIXLOEHH 100%EEICEE L TWDHTId, B TOEBMP T C&
T, EREBIFICLDBETHL EEZ DD,
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KT TV D AEMERE A B D,

VIEDFERN S =& ) — VIR X o TR DOIREERFENZL L TWD Z
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5. %8
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DFEEROMEIL, A ¥ ) —VREEZRESLTOHEV B LR oT, vr Y
Bt T F L DNARIEFEIZ LY A X ) — V5T 8EE ST W 2 & Ol ©
BUBDETT L TR UWVATREME S R S, BB K - TRAEIEO RN IR 5
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