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An object of the present invention is to provide an industrially preferable method for manufacturing an

aldehyde represented by the following formula (3) or (4).
R?

R /i}sAo ~R'1J‘\/§O
{3) (4)

The present invention reacts the compound of formula (1) or the compound of formula (2) in the presence
of a metal catalyst, nitric acid, oxygen and a nitroxyl radical compound by the reaction represented by the
following reaction formula, to manufacture the corresponding compound the compound of formula (3) or

the compound of formula (4).

R2
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RTJ\/\OH E—— R1/|\\AO
(2) (4)
Another object of the present invention is to provide an industrially preferable method for manufacturing
a dihydroisoxazole represented by the following formula (7).
R
50

(7)

The compound of formula (3) or the compound of formula (4) obtained above is subjected to an

oximation step and a cyclization step to manufacture the compound of formula (7).
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An object of the present invention is to provide an industrially preferable method

for manufacturing an aldehyde represented by the following formula (3) or (4).

R? R?
R /l?s/\o 'R‘MO

{3) (4)

The present invention reacts the compound of formula (1) or the compound of
formula (2) in the presence of a metal catalyst, nitric acid, oxygen and a nitroxyl radical
compound by the reaction represented by the following reaction formula, to
manufacture the cofresponding compound the compound of formula (3) or the
compound of formula (4).

R'Z R2

(1) (8)

R? R?
R1 J\/\OH _— R1 )\AO

(2) (4)

‘Another object of the present invention is to provide an industrially preferable

method for manufacturing a dihydroisoxazole represented by the following formula

(7).

F2H - #3 H(BHENE)
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The compound of formula (3) or the compound of formula (4) obtained above is

subjected to an oximation step and a cyclization step to manufacture the compound of
formula (7).
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HE RS ZLEWRAOZ LY | EEFNA 0(B)E 1.0 HHZ
o (EFBABIEES > BRRBAREY IR BIA K 0.01 X 1.0 BE - 81EE R 0.01
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2 S HE(E R AN - BT HEAT S B (i) 2 SRR AT A AR R - 52 P8
B AR OIS K - BRI - 28 2-WE - TR BT
BEETEAEREZT AR - BEGIOMNEHRE(THE) - 1,4-20
B CRPTAHES - T THE - “H=TEE - BREFERCPME) - B
E=TEE - 1,2-ZHEEZ5E(DME) - BEEABIA1(C2-CA)ehE - (RAEIM
= IR ZAEE)) « SERESIE (0 (C1-COYSEE(C2-CA) B Bals » BT &
PR ZEEF T  ZBZE  ZBAE  ZBRENE - ZBTERERM
V)~ ZEKER R ERE))  HEBUCHTE P « A %

% 59K - % 106 H(HHRHEE)
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S~ ZEX - BERE) - JEAEIEREBIA(CI-C3) =&k - B
EHl s & EH 5 &5 1,2- Z8 ZFR(EDC)E) ~ IR RRRE (B ke »
BERT ~ SEhT ~ RO » SEBTKRE) - MERIPIZZENERES @ &
WARRENRZSE - X' B+ REFETKE  JER AERE
INEI T BER 2 )8 -
[0313] DASFEME ~ B ~ 22tk » EERFERAE - PRGE)Z

BB ARG KK ~ B - B ~ B - BB - TEIRRLTEYE
BMCREAR IR ~ REBHIZZEFNEREE  EERK - BE - REE
BE2E - %é}‘fﬂ?&?ﬁé%iﬁ - BRI RIS - BRI 2 ZFNEEM
& NEEREK - BEEEE(C2-CAIERE) « BERREEE A (CL-CO))E
E(C2-C4)#FLTR) ~ BBREIERE(EE K(CL-C3) " &kE) ~ RIEEELHA
ZHENHERESE - TEREAKTRAREH/K -

PRI » i s A 75 b 910 7K BB S (B 2 By (C2-CA) i) 2 4B

VE Fo E A B » B o f£ R EL B HY 7K 82 35 B B 28 (B (R K (C1-Co) e &=
(C2-CA)ZBERR) 2 4H & -

1E R X — E AP > o R (T =R EEBIHY 7K 82 54 10 B B R RR 2 (3 == Ry (C 1 -
CHTERR)ZEHE -

FER(iD) 2 BB 2 BEERHRAAK - FiE - 28 - 2-REE - £F=TE -

B ZEEWEE - ZMZFE - ZBWNE  ZBRERNE  ZBTEAHERS

332901

V)~ DUEKIE(THE) « 2 - T 8% SEE . TR REEL
Pl ZENERES  BERK 28 ZBFE - 2B - ZHBEE -
ZBARE - ZBTERKRMEY - T35 THE8E - S8F - Of

55 60 K - 3t 106 EH (BFHHRAE)
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R RIS ZENERES  XEERK 2K - ZBFE - Z
BZE - ZEAE - 2BRERE - 2B TEREERY - 805 - RE
B ZEWESES - TSAKFTREHK -
I - BB B AR LB K ZE 2 e - R -
fEBHAMG] - BEAERLAINKEZBRTERLRAEY S HE - X
ZBTEREEEY FEREBLANKRZB TR HARZBETE-
e X —EAP] > B B AR KE _—SREAE  ZoE8F

F—BEd - RETETRE > BRI AERE - Ao 2E -

[0314] AREREHEF - BEIAEE TTEAEESH -

[0315] EHBRGiIDZ K EFERABRRFNENERER B0 B E
LA BAERE - DIER - {IFEEY - KEBESCREERAKRE - HER
) ZAEEMHR(6)ZEY | EBEE 0(B)E 10L(AT) » WER 0.1 £
SLe {EF 2 M EZ BB ZHEH 2 U L2 BRI Z thAI R B ETR
FERIT] RAE R LLG - AR REETRIERI T AEE - T o8s2fE -

[0316] EARTEEROG) M EEWMEH(O) ZLEW T ETIRA) KT
Br(iz s » RO ZABENETTEBRNQG) () 2 LEYHIEL
R E - FIOF G ZFEREAEEERAG) 2 bew==(4) 2k
a1 EEE 0(Z)E 10L(AF) » mER 0.1 £ 5L -

[0317] CGPER(i)Z KIERE)

% 61 - 3% 106 H(HIRHED)
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B (111) 2 [ e I fR AT I RR ) - DLEE SR ~ {IHIEIEY) ~ BN RE
BB R ER-30C (& 30C)E 160C » BER-10CE 120C » FER 0
100°C -

(03181 (FER(iii) Z KIER:FE])

A B (1) 2 2 JE I TR M SR I PR 1 - DLEE SR ~ IR B EY) R E B R E
BIRZRE K 0.5 /NIRE T2 /N - BYER 1 /NRFE 60 /NEF » BBER 1 /N
£ 48 /NI -

(03191 (FERGIDZAERY):F(T)ZEEYD)

SR AR HEREERESZAG)ZEEWHA(6)ZIEEY
FifE 2 (N2 LEY - BERAIGESLT 1 5,5- 2 HE-4,5- g ZISH -
5-2.F-5-FHE-4,5-— g RIS - 5,5- " 2 F-4,5- " g BUsk ~ 5S-FEFE-S-
FAAL-4,5-— @AM~ 5-CGE=TH)-5-HE-4,5-“ g BB~ 5-(EFH)-
S-FA&-4,5- TG AW S-FHA-S-(ZHEFE)-4,5- 5 B 5B E-
5-HHE-4,5- G RS SR TAE-S-HE45- g AW 5B E-5-H
EH-4,5-_ g RBE -5 B K-S5-HE4,5- G EBm 5T E-5-FHE-4,5-
TREEM S HE-5-(4-HE -3 - 1-5)-4,5- — R E RS- HE-5-(4-
HERE)-4,5- — G R - 4 H-15[35-9,5° - R IBE] ~ 5,5- Z 5K K -4,5- ~ﬁ
BRI~ 5, 5-BE(4-FATRA)-4,5-TE RS 5, 5-(4-FREFE)-4,5-
TRESWE5,5-E4-EEE)-4.5- TR B S-S IR E-4.5- 2R R
IS ~ 5- 2 FL-5-KKk-4,5- R IS ~ 5-(4-FHERE)-5-HE-4,5- " £
U0~ 5-(4- R ELIREL)-5- I E-4,5- T G RISME - 5-(4- 8K EE)-5-H E-4,5-

2 62 H » 3t 106 H(HURIE)
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“HERERE . BT RRERLE - MERYZ A AESEERE - R(7)
LB BREERBO R 5,5-ZF&-4,5-— R RSH -
[0320) (MIEZEHIIRR)

DTz "REZERER ) ZR\BEARIERG - PE3I-a) ~ ZEG-
b) - HFRATERIER -

A S e 5 A I FE 2 DLy RA G R Bt » > 7] 8 =S B
BRMBRIEENE - B S IE S A IR R I BT R ey e
NIEZ R ERE - BENRIESE RRENK B (flow reactor) - BN IEZR &
TG AL RN T R B RS - MEINES R R ERE
2 FE 23 (0. & 478 (tube) BUR B S 8 23) B8 BU 7 Bl SR8 2 » i B 7] DU

hil

TR IE - AEHZ R B R IER TR E IR B S B 25 LR 27 Jm B 2
FEE > FIA0FT R E FE DAINEAER B < RS PR - JR R REE T
BEEOCAEZATZAEEEKEE BEREEZEATREELER-
N REIRERZME RERBRERYE  BEEehE - RIS pIRG
HFIEFA - SO - 88 - Rl - MR EE ©)  BlE(BIOEME
HE) ~ BH ~ MEs(BIAME)E -

[0321) 7 595 2 S I B A R B AT M R B I FE 22 P B = 43 |
i BEZREKIER AR I8N  BARE MK ERS - ARHZERR
Bl B FE 25 X B B S RIS R ABGIR Y R S A B R R - B Z BT IR
BEER - HER - ZBRER  BEHEREZE—F > TUREEZSE
ik - X BZHMERERREER « BEIReE > AIERSRERE - 7]
FUZRRFIAN © B (FIAEK ~ 88 ~ FHsH - & s C) ~ Bl (BB HE) -

5 63 H » 3 106 H(HTHHE)
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I BB E)E  REATTREERZSBH - AR ZEER

I FE SRR T 3% BRI T OB S F B BIAIFI R B A BUINREUL Al 2
BRI - ARG REEERE  AEEFH AU RE
EE - BEEEZEATHEBEERERN - ZABRIERETTEAHPIAER
HER - REA - MARBMAEENEEE -

[0322] AEH ERREG LS THE ZRE I AL TR BIRE
Blnmr BB LR - BgRAR - RGER - WECBEEZ ISR - KE
MERMGERZERRIES - X BEYUR 132 IR R 2 X EREEE
i BRI SN R A RS - RRFEF - BT HEUEE 1 XE
ZERRE N FERRETIRE  BERITEERSCRE - MBARBEE ZHHTR
B {E M 2 2Ol EEEE DUE E IR R R B AR R p R 2 B B & S

X ABFHZEURGKESIRFEERR RS - REGERERER
AR ARG REBEAREURERAES 2 B Linfe 2 aeE - AR
RIRRE > "5« Y FIDRGES  TFHRES - EREEGHES
HERCBEEENRESS)Y BaFRReRFENRSH Y RENE
RFg=s -

(03231 (#ERASIE)

DIFZ T#HRAKIE ) ZsRBEGERRPERG) - PE(-2) - FE3E-D) -
FAMRER  RRERFISEENEBBRE  fEEHE - Hk -
FEEa()EBE &) BRI (EHFEETE PRI  ERNEFEE T U
RERE - BERERENEREY - RIEREI RS HIRE © 2 E
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R IHBEY EFERRSEEERER 0C(B)E 100C  &ELE 10CE
80°C » HAER 30CE 70T » NEER40CE 60T -

= FE WS R 0 SRS B PR &l o M DAEESRR ~ HIFRIBIE Y fe 8B MR FE R K
By 0.1 /NIFE 48 /NEF » BREER 0.1 /NIFE 24 /NEG - BEER 1 /NG E 12
IINB o

[0324] CREIZIE)

DTNz TREXRIE  Z3RFATBEARTEG) ~ FER(-2) ~ FEEG-b)
BEAE o BR T HERA R EEVISIL LS - TTBARES B - SRARETR
NEMRESRFEREENEERE  fE8HE BLEMOEELEY
Q) BRENEGY(RBE R 2RI RE - (EREEMERE - [LRF
FifE AN E R R EREEREARFMEEES Eﬁéﬂnfﬁﬁ%ﬁiﬁfiz
RIEE T EEEYIRE) - RIERE IR ARG - HEDIEZR - MIHEIEY -
EERREWERE R 0C(B)E 120T > @R 40CE 100T -

[0325] ASH EARESFTHNEZEVNERREL T EERIK
ARERRAVRE SR/ - RIS BIRE - AR 2 (B2 K F IR
RERE > ADABERRZEHRBRER 0.5mm Bl E - WEZEFEK
ZHMHEFIEELD - 0.5mm & 50mm > BES 0.5mm F 30mm 7 °

AN T ERERK(De) , ARIETHTERIE -

De=4- Af/Wp

(K ATRRREHEHERT  WpRRRERE)

FlanE & r ZBEEREZERNERR:

De=4-nr?/2nr
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[0327] REHZRPREREERERRBRES)THIAEEGH
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PAE o gEAh » PInE EIREE K 4.0m/3 8L » BER 3.0m/3 8 LT -
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N—HMREE S - Dl EZ A RSE B ERRRES > EERCL-
C6)feE(C2-CAH# el - MBI Z ERARNEEREER IR HE
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FrERZEETH -
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PR EEHH -
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[0330] ARHIE - B B K L Bl 2 A e A BA T 38 Rk -
(03311 (GC o3t mAHEHTE T 1T)

EF AT 28 Rt ~ SRR F R RS SR Z T4 -

e GC-2014( B BEMK G ERAFTH) -

&FE:DB-1(30mx0.25mmox0.25um) °

FHRBRE:60C (5 5388)—15C /73 8—>280°C (0 7 §#) -

K CRE:280C -

R RE:280°C o

#7745 FID -

BRI E 2mL/ 5§

[0332)] RARRITE(GC)F % 3 GC i AGR T HEES R
TR

SRR (2): H B2 G (A E)ER T T E B LEEE 9 B2 11, - 5 60
Z 86 H(1977 &) » BITERBENT » ASROER A E(FINERL T E
Az EERREGHRT2RE 66 H)

SCER(D): HAMBEG (A E)ER " ER(LEHERE 20-1 (L8 ST
55121 2 129 H(2007 £F) » 817 B4 HFRUER - AZSKmARAE (40
hEEMESBERCBERERITETSEE 242 125 H) -

[0333] (REINRIELE)
7 FE %:GL Sciences 3004-28082 SUS-316 stainless steel tubing

1/16(in)*1.0(mm)*10(m)(EFEH] 11 FrfEH]) & 2

B 67TH - 3£ 106 H(EHRHFD)
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EYELA PTFE TUBE 1/16(in)*1.0(mm)* 10(m)(F ] 55 K E B 56
FrER) -
LSS B Fine jH134 FWB-240 S{/N%4HE (Heating block) e
[0334] AsREHES » =R A 10CE 35T -
(03351 (EHEH)
B fl 1
3-FHERA-3-FETERZHE

[0336]

—l\/\ ——>_|\/\ —M _,—K/\NMOH

(1-a) (3-a) (9—8) (5-a)

[0337] #* 50mL #ii & &R in A Z BE(7.9g » 1.0L/mol) ~ & 1k £
(I111)(49mg> 0.30mmol » 3.0mol1%) ~ 69%H¥ & (27mg > 0.30mmol » 3.0mo01%)
Z. #(601mg » 10.0mmol » 100mol%) ~ N-E £ Bk W(25mg » 0.30mmol -
3.0mol%) ~ 4-¥% ££-2,2,6,6-V0 F £ Uk 5E  1-4, 1k #)(69mg » 0.40mmol
4.0mol%) ~ 3-H & E-3-EETHE(1.18g > 10.0mmol » 100mol%) » & IE
BT R 60°C I ST IE 6.5 /NS -

TREREMZ GCoM(ERESXR) - AMERAT -
3-FHEAL-3- AT B (H RV A Y(3-2)):98% -
3-HEE-3-FETREIEY9-2) KREMEI(N.D.) -

HBASAIE 0CH%& > — BB —ERA SO0WwNRER /KB R (726mg -

11.0mmol » 110mol%) °

332901 % 68 H - 3t 106 H(EHHHRHESD
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B RIERSYFER GC WAL E&RUEZR 96% &S 3-FHEE-3-
HETER(ENAEKY(5-2)) -
[0338) EjtBl 2
3-HEE-3-FEATEIF 8IS

[0339] RIEXAEERE 1AHE -

[0340] 7 50mL 7i B &5 fn A Z B5(7.9g » 1.0L/mol) ~ & 1k &
(111)(89mg > 0.30mmol - 3.0mol%) - 69%%¢ 5 (27mg > 0.30mmol > 3.0mol%)
Z H(601mg > 10.0mmol > 100mol%) ~ N-F £ Bk 1 (25mg » 0.30mmol >
3.0mol%) - 4-¥& £:-2,2,6,6-I0 B £ Ik i 1-4 1L #7(69mg > 0.40mmol -
4.0mol%) ~ 3-FHFE-3-FHETE(1.18g » 10.0mmol > 100mol%) » FEEH
TN 60 CHEREIL S IE 6.5 /N o

ETREREYZ GCAM(ABEDR) - DERAT -

3-HEE-3-HETE(HAERKYI(3-2):93% -

3-HEE-3-FET BREIEY(9-2):2%

HBAANZE 0CE » —BBHE—EBHA SOWwrRERKAR(726mg
11.0mmol > 110mol%) -

KR IEREYIFEH GC AEED T SR DIER 88%IER 3-FHEE-3-
HETEB(E N ERYI(5-2)) -

(03411 EHEHI 3

3-HEE-3-FETEIBZEE

(0342) RS AILEHEH 1 FEF -

5569 H - # 106 H(RHEHRAED)
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[0343] 7 S0mL FHAVEEHINA ZHF(7.9g - 1.0L/mol) ~ B E# (111)9
7K&EY)(121mg> 0.30mmol > 3.0mol1%)~ Z % (601mg>10.0mmol> 100mol%)-
N-FEBEIE(25mg > 0.30mmol » 3.0mol%) ~ 4-$E:-2,2.6,6- U1 FH ELIRIE 1-
& 1k #1(69mg > 0.40mmol > 4.0mol%) ~ 3-H 4 E-3-E & T B(1.18g
10.0mmol > 100mol%) > FEEIBEE TH 60°CIBREY K FE 6.5 /NIF -

ETREREYZ GCOth(EBETER) - OMERAT -

3-HEE-3-HETB(HENERYI(3-2)):91% -

3-HEE-3-HE TR (EIEY(9-2)):N.D. -

% AAZE 0°CH - — BB EHA S0w% B A (726me -
11.0mmol » 110mo1%) -

R IEREYIFEH GC WA SR ESR 85% &G 3-FHEHE-3-
A TR (BNERYI(5-2)) -

[0344] EHf 4

3-HEREI-FETERBZEE

[0345] SIEZAREEF R 1 HE -

[0346] ¥ SOmL FaEVEENMNIIA ZBE ZH85(9.0g > 1.0L/mol) ~ &L
(II1)(49mg > 0.30mmol » 3.0mol%) * 69%%H B (27mg > 0.30mmol » 3.0mo1%) ~
Z B(601mg - 10.0rﬁmol » 100mol%) - N-F £ bk i (25mg » 0.30mmol
3.0mol%) ~ 4-¥8 £:-2,2,6,6-00 H & IR iF  1-%, 1L #(69mg > 0.40mmol -
4.0mol%) ~ 3-E & E-3-FFE TH(1.18g > 10.0mmol > 100mol%) » & IB
BTN 60°CHEPEISZIE 6.5 /N -

ETREREY  GCOMEREDZER) - SERNT -

% 70K » 3t 106 H(HIHERHAS)
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3-FHEE-3-FHEATER(HNERY(3-2):94% -
3-FHEA-3-FET BM(BIEY(9-2)):N.D.
AHIE 0CHk » —EBBE—EBA SOW%R A /KAER(726mg

11.0mmol » 110mol%) e

1 IERGYIFEH GC NEDES T & RUER 85% &K 3-HEE-3-
HEATEER(BENERY(5-2)) -

(03471 |IEHI S

3-HEAI-FETRIZHIE

[0348)] RIERAEEHH 1 HIE -

[0349] 7 50mL #i & & ¥ in A Z B5(7.9g » 1.0L/mol) ~ & 1L &
(I11)(49mg > 0.30mmol > 3.0mol1%) * 69%H B£(27mg > 0.30mmol > 3.0mo1%) -
7 B2(741mg > 10.0mmol » 100mol%) ~ N-5 %k 5k I (25mg » 0.30mmol -
3.0mol%) ~ 4-8 ££-2,2,6,6-P0 H £ IR iE  1-4, 1k #7(69mg » 0.40mmol
4.0mol%) ~ 3-EH G EE-3-FHE T EE(1.18g > 10.0mmol - 100mol%) > £ IE
BT 60°CHEHIIE 6.5 /N

EITRIEREYZ GCoOM(EREZR) - SERUT -
3-HEE-3-HETR(HINAERY(G-2):97% -
3-FHEA-3-HEA TR (BIEY(9-2)):N.D. -

HBAHIZE 0CHE > — BB B SOwnREREKER(726mg
11.0mmol > 110mol%) ©

B R FER G YFE R GC WAL R IER 92% &S 3-HEE-3-
AT RS (B A RYI(5-2)) -

332901 71 H > 3 106 B(EHERHED)
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[0350] E B 6

3-HEE-3-FET RIS

[0351] REXGEEFEHES 1 MHE -

[0352] 7 50mL #i &8 i in A Z B&(7.9g » 1.0L/mol) ~ &AL
(1I1)(49mg  0.30mmol > 3.0mol1%) - 69%F4 B (27mg > 0.30mmol » 3.0mo1%)~
22 B &EM(1221mg > 10.0mmol > 100mol%) ~ N-EHEL BRI (25mg > 0.30mmol »
3.0mol%) ~ 4-¥& £:-2,2.6,6-P0 B E IR ¥ 1-& {E #1(69mg > 0.40mmol
4.0mol%) ~ 3-F &G E-3-FHE TE(1.18g > 10.0mmol > 100mol%) * E&I&
BT 60°CHERE K FE 6.5 /NG -

HEITRIEREYZ GCoM(EEEZER) - SH&ERAT -

33 T T B Y B (3-2)):95% -

3B -3 F A T B (RIEEY(9-2)):3% ©

HIBLAE 0C1k » —BEH—BEA SOWNRERM/KAER(726mg
11.0mmol > 110mol%) -

R EREYFEH GC AREADIT SR ER 83% &S 3-H & 5-3-
A TS (B A E R#(5-2)) -

[0353] EHEH 7

3-EHER-3-HEAETREZ#iE

[0354] RIEAX‘GEEHG] 1 AHE -

[0355) 7 S0mL #u B &5 0 A Z B&(7.9g > 1.0L/mol) ~ &AL &
(II1)(49mg: 0.30mmol > 3.0mo1%)  69%FH E&(27mg> 0.30mmol » 3.o£nol%) .
7 #(601mg > 10.0mmol » 100mol%) ~ N-F £ I #4(25mg > 0.30mmol

332901 E2H £ 106 H(RRAS)
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3.0mol%)  4-¥8 ££-2,2,6,6-00 B £ IF i¥  1-% 1k #)(69mg > 0.40mmol -
4.0mol%) ~ 3-FI& E-3-FETE(1.18g » 10.0mmol > 100mol%) » £ & I8
T 60 CHEHAL R IE 6.5 /NI -

ETREREEYZ GCOh(EBEEDX) - oM&ERAT -

3-HEE-3-HETE(HIVARKYI(3-2)):84% -

3-EF"%%-3-EF’%TE%(EU@%@%)):S% o

HBAAE 0CHE » —BRBHE—EBEA S0w% A KAR(726mg
11.0mmol > 110mol%) o

&R IEREGYFEHR GC REREADNT  ERUER 15% %S 3-FHEE-3-
FETER(ENAERKYI(5-2))

[0356] EHEBI 8

3-FREE-3-FETRIHE

(03571
' OH
—l\/\OH — —_l\/\o + —i\,&o
~ ~ ~

(1-a) (3-a) {8~a)

[0358] 7* SOmL i B8 5 0 A Z B5(7.9g » 1.0L/mol) ~ & 1k
(I11)(49mg - 0.30mmol > 3.0mol%) ~ 69%FH £ (27mg > 0.30mmol - 3.0mol%)
Z. % (601mg>10.0mmol> 100mol%)~ N,N- — Ffz B0t BE (37mg 0.30mmol
3.0mol%) ~ 4-¥8 $-2,2,6,6-00 B E IR 1g  1-%& 1k #9(69mg > 0.40mmol -
4.0mol%) ~ 3-FEE-3-FHE T EE(1.18g > 10.0mmol > 100mol%) » FEEIE

BT 60 CHREFEILFE 6.5 /e -

5 73H - 3t 106 H(EEERAE)
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EITRIEREGYZ GC ot (EEEDR) - SWEROT -
3-FEE-3-FHAETE(HNAERY(3-2):91% -
3-HER-3-FET HEIEY(9-2)):N.D. -

[0359) EHfl 9

3-FHEE-3-FETEZ8E

(03601 SZFE‘EEE S 8 M -

[0361] #* S0mL %ii & 8% %5 0 A Z B&(7.9g » 1.0L/mol) ~ &1L &
(111)(49mg - 0.30mmol > 3.0mol%) ~ 69%%¥ % (27mg > 0.30mmol > 3.0mol%) -
Z.B(601mg > 10.0mmol > 100mol%) ~ MLEE(24mg > 0.30mmol » 3.0mol%) -
4-$8££-2.2.6,6-U0EHELIRIE 1-E/E47(69mg > 0.40mmol » 4.0mol1%) ~ 3-FF
FAk-3-FHETE(1.18g > 10.0mmol > 100mol%) > FEEIRE T 60 CHEM:
7S FE 6.5 /N

ETREREGYZ GCOM(HHEEZXR) - oMERAT -
3-FHEE-3-FHETR(HWERY(G-2)):95%
3-HEE-3-FET BREIEY(9-2)):N.D. -

[0362)] EHefhl 10

3-EI G -3 TS 2 B

[0363] RIEXAHEHEEH 1 HHE

[0364) 7 50mL pnZEM I A Z K5 (7.9g » 1.0L/mol) ~ 5% B&HE (11)3 7K
&%1(72mg> 0.30mmol > 3.0mol%)~ 69%HH i (27mg> 0.30mmol > 3.0mol%)-
Z. B(601mg > 10.0mmol > 100mol%) ~ N-F £ Bk :(25mg > 0.30mmol
v3.0mol%) s 4-¥% H-2.2.6,6-00 B OEL IR E 1-4 1k #5(69mg > 0.40mmol

332901 574 H > 3£ 106 HEIIRAE)



202323234

332901

4.0mol%) ~ 3-FI & E-3-FHE TEE(1.18g » 10.0mmol > 100mol%) » 7£ 4 18
BT 60 CIMPEI I IE 6.5 /NEF »

ETRIEREGEYZ GCoth(@EEDTER) - 7IERWT -

3-FHEE-3-FHETER(HIVEMKY(3-2):89% -

3-FHEE-3-FETEREIEY(9-2)):N.D. -

HIBLAZE 0CHE » —BEH—EBEA S0w%BER KB R (726mg >
11.0mmol > 110mol%) °

W R IERSYFEH GC NERESNT SR DAER 85% &5 3-FHEE-3-
A TER(HIVAERKYI(5-2)) -

(03651 EHEAI 11

3-HEE-3-RETEZHE

[0366] RIEAEE G 8 FHIE -

[0367]1 7 SOmL jaZd EEfRII A ZBE T BR(10mL) ~ E/E# 1D (32mg -
0.20mmol > 1.0mol%) - 69%7%¥% B(110mg > 1.20mmol > 6.0mol%) - 7. %
(1.80g > 30.0mmol > 150mol%) * N-F ZLBk I (49mg » 0.60mmol » 3.0mol%) ~
4-$%E:-2 2 6,6-V0 B ELIRIE 1-54E#)(138mg » 0.80mmol » 4.0mol%)} 3-
P& BE-3-F A ] 5 (2.36g > 20.0mmol > 100mol%) - FEEIREE [ B FRHA
K- HpEHBEERSNEREE(REE WK Imm ~ £EF 40m) » #KIE
EEE 80C#& » i 0.6MPa &R A KRR E ImL/min K& R
30mL/min > 45 B X EE - ERNKEE 2K O Z B AR 2 H OB
ERERESY  BITREREYZ GC O(EEE D) - SEENT -

3-HHEE-3-HET B(BVERY(3-2)):93% -

75 H 0 3£ 106 B(ZERIHS)
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3-HEE-3-FETHEIEY(9-2)):N.D. -
FrEHEERRE L -

[0368] E RG] 12

3-HEE-3-FETEIBZHE

[0369] WIEZAHEE A 1 AHIH -

[0370) 7 SO0mL 7 &Y & iR f0 A Z B&(7.9g » 1.0L/mol) ~ & 1L 8
(IIT)(49mg > 0.30mmol » 3.0mol1%) ~ 69%F§ B (27mg » 0.30mmol » 3.0mol%) -
Z B(601mg » 10.0mmol » 100mol%) ~ 2,2°-Ff I 1E(47mg > 0.30mmol
3.0mol%) ~ (25mg > 0.30mmol > 3.0mol%) + 4-$&E:-2,2.6,6- VL H EL IRLE 1-
& {k #)(69mg ¢ 0.40mmol » 4.0mol%) ~ 3-F & H-3-H & T Ei(1.18g »
10.0mmol » 100mol%) » FEEIBE TR 60CHELEY K FE 6.5 /NEE -

ETREREYZ GC OoM(EREDH) - 7HERAT -
3-FHELE-3-FETR(ERERKYI(3-2)):98% -
3-FEE-3-FETREIEY9-2):1% -
HBLAIZE 0CHE » — BB —EBA SOwrRER/KEK(726mg
11.0mmol > 110mol%) o
BRIEREYIFEE GC AEED T &RDER 34%IERE 3-F&EE-3-
HETER(HNERYI(5-2)) -
(03711 BB 13
3-HEE-3-HET B 8ES
[0372] KRIES(GEE RS 1 HHE -

332901 5576 H - 3t 106 H(SVERIAE)
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332901

[0373) 7 S0mL % BB 0 A Z B8(7.9g » 1.0L/mol) ~ & 1Lk &
(II1)(49mg - 0.30mmol > 3.0mol%)~ 69% i (27mg O.30mrﬁol »3.0mol%)~
Z.[(601mg > 10.0mmol > 100mol%) * IELEE(24mg > 0.30mmol > 3.0mol%) ~
4-$8F-2.2.6,6-T0HEIRDE 1-E/E%(69mg > 0.40mmol + 4.0mol%) ~ 3-H
S AE-3-FETEE(1.18g - 10.0mmol > 100mol%) - FEEIRE T 60CHERE
A K2 FE 6.5 /N -

EITREREYZ GC o M(EETSE) - S&ERAT -

3-FHEE-3-FETRER(ERERY(3-2)):94% -

3-F & 5-3- B & T B4 (B (9-2)):N.D. =

HIEAHE 0CHK - —BERE—ERA 25%& A LKA (1.60g -
10.0mmol > 100mol%) » 235 A 50w%iRE B /KA (726mg > 11.0mmol »
110mol%) - R IEREEWFEH GC REED T GRUER 94.5%E45 3-
FEE-3-FETEIF(HBERY(5-2)) -

[0374] EHH 14

3-FHEE-3-FETER 28

[0375] RIEXAAEAE B 8 AHE -

[0376] 7* 200mL Ao ZVEREIIA LB T B&(97.9mL » 0.75L/mol) ~ &
{E#(111)(420mg > 2.6mmol » 2.0mol%) - ZfE(3.90g » 65mmol > 50mol%) -
N-HEDEMW(320mg > 3.9mmol > 3.0mol%) ~ 4-$&H-2.2,6,6- V0 H ELIRIE 1-
& /L #7(900mg > 5.2mmol > 4.0mol%) ~ 3-H & ££-3-0 & T EE(15.36g °

130mmol > 100mol%) » —#E N 60 CEBIHE—E 69%FHEE(5.94g > 65mmol »

5877 H > 3% 106 H(GBYHRAE)
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50mol%)E1 7. (7.81g » 130mmol » 100mol%);R&RALE 5 /NEEE A » A
% 5 BE%EEMNELL 20mL/min. #8 - HRERPEE K FE 4 /NE -
EITREBREYMZ GCo(EEEZER) - 7IERAT -
3-FHEE-3-FHE T B (EHVAERY(3-2)):87% -
3-FHEE-3-FHETBE(BIEY(9-2)):6% -
(03771 BHEHI 15
3-FRE-2-T i BliE

[0378]

(2-a) (4-a) (10-a)

[0379) 7 SOmL 7 Y Bk 0 A Z B5(7.9g » 1.0L/mol) ~ & 1k
(I11)(49mg+ 0.30mmol * 3.0mol%) ~ 69%F B (55mg > 0.60mmol » 6.0mol%)~
Z B(601mg > 10.0mmol » 100mol%) ~ N-F & B B (25mg > 0.30mmol :
3.0mol%) ~ 4-¥& ££-2,2,6,6-00 B £ IR iF  1-4 1k #7(69mg > 0.40mmol >
4.0mol%) ~ 3-FAE-2-T f%E2(8.61g » 100mmol > 100mol%) - FEEIFE TH
60CHEFEILFE 1.5 /NF - BT RIER G Z GC (AT 5%E) - 247
GERAT -

3-FA-2-T MHEE(E Y (4-2)):97% -
3-FE-2-T W% (BIEYI(10-2)):N.D. -

[0380] EHEHI 16

3-FE-2-T IR 8l

332901 78 H - 3t 106 H(ZRAE)
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332901

[0381] RIER‘AREERE] 15 F8H -

[0382] 7% 200mL V9 EHAIAZBEE T E5(112.9mL » 0.75L/mol) ~ &
{E$% (111)(490mg » 3.0mmol » 2.0mol%) - 4-¥&E:-2,2,6,6- 00 FHEIRIE 1-4,
{E#)(1.03g > 6.0mmol > 4.0mol%) ~ 3-FHE-2-T #%2(12.92g > 150mmol >
100mol%) » —iEH 60°CHEPE—IBF 69%h£(6.85g » 75mmol » 50mol%)
68 5 /NEREA - W 5 BE%EEMNELL 20mL/min. #8E - HEEER
FE T JE 2 /NBF o

ETREREY < GCoMEBEDR) - SWERAT -
3-FE-2- TR EE (H R AR YI(4-2)):94% -
3-FAE-2-T ¥ BE (Rl E%1(10-2)):N.D. -

(03831 EHEBI 17

3-FE-2-TIERE 8l

[0384) RIEA(GEE ] 15 M -

(03851 7 20mL {58 & 1 A Z §5(7.5mL > 0.75L/mol) ~ & 1k 8%
(II1)(32mg » 0.2mmol » 2.0mol1%) * 69%74 & (27mg » 0.3mmol » 3.0mol%) ~
Z.(901mg » 15.0mmol > 150mol1%) ~ 4-¥&F-2.2.6,6- IO HELIRIE 1-84F
#1(69mg > 0.40mmol > 4.0mol%) ~ 3-FIE-2-T}%EE(861mg > 10.0mmol -
100mol%) > FEEIRE TN 60 CHEFH ML IE 1 /N -

ETREREYZ GCHMABESX) - SMERNOT -
3-FHA-2-T IHEE (B B A B(4-2)):98% -
3-HE-2-T MER(BIEY(10-2)):N.D. -
[0386] EHtifl 18 & 23

B 79 H © 3t 106 HEIRTE)
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3-HA-2-T A G
[0387) KZIEAREEE A 15 AHE -
[0388] &Mk X IER I E KR 1 s BRIELZSMNABLE R 17 1
B JTETRE RN - ERETRNR - 4 BHEG 17 ZERTER

RE&1-

[0389]) [ 1]

B HER - R IR GC-HifE%
T Bh) | 2-a | 4-a | 10-a
17 Y 1 0 98 0
18 Z g2 3 0 96 2
19 FAZE 5 0 90 0
20 ZEE Tl 1 0 97 2
21 |HERTEE| 1 0 97 0
22 £ 1 0 95 1
23 TR 1 0 95 1

[0390] EEHI 24
3-FE-2-T IR 8liE
[0391] RIERABEEG] 15 HHE -
[0392] 7% 200mL PUERIIA ZBL T B5(112.9mL » 0.75L/mol) ~ &
B85 (I11)(490mg > 3.0mmol > 2.0mol%) ~ 4-$&%-2,2,6,6-DU FHEIREE 1-&
{5%7(1.03g » 6.0mmol > 4.0mol%) ~ 3-FHEL-2-TJ%EE(12.92g > 150mmol >
100mol%) » —¥ L 60 CERE—IEBE 69%MHEE(8.22g » 90mmol » 60mol%)
TEE 6 /NEFRA » TEEDREE 2 /NEF -
ETREREMZ GCOMEAREIR) - SERAT -

332901 %80 F - 3t 106 H(SHHRHAE)
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3-FEE-2-T R (B iR (4-2)):94% -
3-FE-2-T RBE(RBIEY(10-2)):N.D. -

(03931 EHEHI 25 & 29

3-FA-2-TmEE s S

[0394)] RIERAEBEHE] 1S HE -

[0395] B&ALERERE - 4-58HE TEMPO HI{#E A £ (E & (equiv.))-
BEE R R R B AR 2 Fin o BRILZAMNABL R ] 24 AHEIT ST
RIERG3HT « ERERINE 2 - [h4h - B 24 ZERIREENR 2 -

[0396] [ 2]

. fZJE | 4-OH- .
seem | FeCls |mig | 2 GC-Fif%
Gk | EE | (moll) it \TEMPO
N (°C) | &8 | 2a | 4a | 10
24 002 | 0.75 60 004 | 0 94 0
25 002 | 0.75 60 0.02 0 90 0
26 001 | 0.75 60 0.04 0 94 0
27 002 | 05 60 0.04 0 95 0
28 002 | 025 60 0.04 1 88 0
29 002 | 075 40 0.04 0 97 0
[0397) EHHI 30
5,5- W E-4,5- —FREIEUW 7 BUIE
[0398])
_i\/\OH NG —'l\AO ‘i\/\N,. OH ___.,,m
(1-a) (3~a) (5-a) (7-a)

332901 % 81 H - $ 106 H(RFHHD)
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[0399] #* 200ml PUCUEEIDA ZEE T BR(75mL » 0.75L/mol) ~ &k
$5(I11)(324mg » 2mmol > 2mol%) ~ 69%H & (274mg » 3mmol » 3mol%)
Z.1#%(9.01g> 150mmol > 150mol%) ~ N-EF ELBEmE(246mg » 3mmol » 3mol%)
4-$8F:-2.2. 6,6-V0 FHELIROE-1-E/E4)(689mg » 4mmol » 4mol%) ~ 3-FE E
-3-FETEZ(11.8g > 100mmol > 100mol%) > FEEIRTFE T 12 60 CHEFIL K&
4.5 /NI - BITRIEREYZ GC oi(EEEZER) - SWERAT -

3-HEE-3-FETE(HERY(3-2)):91% °

3-FEE-3-HAETBREIEY(9-2):4% -

HBAAZE 0CHK » —BEH -EREEMKER25wWt% - 16g
100mmol > 100mol%)fE#& 30 S8 A - HEK 2M BB AR KR
(34.85g > {F Fy & & BE(NH.0H) & 104mmol » {E K ¥ & g (NH,0H) 5
104mol%) {62 30 DM A - KIEG R  BEFREREYE  SEER
B RoKIE @ 12 20 2 25C Bt A HE KoKE - #KE L ZEE T BE(10mL »
0.1L/mo)FFZE - & &HMERE - BEREREYFHEDH CC AEZ
MBI REREYTKEER -

3-FHEE-3-FETRIF(HHERKY(5-2):83% -

W bt 2 B (B L-F5 B R E & %)(95.14g > 84mmol - 100mol %) =
200ml 7 Y8 > IO A= ZE£(2.87g > 25mmol » 30mol%) > 2 60 £ 65
CHEPE 7 NS o [ EAE R I A IR & EK(35mL » 0.4L/mol) - SYEEA
WERKRE > £ 20 E 25CHEAERERKE - BE#RE R EK
(35mL > 0.4L/mol )T « R R SWIER GC Pk Kt iR
T RGER -

%82 H - 3£ 106 H(ZHEEHED)
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5,5- " HEE-4,5- |G RISW (B AV ERY(7-2)):83% o
[0400) EHEHl 31
THE-45- TR REER B

[0401]
)\/\OH /k/%o —_— )\/\N OH —> >Q
(2-a) (4-a) (6-a) (7-a)

[0402] FA 200mL POERMAZEE T B5(112.9mL » 0.75L/mol) ~ &

- {EE&R(II1)(490mg > 3.0mol > 2.0mol%) ~ Zf£(4.50g » 75mmol » 50mol%) ~

332901

4-¥QEL-2.2.6,6-V0 FHELIROE-1 E4E4 (1.03g > 6.0mmol » 4.0mol%) ~ 3- A&
2-TWEEE(12.92¢ > 150mmol » 100mol%) ~ —¥EHA 60 F 65°CIBIE—BY
69%5%?5&(6 85g > 75mmol > 50mol%)E3 7, #5(9.01g > 150mmol > 100mol%)
BB RACE S/NFREA - W 5 BE%EERELL 20ml/min. #E4 - BT
[EI R S FE 1 /NG -
EITRIEREWZ GC o M(EMESE) - SITERAT -
3-FE-2-TIREE (B VAR (4-2)):91% -
3-FHE-2-T WA (Rl E%7(10-2)):N.D. -
Hig RAIZ 0 E ST —BEBE—BEA 25W%ES(LHKER
(24.0g > 150mol » 100mol%) » 2M B ER KB (51.8g » 1E B RER
(NH:0H) % 156mmol » fE R ¥EE R (NH.0H) & 104mol%) - R EREY
FEH GC IREA S #T T RIS AR -
3-FER-2-T IR NG (B 894 pi4(6-2)):81% -

5% 83 H - 4t 106 H(EERTE)
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¥ Lt BR(BAE-FBE) SR &Y (129.65g - 120mmol - 100mol%)F%
Z 300ml 2 VO 53 BEVE I > DA 69%HH % (1.10g » 12mmol » 10mol%) » i}
60 % 65°CHEEE 18 /N « R IERAWEEH GC WA 2 oo Hh 4R 43 7 T
KIGER -

-~$%45ufﬁHRMEMEm%0dDW%

[0403] E‘B’Wﬂ 32

5,5- I EE-4,5- _ G RISM T BE

[0404] RIEAREAESES] 31 AHE -

[0405] 7 200mL PUCTEENEAIA ZBE T Ba(75.0mL » 0.50L/mol) ~ &
{B§&(111)(243mg > 1.5mmol » 1.0mol%) ~ 4-§8F-2,2,6,6-V0 HEIRIE 1-5
{E#)(1.03g > 6.0mmol » 4.0mol%) ~ 3-EE-2-T §%EE(12.92g » 150mmol -
100mol%) » — ¥ 60°C IR —B i 69%HH % (8.90g° 97.5mmol » 65mol%)
TEE 6.5 /NI A - TEEDRERIE 0.5 /N -

ETRERGY 2 CCoti(EREDR) - SMERAUT -

3-FHEE-2-TIm B (H R A R): 94% -

3-FHER-2-T IR IR (BIEY):N.D. -

Hig» RHIZE 0 £ 5CH%R > — BB B ISwi%REAERIKAER
(36.1g » {F Ky ¥R B fr (NH,0H) & 150mmol - {F % ¥% 5 fg (NH.OH) 5
100mol%)fEE 0.5 /N A - HEZEREIRER 25wt% &8 LHHKER
(24.0g > 150mmol » 100mol%){EE 1 /N A - E—D I EDRERIE 1 /)

£

B o
N ERE %?EE GC WA KB ER

332901 %84 H 106 H(BHRASD)
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3-EHEL-2-T IEEERT:T5% -

¥ s BT R & (77.81g > 108.6mmol » 100mol1%)f%ZE 200mL
PO CEHE > IO 69% 545 (991mg > 10.86mmol » 10mol%) » #F 60 & 65°C
ZHEIIIEEE 18.5 /NG

B EREYFEDH GC WA KEER

5,5- " EHEE-4,5- TG BIEME:91% o

[0400] E MBI 33

5,5- " FE-4,5- T & FIL M s

[0407]
)\AO — )\/\N oH —> XR
(4-a) (6-a) (7-a)

[0408) 4% 3-FHE-2-T J&EE(15.0g > 178mmol - 100mol%)AfEN — &
F%2(90ml » 0.5L/mol) - LARIRAC R 30 2 40°CZITE N EF R A 50%F
R KE A (11.8g » 178mmol > 100mol%)(FESIE) - AR R » K&
EYEEIRIERE 4 /NF - KIBGRRE - MIIRE/KA0mD) I - R
BEVNIEERERKE - 2EERENKE - MERFEE - B
A DU R S E20% - AR T (400Torm) Y 40 C(RERE) R EREZ ER
WZE 36y BEEE 3-FE-2-TRER(ER.EE &8 ~8F K4 14ml)-

I EALER R 3-FA-2-T RER K _SFRAECY TR URERZRAZ
“EHRZ B B AL 36ml(0.2L/mol) Z HFHIIA ZEF FE(22ml) - R

Hp i A =& 2B (TFA~2.03g- EEE:1.49-1.36mL  17.8mmol > 10mol%)

332901 : 55 85 H » 3£ 106 H(SBHHHE)
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332901

FEZEBEE 48 /NF - KIEREYZ GCoM(EBE TR GERY - KER

EYPRERABIENEEZRTAT °
5,5-ZHi%k-4,5- " @ AIBUE(H EYERY)(7-2)):94% -
3-FE-2- TGRS (P E#(6-2)):1% »

MR IEREYMAZZER(40m]) - KHREEEYDIERHE KK
& - YA W KUK BT S A RE o R DI ER SRR - RE/KES
DABR BE SR HZ e » RIS - AGRTRHE R R BB AENRS S
5,5- B -4,5-Z G REW(T-a - REHRY - 13.7g > 4iE:99%(GC HH
BH4E) ~ 137mmol » BE:77%(2 HE) » #8575 & 77°C/50Torr) »

[0409] EHf 34

5,5- " FE-4,5- T R Sl

[0410] RIEHEE ] 33 HE -

[0411] #§ 3-FAAE-2-T /%&E¥(10.0g > 119mmol > 100mol%)iA R — &
EfE(60mL > 0.5L/mol) » AR A 30 £ 40C 250 » IREFEA 50%
ALK AR (7.9g » 119mmol » 100mol%)(HESIE) - WAL K& > iR
EYEEBER 4 /N - RIEEHRRE » IIAREK(A0m)ILHEEE - &ATE
BREMOREERERKE - SBRBERKE  MEGSAEKE - BTG
% AR R $E52)% - B T (400Torn) 1 40C (R E)HAEBEZ 2R
WE3 g SEER 3 -FE-2-TRERB(ERE& &F &8 KY 14m)-

RS 3-FHE-2-THERB K _SFRIEa T URELRRZ
“EHREZ AT ERAL 24m1(0.2L/mol) Z STRIMA ZEHEE(10ml) - 7Y
H oA B E A IS — K A (PTS - Ho0 ~ 2.3g > 11.9mmol » 10mol%) » 4

55 86 H » 3t 106 H(HUIAHE)
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SBHLRE 60 /NEE o RAER AW GC A (BRE AR ERT > RIEES
Wy R B S EE RS -

5,5 FR k-4, 5- 45 SIS [ 9 L R (7-2)):95% -

3- - 2- T IR BEHG (P REI9(6-2)):3% -

PRSI A S ZEB(G0m)) - BFERR S Y I EEHE RAK
@ o SEERE RS o TIEESERE - RF DR RRMOER - Rk
F o DUREESEESIR » BRI BAT - 25 R R BATE I Y B E

- 5,5-THIEL-4,5- TR EISUE(T-a » SEEIHLIRY) 0 8.3 AIE:99%(GC HAEH

332901

53¥2) ~ 83mmol » EEHE:70% » #BE:75 & 77°C/50Torr) -

[0412] EHEHY 35

5,5- " HE-4,5-“HFREW L BiE

[0413] }iﬁﬁ‘t{%éﬁi T B 33 M e

[0414) 7 25ml %5 %Y ¥ ¥ & 7 B8 0% ¥ & F#(8.91g » 128mmol >
110mol%) il AZK(12ml) &z & HFE(12mL » 0.1L/mol) 1% » FEIKA T —1E2#
PE—E I A S 7K(7.80g > 4fE 28% » 128mmol » 110mol%) MR8 30°C
ZARNPRESMA 3-FE-2-THEE(0.0g 48 98%(GC HE%)
117mmol » 100mol%) - = RIBH 1 /NI - RIS EEY DB 2B HE K
KIE - SBERRERKE - MV EZEFRERUKE - I - KEZ pH K
6.6 o

£ Soml FEENER & 0f LIRS A B (ER S &5t & 23ml

&EtE 0.20/mol) - RE I A ERKEE(1.35¢ > 11.7mm01 » 10mol%) » 3 30

55 87 H - 3t 106 H(FIERHAS)
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332901

CTIERE 48 /IS - RIEEEYZ GCof(HEETR)ERT » KIEREEY
b RBERABIENRTWT -

5,5- " HE-4,5- "G RISW(HNERY(7-2)):96% -

RIE& HR1% - A SFREE SN /KER(12m)WLEFF - R EY
SHEAEERKE - HEERERKE - LB ZEREFEIUKE »
BT RECHNERE - FHBBAEFRSHERY - 55 5,5-2
FAEE-4,5- " & RISHE(T-a » fEEHRY) - 9.5g » EZR:82% - FHE:TS E 77
‘C/50Torr) -

(04151 EHEHY 36

5,5- “HE-4,5- G R 85

[0416] RRIERHEEE G 33 HE -

[0417] 1> 25ml Fit B 8% 3 o 700 BR RS & B2 (10.5g » fF B ESEL B
(NH,OH) % 128mmol» {E 5 (NH,0H) & 110mol%) A K (5Sml) f —
SHPE(12mL > 0.1L/mol)#& » FFIKA T —EBBH —BIA 25%E&bHK
ST (47 20g > 128mmol > 110mo1%) % pH A 6.9 ° DIR#EEH# 30C 2T
PEI A 3-BE-2-TH%EL(10.0g > 41F 98%(GC HTE%) » 117mmol >
100mol%) » FEZE RIBHE 1 /NIF - BRSO 2B E KKE - /i
BHREKKE - LD EZEFREZEEUKE -

50ml FEEVEMR P& 0F LTS AR (ER SRRt 5 23ml - &
&tk 0.2L/mol) » REFIIA 70%HHE&(1.05g > 11.7mmol > 10mol%) > % 30
CTEH 48 /N\F - RIEREYZ GC o (ERBETR)ERT » KEREY
FERBRIFENRTUWT -

55 88 F » #t 106 H(ZHHERHE)
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332901

5,5-2513%-4,5-:‘%%‘\:“%%(5E’\Jéﬁﬁ%(%a)):%% °

RIEE R » INASERIREE S M/KER(2m)IREE - BREGREY)
SEEEEERKE - 7HEAERERKE - UE_RKFEEERUKE - £
BB TN RESHNAERE - #FRBASREAEHEARY > §5 5,5-2
FE-4,5- "R AZEME(T-a - WEHRY) 0 9.2g - EF:80% » HELTS F 77
"C/50Torr)

[0418) E I 37

5,5- " HE-4,5- "G RS 7 RS

[0419] KIEZAREEHEH] 33 AHE -

[0420] 7 25ml i ZY 8k 2 70 i BE FR & H2(9.56g » F R & A By
(NH,OH) % 117mmol » {E B ¥EE B (NH,0H) B 100mol%) i A 7K (12ml) &
& HHE(12mL 5 0.1L/mol){& - KA T —EBH—EINARK(7.09g
&ifE 28% ~ 117mmol > 100mol%) » LA #EHE 30°CZ TR EFI0A 3-H
E-2-TIEEE(10.2g - 4i7E 98%(GC HETE%) » 119mmol > 102mol%) » =
EEER 1N - GRS REERBEAE - SEERERAE -
M8 EH R EUKE -

(04211 1A 50ml fnBUEEiE &6 LB A RE{EN 8T ks
B 23ml> &5 5 0.2L/mol) « R E A E 55 (406mg > 3.50mmol  3mol%)
B N-FEEZER(126ul ~ EHE 0.99(20°C) ~ 125mg » 1.17mmol » 1mol%) »
30°CHEPE 48 /NIF - KIEEEY 2 GCOM(ERESR)ER T » KERS
rh ERBBIERNR T -

5,5- " HE-4,5- g RIEM(HNAERKY(7-2)):93% -

55 89 H - £ 106 H(HIHRHAE)



202323234

P& R % » T ASETIREE /K8 R (1 2mD AR - B EEY
SEEBBERKE - SBERERKE - DPEZ&BREEIUKE @ £
B T REAMHNERE - #EHBRBASERASHARY - 53] 5,5-2
BHEL-4,5- T a HZEM(T-a - SEEHIRY 8.9é » EERRT5% 0 HhERT5 B 7T
"C/50Torr) «

[0422] EHifl 38
,5-HEE-4,5- g Rrsuk s #

[0423]
(4-a) (7-a)

[0424] 772 50ml fnBBEHE i R IEEE(10.0g - 4HE:98%(GC HE
%) > 116.5mmol » 100mol%)¥ fEH ~ & FK(11.7mL » 0.1L/mol)# » 4K
A T A= & Z #0.89mL » [k 8:1.49(20°C)) » 1.33g » 11.7mmol >
10mol%) « KA T » AR 30°C 27 SR H P I AFRE R /KE K (7.55g B
GFE:52%(LL 1.0M EEfE 5 E) » 118.8mmol > 102mol%) » 4 45°C#HE 20 /1N
IF(PAER) - RIEREY 2 GCoM(EEE S R)ERT KRS P ERK
BEIENERSOT
5,5-_Eﬁ%-4,5f_§§ﬂ%ﬂ%(ﬁE@léEB‘Z%(7-a)):96% °
RIE&E R - IIABIRIERER S 8A/KBR(12m) I HE - AR EY
SEZEERERAKE - TEEERERKE - VB S R EERKE - £
BB T RECHNERE - EhRBEEEERREHERY - 88 5,5-=

332901 90 H - 3t 106 H(ZHHEREE)
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FAEE-4,5- — & B k(7-a > MEEMIRY > 9.3g > 93.8mmol » EZ:81% > 3
2E:75 & 77°C/50Torr) o
(04251 EHiB) 39 = 44
5,5- " E-4,5- g RS BliE

[0426] B AAHEE G 38 MHE -

[0427] BRAER] - FRERNERE - BB ARGk iRt &
ER®R 3 PN BRIEZIMNAEE K] 38 HEITETRIER T - ERE
RINER 3 o BhAh - EHEDI 38 ZEERINRENRS -

[0428] [3& 3]

b e R | RERSD | D%
o NH,OH <
AR . e ClhfErr) |Go-ERiCs)| A
HIE k| Limol | BO1% i AR pop | REE | W 7 7
B mo (fENH20H) mol% mol% ) ) (7-a) (7-a)
38 :ﬁiﬁaﬂf 0.1 102 =HEIE 10 ,ﬁiﬁ e 45 20 96 81
39 :ﬁ@ifﬁﬂﬁ; 0.1 102 %3{5@ 10 & o 45 24 97 87
40 |—gmEs o1 102 B | 10 fi - 45 24 95 79
41 i - 102 =R 10 % - 50 24 94 75
4] ik o 98 SRS 2 IN-HEZER 2 30 24 96 84
43 §ie e o8 AR 3 N-@E%ﬁ’i( 1 30 48 93 85
44 fiE - 98 Wi | 3 |NEEEm| 3 | 30 | 48 96 84
[0420] EHEHI 45
,5- I EE-4,5-T G RIS BUiE
[0430])
—l\AO - . _l\/\\"“‘ oH _,_m
N O \
(3-a) (5-a) {7-a)

332901 o1 H » 3t 106 H(URIEE)
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[0431] # 50mlzERE HOA 3-2(8.46mmol > 100mol%)Z Z & H b &
M(11.83g) ~ 7K(4.23mL » 0.5L/mol) ~ 7 FE ¥EH 5 (0.69g > {F R E M
(NH,OH) % 4.23mmol » E B ¥&E B (NH,0H) B 100mol%) « #£ 10 & 20°C
Z EEINEA 48% &SR ALHI7KIE K (0.71g > 8.46mmol > 100mol%)7% * IR #
1/NBF - GC ARRAZ BB MRS ER &R 5-a Z GCEEE 85.6%
A =& 2Z8(0.29g>2.53mmol > 35mol%) ~ N-FH £ 5 [#(0.09g > 0.8 7mmol »
12mo1%) > A 50°CIBRE 24 /NIE - | |

RIEREYZ GC oii(HEEH2R)ERT - RIEESYTEREH
ENHIYRTAT
5,5-“HE-4,5- & RZEM(BRVERKYI(7-2)):80% -

[0432] KIE&EH R  BAEEAYSIRERRERKE A
J@RoKfg o B GC AENAZ R BEGKSER -

5,5- ZHE-4,5- S REW(HIAERKYI(T7-2)):79%(H 3-a5tH) -

[0433] EHfl 46 2 48

5,5- T FREL-4,5- 7 4 EIE s sl ik

[0434)] FREAREAE R 45 tHE -

[0435] %85 B5 LA B P AR Z R0 BR b Z S DLER B Wbl 45 Fix 5
NETRIER T - BHHI 45 2 48 ZERERNFR 4 -

332901 302 H 4 106 HEHHREE)
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[0436]) [ 4]

pi=Llubsad 74
SERE HEAEE 48%NaOH aq. | F5{E S EEEEEE (%) GC-Hif5i% R LB B ETR(%)
IR (molo%) (mol%) (GCPIRESE) s (GCPYREE™)
a 5-a 7-a

38 B B R0 2 (50) 100 86 0 3 80 79

39 | EEERERELNA(100) 100 85 0 4 80 76

40 | EECHEK AR (100) - 85 0 3 78 76

41 FIERHS(100) - 81 0 0 89 94

*EERGFEH GC WA HE -

(04371 BB 49
5,5- i E-4,5- T F IS BUE

[0438]
Al\/\Na OH ——»X?
(5-a) (7-a)

[0439] 1 50ml B S-a(1.21g » 7.35mmol » 100mol%) ~ &
RH£(0.09g > 0.73mmol > 10mol%) » > 50°CHE#E 12 /B -
KEREGYZ GC oM(EEETR)ERT - KBRS T ERER
SR EBET AT -
— 4,5 IS #Y A R (7-2)):82% -
[0440] RIE&ERIZ - KR EYH GC W m&ZF—%Eﬁiﬁﬁﬁﬁ?{?
5- I E-4,5- G A BM(EIERYI(7-2)):84% -
[0441] RIEXAEEF] 33 HE -

332901 93 H - £ 106 B(EHERAED)
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[0442] Bl 50 Z 54

[0443] S FEEEABLE - ERABAE ~ MR ~ JHRE R SOFERF R - BRiE Z 4 DAEAE
BB 49 FEIRE T NETRIER SN - BHEI 49 B 54 ZERETRNES -

[0444] [ 5]

| eemem iy R oyl MIE | BERY GC-Hif% (B EPERER%)
~ (1nol%) (mol%) 02L/mol) | (°O) () 5-a 7-a (GCEEE™)
49 B ARE(10) - - 50 12 0 82 84
50 WEE(10) - - 50 12 0 72 74
51| SHZERGS) |N-FEER2)| 0 | 12 ] 0 | 8 20
52 | ZHZEEQO) - % 50 12 0 76 86
53 | ZHZERQ0) | N-FREHERO10) - rt 24 1 83 86
54 | =&H.28(10) - 50 12 0 87 89

*EFEGIEH GC NEEAEE -

(04451 EHEHB] 54
5,5- " E-4,5-Z“E RS n}_zﬁw

[0446]
do
(3-a) (7-a)

[0447) 7 50ml sREGENIA 3-a(11.83g > 8.46mmol > 100mol%)Z —
£ H =% - 7K(4.23mL > 0.50L/mol) ~ N FH F5(0.62g » 8.45mmol
100mol%) ~ =&, 7% (0.27g > 2.40mmol > 28mol%) ~ N-EHE ¥ }#(0.09g >
0.83mmol » 10mol%) » A 50°CIERE 24 /B o

REREEYZ GC oM(EEEDSR)ERT - KRS EREH
EHEHNERDWT -

- E-4,5- T BIR(HIAERKYI(7-2)):86% o
332901 94 H » 3£ 106 H(ZHEHHESE)
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(04481 EHEBY 55
3-EAA-2-TIREE 2 835

[0449]1 KIERAGBEEHES] 15 #HE -

(04501 % | T R .3—Eﬁ B-2-T W& E%(ll-‘ng > 133mmol >
100mol%) ~ & LK) (215mg > 1.33mmol » 1mol%) K 4-F&%:-2,2,6,6-1U
FHEIREE 1-84E47(916mg » 5.32mmol > 4mol%)EfEF 100mL 7T
By - MEESERAR - HEREHEERNEEEREET: AR Imm
RE 10m) LA 7 =TT R E » i sk R A R DAL 0.9TmL/min K 69%
B B K A DA 2R 0.05mL/min 45 2 Y FE R & 25 (Y-tube mixer)ﬂﬁi?ﬁé\
% R GRS EINEE 60°C 2 KIEEN K IE - SRERIEREY -
EITREREYZ GCOMEEELR) - 2&ROT -

3-FE-2-T IR EE(H AV A R Y (4-2)):83% o
3-FHE-2-T IR BE (Bl ZEY)(10-2)):N.D. -

H GC ARBAZ BB DT RERGYT KB ESR

3-FHE-2-TIREE(B V4 5 (4-2)):75% »

FiffEEERRE2-

[0451] EHEHI 56

3-FHE-2-T IGBE 2 i

[0452) RIEAXEETES 15 MHF -

[0453) PEEEIRE T HBMH 3-HF&-2-THEE(11.45g > 133mmol -
100mol%) . 4-¥&%-2.2.6,6-T0H EUkLE 1-E/L%(916mg > 5.32mmol >
4mol%) AR S0mL Z ZMET B B - SIMERBE T HBE S

332901 595 5 - £ 106 H(ZRHHRHAD)
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(I11)(215mg > 1.33mmol > 1mol%)J% 69%4¥ E&/KE M (607mg » 6.64mmol
5.0mol%)/AfERY S0mL 2 ZB T Bz B - KRB EGRBREEE (K
FEEE: K 1mm ~ £ 20m) AT 7 NETRE - 1¥ 0.5MPa ZB T
i b sREl > 2 {ERRAR S A PR ZR 0.05mL/min {462 Y FERGE
(Y-tube mixen)WRATR > AR MBE 0CZRIEE @ FRKERU
3.15mL/min 45 - REEN R IEE 2 RO 2 B 3R B 2 O E R FER
&Y BITREREYZ GCoM(EHEEDR) - O&ERAOT -

3-BEL-2-TIREE (H AV AE R (4-2)):96% -

3-HEE-2-T W& (BIEY(10-2)):N.D. -

FfE FHASEERNE 3 -

[0454] 2% 1
5,5- ZF H-4,5- " G RS- 3B B PRETFR B

BE 2 Sl
[0455])
X ) o L \ S_ _NH, | -
0 — > — [ o
(7-a) () (12)
7 300ml Z VUSSR INA 288 T BE(85mL » 0.85L/mol) » —ERHF
R O0ZESCTHEE(7.81g 110mmol » 110mol%)IEHE - —EREHKL] 31 s
SEE(123.75g > 100mmol > 100mol%)FEE 1 /NETE A - FFEEEERE 1
INBE o FH GC NiEZRZRIEHGOS TR ERSY T KEER -
3-8-5,5- " HE-45- g RS (HEAERY(11)):94.1% -

332901 ' 596 B 0 106 H(EHHRIAE)
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332901

RIE& R % - B@ﬁﬁf%ﬁﬁ*ﬁ‘/tm%ﬂn/kﬁﬂﬁw 88g > 104mmol >
110mol%) > & 0 ZFE 5CT#EH 23 /NIF - KIELREMAK(Q28.3mL
0.3L/mol) » BEIRREMSIRERRENKE - 7 20 £ 25C oA HKE
KB - #E % 2AZK(9.41mL » 0.1L/mol) B K > & A KfE - 1 LC
BERCEHGEZ REBHESKETREGESR -

5,5-FF-4,5- G RS E-3-57 FH IR BB B (B AV AR i (12)):95% -

[0456] &% 2

HERR A E 4

[0457] #* 200mL FATEEHANA ZB2 T BE(38.0mL > 0.38L/mol)~ 69%
BE£(9.13g > 100mmol » 100mol%) » —#2}* 60°C HEH — B FF Il A& b
(II)(162mg > 1.0mmol > 1.0mol%) ~ 4-¥&%:-2,2.6,6-00 FELIRLE 1-E/L%
(345mg > 2.0mmol > 2.0mol%) ~ 3-F £-2-T % (8.61g » 100mmol -
100mol%) - HigHEFREELENRE - KMRE 2 AFREL GASTEC
BUGBBERE R EL GV-100S 7l - &F 7T RE%HEA - THESEARH L
RIEFEEER

REZ M ITE(EN GASTEC HREBRESEL GV-100S K
GASTEC Z& &M% No.31B JIE#HE 3 £ 24v% > fKIB GASTEC
No.31B Z #fEeh B & #1701 -

[0458) Chagef 1
3-RE--HETR 8IS

[0459]

597 H - 3 106 H(ZHRHEE)
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- . OH —> X /\){

(1-b) (3-b) (9-b) (13-a)

0
oH O OH

(13-b)

[0460) 7 1L 7 B B& 5 & & 3-F E-1,3-T = B#(1-a)(50.00g -
480.08mmol > 100mol%) 7 i i — & FHE(240.05mL » 0.5L/mol) 7% » JUA M
TESR{E7(1.55g » 4.80mmol » 1mol%) ~ 2,2,6,6-T0 FHEIRLE 1-E{E¥
(0.15g > 0.96mmol > 0.2mol%) - B (5.54g » 48.01mmol > 10mol%) » 54
ZE 0 ZFE 10C > BXREFNKBK(12.63wt% > 311.25g » 528.08mmol > |
110mol%){EE 4 /NIFFEA » B 1 /N -

RIEREY 2 GC S(HEESR)ERT  KERSY T EREH
FEHIERSAE -

3-FEE-3-HAETEE(BEWERY(3-b)):77% -

3-FRE-3-FHE T EEGEIEY(9-b)):5% -

Hege ARIEY(13-2)):4% o

Fefie B(EIZEY(13-b)):10% -

[0461] ELERf] 2
3-FHEE-3-FETER SIS

[0462]

O .

(1-a) (3-a) (13-a)

332901 08 H -+t 106 H(EHHE)
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(04631 ¥ 500mL DUCTEHE /% 3-F S E-3-F1 & T 12(20.00g -
169.23mmol > 100mol %) A2 — & )% (169.23mL » 1.0L/mol)% » fil A MU
TE 8 /E1(0.55g > 1.69mmol » 1mol%) ~ 2,2,6,6-T0 B EIRIE 1-E4L
(0.026g > 0.17mmol > 0.1mol%) ~ :f£(1.95g » 16.92mm01 » 10mol%) - &
0% 10°CHREFEI/KER(13.95wt% > 99.34g > 186.16mmol > 110mol%)
L& 4 /NI AR - EFE 1/ -

REREMZ GC oM(HBEESR)ERT » RIEREYHEERET

- FRVHBRSTAT

332901

3-FEE-3-FETE(HNERY(3-2):91% -
B A(BIE(13-2)):7% -

[0464] Ehaefs 3
3-FEE-3- AT S

[0465] K2 ME= {5 A M 8 AHIED -

[0466] ¥ SOmL LM A ZBE(7.98 > 1.0L/mol) - B EEE(D)6 7K
&%)(77mg > 0.30mmol > 3.0mol%) ~ ZE&(601mg > 10.0mmol > 100mol%)
N- B Epkik(25mg » 0.30mmol » 3.0mol%) ~ 4-$&E-2,2,6,6- VU EHELIREE 1-
&, 1k #1(69mg » 0.40mmol > 4.0mol%) ~ 3-F & £-3-F £ T EE(1.18g >
10.0mmol > 100mol%) » FEIEE TR 60 CEFEN K IE 6.5 /NF -

EATRIEREYY GC DI (HRESE) « SFERQT -
3-F A E-3- A T RS (B 894 B4 (3-2)):N.D. -

[0467) ELsfl 4

3-FERE-3-EE TR 8

5599 H » 3t 106 HEHRITE)
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[0468] FZME{HE2EHEBY 8 4HE

[0469] 1A S0mL A ZUEERRIIA ZH5(7.9g » 1.0L/mol) ~ B3 B& #5(11)6 7K
&%)(87mg > 0.30mmol > 3.0mol%) + Z % (601mg > 10.0mmol > 100mol%) -
N- B BRI (25mg » 0.30mmol > 3.0mol%) ~ 4-§&E:-2,2,6,6-V0 FHEIRLE 1-
&, 1k #1(69mg > 0.40mmol - 4.0mol%) ~ 3-FF & £-3-H & T FE(1.18g -
10.0mmol > 100mol%) > FEIBE T 60 CIEREN S FE 6.5 /NIF -

ETRERESYZ GCOM(EREDIR) - SHERAT -
3-FEA-3-FETR(EERKYI(3-2)):N.D. -

[0470] ELEHI 5

3-FHEE-3-FHEATE 8%

(04711 RFEAfELE NS 8 HIE -

(0472 1A SOmL FZYBEHEIIA ZBE(7.98 > 1.0L/mol) ~ 7 Bk 7 (11)6 7K
&¥(86mg > 0.30mmol » 3.0mol%) ~ Z#(601mg > 10.0mmol > 100mol%) *
N-E DRI (25mg » 0.30mmol » 3.0mol%) ~ 4-$&#5-2,2,6,6-TU I ELIRIE 1-
&, b #(69mg > 0.40mmol » 4.0mol%) - 3-F & £=-3-FF & T EE(1.18g >
10.0mmol » 100mol%) » FEEIBIE TR 60°CHEIEN K IE 6.5 /NIF o

EITRIERESYZ GCoMEREDR) - 2WMERAOT -
3-FHEE-3-FEATE(BARY(3-2)):N.D. -

[0473] ELEHT 6

3-HEE-3-FETEZ8E
[0474] RFEA B ETEH] 8 HH[F -

332901 100 B » 3£ 106 E(EHARHEE)
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[0475] FA SOmL #aBIEHNA ZBE(7.9g > 1.0L/mol) ~ B F& $2(11)6 7K
£%7(86mg » 0.30mmol > 3.0mol%) ~ Z.E(601mg > 10.0mmol > 100mol%) ~
N-FFELBRIK (25mg » 0.30mmol » 3.0mol%) ~ 4-§&£E-2,2,6,6- VU FELIRIE 1-
& 1k ¥5(69mg > 0.40mmol > 4.0mol%) ~ 3-F &, £-3-F & T #2(1.18g -
10.0mmol » 100mol%) > £ EIBIE T 60°CHEREN K FE 6.5 /NIF -

BITRIEREGYZ GCoth(EEEIXR) - oMERAT -
3-HEE-3-FETE(ERARY(3-2)):N.D.

[0476] ELEfl 7

3-HERE--FETRE ZBEERRT REMZEELSN DIEEHES] 1 HE
77 FETT)

[0477] RIESA(HREETEE] 8 HHIE -

[0478] 7 5SOmL i Y J& 5k 0 A Z B5(7.9g » 1.0L/mol) - & 1t &k
(I11)(49mg > 0.30mmol » 3.0mol%) > 69%% & (27mg > 0.30mmol » 3.0mol1%) »
N- FAELBK I (25mg > 0.30mmol > 3.0mol%) » 4-3EEE-2,2,6,6- 10 B B IRIE 1-
%,k ¥1(69mg » 0.40mmol > 4.0mol%) » 3-FF &, £-3-H £ T B(1.18g >
10.0mmol » 100mol%) » FEEIBEE T 60°CIBLEN T IE 6.5 /NE§ o

ETREREYZ GCoM(EREEIER) - 2RO T -
3-FHEE-3-FHETR(BINAEKY(3-2)):24% -
3-FHEE-3-FHETHRGEIEY(9-2):N.D. -

[0479) LhEifsl 8

3-HEE-3-FETRBZEEGRT UK LB 2SN DLEEFES] 1 15
& 77 ETT)

332901 5% 101 & - 3t 106 H(ZHERHEE)
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332901

[0480] RIEAAHEEIES 8 AHE -

[0481] H 50mL #f & & i o A Z B5(7.9g > 1.0L/mol) ~ &1L &
(II1)(49mg> 0.30mmol > 3.0mol%) ~ 69%HH i (27mg > 0.30mmol > 3.0mol%)-
7K(18mg> 10.0mmol> 100mol%)~ N-F BBk (25mg > 0.30mmol > 3.0mol%)-
4-¥8EL-2,2,6,6-V0 FHELIREE 1-E/547(69mg » 0.40mmol > 4.0mol%) ~ 3-FF
SE-3-HETHEE(1.18g > 10.0mmol > 100mol%) » FEHIRE TH 60 CHEHF
A [ & 6.5 /NEF

ETREREYZ GCoM(EEEZF) - SMERAOT -
3-EHEE-3-FETER(HIAERKY(3-2)):29% -
3-HEE-3-FETREIEY(9-2)):N.D. -

[0482] ELEEHY 9

3-HEA-FETEZHEGRTUE=ZTENRZIEUIN DEEH
Bl 1 FHE TR ET)

[0483) IERAHEEEE 8 HE -

[0484] 7* SOmL jit B4 i 0 A Z BE(7.9g » 1.0L/mol) ~ & AL #
(II1)(49mg > 0.30mmol > 3.0mo1%) > 69% i & (27mg » 0.30mmol » 3.0mol1%) -
% = TE(74mg > 10.0mmol > 100mol1%) ~ N-F E Bk (25mg » 0.30mmol »
3.0mol1%) ~ 4-¥% £:-2,2,6,6-V0 FH K Ik i 1-%& 1k #5(69mg > 0.40mmol >
4.0mol%) ~ 3-FF & E-3-FEETE(1-b)(1.18g » 10.0mmol » 100mol%) » 7£
SIRE TN 60 CHPENEIE 6.5 /NEF o

EITREREYZ GCOMEEEXE) - OWERLT -
3-FHEE-3-FETE(ENAERY(3-2)):18% -

%102 F » 3% 106 H(SHHERIEE)
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332901

3-EHEA-3-FHET R (EIEY(9-2)):N.D. -
[0485] ELEzf) 10
3B-FHEAI-FETERBZHEW MR 3 ZEBEARS

2005/082825 5EEIHI 11 2 ;7 FEMR - ERI N A ZEEE)

[0486]1 KRIEX‘AEERL 1 AHF -

(04871 ¢ 50mL Fi B MAHY BL 88 (119 /K& %7(101mg > 0.25mmol
0.5mol1%) ~ 2,2°-B#ILIE(39mg » 0.25mmol » 0.5mol%) - 2,2,6,6-70 FHEL IR
e 1-FAEY)(55mg > 0.35mmol » 0.7mol%) K N-i& 5% 35 Bfi 52 f#(53mg
0.30mmol - 0.6mol%) 5 fZ i~ /KBS EE (SmL) - JA R FEZS 83 11T S REWIT
ERHFTIORE 45C > EEDREMA 3-HEE-3-FETEGI1g
50.0mmol > 100mol%) » KZJFE 250 43%& -

ETREREEY L GC o M(EEESE) - 2HERNT -

3-HHEE-3-HETB(HIAEKY(3-2)):65.3% -

3-FHEE-3-FHET B (Bl EY(9-2)):N.D. -

HBEZHAZE 0CHE - BMA SOw%R AR KZARK(G.3g » 55.0mmol >
110mol%) -

KR IEREYIFER GC NEED T R DER 63% S 3-HEE-3-
HETEEAS(HWERYI(5-a)) -

[0488] LhLE:ffl 11

3-EHEE-3-FAETEZBUE(H RN SR 4 ZPBEENHES
101709026 SEVE G | 2 X EGREBRANAZEE)

[0489] RIEAfAEEFEE] 8 [ -

%103 H » 3t 106 H(ZHHRHEE)
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[0490] H* SOmL #i BUME R P& 3-FF A E-3-F A& T B(5.91g -
50.0mmol » 100mol1%) ~ 74 i #% (111)9 7K &#5(101mg > 0.3mmol » 0.3mol%) ~
2,2,6,6-VU I EIREE 1-E/E#(55mg » 0.35mmol > 0.7mol%) % fE i — & H
BE(6.5mL) - K ERBNWAER - TEERKIE 6 /NEF -

BEITRIEREGY 2 GCOWM(AREFE) - SMERNOT -
3-TH&EEE-3-FHE T EE(HHYERYI(3-2)):3% -

[0491) ELEp] 12

3-HEE-HE TR ZHEMR LRI 4 2FHBEEFFHFHE
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2,2,6,6-00 B EIRIE 1-4{E#)(55mg » 0.35mmol » 0.7mol%)¥% g it £ B
(6.5mL)H - RIERRZ KB - 71 50°C KIE 6 /NI -

BEITREREYZ GCOMEEETE) - 2H&ERWT -
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150mmol > 100mol%) » —3& 1 60°CHBEE—IE K 69%HE(6.85g » 75mmol »
50mol%)fL# 5 /NIFHEA > T S RRfE%E R M ELL 20mL/min. M - K
BIE[EDRE N FE 2 /NEF »
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2-T¥EEE(12.92g > 150mmol » 100mol%) » —iEH 60°C #BRE—IB¥ 69%HY
(6.85g » 75mmol > 50mol%)FEE 5 /NI A - Wi 5 BWEWEEHNEU
20mL/min. 2 - HALLE [FRESHE 2 /NEg -

ETREREYZ GCotT(EBEDE) - 2HERAT -
3-FHE-2- T IGEE(H AV E Y (4-2)):63% -
3-FHE-2-T }%5Bk (RIE ) (10-2)):N.D. -
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{E88(111)(490mg » 3.0mmol > 2.0mol%) ~ 4-¥KEE-2,2,6,6- VU FHELIRIE 1-4
{E#)(1.03g » 6.0mmol » 4.0mol%) ~ 3-FHEL-2-T (%EE(12.92g » 150mmol >
100mol%) » JA 20°C —iE R —i8 1% 69%1H B£(6.85g » 75mmol » 50mol%)
TEE S /NEETEA A 5 BRE% A E0E L 20mL/min #8) - EEIERENE
FERFE 2 /NI
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PlEEE 3 EETRE 0 0 mu/min - NSRS
! FeCly SN 2
E HNO3 H \i __________________
! AcCH E E
| 1- BT ; 7 by
4 4FTETEMPO, S :
* in AcOBu : e eemeeeaaeanas e
T
0, i mrct]
L _2_: | A | THE RS
30 mL/min. ( T-tubemixer)
VRIS
=R
[[E1]
................ eerene (.97 mL/min !
PRI TRE L) R BRI,
! FeCly ; <z ’
} 4-FCECTEMPO :
iinAcOBu E 5
,é | R
jso oy i——() YFEROH
( Y-tubamixer)

0.05 mL/min

[[E2]

e tidoietvilety , 0.05 mL/min
13- Eﬁﬂ 2- Tﬁﬁﬁ% : YEERS R HEE
1 4-FEL-TEMPO ‘ ( Y-tubemixer ), ;
LinAGOBu ... : :
-'E;féu;"";
(HNOy =) VEERAS
'_ID_AQ.QE‘.J' 0.05 mL/min  ( Y-tubemixer) 3.15 mL/min
pedem FETIERIER
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