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R FRE BRI A BTl A A s 5 B 5 R s s 4 ) 77 R U o
[0050] JREF5:
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(x¥ My

[o) B¥EFH; p) FEFBEETIER], WSk
s) Mk /=2 08%] .

(00511 X (XTIIT) 4L & ¥ H CikMarkovskii,

Shermolovich, Yu. G Zhurnal Obshchei Khimii (1980) ,
WA A s 2 E 6 U o
A6

[0052]

SR, e BTk i A e, B E TR R R, A&

[
[0053]

HrhRY FIR* & [ M7 e L L 2

Q) T,

FEER NG, ) NaOH, 7/K;

Kolesnik, N. P.;
826829 & L I o H:

L. N.;

50 (4) ,

AEI%%MJ%L%‘J%ﬁ (III) 1]

A B SR T il 26 28 (LD AL SR T3
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LR & S :. 3 Y, sy
Tssssnd \;‘\“\w,\-?“ Ry el B e

Horr 20 (X0 1) = PR ER I 2 AE VA IR 6 T 50 XD 92,2, 3, 3-PYa-1-AEE X
REFERAF I XID 12,2, 3, 3-PY F A = s R iR iR 5 X X1 1a) &Y N,
R

. _NH

B

HATRUAIR S 5 201 T E
DL XITTa) IAL A0

CH80: vy

HARURIR % 15 L s S
A5 A A AN R LA RIG30 (XVa) (AL 54

2 3 i

H
o

| CH:S0; XV,
HpRUAIR® S B a0 ERTE
MR JE AERR PR 26 A T AL L RS20 (LI D &4
[0054] A BBt AR st A Tl % 2 (T Ta) AL SR T

-

R

Horp 300 B =30 F s R BT AE TR AR 26 1F F 50 XD 192, 2,3, 3- D3R 1 -TA B SR,
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eI XTI 2,2,3, 3-VY 5 A 2 = 50 B 1 IR IS 5 0 Ik s B2 PA R 1538 (XTTD itk &
q:% b

F
¥ A7

X,
DL K 5 R R R S S R A SRS X (DY) AL &9

=~ CHSOy oy,
DA R AN BV FR 1S 20 (V) A&
F

[ oWy e
CHSO0

DA Bt fa ISR LA 3R 1520 (11D B 54
[0055] It T A AL T I BEARRIAL s A2, AR g (XTT) A0S J R A5 R g (XTV) Al
(XV) ANTE BB, XK KRR T & sy Tk 24k
[0056] PTG 713045310 28 (TTT) IR0 P L A AR E SR % .
[0057]  FIT (XIVa) % (XVa) J5 iRV A BRI B SCH ) “T P 264 =2 4 A6 1% R
FIT T RSP B o Sl B IS, 9 A S S A B S S B B R B B PR VK = 2 R T VB B » AT
X M) ER
[0058]  HELAELAAMEL , (XTTT) il £ AR 58 & 1 7= 2R34T A A 2, (XTT) B il 4%
ANFEEEN,  HLAE S S B AN TR i — P Al b AT A RARXT T 3RS (XTTD) .
[0059] 75V i — L2 7R (XILT) B il a8 A T2 B B R e A RIRT 2, =9
it 2 AR K T DT 2 S ) = 3 B V0 A 845+ A
[0060]  SILAHEAAEL , XIV) B H &AL 75 2 Um0 e R A ) o 1 S SEAE TR 771 T 52
I HSe b s, R T s i s 7 2
[0061]  BEJTAM AR S, A A B XTV) 8 XIV) ST K, JE M ZEm S A
AN BR BLCAZRAS XV)
[0062] b7 VAR S — PR s, P (XV) AN FH 2028, /K VA R 55 e AR 11 S B2 75 81 i 7 2
P EE—r=) (111a) .
[0063] 7 ih B — L A, (I1Ta) It 45 5 DL A a7 sl BE 3R
[0064] LAY (11a) HIS-ZEMMATAEM SHAY Q1D FIEEIRTE R (V) K1 &R B0
I BLAEE PRV I, AE+10°C 2+200°C , JRIE£E+20°C £ +100 °C (IR FEVEHE N , 7EFRAE K 77
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T AEBIAN2-50/N , A3 220 /NI P, AT 34 b 7 B RT3 PO Bl 4 3 A7 AE T SE
[0065] Pt , It , R 1R\ = £ R AR PR o DLt fof FH FR R P AT ER 18R

[0066] T4 JE £h IS8 S BN B A AL AR I R Tl 4 i h 2 AL

[0067]  WEVEFET N, 40, B 2R G B L 2L L AE TR L ST R L OE TR, TR, B tn 2. Tk
TSR DUERE 2 R REEL 2 R R RS R VR R R R
F OB iy, BTV, BN, N - 3 R, mRvA AT A o AT A 1K
L 7 T e A NER

[0068]  EEfE (1Va) — (V) BIALIE TR A IB ok 7208 PRV 7, FEBR G A7 AE R, /E0°C £ +150
‘T, fLik+20°CE+130°CRIEEERE W, fEARIHEE BT m B & 77°F , 7E2-247/ N 5 P Bt
i J5 I8 SR S T o

[0069] MLV TR , BN EE S aI FF S L 2 L IE T RS B R T I o A0 13 FH 2 B

[0070]  H-THLIETT V2D ER (IVa) — (V) [ A3 9 Bl 2 s 4 Jee i I 256 491 4 e B L Tk PG
BN IR IR PR B R A , T 4 R TR IR L Bk, 19 Bk R S AN B R PR LB, Bl < S T &, 491 P A
B EE T OB AN ER OB AR T BT, BUA ML Bl = 2 g . — R L e kg L 1,
8- H A [5.4.0] +—-7-4 OBU) B 1,5- ~ZZ4XFF [4.3.0] F-5-4% (DBN) AL AE H
1) B B RN B A

[0071]  BER% (IVa) — (V) B AT (IR B AE0 °C 22450 °C , A3 +20 °C 22 +30 °C (115 5
Bl A FERRAE S BT i B R 0T #E.24-72/N0F I 5 B SRR S8 it

[0072]  WEVEVATRIAL , B 40, % 200 G B L 2 L TR R IR TR I o 30 1 FH A0 PR I Pk
JEE AIBN-TNIK T VLo

[0073] W% (V) K AT Bl (VI) [ s REAE M PEIAE R ARG A8 & & BRI A2 /E T, 720
‘CE+150°C, JLik+50 " C 2= +110 CHYMD FEIEFE A, 7E1-12/NRF P, 15538 B 1 K 5545 2 4 S
1T = L BRET £ BRI B = 5 FP T R I I B e S i o

[0074]  ALifefs I 22 S AT

[0075]  MEMEVAFINEESS, BN Z Tk S SER DU S (THR) 2 H kel 2
TR RS B E R 2R . R S IR b BOR TR, B B A ) I S ER T
CEEIN, N~ B L R Bz , BOASIRTR B0 o 3 A I 2 3R T IR 21 o

[0076] & RIBESE , BI01, A HUHEE BTN = 2 . — S TR 3L 20 L i e L 1, 8— — U XU
[6.4.0] +—=7-J% OBU) (1,5~ % ZAF [4. 3. 0] F-5-J OBN) AR R ZMLE .
[0077]  YEARPEAS R BRI J7900 B 7R SO BT R i AL A ] DL L ER 2K VA I & B R
KEREwRER.

[0078]  FEARHm A A BH B 77V bR SO Frf R AL &9, IO T 4504, 38 T DL & H 7 AR

SRR
(00791 AEA IR B R SCrP LI I i 28 A AE AR AN B I 3 vk v B A e & AL
VR A2 L ml a2 M 63K

[0080] AR #a AR 5 W A 7 3k v P 0 PR 1) 4 ) A6 B M0 0 2R BB R R 52 (19 £ R TE AL
R FR MR RIS R Y PR I 288 » 1) 00 £ R S AR IR PG OO P Ak IR L e R Y ATk R

FEIR 2% He PR L LR AR FLIR I A 1R S SP AR IR AT AR IR & S IR - S R RN 2 H PR )
2k
IS o
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[0081] LA #a AR 5 Y B4 T v v P8 RN 1) B0 A 2 DI 2R 2B RT3 52 1) R SR04 0
PR 6.2, 7 G A0 (19 5 , Bl <z Jeg e 58 (O Al ER AN 8D Il <5 6.2 (491 5 e A
BeEh) BLEATAE B ABEA 1216 R T A VUL 82 28, 2 BIALIZ I A&, L% —
O W Z O G R R B GG O S O RO R R R
B G RD ORI NS SN R R ER IETR £ AT HRIRIE .
[0082]  FEAK I LR 3Crb VRIS W R 4R AL MR A R I R i vh BT TR R A
Yot s L3R 5, e DA A BB A I 1 -5 7 77 70— FE A7 1 BRI 1540 o 7K 45 W0 3 9 510 6 W P
eI, Horh 5K #EAT LA
[0083] A B TR S0 BRAR S UL R, 5 MIEUACEES B fnh g X

BESEAE AR B TR SO 2 1R BT 1 R A R 1 ELBE B Akt o AR 1 sk B
EE E AR SNTSZSE I S E - STl B N~ e S U e I S e O
[0084] "~ i it ek A[= R At P PO DAL 22 S R 8] R e S e 497 1 400 10 I AR A G BRI s A U
G R EHE R EE T O,
[0o85] AT BRI AT il % 2K (VD) AL S T3

F

RS (1Va) K875 BRI SRR i %

(Vi
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Hirr,

T (C1—Ca) —E 3k,
[0086] A BH 3 — B4R it b Bk () 77 v, HUASAEZE T, 28 (TVa) Y BE 1 52 JEntt e iy
£ (11a)

Hrp
TUR (C1—Cy) —fe i,
TERR AN 4 JE 72 T 50 (1D imE

3

L
"

Q RN

Horpr RURIR® % 1 o7 M2 O L 258 | S B R IE B, e T e = M R 7 —
7L, A&

9 N N
S8 g ¢
x—:—:—:—:—:—:—:;:-i{ \\ osienoas ’12

HEATERAL R ML
[0087) At 13— 45 L b ok 77 LB A T, 26 B A 2 o 48 PRI R R0
(I11a) KL &

4330
[0088] A B HE— R Tl % 2K (TT D) MRS 28I 7%,
g o®
1oy
R
(i
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HPRUFIR® &% [ a7 b8 FR L 2 0k SR R R, 5 TR E M R R,

P

HASMEE T, = AP BRE AR A ENN AT 52,2,3, 3- MR- 1-THEE & N IFF HAZ
2H92,2,3, 3-VU & A = F A EERES 5 X X La) ISP O,

§'
{Xitay,
HARVIR & E W B A 3, L3RR KT 1Ta) AL &4
E
£3 §
R\ ff
N
R F F EXIHaL

HApRURIR? 4% 8 G i i€ X
AL F T I I e M2 A R 2K (XTVa) B 540

CH, Si}s {NPVaL

H RUFIR® & B ERrE X,
SR EA N ARG (XVa) 1L &4,

CHSOy v,

HApRURIR? % 8 fn i s X
T B BAETRIE A T AL LASRAF 0 (1D Rt 54
[0089] A Bt R H T %X (T Ta) AL EMIRI T

L\V,,l\\;;ﬁi\nwﬁ
é {His)
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Horp s 0 () =/ PR RET AR A BRI T 5 XD 192,2,3, 3-TUHE-1-TAEE
N, 3 HAF R0 XTI 12,2, 3, 3- DU 6 74 2k = 5 FF e R i -5 Pk Jse 192 AR 453 20 (XTTT) 11
AW,

F
.»-""‘rmé i v"y\v‘\\v s s‘.\"\
: k3 3 : § : F:
0\\_‘ ot Fo

O
15 s R R Il e S DA R4 (XTV) AL &4

E
s CRE ot 5
6 . b

S S
sS04 vy

M S SN SOV LR (XV) K&

SN

@‘\‘\w"“"‘fj‘ S -
CHB0, oy

AN S I S R BL 3R A 3K (T Ta) B AL &4
[0090] Ak WD RO Tl w6 2K (D AL SN T,

i1y

HAFHEAE T, (8 K (VD B 54,
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v,

(VD ISP EVRAEAE T, EATERL 0 B PR B A & s Fl A& (1)
FAN/BR (i1) BRISEAR AT 128 U7 43 20 A 5 (D) AL S5 A HVE 1 &4 L sh I/ B Eh
RIEGHEFEY) -

[0091] AR Bt DR AT il 25X (D RS Tk, AR T, A AT (VD 194k
=,

GM
(VD A SRR T EAERL B PR B A &, I Fl & () %
FRIAN/BR (1) BRI B AE 128 R 43 2 3K (D) B P05 AL N HE 5T B 4 sh I/ Bl Eh
KIET S
[0092] AWt — B He AT fil# oK (D Mt S U5 ik, HARrEAE T, A HIC (VD 4k
=0,

Vi

ON
(VD B EPEVRAEAE T EAER 0 B PR B A &, s Fl A& () %
FIAN/B (i) BRI A 1 R 43 2 3K (D AL S A o HVE 51 G4 L sh A/ B ER
RETEFEY) -
[0093] A Bt BERAL T il e 3K (D AL SN TR, AR AT A (VD 14k
=4, 3 (VD B G Y an B VR T3 A, ook X (VD AL S ALK (VD /1)
e,
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XHCL gy
B e 2 (VI B SRS YEIE R 22 S @ B A S, 5 (VITTa) &

(¥l

PLERIEEN (VITD) I &4,

(VT
SRIEAENE LV, 7 2B I BRI 478 T B R (VTTT) (B 3R A
(1x) .
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SRR
SEINR
" i}ﬂ o

SRR (X0 AL S DAER BBAT WU A6 PF R ARG B A7 AL, 53T IR F R
B IR R S AR K (D AL S, IF e A IE K () ¥R/ B (1) IR 2K B
FATIEMRE T3 2K 28 (D B S AL N IR R G 1) L SR/ BUER SRRV TS0 o
[0094] AR Bt R LD 2 G R L 25 b A7 A 3K (D AL 54,

HESEAE T 2 S XS R AT 5T R AED . 9.6.9.22. ThE LA 20 F ) S I
[0095] AUk R — BRI b A n P 2 A (D AR S (D B4 &9, HARrIELE
T, A S XS AT ST 4E5.9.6.9.16.2.16.5.24.1.22.7.24 . TAb B 20 A 1 B K%
e,

[0096] AT Bt 4R AL DL 2 G R L 25 b A7 A 3K (D AL 54,
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HAEE T 240 S TRIETEAE 17071633, 1475 cm “Ab HL A & K .
[0097] AR AR — D4t an EprfiA i Ll 2 &8 (D AR O KE Y, AR
T S S IR GG AE1707.1633.1566.1475.1255.,1223 cm AbHA oK
[0098] A B — D40t F Tl & DL 2 @ B TG 45 & A AE R 28 (D A& 77
%, HAFIEAE T, DL—FhE 2 Fh 2 G A7 AE B E N E R & A2 AE TR HRIE 5 (0 28 (D) 1)
EMAE20°C-120° C IR E T HidE, 3 B @4 d 2 A DE 8 (D B’k 64
[0099] ATl & LA 22 g AU T &5 i T2 SXAE AR 0 X0 (D) A B I DB ARG v 71 2 1R
LR/ G/ KBNRE YD 7 A EE S e B KR &9 B B/ KR &Y O VTR ER
U S0 g TR AT T
[0100]  FI-T il 2% LA 2 dm B TG &5 i T2 SR A7 AE I 2K (D A 10 77 1 B DL ade i Y T 2
20°C#90°C.,
[0101] AR EHEE— B3R ME TR BRI 1 BTk i LA 2 g 24 (D 2721 X (D 91k
a0
[0102] AR EHF—DHRULZGY, Frik W a 45w ERTA UL 2 & 244 (1) 77ER 20 (D 1k
AATE KRB 5 — TR ERrA R 2 & Y (D ZAER O B E Y. 4K B
—DRRAEZGY, EE T TR 2 & ALY (D Fra i s (D) fe A n e B &, TR 2
ALFE R T-90H &% Fprd UL 2 g 4 (D ZARK R O K659
[0103] A EH#E— B3Rt RRTAR DL 2 &AL (1) AR 20 (D B &4 T fildE iR T
O LA IR R 25910 FH &
[0104] A B — D4R gt i i A R ny an B AT L 2 g 24 (D /272 X (D 91k
BRI TT O U BRI T
[0105] Ak B — B IRIME N - R WA RS r X (D &4,
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2 h
HARFELET %A AV XS R ATHT I 7E18.8.20. 3. 21. Thb HL A 20 £ 1) S5 K06
[0106] AR B BE— AR BE R — - R WA R AW R (D AW, RAFIEE T, %
WAPIIXFLRATH EI/E12.0.16.6,17.8,18.8.20. 3,21 . TALHL A 20 F 1 S R0
[0107] AR — DR IR - R W AR L (D (&9,
¥

(h

HAFE T 240 S0 TRIETEAE 1720, 1628 1481 cm “Ab HL A & Kt .
[0108] A B HRAHE N - RIE WA SR O e, HEREAE T, %
A IRGHEAE1720.1628,1481.,1234,1041.,1017 cm b HA & Kig#s ,
[0109] AR EHF— D40t T Hl & & e U B A - RS FIA R (D 16
G TTIE, AT, DL—PhE 2 Fh 2 &0 B A7 AE BAE RV 7 & WA AE T R 2 Al
B FR I S ARURN R T 5 (1 0 28R 2B TR A a8 (D B4 B 720 C-120 CHY IR
FE N, I 8 Bk - R AR IE A o AR S P R YR £ 20°C-90°C .
01101 Ak Bt — B4t X1IV) L &9
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Re {REFIS ] (YEHPLCHY)
SFC je e S A £ 1 s
THF IR
uv AL
v/v ARFR/ARFRLL GAWRIED)
[0113] B Xat S fim it dE UL T RESERTT -
ATEHX R Gt PANalyticalXPERT-PRO
HHE % Gonio
BHARAS K} Cu
K-al [A] 1.54060
Ka2 [A] 1.54443
K-A2 / K-ALEL# 0.50000
PRI #E
AR 20: Q
2048 : +0.2°,
[0114] 4L ei il UL N RESHERS
HerEAX : A AAATRE ST Perkin Elmer Spectrum One
S5 32 RHHE
SRR 2 emt,

[0115] sl
2,2,3, 3- VY 58 A 2 = g8 e PR B

o, P 1
F N e \‘\\
Qf i}‘ \:«*\ F
;:‘:’ "_g::-
77/£A :

¥252.5 g (0.895 mol) = H I ER T N & 40°C UL AR IR i EMA130.0 ¢
(0.984 mol) 2,2,3,3-VY 51~ B, FIR A &1 T EE3 NS WG 4 R BLR A PImIAE 70~
T5CIHHEFE2 ho G IRA WV H1 A2 20 °C FF 75 SR 1 211 S5 2 P A5 A 2% I B T e 7 3k — 2B
afif, .
[0116]  J5¥EB:

150.0 g (0.379 mol) 2,2,3,3-VYm-1-NEEA 20 CHAE0-4C FERINAL06.8
g (0.379 mol) =R MERLET B f7 , /E25°C THFE R MIR G2 h, IiFAET70-75°CIEhitr2
ho g R BEIRE A HIZE20°C , Fols I SRR AEL16-118°C T 2848, (R I3 3185.1 ¢ (R
[1185.1 %) HIARBLEH)

R0 MHE COUNR 8 = 469 (1 1088 My, D A8 603 o, | W ppm,
[0117]  sEjEfI2
4- (2 ) 2 ’ 3 ) 3‘@%%%) Hgfu/ﬂ‘
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3
s’xﬁ\%ﬁ: Y éwﬁ’\ el Q\\.F
N h % 3
i &
{j \“& ',w?'} s‘“ {
TIiEA:

#311.9 g (3.58 mol) MMKAMET 290 mlff) & Fheh, A HE-15C.fE-15-0C
TLBEWMA 371.4 ¢ (5%£0.895 mol) SEHEHIL (1) LA, (RIS ¥4 0, R 5 1 s 2 VR
AWAE0-5C THHE3053 80 R SRS IR E 40 CHHiFE4.5 h B A Z20CJE, IMA
320 mlJ7K I B SAH A HUARBE S =R, BRI 190 ml 7K, FFAE30°C/30 2 T 1EHE
AR LR R R (160.7 ¢) fE67-68°C/18 LT Z&MM HILZR1S151.7 ¢ (FH®R
{H84.3 %) E@ﬁ "‘%A%

HLNMR ¢ 270 G 4 YIRS (P14, 104 Ha, THI A6 - 308

g By SRR 48
[0118]  J5V%B:
¥158.5 g (1.82 mol) [IMGMKAHIZESC E5-10C T, EMWINALLY.5 g (%
0.455 mol) SETEMW 11 S, RIS A, SR G IR A 7E5-10 C R Fit 3043 B o 1 s 2
REVINREA0CIERFEL h A EE20°CH, IA160 ml FIKFI160 ml 2834905
FAH A NAHA 160 ml KBRS IFAES0°C/50 =B AT #4 28 RAX [ 751% . /E67-68°C /18
ZENAMERY B81.0 @ HIFRATT.0 ¢ GRIR{ES4.1 % KRS &Y.
[0119]  SLjifafs3
4-FE-4-(2,2,3, 3-VU A L) WS mk—4-54 FF R R 5
.
Y F
o Joae
o CH,S0;
JVEA:
¥143.7 g (1.31 mol) F FF AR FF S IR 135°C, HH7E BLIE ¥ N2 A 250.0 g
(1.243 mol) RISEHEHI 2004 &Y B J5 , fE100°C R IHEZIR 5922 h. K IR &7
HWAESSC,IFIMA3TS ml [ R A AE0-5C G, BAMEEZIE &30 8, st #f
S EE o PR A S T BE Y IR, RHR R A BE 125 ml, fE B ST FE T /245 C UL A
/miﬂﬂﬁﬁwﬁﬂﬁ%oﬂaﬁt%ﬁ 336.8 g (ﬂiﬁe@ﬂ%? 1% ) Eﬁﬁﬁ‘ﬁﬂc/\%

He mﬁmwn

g M paan

[0120]  J57%B:

$20.0 g (181.3 mmol) Y FAEER R ES NI E 135°C, AR IR RiZRE INA35. 1g
(172.7 mmol) MISEHEBI2HIEW ZIRAWIAEL3SC I HHES h, XSG IIA40 m1EI7K %
HZ50°C i, 78 Ja S B (S DLSLHta4) A3 FAS AL A 4 B AV o
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[0121]  sjifafs4
4-FHE-4-[2,3, 3-= A 1M~ 1-FE] T mph—4—54 il R &
E
|

ERETLE St i N
i R PN 2
oy
& S

6. ¢
Cﬁssgg

H16.9 g (189.9 mmol) 45%HE A MNVE M AES0-55 C T tHE I SLE #1377 7ABL A
P K VAR (B§§172 7 mmol) W, HAESOC R I ZIR AWM ho W BIRE YA HI A 20
C,UtUE R R TE I P8, FF 5 mlfR /KB 78 5 82l B (Z Wit f515) A8 ™
VIR K VB (102.1 g8 £172.7 mmol) .

[0122] W T4 B I, W 4a TR 5
e \?‘&i\“*‘-i&hs \iﬁz; ‘{C‘ SIS

AAT - Wi, THIAA - A% im RO -0 R iy | H e

[0123] L5
2- -3~ (G Mk—4-3%) AR

C2MD 06 T HIDSO (o T HI T RES On T D 38T 00 4 1)

S

s ﬁ A _H
JriEA:

W SR A1 A6 SR K VAT (B 22 251.5 mmol) AR 75°C B J5 . B i A43.8 g
(503 mmol) [JMEMKAIT6.3 g (755 mmol) ) =L J . fE75C R iFZIB A2 hIFAH R
23°C, IIN290 mlf) —EFKEFI100 ml ) = Z 0% . 4 B 2540, 290 m1 & e f1100 ml
=R A MBS A A FFRIA LA, 250 mL (1) A e B K VA R Ik O 72 e
AR A FAE40°C R IRSE . I 50 mlIf 2R, it — DIRATR AW - H ki3 3] 34.2 ¢
GEIBERISL.9%) MIbrELL &4
[0124]  J7iEB:

$43.8 g (503 mmol) BIKAIT6.3 g (755 mmol) = Z J&IVRAWINIRZET5°C, HAE25
EPNIE I EA4 B AR KGR (5% 251.5 mmol) Bl )&, fE75°C R IR &
Y2 hiERE£23°C, 290 ml ) —SE R HEA100 ml ) =Lz IR A, 7 B &AH,
290 ml “EHFLEA100 ml = JEHIR G MIEEE KA, & FF AN H1250 m1f v Ak iR
BRIV B AR B i 28 4 L AEA0°C R IREE M 50 mIffFF 2K, JFdk— Dk s . tH kA5

IJ35 3g (ﬂi 1EH’J83 4% HIARREAL S

CDCEE 85 331 - 360 tm, 4 B 372 - 383 tm, 4 HY 816

[0125] 73/2(:
#30.2 ¢ (345.3 mmol) Gk FI52.5 g (518.0 mmol) = Z &R S WIMINET5C, If
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7E75-80°C N IZF MM SEHEHI47775EB AL A 7KIE (B %2 172. Tmmo) < ¥4I A AE ]
TR HERE2 h, % EE23°C, FEH100 mlf) S Fedtig . KA A 100 ml & FHEF15 ml =
L ER A MIBE5 IR A 3R B HUAE FI85 i [V R iR B /K VA VR B i AR B4 T AE 45—
50°C FIRk4E. NN 120 mlE 2K, 7560 mlf) FF 2R 2808 o B iR VRAE S I8 R iR &, 7~
Wit fh e, R B S T A P AE50 C UL B AR S0 N T k3 219.2 ¢
GEIGHI68.3%) WIFrELAY

[0126]  sLjiEf56

51— (2—F % 3E) —TH-L M IF [3, 4-b] ML nE -3-H i3 2. B
F

FVEA:

Je¥522.3 g (84.8 mmol) [¥5-2HE-1- (- 3E) —1H-ME M -3-F R 2. i CE WO 00/
06569 5L Jifi 51 20 A v T ¥ 34 19 05 721 4%) IIAN59.5 mlf{ Z B, FFAERT R AIALL.0 ml
(169.6 mmol) MJFFEESZ.9.0 g (212.1 mmol) MIEALEEAIL5.0 g (84.8 mmol) it SKL i {5
S A K IR A AE IR B T k4.5 h A HEZR G, @t s g, 4.5
ml [ 2B BEI kT 5325 mIfI KSR ho [EAAE R A EH, A 11,5 mlfI/K B Ik,
FAE 2 TR TP 7250 °C DA B AN 200 T T AR B 21.8 g (RIBMHISL.0%)
AR AL 540

BS (ESipusk mdr s MR OMSHY

ER <31 {m ijﬁ:_ﬁﬁ;
[0127]  J5¥kB:

5e3527.0 g (635.2 mmol) [FJEALEEFI42.2 g (254.1 mmol) [KSEHEI5 I4LEHin
ANT5 ml ) C B A 22 ] il B2 o AE MR SR AE L0 B INN66.9 g (254.1 mmol)
[1)5—2 Ak —1- (2-F -~ L) — L H-E e -3-F i £, Jil GEIEWO 00/065695L jita 51| 20 A HH Fir R IA 1 J7
VEHI4) F133.0 ml (508.2 mmol) FFRAER/E180 ml Z i VAR . KR A A IR IR E
FEHE2 h, RS INAL20 ml B S NEE KRR AR A1 262°C, 150.6 gfIbR AL &4 FIE &
PhIFRIRAMIEL hNAR R E5C Y f e, 5120 1 R AR, A8,
FH180 mlfj7K ¥k, 5300 mIf7K4E+£0.5 h, Al IE, FH300 mlfR7K¥E%Es , IR B2 T 1
FEHPAES0°C LA SR A U S T FH R 3R1565. 1 ¢ GRIR{ERI80.7% HIFs#EL &1 .
[0128]  J5¥kC:

40



CN 106905314 A w Bg B 31/43 7

Jek%5.42 g (20.6 mmol) MI5—%JHE-1- Q-FFH) ~1H-MEME-3-F R 285 GEILWO0
00/0656952 Jita 51|20 AR T 3R 1 7774148 INN20 ml ) ZEBEH, 9 AN1.5 ¢ (41.1 mmol)
SR AEL0Z Bl N AE IR FE T BB o E & IARI3.42 ¢ (20.6 mmol) [SEji
B54 A MIAES0 mLfF) B H WL W TR S PAE RN R T HedE2 h, A5 IIAN10 ml1f
FNEE, G ZIR GV A R5°C o WiEd A, FL0 ml i S BEBER:, FFAE RS T
PRFE TR AES0°C UL SR R 8000 N TR e ER194.84 ¢ (FRIRMEHINTA.2%) FREL S
Yo
[0129]  SEjids7

51— Q-F L) —1H-IL R FF [3, 4-b] ik e —3-HF fE e

10 mIf 2% 14.9 ml (441.2 mmol) [HEERZFI3.6 g (66.2 mmol) [ F BE4N7E
R A (30%) INNBIFESEiE@6H 3R15197.0 g (22.1 mmol) (AW . H IR LR
AR E95-100 C IR A H JRAWIAE125C T HFEL.5 h, JIAN30 ml 7K, %
HE P IFEL o TUE I A RS A< pE L BRI A 8.5 mIZK P = Ik, I EE =S
TEEAEHAE 45°C UL B BT T8 L 3R196.2 ¢ (FERREMI97.5% MIAr@ifk
“W

MB (ESiosk sy s 80 iMa Y

THANMER (00 MH2, DMBOE &= 887 G, THY 742 - 7.26 m, 38, T3 - TA0 (m THL T80 s
br., THE R8%
[0130]  sEjafsl8
51— Q—F W AE) — IH-HLME T [3,4-b] ME g -3-F JiF

SHE RN GEL I, TG D pen

#17.3 g (60.0 mmol) FESLHEMRTHIRIFIINAIIAEA0.5 ml BT IAAI5.4 ml ZJiFH
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IM#/AE103-107°Co 2, 218 EFMA6.9 g (45.0 mmol) PR SALHE, [ HiF:, 2.8
ml () 2 e iR 2 AR R AE107°C R B ZIR 51 .5 h, HEE A5 HPLO - 2 Ja
BIRAYE ARZRIFZEFHIMAL.8 ml IR TI/ N5 G:1 v/v) 852178 mIf7K . $i
FIREGM0.5 h, BRI 9.4 g 2K (28%) 7E22.7 mI/KH BEBIT bR ho Uil
(1% ] A4 03 S8 S BRI 20,5 ml 7K B =K, FF A B 23 T8 TP 7150 °C DL S BRI 1)
%ﬁﬂﬂ?k&adﬂﬁt%ﬁlzx 78 (Ii»/eﬁﬁ’m 9% IR S

MS B skt i ;

HNMR 00 M 5\%’\i ey S AT G BT - A o AR K82 1

PR

[0131]  sZjEfI9
51— (2- ﬁ?ﬁ) TH-REE P I [3, 4—b] HEL IE -3 FF BB IV e B e — R

¥406.0 g (1.50 mol) SEHEMISHIIL G HRIFE/E2.08 | M EEH BEJG, MAS4.1 g
(0.30 mol) HEEENTE P EE R IIE W (30%) , HAEE IR THF IR AT . MA88.4 g
(1.65 mol) &AL EE , BB AW N 265CH 7E65°C M HHE3. 5 ho &R HIE R R Y
1.6 1R BRIt A - Ui e B 1 i ik o8 Y, BRR 140 ml 19 288 2 BR e i
TR FRE R TR AR AES0°C LA IR SR T T H IR 441.4 g CRIB{E
90.7% MIAREIL A

WS EERIpos: me = 288

.a“f/
i,

‘.ﬂ
»'/.
ﬂw
p=o%

CHENMBR (810 Mz, DMSOar § = 500 (s, TH), T8 - 720 (m, THL T2 - T

M T e 1 *I‘ SAS I IR AR Gl I S e s M

[0132]  SZjEfH]10
[(B) 2R R3] T %
ON
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JVEA:

E0-5°C F 262 ghIMkEhEE (2.59 mol) M117.5 mlfK7KZBEMINE 1525 ml KK Al
117.5 g (1.26 mol) BRI B f7, /E1 hINIZEFIMAS8T.1 g (1.26 mol) MEAHFRENTE
222.5 ml 7K VR, I 60 ml K ks, MIFE0-5°C M HziB &M 8. 2 Ja . 7
IR FE T, B4 BB IMAN131.4 g (1.60 mol) ZF4N7E665 mlZK (19 ml) HH VAW,
- 60 mlfCKPPE, 61 hiNIZEINNS83.4 g (1.26 mol) PA fEAE233 ml Z B o A
o X HAF 685 mlf ZEEPPEE, HAE0-5C N FHZIR 592 ho 2 i A i < g,
FERER FH625 mlf 7K F1488 ml (174 FF ORI =R R T M B AR R B MR AE8T2 g [IDMF
H o FHIERIF1117.0 ghrdi i &I DMEVA R o
[0133]  J7i%B:

E0-5°C TI487.4 gffikhEe (0.86 mol) F139.5 mlfI7KiZ i NZ508.5 ml 7K
39.2 g (0.42 mol) WIZRF&H B 5, /E1 hNIETEIIAN29.0 g (0.42 mol) WAHFRENAET4.5
m 1§ 7K TR R IV, 35 20 ml /K sk , AIAE0-5°C N iR IR 159 5. 2 Ja , 7L IR
LA RN BT IIAA43.8 g (0.54 mol) ZMRANAE221.5 ml /K KAWL, IFH 20 mlfK
KT, 761 hNIERBINA27.8 g (0.42 mol) A JEAE77.5 ml 2L F b B VA 0 A8 A 23
ml ) L BEPPEE, FHAEO-5C TR M ZIR A2 ho 2 bl i it e i, AR H1208.5 ml
[FI7KAI162.5 mlf¥e FRBE R =K 3R13103. 1 gWVB I W) 45 13. 8 gl K /™ WITEfE A
13.9 B TR o FHERAE27.7 ghi AL A VDI ER T IRIA WL -

[0134]  SEjiff11
2- 61— Q-F R L) —1H-ME M IF [3,4-b] Mkie -3-FE] -5- [ (B) —RJE 50 B ] mg -
6- —fi%

FVEA:

$448.2 g (1.38 mol) SEHEBIOIAL A YIEIFAEL059 mlfDMEH KR &P 285
C, A EE R ZEWEIA212 ml (1.52 mol) BI=Z . BE )G, 78209 B N B 1751
g S 451 1 O FR) DMFYA VR » 3 FHA90 m1 I DME M , FIAE100°C R IR S Wit W o 4 I WAIR &
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v HERT, B IIA656 ml K, HFIREWAERT FF0.5 h, R 5% Z1E0-5°C I 5ok
FRAREL ho A IS T SDE H , BRI, BRI 1443 g7K 1236 g B IE L, SR )5 586
ml ) BB, AT 0T 78 B2 A8 Hh AE50 °C BA AR AT BV T T8 o I 3R13
522.2 g (EIB{EM82.5%) MIbr %A%

CHENMR (400 M, DMSOEE B s 80

TA2 fve, DHI TS (e s

B ppss
[0135]  J5VkB:

$#30.0 g (92.7 mmol) S B B W EIFAET2 mlIDMFH TR AP #A A2 100
C, IHAE IR B FAE309 BRI B MANL4.2 ml (101.9 mmol) [ = Z. B FN150 gsZifEfil10
[FIDMFVA TR IR A4 o 16 A3 30 m1 FDMERE , HAE100°C T HH IR A 20 hodg I MR
EWAHE95-90°C , FE L0 BB N4 mlIK,SREAEL.5 hNBIRS A H1E0-5
CHHEMFEL ho A @ i fh g, 60 g7k 60 g — B B B i (R i M e 5% » BRR
F150 g/K M50 g FF B AV R TE I8 UK, AR5 FHA0 ml A B B k6%, /1088, R A0 B s T
FEAE0C LA SR AN 28R T 0 FHIEERTS35.56 ¢ CHIR{EIIS3. 7% HIFR#L &4,
[0136]  5¥kC:

B11.7 g (36.0 mmol) SZHEMIONIIL G H)ETFAELS. 6 mIRIER T H IR &g
100°C , FFAE IR B R AE3S AR N B INAG.5 ml (39.6 mmol) (=2 AN27.7 gSEiiE )
L0 EEBIIER T IRIA TR (VRS o 5 oAl FH2 mL B9 ER T B 26, HEA4E100°C R it HEiZ IR &)
2.5 ho ¥ BRSPS HIZE60°C, BN mlf SRR, SRS 7E 155 B N IR A% A
F0- 5C¥Fﬁ}ﬁﬁm2 5 he l1zln_ﬁ.%ﬂﬁﬁtﬁ Bk =, BRI AHB0 g 7K N24 ml ) A EE
AT, e B A TR th AE50°C A A A U N T b 3813 14.2 ¢ GRiB{E
[1185.9%) ¥ 4x 1&%.\%0
[0137]  sLjtafs12

2- [6b-—1- Q-F T 5L —1H-ME e IF [3,4-b] b e -3-JL] wing 4,5, 6- =%

LM T G S HE TG -

D HINAZ N, ‘N RN 5, "E}' R ET PSR i G Y

JVEA:
SeH182.0 g (0.39 mol) SEHEFIIIALEHIINAL.82 1IDMFH ARG AN 4.2 g 1
O GWAER F,50% K-IBE) « 7E60°CHI60 EESIE NHATEAMN, RN R BIR S
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Yo it ke £ 8, IF 150 mIADME S, AOR 5 150 mLR A AR e , I E60-T0C R IR
457425 gH B (MR IR G BRI A 75-80°C , 78 MhIEL & R IZ I 300 mlff) H
BE SR IR A5 Bl o AEL hAR IR B 10 A BRT, RSB A 1290 m1 7K, Jf
PR IR A R [ el b S L AR FHB00 mIZKBeds I, ST, IR A0 B T g
P AE0C LA SR AN BT N TR 3RS 159.7 ¢ AR G W RAT3. TH
SRS BRI 2. AFE BYRIDMF GEIREA080. 3%) , 3 L EL 12 FAE Jo 2B Boh o R K e )
SR, D4 71 0—1 7 Bt S
[0138]  J515:B:

$25.0 gk H J7VEARI S DME I [ R B 745220 ml (KoK, Rt i 4% A sk 6
[P A £E e 22 E YR IY VK, AF VR FH 100 mlfr195 CRIZK , 3l T4 , 3570 B2 T 46 tf 4650°C
PA AR AT 2800 T 8 HERA3.21 . 2 g TEDMFI Rl ib &4

MHT

[0139]  HH-FaHri B/, Bt iRt S8 0 7 VA S AL T -

NS DES o vz

DMSChadel & = 40 (b s

T
[0140] KBS

{4,6- & 52— [5-F-1- Q-FHL) —TH-IEME I [3, 4-b] Mk i -3-] meue -5} S5
PR P I

LY RAT K6 fm ) HERRA A, | By g

t‘-:‘,\: : (L

JTIEA:

4.0 g (T7.0EE%,8.36 mmol) SLHEHI12004L S WAE3T.9 ml SR EE b N = 35
CLAREIZEFIIANO0.84 m1 (10.87 mmol) & H IR H g . 7E35-40C N it HH1Z B A 20 h,
I ES0°C, LLZ IS5 mlfF R B S, 7E0.5 hiN, EMIIAL.9 mlfl =27 W
1.3 ml R RS FIZES0°C R R IR AW ho o J5 10 IR A I HIZERT, JEERT T
PebEl h [ A B8 B8 ml LB IR, TR IR B S TR AR 7E50
C LA SN 2 T T FHIEIRT3. 4 g MR 40 463.0 gL 4 & T8 mlifyDMSO
S B, N30 ml ) ZBR ZER RS0 mgffIi k2% , HOlG TR A M A ml 3 (84°C) 154y
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B ISR VE I 1.9 ml (0 2R L BR BRI PR A 1560 ml K 2R 2 EA 16
m1 [ 2. BE A E60°C , FIE T A A FEIIIER, /E60°C TR AR5 ho 72259 Bl N 1 BT
WA HZERT, HHFEL.5 h, Z JEARHZE0-5C, 3 HAMEHRFEL ho B ARELT <98, JR
FH6.4 ml ) &R RS IR, AT I A8 B TR AR T £E50°C LA A AT 2800 T 1
oI R2.2 ¢ GRIREMT0.0%) KIFREL A,

AN t}.ﬁ-f’:}.§§}§33§}:§ s T P Y

MO § = 162 (e x, 3HY, S79 5 2HY 632 (s, 45 T 00 T8 g,

TR QR i,

FO9 (b s, Y S68 im,

[0141] 1>$ETEF)TJ$H’JFEU%73/£ TSR 1R 3] - IR VE RS, B R XA 2R AT
ST L T IR BB R TR 1 v R 18 1 RAEAE R 2R 4

[0142] =X (D A - = WA A L A B 4 i B A B 5 58 i ]
TEEVERIAL s o Al i 20 (D A A0 - R R E RIS R i & 7153k 8 T AR
m R (D B 5

[0143]  J7iEB:

4.0 g (10.8 mmol) SLjEMHI12 F7iEBRIAMIAEST.9 ml Y F A EEH I E35TC,
IRIEIZEFEMAL.L ml (14.1 mmol) FISUH EE F R . 7£35-40°C THiHE16.5 hIfFR A1 ERT,
A2, 1 ml%IK  (28%) BG4, 2 mIfE7K, R FHZIR EW2.5 ho [EAE <8
e, BERHS mLR) 7K =, ST RO A8 B2 TR A v 7E50 °C A AR 280 T
e HHINIRTE4 .4 R
[0144]  JyiC:

4.0 g (10.8 mmol) SLHEMHI12 TriEBRIAMIAEST.9 ml B A EEH IN#A%35°C,
SREIEFEMAL. L ml (14.1 mmol) A R . 7£35-40°C FHH-ZIEA16.5 h,If
7E50 CRFIMA9.5 ml ) HEE Bl )5, /E2040 BB AN 2. 42 ml I =4 fEFF L. 3 mli
FREEPPYE, 7250 C R IFHZIR A ho Z Ja 1 I SR SV HIZRT, I /ERT FHFEL h,
] A 308 3t e A8 S B S mL ) R B 4 =R, AR IR AR B S TR AR H 7E50 C UL
B RS N T R4, 3 g™,

[0145]  J5¥kD:

16.9 gt YIAE1S. 4 mlfKIDMSOF i HE5 2, INAN30.0 mlfI Z.BE 2. BEFI115 meih
PER FE IR Z IR A9 (84°C) 1543 I JE BT RIF Fl4 . 4 mlf) 4R L BRI E I I 2%
WA K138 ml ) LR BRI/ E50 °CL, B INN & I I EAE45-50°C N B FE1
ho ¥ BIFAEL .5 hINREIZ0-5°C, FF AAMERHFEL ho B A< e, Bk H14.8 ml
() Z IR Z BRSO R T ho13306.4 gfy - —H ETIR-E R S WHlg =y .
[0146]  J7i%E:

¥2.0 g - HEVIN-EFIAWAERGEEZE T 40 ml ZBRAEEA1T.1 ml L
R FELT h, R HERT, I /MR L ho B4 B8, BRI L. 4 ml R S BE B
VUK, FFAE B2 TSR AE50 C B SR B T8 H LIRS 1.4 ¢ L2 EAIYIIAF
TERIAR A AW o
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[0147]  J5VkF:

0.5 gty - H I IR-VE RS AL IR R AEL2.5 ml A RIRH LT h, 7% H)
ZRTIH AR L ho [l st fh g8, 2 ml¥E A0 I AT 8300 % . L3RS
0.3 gPhZ MY IAFAERIAR AL S 1) o
[0148]  fF LA T VA 71«

1.) 9 ml ZMRZEE/3.5 mlZEE/0.3 mlK

2.) 12.5 ml SEREE

3.) 12.5 ml 5EHEE/0.3 mlK
4.) 12.5 ml HfEE

5.) 12.5 ml HEE/0.3 mlK
6.) 12.5 ml Z.JiE

7.) 12.5 ml A

8.) 12.5 ml PUSHEi

9.) 12.5 ml FRERUT H:RE,
[0149]  FRLEIR T XETRATH BRI R H R 3BAR T IRJGIER 1S .
[0150]  DL&E &2 AT AR ST (D URERREEm S AEE , EEr 2, H
FERURLAL R R AT e R 19, DR AN S R AR B AL RT L 45 i
01517 =X (D WAL &P AT IERE IR vk il 4 o B ph 3R AL L& & 2 @ U AF 7E 1 =X (D
LA AR T SCREFRR 2 T . 2 S B T 5 AT 257 C IR a5, ZERF PR XS 28 57 5 1 v
HA7 (2 0) 5.9.6.9.16.2.16.5.24. LR124. THIEFAE S, I HAERFPE TR G o A (Hlem!
FoR) 1707.1633.1566. 1475, 125511 2234 F i Kt (R LAI3, 1 AI5) .
[0152] A AN VFRI A, KB (D (AR A e 1) 2 8840 oK &Y KA
DMF/ 7K —¥& G A — - — R RIS R A4, DL = RIS RIA Y L 2 s B L L7 AE
28 (D) AL A L1253 CIEAL s A2 S T TIAZAER 20 (D) RIS R A L9127 CRIE
w3 (D AL A 2 S TP TVAE 246 °C L LI AL, 1 22 i AV L 234 C IR . K
EMEA L4 1% K, ZIKEWEAT.8% 7K, DMF/ /K& A& A 13.6% 2 FF 3 H ke A
0.9 % 7K, =-DMSO-¥&RIG )& A 26. 8%~ H I, 11 = L IR—VE R G H29. 1% 1R
BE o BT3B R 45 i s LA 55 1 RO RRE XS 2R 437 S R R T RO 1 (R2A13, 1 - 4,6 -
14) ,
[0153] R 1: 2 &AL B VI XS 2647 51

47



38/43 I

B

j

Ny

CN 106905314 A

s

.w&.»,

e
J‘5\

94y g Gy s o e e
e e b b o - o 4
e o e Fo30 g Fon 34 o

ry
T
e

Wl
1.0
R
¥

%

X
G Be
¥
&3

48

okt

e

!
i

iz
Pk

14
I&

ETUT e

R RS R ) i S ALy ; > s R ) i G

Me.,

I

)

it A o % ¥ v i b A

% i TR S RITE 77 S I XA 2 RT it

.
.

*R2

[0154]



CN 106905314 A w Bg B 39/43 7

49



CN 106905314 A w Bg B 40/43 T

[0155] 3. Z MMM BV IR IE
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[0156]
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[0157]

K 2:
K 3:

K4
K5
K6:
K7
K8:
K9
K10
K11
K12
K13
K14

B Bl @ BT TITTIE AR 2K (D AL S TROG T

A2 SR IV VAFAEAE N = Z R -7 a0 28 (D AL SR TRG S
oA —-DMSO-7& 77151 DME / /K=& i) - A s oK S 0 3K (D A S TRt

TR KRG D B SR TROL T

L2 S R TAFAER 20 (D) AL S0 XS LR T I

L2 S T T AE R 3 (D AL SR XS AT AT

P2 S R TTTA7 LR 2K (D) AL G IR X LR T I

A2 S R TVAFAE R 3 (D) AL S PRI XS AT T

LA Z S RAMIVAFAER 3K (D) AL G0 X 2 T I
D AEN=CIR-TERIE R (D B S PRI XSS 2T 5 1
t AN -DMSO—E I M 2K (1) BUAL 5 W0 X LA o 1
t AR DMK 7R S 2K (D) (A A R XA i 5
s AR HKE IR (D B A PR X 2 AT 5 18
A KA R (D AL S XS AT
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