CN 109996839 B

(19) thie A B FnE E SR E1IR =5

4D (12) ZEAEF

(10) A ES CN 109996839 B
(45) $ZF A S H 2021. 04. 16

(21) BHiFS 201880004504 .7
(22) HiFH 2018.05.30

(65 E—EHiEHNE AT XES
HIFAFS ON 109996839 A

(43) BiFAFH 2019.07.09

(30) LRI
2017-108158 2017.05.31 JP

(85) PCTEIPRERIEH NE KM EE B
2019.05.22

(86) PCTEIPRFRIBHI R IEHUIE
PCT/JP2018,/020805 2018.05.30

(87) PCTEIFRERIBERI DN TR BUIRE
W02018/221607 JA 2018.12.06

(73) EFIN FEXr= ka4t
et HALDE
(72) ZBAAN M= HIERE ARER
74) EFRIBNM JbE = KRB FIR
N 11127
RIBA B AR
(51) Int.Cl.
C08J 5/18 (2006.01)

B32B 17/10 (2006.01)
B32B 27/34 (2006.01)

HER S

PORIZESR 5200 BEWI45160T P 10T

(54) & BB &FR
P RAig
(57) 5%
RRIATET — PR B, M7E1Oum
V) R JEE 5 R I B, 24 7E 400 °C AR KR4/ ) 5
W% N99.0% L b, YT 80D H10LL T,
F£ H100°C 2 350°C 2 [a] i £k M 4 Ik R BN
55ppm/KLL N o 1% 5 Wk Ve FE 1) 325 B P R
52, I BRI REUK, & & T BoR s,
it A A P i L b FH SR A

o —
T~

TN

RRAEE/S
2

99 e : :
0 60 120 180 240
i fiil/ 43




CN 109996839 B W F E Kk B /2

1. — B 5 SR 0 frc 1y SR I fr i, e

M 7E 1 OumiP) J5EJZ B B,

M7E400°CLRFFA/NIT B, BB HR % 999.0% UL L,

YT GEEFEE) N10BLF,

100°C 2350°C Z [A] ) 2k ME R ik 2309 55ppm/KLL R, 7 H.

FE308nmiE KA FE I H 0. 1% LA,

FIT 3 SR T IV sy 5 i T 55 R PR T A B I 50 BE IR %6 P i —FP LA BRI R A4k 2
2 (1-1) R B EE B R BEE R Rl 8 A5 2 T B i) BB I50 8 /K % UL -
[ —Fh LB i R 4k 2Rt (1-2) 3R 0 B4R B 0 A SR e IV e A e

@)
@)

—

O
@)

/ N\ / N\
N Aq N—B;4 (1-1)
N_/ N/

o—=—0
o—=—0

=
i

A A i A (A1) Ror B DA B [, B i T Al A3 (B-1) Rom i — 4
Eilp

w ) Z S'\\/Il
Y \ Y4 L
A n RN OE 3 B A, no IR O 3 BB Vo, Yo MY s 25 B MRS I s ik H H &5 7

FH R RN — 480 P S A Rl i A A 1 — b, QU Qo 8% E 7 M 3 7R BB B 5k H B R SER R I
FE A 2H i i 46 A ) — Fb : -NHCO— —CONH- . —CO0—F11-0CO-,



CN 109996839 B W F E Kk B 29 Hi

@)

/7 N\ / \
Ao
N A N\ S

o o

P A 1 R ALK (A-2) Ko B DU A [ Bo& 1 T AL 23K (B-1) 2R i — i %

Eilp

)
I

0O=0
@)

N—B, (1-2)

@)

Oo=0O

\ 1
Y‘ Yﬂ L o) Yﬂ [ o "N

A, R IR0 R 3 B, no R /R0 2 3 BE R Yo, Yo RIY 3 85 [ B 3R 7R 0% R AR 1
PR 5 AR = 50 FR S 2 RSP 2H A 0 — b, QuRH Qo &% B STt SRR B e 5 e 1 el SRR
L A 20 B ) 26 ) — - ~NHCO— . —CONH-, —C00-F1-0C0-

2. AT B SR 1 I (1) S R I JEE , >4 78 1 Onm ) B8 52 8 RO, 24 22 430 °C A 47 1 /N
I, HER N HN99.0% L b

3. UASUR B 3K 1P IR f S Ik SV J /6, 214 7 10w ) S J52 5 R VI INF, 100°C 22.380°C 22 [R] )
MRS R ECN65ppm/KEL T o

4 AR SR 1T I 1 S BRIV e s, 4 7 1Onm ) s 5 5 1 W &I, 35 8 2% DA R .

5. AR B SR 1T () 5 R IV JES , >4 76 1 O ) JE8 55 285 S Ui, B 7 1) b I A v 22
(Rth) N1000nmbLA T

6. —Fh 2R AR, AL & O 7R B FEAR T8 BB BRI ZE SR 1~ 5 H AT — T Bk 11 58 1k 3 fi
JEL

TP T BN A A AR 5K BH g ) JEAR , FL AL AR R 1~ 5 R T — T id
P SR Tk IO e



CN 109996839 B ﬁﬁ HH :I:; 1/16 1

BRI AR AR

BRARGUE
[0001] AT W J 3R BV R R LA S s 25 i A B o i P v FH A

EREA

[0002] W4k, Bl A Ja bR B AL 2 Bk, 5 18 45 S8 i WO £F MG T 5624
FLL S S 7 2 A1) Y s B ) SR8 € 2% FH DR AP T K Je IEAE HUAS 3 J2 o Rl R AE B 48
QIR , AR 3 B B AR A A T E R L SRR A e ) SRR AR AT T AR B AL, I
HiBfERe S I M AE 50 Won 8% BT 7RI A . IRk, 75 22 B AT F T3 MR
R RE L E M R

[0003] VR ABART BEFLAR 0 BRI L0, OB T VR 2 B e i (5, 25 WL & 0 Sk
123) AR, BT R 8 1 A 75 B4 A e , DR 75 L3k — 20 et v o 1) SRR S P e
[0004] [ 7 AR, X SE RN IR 55 v (FRIPED) BEAT 1 B9, AR OR3P W s SR TH ) 78 o B0
(R A o SR T, ME N B R 3R T M 55 v (R , A% 45 10 BRI 0 Jie i s Bk — 20 o
2]

[0005] 5| HAI#

[0006]  HF| Lk

[0007]  &F|3CHR1:WO0 2013/069725

[0008]  &|SCHR2 : H AHF#2010-5381035 A4k

[0009]  LFISCHR3: H AREHF2017-822255 Ak

bR

[0010] A i @it

[0011] AR B B AE T3 — Fh R e 0 e IE , JLmT3& B 1 4% Al S 9 it /s 8 il e
R B A BH B b FH AR , BT 5 5 235 B MR R A e A S, 5 ELH B A (R 2R v H U ik R 3L
P 58 Bk 0 i fie

[0012] i R fP) ik i 7

[0013]  AKBHP UL FIH .

[0014] 1. —7Foffu, & SR S0 Jie P 5 I I JRe e, e

[0015] 4 7E 10um) 65 5 1 Wil & A

[0016]  47E400°CLRFF4/NIFI , EEFREH R N99.0% L |,

[0017]  YI (B& 4840 N10LL R, IF A

[0018]  100°C A 350°C 2 [] [ e 1 #i ik R ECN55ppm/KLA T o

[0019] 2. 40 3R T0 1 AT id ) SR Ik 0 L, 24 7E 1 Oum PR JI58 J55 P88 1S I, 24 76430 C IR FR L/
IS, AR B %8 N99.0% LA ks

[0020] 3.4 b3 TT 1 B2 B ik 1 SR I IVl J5E , >4 1 0w PR I 52 B2 R I &= 06F, 100°C 22.380°C
Z A 28 PE K R 2R 65ppm/KLL T



CN 109996839 B ﬁﬁ HH :I:; 2/16 71

[0021] 4. 40 3R I 1~ 3H AT — T BT AR 0 SR L S o, 24 7 1 Owm 1) I J52 255 1 S i), 550 1
N2%LLR.

[0022) 5. 41 13k 2501~ 4efE I F SR L A BE >4 7E 1 Ot BEPSLE T SR I i
77 [ (AR 2 (Rth) 291000nmbA R .

[0023] 6. 41 3R T 1~ 5FF AT — I BT 3 A9 SR I 0 i, 24 7 1 Onm 1) JBE )52 5 15 S e, 7
308nmPE KA HE N H A0 1% LT .

[0024] 7. —FhEEAE, A& O EBRS AR EERRT FIR T ~6rp AT — 0 B ik 1Y S ik

i o
[0025] 8. —fft ] T\ 4 ik 5 A5 BA BH f HEL vlL  JAf , FL AL R T ~ 6 AT — T i
R 18 SR T I i o

[0026] A S B RCR

(00271 ARAEAS S B, FRAHE— Pl AT D0 57 £ 328 W 42 < i 2K P RV 2 A2 K 2% 20D SR B
HEREL o ) 2 T DA P AR S s 8 A AR A IS 36 P 0 FH AR 11 R I e

[0028] [ 1 HEMR AN, A B A SR I S0 i w] A3 2% A A, O ELRTRLE & AR 4
T ORI s 25 0 7R 2R T 6 AR

B ]33 BR
[0029] & 12 KA £E400 C PR FF4/INIT I 18 S5 i 451 2 0 S8 9t IV frde % A1 B 6 7 B o4 10 000 5 45
R (TGAK]) .

BASHE A

[0030] A B 114) 568 I P i e 2 /6, 55 SRS T MV e P I o 3k L, SR8 Tk 07 g A2 48 0 5 LA T I i

SERIP) BT BT SR A L 04 SR T B Tt SV e SRS T IV fe 5 T Tk 10 e 552

[0031]  47E10umf¥ B B S B , 247E400 CLRFFA/NI I, AR B 1 5 Eﬁﬂﬂﬁﬂ%ﬁ’]i

R R N99.0% LA b ARIE 99 1% L E, BEARIER99. 2% A _E, R AL IE 999, 3% LA
% BEAh, A 1Onm ¥ I8 JE FE R &, 24 7E430°C PRFF /NI I, B AR W R AR N

99.0% A _F o 4 JE I P e s T SR 7 A S T, 75 SRR e B R [T B IR BT 2 HE T Ak

f A o SRV I T DL 2 A2 X R TR A T2, DL, 40 SR E 1 Om R SR E R U I

MTEA00°C PRFFA /N B (1) 5 T P e i 11 2 5 B %6 89199 . 0% LA =, e il R 3%k 299 . 3 % BA
9%, B AN, G B 7R 1Onm 1) IR B R R, 247430 °C AR 1 /)Ny e 50 I IV fre s 1y

AR R H99.0% L E, nTDURTS B R PR 00 AR AR o b A, mT BARSS 1E T SR I

F& (1) 73 A 5 G & e & o O 1 T iz G T2 BN T il LA S R 1 o

A7 [ N 77 1 13 152 4% B 95 Y, 7R SR LS OL T 5 24 76 1Onm 1) 5 J5 FE R W 2 1), 5 il 7 BE A

400°C PRI7A /NI B 58 P9 V. i i 1) 22 5 B 42 9993 % A ko

[0032]  FEAKL B, “FE400°C LRIFFA/NS (1) B B 7 B R A “7E430 °C AR FF LN 1) B 2 7%
B R BT E R (S ER) J94ng 1R 5 I 1 E . 852480 AT DLUE I 7E400 °C In#Ad /N 8%

FAEA30°C HNHAFE S L/NES SR &, 7ERE 5 P HESH 2 AR R B S 10um ) 28 B0 i

[0033]  7E400°C fREFA/INT J5 1) B 7R B 2 AITEA30 °C AR KR 1N 5 1) E2 fE ik B 2R Bl o i

JEL R Py 9 T T R A



CN 109996839 B ﬁﬁ HH :I:; 3/16 11

[0034]  47E10umP) 5 JE B Wl I, A BH (1) SR P ARG R VT (B €48 450 S 10LL L AR
HAILLR, AL ASLL R, AL RTUA N, EARGE N6 LN, R i A5 LA T o 4 R BT
M FH T T S 7 AR S ' H I, SR SR Rl B LA E B M, SR AR A, e B O
) JFME YT GE ) B 2560 BB /N R A IR o € (U ) o 478 10um ) 55 B2 71 i &2
B, 2YT10LL R, R AL IR N5 LA, 38 AT DA O BT 75 10 T o B 5 )5 FE R 3 m, YT
F-1a . Ak, YIS0,

[0035]  MAJZE BH P (1) 0 5t 24 7 1 Onm 1) 5 & B I B, AR i A 1 5 19k SV i /2.4 00nm
W KA E AL NT0% UL b, ARk 972% B F, Ak T4 % LL b, IF HAS AR
75% UL ko L AN, 75 A R B 1) 58 e WP Jig i A, 24 7 1 Onm 1) & B R IR, S e % (T
380nm %2 780nmI1) % K [l A 133 6 3) Pk AT0% BA b, AR IE NTE % LA b, AR E A
80% LA b, BEARIE 82 % LA L, I HAF AL 84 %6 LA L o it 56 S ) B 34 1, 40 0nmy 4 Ak )
TR BB R TR,

[0036]  *47F 1 Owm ) 55 FE R WU &, AR BA 1) SR P G IS AE 100 °C 22350 °C 2 [A] (1) 26 P 4
[ Ik 22055 ppm/KEL T 5 AL 50ppm/KEL T, 5 AL 1% 9 45ppm/KLA R o 7E— AN 52 it 7 =X
L £E 1 0um ) 5 S B R IR 100°C 2350 °C 2 [A] ) e e UK R BRI B EF AR, IF B
ik N 40ppm/KLL T, AR 35ppm/KEL T, 45 AL 1% 9 30ppm/KLL R, 8/NF-30ppm/Ko 24
SR e 8 FH T 0 SR AR S, 7R SRR R ) R T T AT R FR R B AR R R
T IV e J% 1) 23 1 AR B T R 0 o) 3 o R 1 3 S Y L P K I R T T e i 5 n 4 R 55
2 1) ) 2 M A K R B0 22 S A0 K, S T R 5 S 1 G S A e il 9 in 4 i) L A T I E
I IS T 23RS B A AT B R EL A (AR Il 50 P A7, 76 1 Onm 1) 552 T 00
F1100°C 22350 °C Z [A] B 2 P T ik 5850 22 /D 75 22 9 55ppm/KEL R, RE R 2 A40ppm/KEA
T

[0037] kA, v 7 T B v (A i T, B8 Tk S e A 348 7E B v IR R B A A
&t M IK 280 BRI S, 478 10umfP) [ 2 B2 &), 100°C 22380°C W AR IE 9 100°C
£390°C ELIEN100°CE400°C AR N100°CE410°C A HIHLIEHN100°C E420°C 2 [A]
1) £ 1 A K R LI N65ppm/KLL T, AL 960ppm/KLA T, BB A55ppm/KEL T, B
3% 50ppm/KEL R, 45 B4R 3% A 45ppm/KEA R o 7E — AN St 77 20, 24 7E 10nm ) 85 B R U
I, 100°CE380°C . FHLik H100°CE390°C . F ik H100°CE400°C . FLik H100CE
410°C VRERIALIE N 100°CE420°C 2 8] 1) 261 # ik R A 1% A 40ppm/KEL T, BEALIE R
35ppm/KLL T, 45 A E 9 30ppm/KPA T, B A% /N F-30ppm/Ko

[0038]  #E—ANsiti 77 A, 2 78 1 0nm ) 5 JE B T I & IR, 100°C 22430 °C 2 8] 1) e 1t # i
K R AR I J965ppm/KEL T o BEAN, 24 75 1 0umP) 55 2L T Ml &), A AR &R 72, 100°C 22430
CLMERIZIK RECAH60ppm/KEL T, BEARL % 955ppm/KLL T .

[0039] AR B 114 5 T NP e e 1 b 3 28 1 AR K 28 00 70 JBE 58 258 Dl dmm , R 3% 22 R) 11 PR S
N1 5mm, 7 AR AT 2, MNFGHE 920 °C /43 B 25 AT 05 (1) J5 5 A 1 Onm 1) 588 Tt V. i i
(B o 3 B, il 5 552 R 1, 28 PR U IR R0 T 41K

[0040] A< BH (1) SR L M B B, X4 70 1 Onm 1) JI65 )5 5 1 R, 25 PR 2 %6 DL T, BE AR
N1.5% LLF o 24 SRV i IS FH T S s s B FH S5, n R 30 25 vy, T vl e ot s o B
GO BRI I8, S 7E 1Oum P 5 JE B R PR, Wi SR % 2% LA, TUIR] BB 1k 3 Fof i)

6



CN 109996839 B ﬁﬁ HH :I:; 4/16 71

L it 5 I R 1 TN, 55 RS T .

[0041] 4 7E 1 Oum) JEEJ5 2 T Wl & ), A B () 5 IO e M 1 )52 52 77 1) D ARG 22 (Rteh) AR
91000nmEA R, BEALIE H850nmEL T, BEARIE 9830nmbA T o 24 BB MV & e FH 1 il 7w 2 I8
SEI R FETT ) RO AL 22 7] g 5 BOX AR n) 8« 32 S 6 I B AT B TGVE IR 2, B
O E BRI I H AN A ] Re AR 78 o [ A5 T8 )5 RE 38 0, J2 RS 7 1a) R AR 22 (Rth) & T3 .
[0042] kA, 4 7E 1 Onmf 558 R T I I, AR i B 1R SR P IV e - 308 nm PR R K Ak 1) 328 '
FAIENO. 1% LLF , FEARIE 0. 05% LLF o 7E 8 FH SR B MV i IS4 Dy SR il 5 () 150 48 ) VT 22 1)
R, SR L T AR (5 SR IR FZ B AR 1) 205 ) 1T R B IR i (5 SR It W0 iz
(R 2H A ) T 7 VR VL AE AE 15 A 3 B ) i b, FE N DASRAS R M I fie / 8 i 2 IR A, SR e
R H AR (BE3E) R AEOE (K : 308nm) HEITJZE He A DL I JEC - 01 20 5 1k I Jie s » 4 SR 5%
Pk SV fi A 308nm ) 98 K Ak B 8132 56 3 9 HASIR S 308nmi & (Bo't) I S61 fE 5, )26 It
WG MEAS B ARSI 25 o 8 1 8 T AL FE O M TR 3405 5 1k P i s %) 28 B 1 T
255 BAE1Oum 55 B2 P, 308nmi A AL & 6 FR K, 180 1% BA T o i & i
JEEERE N, 308nmiE KA 1 3FE G F i TR AIC

[0043]  fn SR /& Gn b P (R 0 B 14 R AL, DR AT A 1R SR M0k 0 fh e, LR il i FH T Sl
i AR, I HoAk nT e FH Tl A FH 2 A Bl [ fi F it FH AR 55

[0044] Ul bR A7) B BEAE K 5 V2 R0 4015 4 78 S T A S e A5 R s

[0045] 7 HH ) SR Ik SV & HEE AN B 1 &5 5 Sl 1 0um ) 568 ok I g B o 588 T SV e R ) J55 P AR i FH
IRIE MR, I8 N 1um 2 250um, AR %E A 1umEE 1500um, 5 A% A 1um 3 50um, RE 0% N 1o
mZ 30um.

[0046]  4n IR 75 2L, A BH [ 58 Ik W Ji JsE mT DL A, 5 ok e pLAORE BXCE LR , 4n — %4k
1) PUEA AT 58 A SIS B L EIOR) | 1 A o AR IR SR AR IR L 51 4 B R A L I
TR TR ABE 51 5 Pt IV e B v i FH ) AR 2% s s 5%

[0047] ANt 77 2, 2 e 380 S 2 1T 1) ik FEE RN O B2, B N T o) R AR (1)
W R, D03 A i B PR 5 B P FBE A 25 — S A e S5 e LR A BLORE (RERL)
[0048]  Jt - H 5 G I A B, AR B I BRI VR J5E vl DA F A5 A5 50 BE IR %6 DA B PRk
60K % LA b VEEALIE N TOBE /K % DL E R B R A4k (1-1) RoREE T R
Pt . JF T R o

[0049] N\ £y

[0050]  (FEiZzUHr, A2 1 R oA (A-1) FoR i DU 2 4], Big 1 R a4k (B-1) &
AN AN A)



CN 109996839 B ﬁ'ﬁ HH :I:; 5/16 171

[0051] ¢¢¢ (A-1)

[0052]  (#£i%3UH,R1,Re, Rs % H AL - CHa—BU—~CHoCHz— o)

OO
[0053] Qq Q; | (B-1)

[0054]  (FE 1A, niR R0 A 3 B, no R /R0 ZR 31 B 4K . Yo, Yo RY 3 75 [ b Hh R 7R ik
FH &5 R R — o PR 2 s A A ) — b, Qu AN Qe & B O b R s B S Bk R
BTN ) R A A R 2 A ) — %EF ~NHCO-,~CONH-,~C00-F1-0C0-.)

[0055] & A B UMY iR, A R BH 1) SR I S0 i R 1w A el 451 G B9 25 50 BE JR %6 LA b AR
iﬁﬁ60@4ﬁ%%i\§fjﬁiﬁﬁ70)§dxyUJ:EI’JEE’JEE—FW%?—EQ(1 2) KR EE I
SR R %,

o

O=—0
O

/SN /N
[0056] N\ /A2\ /N_Bz (1-2)

@)

o=0
@

[0057]  (FEiZaUH, At 1 R AL 3K (A-2) FoR i DU 214, Bosg 1 R 24k X (B-1) &
ZN: )3 B

[0058] (A-2)

[0059] 4@{ r@}( 4@7 (B-1)

[0060]  (FEiZAH , iR IR0 2 3 BEE, no R/ 0 2 3 BE Yo, Yo RV & H ST R IR I H
FH U5 PP R = 3 P B R 2 R B — o, QeI Qe % B M7 M R R R A ek H i T
RN 1) 22 [ 41 R 1 28 A (1) —Fof : ~NHCO— . ~CONH~— ~C00-F1-0C0~ )

[0061]  FEHH L2220 (B-1) Ron By B, 55 B8 2 [l i B & Aor BV A el BR 1), 15 ﬂ]ﬁmﬁ
AN EEA B IE i FE ] ((-CO-) oN-) , H 5 A B A8 & BY 'ﬁﬁHZIEﬂEﬁ@%ﬁﬁlﬁ

ot DL M7 B G, Bl A () S0 0 i B A 2 P 25 4, JLA I AT $ (AR e M U2 K éﬂaﬂc

8



CN 109996839 B ﬁ'ﬁ HH :I:; 6/16 11

73 (B-1) KoKy B BA — A I7 I (FEn Mz ORI IR AL ) 5 k523 (B-1) ZRon i 2L (4]
DLade Jyoxt AR HE , Hon] DLEAT BRI, (Y1) o A, 55 34 AT LA Y 5t B = 4 T R B, (E L
AL B BAT RS AIBR Ao

[0062]  Hyft 2 (B-1) o ) A2 F i Sl 4 by LR 423K (B-1-1) & (B-1-6) 1 1Y
(SN INE-JEi

®)
Sas

o)
0.5 ; 0~©— (B-1-3)
—< »—0 o

[0063]
CF;
< o
CF3

CHs,
WaWallet
HsC

[0064] 1 Ab , A5 WY 14D 2R B 0. g BB vy A et 5 I U A2 ol » T i 2 0 0 g B 5 497 e e 2
(=D B (1-2) Zon W ER o, T ER Ao B &, HEF U608 /K % UL L, ik
658 /K % LA b, SEARIE N TORE /R %6 LA b, 5 75 B R %6 LA, 83 80 BE /K % A b, i # 90 /B
IR LA b Forp SRBE NGt — Rl 2 A R T, AR 1% R T ATAE B TDRIRAL 0 1Y)
DU A2 P A A 223 (A-1) B (A-2) SR i DY 241, 9F HATAE B R4l i) —r 2 PR A
ZACLEBREE (-0-) R O7 38, 2 T EHE Hou ) B, Frid B T A A 940 8 7K % UL
L35 IR % LU, BEAIE N30 /R % LL T , B 2588 /K % LA, BIAE 20 R /R 96 LA T

9



CN 109996839 B ﬁ'ﬁ HH :I:; 7/16 L

B TOBE/R %6 LR o AR XX MG OL T 3l %, SR ML e ik 60 5 IXAE I B 2 e, P TR H
VU 3R IR 2H 7 B DY A 2 A 2 A 2 20 (A1) B (A-2) o i DU A0 2 1 BATAE B — i1
TR B 2 A DU (-0-) AR DTN, ST BB ROTH B R, RN EE R % UL b
[0065]  Hrp Lk ul 4x 57 FRIE IS MR G (-0-) IEFEHI B A 2457 A 0 ik [ s ) Bl g
i1 T Fk A (B-2-1) 2 (B-2-4) FRosHIFEH] .

(-

(00671 SR, A BH 1) 5 B M J& AN B T Fh 0 4 B o IV fle 4L ol P IS o

[0068]  WIid FH T~ 3R 1G4 i AN i B 5 P V. g S 1) B8 T IV e 1 DU FR BR 2H. 73 1) < 9 L B A
(IATAEY) : U5 —1H,3H-4,12:5,11:6,10-=H#F WL B [2,3-c:6,7-c ] —MBklE-1,3,7,
9-DURH 5 -1H,3H-4, 10-MFIL L35, 9-Hr W H JE 25 [2,3-¢:6,7-¢ ] —MkME-1,3,6,8-
VUM 2, 2-X0 (3,4~ R IR NE A b AR IUER 3,3 ,4,4 - KH Y H R .3,3 ,4,
4 BRI R .2,3,3 4 —BEZEIY IR (4,4 —SEACER A0 2F R X (3, 4— —FRILHEIE)
BRI TR =R HE-3,4,37 47 DU R I 6 =R Hk-3,4,3 47 DU R . 1,2,3,4-3F
TR A ki-1,2,4,5-VUFER XA [2.2. 2] E4E-2,3,5,6- I R . 9- 4 4 =%
[(4.2.1.0 2,5] F4i-3,4,7,8-VUR R . +4-1,4:5,8- M HZE-2,3,6, 7-IY H R . [%
VKA -2 W8 o~ 3R i -a” —BE-2" B UK Fdi-5,57, 6,67~ IR SE , Bl iX B — I . nf LA
FH) oA VYR B2 2H 43 (1) S ) A i, 1 an DA AT A4 : 3a, 4,10, 10a—-PU S~ 1H, 3H-4, 10-#f
W 32591 [2,3-¢:6,7-¢” ] =FkIE-1,3,6,8-V4f.3a,4,6,6a,9a,10,12,12a~ )\ &~ 1H,
3H-4,12:6,10- ~Mf W H F R [2,3-¢c:6,7-c’ ] WkM-1,3,7,9-DUMEH.4- (2,5- ~FARUEA
Wi —3-4%) -1,2,3,4- WIS FE -1, 2- W R BUR JE R — W e e W — R R A i —
R LT TR i Pt B AR OK R L S W TR AR AR R R L [1, 1 - = (A2 ki) 1-3,
3,4,4 -TUHER. (1,1 -— Rk 1-2,3,3 ,4 -JUHER. (1,1’ -— Rk 1-2,2°,3,
3 -PUHER 4,4 —EH W AT bi-1,2-=HR) 4,4 - (Wki-2,2-=5) W EHDHi-1,2-
THR) 4,4 FARK R k-1, 2- HER) (4,4 TR GRC kE-1,2- HER) 4,4
B A b1, 2- —HR) 4,4 - (CH SRR 38 W A ki-1,2- —HR) 4,4 - (4
FWAKE-2,2- 3 WD hE-1, 2- =R \E K Zm-1,3,4,6- VIR W3R [2.2.1]

[0066]
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Biki-2,3,5,6-TU IR .6- BRI E) XA [2.2. 1] Fiki-2,3,5-=H R . XFF [2.2.2] 35—
15-2,3,7, 8- U IR =3 [4.2.2.02,5] 58%¢-3,4,7,8-IUH IR . =3 [4.2.2.02,5] %5-T7-
1#5-3,4,9,10-PU FHPRSE , BGX 6 (1) . AT DL S s FHIX SEPUSR IR 2H 73 (VYRR IR 55) Bl DA H:
PIAPLL B Al X B, DUARER2H 4 (VUARERSE) A2 18 VAR R VU AR BR AT A= » an DU AR IR
T DUSRER FRE R IS L DU R IR IS DU R T 55

[0069] B FH-F-3R1G#4) A i B 506 I P e B 1) 508 T S0 f 1y — e 2B 73 1 S48 B i 0 2R — e
W) T BRI V3,3 - R R L2, 2 X (SR ) BRI L3, 3 A (=4 P ) BBt
MRV S 4,4 - TR IEE R L (3,4 - IR IR L NN - (4
F) X IR B RE NN -0 R I W (R 2 R ) AR R A -4 R R
(4G FEIREL) XK T H RIS A4, 4" - T H IR (4-E FE IR Fig L X6 P A F W (o A 3
KRR W (A- A HE) - (1,1 -] 4,4 -—HREs. (1,1 -BeK] 4,4 - FW (4-
FIEFEFIRER) 1, 4- AR Ok 1, 4- I -2- RO 1, 4- & -2- 23
1,4 FE-2- IE A O S 1,4 FHE-2- RSO, 4 -2-1E T 2%
Ot 1,4 & 3E-2-F T HEA O 1, 4- &2 T HH Ok 1, 4- & -2 T &
Bk, 2- & EH Ok 4,4 - R KB .3, 4 - A KR, Y - m K
ik X (42 FE R IL) BRI 5o P A0 COR k) 1, 3- R (4-Z R A L) R 1, 3- 0 (3-&( 2
AL 1,4 U IE AT 2K .2, 2- W [4- (A-F R IE) I AR AL 2, 2-W
(A-SFEFHL) NHA B - FEZERL) 1.3, 3 ((FEIFE AL B HkE.2,2-X (3-
RIEAFRFEIIL) FSTAE W (4- (AT IR A ) R ER) IR A (4- (B R A ) oK
B\ R . 3,3 - A -4, 4 - TR BEEEE 3,3 -4, 4 - R R L3,
3 -4, - EAEROR 9,90 (- E IR 754,47 W (A- AR L) R 4,47 -
R (35 PR AR L) BRI A%, mT DA BRI P I s — 21 4y, Bl DAL AR DA _E A ZH A0
[0070] ]3¢ 5 I MV f B 1) sk 2 110 S 49 o 95

[0071] (1) — i Eo 45 75 BT X 10 B Ak I 7 S8 50 T IV e A 37 A0 . 5 Tk 0 e iy A v v 4L
WISt R 5 Bt SR V. fie T 7 7 90 0 58 T SV f T A7 5 YA 2L 5 00 1 58T I e i R A R A 5
WA E IR 3 TSIV e A e A7) Gt 7 R A B 790 R G BLARIORSE B4 78 ) e o b R el e
PR3N B SCHERE SR Ja AR FL IR K AT 2508 7704, LAIRTS SRk 3 e e 5

[0072]  (2) — i Bl 75 M5 TE 21 8 AR I i Sk 5 Tk 3TV fie i A v i 2L 5 P sk A2 S BT o B
SV 2 R A28 5 Y 2L A5 0 3o TR A A 7R B 7 51 DA B 0 8 ) e Ath 35 368 71 (an e AL 40 35
L) A T A 5 I NP g A Y R R T 1) % 5 AR JE 6T FL AT A S IR K, AR BE 7 EE I i
M, 45 30 B SR, SR 50 A LA T 233 77 A0 RN RV Ji AL, , LA SR A5 58 1ok 0. e e
[0073]  (3) 4 EREWE NV f& v] 5 T A AL AT , — Fh G0 358 70 BT 3 10 4 b I 2 59 0. e s
WA YR IS FE , B I 5 W S e i i 2E 5 ) B 5 e R 1 0 551 st A By 75 AR T AT LAioR , e
T LN AT 22 50 0 B 5E A Bk LV ) AR S AR ER B v ARG, AR5 SRk 3 e i 5 A
[0074]  (4) 4 EREBENE f& v 5 T A AL FIBT , — F s ik 70 B % X 1 M4 b I 2 2 30 e s
TRZH By A 1] 5 SR O IV i B ) T R e o 58 IO e s 2 6 P A 5 R 1R S I 7], st A
BRI TE M UAORE , o S I 4 22 e e Tn AT, P 1 () A AR B v 771 » DA SRS SR I WP e e

[0075] 7 75 B v 77l Pk AN A 27 P ) B2 FH PR, o] DAAR e AN ¥ 18 LI 770 190 58 It IV Jie » A
VAL T AL 51 P 5 Tk T f B (1) i) 6 368 5 368 e 5 Wk T g i A7 AR 3 5 Tk T e i Ak v A A
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WY, BN 3R 7 (D) Q@) B 7 1EEAT

[0076]  ZREMWENEMHTAATT CA 2y 1) BEMERGIR (FR AR BEEIR) , 2) TR ML IR e (R Bt TR
(2 BTHI B2 /b — 3053 b 2k 5 FN3) SRk e FR ke 2 T G 2R U HI 28 /b — 307342 e 2k
SN

[0077] 3k 4 50 5 3D e iy 4K m A bl DO FR R 2 43 A — il 28 43 1) 4%, SLAR At L 3R SRR W0 e 45
o A, AEABRHICIER (B14an120°C LA W I s DU AR BR 4 2 (WUAR IR IR 55) Al iz
3 AL A5 1 BE JR B0 NPT DA SR A5 SR B W B i R T VR AL & AR 3R 1) — e oy S0 R
FiR 2H. 53 P B R Bl [ e 20 43 B8 SR B LU VU SR R 4 4y B8 R B ] fide 0. 90~ 1. 10, BEARI%E 0. 95
~1.05, LA eV iz A o

[0078] ] & SR Ik MW e s 1) 7 42 1) ST A8 G, 4910 , /6, 06 5 Tk O e T Ak 2445 470 o s 1 2
b IEAEEM EAEFIa1£9100°C 2500°C L fLiE 200°C 2500°C BB AL H250°C F2450°C N
IR A AR 250 5 CAAE I 25 9 770 %) [0 B 7k SV e Ao 58 1k S e iy A7 140 7 7 o T s 2 7%
AR HIPR 1, TS i .

[0079] kb, SR Mok S0 Jide st ] LIS ok DA R SRR 3 22 b sl i, o SR W S0 e i A 4 5 e B
FEFEAF b ARIEAE180°C LA T 135 P 3 BBl P )8 LA FE b b T i SR I W i i A 2H & 0 i
N S 5 5 T V. e i A 2L 45 0 D B ] e PR st 50 A [ e U 1 i 8 14D ) B 457 2
£7100°CZ500°C Lk H200°C A 500°C AL 250 °C Z2 450 °CAm#, LA A 5 Bk 7 fiie 7y 14 ik
S fZ A o

[0080]  ghAb, SR Mok SV Jide st T LS isk DA R S R 3 22 s i, 6 1 SR IV e 1 5 ok I
A GG E M L, 5 R AR B in£980°C £2500°C L fLik A100°C £2500°C « BE AR ik
JH150°C 2 450°C Ik, LAREBRIE o AR EIX PG OL T, 04 il 82 350 e I BR a1l 9 B o] L&
MR

(00811  YEJNJEMT, 180 & DL Te B3 , 75 I FEAA 1 T8 1l 5 I V. 2 B2 1) 58 T IV Jre B/ 3¢ 3 8 i
JE ARG A FH T )38 491 G Y 7R AR

[0082] 74 b i SRAF 0 51 Mot I i i/ 265 Je J2 s A s 5 T I e s ) — (sl 9 A, mT A
TE R L 2 DR TS S P L AR

[0083] 3 du, AT LAJE Ik AR 75 VA SR 1S e T AR 50 T8 — Rl SR I A RS A
“ER TRV /R B R AR A B SR MR S E (& REE EANY) .
SHANA R T RS 18 S ASAEUTAR B R 55 7 S I R TS R BT R, LA
LS 2/ BB R/ 2R T 2 AR I G, AR YE TR B, NI B G 2 /R B
Fe s 2R AR, LS AL 3 “ S 2/ BRI WP R 2 P AR 1 S 3 e A

[0084] A FH SR Mot U fie 65 / B 3 8 K J2 IR AR s R Mk B B L B 1 R HLE 240, I LA 2
JE AR S W i s B T% e AR 2 AN/ B AL 2, DA B3 B o R RN 2 18 B 5 110 /L % o 7 11
IETFTIR i s i B B0 R 5 40 , 76 S P B M1 T AR A RE TRT o TR TR 45 151 i AR 4 I
JZ IR SRR R B R 2 BALRENR A 2 AT TOMR 28 F R Bt A, FE R b mT DLd I 2
T V2T T S s 7 T 75 1) 435 40 o 70 SR 96 U R s 2 1 T 5 25 B o1k N s B P IS 3k
— DT R A0 N A A R B S T ) IR BRI o R B R R B 1], mT B
B 3457 20 N B 9 35 S A RS O SR AT RS

[0085] S T3 —Fh ik, 7 “TEIE W R i/ 2 i 2 I A A MR b 340 8 5 T WP e i DA 3R

12



CN 109996839 B ﬁﬁ HH :I:; 10/16 7T

PR IR RN G, SR I DA 58— Fh 7 v A R 1 07 78 SRRV Ji I 1 2R 1 E % 1 5 F A L) 3

HZ (S B BA Y. SRAVMEL SRS , DR IaHE “F i =/ R B R =

JEAREL T 2/ SRR/ T 2 2 R AR St T AR

[0086]  FEZE—FNEE R vErh, N T 2, R BB W NG M) R 1 Rl S H 2 2 i, AT BA

TR LW AR TTRR B I BT VT B TE ML 2 (5 %) 18 G 7Kk 28 Bl AR U5 AR Y B 44

2 A SZ .

[0087] T FHL 2, v DL I i Wb 2032 L 25 R B el 7 V2 B 55 A A8 U7 VRIS M U R

o

[0088] L1t SR A5 A i B (1) AR A 06 2B 3l 3t <02 BT ML E 78 Hi A % B 1 588 T I fie

TV R P SR I S0 R L ) e T = LA 5 J2 ) PR B 1 R T 38 A AR SR s 2% A 4R 5 R B
AE FH Vb FH A

[0089] R, ] DL i S ARG S 5 P B el 77 7 B m SR VR SE A% SR AR bt — 20 B A

B OHLER AR A VLA AR LG M b AR, 9F H& & AR b oo EL T A6 R

Juft.

[0090] syl

[0091] i ik DA TSI 9] 0 b A 1) B L At R A e B o SR T 5 AR R BHAS BR 1 DA T S it 431

[0092]  FEDA N SEptidsl e, PPAts I LR 7k iET .

[0093]  <ERPEV AR PEAL >

[0094]  [YI]

[0095] & FHER AN /0] W43 Y6 6 E 1 /V-650DS (FH JASCO Corporationfhllif) , A2 #EASTEM

E31 3 0 1 15 J5E B 4 10um H R~ A5 em™ ) SR B SIE R PRI Y T o Y65 D65 , 4L A 27

[0096]  [400nmAb i )E 3 L 308nmAb i iE e L BB R ]

[0097]  fii 4L 4b /0] WL 43696 FE i /V-650DS (Fi JASCO Corporationffilidh) U & 5 5 B A

10wm H R SF 45 em® (14 5 B 0% FE ¥ 400nm %+ b 1) 328 6 56 L 308nmi K AL A3 R L BB

2 (380nmZE 780nm " F 1B L H) .

[0098] [Z&)F]

[0099] i F%s & 11 /NDH 2000 (FHNippon Denshoku Industries Co.,Ltd#l]i&) ,#R#EJIS

K7 136 F4) v 0 22 5 52 P8 A 1 0w LR <1 5.0m™ ) 5 T I e S 1 252

[0100]  [400°C{#3F4/ NG I ) B Bk B %

[0101] g i J5E 55 Ay 1 Onm ) 588 Tk S0 o 5 7)1l £ 6mm” ) R~ DA i 6 R o i e 3k B 2 AN 1)

FPRPEIGRE BT E4ng, (1 FHTA Instruments it i) #4 i B1X (Q 50001IR) , KL £E

AP HAEEE, B FHFE P E200°CARFE3070 8, LL100C /434 I in#id 2 A 200°C Ft 22400

CHARFEA/NIE o H iR FE IR 2400 °C I (1) FEAE 100 % , I E 4/ N 5 I B 2R 2.

[0102] P& 178 2 7E400 C PR FEA /NI 1 S it 451 2 11 518 Tt 3V fic s ) 0 ok B % 1 DN 1 SR

(TGAFE) o XTSI it 5] 1 R b 55 481 1 2 311 SR 1 SV e s, DAL 110 s b 5 U0 B S R T R

[0103]  [430°C{#¥F /N i f) B Bk B 5

[0104] ¢ JIEE 5 155 59 1 Owam 1) 5 5 S0 e FEE 1) ) ol £ 6mm [ R ~F A il & B I ME B 2 D)

ENAAERAE T E 2 AT 2 4amg, FFHTA Instrumentsillig i E &1L (Q 50001R) , K5 FE A 7E

R AL, R FIFEFFAE200°CLRRE3000 48, LL100°C /43 B in A 2 200 °C T %2430
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CHAAREF LI il BB 211430 C I B B & AFE 9100% , M5E 1/ 5 i) BB B 5k B 2R

[0105]  [ZRM: 2K 2% (CTE) ]

[0106] ¥ Ji52 J5 52 g 1 O P 58 P9k SV Jiag 5 7] 554 ok 5 i 2 Amm %) 2% 7t DA 1) £ 0 o 48 FHTMA/SS
6100 (FHSTT Nanotechnology Co.,Ltdfli&) EL20°C /4% i in#Aas 22K R In#k 22500°C
R 2 FE B SR 1 5mm, B AR ER TR A 2g - AR HE BT AR TMA R 25 , 3545 M 100°C 2 il 58 16, B (350°C 2430
C) ML ERIZIK K%L

(01071  [JEE)E EE 77 IA) BRI AEAL 2 (Rth) ]

[0108]  fi FH & 5 &y 10um H R ~F N5 cm? ) 28 Bk W % B /E i B, 3R I 054
Scientific Instruments Co.,Ltdili& )AL Z I 35 & (KOBRA-WR) , LA40° HI N 5t Al
AR 22 AR IS AL 22 , 08 J5 B2 28 1 0nmiR) I J5 2 77 [m) R AR AL 22

[0109] DLt f5 vh s e e M R ) 4 5 L AR FESE I T

[0110] [ —fi&4l4y]

[0111]  DABAN:4,4" — S o8 H e Jic (452 : 99. 90 % (GCA3#T) |

[0112]  TFMB:2,2" —X (=56 F %) IR i (4 : 99.83 % (GCA3#T) |

[0113] 4,4 -ODA:4,4" - & FE KBk (4% :99.9% GCHHT) ]

[0114]  BAPB:4,4 —X (4—&FEHEIFL) B

[0115]  PPD: %K & (4% :99.9% (GCH#T) |

[0116]  [DURTRL 7]

[0117]  TNDA:+PY%-1H,3H-4,12:5,11:6,10-=HF I EEE [2,3-c:6,7-c’ ] W1,
3,7,9-VY MR

[0118]  EMDAxx: (3aR,4R,5S,5aS,8aR,9R,10S,10aS) — 5 ~1H, 3H-4, 10-#F V. £, -5, 9-
MR 325591 [2,3-¢:6,7-¢” 1 FkME-1,3,6,8-PUfH

[0119]  PMDA-HS:1R,2S,4S,5R-¥ e PY HH R — I (4% : 99.9% (GCHr#7) ]

[0120]  6FDA:4,4 —(2,2-/N9 o M) 4028 —HI g — I (462 :99.77% (H-NMR43#T) |
[0121]  s-BPDA:3,3 ,4,4 -BZRDY FHER —J&F (4% :99.9% (H-NMR434)T) ]

[01221  [¥5]

[0123]  NMP:N-H 32~ g S il

[0124]  DMAc:N,N-—HI 3t 7 W%

[0125] & hkfsl1 (TNDASKI & i)

D Me0QOC COOMe 7

TNDE TNME 0 TNDA 0

[0127] @ FEUK T B A 3R —HsfiDiels—Alder R M & k1, 4,4a,5,8,8a-/NE -1,
4:5,8- " MF P H F£Z5 (BNDE) , 2 ffiMacromolecules, 1994,27, 1117 iR 5.

[0128]  [H]200mL & S F A 120g (755 . 75mmol) BNDEFI10g (75.86mmol) —FF % — 4% . 7F

MBS B AR RN E )G, RN AE180°C 185 CHEATS/IN o [N 58 G » 15 31127 . 5g ik Az 4

WA o V5T R U AR IR B 8T °C VEE THIR FE N 73°C VLA E N 1. 5kPaE 0. bkPaff) &1 T i#E4T,

4 2 & A BNDERI A7) 41 . 2g R ZE NN 51129 . 3ghk AW, HKH iR 5 T 2856 °C LA 58 4 VA il

14
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BRARWD 4 TR, AEAHIFNREE T INA297Tg I BE, SR 53 H1 2250 °C 45 R 15 2 AR &, Hop
HESFREAN LS, S EMIERN T E N EE B AR, BRI, 15524, 0311, 4,
4a,5,8,8a,9,9a,10,10a—+%(-1,4:5,8:9, 10-=#F V. F£ B (TNDE) G i GCy#r il & & i
994.8pa % UK A14.2%)
[0129] [ 1L &) I B 25 48 NN 299g H I . 50g & 17 . 200g (1 .48mo1) S AL (1T) F1
351mg (1.98mmol) AL I I 76— A B e fk R b <505 , 726 . 5/ P ¥ i
firAE92g AT 122g (93 . 9mmo1) TNDEVE VR , F 48 H: S5 207N o R4 44 5 R AU — 4
R AR NS s MR BRI 28 i 7, FEMAB06g 547 o« A IF ) Rt — b &
PRIR o SR J 5 18 I IR S 6 B VR ik R B ANV o i BT 1515 9 FH 26 9 g T ATk PR S AN 7K I
TR =K, B H269g 4K Yedk =R ARG » IMAN2. 2g TE /KR BR B N2 . 2g ¥ P ok , I 4 - 2R
J&i o B BT AR RO DB T R TR 4, 15 51046 . 63g AR ol 44 o [ )5, ad 2 45 (TR FIEL < H R R
Fr=1:1.6) aift, Himd rE e iy JRITFEA Okt : LR ATE: & =10:1:1) 2tk , £33
18.39g/E N E Al 441 YA -1,4:5,8:9,10- = WH EE-2,3,6,7-DY F £ DY /I fig
(TNME) Gl i HPLC /3 A1 il 72 44 55 297 pa % , UL % S41.3%) »
[0130] [ 200mL 25 & ) R N A 8 AN 18g (37 .9mmo1) TNME .53 . 7gF AR #1146 . 6mg
(0.77mmol) X} KRR — /K A4, HAEI8 C E 103 °C [ W 13 /N o S5 N 58 il i » K S L I W
TR AR, E R AE Y T InNG4gH 2K . B %R E6 Uk, JL T 58 2 28 R o ik ik 1 2
R FH36g H R B A [ 44, 7E80 °C L 25 118, 1531 13 . 28g K tau [El 4 o itk J5 , Fl 4 BRI 22
G 3T NN - L 2 W e E 4 L 15339 8TefE N Bt A DY & - 1H, 3H-4,12: 5,
11:6,10- =M WHEB[2,3-c:6,7-c’ ] =WkIE-1,3,7,9-VU M (TNDA) Gl it "H-NMR 4347 4
FEN97.4% , IR N68.6%)
[0131] & Rif52 (EMDAxx ] & B

0 o]

0 0
\ 4 Brz S Br oﬁo
a N ——— V] ——= 0 0
Br

0 exo-NA 0 OMNAXx O DBDNAxx O EEMDAxx ©O
[0132] MeOH Ha 0 0
HosoMe®  meooc COOMe  Rp-C Meoocji)j@:cmm s
MeOOC COOMe MeOOC COOMe
EEMDExx EMDExx O EMDAxx ©

[0133]  [H]3LfE RS I AN600g (3.66mol) Ml —-5-F&¥K i Hi—-4h—2, 3— — FHEZ T (exo—NA)
F1300mg 2,6- T HEFRILF IR IE AR Bk RN EL )G, 7E-25C 1 A InA319g
(5.91mol) 1,3-T =, - 7E140°C 22166 °C 1) s SR FER FEZ IR B 435/ M0, 15 21866 . 2g 1
& (58 % UL ) B S, F T 15 [ 0[] 142866 . 2g M FR 2R v B 45 5y , 15 31| 359g 1/E A 1 £ i 1k
1] (3aR,4R,9S,9aS) -3a,4,4a,5,8,8a,9,9a~ )\& 4, 9- MW H I ZEIF (2, 3-c]HkIR-1,3-—
i (OMNAxx) (it "H-NMRZM T 26 BE100% , YL H45%) .

[0134]  OMNAxx )34 FUE A0 T »

[0135]  'H-NMR (CDC13,0 (ppm)) ;1.19(d,J=12Hz,1H) ,1.52-1.63 (m,2H) ,1.73-1.82 (m,
2H) ,1.89(d,J=12Hz,1H) ,2.27-2.40 (m,2H) ,2.56 (t,J=1.2Hz,2H) ,2.98(d,J=1.2Hz,
2H) ,5.80-5.92 (m, 2H)
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[0136] CI-MS(m/z) ;219 (M+1)

[0137] [ LA R M A28 T A 120g (550mmol) OMNAxx FI2 . 2L — 50 Fi i o £E ¥4 E1 265
‘CZ-60°CHIFIET , 7E2/INF YR I A AR 7E200mL — S FF e H 19105 . 4g (660mmo 1) YR 1)
T, FEAT L BE /NI o AZERAR AT PR IR USCER P o s SV VR FH 28 i Tk 4 49 13 A ]
I FE BT AR ER AR L [ AR FR N L. SLBEE , HiEAT i U8 - B 5, H USC S 1 [ 4 FH 50 0mL 5 foe 1
%, ARG B A TR B RIE N A B E R (3aR,4R,9S,9a8) -6, 7T- VR +4—4, 9-#r IV FF K 2%
H[2,3-c]MRmt-1,3- — 7 (DBDNAxx) Gt i 'H-NMRZM M7 48 S 100% , L FT75%) o Ak, %
JEWIRE WG , FH500mLBE L BE ¥ , 8 5 323 )5k, 43 2178 . 1g /o B €[] 44 () DBDNAxx (i@
o TH-NMRZ3 B 2 75 100 % , R N19%) «

[0138]  DBDNAxxHI#FEYERELN T o

[0139]  'H-NMR (CDC13,0 (ppm)) 51.28 (d,J=12Hz,1H) ,1.62 (g, J=12Hz,1H) ,1.84-2.24
(m,5H) ,2.59 (s,2H) ,3.03 (dd,J=7.3Hz, ] =23Hz,2H) ,4.32 (ddd,]=3.3Hz,]=5.5Hz,]=
12Hz,1H) ,4.73 (dd,J=3.0Hz,J=7.0Hz, 1H)

[0140]  CI-MS (m/z) ;379 (M+1)

[0141] [ 2L B [ [ W 25 28 Fh NN 259g (2. 64mo1) Ty 3Rk FR T F1200g (529mmo1) DBDNA xx,
FFAEL90°C 1) S Bl B2 T [ B2 27NN o [N 58 5 5 IR & 0¥ H 22 100°C , I A 900mL H
IR o IR NYA EN 2 SR I I, S P8 IO 1 [ A o 45 21 14 [ 4 FH900mL R 2R3 %, 7E60 “C Ik
JE T3 /N, 1530140 2g E N AR B [ 4R ) (3aR, 4R, 5S,5aS,8aR,9R, 10S,10aS) -3a, 4,
4a,5,5a,8a,9,9a,10,10a—+5~1H, 3H-4, 10-# W 235, 9- M W HZEFF[2,3-¢:6,7-
¢ 1WkmE-1,3,6,8-DU AR (FEMDAxx) GEit!H-NMRZMAT 4t H97 . 2% , % K82%) »

[0142] k4, %F180g (476mmol) DBDNAxx3E AT #HIE] A #AE , 15 31139 . 2g/F v ks o [l AR 11
EEMDAxx Gt i "H-NMR /3 #4498 9% , R H92%) o

[0143]  EEMDAxx[#EEVERE(E 4N T .

[0144]  'H-NMR (CDC13,0 (ppm)) 50.59 (d,J=12Hz,1H) ,2.01 (s,2H) ,2.12(d,J=12Hz, 1H) ,
2.55(s,2H) ,2.98(d,J=1.4Hz,2H) ,3.20-3.30 (m,4H) ,6.20 (dd,J=3.1Hz,J=4.4Hz,2H)
[0145]  CI-MS (m/z) ;314 (M+1)

[0146]  [5] 20125 & [ e v 25 #e vh i N 254 . 9g (794 . 8mmo1) EEMDAxx , 10L FH % , 533 g J5
= HEEFI63g I RIR , IR S WAE61°C 6T CHEFETI/INGT o SN 5E BT » i S B VA TR S
W4 , 15551 3g Kt [E 44 . K Fr A5 [ AR 5 AR AE 3256 & Al L M INE1700g 75 & % IR IR A
NI o 1) 73 B A HLZ I3 L. 6g T /KB R EE AN 26 . 8gi M Ak , FEAE 2 il T i 1/
INF SR 5 I 8 o YEVR H322g FATT Bl , VR MR AR , 153 21 3258 2K £ ] 4 o B 5 , K T 15 2K 2 3] 4
FH FR B 245 0, 79 311294 . 9g 1 4 1 A ] 4 frg DY FR 3 (1R, 4S, 5R, 6R, 7S, 85, 10S,11R) —1, 4,
4a,5,6,7,8,8a~ )\&-1,4-2 15,8 3Z5-6,7,10, 11-VU R ELiE (EEMDExx) Gl iLGCy
Mt B 100% , UCHE N91 %) -

[0147]  EEMDExxHI#PEPEREME U1 T

[0148]  'H-NMR (CDC13,0 (ppm)) ;1.55(d,J=11Hz,1H) ,1.61 (s,2H) ,2.29 (d,J=11Hz,
1H) ,2.43(s,2H) ,2.62(d,J=1.9Hz,2H) ,2.97 (s,2H) ,3.03 (s, 2H) ,3.58 (s,6H) ,3.60 (s,
6H) ,6.23 (dd,J=3.2Hz,J=4.6Hz,2H)

[0149]  CI-MS (m/z) ;407 (M+1)
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[0150]  [A)3LfE R inN98. 2g (242mmo]) EEMDExx Al11720g FH %, FE I N49. 1g 10% &
kAL R (FIN.E . CHEMCAT Corporationfilli&#150% & /K& =) - £ A Bk R E
J& » A A IEZ0. 9MPa, FE7ES0 C 1 P I B T AT IR B4/ o [ B 58 B 5 48 3235
NN — 2 FH 5 B R Jl 3 A 10 A DA s 87 77 4 o P e s B e 25 B 71 . 7597 . 3g
(239mmo1) EEMDExx_E#H AT ZAE IR o SR J5 » & FF BT A e H IR IR 4, 159 211289 . 1g K i
o B 5 S R BT A K €0 [ A A TO0 g 517 1437 3g P bt v B 45 i , 15 21283 . 0g /R T AR £ ] 44
¥ (IR, 2R, 3S,4S,5R,6R,7S,8S) — 1% ~1,4-Mr V. 435, 8-l Z5-2,3,6, -V H IR H
fig (EMDExx) GEIGCH il 52 4 999 9pa % , IR H96 %) -

[0151]  EMDExx[4/)F P REAE 41T o

[0152]  'H-NMR (CDC13,0 (ppm)) 51.52(d,J=9.0Hz,2H) ,1.58 (s,2H) ,1.76 (d,J=9.0Hz,
2H) ,1.95-2.10 (m,4H) ,2.52(s,2H) ,2.71(d,J=1.6Hz,2H) ,2.84 (s,2H) ,3.63 (s,6H) ,3.64
(s,6H)

[0153]  CI-MS (m/z) ;409 (M+1)

[0154]  [H 3L e N 25w th N 282.0g (689. 7Tmmol) EMDExx.1410g F g 13 . 28¢
(17mmo1) Xt F FEHE WG — /K &0, 3F4E95°C BT CIIIR FE T RN 19N /N o S 3 58 i) » 15
O VA5 TR 9 4 5 R IR 4 P I N T00mL F 2 . BB R IZ AR 6K, JL T 5e & 281 IR o 1ok
Y€ T A3 BV, FH490mL F 2K I 5% T A9 A, 7E80°C 45 T, 15 81219 . 6g K th [l 4K . AR )i
F 2 TR TT E2 45 i, FHIN N — B R P i 2 o, #59 B101 75 9g A v B [T 4R 1 (3aR , 4R, 5S,
5aS,8aR,9R, 10S, 10aS) — & -1H, 3H-4, 10-MF V. £ -5, 9-Hr W JE 259 [2,3-¢:6,7-¢" ]
TPRE-1,3,6, 8—PUMH (EMDAxx) CEi'H-NMRMfr4l 2 999.4% , Wr % 96 %) «

[0155]  Jb A, 1 F150g B A3 EMDAxx , #£250 °C ~290°C /5Paff) JH 444 R HEAT 4lifk, , 15 3
1461 A 1 £ [E 44 [ EMDAx x GE ist 'H-NMR A3 HT 4 5 SR 100% , R %297 .6 %) .

[0156]  EMDAxxM#EEVERE(E 4N T .

[0157]  'H-NMR (DMSO—ds, 0 (ppm)) ;0.98 (d,J=13Hz,1H) ,1.15(d,J=9.4Hz,2H) ,1.57(d,]
=9.4Hz,2H) ,1.81 (s,2H) ,1.91(d,J=13Hz,1H) ,2.17 (s,2H) ,2.63 (s,2H) ,3.04 (s, 2H) ,
3.19(s,2H)

[0158]  CI-MS (m/z) ;317 (M+1)

[0159]  [skjitafsi1]

[0160] i) 245 UM S B 25 2% N0 . 787g (3. 46mmo1) DABANAIO.319¢g (0.87mmo1)
BAPB, I N9.620g NMP, {8 i A\ Ff B A4 i i (i 2l 7 FUR R 4H 7 S B D225 % , FRK TR
B R T BERE VN o ) Z A B #TINANL.607g (4.36mmo 1) TNDA KR B MITE =R T
T FEAS/INET , 15 2135 57 EURS B 1 58 1% S e i A V94 o

[0161] ¥ FHPTFE i ik 958 #5% ik 908 114 R Mot SV Jie w4 YR A 7R3 B B I, B s 7 B B A
FAEE AR G :200ppmbh ) MWEIRINFE430°C , FEAT B e fh , 73 200 €4 HiF
B ) S ORIV Jh 52/ 3 305 J 2 R A o 12 R, W P A SR V. i B / 35385 )2 s A2 N 7K b DA SR e
TG L DL S A B JE 52 5 1 O 1) R O S0 i i

[0162] K1 1 W& 2R ok 0 e M Ak e 1) &5

[0163]  [sLjitifsi2]

[0164] [ 34 B M 2P INAN0.761g (3.35mmol) DABANAI0.529g (1. 44mmol)
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BAPB, fIIA\8.409g NMP, {8 fiIn A\ Ff B A4 i i (i 2l 7 FUR R 4H 7 S B) D25 3R % , FRK TR
ENAE IR T PR L/ o A B BTN . 513g (4. 78mmo 1) EMDAxx o IR A 0 7E %= i
NTEFEAS/INET , 15 213557 EURS B 1 SR 9% SV e m AV R

[0165] ¥ FHPTFE i ik 58 7% ik 908 114 R Mot SV Joe w4 YR s A TR 3 S B I, B s 7 B B A
FAEEARF G :200ppmbh ) MW E IR INFAE430°C , FEAT B0 4k , 73 200 €4 HiF
I (1%) 508 T IV i I/ 39 38 2 P A2 o 32 1 K K T 43 SR I JK ./ 35 3 22 TR AR IR N 7K AR DA SR B i
TG L DL S A BB JE 52 5 1 O 1) SR8 T S0 i i

[0166] K1 IR 1 5 S Mok . e e 12 e ) &

(01671  [EL:f1]

[0168]  Ji) 2 U/ H S B 45 28 N8 . 000g (39.95mmo1) 4,4 —0DA, JIIAN60.117g DMAc,
M B AR B8 (TR FRIR AL 5y B 8) N22) & % , IR Z R S WE =R FHidEL
NI o ) IR R BT I NS . 956 (39. 95mmo1) [KJPMDA-HS o ¥V & W) 1E %5 iR S Fi #E48 /NI,
A3 30 351 57 HLREG AR 17 50 ok S Jee w5 AR 940«

[0169] ¥ FHPTFE i ik 958 #5% ik 318 114 R Mot SV Joe w5 YR o A TR 3 S B I, B s 7 B B A
FAEEAR A G :200ppmbh ) WE IR INFE400°C , FEAT B 4k , 73 2100 €4 HiF
I (1%) 508 TG IV i I/ 39 8 2 P A o 2 1 K, g T 43 SR I JWe ./ 352 38 22 PR AR IR N 7K AR DA SR B i
TG L DA S A BB JE 52 5 1 Om 1) R T S i i

[0170]  R1EIR 1 5 STk 0 Jc FeE 12 e ) &

01711  [bkef52]

[0172] s RS R M A 2 2. 00g (6. 25mmo1) TEMB, T A 16.904g DMAc, fdi i A
() B BB (T 7 AR TR A 2y M) 21 R % , I KR S IR R IR LN o )%
VBN . 942¢ (4.37mmo1) 6FDARI0.551g (1.87mmol) s—BPDA . KE V& 7L 55 I T ¥k
FEAS/INET , 753 2135 &) HRE A iy 2R I V. fr i AR V5 9 o

[0173] ¥ FHPTFE R ik 958 25 ik 908 114 R Mok SV Joe w7 R V5 YR A TR 3 S B I, B s 7 B B A
FAERAR A G :200ppmbh ) MWE IR INFAE400°C , FAT 4 4t , 13 20 6 i
I (1%) 508 TG IV i B / 39 8 2 P A2 o 22 1 K, K T 43 SR I JRe ./ 35 38 22 TR AR IR N 7K AR DA SR B i
TG L DA A B JE 52 S 1 O 1) R T S0 i i

[0174]  R1E IR 1 95 STk . e FeE 12 e ) &

(01751  [bk#:413]

[0176]  [a) A5 RS R B 25 2 N 26 . 88g (0. 249mo1) PPD, i A400g NMP, {5 fIn A\ f1 24
P (L AR IR 4y ) N20 & % , FHR IR A 7E IR N B NI o A 7 TR
HORB N T3.13g (0.249mo1) s—BPDA KR A WI7E iR i H48 /N, 73 30 24 57 HOKG AR (1)
SR T Ve i AR VR o

[0177] ¥ FHPTFE R ik 908 25 ok 908 114 R Mot SV Joe wi AR Vs YR A TR 3 B B I, B s 7 B B A
FAERAFAE GIKRIE :200ppmbh ) A I INFAE450°C , BEAT AL i tb , 19 3070 (5 H i
I (1%) 508 TG IV i I / 39 8 2 P A2 o 2 1 oK K T 43 SR I J¥ ./ 350 3 22 TR AR IR N 7K AR DA SR B i
TG L DA S A BB L 52 5 1 Om 1) R T S0 i i

[0178]  R1EIR 1 5 STk . Jc FeE 12 e ) &

(01791 %1
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SEhifl 1| sehpl 2 | bl 1 | el 2 | EeAi 3
TNDA 10
EMDAXxx 10
R B PMDA-HS 10
6FDA 7
s-BPDA 3 10
DABAN 8 7
TFMB 10
{7 4,4-0ODA 10
BAPB 2 3
PPD 10
A iR
YI 3.9 4.6 ) 3.4 20.2
400nm AbATIEGCE (%) 78.1 p = 84.5 76.5 0.3
308nm JAIENZE (%) 0.0218 0.043 52 0.002 0
[0180] a%;ﬁ& (%) 86 85 89 88 76
B (%) 0.9 1.2 0.3 0.2 0.4
o, | — A _E_r
400°CHREF 4h FIERIE | o o 99.36 97.55 99.74
EHE (%)
BOCHE NIP Jei R 99.37 99.19 92.51 99.64 >99.0
BEE (%)
CTE (ppm/K)(100°C-350°C) 40 21 238 58 5
CTE (ppm/K)(100°C-360°C) 40 22 357 90
CTE (ppm/K)(100°C-370°C) 41 22 502 118
CTE (ppm/K)(100°C-380C) 41 22 138
CTE (ppm/K)(100°C-390°C) 42 23 - - -
CTE (ppm/K)(100°C-400°C) 43 23 1176 171 8
CTE (ppm/K)(100°C-410°C) 45 25 - - 10
CTE (ppm/K)(100°C-420°C) 50 27 12
CTE (ppm/K)(100°C-430°C) 64 36 . : 14
Rth (nm) 129 800 7 98 2302
[0181]  CTE:ZkPE# K 2%k
[0182]  Comp—Ex: Lt 341
[0183]1 TV A
[0184]  ARFEAK A, P& AL 7 — PSR 0 & 5, L AT o FH 1% S A 48 20 2 /s 2 A B AR
BY K BH g L b 2 AR .
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