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1.1 BFIHAEEH

1.1.1 HBEFRERFTEN

SFEFENRITENHERBEENBHDFHS BV S
EEL, e RS ReRZ Rt HRERIFER
EREREE RN SOEE. F8E. N oHNBEXEwme &
AL R AT 5 Tolk E B i AR S HE N TR, B
EREXRSHTEMI, BIXA B RION B IRER T A BN K AL T4
Bk,

BFREANFSNAE, A8F HEETHE-HEZERD
KRB EY), LDRBTRRZHERLEYONIRESY, —HE
51 ZH A —Fh e F R,

Wl —ENERE, FRSNAFESYMEENNYE,; £F
EEmIAEN, BFTHSEESE, RANFEHE TEL
AR RER %,

HRANAEY T, DRkBEERINAMIBRELEET S 2% ~
98% (HBIERAM) . WEEI LML 0.1% ~3%, BATHXT ZA
RE, ARA1%~5%,

SHERER, #. £. #H. H, EREEEAT, FEESE
BRLIEB RN, TRA=ZE4 8. —EABENRNURZE,

HEYHECRE — A 80~200T, EILBE M EE 1~
40min YL H .

Bl HET PR D R B A

ERAMERL . IR AER. ARBERUSNASBA/
W O 3L BB, WEEHRN T PRI (Hycar #A8
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1300 42 ATBN, %47 & K 3600)450g, (500mmol, ##% %4
B AEW =450g it) B BEE M 1000mL ., TR TFHEELER,
K E WA, EmER S o AR S0mL B K B 98.1g
(lmol), F7E 30min P ZERMABI RS, REERMRE
FE10CUT, K EHHIZBREY 30min, RAGHHEBARAEZR
B, FHH b, MEFRFIBRE A Z B 653.4g(6mol). =2
B% 64 .8g(0.64mol ) F1 Z BREH 62.3g(0.76mol) . MMM N Y EREF
Bl Sh, REAZZER, HERHK 1L, MARBREMNKER 1L f
KE2XIL), #FTER, AEBREEN, SR DRBEERIHRNT
TR

Bl2 HEM=Z(FEAENE)RRRRENEN= (D XB
W)

ERAVMBES . WTBRERENBNEASSA ML 0K 2L
EHRRT, BZGFEAERE) R R AS 99.0g(0.33mol) i
fEAE THE (T EBk M) 500mL . miZBBEMARERE D RBT
% 189 .2g(Imol ) IR "B 1.4 (0.05% ), 80C M# 7Th, &
MY HEZR, Sk, FHS%EMKER 500mL fzmK 1L %
R, BEIANER =R S (DRB R EZTRTHTES
T4,

B3 I D KRB 7, 2 R

RS 2 =BT, HHHEBER 274.9g (1mol ) BB Z
BES00mL . FERIZIB T, M A KWK 500mL BRI H
84.0g(1mol) ¥, AAEKT, KB LANBEMW, MNP
A Z B 100mL M Z 2 5k B T 141g (1mol) B W, 7
30min AMMABIR B S, R, HFRE T<10C, KB LE
BHR Y 30min, REBREER, Bk, BRENUYWEEST
S, FZRIEK 500mL. 5% B8 K B S00mL F 48K
(2x500mL) SR BN AENE. BFENHEE T KRERETE,
WEHEEREEN, BRI %D RBT R,

Bla HEhS-RER-1-(REBFE)1,3,3-SHEROE



£ He B X 3R B T B

AL BEAYBBRELS, MERIAAKAAML O/ =M
BHRE, B S-REBI(FABEF E)1,3,3=29&EKC kK
111.15g(0.Smol ) iE##7E THF 500mL #. RN TFEKT, H
FETFIMA AR _THS(HEEFN)D6.31g(10mmol ) ME Z 2 53k
B HE 141g(1mol), 7E 70T # 4h, EmkE L m A BRE
THF 100mL FHE 2 3 DR BT 141g(1mol ), #E 30min A
REBRBAERPMAZER, BHRENESYE 70C M dh, #
RMPEHBEIZER, BEREEN, BE80mERE_EF K
1L H, A 10%ER/KER IL MEBKQXIL) %K, AmBEET
BEMENN, SEFEASREBN, B3~9,

5 % Pripol 2033 fiT4 A R — ZMF BBk

LBV S =ZFEAT, EEKT, HN,10-
FEREHE) Pd (OAc); 0.21g(0.54mmol ) ISR 7E T 2 2 M 3B 8.18¢
(81.7mmol ). BE 4% 100mL 1 = ¥ = B (Pripol 2033) 15.4g
(27 .2mmo ) MR W, MMBBERE BIR 6h HHEELHT
=, MEEAEER®(20g) 38 1h, TEABAMES, K
THRESENTHZBERMER, S8 B, —fHEa
Mo FYEEAN 100mPa-s,

B 6 & i — 5 "B (Pripol 2033)f74: B — B Z /% B ER

e 1L FCA VU FE RS o IR 2l 0 Py 35 8 B 3R 0 28 Y = B
M, ARKT, ¥ % — & (Pripol 2033)284.4g(500mmol ) 7 i
XK E 500mL #, B BEFPMA=ZHE 101.2g(1mol),
KB ERHEW R 4T, BRSO B EE LKA 100mL
PRI EBEE 90.5g(1mol), 7E 60min P30 A B4 B 5 K 9
B, REBE<I0C, ZAKBELHREE 2L, REEHZTER, B
H4h, BB AEBREIFEBAHERANREYRBLEC
L 1L . F 5% HCL KB 800mL F17K (2 X 800mL ) ¥k %,
R KREBETRETHNATE, 2B, EsREHEN, 83—
WARE =,



Bl7 #&N-ZEXEDRB WK

4 BHEWE 12,125 BBIE SOmL KK 2B+, HZEBMA
PRI B R AR A) 100mL /K ZBEH 9.81g TKREFER P,
KRB AYHEE 30min, SEHFATRRACHHE, LB
200mL FE SR A 20g BN, 7E 160C B MR N IRE
¥, BR3hGE, FHEBRRHEZR, BT 1L EHRKPHERP,
FIZIBEHE the RETY, FACHEASR. BKENERYEA
SOCHES PP TR,

Gils &I (HEHREmAT)

TEIL BRSPS MER- A REBEBNZIRET,
# B (Empol 1024)574.6g(1mol ) MR BE 112.1g(2mol ) B 18
HEREIL b, ARG 6mL, EIRER 6h, HF 36mL MK
FERIEE, FRBRNHEZE, AKQCXIL) %K%K, AXKRR
BT, HERExEN, B3—®uRemEE bRk,

7E 1L A EIFAEERS . PURBE a8 F1py S0 BE R MBS (0 = B
B th, EERST, # %6 EE 650.7g (1mol ) 7§ M ¥£ THF
200mL %, A B EEBEE 404.8g(2mol)F1 2,2’ - fBA N 2,4-—H
HIIE(Vazo 52)11g, 7EKE L, BB THIMBESYE 70C I
PTh, ERNYEHERR, ESREHEN, SAAMRBEZR
9.

BIA HECIRBTEECER

& 500mL BCE VLM BE RS, PIERIR B BRI 28 A0 ookl 3 < i g
Fmit, HEHECK 100g(0.76mol ) IEMETEIK Z. 8 S0mL ', H
st 3 21 K 5 5k BF 74.8g (0. 76mol ) IEMRETE Z B 7SmL P B .
AERTEIh ABNBAEECRY, RERMBERT 35C, M
eha, BHRENY 3h, JEER, EESHP, 0CTREEN
MBI, 8% 166g HEEE95% ). =B,

HEILEAIBBEEENBRE - IEma kSN =3UsR>, &
S TH ERBBE®E 166g (0.72mol) BB £ F % 200mL. ¥

200mL FI=Z K 211mL(1.51mol )W IS W P, In#L [FI# 4h, S
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KB PIEF A K. RN R I AZEEK 400mL, BELE
RMPRBERKARKELG R = EEE., BHFKE, A 50%
BB EpH A 1, LM LB 600mL B, FZEMK 400mL
BRFIE. ARRETEREENNEIE, ASKREEN, B3 —
FEEEE 76.2g, (50%),

BIB il B B R

1 FHECA VIR BE AR . 18 -5 3k 50 40 K 25 0 P9 R 18 BE 42
H ST, ERS T Pripol 2033 92.4g(0.169mol) . 6-5
KRBt R BB 75.0g (0.355mol ) #1 B B8 0.50mL, (#4
0.0085mol ) TE R il 3 . Nt & N ) £ 482 B [ 2h, 7E4 K88
FUEBITR K, B KES, HIBR R HE S0mL B HEE
M, BREREBHKS , FELTE, REYAHNEZE, MAK
i e FR 5 100mL, FAA FIBK BR S 49K 75 300mL MZE MK 300mL
BXRIXER. BWAIE, AL KRBRETR, ESKREEN, B8
FEEM107.2g(68% ), 2 " H ALK E 1045 i 40 28 o vk A
TR R B — PR, YEE N 2500mPa.s,

BiCc Mmi& “BEE BN DRBETE

BB BFRARKN -—MEBEHE, REASE _® 9.5
(0.169mol X% Pripol 2033, H B 4178 —Fh B, PERBEH
AR WE 54.9¢(58% ). EWHAE S FT-IR #1'H NMR
s &1

BID WMEHH=ME=(DRBER)FEN T - RERE

=4 B #&, SAHM 10.4g(0.113mol ) 48#F Pripol 2033, 7=
VREERBAIE,

BIE % [PDI (XU EEF K- EWEETE)

ERELRBE AR, EIRASEEMABBRE RSN 2L =%
R, AEST, R 8 /KRE - F 8% (IPDI) 100.0g
(0.45mol), MRIFHEF B 137.8g(0.90mol ) I~ A — T 143
2.8g(0.0045mol ) B AE /K B 2K 1500mL . 90C hn#k 4h, W
BHEER, AREK 100mL %%, BHENLE, ESBREBRN,
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BRRERE™Y .

BiF & IPDI XN (EEP R RTE)

7E 500mL BCAE R HER =FEKERS, BAKT., &
Bl E #80 —HEEH 8.28g(0.0157mol ) 7 & 4E Z B 100mL,
IAFFE 4 28.6mL(0.282mol), FHMA 5%Pd/C 4.14g, 1§15 3|
RIS R ERW 6.5h. WBERRHEZEBF L. BATBRERN,
BRI RELE AT 6.68(90% )

B G #Hi% IPDI BX(E P BL- 1) SR B AR B K R )

£ 250ml BCA I HE RS AR G - A U SR R, AR
T, %6 F #4858 8 6.6g(0.0141mol ) MR 60mL +, ¥
BHIE 4T, 7€ 30min PN ZL K EF 2.76g(0.082mol ) ¥ % 75 7 Bl
20mL B, EACHBB®R th, EEEREEHE B
.

i b R W B BR VR MR P I A Z BT 8.5mL (0.090mol) . = Z Bk
1.26mL(0.009mol) FZ. B 4§ 0.88g(0.11mol), HEHRBEES TR
BB 4h, BHBER, ASKREMAEBN, HEIANFHER
ERME_EP R 200mL F, HHEBK(GX200mL)ER, R5H
PUHAEKRBRE TR, SEFETREEN, BREQEE™Y
6.75g(76% ) »

#H % DDI 1410 #0 (2% 5 BRIE A FE)

TERCA DU HEEE, ERAESMATEE RN 1L IS
B E, ERASKT, ¥ DDl 410 ( R R AME) 99.77¢
(0.165mol, # 13.36% NCO ). (A F4H B 50.8g(0.332mol)
M_AER_TES 0.5mL(0.3mol ) IERER % 150mL, MHE
85T 2.5h. AEBEEN, B HAK, KHETRPTHENH
1k 152.4g(102%, HFREBHXE),

BT #14% DDI 1410 A0 (& X F 8 e &3 FRE)

ERAVMBMAE RN EIR L ERN IL ZFHREF, EES
T, #6H #EH R4 39.6g(0.0432mol) ML TS =K &
¥ 97.55¢(0.432mol), HEZMLEE 300mL FH¥, MH/ENYE
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BRERFERPIGRE 3h, PHEER, FHRDKRESHERE
pH7~8.HBG i@ 25um WS4, B THHNEMRKEM
HEESAEVENREY. BHKE, HZ®ZE 100mL 3178
o GHBEHE, RZEEAK 00mL %k, TKRBETHER, S5
®H, EsBRERERPOEN, BIHE0FROE K™Y 33.8¢
(92%),

1 J 4 DDI 1410 #9588 (8] 25 e it T A 2 R )

TERCR VLB HE 2%, PYERIE RS 2% A kiR - 19 2L I Bige
W, ERAT, B DEE 15.4g(0.0157mol ) 7 #% 75 73 BR 300mL
o TEKIE LR HBBZEN4C, RAMBRELE6 1 HER R
¥ 63.4g(0.0748mol ) ZE N B 70mL " 59 % M ZE 30min WA B3k
BT, RIFRE<I0C. #HAERE 1h, BEBRAEER, #
BOPE 2ho 18] B BR VS B R I A 2 BF 24.7mL (0.262mol) . =2,
J% 6.25mL(0.0448mol ) f1 Z B4 MU /K &4 0.37g(1.50mmol ), 1
REBBREBREMR 6.5h, AGARHNEEER, ESBREFEEA,
WHRBHECRBIEMBE 28 S00mL F, FAZEIEK S00mL ¥ %
B, RS MM IS K B S00mL %R EFWEIZ,
FRZAEAK S00mL Bk, BTEHME, X ABRRETHR, &
THREBN, BB CHRTY.

il AA FHRFESHES

EZRTRANMBES BB THANES:

A B (A WD S i T B 2.664g  Silquest A-174 RESL S 0.040¢
s o S Y. 2.644g  USP-S0MD & #lid &Lty 0.099¢
Ricon 131MA20 & T 4% XD0026 0.119¢

Y Bk 0.661g  SF-96 ¥ 23.794g

BARSAOFERN 9011mPa.s, MEIEBH 5.36, HH R
HEENSHBIEHERIIRIES, H¥% 3.05%X3.05mm?, BEH
BETHAENT, HRY 0.0254mm WS E. 7 200C B4
60s, MEFEFERM 240C THIBYIEE, RE¥XHRELE 85T
B AR A (8SRH) FALEE 48h, BRI E T HEM 240C F W
&, HRLE -1,



F 11 SREER/ZEERFEHBEFNFOWEE (DDS)

5 ]

RAERERET

RBAERE T (48h/85C /85RH)

s

60s/200C

60s/200C

HERE
Cu FI4R4E DSS(kg)
Ag-Cu F1£%4E DSS(kg)

25T
4.88+ /-0.25
5.29+/-0.34
5.52+/-0.39

240C
1.46+/-0.35
2.17+/7-0.43
1.99+/7-0.4

25¢C
6.54+/-0.82
9.50+/-1.88
11.9+/-1.3

240C
1.84+/-0.76
1.56+/-0.72
3.53+/-0.66

Pd-CuDSS(kg)

HE R B LR CN 1248603A (2000 % H & %)

1.1.2 BHREAHBRRULSHHSOREFTERESN

HERBANBRE S B B2 B LR AR RS R 0T B 4
¥, B—METCHANBEAN. BB HNELNBRLESY
(BT EBEAAY2% ~98%, HHEET ZAB I EF0.1%~
3.0% R, 8., &, 8. 8)%F, XLHEYWESI~
250C Bk, BLREIMATF imin Z 4h FEE AN,

ASYBA SEBR, Rk, MEE. WERSEL ., &%
ERMEESRE(IBLE . RENZBIRE) MLdY, BE—
BABRAEANOBERAZBELESYN0.1%~3.0%,

HBERIHREE, TRARA SOCHERM T, BREH
MABUEAE, SENAURNFTRAARE., BT 28, BUgnk
W, CTBNOWRE THERE) BN 8%, HEE 15% U T (LB
BRSO BELESY IER),

Hl1 DB F-XU( IR EBE) N &

RV BB MNRRAERN 2L =TT, B
F200.3g(1mol )% F 500mL P& kMg (THF ), &N 1,2-549-
248 308.5g (2mol ) MR B “HE I 0.67g(5mmol) . ¥ 7 I m 3
ZE80C, R 7h, REAHBEHR, EESTREEN, B3M
R,

ERAVIMBERS . FARAEEMBEITH L =FES,
ARESTH LRI B R EE 508.8g(1mol )i T THFIL FK 1L
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B, MEBBMARRMBEH 316g(2mol), M#AZE 80T, #iB Sh,
REPHHEZR, ASBREZRKBHEN. BROYRBMBE IL
THEESF, SEFAKGXIL) K. SENENYARRET
B, FEETHREEN, ER_BPHEE,

EEEVIBBE PSR, R B TR 3L ZHREF, &
BAEAT, ¥R 8 544.8g(1mol ) F1 4 H M 194.3g(2mol ) #1
IL ZFREEH, KPR EAF4C, AMER:S, B25%2
AL — WA (DCC)412. 7g2mol ) EE "R B F IS, £ 60min
B BB B R . R EIK B EHEHE 30min, BESYHE
AEZRFEHE 4h, BEBTERZIIRA SRS RE(DCU),
STENHNWRTKGME TR, Lk, FEESTREEN, &
B B REBR) ™9 .

B2 BT M) mHERE)MH &

RSV, IR R B TR 2L =F R+, &
AEEAT, BHHEEK 97.15g(1mol ) IE B R ER 500ml &, 7
WRKBYSH, ik % 1766g Dk L B T 4 (Ricon
13IMAS) T 500mL WEHH K% R, 2 60min B0 5 W B K
F, RFRE<I0C, BREKSFEHEE Omin, REEMER
B, FHH 2h EEFTREBNARSHN HHEELYBEE,
BER(CHRFERR).

B3 “EW(CHRPEBM)® 10,11-2F%-1,20- =+
X A ER) 5 &

ERZEIRASEES . IR - FIRE S B #8860 S00mL 7 Fibe
e, EERSAT, H KB (Empol 1024)20.5g(35. Tmmol) i F
Tk B E 250mL #, M E 80T, H 42 60min 1 N Bt &
12.5mL(143mmol), 2 BPA B BEME CO,. CO M HCl, MR EE
PR 3h, BHDEE, ASREEN, BHRY,

FEREVURBEHERE, hsHR S AR B8 S00mL = éﬁi;%&ﬂa:*
ERSEAT, B _REERK 10.0mL B 7EZ 8 200mL $, B0
BEAM 3.2g(80mmol ) BMFE 100mL KFHEW, KBERHE



