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The present invention relates to novel aminosilane-functionalized diene compounds of the following

Formula 1:

Re Rd

Formula 1

( - )Si bll“ R’

X ]

wherein each R’ is independently selected from C1-Cq; alkyl, C4-Cqg aryl, C7-C;g alkylaryl, tri(C1-Cg alkyl,
Ce-Cqp aryl or C7-Cyg alkylaryl)silyl and allyl, wherein two R' groups may be connected to form a ring and
the ring may contain, further to the Si-bonded nitrogen atom, one or more of an oxygen atom, a nitrogen
atom, an >N(C1-Cg alkyl or C7-C;g alkylaryl) group and a sulfur atom; each R” is independently selected
from C1-Cg hydrocarbyl; R,, Ry, R¢, Rq and R are independently selected from hydrogen, methyl and ethyl,
x 1s an integer selected from O, 1 and 2, y is an integer selected from 1, 2 and 3 and x +y = 3.

The diene compounds are useful as modifying monomers in the polymerization of conjugated diene
monomers, optionally together with aromatic vinyl monomers, thus producing polymers, specifically
elastomeric polymers, which can favorably be used in rubber articles such as tires.

The present invention further relates to a process for preparing said diene compounds, a process for
preparing an elastomeric polymer, involving the use of said diene compounds, the thus-obtainable
elastomeric polymer, a non-cured or cured (vulcanized) polymer composition including said elastomeric
polymer, a method of making the vulcanized polymer composition, and an article comprising a component

formed from the vulcanized polymer composition.
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The present invention relates to novel aminosilane-functionalized diene

compounds of the following Formula 1:

Re Rd

Formula 1

wherein

each R’ is independently selected from C;-C,, alkyl, C¢-Cig aryl, C;-Cig
alkylaryl, tri(C-Cg alkyl, C4-Cy; aryl or C;-C,g alkylaryl)silyl and allyl, wherein
two R' groups may be connected to form a ring and the ring may contain, further
to the Si-bonded nitrogen atom, one or more of an oxygen atom, a nitrogen atom,
an >N(C,;-Cg alkyl or C;-C,5 alkylaryl) group and a sulfur atom;

each R” is independently selected from C,-Cg hydrocarbyl;

R, Ry, R, Ry and R, are independently selected from hydrogen, methyl and
ethyl;

X is an integer selected from 0, 1 and 2, y is an integer selected from 1, 2
and 3 andx +y=3.
The diene compounds are useful as modifying monomers in the polymerization
of conjugated diene monomers, optionally together with aromatic vinyl
monomers, thus producing polymers, specifically elastomeric polymers, which
can favorably be used in rubber articles such as tires. |
The present invention further relates to a process for preparing said diene
compounds, a process for preparing an elastomeric polymer, involving the use of
said diene compounds, the thus-obtainable elastomeric polymer, a non-cured or
cured (vulcanized) polymer composition including said elastomeric polymer, a
method of making the vulcanized polymer composition, and an article

comprising a component formed from the vulcanized polymer composition.
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Rubber, Vulcanized or thermoplastic; Determination of dynamic properties-part
1: General guidance) °
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& > AR EmAaRER -
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LIFEBERRENAR LG BEE R LIEEA -
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DESIGIRER AR o E RIS HEE(ERE) Y Fredfa iR HNR®, S FESR UM -
[0029] =X 3 ZMLAEMBET BE T AW ERESE T
) 70 ~

[0030] EF—EEKH+H  BESBECHGENESLEZE
30~ $H ~ BEGEAME VI REE - T—EEERAIT > SRE Rz BN
R MLX, » M B - L BEBiclEH X RNE - BERESBEE
FRRARCHE Z R0 SR (CRER) IR — S bR - B (TIRE)
Y —EAESRAD) ~ 1,1 -EE(THEER) "R R BN ERSR(DE LY ;5
AR SEREER > SR (=R ERDIE0) B (—n R E N E)IE() - B
(e R BB (A - I e — S BER() ~ (TR 2 — bR R B
(ZFEBHHE(0) - BEEE A (CEERR)- Wit — 808800 - bR m &
PR3 a8 £L0.01 2 20 mol% ~ 852 0.1 & 10 mol% HF{E 02 &
5 mol% 2 = -

[0031)] FEFE—EERHIT EZFEPERZ B R & iR
B R EREEY - H R R DUR S ZE 45 (Grignard reagent) « 7 #1E
REWRIE - Pl EZREF R LEZF 8285 ~ 8/EFH(ZnCL) -
MI)ETER - ERARZE_BRZ AV 2 SBEERN  SREBES
R 2 Z(EHFEMEWREA 3 28 T FHE T MITEYEELARE
HETZHEGNKE - (BFE) ZFERER b 2 8 # )61
WO02014/040640 - FF—HEEHIF » AZHAE R ITAEREUTH
B - (DER 2 (L&Y SR AR R ELUE BAS E A » )8 E
e EEAR, 3 ALEYIESREALRIEIE T RIE - ByEM - ZREGEIHIE
ST MzEEHIER S Z3IEE ' BERIOZ2EEAFEER 101 &
1.5 B8 - ZRIET RS E LIERT & T S 8N 2 R 2R T #T -

[0032] FHF—(EERESIT ZEBHENA 2 LA ETLE 095 %3
EE REBIVE2EEHAFERINEISEE -

[0033] FES—(EEREIT - 25T BESRRE - F40558 5 V& kg
(THF) ~ 2B ~ 2-FFEVUGERR « S£="T EHER - —iEhr - ImIERE
Bit K LW E BB L B ZREY) > B ETUERRTR - 3Rk SRR 2 48
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[0034] —f&ME > Q-EEFE-T 3-fE) Wit 2 B F 7
US2013/196019 (EHFER WO 2011/116223) » EEAE 2B |2 HXEEA
R - A2 1 R EEYEL US 2013/196019 857 AT KEl& HIFER
W e AR ME IR A AUE: » (BB E v DIAHFE D7 =k S -

X
A=

[0035] fRIBAFFE=ME MHEEMRRESY I ITEEREUT
FE - RO BTG ER - WASRIHE R T EER M E A
FRTEEZI | SV REENERZ S EG RO G AR
FEULEVBEEEIFE TR U REE SRR ST - ZBERERS
ViEE TR T - BEHEREESREL R AR E s - £ BEE
Heplt - MR SRR T R A - B EEEET -
IR AR RS B L B AT - SRR SIS
it~ HEESRF MR SEET A - ESREL B 1 SR baeE
G - ZFREEAR T A AERRE R ~ BB Ee
RIEMEEE - R b EESIRR a2 — S ET -

[0036] FE—(EEHGIF  BNTREHERZES A | ZHMEEY
2B 001 2 50 wt.% » B{EF 0.02 2 20 wt.% > FE{ER 0.04 2 10 wt.% -
EEFEFEE 005 2 5wt% -

[0037] BRT ATHRPERRASZIN BIREERiTZ —R TR
5 EEERE5 ALY B e b a Y RN ZERI(F RS /s 5 |
SR 2 S HEN: ~ RIRRESHRY 177 R LB B RS K /B R BE RS | /B
SINEEYTZ L2 T 208 L2- BRI 3 4- BRI TIGEIT R
B ZMLEMZ R Big - KESBURIRAEALE US2011/082253 (HER
WO 2009/148932)F » HAFLIEXGIHZTAGFFALRIL -

HE SRR

[0038] FEMNAFHE =Y JEFNE)—BIREGERR
AR 1 S bW EATEZ IS EEY R NRVEES - BANAR
Ao Z BRI RS B RR EIE 1,3- T 288~ 2-(Ci-Cs edk)-1,3- T ikl
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SR TIEQ-BE-1,3-T 250 ~ 2,3-THE-13-T 2% ~ 1,3- 0%~ 240
THE IR 13- 13- 2 B2 AR TR IR TS
2,4-C 0 ke 13- 883 T B 2+(Co-Cy JER)-1,3-T % » PG BEEFEOE
WESE - Bl R ECRIfE DA e 0GR G - ENEIRE T AERE 13-
TR TN - E—EEHGIF - ZEEE M 1,3-T 4% -
FIRLIHE AR

[0039] g REER Y FEZIGEBEREIEEZGESHEILEY IR
HEEE-HIFEEFEFEEE LY REAEWMESREN L2
VEEEE R T IREE Y " E S LRENIELEY) - GENERZE)—
BRI T AEAZFIRES R ZIGEERR AR M - Cra BRI XL
VEGEEN 2-FRER M ~ 3-FRERLNG - -FERZIE ~ 2,4-"“HEFRLE
2,4,6-=HEFR LN~ o-FHER NG 2,4 " BRNER LG R 4-E=TERZ
W)~ TR - ZIEETE TR - 4-ZIFETTE) AR E AR
NN-THRERREZER NG - =T fEKLNE - LIHENEE & = ZdEs
EHEALEYIGEN 12-2 7055 - 13-2 28R 1,4-Z70FE5) - W
TEEEL S IRZGEERASHH - BESIE GEERBE LG
ESHEEY)  BREEBERIME - MM E - BELEESELEY T ER
EEERERERZ EENEES LL40-70 wt.% 15-40 wt.%E2-15 wt.%
THAEER - B T ZBESR(EEE 1,2- 2B ETE 13- OEERR 1,4-
WEER)Z " S ZIEESIEEYT I 1 wt%E 1 wt%lUT ER
RAREEER G Bl MEEEE) THENH - £ —REERKAI+ - 1,2-
TZWGEERBERERLNG T RSN B EAAER - /T
TERCHIAN SBR (LA T ZMEHE) - BR (T /) - IR (R TAEE) -
ISBR (FX IR LM T ZIHiI2) L SIR GRS ZIHIEHE) -

H A B RE

[0040] BT 1 ZiMEaW 2 BB /N TTHN B AR
SRR A R ER RS R GE BRI EEN AR ERURNG
g ~ WIRIRER(BIAIAEER - WRERFES - WElR 2 - WEEERNE RN
BE 1) B R EAFEEER(GI - FENGEEFEE - FERGR O - FERN
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[0041] 7EASBFHAE=RE —EEMGI+ 51 8ELEMAREES
o FIREEGIELL S S EULEY TG ER - %5 BB bEY T BEE
NEE(CE - —EHSIFBLEY) - BES ISR LEMEREREE - A
B (LY - BB LEYLEZEEY)  AREBZEREY K
P& B HTie-iReE &) o PIRMEine B rEsE « o~ 97 - SRS o BIRIER
B LEMEEIEHE  ETEAHE - B=TEH - FFEE - RRE
P A BIROARE  2-T A - 4 RA T AN BT AT FEN R
SE-NEAHE - TR ARNEE - NIEMENESE - — S NAREE -« IR
DESE - MEIRIERE ~ L TRA LM LEY) - ZE=2BREREEY
BERs ~ SRR o IS BEEM LS 2 M2 FRtsE &Y e -
REL_fregad) - E-lNaRmEEEY) - #8- T TUGEIRIBE R biss G K H ik
KSR - EEER > Z5 [SHBAULEYIREBE T # A - AT BT
ey - A A5 [EREREE W02014/040640 gl 7 RS fe%s
B5IEHIRAE WO 2015/010710 thfgity BH&5 185 HREUEGIHZ
FEGEARDL - 538 ~ FrES ZAHES R HERGER M EED
TEMEETHE - ZEEEE RS 100 B Z RS 0.05 £ 5 mmol -
BEE 0.2 2 3 mmol -

[0042] —R&TIE - AieE5 |3 m T R EESL SSBR H{EIE= BR -

ilevi]l

[0043] 7EASZHEE=REREZ S —EHGIT  EILEEREES - W
HEEWELL EE(LRITHEEN - —KNS - #tEIEaEEE -~ #  &K
KAEBEPERTER 57 2 71 ZRTHFERZMITRN—3E% - LR
FHE—BSEEEPERTEAR 57 2 71 ZFEFFREZMLIITE - 1ot
HEEEH La>Pr~Nd - Gd )t Dy » HEfER Nd -

[0044] fe{LHliEE 2L G2 e LB &Y mfE
2/ —f@R T TR LY BV —EE AU LEYES B AIE R ER S
o BHEM - ML ITR(EEVRREE - BFMBY) - S L TR RE
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L&Y BESZ Pkt - FEEA AR - ikt R EAEE - /5L
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[0045] FRASEHEE =58 F’ézﬁ%@1b“J(@?ﬂ%j:7n%ﬂbA%&
e BEDFFREL US 2005/090383 (HFEFS WO 2003/033545) 1 » B LIEC
SIAZITEHBEARST -

[0046] —fRTE - Mo M LA FI R RE 4 E =, BR -

[0047] E—(EEHERIT & B A P T e AR AR
e - EE—Eifd  BEEERERETSIEARELR EAFEETE
RAREGET '

AH

[0048] H&BEEEEREESET TR EEMEE LT
BRRERSYIT  BWFREFREIRECET  HPhERzEameE
B EABRKIENE T - BBt BEVESREETES - EEESS
Bl FREASEE ARG S 88 - B LEErETE e iEsE
b - BB EAEF BIESRIELL_ AR 2 4HE - B AR a s
FISHREHE - e BPEfE(EREMA I RECEERER) Wk Tht -
JFE ~ T ~ Bl ~ TG ~ IRC ke ~ W%~ 0% ~ Obe ~ e ~ - B
LR HER

AR IR

[0049] —ES R RIGER T IR A BE K ES DFEHR
BIARZIRE GYh 2 BV Kin R EmME— S EEYHE - —K
M @ FEUB RIS G (2 ARHEALR B Z WO 2007/047943
WO 2009/148932 ~ US 6,229,036 J US 2013/0131263 o7 By IsE-Fi LY o 5
RIFDBUE R R L HAVIIBAER - BE RPN ARSI 7 E SR s
7l B 18 R Y WO02014/040640 K WO02015/010710 o 7 4% % & # it i
WO02014/040639 T 7 b5 ek b A -

[0050] 7EZ&HARM > SERIHEUE I ] MK (EE R A EHE R T)
BGEERIN - EBEEESELRHESE 80% > B EFEEREH 90%
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TN o BYEM . KRER SRR PRI E B S IE 2 AR E T
IR E M B S s R b H H RS B B R JE
ESyl |
[0051] Rie— iR EYn TERESWEE TEALHZ )T
AP REEEI T EER ) WERRENER 245 - BErisEERAERR
BEAEMHESFEZIMESZEAR LEHEEYMES T BEHEEREEY
R AR I8 H R/ BB SV IREL R B RER - TEETH
FAWVUE L Pl ERE SR E SR b B BB ERA S Hy R IE -
BRI BB T &) 2 A eI ER 77 S FE » BB S B A AT e - ULS.
3,281,383 ; U.S. 3,244,664 K U.S. 3,692,874(F401VU&E R §) ; U.S. 3,978,103 ;
U.S. 4,048206 : 4,474,908 ; K U.S. 6,777,569( i EE & EL w9 f52) 5 U.S.
3,078, 254(ZREIURE » 554 1,3,5-=CRFE)E) ; U.S. 4,616,069(#%51kL
BV AR E S EEYD) ¢ & U.S. 2005/0124740 o FE— LRI - B
EREFIVEEYW - WELHKUREER - —fME @ SRmE
BHAIEARIE S Z 8T - BIFEZ &R > BB R SR EE RN E ST
T BT - FHEFRBAHZ S BN ES T S KBRS LBEE
0.001 % 4.5 ZX4E/100 5 2 HIEEESY) ~ 40 0.01 £y 1.5 224 E8/100
R EEYISEENA -
EH R LEY)
[0052)  #nptTER T8 41 EMREENES YIS BARIERD AL
B TRBENMIZERESYEE S KIE - DIERER &Y 2 580
ZIRE S Z PGSR Z G B 2 & B ) SR B M S RO EER R
a2 Z)GESR VAT - IR WS L, EEES( LR EEY)
ZHE - BANAZRAZ B LR LR E R ST EEYEIR - B
NABHZ BEHE SRR EEY) SO 2 - “ETH - 2=
BZ8 - 2R TE - SRR RO ER AR
Bt ~ W B2 T HE - (Ci-Co i) WU S BRI B (E03E AU Skl - £50d
SR - PRV Gk - T BV Rk - CA U Sk R A
SRR - VU &Rk ~ 2,2-(EEVU Sk B B P e ~ B U S el EH B 4g FR RS
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VO B B 2 PR ~ VUSRI R R 2 ~ TS kI FREE 2 T B ~ o-FR &R
EVUGEE - “HEERK HEEL - =40 » s =2 ~ TE
NNN'N-POEEL Z ) ~ Z(N-IRBEES) Zbe ~ N N- ZE ZFzhe 7 F i ~

NN-ZZE R 8 ~ NNN-—Z B 288 e —FEL N,N-IU & kg
g o BRI LR LS 2 B HIFE WO 2009/148932 HhgH] » A LIE
SIRAEGFAZRS F - R LR EEYEE R L 0.012:1 2 10:1 ~ BREE 0.1:1
Z 8:1 FFERE0.25:1 2L 6:1 (IR L LEYVES SR LEY I EEELIOR
i

IERFULEY)

[0053] FE A ERE IR - PGS [ S e (LR
WINEEER) - BHEESIS I ABREYh 2 IR GEERBESERMES RIS
ﬁ%%z&% M E R F R R B TR AR
3 o IERE 2 B A A FE e R sh B i K iR $ SR SRR - B ke
SRS > SRR NEEST - =T B8 - = B2 - IEREES - TEEH
KEeF RGN - F0 - BERE - £FER - TEASRE - JHER - ook
B ~ KEFEE - MR g R 2-ZECHRZTE » SRR TR
g%~ T VOGEEEARRRRE - T NbEESRRERL R/ U AR im e < P © F
PEIATASE AN n el — 2B ~ ol "R RS - el TS - R T T
M5 & onhilie — HElE 2 #7EE - LRI LS LS 1.0 RIR FEEZ #
52875 0.005 Z 0.5 mol ZAEE NN « ZAMIZVH 0.005 mol » AlEHE N EE
R BIER - 5—J7H » EINEELEY) 2 EHH#E%Y 0.5 mol » RlI#RIRIT
B RIEZ SRR R -

JE 8%

(0054 K12 fMEEYFIUEEEZSIEBELEY 0.1 EE &
£ 04 EEEANFSHEERET S HEE 50 NN EREH - EXREH
FEY AN maER i WJ#D)fﬁ73/\\%5“&*@%%5&@”%2*%5% L&Y+
i BEERSEEZSIBRILEY 0.1 B8 - BiF 04 EEZANHMRG
ZEY) 20 wt.% ~ FHEEE 10 wt.% - ERFEE S wt% Z 80 1 2 EE
Y - BHERE SV RGERE R GER A RIB R EA TR AE
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BEHE DUR EA R B 2 457 SRR IR ~ R R R B -
[0055)] EER(ILFABED IERAEMEZHN ] ZHEEY ZE
EABTEER MR S8 4B B 1E 0.00005 wt.% ~ B3 0.0001 wt.%Z 50 wt.%
ZENHER - EAZHFEEYANRRIGER T - flaRRiniaEE
HinfaIBEZ BB aY Ty - BEEREREEEEREY 0.0001 =
20wt.% ~ FEERE 10 wt.% ~ EEFEEE 5 wt% 2 B 1 2R EEY -
[0056]  AHSHH HLEE IHER RS B oG B B SR 2 A e 5 8
BUtEY Rk ARy - EEAEERE P 1 IR EEW R EELER )
EXEEREEEY & - 1 2R LEY T EREERNERS
wal  FINEZRGRERPB A - EF BRI EERSHETRZ
% BEERNE IR AT - Rt - TEESRTREY R EFFTZELP R T
SIS L a2 B R HA B RS 7 SRR AV R B LY - BT
B UTEeYEET R EANREESYTER RS EETRZEE
4L EETE R RR L) -
1)

SHg s
2a) A ’p A
2b} ry P
2) RARRAPAAAANRAAAA e

3) A '““““'ﬁ"é’”“ A LP X
PR -

5) Y

A: A1 M EEYBEE SRt R E - BRETZ RS iR

P SERTIRERG - I BEHEAEREER T | DHEEYINZES
7]

X: FEHEEMHE SV BRI, T MRS MR

Y: GEAREY D 2 BB 5[5

[0057] DL EZEYEHRT#HUTIIZES
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(D) #RX 1 I LEaRNEa et RER B NERZ TR
WEEREEG K S ISR B e REY) - BERGET - EESETREY =
fik o

(1.1) E—EEHET A= 1 2R RESERIGER 208
IR BB NI s BEHRE T EESEHPER) -

(1.2) FESS—EHAIT - BFE | ZHFERNATA BRI
SR FIANI ©

(22) TERIIEEEZSIHRZAEESR | 2R be? oEREE
B AREBGEPERE S bEREMAE Y  ZEHRBERTE K beyE
{LZ BRI LAE A B RS HE - B T BB E Bl (L& » TET T
W LEMZE R R SR IREAREREHE - 5 A RE—HEH
7T 0 RIFTR4EEHER a0 WEZEEY) -

(2b) TERMITEE Y 5 [SE Y FERERR | MbaY )EEFE
B AEERGERAR N bEHAED  ZERREETE R LEE
(L2 BRI PARE AR iR R4S - ERRRZ EB BRI E EHb 218 NN
RImEd il > FEOEERSK - 5 A BE—FERET  JIFTEEER o8
ZEEY) -

(2)Q) ERMEEBZ 5B ATEBLSR | by oZEFE
87 B ERGHPAR N OEEMAE D RELRERR T E MBS
2 EBEHEN E BE( L2 BINIIDIRE R #RER A - thSh > 2EREEEAIZA 1
I EEME T EE RSP R ER L ReB EEE R ETTL
EREHENEL o EFPREEETE  EERZ BN CEHE
bzt » “MbEYIQ)EERRIRSE B0 AT E ) B A (A L3R
B Z BRI T ANTER G YR ImE £ iR RSB S — B ERE R
Ba e

(4) EFJELEAIZ 1| R EEMZE T EEEGH TR EHEE
B ReBtEERETUERSYENES n HEEEPRRE)ERIT

R CERCZEEBSENEEELIE - IR a2 s AR s E A (A
LSRR EER) BB S RIS E ) Z B AR IIG) T IR G YA I
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LR EERE —EER LB S -

(5) ERMEERZSIFFZAIE 28401 R beW)EREEE
ZHBERGEPER)R bEREMAAS R ERFERTEMEEYMZE
EBENE BRI BRI EE RS - RERZ CBTEEE
bZt& AR E (A L X AT E ) 3UE S BI(M_ BT ER) U E
RE(EEUBS R -

=ae

(00581 FRIZAZEEIUMEE  EERBE S IR ARSEHZ TE
15 - R0 - 20 | DRGSR RENERZ
—EESES R OGERRES (BRI LEYEREREE TS - ABHZ
FEY REET  SRERESE R B o- B 0,0 EZEEY)  HhH 1
It AR E GETREZ — AR ST - 2R SV B E
TISTHE ©

[0059] RrESZ 21 IMLEW RIS ATRIELA T4/ T 10 11 -
IV~ V VI 7S B aHET

Ro Rd Rb" R; RM Re
el e
Re MZ R¢ \Si
Si, ,Si R"] (OR™
(wfoe, (o, RO
v Y Vi

HHF Ra*Rp Re R~ Re* R~ R”x ey Bt | i bEY
HEEHP T ZE—FFER » R B HE(S]] - B~ REREEYT#E - HP
[SIIFARAIVV & VI Z—Z L2 DIEEZ Si R FHWEEBILE -
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GBIV V-~ VI REUTERE VILEF R R xy &) BU EXFTES
RAEKEEDE T OB - PIIERGYEARER RIS ZEYN

S0
&
Rl
y 'O i
Exe

Vil

[0060] TEEEENGIT » AP S SSBR (AERELMG-T
TIEER) 0 BB 15%-85% » ik 30%-75% ~ EEFE 40%-70% 7 8EL
GRS EEECERATE)E 40-70 wt.%E 15-40 wt.%EL 2-15 wt.% 2 K7,
e EGRREEEMME) s PBR (ET ZEEE) - BAE<15% 5 15%-40%
5 40%-85% 2 ZWFEEE  PIR (BRI TIFBHE) ; SSIR CABFE L GFIX
VR B SSIBR (AR ZMGRN MG T /%) © B{E SSBR
PBR ; &£ 2 F{E SSBR » ZEFEHH A 1 2 LEWNICE - 7£ SSBR Z
ERT  EMEREYREBEE-90CE 0C » HE-80CE-5C - EEE
£-70°C £-10°C B IR & (T - 550 DSC 5E) - REimHaER 2 & fE
Tg B-70CZE-40C » HEHEERIGEN < ffE Tg /-40CE-10C -

[0061] FEHEMBEERGT  AHHIEEWE BR (T _t&E
B BA<10%  EESHIEBEIMGESE K>80% » BE>90% ZIEH &
= EBRZEAT  BUERE YR B T EEER AT (T #5H DSC
HE) » HEFaw+h= 1| FrrzbaWiREmE - mIE= BR Z—E
BfE Tg #E < -100C -

JEEM LR EVIEEY)

[0062] AZFHAFEHBEZIEELEGYHEEYE SR ZENE
BEaY N —EFHEER DT 2 M - ORIMERANREEZECYZ
AR PSRN ZE SRR R0 R()EEZE S HERRER
2Ry - FEEE 2 WG R B—E S EEE N ER
H) ~ R BEEREME S EEME AR BASE S EEYZ
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ey - E—(EEHEIF - ZBEVHEEYSIME— SR -

[0063] FE—(EEMHEIF - ZIEEMLGEBEARI LR EYMEEY
HHETECHET RS NEREYZ BREREEES - REREHEERHR
PEEH RS TS ERIEH -

[0064] FES—(EEHHIT  AEHZIEEU LB ESWEEYRERS
REBENEREYI(ERAFHZIEEY)HR R —BENZ 55— RS
BIERS  BUEEBIRE R IEN SR &5 R/B(ERN SR E 2 E
FLREEIRE 7 YY) - HATAHETRG I F. Rothemeyer, F. Sommer, Kautschuk
Technologie: Werkstoffe — Verarbeitung - Produkte, 5 3 ffit, (Hanser Verlag,
2013) REFE [HZ S0 -

(00651 LA EE NN AR EREF ZIEE LA EY T 2R
o TR HE - EEEY -

GEERDH
(00661 FE—EEHHIF FEHZFEEMEESEAIFHZ TN
SR EYEL—E SN - CEBRYIh A E - B2 RRUERI Ko

25 WO 2009/148932 Kz US 2005/0159513 » EABU &G IHZ A=HA
AL - FREUHERESL - BRIEMZGERN - S5 5% - BRERKAE
ZIGEENH - fI0 MES(EERREUSEIEY) - TDAE(KERE Y757 R E
2 ~ BIBERASRTL) - £WEEREEBTLH ~ FHE - MRS
FEER AT & V) (FE AR AS BR) ELR A 500 Z 20000 g/mol 2 F{ESTTE(R
1 BS ISO 11344:2004 £ GPC [7E) - & RV HIEREERIHE - 8
E—HZEEH DAE (BHY7RERY)) - RAE (RERGTEREEZIY)
TDAE ~ MES KRG - DL ER KBS REREZZSBITHRILEY -
A8~ B ROTIEY) B B R EREERIRE - DR ZHRRELR
B T Kautschuk. Gummi Kunststoffe | , 28 52 %, &5 799-805 HH - fF—1b
BBl - MES ~ RAE K TDAE S22 BHEH 2R -

[0067] —ESEHTERSHBR LIS ZBRIIEZEREY -8
WERHRNIZ2RESYIARE BRI HEEEEREER SYUE
BEKEZER  FIMERIINERBCE SRR % - RN ERHL
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% > WMEZFEASY I FEREEIN EERR AR IREENEES
ARSI  EREZES  BVRRZRES - IRFIRGREBERIES -
[0068] & ZBEM4HEY T IEE 0 2 70 phr ~ &£ 0.1 & 60 phr - ¥
f#£ 0.1 & 50 phr 7 BEN—HNSEH - EREESYRAEAZH B EWE
S ERCHE - Bt REB AR 2RISR HE RN -

[0069) fEH—EHuGI+  #hERZ D=k - BERE/ D —E
SR R B — B R S — R ESME SR TS BAY
qj o

SRt

[0070] WERBEE—HNSEN L FTERE L MERH 2 AEHEE
EYHEEYTE— S EE—HSEER - ER A EREEEK I TR
BRNNZEZREY) - BEENZBEfEERBE(EEEEERSE) - IRSKRE
(CNT) (ELFEBERL CONT ~ FZehiiist(HCF) K i — Bl (E ERE A GE S
B~ BERGE) ZIUE ONT) ~ L2 - AEG(EREERCEFEE) - 4%
B ~ BR-— S LR EAHIER - ZiH(B{LR IR - EEREERORR - AT
Fhit) - BREARSS - BREREE - BALEE - “H(LEK - BESE - REE - JREE
RHEENFE R T EIR B A ER) NG - BEEMZ M E Rl
* WO 2009/148932 tf » HABLIEXGIHZ 7= HEARIL -

[0071)  mI{E FEPAE HE IR AR AR TR 2R - —(E
SR - B EARE ASTM D 1510 20 & 250 mg/g, ~ 8 30 & 180
mg/g~ £ 40 £ 180 mg/g HEZEE 40 & 130 mg/g Z B RIRE ASTM
D 2414 80 Z 200 ml/100 g~#fz 100 Z 200 ml/100g~ FE£E 115 Z 200 ml/100g
2 DBP {E (%% DBP {E{EBNAANE " Al — T B Hl ek BB EsRER
FiERUIASTE) °

[0072)]  EIEAPREIERTEERCABBEGFRRagRBIZS
Y2 EREEEEE Y S b - TEHREERSSRLE 86 - H
ELA 35 & 350 m¥g ~ BE 35 F 260 m?/g ~ F{E 100 & 260 m¥g HEEF{(E
130 & 235 m¥/g 7 S FEEEBET FEE  fRIE DIN ISO 9277 K DIN 66132)
HEFA 30 & 400 m¥/g ~ 83 30 F 250 m¥g -~ FiE 100 £ 250 m¥g HEZEH

[
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f£ 125 % 230 m¥g 2 CTAB KRHEH(IR#E ASTM D 3765) - L _A(CLAE
EFIMAR G E BB e EY  ERYZ B AR YENEE - It
46> A RZSE YT 2 B8 - JRRIFEEE VD AR E a2 I -
FEIGEREYEHE  RMTRESEER FRAZ s/t EEREFET
Ultrasil® VN3 (Evonik Industries 7 i)~ 7% & =G E A » ArsE HD —
S B9 (B0 Rhodia 2 Zeosil® 1165 MP) -

yyil |

[0073] —EHERER( " L TEBEAEEGHEK L
RIS R MERE &N LR V& TRk - @EEHER
ZERANI AR e LE] - 5840 2,6- -5 =T E-4-F [l ~ 6,6'-55 FAEEQ-5
=TEAA-HE) - BFEE-3-G,5- - ST B4R NEER - ANmERE
BE[3-(3,5- -5 =T B4R AR NEERE]  + /U -3-(3,5- -8 =T F-4-
RERE)NIEEE - BT =54-3-0,5-2-8 =T &4 KRR NigEs -
1,3,5-=H#-2,4,6-2(3,5- -5 =T E-4-58ETE)E ~ 2.2t LA -(4,6-
TAE=TER) - BR[RRE-3-(3,5- -8 =TT B4R RIS v
2-[1-(2-FREL-3,5- - = IREFER) 2K )-4,6- - = IRAFEN HELEE K 2-
E=TE-6-(3-E =T Be-2-FE-S- AT B)-4-FARAWNMIERE © kER
BRBEZ PLEALH] > B0 4,6- (SR ERR AL - A8 B B b S B AR RR (3- 1+
PEEAANEEER) - BETRER < EMEHIAI#E F. Rothemeyer, F. Sommer,
Kautschuk Technologie, %5 2 fjt, (Hanser Verlag, 2006)Z5 340-344 H K H 5]
M ZSH 3R THE] -

HAREY | ‘

[0074] [RAZIHZEFEY)  WERH - EREIN  REHZEEY
HEYR SV EMEEY) - THEMBEMEREEY) - RS E
RHEEYBREMZ AIERERANERZERBEEY B - STEREMK
SR BRI AN A AL A8 (Brabender JE S 25T ©

B BT B A B

[0075] A&IHZ BFEYHEYTIHRELE—SBE—HSERG

B o FERIBRE o BUE T RIE R AR IR BRI AT A T -
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[0076] &% - AEREE AFLEYEEN "z - BRI 24 K
BRI RERE RFEE - ZERMtEZ e BHERE A=
IEIH(DTDM) ~ i { LU FREERKEEE(TMTD) ~ i/ LU ZEFK BB TETD)
R PUHA L = T B E AR (DPTT) » BRI > B BT A « LA
49 - Bl E G EY) ~ R - FIREENS - DB - TR AR AR
e R b B BR T - SRR —ESEEE N-IRCA 2-F i o hafify
(CBS) » N.N-TIRCAZRIFHEME 2-nohwiahe(DCBS) ~ FF AR 2-iRiGHE
IEIMR(MBS) k2 N-55 =T & 2-ZKFH A i B (TBBS ) Z R F e IR A -
s 0 F] AR 44 Vulkuren® (1,6-88(NN-Z R EHA (URg BRERE —Hi0)-C
J5¢ 5 Lanxess) » Duralink®3zY, Perkalink® (1,3-E:(HEREHR oo fg B EDZE ; Lanxess)
BREEERR WO 2010/049261 7 R R a2 R EWE &
) - BEAMZEPIERE - S=TERBEY - Z-G=TE&-#EHE-=
HRE-RCKY)  Z-(B=T E-BRE-RNE )R - e RKREAESY
CREFERSLY) BT E-RERFEBEMNMY  CHRETGE=TE-
BEA)CH . “HE&- BT & BEEA CRE(E=T E&-IBEE) L
T ES(Rubber Handbook, SGE, The Swedish Institution of Rubber Technolgy
2000) -

(00771  HRUANERZZEL - UE SRk B AR A L vl PR fR
FAbE—HEEH -

(00781 pt4h> AEEAY BEYEESYIEE 2B ERZ LLERTE
RO B A GER o ERBURDDRI LA -

a) EALANHAE - 5540 NSRE N-(1,3-ZRE T 5)-$ i (6PPD) »
NN*- 2B -2 T 2 (DPPD) » NON-ZTHZEE-$R g (DTPD) ~ N-BA
B N -RE-HR T RZ(IPPD) ~ 2,24-=HE 1,2- “ FEMM(TMQ) >

b) FELHE - sEOE(bEE K AR (BIAnEERERE) -

c) #&

d) fas - TLHREEERS -

e) BIHEARIIA - 5840 2,2’ - IR AR AL TSR 1R (DBD) K

f) IR - sEa0sFE KA BLEE R T4y -
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[0079] &G LA(oE S )ieik FIfERR BRI Sk 2 4B 4 -

[0080]  BR{LALEE LIS 100 EEMLUESY 05 5 10 ERE >
E—EEHHT | £ 6 EREYBRIERSWESYT - LI
BB R LRI ST AR WO 2009/148932 FisstH » EPYZS A4
B2 HRBALK -

FALE &L |

[0081] ARSI EALETFLBEAMASYBEEAREY L
&SRR R A Y & W TR T R B A R T R I
BRI B IR A MR AR -

HAT R SR Y 55

[0082] IRESAZH iR VSRR EEEIE S [EEEEE
R B3R 2RI - FT AL 74 B A B BB AL SR G 305
BB © SRIGEETE - (UBE RERIGREEELL R A T 3ERE 5 » SEATIRY) ~
W8 - IRENEE S R - I ARTY S/ SR MR ST/
—REHA R LR SRS YR A S - S5 Bl
Ba ~ BRAGEETA - BRAGMUEE - BIGHSZE  SIRY) - 848 - BHE B - IR
BB - RSB EAE - AT - |

-

[0083)  #1ASTSE S e sh R L 2 (B e
SEEERT L) B A R » BRI (Me) « ZEK(EY « ERAPr) - IE
TH@B - FRE - FOES TR  SOREE  BSTES I8
RIEES » SEAERTE -

[0084] #IASCES Y HEOMERE  BEEREMER LAY - HE
B — (AR AR AT Co SRR -

[0085] #NA S EE T AN E s — NS EH HE AN —HS(E
B A BIAIEE IR R SRR B A
ERER - SR A e R LB AT G -

[0086) A SIS B I SEAT RN R S B G R B ARG A%
Eﬁ o
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¢l |
= 1 ZEEWRERC MLz 2
[0087] HEELRYI5E S1-S7 {4 FRE#E WO 2014/040640 {EFH(EBRE)—H
AW B EFE)HE SR e ok EE -
- FARERERE S S1-S7 Z @A
[0088] [EEEMTEARCEK » RN 1.02 EEHEERE 1.1
BE=Z - FEIFUERE THIARTPEENI 1 EE2ERE) _HEEW
PEE(EFRE)FE S - BREYBIER  BIRDUEERET R > 58
HAERCHERBRAIR - TEREE N EERFTE R LA E B R e
B e -
[0089) S1- S2 & S4 > SMHT4HETE WO 2014/040640 ch3 %] « S3 -
S5~ 86 & 87T BEEU Ttttz #ii e
4-[(RHE] — A ERY ) IR S3

P d” "
ci sgihﬂ/ﬁo {EELZR | CHsCINOSI
/ SPB 19375

[0090] 'H NMR (400 MHz, 20°C, C¢De): 6 = - 0.03 [s, 6H, Si(CH,),],
2.41 (s, 2H, CH,Cl), 2.57 [t, J = 4.8 Hz, 4H, N(CH,),], 3.36 [t, J = 4.8 Hz, 4H,
O(CHa),] ppm °
[0091] "C NMR (100 MHz, 20°C, C¢Dg): 6 = -4.5 [Si(CH;),], 30.2
(CH,C1), 45.6 [N(CH,),], 68.5 [N(CH,),] ppm °
1-[(& A AR Fik)-4- A IKER S5

Ve = . N
c” sy T FEEEZR T CaHgCIN,S
A N~ Py PB 1 206,79

[0092] 'H NMR (400 MHz, 20°C, C¢Ds): 8 = 0.05 [s, 6H, Si(CHs),],
2.05, (s, 3H, NCH;), 2.13 [t, J = 4.9 Hz, 4H, N(CH,),], 2.48 (s, 2H, CH,CI),
2.77 [t, J=4.8 Hz, 4H, N(CH;),] ppm °
[0093] ™C NMR (100 MHz, 20°C, C¢D): & = -4.2 [Si(CH),], 27.2
(CH,CI), 45.6 [N(CH;)], 46.9 [N(CH,),], 57.1 [N(CH,),] ppm °
1-[((RFRE] — RER Hik)-4-ZEIKER S6
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v L Ex . .
a8y R, | CoHanOINSI
I NS B7E 220,82

[0094] 'H NMR (400 MHz, 20°C, C¢Ds): 5 = 0.06 [s, 6H, Si(CH;),],
0.99 (t, J=17.1 Hz, 3, CH,CH;),2.05, (br, 4H, N(CH,),), 2.22 [t, J= 7.1 Hz, 2H,
CH,CH3], 2.49 (s, 2H, CH,CI), 2.79 [t, J= 4.8 Hz, 4H, N(CH,),] ppm °

[0095] *C NMR (100 MHz, 20°C, C¢Dg): 8 = -4.2 [Si(CH;),], 12.3
(CH,CH3), 27.2 (CH,CI), 45.7 [N(CH,),], 53.1 [N(CH,CH3)], 55.1 [N(CH,),]
ppm °

1-[(& P A~ E i) -4-"FEIKER S7
Ci ASE{N/N‘\ Q {EEEZ | C1qHaaCINS
| LN ' B 1 282,89

[0096] 'H NMR (400 MHz, 20°C, C¢Dq): & = 0.03 [s, 6H, Si(CH;),],
2.12, (br, 4H, N(CH,),), 2.47 (s, 2H, CH,CI), 2.75 [t, J = 4.7 Hz, 4H, N(CH,),],
3.30 (s, 2H, CH,Ar), 7.09 — 7.35 (m, 5H, Ar) ppm ©

[0097] ™C NMR (100 MHz, 20°C, C¢Dg): & = -4.3 [Si(CHs),], 30.4
(CH,C1), 45.7 [N(CHa),], 55.4 [N(CH,),], 64.0 [CH,Ar], 127.4 (Ar), 128.5 (Ar),
129.3 (Ar), 129.2 (Ar) ppm -

[0098)  FELLErEr(l3 thfEE > —J% MTMS {4H5HE WO 2011/116223
B&E T 5% R (EFE) = AR bR iam s -

[0099] DI TFREER S AL B GEERE Sakurai % A
Tetrahedron 1983, 39, 883-894 7 &R (E K27 &g -

N,N-"Z.F-1,1- " FE-1-Q-iE A E T -3-5%-1-5) W bRz (V1)

[0100] sBBE1 : EIEIEMRET - BHTERTE> Mg P58 (104 mmol)
FAEAbEZ IR Z K ZnCl, #2 44 mL THF —jEgE A BREH - BEHE
A 15 53 - BRI RERE R 55°C B 1-(@HE)-NN-—25-1,1-—HE
W kehe S1 (69 mmol)Z RN ERIEREY) - BEE SSC M RRRIERS
V) 3 /NI o FERRESRI 2 1% - R ERSYIEEERBGRET AR BRES
BR2 R o
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[0101] ZPEE 2: 7ETEMERBRGRET - @I & T %Mo
mmol)Z& Y 50 mL THF th HAEZR TR0 13- 8 (R AB) P fESRAD
(5 mol%) - FEIR Z A IIFES B | P8R IARBAZR TN IERRE -
ERER > BRI REGYISENRRCKH T R - EEZ PHEIBERE
BRAARZAE o RAHEEY M1 BHEZARI(70C » 1.5 ZE)IREREE AR
HEFEER(S4 g0 60%) °

- E.L R, ¢ CyHzaNS
g SR 197,40

e 70C (1.5 ZE)

[0102] GC-MS (EI 70 eV): m/z (%) = 197 (M", 5), 182 (M" - CH;,
20), 155 (7), 130 (M" - C¢H 6NSi, 100), 97 (5), 73 (20), 59 (80) «

[0103] 'H NMR (400 MHz, 20°C, C¢Dg): & = 0.11 [s, 6H, Si(CHa),],
0.93 (t, J = 7.4 Hz, 6H, CH,CH;), 1.76 (s, 2H, CH,), 2.72 (q, J = 7.4 Hz, 4H,
CH,CHs), 4.92 (m, 3H, 1-H, 4-H,), 5.16 (m, 1H, 4-Hy), 6.36 — 6.42 (m, 1H, 3-H)
ppm °

[0104] 'C NMR (100 MHz, 20°C, C¢Dg): 8 = -1.4 [Si(CHs),], 16.3
(CH,CH,), 40.6 (CH,CHs), 113.5 (1-C), 114.7 (4-C), 140.6 (3-C), 144.7 (2-C)
ppm °

N,N-—"T %e-1,1-— B EE-1-(2-ER FHEL T -3-38-1- B R fe iz (M2)

(0105 PBE1: fEfEMGRET » KEEEE 2 Mg P15 (104 mmol)
FAE{bEZ IR ZGE K ZnCl, B4 44 mL THF —iEag A B B EH ]
S 15 438 o &f{ﬁﬁ%/ EEZR S5SCHE 1(EFE)-NN-ZT E-1L,1-Z“HE
W kel 82 (69 mmol)LF%%m@iﬂ*@/wé\% HEE SSCTMBRNERS
) 4 /NBF - IERZIFE 2 1% 0 BRERE YR BE R R T EIE B RES
BB 2 P2 -

[0106] 5B 2: FEMEMRBEET > BFEE@EcE8T /%46
mmol) AR 50 mL THF tf B 28 TR0 1,3- 88 2B Akt S50
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(5 mol%) - EE& BN IES B 1 thElE s HAE =R MEFFRIERE -
BERAR - AR EGYAENEC KT HELHE - FEZ THEIBERR
BRI Z A - HFREREY) M2 FEHRZEEE(B0C - 0.06 =) I BEE B IRAS
TEEZR(6.9 g 52%) °

4 3

<=y %
I
/‘Sl‘NM ’fté@f—t . C«]ﬁH;ﬁgNSi

\ 2F8 . 253,51

3hEE 1 80°C (0.06 ZM)

[0107] GC-MS (EL 70 eV): m/z (%) = 254 (M + H, 1), 238 M -
CHs, 2), 210 (7), 130 (M" - C3Hz, 50), 186 (M - C;oH4NS1), 100, 125(5), 97 (5),
59 (20) -

[0108] 'H NMR (400 MHz, 20°C, C¢Dq): & = 0.16 [s, 6H, Si(CHs),],
0.89 (t, J=7.3 Hz, 6H, CH,CH;), 1.11-1.26 (m, 4H, CH,CH,CHj3), 1.36-1.44 (m,
4H, CH,CH,CH,), 1.82 (s, 2H, CH,), 2.70 (t, 4H, J = 7.3 Hz, CH,CH,CHj3),
4.90 — 5.03 (m, 3H, 1-H, 4-H,), 5.16 — 5.22 (m, 1H, 4-H,), 6.41 (dd, J = 17.3,
7.2 Hz, 1H, 3-H) ppm ©

[0109] ™C NMR (100 MHz, 20°C, C¢Dg): & = -1.4 [Si(CHs),], 14.4
(CH,CH,CH,CH3), 20.9 (CH,CH,CH,CHj), 32.9 (CH,CH,CH,CHj), 47.1
(CH,CH,CH,CH3), 113.6 (1-C), 114.8 (4-C), 140 (3-C), 144.7 (2-C) ppm <

4-[ZFHEQ-GEHE T -3-1%5-1-E)h bk S (M 3)

[0110] BE1 : FEEHEMRET - BRTEETEZ Mg 1]/ (104 mmol)
R bR IR 2Nt K ZnCl, B 44 mL THF —iEgE A BR T B EEE ]
o 15 438 - BES A RERE R 55°C B 4-(EFE)-Z AW e k) E I 83
(69 mmo) ZHRINERIEREY) - HEFE SSCTMEENERSY) 4 /IR
ez 1% BRIERGYEFEERBRE T EREBRESER 2 $2F
K e

[0111] BB 2: FEEHREBHRET > Bz & T ¢
mmol)JEfFEF 50 mL THF tf BAEZE TR L3-8 AR N heRID
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(5 mol%) - FEI BN IIAED B | T SR EAEZ R MR RIERE -
MERAR| - BRSO i BRI E - EEZ PHERBERE
BRIER AR - RHEEY) M3 FEHZE85(70°C - 0.06 2E) D RERER KA
TEER(G.8 g 53%) -

4 'ﬁ’? 2 :
| fEEZ | CyyHxNOS
_Si, SFE 211,38

Nl
L_o
FhEL 1 70°C (0.06 ZE)

[0112] GC-MS (EL 70 eV): m/z (%) = 211 (M', 55), 144 (M" -
SiMe,NCH;0,100), 100 (15), 75 (15), 59 (50)

[0113] 'H NMR (400 MHz, 20°C, C¢Ds): & = -0.01 [s, 6H, Si(CHs),],
1.64 (s, 2H, CHy), 2.62 [t, J = 2.62 Hz, 4H, N(CH,),), 3.43 [t, J = 2.62 Hz, 4H,
O(CH,),], 4.83 — 4.99 (m, 3H, 1-H, 4-H,), 5.08 — 5.13 (m, 1H, (m, 3H, 1-H),
6.37 (dd, J=17.2, 6.4 Hz, 1H, 3-H) ppm -

- [0114] ®C NMR (100 MHz, 20°C, CeDe): & = -2.5 [Si(CHa),], 20.9
(CH,C1), 45.8 [N(CH,),], 68.8 [O(CH,),], 113.7 (1-C), 114.9 (4-C), 140.3 (3-C),
144.3 (2-C) ppm °

N,N,N’,N’-P0 Z Es-1- B EL-1-Q2$% T -39%-1-E) W e — Bie(M4)

[0115] PBE1: FEFMEMRET » T2 Mg V)5 (104 mmol)
KB ZR IR ZnCl, B 44 mL THF —Ea8 A B HEHE
gt 15 4788 - BRI RS E R 55C B (& FE)-NNN N -HZE-1-H
B e —HF S4 (69 mmol):FEININER EREY) - #E1E S5 C TR E
JEEY 4 /NREREREER NER - EZSHZE  BRERESYIEEE
REGETRELRESE 2 2K -

[0116] PBE 2: TEiEMEREERET @ R E & T %36
mmol)Z&f# S 50 mL THF 2 B £ 208 TN 1,3- 8RR Rt S bER(D
(5 mol%) - FERZFFANIELSER 1 FREE AR HAEZER MEHNEYIE
&’ - BERAE - BRESYARNECKRT HELE - FEZETHIE
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BRFIEREMR Z R - IAFEEEY) M4 FEEHZEEH(75°C » 0.06 ZE)TREREFRR
B2, PEFERGSg 4T%)

4/5 S 1
,Sli T | CyaHagNgSi

BhBE 1 75°C (0.06 ZE2)

[0117] GC-MS (E], 70 eV): m/z (%) = 255 (M* + H, 1) 239 (M -
CHs, 3), 187 (85), 116.1 (100), 72.1 (NEt,", 5) -

[0118] 'H NMR (400 MHz, 20°C, C¢Dy): & = 0.14 [s, 3H, Si(CH3)],
0.97 (t, J= 6.1 Hz, 12H, CH,CH3), 1.86 (s, 2H, CH,), 2.80 (q, J = 6.1 Hz, 8H,
CH,CH3), 4.95 — 5.03 (m, 3H, 1-H, 4-H,), 5.19 — 5.27 (m, 1H, 4-H,), 6.43 (dd, J

'=17.6,7.7 Hz, 1H, 3-H) ppm °

[0119) ™C NMR (100 MHz, 20°C, C¢Dq): & = -2.7 [Si(CH3)], 15.6
(CH,CH;), 39.5 (CH,CH;), 113.4 (1-C), 115.3 (4-C), 141.0 (3-C), 144.5 (2-C)
ppm °

4-[ZHEQ-TEHE T -3-15-1-F) W k] -4- A EIRER(MS)

[0120] PBE1: FEMEMEMRGT  REFTETE Mg UI/E (104 mmol)
FAE{bE L ZIRZNE K ZnCl, B 44 mL THF —#Eeg ABREEEH B EEE
i 15 4788 - BERREREREE 55CH i 1-(BRE)- —BFEWRE)-4-FE
IKIE S5 (69 mmol) X ANINEREREY) - BEEE SSCTMRHKIEREY
15 /NEF - TERZBFREIZ 18 - BRI IE RS RE T iEiE B e R
2 7 o

[0121] 3PE¥ 2: FEEMRBRET  BHiEEEs 8T Z%3s,
mmol)Af# A 50 mL THF H HAEZ0R TN 1,3-88 (A &/ heidD)
(5 mol%) - FEZIRFEANIIESER 1 hRUEZIBR HEZR NMEFRIEYI
&’ - BERER > BRSEeARRRERCKk T LRHE - FEZFHERE
SRIFIERIR BT - RHHEEY) MS F5HZEE8(52°C » 0.001 ZE) T EERERE
RS, PEREFEGA%)
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o

F
= 1

s Hps - . o
Siy TBEEIZ T CygHaN,Si
| N\:j!\l-m »5;%% 1 224,42

SBEE 1 52°C (0.001 =E)

[0122] GC-MS (EI, 70 eV): m/z (%) = 224.2 (M", 10), 157.1 (M" -
C7H;,N,S8i,100), 114.1 (15), 70.0 (30) -

[0123] 'H NMR (400 MHz, 20°C, C¢Ds): & = 0.06 [s, 6H, Si(CH;),],
1.71 (s, 2H, CHy), 2.13, (br, 7H, N(CH,),, NCH;), 2.84 [t, J = 4.8 Hz, 4H,
N(CH,),], 4.86 — 5.00 (m, 3H, 1-H, 4-H,), 5.12 — 5.16 (m, 1H, 4-Hy), 6.38 (dd, J
=17.2,10.7 Hz, 1H, 3-H) ppm ©

[0124] C NMR (100 MHz, 20°C, C¢Dg): & = -2.1 [Si(CHa),], 21.4
(CH,CI), 45.7 [N(CH,),], 47.0 [N(CH3)], 57.2 [N(CHy),] 113.7 (1-C), 114.9
(4-C), 140.5 (3-C), 144.4 (2-C) ppm -

4-[ZFHEQ-EEFE T -3-1%-1-5) By ekk] -4- Z AL Mk 8= (M6)

[0125] 5BE1: EEMEGET  BHEREZ Mg U)JE (104 mmol)
FAE{bEZ IR ZNE M ZnCl, 82 44 mL THF —#E8E A Bl + B EH
g 15 978 - BEIEEPRERER 55C Hi 1-[(EHRE] “HEWE)-4-25
IKIEE S6 (69 mmo)ZFHRNNERIEREY) - BEETE S5SC T EHNERSY)
15 /NEF - FERRBSRE 2 1% » IR FEREYEEERESRG T EIE B R{EP B
2 P o

[0126] PBE 2: TEEMRBEET »H BEEFEABIET %46
mmol Y 50 mL THF H B E 508 /A0 13- (R BB N S bR
(5 mol%) - FEZIFFNINIESER | 8l AR B =R MR EYIIR
®] - BERAH » R GRaRYaRBNIRC KT LR E - FEZTHEXE
BRTEIER AR 2 75 - IRPHEREY) M6 FEEZEER(69°C » 0.01 2T RER BB R
B8, PEERMA3I%) -

ﬁ\?{ 1

% ; :

Siep” {EEZEZ © CraHaaN,Si
| M\\/R\/‘ HFE 123845
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SEEL 1 69°C (0.01 ZE)

[0127] GC-MS (EL 70 eV): m/z (%) = 238.2 (M", 10), 171.1 (M" -
CsH;oN,Si,100), 142.1 (10) 114.1 (12), 84.1 (25). 59.1 (10) -

[0128] 'H NMR (400 MHz, 20°C, C¢De): & = 0.08 [s, 6H, Si(CH;),],
1.01 (t, J = 7.3 Hz, 2H, CH,CH3), 1.73 (s, 2H, CH,), 2.18 (br, 4H, N(CH,),),
2.25 (q, J = 7.3 Hz, 2H, CH,CH),2.86 [t, J = 4.8 Hz, 4H, N(CH,),], 4.88 — 5.01
(m, 3H, 1-H, 4-H,), 5.13 — 5.17 (m, 1H, 4-H,), 6.39 (dd, J = 17.3, 10.8 Hz, 1H,
3-H) ppm °

[0129] '*C NMR (100 MHz, 20°C, C¢Dg): & = -2.2 [Si(CHs),], 12.3
(CH,CH;), 21.4 (CH,CI), 45.8 [N(CH,),], 53.3 [NCH,CH;)], 55.2 [N(CH,),]
113.7 (1-C), 114.9 (4-C), 140.5 (3-C), 144.4 (2-C) ppm ° |

RE

BRAREERF  EBlA-D

[0130] JRCHEER 1 P4EHEZE) T MER 1 héatz 21 97.8
Y)RIEZIH(ER | F45HZ8) - TMEDA (R 1 F45HZ E) M ERE(E TG M
(EMERRIESR | PEHEARER Y S L KEST HINREHRES
Wi 40C - [ERRZFFEEB AL | A AEME MEE I EREY < BmEs
BREEEE) EH 2% UHIBANERNEEY HES FEZITE
NIRRT Z 5B BILGEHRES - BAT BRI CEPFERERGZE
YRR o BHTHE - DABEAG [ RIFRA R RIIEEUS A S IEES Z BEAR (R
WEINZE 60C R EURET4E 80 0 - BEREA T “MER 1 &0
22 0.5%) £ 5 08EZ1% 0 INIMEER Si (RPGHZE) HIRHKEY
20 77 - BB T ZMEGE 1 PEHZE Y 1.7%) 2 55— A BEREH 5
588 Z BN AR R IUE ] 2f (R 1 RAEHT B) - 7 20 r@#E 2 RIEGEAF
BB 4% IR RIE - A Irganox 1520D RREREWIARK - FEEAREWES
) BRI H I EERRIERY) < 0.6% 228 - iR BREHNEFE 1
HREEH] -

ELEE A 1

[0131] #8387 (2331.0 g) ~ T J%(321.0 g) ~ EZLIH®T1 2K
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TMEDA (0.48 )8 AfEZER 2 5 L RIES HingMErER &Y 40°C. [BR
ZHEBALETEHEUFHEREEIREREY CEEERREECH
E) - EHEZ 1% URIBANENE Y2 BES FEZETENNIERC
1 Z IET A $5(2.66 mmol)MFELAEE - BEAG [ SE i AER G
FEIEEEE o OHTHN - DIBRAS [ BIBAGFE BB A R FEas Z BE SR (0
REHETIZE 60°C 2 BT & B R 80 2348 - BEA T IR(2.82) - 1£ 5 573
Zi&  INIEEE S1(0.98 g » © = 0,1467 mol/kg) HEH S Y] 20 734 - fE
BIRIIT ZM(6.8 95— A BLEERE 5 2 BN IIHEREICER 2f
(1.08 g > c = 1.5804 mol/kg) » 1£ 20 -8 7 RAEBEAFFER(0.6 g)[F 0 T4 IER
JE - A3 Irganox 1520D (1.06 @)@ E T EVIAR > FEHIREEEWNE Y Hezkk
BIEERGRERY) <0.6% 288 - ZiFmI TEERERR | 45T -
EEEE B 2

[0132) H¥EBC5E(2331.0 )~ T /% (316.7 g) ~ K 2I%(86.0 g) ~ BRI,
—}#%(1.13 mmol) &z TMEDA (0.47 )88 AfEZ25R 2 5 L [KfEss B IIFRHE
B 40°C. BERZEBAL ] EEMUFEREREERRIEREYZBEE
BEREOCHE)  EHZ% UG ANERNEEeYZ BESTEZiT
SRR EBCET 2 IF TESE(2.75 mmo) FEIEE S - 88 A5 |23  ie4an%
EIFIEE & ZABIaRERE - GFTHE - DIBEAS [SHIBRIGHE i hnEak 4 HI R E
72 7 BER RGN ZE 60°C 2 iR RIS R 4E 80 708 - BB AT —f%(2.0
g) o £ 5 782 1%  INIIEEHE] Si(0.96 g » ¢ = 0,1467 mol/kg) H B+ FEY)
20 5358 - BBIRRIIT ZH(6.8 g) S5—EE A BEIBRE 5 /i 2 1RININHER
UmC B 2f (1.15 g » ¢ = 1.5804 mol/kg) - 1F 20 /L (RFER A FHEE(1.0 g)
TR T 451 FE - H Trganox 1520D (1.06 g)R@E R EVIER > #EHIRIREIUX
B2 A B B E B TRARIERY) <0.6% 2 28 - SR REERER
=1 -

LB 5 3

[0133] HEEC5E(2348.6 g) ~ T I%H(B17.5 g) ~ KL% (B6.2 g)
TMEDA (0.47 g) R EBEAL )% MTMS (2.33 g)fE AfEZ2 R 5 L B3 H il
BUBHERAYE 40C. BERZFRGA LT AEMUERENEEIINERS
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Y2 BB R E () - B2 - MRIEABERESYWZ BES T
BZRTENRERCKTZIE T £##(2.68 mmol) ARG - BRATISEH]
ZREIERS I (E IR & ZRE4aIR ] « FFITHE - DLBEAS [SERIBAAHE HinEhal
RHANNFERS Z BEAR(ER I INE 60°C 2 i B AR SR 4E 80 i -8B AT
(19 g) o 1 5 LR 0 INIIESHE Si(0.91 g > ¢ =0,1467 mol/kg) HE
FEEET) 20 538 - BERININT (5.5 @) A HAERH 5 T2 1%
A IEARGSCE R 2 (0.99 g » ¢ = 1.5804 mol/kg) « 7 20 S 2 (R FE AR A H
F2(1 g)fF it T 4& L& - F Trganox 1520D (1.07 g)f@ R SVIAR @ #EHA
B EY) EF2R ESIEERERERY) <0.6% 238 - AiFmI BB R
BHEEER 1 Paat -
®1: 86 GtWEZE

A B C D et 3 v ' S . 13
'HH1  EHI2 EB3
Eo ki) 2328 2327 2325 2328 2331 2331 2348
T =/l 324.6 317.8 3179 316.8 321.0 316.7 3175
K] 88.00 86.1 68.0 86.00 87.1 86.00 86.2
TMEDA 4.535 4.037  4.042 4.087 4.117 4.037 4.039
[mmol]
NB [mmol] 2.5766  2.6480 2.8118 2.6549  2.6643 2.7454 2.6800
HUEH[2] M13.70 M2 M3 M4 423 - 11.13 MTMS
4.21 3.51 2.33
Si[mmol] 0.1590  0.1325 0.1319 0.1313  0.1441 0.1413 0.1339
Cpd 2f [mmol] 1.9402  1.8404 1.8213 1.6057 1.7693 13180 1.5635
Mp [kg/mol] 270 264 274 290 269 317 288
BEZE[%] 14 16 17 21 18 22 32

ZIEHSE[%] 63.0 594 622  60.8 62.6 609 612
REZIBEB[%] 213 209 197 206 204 247 234
Tg °[C] -23 25 24 23 23 21 21
M, [MU] 47 49 42 109 44 68 61

NB = nBuLi* M = Efs(b=% > I = K 20% » MIMS = =HE(2-
SREE T -3-0%-1-BE)R e » Si = SiCly > 2f = 3-H45-3,8,8,9,9-T1 R &-2-F %
TR RE-3,8- Ry RS

£/ Nd-E LR 2 BRAEEERr

[0134] M4 ZIgBAERHEERIEREZEY 20 ml SRS/ VR
17 - FEIEME R T s/ NEEEA 0.5 g TEC R 02 g2 M4 - FEER T
FEHRIN 6 g ZIRIBESR 2 Bl LB RZRS [5G - 7855 24 /NIFFEH
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Ni0 10 ml 4% Jonol/ ZRARAK IR S - RHEREERSY E > £ 80T
TRz 4 /N HAEH GPC #1707 -
R 2 Nd-E{ER R Rl

AR5y R =4
ECkile] 20
4.7384 % DiBAH/IF Ak e] 0.4
9.75% BD/IECUbe AR [ g] 1.6227
£ 20°C T REl/NEF] 2
0.5934 % NdV/IE kgl 0,073
£ 20°C N EAR 47 8E] 70
3. B
1.067% EASC/IE SR 0.025
£ 20°C A4 #] 70

[0135] sz LAIEEUER—(EE B - INF (8 A EA T 2 Nd-fE1L
HIENS |

BAH S ERES ZHiY

R3:RSHECT

FlESER - [phr]
SSBR-ZE &%) A-D 80
SER, 1,4-2 T Z % Buna™J[E=; 132-Schkopau, Trinseo Deutschland GmbH) 20
Sl —&AERY (Z&ABRY 7000 GR > Evonik Industries) 80
W¥E(S1 75 » (= Z 8B RN E) 8t » Evonik Industries) 6.9
hERERZ (Cognis GmbH) 10
i B & (Dusantox 6 PPD [N-(1,3-—HE T E)-N-FKE-1,4-K _f#] > Duslo 2
a.s.)

& {E$¥(Grillo-Zinkoxid GmbH) 25
B &[5 (Antilux 654, Rhein Chemie Rheinau GmbH) 1.5
#R{EEI(TDAE oil, VivaTec500, Hansen & Rosenthal KG) 20
FLEEIER - F130 CTES S
EIESTEE -

Hi(Solvay AG) 51
HNZRHE(TBBS » N-55 =T £-2-KFF M EC Ao i % - Rhein Chemie Rheinau 1.9
GmbH)

DPG (ZZE[MN » Vulkacit D, Lanxess AG) 1.9
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R4 {LEWER
A

B C 53 Ehigr L
Bl 1 Hh2 HH3

ML1+4 100°C 47 49 . 42 44 68 61
REH
CML1+4 116 119 102 69 80 71
CML-ML 69 60 60 25 12 10
hr {8 5& FE 16 15 15 18 18 18
/MPa
Tan 8 -10°C 0.787 0.719 0.714 0.665 0.740 0.713
Tan 8 0°C 0.467 0.407 0.360 0.403 0.475 0.490
Tan § 60°C 0.081 0.066 0.057 0.092 0.110 0.141

[0136] £ 60C T Tan & KFE 0'C N tan & 437 Rmfié 2 HETH
T RORST M 2 TR F - 72 60°C T 2 tan & AVEHE(E B BN ME L imla’s
B > BIE 0CTZ tan & BV {EEEN R 2GBTS - R 4
dh > BRI R ARSI ERAE 60°'C N tan § {HAVEEZETEE » MHEIALEEE B
3 HAE 60% X R (RTINS RA I BRAHRAEHZ I 1 Bis» EFERE
Vb EaH B CREEW i EE - EE - BB ELEE fIRRRIU 4 FEEE
tan & O°C ] fRIFERPUKBEEIA R - HIL - ERAAEHZBEREH 1
BEENE SYEBEL S B2 RIGREE T AR R dnfa =gt T -

AETTE

[0137] f{#F HEWLETT PACKARD HP 1100 ¢ SEC/RI ¥#{T43F
B0 - AR THF FEE LIRR - BARUREIERE 1.0 ml/538# - R
FTEST 100 pL Z BEWIER « £ 40CTET O - ENERZFRENE
HESTFERERTIERERZGLGH - TIERUEEZKE SECRI K
SEC/MALLS 245 F &2 M2 SRt E F - EE E B 5 F2(SSBR 43
F&8) - ZRTFZEREEYERCEZER T ZMEE)E - BF 1.52 7
FRER 21%K 30% K252 SSBR « KT 1.84 ATHIRER 00K ZMGH
SBR - [RF 1.56 BN EA 16% K 22 SSBR-H+ 1.41 FIHREA 45%
M2 SSBR o

[0138] NMR-E:E7F BRUKER Avance 400 F4F 5 mm BBO &t th
1T o AR~ SR ROREEEEL RS -

[0139] EFZEEESFEN > FTIR-ERZANIEZGESER
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RTIHER -
(01401 e DSC Q2000 {ELL T HefE TRIESHRBIS L

HE ca. 10-12mg

BRih A A . AlwS

R E : (-140...80)°C

AR =R . 20 K/AM43 Rl 5 K/4r el
RHITER . BHERAH

F R A . 20 ml Ar/4) 5%

A HE : A

[0141] JZREEHED—K - ZEHEEEWEINEEFE -
IIEGEER P EREESIRE -

[0142] fR$#E ASTM D 5289-95 » {35 Ffm#E BT /i 2 (MDR 2000
E)SRETT AR LS S~ R DIREBEN TR - (AR 7 160°C R
b 195 - REEFOBEEAE » EEEALE 160 CTHi{L TOS+S 7y - (ERIE
Gabo Qualimeter Testanlagen GmbH ({E[ )& & ~ ERE L5 & Eplexor
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