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(tert.—%ﬂr%—ﬂ%’\]—o}o]*ﬁiﬁ—)“ﬂxﬂ, o] SR 2-HlXUH Aol = to]fEH KA = tert.-HY-FE-
&Aool tgoldE-tho)(tert.-FE-HEA) AL, tolwE-tho|(tert.-FE-HEKAD A H FE-To]
(tert.~FE-HEA) T & ]E(Rubber Handbook, SGF, The Swedish Institution of Rubber Technolgy 2000)Z

£ged.

A ofrlol=-9, Follu-#3 L B9u-739 /H FAE dastid s 34 AeE + 9

O

»

FAES AR AR HlER T A7 2 U REAE SRS
=

Jo}R1(6PPD), N,N'-t}o] = d-p-sd dlit}olo}

a) =3} AsAl, odAd N-sd N'-(1,3-to|ved{e)-—p- delcfoe
23 N'-#d-p-#lddcto]olql(IPPD), 2,2,4-E

W(DPPD), N,N'-the]=d-p-#ddlcto]opwl(DIPD), N-ofe]i
grolule 1,2-tpojslo] =R 7]=|(TMQ),

b) &34, did Atstord Bl AR E Eol, ZHoFEAD),

c) o} A

d) A, 53] J2A FA,

e) He(mastication) H7HA|, o7t 2,2'-thojwl=oc}n] t}o] 3 dr}o]duto] = (DBD) %

0 7M1, A okl i B A olad 2 ase] fEAle] T, Asele(ollu)e A
34 A29e) Jrozs AgEth

I3 AR F A 1005F T 0.5 WH 105, Ee A5 AAFHAM, 1 WA 65352
For THA A=l A rAv. 74 A R S @Al e drhEs olse] ol de 2 HAAMel
Aol FuR LFHE WO 2009/14893200 4 Al Tt

718 FEA 2HES X8 EF

2 Uy 713 F3A RS W 7E A, U 98y d54 2 St AE 19S YER Y] wEd,
352, dE Eol, Bolo EE, & Eof: oo FAW, Alo]l= HU(side wall) B Efolo] Jh7kx(tire
carcass)E XEFshe Efolojo] FEEwk ofEl T2 A A A, dAdd BE, 54, FE 2 AL AES A
Zgk lojA] Abgske Ol s Ajtsith. wEbA, B e A10 e EFS 2 wHe UHE A &=
AEZEY FAE Hok sy RS XY, B2, dE 59, golof, Elolo] HAH, Eo]o] Aloj=
4, golo] ks, HE A=A, A(seal), S22, s #HY, T2 e AT AR, A0 AL 23 5
ATt

€]

2 Aol AojE = uiet e dAVE JE AWRo|E e tE 7], g ol e U9
ol A &7 7], oA wWEMe), <" (Et), n-Z=2I(Pr), n-F=E(Bw, n-AE, p-IAH 5, FAE
A7), AW ofolAZ A, tert-HE T B4 &7, AAN Al FE2IALE & tF 2§

2 *ﬂ’ﬂoﬂ yebd wie} 2 olr|E Hid, woldld 2 UE wiAol= 31gES Xttt oy wig
AsHAl= &A shute] WS aielE Shrekar, 7P vig A= G WIS s it

2 Aol vERd vkel e dZotd = st o) & Tl AFE St o] ofHr|e] x¥=E, A&
Eol &7-old, olH-4A, ¢H-olH-4A Y olH-dA-old o YelE A Agtt. dHoldr|= v sHAl=
A shtel Bk nEE FHetal, 7P utEAsHAlE G M 1dE st

2 e B as Agkste AoR rHA e d2A o st dEE Aot
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ERE
EASABY) B HAF ADAY A= D SHTFE
Bl SgEe ME(E BAB

Foelud () A -F(4-mF A #d)-1, 1-tfol v d-1-H] d A &o} Tl

Me MeMe Me
\,Si.N,Si\//

OMe

194 2(10.3g, 85.8mmol, 2.5%
25 25TCAA 169 FoF uwk
At wA g3HE(7.80g,

25Tl A DCM(60me) ==l 4 TEA(8.68g, 85.8mmol, 2.59 %) @ FERrjo|wen
Z)o] gl p-wEAold@(4.22g, 34.3mm0l, 1.09%)S H7bsteich. v =
1

ol

AR glel 3k 2 AAR ME AT, olF I TR 9
26.8mmol, 78%)& FA QARAM FEFA.

CialsNOSis, My = 291.54 g mol |
bp = 130-132C (6mbar).

'H NVR (400 MHz, 20, CDs): 6 = 6.87-6.85 (m, 2 H), 6.70-6.67 (m, 2 H), 6.29 (dd, J = 20.3 Hz, J =
14.7 Hz, 2 H), 5.91 (dd, J=14.7 Hz, J=3.7 Hz, 2 H), 5.72 (dd, J = 20.4 Hz, J = 3.8 Hz, 2 H), 3.29
(s, 3H), 0.19 (s, 12 H) ppm.

“C MMR (100 MHz, 20C, CDg): 6 = 156.88 (C), 140.83 (2 CH), 139.74 (C), 131.60 (2 CHy), 131.19 (2

CH), 114.15 (2 CH), 54.77 (CHy), 0.40 (4 CH;) ppm.

GC-MS (EI. 70 eV): m/z (%) = 291 (M, 76), 276 (M-CHs, 100), 260 (22), 248 (67), 222 (41), 176 (21),
134 (8), 85 (17).
Mo E (v Q) AE]-N(2-HFA 1 E)-1,1-toldd-1-H] d A Fo}Tl

Me MeMeMe
S Sl Siz

OMe

25Co A DCM(60me) ol A wlEA el doldl(5.00g, 66.6mml, 1.093) = TEA (16.8g, 166mml, 2.5%5%)2
de FR2Eojoludu)dAgH(20.1g, 166mml, 2.5F%F)S A7Fslth. Whg EFES 25T 16417F B3t
WA Z T, 8] o3 9 AAR AE AFEta, olE ¥ FRHO i Ak, ®A sHEE(11.0g,
45.2mmol, 68%)S FA e AdRAN 533}

Rl op

CoilssNOSis, My = 243.50 g mol |
bp = 83-84C (7mbar).

" NMR (400 MHz, 20C, CiDg): & = 6.25 (dd, J = 20.3 Hz, J=14.6 Hz, 2 H), 5.90 (dd, J = 14.7 Hz, J =

3.8 Hz, 2 H), 5.69 (dd, J=20.3 Hz, J=3.8Hz, 2 H), 3.21 (t, J=6.6Hz, 2 H), 3.09 (s, 3 H), 3.08
(t, J=6.5Hz, 2 H), 0.23 (s, 12 H) ppm.

PCONMR (100 MHz, 20°C, CDg): & = 141.10 (2 CH), 131.50 (2 CHy), 75.78 (CHy), 58.59 (CHy), 44.90 (CHy),
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0.52 (4 CHs) ppm.
GC-MS (EI, 70 eV): m/z (%) = 243 (M+—CH3, 2), 198 (100), 170 (6), 142 (1), 112 (6), 85 (24), 59 (25).

N N &[] (v ) A E]-0-m g dto] =5 o}wl

MeMeMeMe

)

\‘\/S' Si 7
OMe

2204 DM(150me) Foll A WS Aoprlstol =2 S 2 a}o]=(4.83g, 57.8mmdl, 1.09%)S AEAIZTE. o]ojA,
TEA(17.6g, 174mmol, 3.09F)E H7tsk thSol 25CeA EZ2riolmer]dAgH(16.0g, 133mml, 2.39%) <
A7ekodth. Wk E3HES 25TeA 49 Fet WA §ulo] o} 9 AAR e A, oE WF
ZF0o) g AASATE. A 33E(4.64g, 21.6mmol, 37%)S TN SARA FE53FATH.

CoHlyiNOSTy, My = 215.44 g mol
bp = 89-90°C (40 mbar).

" NMR (400 MHz, 20TC, CDs): &6 = 6.28 (dd, J = 20.4 Hz, J=14.7 Hz, 2 H), 5.92 (dd, J = 14.8 Hz, J =
3.8 Hz, 2 H), 5.75 (dd, J =20.4 Hz, J=3.8 Hz, 2 H), 3.37 (s, 3 H), 0.23 (s, 12 H) ppm.

BCONMR (100 MHz, 20T, CDs): & = 139.23 (2 CH). 132.27 (2 CHy). 65.30 (CH). -1.33 (4 CHs) ppm.
GC-MS (EI. 70 eV): m/z (%) = 215 (M, 100), 200 (M'-CHs, 1), 186 (8), 170 (53), 142 (56), 116 (41), 85

(60), 59 (86).
N-[eho] M (v 2) A2 -1, 1-cho] sl &= N (3] 2] ] B-3- L @)-1-v] | Al ghol el

Me MeMeMe
xS Sa\/
I =
o

N

25Tl A DCM(60me) ol A 2-obm w=ml e o) 2w Y (3.92g, 36.2mmdl, 1.0%%F)S TEA(9.16g, 90.5mmol, 2.59)
9 S22 volwe-ndAe(10.9¢, 90.5mmol, 2.5F )] &Mol|l HIFsdnt. REE Z3ES 25TCA 5 &<
WA, Bl ofF 9 AAR FANE AFstaL, ol F FHel o FAsITh. EA 8= (8.78g,
31.8mmol, 88%)S T L UBA FEIUT.

ColloNoSig, My = 276.53 g mol |
bp = 110-112°C(7 mbar).

'H NIR (400 MHz, 20C, CDe): & = 8.67 (dd, J = 2.2 Hz, J = 0.8 Hz, 1 H), 8.49-8.47 (m, 1 H), 7.32-

7.29 (m, 1 H), 6.78 (ddd, J = 7.8 Hz, J=4.8 Hz, J=0.4Hz, 1 H), 6.13 (dd, J = 20.3 Hz, J = 14.7
Hz, 2 H), 5.83 (dd, J=14.7 Hz, J=3.8 Hz, 2 H), 5.61 (dd, J=20.3 Hz, J=3.8 Hz, 2 H), 3.89 (s, 2
H), 0.11 (s, 12 H) ppm.

“C MR (100 MHz, 20T, CiDg): & = 149.33 (CH), 148.38 (CH), 140.12 (2 CH), 138.82 (C), 133.70 (CH),
132.02 (2 CHy), 122.88 (CH), 46.79 (CH;), 0.18 (4 CH;) ppm.

GC-MS (EI, 70 eV): m/z (%) = 276 (M, 30), 261 (M-CHs;, 100), 233 (15), 198 (32), 163 (28), 136 (12),
116 (10), 85 (35), 59 (53).
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[0212]

[0213]

[0214]

[0215]

[0216]

[0217]

[0218]

[0219]

[0220]

[0221]
[0222]

[0223]

[0224]

[0225]

[0226]

ZIHSd 10-2017-0118794

2,4-to|Hd-1,3-to]| L2 Y-2,4-t}o|H| d-1,3,2,4-T}o] of R Tpo] A H B

Pr, Méo

25Cell A MIBE(25m¢) FollA 1-wW&-N, N -the] T a-1-nld A &rfe]obwl(2.00g, 10.7mml, 1.098%)S &A%
th. o] o] ARl S EIAH20 wt%) T2 nBuLi-&(7.05g, 22.0mmol, 2.05%%})% 304 Ax Hrleolrh. 14
ZF ol MIBE(10me) o] F==2rtiolvenldAh(1.51g, 10.7mmol, 1.09%) &9 H7leta vA], doxl &
Fe& F7F 123 Bt 25TolA wkA Zit, &ujo] of3} 5l xﬂﬂi ALE AL, olE E FHell s
Azt FA 3HEE(1.0g, 3.9mmol, 37%)& FA QARAN F5FAT}.

(

ol

CotlagNoSig, My = 254.52 g mol
bp = 78-80C (6 mbar).

'H NIR (400 MHz, 20°C, CeDg): & = 6.21 (ddd, J = 20.2 Hz, J = 14.6 Hz, J = 10.4 Hz, 2 H) ABX-A|2=Hl <]
F&, 6.02 (ddd, J = 14.7 Hz, J=5.2 Hz, J = 4.1 Hz, 2 H) ABX-A|2=¥l9] K& 587 (ddd, J = 20.2 Hz,
J=7.7Hz, J=4.1Hz, 2 H) ABX-A|2=8le] FF, 2.78-2.73 (m, 4 H), 1.41 (sext, J=7.2Hz, 4 H), 0.84
(t, J=7.2Hz, 6 H), 0.40 (s, 3 H), 0.38 (s, 3 H) ppm.

13C NMR (100 MHz, 20°C, CDg): & = 140.12 (CH), 139.97 (CH), 134.22 (CH,), 134.18 (CH,), 43.98 (2 CHy)

28.21 (2 CHy), 11.99 (2 CHs), -0.72 (CH;) -0.92 (CH3) ppm.

GC-MS (EI, 70 eV): m/z (%) = 254 (M, 1), 225 (M, 100), 198 (29). 170 (6), 128 (7). 98 (24), 85 (8),
71 (27).

1,3-H|2[do]vE (v ) A E]-2,2-the| W E-1,3,2-T}o| o} AFA 7 (*)

25Col A DCM(70me) el 4] 30m¢ DCM %¢] 1,3-thololm = & 33(3.72g, 50.2mmol, 1.09%) £NS& TEA(21.8g,
216mmol, 4.39%) ¥ tho]FZ2-tolud-Aeh(6.51g, 50.2mmol, 1.09H)e] &Ho| 7ttt whs TFES
25CoA 16417 ¢k WA TE, o] Fo| FEE-tlolwd-vdA(12.1g, 100mml, 2.0%9H)S Hrlsta
LA, dojxl dEralE 25CellA F7F 16A13F SoF wukA AT &ujo] o3 9 AAR JIALE AlFstal, olE
A3 7o o AAetHct. BA 335 (11.1g, 37.2mmol, 74%)S A S ARA FE531% T}

ClgHgostig, MW = 298.65 g molil
bp = 115-117°C(7 mbar).

" NMR (400 MHz, 20C, CiDg): & = 6.21 (dd, J = 20.3 Hz, J=14.7 Hz, 2 H), 5.93 (dd, J = 14.6 Hz, J =

4.0 Hz, 2 ), 5.74 (dd, J =20.3 Hz, J=4.0 Hz, 2 H), 2.98-2.95 (m, 4 H), 1.49-1.43 (m, 2 H), 0.30
(s, 6 H), 0.19 (s, 12 H) ppm.

“C NMR (100 MHz, 20°C, CDe): & = 140.67 (2 CH), 131.55 (2 CHy) 42.50 (2 CHy), 31.93 (CH,), 3.96 (2
CHg), -0.24 (4 CHg) ppm.
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[0227]

[0228]

[0229]

[0230]

[0231]

[0232]

[0233]

[0234]

[0235]

[0236]

[0237]
[0238]

[0239]

[0240]

[0241]

[0242]

[0243]

ZIHSd 10-2017-0118794

GC-MS (EI, 70 eV): m/z (%) = 298 (M, 14), 283 (M—CHy, 100), 255 (8), 228 (7), 184 (13), 158 (8), 130
(5). 100 (1).
1,2-¥]2{3-[go|vd (v d)AH]-2,2-t}o|vE-1,3,2-t}olo} A A 2 HA-1-L } o & (*)

25ColA DCM(50m) oA Egtolo|gd-e|Ee}7(2.50g, 17.1mmol, 1.093) 2 TEA(11.2g, 1llmmol, 6.5%F
Zyo] gl FEE-tholmg-uldAZ(4.3.g, 35.9mml, 2.19H)S H7letdeh. vk EFES 25CoA 14
7F &9 WNEAIFTE, o]ojA, tolEFERZ-tlo|We-2gH(4.41g, 34.2mml, 2.09H)S H7FSIL UA, R &
gHE 25Tl F7F 19 &<t wvkAIZAT. &9 o3 2@ AAR IS AFstaL, olE E SRl o3
AABIAT. BA 81er=(772mg, 1.81mmdl, 11%)& <k Aol k2 HAQ S U2 A F53181T).

ol

CollNaSis, My = 426.90 g mdl

bp = 152-154°C(1.7 x 10~ mbar).

'H NVR (400 MHz. 20C, Cs): 6 =6.20 (dd, J=20.2 Hz, J = 14.7 Hz, 2 H), 5.96 (dd, J = 14.6 Hz, J =
4.0 Hz, 2 H), 5.76 (dd, J=20.2 Hz, J = 4.0 Hz, 2 H), 3.06 (t, J = 6.2 Hz, 4 H), 2.95-2.85 (m, 8 H),
0.21 (s, 12 H), 0.20 (s, 12 H) ppm.

PCONMR (100 MHz, 20°C, CiDg): 6 = 139.54 (2 CH), 132.04 (2 CHy), 50.75 (2 CHy), 48.10 (2 CH,), 45.30 (2

CHy), 1.77 (4 CH3), -1.48 (4 CH3) ppm.

GC-MS (EI, 70 eV): m/z (%) = 426 (M, 4), 411 (M-CHs;, 3), 320 (9), 278 (2), 213 (100), 199 (1), 185
(2), 171 (2), 157 (1), 142 (3), 100 (4), 85 (6).
1,4-8l&[geldE(rd) A 1A A (ML) (%)

Me M
/ Y e
SN N-Si_z
Me Me

Ao DCM(150me) ol 3 #H2H(8.00g, 92.9mmo) S &a|A|Ftl. TEA (21.6g, 214mml, 2.39F%)S 713t

Q.
=
tSo, F22volwEnd AT (25.8¢, 214mml, 2.3F%H)S 25Tl #H7Feldct. whe E3HES 25T 7Y
Bob wHkA ALY, &) oyt I AAR JIAE AFsta, olE AF FHo 8 AASNAY. TA FEE
ML(17.4g, 68.4mmol, 74%)S HFA L Ad=2A 531500,
CotlogNoSig, My = 254.52 g mol
bp = 92-93°C (5 mbar).

'H NUR (400 MHz, 20T, CDg): &6 = 6.14 (dd, J =20.2 Hz, J=14.7 Hz, 2 H), 5.94 (dd, J = 14.7 Hz, J =

4.1 Hz, 2 H), 5.73 (dd, J=20.2 Hz, J=4.1Hz, 2 H), 2.97 (s, 8 H), 0.12 (s, 12 H) ppm.

13C NMR (100 MHz, 20C, CeDs): & = 139.34 (2 CH), 132.15 (2 CHy), 47.36 (4 CHy), -2.43 (4 CH;) ppm.

GC-MS (EI, 70 eV): m/z (%) = 254 (M, 100), 239 (M'-CHy, 9), 210 (2), 170 (9), 140 (20), 85 (44).
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[0244]

[0245]

[0246]

[0247]

[0248]

[0249]

[0250]

[0251]

[0252]

[0253]
[0254]

[0255]

[0256]

[0257]

[0258]

[0259]

ZIHSd 10-2017-0118794

N el =[eld e (v d) A2 1l F bRl (M2)
Me MeMe Me
\\/Si,N,Si\_//

Bn

A Lo A DOM(110me) Fol A #MAolwl(6.00g, 56.0mml, 1.09%)S La)A 7). TEA(14.2g, 140mmol, 2.5%%)
2 #H7le g, FREdolmdndAe(16.9g, 140mml, 2.5%%)S 25CAA Hrlstith. v EFES 25
CollA 39 &< wHkAIFITE. 8vle] o3 2 AAR JALE AFstar, olg AF THol o8 FAse. &
Al 8= M2(8.96g, 32.5mmol, 58%)E FA L ABRAM S5

CusHosNSis, M, = 275.54 g mol |
bp = 109-113°C(5 mbar).

'H NIR (400 MHz, 20T, CDg): & = 7.28-7.24 (m, 2 H), 7.21-7.17 (m, 2 H), 7.07 (t, J=7.5Hz, 1 H),
6.23 (dd, J =20.4 Hz, J=14.7 Hz, 2 H), 5.87 (dd, J = 14.7 Hz, J = 3.8 Hz, 2 H), 5.66 (dd, J = 20.3
Hz, J=3.8Hz, 2 H), 4.08 (s, 2 H), 0.19 (s, 12 H) ppm.

13C NMR (100 MHz, 20C, CeDs): & = 144.14 (C), 140.61 (2 CH), 131.71 (2 CHy), 128.34 (2 CH), 126.75 (2
CH), 126.52 (CH), 49.14 (CHy), 0.29 (4 CHs) ppm.

GC-MS (EI, 70 eV): m/z (%) = 275 (M+, 14), 260 (M+—CH3, 100), 232 (14), 198 (66), 162 (25), 135 (23),
116 (10), 85 (41), 59 (64).

N NFH [ ErolHE (M)A E]EF ol M3)

Me MeMeMe
S Sl Sl
Me

A Lo A DCM(60mE) Zoll A EFo]w(3.89g, 36.3mmol, 1.0%=) L TEA (9.18g, 90.7mmol, 2.5FF)S LMAZ
o}, o]ojA, iiiﬂ%ﬂ g d A2 (10.9g, 90.7mmol, 2.59%)S 25TColA ZA7letgict. whE E3ES 25T
A 39 Fot Wk, olojA | FREvo|WdndA(2.20g, 18.2mml, 0.59%)| A2 REE A e U
A, o & L%E F7F 64 5 25CoA wWRIAZ . §me] o3 @ AAR JAME AT, olE T
Z3o| o&) AAePrt. A 3HE M3(7.70g, 27.9mml, 77%)S T QUARA FEB}TE

CislssNSis, My = 275.54 g mol |
bp = 100-102C (4 mbar).

" NMR (400 MHz, 20C, CeDs): & = 6.92-6.88 (m, 4 H), 6.29 (dd, J = 20.4 Hz, J = 14.7 Hz, 2 H), 5.90

(dd, J=14.7 Hz, J=3.7 Hz, 2 H), 5.71 (dd, J =20.3 Hz, J=3.8Hz, 2 H), 2.09 (s, 3 H), 0.18 (s,
12 H) ppm.

PCONMR (100 MHz, 20°C, CDg): 6 = 144.65 (C), 140.83 (2 CH), 133.39 (C), 131.62 (2 CH,), 130.27 (2
CH), 129.60 (2 CH), 20.84 (CHy), 0.44 (4 CHs) ppm.

GC-MS (EI, 70 eV): m/z (%) = 275 (M+, 74), 260 (M+—CH3, 99), 246 (23), 232 (100), 222 (60), 206 (55),
174 (21), 148 (13), 121 (5), 85 (32), 59 (91).
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[0260]

[0261]
[0262]

[0263]

[0264]

[0265]

[0266]

[0267]

[0268]

[0269]
[0270]

[0271]

[0272]

[0273]

[0274]

[0275]

[0276]

[0277]

[0278]

ZIHSd 10-2017-0118794

NN, N' N -BlEZF|A[tho]d (v d) A E-1,3-thojoju| =T 2 F (M4) (%)

s Me
,/“\;Si NN f%l\y"f
Me oy Me 2

1,3-tholobn] =X 2 (1.50g, 20.2mmol, 1.09%)S FH7keta A, 25TelA DCM(70me) SollA TEA(12.3g,
121.4mmol, 6.09%) R FE2-vho|wE-n]d-4gH(13.1g, 101.2mmol, 5.09%) &A& A7Fsglvt. vhg &£3&
S 25ColA 49 Sk wwkAZT. fuje] A3 @ AAR FALE AFE, olE ¥ SRl o
QAR BA 335 MA(7.15g, 17.4mmol, 86%)S FA QAR A FE53}9Tt.

CoolloNoSiy, My = 410.90 g mol -

bp = 144-1477T(3 x 10 mbar).

H MR (400 MHz, 20°C, CDe): 6 = 6.27 (dd, J = 20.6 Hz, J = 14.6 Hz, 4 H), 5.94 (dd, J = 14.6 Hz, J =
3.8 Hz, 4 H), 5.73 (dd, J = 20.3 Hz, J =3.9 Hz, 4 H), 2.67-2.63 (m, 4 H), 1.70-1.62 (n, 2 H), 0.26
(s, 24 H) ppm.
“C MR (100 MHz, 20C. CDs): & = 141.04 (4 CH), 131.55 (4 CH,), 43.24 (2 CH,). 41.34 (CH). 0.53 (8
CH:;) ppm.
GC-MS (EI, 70 eV): m/z (%) = 410 (M, 64), 395 (M-CHs, 12), 309 (3), 198 (100), 142 (6), 85 (26).
N A-v1 2= [oldlE (v d) A v oyl (M5)
Me MeMe Me

Sy Sy Si

Me
Lol A DCM(120me) FellA] EZ2vlolweu|d A 2(30.2¢, 25Immdl, 2.39E)S LA AT}, o]ojA], AzjuE
5 (6.77¢, 100mml, 1.09e) < H7bak tho, 25CoA DOM(30me) ol A TEA(36.5g, 361mmd, 3.6
H O

s, Mg EFES B5CAA 39 B wuAAh, §oie) ol % AAR B AT, of
A FRol <8l BASALE. A SHEE U5(13.9¢, 697mol, 709) & T LAA FEHAC

[e)
S

I S

CoHyNSiy, My = 199.44 g mol |
bp = 75-76C (30 mbar).

'H NUR (400 MHz, 20T, CeDs): & =6.20 (dd, J = 20.2 Hz, J = 14.6 Hz, 2 H), 5.92 (dd, J = 14.6 Hz, J =
3.9 Hz, 2 H), 5.70 (dd, J = 20.3 Hz, J=4.0Hz, 2 H), 2.42 (s, 3 H), 0.19 (s, 12 H) ppm.

13C NMR (100 MHz, 20C, CeDs): & = 140.52 (2 CH), 131.49 (2 CHy), 31.46 (CH;), -0.26 (4 CH;) ppm.

GC-MS (EI. 70 ¢V): m/z (%) = 199 (M. 16). 185 (M-CHs., 100), 172 (14), 156 (48), 144 (15). 130 (15).
116 (10), 103 (4), 73 (21), 59 (51).
N, NHa[choldd (v d)AE ] == o}l (M6)
Me MeMeMe
S Sia Sl
Pr

A& A DCM(120me)  ZFolA  Z2ZFolHl(4.00g, 67.7mmol, 1.09%)S LA ZATH. TEA(17.1g, 169mmol,
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[0279]

[0280]

[0281]

[0282]

[0283]

[0284]

[0285]
[0286]

[0287]

[0288]

[0289]

[0290]

[0291]

[0292]

[0293]

[0294]
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o

Sz 2ol en)dAgk(20.4g, 169mmol, 2.5%3%F) 25CAA & 3]
WHAIFEY. Sl A3 D AAR FALE AFSta, olE A

(e}
= o
Ak, ®A 3hetE M6(10.3g, 45.3mml, 67%)S T4 QU2 53519},

o 2
ol
QoL
32
o

CoullNSiy, M, = 227.50 g mol |

bp = 75-76°C (10 mbar).

'H NUR (400 MHz, 20T, CDg): & = 6.24 (dd, J = 20.3 Hz, J=14.6 Hz, 2 H), 5.91 (dd, J = 14.6 Hz, J =

3.9 Hz, 2 H), 5.70 (dd, J = 20.3 Hz, J = 3.9 Hz, 2 H), 2.75-2.71 (m, 2 H), 1.45-1.35 (m, 2 H), 0.71
(t, J=7.4Hz, 3 H), 0.22 (s, 12 H) ppm.

13(3 NMR (100 MHz, 20C, CeDs): & = 141.21 (2 CH), 131.36 (2 CHy), 47.98 (CH,), 28.65 (CHy), 11.35 (CHs),
0.53 (4 CHs) ppm.

GC-MS (EI, 70 eV): m/z (%) = 227 (M+, 0.8), 212 (M+—CH3, 5), 198 (100), 184 (3), 170 (7), 156 (2), 142
(3), 114 (15), 100 (7), 85 (50), 59 (57).

N, R & [Tol - (R ) A -E ] - opRl (M7)

Me MeMeMe
Q\\,SLN,Si\ﬁ
Bu
Ao A DOM(120me) ol HEolwl(5.00g, 68.4mmol, 1.08%)S Ra|AATF. TEA(17.3g, 170mm, 2.5%3F)S
A7bsk thSd, 25CoAA SRRl wEnd A eH(20.6g, 170mmdl, 2.5%%)S Hrsledrt. WS EIES 25T
oA 2 FF WHAFLE. W] oA H AARZ FAE AFEL, olE T TR g AASATE. EA

3}3HE M7(8.87g, 36.7mmol, 54%)S FA ¢ A=z A FE3519TH
CollyNSis, My = 241.52 g mol |
bp = 75-76°C(6 mbar).

H MMR (400 MHz, 20C, CDo): 6 =6.26 (dd, J = 20.3 Hz, J = 14.7 Hz, 2 H), 5.92 (dd, J = 14.7 Hz, J =
3.9 Hz, 2 H), 5.72 (dd, J = 20.2 Hz, J = 3.8 Hz, 2 H), 2.82-2.78 (m, 2 H), 1.46-1.39 (m, 2 H), 1.14
(sext, J=7.5Hz, 2H), 0.84 (t, J=7.4Hz, 3H), 0.24 (s, 12 H) ppm.

PCONMR (100 MHz, 20°C, CDg): & = 141.24 (2 CH), 131.38 (2 CH,), 45.83 (CHy), 37.85 (CHy), 20.58 (CHy),
14.20 (CHg), 0.56 (4 CHg) ppm.

GC-MS (EI, 70 eV): m/z (%) = 241 (M+, 2), 226 (M+—CH3, 17), 198 (100), 170 (21), 154 (6), 128 (32), 112
(12), 85 (100), 59 (100).
N [t dE (v d)AdE]-2,2-t}o| v g-2,3-tto| do]| =21 = [d][1, 3, 2] tho] oF R} -2 (M8) (*)

</ Me

.Si‘Me

ol Z 2 2-tfo]ie-2 2 (4.02g, 31.0mmol, 1.09F)S H7Fsta WA, 25Col| A DCM(100me) F2] o-¥d dlt}o]
o}71(3.35g, 31.0mmol, 1.0%%) ¥ TEA(15.7g, 155mmdl, 5.0%)e] fMo] AH7}stget. wke Z3ES 25T
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[0295]

[0296]

[0297]

[0298]

[0299]

[0300]

[0301]
[0302]

[0303]

[0304]

[0305]

[0306]

[0307]

[0308]

[0309]
[0310]

ZIHSd 10-2017-0118794

CooosNoSis, My = 332.67 g mol

bp = 135C(1.3 x 10 mbar).

H ONMR (400 MHz, 20C, CDg): & = 6.98 (dd, J =58 Hz, J = 3.4 Hz, 2 H), 6.78 (dd, J = 5.8 Hz, J =
3.4Hz, 2H), 6.24 (dd, J =203 Hz, J=14.7 Hz, 2 H), 5.90 (dd, J = 14.7 Hz, J = 3.6 Hz, 2 H). 5.73
(dd, J=20.3Hz, J=3.6Hz, 2H), 0.34 (s, 6 H), 0.30 (s, 12 H) ppn.

“C MR (100 MHz, 20°C, CiDg): & = 142.45 (2 C), 138.09 (2 CH), 133.16 (2 CH,), 118.51 (2 CH), 114.16
(2 CH), 5.54 (2 CHi). -1.36 (4 CHy) ppm.

GC-MS (EI. 70 eV): m/z (%) = 275 (M, 14), 260 (M-CHs, 100), 232 (14), 198 (66), 162 (25), 135 (23),
116 (10), 85 (41), 59 (64).
NN, N' N -BlE&F| [ tho]d (v d) A E]-1,2-t}ololu] ol & (M9) (%)

M Me
g Nksi_z
/ \ 4 I
Me ) Me 2

A Lol A DOM(50me) Fol A olg@ctolobnl(1.00g, 16.6mmo)S &) A1z, TEAC10.1g, 99.8mml, 6.0% %)<
2713 thgoll, 25TolA Z22do|Wd-nd-Aa(12.0g, 99.8mml, 6.093)S F7Fstiet. ¥HE EFES 25
TolAd 29 &t WRkAIA T, o] o3 2 AARZ FALE AFsta, olE WF FFol &) FAsA).
Al e MI(3.71g, 9.35mmol, 56%)S T ¢ A=A FEFAT).

=]

CoatlioNoSiy, My = 396.87 g mol
bp = 155-157°C(1.7 mbar).

'H NMR (400 MHz, 20T, CDg): & = 6.28 (dd, J = 20.4 Hz, J=14.7 Hz, 4 H), 5.92 (dd, J = 14.7 Hz, J =
3.8 Hz, 4 H), 5.71 (dd, J=20.3 Hz, J=3.8Hz, 4 H), 2.95 (s, 4 H), 0.28 (s, 24 H) ppm.

PCONMR (100 MHz, 20°C, CDg): & = 141.59 (4 CH), 131.66 (4 CH,), 49.41 (2 CH,), 1.50 (8 CHy) ppm.

GC-MS (BT, 70 eV): m/z (%) = 396 (M', 0.8), 381 (M—-CHs, 3), 369 (1), 295 (6), 283 (8), 269 (14), 200
(100), 170 (31), 142 (14), 112 (19), 85 (100), 59 (100).
EZ&[vholwE (v d) A E ] o}R1(M10)

Me MeMeMe
XS Si\/

Me-— SI\/
Me

25ColA THF(60me) Zoll Hlz[thold g (v d)AH ol (6.50g, 35.1mmol, 1.093)S S3HAIF L. o] %o Alo]
22205 %%) 2 nBuLi-&2(11.8g, 36.8mml, 1.059%)S H7lsldth. o] LA 143 Fo, E2
tholmEn]d A e (5.29g, 43.8mmol, 1.25%%)S H7Feta A, dojx EES F71 1643F B9t 2
HAIAT. w7 2 AAZ ZAME AlFsta, ol F FHel o AAsUo. wA gt
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[0311]

[0312]

[0313]

[0314]

[0315]

[0316]

[0317]

[0318]
[0319]

[0320]

[0321]

[0322]

[0323]

[0324]

[0325]

[0326]
[0327]

SIHEd 10-2017-0118794
M10(7.00g, 26.0mmol, 74%)& =4 SU/uAZA F53H3H
CoollyNSis, My = 269.61 g md
bp = 85C(4 mbar).

'H MR (400 MHz, 20C, CDCl3): &6 = 6.26 (dd, J = 20.3 Hz, J = 14.7 Hz, 3 H), 5.88 (dd, J = 14.7 Hz, J
= 3.6 Hz, 3 H), 5.66 (dd, J=20.4 Hz, J=3.6Hz, 3H), 0.24 (s, 18 H) ppm.

“C NMR (100 MHz, 20°C., CDCls): & = 143.27 (3 CH). 130.40 (3 CH,), 3.84 (6 CHy) ppm.

GC-MS (EI, 70 eV): m/z (%) = 369 (M, 0.5), 254 (M'-CHs, 100), 226 (M, 65), 200 (62), 172 (18), 154
(9), 130 (32), 100 (30), 59 (30).

E3: J. Hu, D. Son, Macromolecules 1998, 31, 8644.

N NN N-BlE@7) A[tho] v g (v Q) A A1, 4-Tho] ob I (M11) *)

Me Me
\*S‘E-ME Me..’éi_d//
N N

@2"Me Me™3 _\

SRIZ-vholwd-H|JdAgH(12.2g, 10Immol, 4.5F%F)S FH7belar b4, 25T A DCM(60me) Foll A p-#id rto]
o}w1(2.43g, 22.5mmol, 1.0%%) 2 TEA(10.5g, 104mmdl, 4.6%&)e] &ML Z7leiglct. wkS %;} < 25T
A 3d ol WA, o]Fo] &vS 50%E HAAZ|A, FERE-tholve-ndAw(1.35g, 11.2mmol,
0.59%) S H7kste] ¥k £5F5 FT7MANZTE. dojxl dgdE 25TolA F7F 219 &< wwkAIZY. g
o3 @ AAZ FAE AFsta, ol AT S/l o5 AASH . A IE M11(6.40g, 14.4mmol, 64%)<
T e URA FEIGT.

ColioNoSiy, My = 442.92 g mol

bp = 162-164°C(3.5 x 10~ mbar).

I NUR (400 MHz, 20C, CeDg): & =6.81 (s, 4 H), 6.28 (dd, J = 20.4 Hz, J=14.7 Hz, 4 H), 5.91 (dd, J
=14.9Hz, J=3.8Hz, 4 H), 5.71 (dd, J=20.3 Hz, J=3.8 Hz, 4 H), 0.18 (s, 24 H) ppnm.

13C NMR (100 MHz, 20°C, CiDs): & = 143.35 (2 C), 140.74 (4 CH), 131.67 (4 CHy), 130.42 (4 CH), 0.23 (8
CHs) ppm.

GC-MS (EI, 70 eV): m/z (%) = 444 (M+, 100), 429 (M+—CH3, 9), 415 (5), 401 (32), 387 (6), 373 (9), 359
(7), 345 (2), 331 (2), 289 (2), 259 (5), 218 (2), 173 (10), 130 (9), 100 (5), 85 (29).

Egx

N-<2-{¥|2[ctelmgd (vd) Aot e}l @>-N N, N [cholwl e (v]d) Aol g-1,2-tho] o} ¥l (M12) (+)

Ao A DCM(125me) Zoll tholold A Egtolo o} (3.00g, 29.1mmd, 1.09%F)S LaA#H . TEA(19.1g, 189m
mol, 6.59%)E H7Ig thgol, 25T F22vo|iEn|d Az (22.8g, 189mmd, 6.5F%)S 715k}, wvb-&
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[0328]

[0329]

[0330]

[0331]

[0332]

[0333]

[0334]

[0335]

[0336]

[0337]

[0338]

[0339]

[0340]
[0341]

ZIHSd 10-2017-0118794

A 74 EF AT, BE IS 240 o3 R AAR %A shehE M12(12.0g, 23.0mmd,
[e]
- =

ColsaNoSis, My = 524.13 g mol |

1H NMR (400 MHz, 20C, CiDs): &6 = 6.29 (dd, J = 20.3 Hz, J = 14.6 Hz, 5 H), 5.94 (dd, J = 14.6 Hz, J =
3.8 Hz, 5 H), 5.74 (dd, J = 20.3 Hz, J = 3.8 Hz, 2 H), 2.99-2.95 (m, 4 H), 2.86-2.84 (m, 4 H), 0.29
(s, 24 H), 0.24 (s, 6 H) ppnm.

13C NMR (100 MHz, 20C, CgDs): & = 141.26 (4 CH), 140.28 (CH), 132.23 (4 CH,), 131.73 (CH,), 53.43 (2
CHZ), 47.25 (2 CHZ), 1.09 (8 CH;), -0.64 (2 CH%) ppm.

GC-MS (EI, 70 eV): m/z (%) = 524 (M+, 0.1), 325 (100), 283 (12), 212 (100), 198 (89), 172 (5), 128
(24), 85 (82).

N N-(8-1,2-tho] )| AN, N, N-E | [ cho] v & (v] ) A & ] o Bk-1, 2-Tho] o} %1 } (13) (%)

Ao A DCM(60me) ol Ezfoloe e EeF1(2.00g, 13.7mml, 1.0% Ek)e S A AT, TEA(11.1g, 109mmol,
8.094%)E HUIE thgol, FEEuo|ye-nd-A2(13.2g, 109mml, 8.0%%)S 25CoA 7 tstdd. w-$
EES 25T 79 §9F WA T, UEﬁP“4%ﬂ4ﬁqﬂﬂﬂﬂivwﬂﬂ +5 M13(6.15g, 9.44mmo,
69%, =X T2 olddA 80%)S T QAR A&t

CoolsgNoSig, My = 651.40 g mol

'H NMR (400 MHz, 20T, CgDg): & = 6.30 (dd, J = 20.3 Hz, J=14.6 Hz, 4 H), 6.25 (dd, J = 20.0 Hz, J =

14.8 Hz, 2 H), 5.97 (dd, J=14.7 Hz, J=3.9 Hz, 2 H), 5.96 (dd, J=14.6 Hz, J= 3.8 Hz, 4 H), 5.76
(dd, J=20.2 Hz, J=3.9Hz, 2H), 5.75 (dd, J=20.3 Hz, J=3.8Hz, 4 H), 3.00-2.82 (m, 12 H), 0.30
(s, 24 H), 0.26 (s, 12 H) ppm.

FCOMR (100 MHz, 20°C, CDg): & = 141.14 (4 CH), 140.15 (2 CH), 132.18 (2 CHy), 131.81 (4 CH,), 52.74
(2 CHy), 50.06 (2 CHy), 46.52 (2 CHy), 0.96 (8 CHy), -0.91 (4 CHs) ppm.

GC-MS (EI, 70 eV): & o] HA n/z (%) = 452 (M+—199, 32), 369 (3), 325 (100), 256 (19), 212 (100),

198 (73), 142 (32), 85 (27); %424 o] 42 n/z (%) = 452 (M-199, 100), 212 (2). H] 4.8 : 1 (GC)
=3 Az
dutd 3 Hzak AAG AUA S, Y, 2 E £ JFE 142

Me
\ girMe  Me, \> Me, Me
N Me-Si \/“'N'S-
ZSi N
“wd M;\\NN si-Me

|
Hhg-7lol] A9-3 A, gk Z3E 40C7HA 7P°ﬂ o}OﬂB} o]ojA], TMEDA(
g 4 AFTHE H7ksta A, n-REEES
< RESAIFHT. 2 o, T3S A A
= Al EF R Fo] JNAAIY] FEFS AT AAA S Al
shaich. ®WasiA, 60T HE T 252 308 ¢ MAAZ A
5719 "elA 7t Ee WAAFIeRZN EE FUHAZT. olojA], FEtoldl(itel] Al¥H
S MYt 5 T, AFE Ze JNEA 3-w5A]-3,8,8,9,9-HEMH ©-2-A}-7-E] 0}-3, 8-t} o] A g} |

LS
> BB o2 ol

i
>
N
N >

o
2 fo g
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[0342]

[0343]

[0344]

[0345]

[0346]

[0347]

[0348]

[0349]

[0350]

SIHS3 10-2017-0118794

@O (E 1 WA 5ol AlTE dHS FArlesint. WMeEsE A9 208 Foll v-&S TEAZT. TFA 95
o]|Z7b~(Irganox) 152002 bASIA7]aL WA, SRAE 7] SEDgel o8 34=star 1A, 0.6% vwkel

Zrol SPEE o] dold wizkx] Ax:AZY. AEel SR doly AEE & 1 WA 50 Aled.

=% Az AAA T

APl F2EAH(E 400 AT %), FEFHolA(E 40 AFH 4 1000)S F F7) 50 wgrel A A,
Rt 1?15 S 40CT7HA 7kgdskolnt. o]oA, TMEDA(62.4mmd), HFEZA(XxE) 2L EAA M 2 M2(7H7)
3.25mmo) S FH7betal uA, n-FEeFS Hrbste] wbg EREC] Mo] mEAFIA WA (HAY) Eek
e E 2mAt Fo] NBel 5

2 20 AR Al BA BAd feeks Al

S3e AN, ANNA FAe) A% AR FH A% Ao mA Agaelth. WA 60T HE FH &
£ G0R B AAAR AT Agele] wrgle] volA std wi WAANeRN £EE F/AG. of
A, dEes A9 Hee FANAY. FEA L9L o2k 1520008 HASAATY. AT A o
olE] AEE ¥ 4o] AT},

% Az AAA U

APl E RS E 49 AFH &), FEIolQl(E 4o AFH & 750)S F 37
et Z23ELS 60T7HA 7L skeiTt. 101*1 TMEDA( FS X
s}

2

»~ AEAlE S S Artete] Wk EFEC] Mol w2 AFEH
WA (H4) Bl whga iiﬂr a ?foﬂ, THE SA NSRS FEAS 24 EA] oi&she A
o] 2RI T NBO FEFS ATk MAA FH Al AE T AlF ARFomA ARGt Y
A 80T HF T L= 80 T MAAR A7) AFEke] whET]o] WA Thd e WZiAZI o RH
228 S7RIZTH0.8K/E) . FAlCl, FEol (el AlsE ¥l 25%)& 158l AA A ATk ofe
A, AbE E A NGE 40 Agd B)S Frbekleh. dgER A1 208 5ol wge] FAHUY. T
A gNE o]27kE2s 1620007 QHASAI T, AlEe] A volH AMEE R 40 AlEeet.

ARO]FEEA(IE 4ol AlgE F), FEFHOl(GE 4o AlEgE &) 30%) R EEROI(FEAM AlTE P F
7] 50 HP%ﬂoﬂ iﬁ%i WA, gk EES 60C7HA 7FEESltE. o]ol A, TMEDA(‘*% FolA Aed) =

A i ST e I P
e 3o NBe £EFS At el AR Ao RA AT, s

S NAL T AR A T
H

A 85T HE T L2 JRAAR A7) AlFfete] nkgr]e] HelA 7t B WAAF o RN 2EE ST
AZTHO.5K/) . FAloll, FEtroldl(E 4ol A Algd ol 34%, 5 1.6g/%8)< A5 A, FEtel <l
4ol Alge &l 21%, 5 1.0g/2)9] A2 S84 FoF thgol FEvolde] vixu S5 FoH (R 40 Als
| el 4%, 5 0.7/8)S H7FeSin. 30 wHAIZ o], 85T HEftholl(F 4o AleE Feo] 1S A
Atk 5% Foll AbE 2 ANEA PR 4 AleE HE FAIbs. AgE2 A 108 Fol wksol T4

o
gtk FFA FNL o =skr 1520002 SPgstAAth AES) AR volE AES E 4o AT,

T A& AAA W

Atel 22 LR 40 Alsd %E), FEtrtol (3 40 Alse Fol 50%) B AERolI(ENA AleE Feol 65%)=
87l 50 vbgrlel Ag-an upA, wwk EES 40CT7HA ZFESik. ololA, TMEDA(YFS EelAM Aledh)
SRS M12(9= & 40 AleehE F7betal UM, n-FEeFE 47iste] wbe e Ao =2AEs}
A M7 (H4) Bces AT 2 Fol, $8E SA AFsEs T3] 14 EAEF Wesh=
AtolF RSN Fo] NBO| 5&E AT, AAMA FH AlZ Al T3] AR AlZReRAM ARt W
Yool 60T HE T 2= JHAAR A7) AlArste] ukgr]e] WMo Tk & 7—.‘/\19‘923’%1 s

hal Oq o "L::
S7HAZ 0. 25K/3) . FAlell, FEfThol (3 4ollA ATH & 505, FF 2.1g/)S X
A(FE 4o AFH Xl 34%, F4 0.6g/F)S H7sIk. olojA], 2Elo)dA(F 4o Al
etz A3 58 Fo wkgo] FAFJY. TEA &SNS o]2Z7lm A 1520002 %Zéi}/\]ziu}. TDAE g%‘
(HHkEle 500) €] 112.4 g(37.5phr)= H7Fsta yAl, &N& 71A% BAE o] &ato] A
Y HAAT= 119.5 WURH-E 36.9 MUZ #AEdd. AE

T A AAd X
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[0351]

[0352]

[0353]

[0354]

[0355]

[0356]

[0357]

SIHS3 10-2017-0118794

ALl E 2 A 40 ATH ), FERhel<i(
0)< F &7 50 Wkl Ag-a A, gk 5
3 2@ B23kA M12(0.82mmo) S H7Fsta UhA, n-H-
W7 (AA) BeES HSAAL. 1 T, THE S
284k Fo NBY F5%FS AT MAA S AlF AlRHS
70T HE T 252 MAAR A7) AFste wkgr]e ¥

ZO(IK/E) . FAl, FEdold(F 40 Aled %] 54%, 55 3.1g/%) 2 AEpolU(F 4o AlTH %<
34%, % 0.3g/E)S ALYk, ololA, FEitholl(E 4o AFTH %o 1%9)S AATE. 5E Fo] EA|5A]
M1(1.94mmo)-& H7FsSich. 5% Foll, A& 2ok /HAA] P(2.30mmo) & H7bsholch. #ehE=2 2931 10
g0 FAFJT. FTEA §AE olZUl 1520002 HSAH T AEZo dd Holy MEE F 40|
A &3k},

4ol AlgE Fe] 45%) B ZErolA(E 404 AlFE ¥ 66
5C7HA 7rdatqict. ool A, TMEDA(FS 3EolA A

ol Jln m

Abo] 2R L4652 g), FEFTROlQll(682.3g) B ZAERolRI(186.1g)S - 7] 104 REg7Iol Af-al v, uL
EEES 40T/ 7FEsEglTh. olojM, TMEDA(L.02g)E H7bstal WA, n-RreesS #7ste] whg Z3E
4 EAEs] M (HY) Bees AT, 1 Foll, T3E SA AFeEs SEAe] 24
Aol th-g-3ke AlolEZ &AL Fo] NBY #53(4.39mml, ¢ = 0.250md/kg)S AHTt. AAA FH Az A
& TH A Ao A ARgSi. WA 60T HE TF SR 80 Eot AAAZ A7
Hkg7]e] Hellq 7kl B WA o Rd SnE SR ololA, F-Eirtoldl(3.6g)& A el
AATE 53] SnCl,(0.31mmd) 2 50g Ale]FZ S ARTE, WS 158 o] SEAZ v, wpxuhe] RE}
Tol<ll(12.5g)&  AH7betsith. 53 Fell, 20g ARlFREqt Foll &eiAZl Abe o AAEA 3-vEA-
3,8,8,9,9-H e &l -2-SAF-7-E] o}-3, 8-tho] 2|2 (20) (1.09g) & F7Fskqivh. wleh-&(10.8g) = A-¢-3L 203

TAHAG. FHA &N o= b 16520D(2.29) 02 HASAI|AL, FHAE TV 2ELF
AL WA, 0.6% mIRke] Zdof FEbE gkl dojd mizkA] AxAIZT. A & dHolH AES
3]

D

>~
A ofr oo

A5

o
-

40 AT

Al 2

Abo| F R AA(4739 g), FEr}olall(649.2g) P ~AEo]&(176.0g)S F F7] 104 wHE-7)o] AL vpA, npk
St ES 40C7FA] 71FE3Eith. o]ojA | TMEDA(2.32g) 2 DV(0.37g)E 78t UM, n-HEdES 2718t

= 40
e E3Ee Mol R2AFSH MW (HAY) 2oES AT 1 Foll, TS S AFeES F
Ao x4 EA ] dl&ske Aol Z 24 T NBY F5(4. 14mmol, ¢ = 0.159md/kg) S ARt MAA 5
Aol AZE AIRHe TR AR AIRFoRA ARESRSITE. W AEIA 60T HE T 2= 80 S HAIAR
A7) AlzFete] whE71e] WolA 7t e WZAZI o RN 2E F7RAZATH. ool FEtoldl(11.29)&
ARk, WeS 5% ol SEAZAT. 57 Foll, 20g9] Aol 2L Foll A AbE W A 3-m|FA]
-3,8,8,9,9-H el & -2-SA}-7-E] o}-3 8-t}o] At 7H(2f) (1.242) S 7 ettt. wEh2(10.19) 2 AL 205
Zof| uheS ZAAZATH FYA LAG o2l 1520D(2.09g) 02 AABA T AL, FFHAE Z7] A2EHF
o3 3t A, 0.6% WRFe] Zho] FubE eFo] dolA wizhA] WFRAIZTE. AES] g voly MEE

Hlule 3

AbolE R FAH(4111 g), F-Ebrheldl(559.7g) 2 ~Eol@Al(152.7g)S F &7] 100 ¥-&7]o A pA, ugk
EFES 40T7HA 7rderlth. o]olA], TMEDA(0.84g)S H7Fstal WA, n-REIFES Hriste] W E3HE<]
A o] hééf—i‘} WA (HA) ETES HEART. T A AASIES FEA ] 24 EApge o)
S5l AtolFREAL Fo NBY 5 2(3.54mmdl, ¢ = 0.249m/ke) S AMATE. MAA - A& NS =3
A2 Alﬁzfui ARgatoitt. WalslA 60Ce HE FI LEw 08 ot MAAR A7 AFE w379
Ho Al 7t = WZA o2 55 FUMAZ v, FETe]A(2.79)S F HAIR AR 1% e, 20g

|
Atel 2L Foll 31X AjEAl SiCl4(1.98g) & #H7Eetqlth. 164 Fell, HF-Efr}olql(10.3g)2] Al ®A A7}t
o, 20g9] Ale]FEEM Foll §3A7 AL Td AEA 3-w5A]-3,8,8,9,9-HWE EH-2-&
Ab-7-E]o}-3,8-tho] At 7H(2f)(1.082)-S H7Fstith. WErL(0.11g) = AL 208 Fo w38 ZAA T},
F3A) NS o2yl 1520D(1.81g) 02 HABAZ I, FAAES Z7) 2EFF i 3 Feta A,
Zrol FkE ghefo]l dojd wizhx] AERAZACH. AEe] ¢He vlolH MEE ® 4o AlEert,
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# 1
8 L
A B C D E F
Ato] 2zl i/g 4461 4740 4740 4741 4741 4120
R Ectol 9l /g 347.6 660.7 660.6 660.7 660.8 571.8
~Elo]H /g 96.8 176.0 176.0 176.0 176.0 1523
TMEDA /mmol 3.83 8.27 8.27 8.27 8.27 7.06
70 A1 A/ mmol NB191 NB4.14 NB4.14 NB414 NB414 NB3.59
BA /mmol M1393 M11.69 MI291 M2168 M3454 M41.385
SnCl, fmmol - - - - - -
Cpd 2f /mmol 1.97 421 421 421 423 3.66
Mp / kg/mol 321 297 301 374 377 395
2B/ 54.8 24.7 41.0 46.6 37.1 29.7
Hd &2/% ¢ 59.5 62.5 63.0 62.1 62.6 62.2
~Etol gl /% 21.8 21.3 214 212 213 20.8
M, /MU 156.2 62.9 83.0 94.3 85.7 90.7
[0358]
=z 2
=g 2
G H I J K L
Alo| 225 /g 2354 2352 2452 2353 2352 2353
BElctol gl /g 329.7 327.0 259.8 328.1 329.7 328.9
A Eto]H /g 87.2 87.0 70.2 87.0 87.1 87.2
TMEDA /mmol 4.88 4.85 3.88 4.79 4.08 4.08
A Al A mmot NB244 NB244 NB19 NB205 NB205 NB2.05
BA /mmol MI1075 MI126 MI234 M5812 M62.05 M7819
SnCl; /mmol - - - - - -
Cpd 2f /mmo] 2.53 2,50 2.06 1.83 1.32 1.82
Mp / kg/mol 275 328 226 453 375 372
28 E/% 20.8 33.1 52.9 16.9 45.1
Hod &> /% 4 63.6 63.6 62.1 63.8 63.3 63.8
~Etoldl #TF/e 21.3 21.0 20.9 20,1 20.9 21.0
My, /MU 39.8 774 53.1 75.5 75.3 89.3
[0359]
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#£ 3
=9 3
M N 0 P Q R
Alo|Z2&H /g 4113 4124 4109 4113 4118 3461
BEtto] Al /g 573.2 604.7 575.1 569.0 580.7 500.3
A~ Elo] =l /g 154.7 156.4 152.4 153.4 155.5 1305
TMEDA /mmol 5.78 7.17 7.09 7.19 7.44 6.09
7 A A/ mmol NB290 NB359 NB3.59 NB 3.59 NB 3.59 L13.03
BA /mmol M8155 M91.83 MI01.83 MI11.98 MI23.12 MI2067
SnCl, /mmol - - - - - -
Cpd 21 /mmol 3.04 3.73 3.75 339 3.70 6.27
Mp / kg/mol 644 399 339 304 391 289
23 E/% 23.8 6 30.2 51.4 3.3
HY 3d/% o 62.7 61.6 62.1 61.1 60.4 64.3
~Eoldl F2k/e 19.8 20.4 20.5 232 23.8 214
My /MU 108.5 88.8 558 65.1 126.4 65.6
[0360]
¥ 4
=3 4,
5 T U Y W X Y
Ao 2 =8 /g 4138 2344 2517 2598 2503 2637 4118
BElChol ol /g 571.9 3119 282.8 143.1 258.4 290.6 598.3
~Eo]Hl /g 154.7 - = 141.6 108.6 45.7 151.5
TMEDA /mmel 7.37 62.4 1.07 0.21 4.06 0.95 7.21
7} A] A/ mmol NB3.61 NB3l2 NB132 NB143 NB164 [NBI1.86 NB446
BAI1 /mmol M12200 M1325 MILI0.18 M1067 MI2074 MI12082 MI21.97
BA2 /mmol . Mi2325 - s Mi194 -
12 Al /mmal - - N1.32 Pl42 - P 2.30 213.66
Mp / kg/mol 295 20 486 257 533 474 347
AHgE/e 50.5 29.8 54.8 22.5 37.1 29.3 44.8
Y gd#F/% % 62.3 71.3 39 12.1 60.0 48.4 62.2
»Epoldl /% 21.1 0 0 453 28.3 159 20.9
M /MU 83.5 - 1187 79 119.5 151.9 78
[0361]
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[0362]

[0363]

[0364]

[0365]

[0366]

[0367]
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R )
28 S
Z Fd JFEL wd7lE2 wlwoll c"wmol2 dwel3
Mol Z2E2H A/ 4196 4740 4745 4652 4739 4111
HElclol ol /g 571.9 660.6 661.4 698.5 660.5 574.9
~Eto|H /g 151.7 176.2 176.2 186.1 176.0 152.7
TMEDA /mmol 7.32 8.28 6.82 .80 8.28 7.21
A A A/ mmol L1359 NB4.14 NB3.35 NB439 NB4.l4 NB 3.59
BA /mmol MI 181 S1.68 8171 - DV 2.89 Si0.30
SnCl, /mmol z - - 0.31 - -
Cpd 2f /mmol 3.76 4.20 341 3,76 421 3.68
Mp / kg/mol 295 287 384 337 31 386
2YE/S 40 2 24 .5 371 293
Hd &&/% 5 63.8 62.7 61.7 61.7 63.1 62.1
~Eold g§F/4 22.5 21.2 2D 21.1 21.1 21.2
M /MU 65.9 393 774 58.1 81.0 97.8

NB = nBuLi, 2f
Egjojo] 5 e -1-T2 " E 2 SE ool E
L1 = TMEDA®] =X
MAE 5= ¥NNTIo|oE -1, 1-Clo| & -1-H] J & 2o}l |
DV = clojn|d-#lAe] o]f A =& =, si = SiCls

Huo 4 =4dzacz 44 2158 7|
4602-Schkopau

ofr
ﬂ!

£ 2o v3d A A7 A4

% 1) e mish gol, ¥ odgel vER FEAE £ 2, fo@
§7) FYAS heHom, B wyel vFd FFAE Al ue 25T
b8 el @ elEel ofs) FaEE o glel, wEel ser Feol
SI-N 2FE FHE A Azl ALAY B4 Fxol wetd AF &=
AR AREel od W), 1 A%, a4 EE 5
Al AAA PO Sk #EE olE 9l

FAAZA Helstel os A3

slol A 22 % nBuLi® 1,3-H A[1-(4-(tert-HH

= 3-154]-3,8,8,9,9-HEl0 2 2-S A}-7-E| o} -3,8-Tho A2tEl T, N = 3
L P=(3-2EeE=d) colu S (ML,
EEPEEERE

At

oo

FH S8SBR 55 AT EH(SPRINTAN)(H B W) SLR

lo
Ly
e
o
N
BN A rg pot B

£ 6
}E JE L
A B C 23 =1 Hmol1 H W o 2

ML1+4 100°C C} 2 48.5 58.6 69.9 413 68.2 853
CML1+4 1164 892 97.5 82.1 91.6 122.6
CML-ML 679 30.6 276 40.8 23.4 37.3
Mod300 /MPa 13.6 13.5 12.2 12.3 11.4 119
o132 = /MPa 17.8 17.7 19.5 19.9 19.3 20.1
BOT Ol A vhEetd /g 68.8 67.3 67.2 65.8 62.5 63.0
HBU /°C 103.5 1004 1067 1056 110.9 110.6
Tan 8 60°C 0.087  0.093  0.101  0.107 0.130 0.121
DINOIR  [mmY] 133 124 129 129 130 128
ZoAle] g8 Aol X A: -26.9°%C, B: -22.3C, C: -22.47C,

28 7]+ 1: -22.5°¢c, Hl @l 2: -22.5C.

FTEA A, B E CY Fg3E FY AAHE HoH(CML) & “doldt ko] BAE wrgstar, wela o]t =39 71
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9, 5, H B BAZF olgHlen, (ML dlelH= ¥ srk(eiy B Wlad 2ru ue). 849 o
A=A dzag2 2e 7ol s A B Bel dis] ZiA® Mod300 ElelEjel ojsf whgEm, Coll thdt
Mod300> 7]l whet s Atk dxsoz, (= e Il met dEs A4 I9F F=s dehds 1
LA S BE oRRE ¥ uhe I A ghe vEbd. s|zEE Al SA O tsj(BU, 60Tl wbEEd, 60T
oA tang), ME A B B WS HAad slaHEAls A4S yEha, webd, 2 upebg Bd S T
& FoFke] JNEANAN Ve £F AAld w7 Ve 19 AHE 2Feh= E'_% 710l WlaLsklt. ol & Hlo]
EJ25E, 7I& 1, Hlald ! g Wl

1 % mlad 20] Hl8) AHE 5 A 5SS 4T F dT. HE (e E
off 1 E Hd 20 vl A F2EHEA 2~ 5SS YER B, O & 1o uwh

o] Fofako] uwhgba, ololx ¥ (ice grip)(-10TolA tansol <J&] Wt

Th. DIN mfxol oJ&] wrdE= A% yntrgde BE 6714 AEel tis) sdsitt.

Z7
sigtE AR 2
D7 E7 Td A2 wuawoll Hl i of 3

MLI1+4 100°C c}=* 101.9 908 828 68.2 103.1
CMLI1+4 93.9 916 1034 90.5 106.3
CML-ML 8.0 0.8 20.6 223 3.2
Mod300-Mod100 /MPa 10.0 100 99 10.6 10.6
Qo z 7zt /MPa 20.2 21.0 188 20.1 21.1
od S % 439 448 407 426 432
OTol A yrdeg/% 12.7 13.7 133 12.4 132
Ao A bty /g 35.1 372 367 34.8 35.1
60T ol A ubdeld /g 59.6 61.9 639 59.9 60.7
HBU /°C 1134  111.8 1089 115.1 1142
Tan § -10°C 0.677  0.663 0.664 0.628 0.660
Tan § 0°C 0.445  0.445 0435 0,470 0418
Tan & 60°C 0.150 0,137 0.121 0.147 0.136
DIN 0} 2 [mm’] 143 151 134 154 136

)02 Eo] A 348585750 ©E MAAE o] 25t= U] 2o

Aol g7 Aol 2 : D -22.6%C, E: -23.67C,
7= 2: -23.5%C, Ul wol 3: -23.87C.

O ofy
ral n:sh

7S uF 53] A3,485,8575.0] A ule} e 1x} oWl MAAES AT Blastal, Hlale] ] 2~E g Al
EAQ(HBU, 60Tl WhEerdd | 60ColA tans ) 12 oAl MEAAE o]l ggozmn MAEA gert. QLA
M2(4 mol M2/48Z Dol th3k JRAIAD S FoksFol & AAd E(1.08 ml
M3/ AN AN A F& AR E4 ¢ Yk, AE D 2 Eol digk 7[A1™ 54 (Mod 300-Mod 100, et A2lE,
1 )2 Hlale] 33 FdalTt.

g Be #%, dxdg4s 54
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#* 8
stet=E AR 3
P R Z Comp. Ex 4

ML1+4 100°C o} 72.2 128.3 76.4 66.1
Mod300-Mod100 /MPa 8.7 98 10.3 82
Tensile strength /MPa 21.1 16.0 19.6 18.8
HBU /°C 112.1 106.9 103.5 115.1
60Tl A whed /g 61.1 61.6 62,2 60.7
Tan § -10°C 0.642 0.728 0.733 0.622
Tan § 0°C 0.404 0.455 0.422 0.403
Tan § 60°C 0.124 0.110 0.095 0.132
DIN o} 2 [mm*] 127 115 108 115

=gtdlel 87 Ho] &5: P: -22.9T, R: -20.4T, vl o : -22.3T.

Hmo 4 =4d4ddcz A4 Zlset 7l 52HH SSBR 53 A== B (SPRINTAN) (A ®H)
SLR 4602-Schkopau

NAA S g8, ME 7 2 53] ME P % Z=rh vlae 420 o] 538 whd | ME RS o ¢ Ut
& A AEE YERdT. dg &8 eolold diE e 75 A 54l 452 F Advke s T 7 >
R > P > nlale] 49] Ao uhg} vlale] 4o uls] AMZ P, R 2 Zo dial] s]zH A~ 54 BU, 60Tl uk
e, 60CAIA tans)el /HAE T DIN whRe] 34 %F AAF HolA, 5 47k AEE U ez &

FAAEA SEBAS ol§% AY:

Z9
EE de 1.
P R Z Hl wol 4
MLI+4 100°C o} 2.2 131.1 91.6"Y 63.4
CML1+4 86.2 120.6 96.9 75.7
Mod300-Mod100 /MPa 82 9.3 8.2 8.3
AFHd = /MPa 19.9 18.8 19.0 19.2

HBU /°C 98.4 94.9 96.9 99.6
B0Toll A ¥hetd /g 587 59.2 58.5 60.2
Tan 8 -10°C 1.269 1.443 1.379 1.240
Tan § 0°C 0.680 0.839 0.804 0.703
Tan & 60°C 0.139 0.122 0.138 0.170
DIN 02 [mm%] 164 172 163 162

A 939 Pol @E xol e MLIvAE FA S0 wel, 8o #Z 29

ML1+4E 6% Fol F@stdch(= 15 MuThE 24 H),

Hno 4=4¢dacz 94 71538 715355 $SBR 52 A~ =B (SPRINTAH) (4 EW) SLR

CMLell o8] Wrd== 7k AsS Hlate] 4o digh AZ poll disf ozt tf =xAoln, 7 9 53 RS A7 4
Ao Ee OL #e 7HAsd, ol &84 15 T34 45a8S ustdt. 7AA 54 dF A= Y
Mod300-Mod1002 =& AZo] sl &€& Aok, 60Col|A HBU 2 whebd o= gA|s = 3|2 A~ 54
S RE AZ s Sdg v, 60CelA tans = oFKE AH I, F, vlale] 49] Hls] HE P, R B Xell of
al, 53 AZ Rel dis) AdAT. P, R 2 Zol dis] 60CelA B W& tansol 710k, aw FE A
Efojojo} Zhe A gdofol A o dd = vk, DIN whEE RE AEe] dia) dEs Asta, =, Webde A
= P, R & 7oA ofsteA] St
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Adg7t S8 s 3 F5E

A1 2 A

SSBR 80
2 A~ 1,4-Zg HElcto] ol (R} (BUNA) (4 BEH) A~ 132-Schkopau,

Toldote ExA 2 A A4l sl Trinseo Deutschland GmbH) 20
FA d27H(EEC4 7000GR, oHBL]3 Qg AER =) 30
A=2(5175, HA(EgoloSAdd =28 )rtoldm, ofBL3 Qg AED X) 6.9
AHol=2A (RO A A Dol sl(Cognis GmbH) ) 1.0
2EZH YAMFHE2 6 PPD [N-(1,3-tholH2 H =) -N'-HY-1,4-5 YATtolojRl], F22 (Duslo)) 2.0
dsjoled (2" 22N = AdusH 2.5
2F HS dA(QlHE~ 6b4, A
gol Hol Holil2 Al sl ( Rhein Chemie Rheinau GmbH) ) 1.5
oAl (TDAE 2%, HlHI™ (VivaTec)500, o4l Q4= =& KG(Hansen & Rosenthal KG)) 7
2 (vl ot (Solvay AG) ) ' 14
XA (TBBS, Neterr- B2l —2-wl zejojZ=| d=otnjol =, el 3n] =Holuts Adulst) 135
DPG (rtlol s oW, 714 E D(Vulkacit D), THAl~ of7A) 1.5
7HE B BgEd UH EF £52

Al ZF 7H

SSBR 100
IRB 8 50.0
~Hol2 & (2 a1~ HAH5}) 1.5
ASHA (TDAE 2, HB}=l500, $H4l HE = A= KG) 15.0
g (&uo] olA) 1.75
Z A A (TBBS, N-tert- § 2 —z-MzElotEdotntol =, #H21 o] #Holuks HAHaH 1.0
Al S Hl—%

2 Foll 27143

HEWLETT PACKARD HP 11002 o]-&3}o] SEC/RIo| ol&f Ex}eF B4& 33tct. & THFS
ok & FE5S 1.0me/ ek, 100mee] FEA & 3] 4 Al 353l
ZE gl wHe] 7igtate] EAFS A Sl ALtsila A}, SEC/RIS}
SEC/MALLS=H-H ] &A= 7ke] ©] x7]9] Rlw=RE fFed QAAE Uromsn A #2ZF(SSBR #4H3) <=
A7 ot AR B2 FEA 2 E(zEeld 2 FEroldl shEF)o] <&l 21% E 25% ERoldS
AU SSBRell thafl <1AF 1.527F AFEE 4= itk 0% 2Elo]dl S XU SBRell thsfl Q1AF 1.847F AFEE 4= <)
o}, 16% Z~Efold& A& SSBRAl wial] 1A 1.560] AM&E 4 Art. 45% ~ERoldllS AU & SSBRel dial] <13k
1.410] A€ 5 it}

Q,

Smm BBO ZEH A BFEFH o] =ul A~ (BRUKER Avance) 400 Aol Al NMR-E338+S aatgict. &0, F35 2 &
=5 EA49Y dlolgelA AlFgit),

12
Lot
i,
o

wbatol A ZAE F

—

R-2H3E AHgstel vl g 0 ~epeldl FHE A

v
dlo
Lo

27 sfell DSC Q20005 ©]&sto] e Ho] 25 AAs3ItH:

oy
of

D ooiEF 10 WA 12mg

©Alu/S

2]
113
oo

7

rlo
K
k2
RS

©(-140...80)TC

N
iieA
I
ki

© ZbzF 20 K/& 5 K/ &
S T Ry

© 20ml Ar/-

o H oL

NoOX N

2

= N B
2

Lo Az

Holw 18] Z4sketh. S4€ 28 7hd AL TIBh A2 kD DAL gl frel ol

fo N

e to,

o

oxl
Lo
32
u)

DR

AatEsly] s ZE7F gl A f5 AR 2000 E)E ©]&-38ke] ASTM D 5289-950] wh2 H]-7}
& SASIAT. 160TA 950l ofsf, 53] 4= B e Alge] dis Ad 27 7hR

ot oM
ol [t
10 oX,
o
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sk, 160TCoA T95+55-o] ol&] FH-& 718 estd . Zwick Z010 “gollA ASTM D 4129 we} 1%
2 =&}, DIN vF=E DIN 53516(1987-06-01)l whel At o] AX AASIM D 2240)
(IS0 4662)2 0C, RT 2 60TColA SH3AT. T3 2Hzoll A 0.2%2] 45 54 WIS 183t

1 HE
)
&

1
g

k1
N
~

25°CollA ToA Yo A AAHA

80

78
76 i?’d

é‘ 74 \F

E{’ 72 e
':EO

L 4

70
TH 68
T 66
A 64

62

60 T T T T T T 1
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