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CHBH, 5o w3t AEsE YeERH] gkgkem ti2F 100ppmollA] BT,

£ 6 B owdel 2t E ue fehjome] nasolseels wWawal Fue seg Ssel e
7

1] mE ANdelA, AaE ofzaseld AAGRoN, AgHE Sul UEFDR WA e SH

= At 3A BAANA ARl HAxA Z T
obglell A FAdE EE WEEA AES 300MHze F3broll Al "Bruker DRX 300" &3AIE AR 22T &%

2} 5
o A dg-THFol Al H NMR gomn 27tz HE iy nazi naslo|mglols Eol A ARy B2

n:E fu
M
1
ob

Lol 71 XA 34 7]

1= AN A FEF ztzte] TEEA] MATRE HNR 2 C NR 7E2 =439 o) &, I

[*]

MR 7%l A 400MHz, € MR 71®ol A% 100.6MHz2] F3}4=0]4] "Bruker DRX 400" R37S Ap&&ch, 2~
HETLS 363K %04 5mm "QNP' TR B E ALE3ste] 58St HESESZ 2 E /3 T 2 A (84 8]
21 $u=A AT

1) £ &3 m=2+ 334 [Me,SiFluNd(BH).Li(THF) 1,9 dEtUol= BZ3dtol=gol= WEzA {3 2
1¢] 94

a) 3 MesSiFluLir®l 9(e71A4, Me ® Flue zHzh wWid 2§ 2 A#HA G2 EFdd 2F0thS
e SESFTE A1 092 73150 Z]AlE npe} 3Ee] dskal

ol 918, A1 SANA, 3 Me,Si(Cill),2l FES AN, o1& F

2SPHEF 18mmols THROIA WAl Fatel] wnbalict.  o]olA, Cl.SiMe, 8.

, FEE 898 F9 2mA 347 So wwkEih. 1%, THRY] dR-E

] Ae 7}#5‘—6}11\]711, NHCl 323 8oz Fatd FE38k3

o]

okl xR 5, HFTH R 515 MepSi(Cially)®

371 f18l, CisHip 18mmol

Imol& 7] &= 7+

N
jﬂ
e
i
il
o
S
@
2
X
™

%, 3182 MesSi(Cislly)»d 3F3HE 4.4mmol@ BuLi 13mmolS F9 2Fo|A ¥ EFql
TollA 3AIZE & wkskdel. 8182 MesSiFluslin®] o2 o]Foj7 HAFo] ¢£5FH, o|F #eoz A

43 gg Agaol AxAA

b4

b) F7F=, 332 Nd(BH))s(THF);¢] dYlot)E HESlo|tdgloltE EF[FX: the paper by S. M.

Cendrowski-Guillaume, G. Le Gland, M. Nierlich and M. Ephritikhine, Organometallics, 2000, 19,
5654-56601¢ 7] A1E nle} o] dAdstdct.

o) olold, ¥ wud mai A% 19 thee] wyow dAsslt.

tolg A El2 7omlell &3 32 MeSiFlusLi® ¢ 515mg(1.3mmol)S F9 XA tlod oEl2 75ml9
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[0085]

[0086]

[0087]

[0088]

[0089]

[0090]

[0091]

[0092]

[0093]

[0094]

[0095]

[0096]

[0097]
[0098]
[0099]

[0100]

[0101]

=50l 10-1473202

on

NG F9 2moA] 1247 FoF Wk}

58 & 2t o#d vy, 5E odE T &A0] 12hnlE HEE F
ZA ALY, olojA, FE 200ml S wWHFSPEA 7159k, #xtd FEo] Rolw, wuke Fdslg)

12717F ek AA A7 Fofl & Al A (360mg, 0.56mmol)o] &A= ATt

wabA], o] WS F9 LxoA, B2 [Me,SiFluNd(BHy).Li(THF) 1,9 £ @] w2s Yoy A= 1S
Agshe, ole] gjd kAol & 1o A Q). o]gdt FAE 12 45% FEE HEA FEE =
=

= o] o]gj3t AR E & 37 4 W AHRE B2 14 LAE vle} go] XA 3 ¢ " NMRE E 4353

21 =
Az}, 53] o]gd dAHo] @il AxF Al=Hd wel wjdE o] 9SS HolFEr)
X4 34 3 2 & o 93] EAgste e} o], 348k [Me,SiFluNd(BH.).Li(THF) 9] 2 e w2 &

A% 18 o)A ez =AW

12 o] = A )L 1279.10g.mol o]tk H NR BAom A2 19 7z= stelstdon . = 1o bs) o}

O

(ds-THF, 22°C): 97.5 ppm, 8H, BH,;; 13.15 ppm, 6H, Si(CHs)s; 5 ppm, 4H, Flu; -2.35 ppm, 2#4H, Flu.

2) 384 [Me,SiFluINdCl19] @ehtol= E223 Hg=z4 F3o A3 7|& "gxz" FE 29 F4

THF 50mlell &-30% Me,SiFlusLi, 1090mg(2.8mmol)S 9 =%=ellA THF 100ml 59 NdCls 620mg(2.5mmol) o] &
o] QATHNdCl; FErN2 Aol 12413 g9k ghFstel 7hdsigleh). E9Es 1243 &9t 7A1Z v,
eilE SEAAY. AdEs EFAeR FEsta, 9= el gd AAse. s SR T

Aol 566.27g/mol2l &3H [MesSiFluINdCle) ZRZ(p-tidae) ) 2(n -2 g d)v ot Eel =

i

ZFE 1390mg(2.4mmol)¢] 5

T A 1R 2 S oﬂ‘ﬂﬁiﬁ} TE}EMA TTe fldl A TSR FESER I ("BONAG"
=24 opdd) A ARgsklt Zul/Nd 2 = W5 1.9 WX 1042 WA71EA FFu] "BOMAG" ]
o8 deete HE 1 Ee 29 AW w@‘r% TATOEA A7) Hvf Al=gl 1A 2(#4 w age whE
BdET)E Azslew, o 243k A e Ao

- Al® 3-1, 3-2, 3-3 % 3-69 A5 15%

- AlE 349 A 122031

- AlF 3-59] A 1Rt

T3 250ml ] frE WhE] FellA 80T9 &% B dbare] W sl I 200mlel A =ayagich. W
Al 30%e] FEHH S Edehs 7k Ed=e] FHRE vidd =Sttt



[0102]

[0103]

[0104]

[0105]

[0106]
[0107]

[0108]

[0109]

[0110]

[0111]

SSS0dl 10-1473202

g Aol Aart sk7] & 1 WA 3ol AlAE o] St

#£ 1
2% =2
N4 1z e Nd] Mgl | Mgl %;%?HM A}:L}
(mg) | (umoll") |(pmoll’) | Nd] | FFw(g) | ()
3-1 1 10.0 78 266 3.4 1.10 60
3-2 1 26.9 210 1064 5.1 11.00 180
3-3 1 131 102 1064 10.4 7.5 180
3-4 1 13.0 102 1064 10.4 7.8 180
3-5 1 27.7 217 418 1.9 12.6 180
36 | 2(HED)| 33.0 194 388 2 8.50 240
=z 2
e 84 2 FFTEAY rlazFz
24 24 Mn Tg
@ @mol’h) | (gg'h™) | (gmol) PI C)
31 70 500 110 50 800 2.59 -40.2
32 87300 136 46150 1.60 -36.0
3-3 122 550 191 33300 1.68 353
3-4 127 450 200 37 400 1.69 -37.1
3-5 96 800 152 74 850 1.54 -33.0
3-6 (W=D 36 500 64 110 000 2.30 -37.0

-1 -1l N7 = = = SLZE) S =
3714, gmol .h H g.g .h 2 ¥HdE AHL FE 24 (A7 ¢F) 2 ARG F£5H FFEA ¢FE YE
=

e, wheba] ZHE 19 29] FHuf 24 ARE e

X3

FZEA vATZ ¥c MR SA 5}

g | THHAES | 14EAE I | 128 | 12 el SR AL AT
E%) (E%) (E%) (E%)
32 26.7 31.8 35.2 33.0
33 28.0 32.3 38.9 28.8
34 284 32.1 38.8 29.1
35 25.3 31.9 31.9 36.1
3-6(d=) 19.3 1289 27.9 432

= 2% olFA st Az® dgd/FEdd FEFAAA L RETdd @)
7fefroltt,

20 W]Fo] E w), 2 @go] wEi geho] = EiﬂﬂEﬂME el e 18,
d gAsEwW, "HaEt A2 ongE 94 o 5 v BH(g.g .h S HEITE ol
detpol= FRAs) Mgzl f3o "t FE(AY 3-6 )3 wuste] Aoz 2uf o
3] o] (A1F 3-3 2 3-4 FHx)d o2},

Lo

A]lel dis

2
i,
N
ofN
(b
o
1o,

e
aY)
o
b
k)
o
L

2L
o
ol
o
H
> O,
L

o
o
2
L2 o

® 30] wlFo] B ow, X oUye] mEi A% 1& FEUdonyE AME welv} 250 2ue] BRow EAs
3 RErdo s 44T w9l 1,2-Al0| 22t AT 25% o4, AXo} 30% ol 4] WlaH & mako
2 @ Tgele dgd/RENd FERAT 458 4 2o AW,

upgha, B oulgo] w2 A 3-41 1,2-Ato]EF RS AT 29,195 T3 FEUQdoziE AHE G
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[0112]

[0113]

[0114]

[0115]

[0116]

[0117]

[0118]

[0119]
[0120]

SSS0dl 10-1473202

el vaA 2 g @ BARE(70,000g/mol 23S 5T USS BojEd

1 3 AR(EL 42 = 10bar)
T AR 192 A4S g FEde 3R A8 U Mg FEUNd g B uF 2= 3ol
A3} FEm 2 A "BOMAG"eF A ARESEAATE. 1568 EQF FFwl "BOMAG'el o) F-SEhe 2
3FA]

= = A=
Sajste] Z17ke) Zul A28 1% 2247 X we] wE B RS Axsth,

=

TELS 2HQlg A o e 14 FE 937] HollA 80T % 10bare] & oA EF4 600ml ol A
TR, FF T EE T FEHAde £&E wHEA7|HA FEYd 2 oojedl JE2A (22 "Bd" 2
BRI E vl =gl
treksk Ald ol At a47] ® 4 WA 60 AAEH ] Tt
H 4
% x4
Ng | me | ¥E [Nd) Bd E :Ei FERAN g gp
(mg) (umol.I'") | (g) (2 E’%t)' =% w(g) =
4-1 1 33.3 87 8.1 [24.95| 144 25.6 1h 00
4-2 1 34.0 88 22.6 |2435| 325 31.7 2h 45
43 2(9=23) 220 65 8 |=25] =14 5.9 3h 00
4-4 |2 (g=2) 472 138 18 | =25[=30 15.8 2h 20
F 5
&9 84 9 FFHAY vz
A g—x—] Mn T
X =75 3 g
149 @mol'h) | (eg'h?) | (zmol®) PI ©0)
4-1 492 300 769 297 000 3.16 -36.0
42 217 500 339 281 000 1.92 -45.6
4-3 (HZF)| 50400 89 378 600 2.8 432
4-4 (HZD)| 81600 143 70 700 2.0 45.7
o 7)1, g.mol 2 247 gF) A 5E FFEAY g E UE

R g.gil.hili rde Adge A
Ui, w2k 2E 1 2 29 v @49 AuE FAge).

X6
FFHAS mATZ HNR 543
a [FFEE | T2 | iesas | Ay | paeEsas
Bd (E%) (ED/) 23 (E%) (E%) A (=%
4-1 14.4 12.9 25.3 39.6 35.1
42 32.5 30.8 29.6 50.3 20.2
4-3
=14 20 267 44.5 28.8
(HEF)
"y =30 304 27.8 53.5 18.7
(t‘H}_E‘) 0 . . .

Eo nzaolsdels Wgad 38 18, A9 FHud o
e Fu) B4(gg b ) eItk Zle] ek, olzle
FE(AIE 4-3 9 4-4 )3 vlaiste] 2uf o4, AlA]o] 4w)

3E 5ol MlFo] & wj, ¥ o] wEi= YEhje]
3 dAstEY, "gEa" FE 2HtE 44 o
dehtol= st wgzAl 3o "t

D
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[0121]

[0122]

[0123]

[0124]

[0125]

[0126]

[0127]

[0128]

[0129]

[0130]
[0131]

[0132]

[0133]

[0134]

S=S0dl 10-1473202

o] H(A1E 401 F 4-2 Fx)o] o] &},

E 6ol WMo} % ow, B owne] mei AR 1& Feddoyy 448 997 106 23, A0 308 23}
o BRom EASD 1,2-At|FEAN AL 208 23, AA0) 308 xvbe] wwA e Byosw I XY
= g/ FETd FEGAS 25 5 Aol Aei)

hya
Adtol A FRE AF 4404 AFE PP HE 20] dhE)AE ©x] 143g.g b <ld W] AFEE ZHE 10

A= 339g.g b o] Euj BHOR AxFT}.

EF, AAE Ng FEUNG A2 B A2 4eIHE AEE e (10bar) FIHL B LW AE 17 stiF

Al 4-49] FrAkgk 2dstelA "giET" ZE 2(70,700g/mol)oll E AlTEHE ARG A Y & = AP

Mn(281,000g/mol ZIHE AlF 4-204 58 FFFAd Fod 5 AA o

AEHog, B ddgo wmaZE dEhjol=o] nEslo|mgoln HEgwal 2AE 12 u$ w2 v A4S zhe

1,2-Alo] 2282 S YEhl= odels)l Felgde] F3EAE AZE = don, oA F{l2lo] ofi= oA
A

AFA FAD A% Mg &

dgd@lel F3e 98 4dst THmEA PPl ("BONAG ek oF eI A A8 18 ARl
= & B3 NS 15T 0® §tal Mg T5M/Nd FE = WS 10,42 dto] T
ofa Hi 19 A BAsE FATFoRA AxT.

AZAIZL F, Mn = 7700g.mol o)L ThHEAE A5=(PI) = 1.98%1 Zejdlg#l 7.1g0] 5Htt
e EY = N | [Mg] | [Me] | @5FTAL | A
(mg) | (wmollM) | (umol1M) | /INd] |  FFw@ | ()
5-1 1 13.1 102 1065 10.4 7.1 25

B ouhge] mEl grhjolme] masfoltielm WgEal HE 1o Auk wEujo] s LZAsHw,
831,900g.mol .h ] Zu) e e},

6) 5_}6——]1')—‘] MGZSiFlu'sz(BHOzLi(°ﬂEﬂ§-)3(F1u'= 2,7_tBu2013H6)-°4 H %‘%‘"ﬂ tq'g-—E %ﬂ-l—]-O]EPJ Ei‘é‘]—o]l—‘;\?}
o= WgzA #39 FE 39 ¥A

a) 332 [MeSiFlu'z]Lix(THF),O & FAdataivk(Me # Flu's 242 Wld 25 % 2,7-1(3F FEEFY
d =)o)},

ol glall, Al WA, A [2,7-BuCul;l[Li]e 3FES FASATH.  Buli & 17.8ml(1.6M,
28.4mmo1) S EZA(50m1) 29 2,7- BuCialls(7.54g, 27.1mmol)e] &olo] @}, BIEL F9| LA 15
2AIZE B 60CE HA 3T, AAE AE ofFe] o] 3FEelth. o]efA,
[2,7- BU2C13H7][L1]% gdeto 2 Mg g, JFslo] A=A ZATH(5.88g, 76%).

A 7F Zol muk

il gul

e
v}
e
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[0135]

[0136]

[0137]

[0138]

[0139]

[0140]

[0141]

[0142]

[0143]

[0144]

[0145]

[0146]

=50l 10-1473202

oin

[2,7- BuCill;1[Li] 3.64g(12.8mmol)S THF(150ml)ell SaA 7. |4 -50T2 WA TGS, SiMell, S
7Fet (6. 4mmol) . EFHES T =2 HA 3 vhg, 1547 FF etk THRE A7 v A4

BS E3q 5mlE FESPT. /W2 ZUAA, S5 Ne,Si(2,7-Bulull),ol Ho]X A nAE
59T, ololA, BHEFA] Me,Si(2,7- BuCily)oe) SRS THF 5omlol R4 AT, S8 0T WZAR
T}2, BuLi £9(1.6M, 12.8mmol) 8.0ml= 7}8ttt. EFES F9 252 HA 3 S, 1547 FoF uukst

Ak, THFE ZF9A7]3, AAHES B7e detow AHEgr. 8384 [MesSi(2,7- BuCuslls)2ILio(THF),9] o]

ZF 9 4.8g0] F5ETHITR).
WAREL G NRE EAsFEFon | o9 BERAL [Me,Si(2,7- BusCiaty)o Lio(THR), (MW = 769.10 g.mol
ot}

' NMR (ds-THF, 227C): 0.96 ppm (s, 6H, SiMez); 1.39 ppm (s, 36H, t-Bu); 1.78 2 3.62 ppm (m, 2#8H,

2%THF); 6.65 ppm (d, J = 8 Hz, 4, Flull); 7.78 ppm (d, J = 8 Hz, 4H, Flull); 8.02 ppm (s, 4H, Flull).

b) F7I=, 38k Nd(BH);(THF);9] dlevlfE H=Eslol=glo]l=g FH[F=: the paper by S. M.

Cendrowski-Guillaune, G. Le Gland, M. Nierlich and M. Ephritikhine, Organometallics, 2000, 19,
5654-566011 7] A1E nle} o] A5},

¢) ¥ atge a2t 3FgE 38 g Wyor Atk

ATk, H2A AHFEo] FEHTE. olojA, o JdHEZ(17m)E H/EY. 59 £98 o3 g
oJdle = 2-o] gk 7oplE HEE F2AZTHEES B9 oloJA], FEr 75ml S wHbelHA spEtl, W
e Sustal, 898 AHAAZY., oAy g, AAo] FAHT., NS AAS L, AFS A wlg- &
NP AZXE Fyr. AAHI EFgE uA] FFE] 5HTH2.45g)

wElA | A7) WSS Fo no A, B [Me,Si(Flu') .Nd(BH).Li(oE12),]9 2 2o w2 yorF =
E 32 XS, ol FuE F&ao] & 6o mAIE U},

ZHE 39 PAALS & 7 9 & 8 EAE ule} o] XA 3dE EAFEgoH, Ay EHEL E3 AAo)
A A A" wel wjdE o] 8-S Bk, B g w2s ZE 32 FUiE gGEA dEE &4
i, w9l Azl F e A Hom HYAH AES L3,

ole] & A M2 729 oH= AL THF, tdld olH2Z Ei o5 F 74X EFEAA ] wt 1008 Ul

2] 1012g.mol o]t}

7 AL FTH AE

ey FEde] gEde As EF FHviEA FESYrtadla("BOMAG Eta ofFEhH I d A= 3=
AT RS AR 7-1 WA 7-500 dis] 28 A3k 15w e dtal Mg ¥ Evi/Nd 2E & HlE 5E S
of vl "BOMAG"Ol ofal & 35 Abd 2o mN Zuf AlAE 35 Al

st

T3 250m1 9] F2] whE7] SlA 80T
ol 200mlell A S=aFapgick.  @FAE 10, 20
o}

lo

rfo
U
2)

2 dbar EE AP 759 AS
1 30% FETAS EFEs Ths

2,
rr
o

o

)

=
o,
B gy
i)
i
i
=2
2
e m}m

== I
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[0147]

[0148]

[0149]

[0150]
[0151]

[0152]
[0153]
[0154]
[0155]

[0156]

[0157]
[0158]

[0159]

SSS0dl 10-1473202

A" A L) T, 8015 97 % WA RS FU9 O, duesyy 1904 TERAE S5
gk AXAN 5, FF w) THAV F5E
X7
=% 23&EE 3)
g | FE | @ | Mg |23 a%p | 3EwA | 5w
(mg) | (umoll) | (umoll) | L3 | (ban) | FFwle) | A
7-1 50.0 247 1235 30 2.8 7.61 4h 00
7-2 49.6 246 1230 30 2.7 7.66 4h 00
7-3 544 269 1345 20 4 9.74 2h 10
7-4 51.8 256 1280 10- 4 9.19 1h 40
7-5 55.0 272 1370 10 2 8.90 6h 20
x 8
Z#E 39 84 2 FTHAY rla=T=
24 @4 Mn Tg
A
1% @mol'i) | (gg’h") | (zmoll) Pl ©C)
7-1 38 400 38 31 600 1.69 -28.3
7-2 38 900 39 29 550 1.50 -28.2
7-3 83300 82 26 950 1.52 -35.7
7-4 107 300 106 11 885 1.65 -33.6
7-5 25750 26 1 600 1.56 -
x9

EZ2EA 9 mAFze ¢ MR =43

ZFEZ9| 23T | 14Ed2| 12 [T12Cy|c12Cy] 1,4Cy
Alg | Bd &9 %9 Bd 2% ag a3 2% | 2%
E% |FAE® | (Ew» EW|(E% | (E% | (E%
7-1 30 32.1 21.5 575 | 19.0 1.9 *
7-3 20 21.6 19.2 32.8 | 343 42 9.6
7-4 10 12.8 17.5 202 | 419 55 14.7
7-5 10 10.2 25.4 76 | 459 52 15.9

3 4 g9k, 1,4-Alo]E 2 o

%
0,
o
N
e

T-1,2-CyE 3F3A| 9] EdA-1,2-Al0] 223 9| E ojn|sir),
C-1,2-Cyw= FFTA A Al=-1,2-Ale] S 24 91 E ofn| s},

1,4-Cye 35FA M 1, 4-Ate] 2L G915 or|gint.
a

QL'
Q
&
T
v )
I ol
o
%
__)tl‘ll
rir
J—‘
\3
S
>,
o
|
il
1
2
SE,
—
[y
S
>,
o
|
il
i)
2
oft
=
o
ilh)
]
o
e
oot
QL'
rir
dr
uy
iuf
@,

XA FA 7&d 9% & wdd] gat dehjoze] maolmols Hani e A

XA 3d] g3k B2 150K 2ol agtutolE wralsl X (3 0.71069A)7F A€ MoKa EEUS A
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[0160]

[0161]

[0162]

[0163]

[0164]

[0165]

[0166]

SS50dl 10-1473202

= di7lskel S2BRurxoA 22 HEY YHAZ A FHE-NAZY, Hampton Research)
Fo tHES AWEtal "Bruker AXS"EF-E] 9] "KappaCCD" 3 AAZ AL&3to] EA81S

Ka 3gelld ¢ 2 o 27198 28 "Collect" RAZELOIE AFE3IY] 150K A
15 SFstal, "Denzo-SMN" Z &I 7R & AFE3st] =] AV]E 7Tkt

"SIR97" x 21 F3& ZrZ[the paper by A. Altomare, M.C. Burla, M. Camalli, G. Cascarano, C.
Giacovazzo, A. Guagliardi, A.G.G. Moliterni, G. Polidori and R. Spagna, "SIR97, An integrated
package of computer programs for the solution and refinement of crystal structures using single

crystal data"] 2

"SHELXL" Z=27131& AMEst HA Aln 4Est, +3 3x[the paper by G.M. Sheldrick: SHELXL-97,

pud

Universitat Gottingen, Gottingen, Germany, 1997].

AeA dlo|elr} ot kel Qofwo] Qlith:
defrtol =] WESlol=gtolE HazAl A& 19 AATHA dolet
A2 C,,H,,B,LINdOSi
A 639.51 g/mol
AA oux B8
A4 8] X4 (mm) 0.22x0.22x0.18
AR A ThA}A]
;| [) e -3 P2,/c
a(A) 10.4230(10)
b(A) 14.5290(10)
cA) 19.5760(10)
a(®) 90.00
BC) 100.8500(10)
() 90.00
V(APT) 2911.5(4)
Z 4
d(g-cmP™) 1.459
F(000) 1300
p(cmP™) 1.848
FTERA HE] 27]%3; 0.6866 min, 0.7321 & of
A48 FEA "KappaCCD"
XA F54d MoKa
MA) 0.71069
A5l A Ietmio|E
T (K) 150.0(1)
2Y 2= Phi ¥ omega 27}
PEE 30.02
"HKL" 3 $) -14 14;-18 20; -27 27
BRI 13551
EE535kdolH 8443
"Rint" 0.0192
ALE 5 ghAL 6770
71& 1>201)
4ds &3 Fsqd
TEEA =%
A2 sd mgr g 373
WAL/ s e E 18
wR2 0.0841
R1 0.0317
ZFa b 0.0454; 0.0000
GoF 1.033
3 2/F 7o) (e AP 1.747(0.094)/-0.901(0.094)
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[0167]
[0168]

[0169]

[0170]
[0171]
[0172]
[0173]
[0174]

[0175]

[0176]

[0177]

[0178]

[0179]

[0180]

[0181]

[0182]

[0183]
[0184]
[0185]
[0186]
[0187]

[0188]

S==5| 10-1473202

B

2:

1

TEZEA Y YA wiA Z=rlEH I 95 A

a) 7% 2ZoA HEZ S| =2 FH(THR) ol 74l FF A 49, THFolA 4A] viAl Z2rtE 1w
o8 B AFS =AUt WIS Inl.min o GEolA "Waters 717" 397] 2 "Waters 515 HPLC" HIZ
Abg-5te] d#e] "Zn R etEe] = (Polymer Laboratories)" A# o] FA&AT}.

45CE Abs 2% 4" Ao wjxd olH g dde] A thaa geol A"
- 1709] onAH: PL Gel 5um,

- 2719 A7 PL Gel 5um &3} C,

- 1709 A« PL Gel 5um 500A .

AEe aters 410" FHAG Agatol AAlselt.

a%g Hasen.

Al e oA ul, SECE FA e B Ry E mols 4 gtk BEQ AVEORRE Zuwaio]
doldt ¢ Hat AR R FF W BAFME AL 7 lon, vt AeE AN & AT =

b) 9 2% HEZGSIo|E2Fee] 84U FTHAY FS-, 1,2, 4-EZ=2HAdA & dHE 54
oS, 150Cel A nl.min 9] %02 379
¥ "Waters Alliance GPCV 2000" I Zwm}E 1

3tk o]5S WA 7k 271(400h 00, 150T)3HNA E3A 7
"Styragel" AR (2712 "HT6E" A= < 1719 "HT2" AH)o] &zt
gz o FSlakoitt.

AEE "Waters" ZAAE AHE3to] HAAISHIT.

v gEetEg =" os ¥l HEjadd FES AT Ao BAd o8 & AFS A4l

dgAz} Berdde] A AYE e ©@9le] AT T2 CNR S3

He] #&& #3l 400MHzS] F=345=ollA 18]lar Co #5S 98l 100.6MHze] 3}l Al Bruker DRX 400 3%

TAE AHEEte] nEAE NR E3EAE AAET. 1D 2HERS 363K 2EolA 5-mm QNP Z2HE A}
g3l 53U, 20 AFEHS A=, S v g= 73 AH(field gradient)E Zte Fiy ZT2H S

1.1 1

A&+ L H-H A4S 0SY-GS A= ZAAs L, C A¥AS HIQC-GS 2 HMBC-GS Ad=
| 6}31 . HEZHZEZZJAYA(TCE) Y 3 FeZHlA(C 6D6)4 ié; (2/1 &Av)S &wj=A ARESHSITH.
A8 A sE= 10 WA 15%(w/w)olth.  3}3HA o] (6)& W 7IFo 2] EHEHHEAT(INS) S AL
&3t ppm THE AT EC; NS F-Alstel A=, EddAe] FH(S§N4 "PE" = 30.06ppm)o] WH- 7]F2
24 ARE-E

O (
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[0189]
[0190]
[0191]
[0192]
[0193]

[0194]

[0195]

[0196]
[0197]

[0198]

[0199]

[0200]

SS50dl 10-1473202

E: o=l e

B: etriel @9 (AT A= 2ol 7h ]l
T-1,2-Cy: E#l2A-1,2-Alo]ZF 2 th9
C-1,2-Cy: A]l2-1,2-Ato]E 23X ¢H9
1,4-Cy: 1,4-AFo]E= 3k 9

1,2 (V) @ EdA-1.4 (T) 2T e ERA-1,2-Ato] F 232 (T-1,2-Cy) GY=Z2E APE A5 o

{0

1 13 "
to], F3[the paper "Investigation of Ethylene/Butadiene Copolymers Microstructure by H and C NMR":

M.F. Llauro, C. Monnet, F. Barbotin, V. Monteil, R. Spitz, C. Boisson, Macromolecules, 2001, 34,
630418 Fz3loF s},

o]

=

EE 1 FFEA AA RelE Fee) 1,2-Alo] 22 AN Bele) te wad tehled AgE P

( L2-aCy 12-Cy
1,2-(CH)Cy

® 1 Bl 2ApolF R welo] g wae) Hekd o)

40§37 3 (ppm)
T-1,2-aCy 33.96
T-1,2-BCy 27.00
T-1,2-yCy 30.59

T-1,2-0’Cy 32.26
T-1,2-p’Cy 26.66
T-1,2-(CH)Cy 42.01

=]

2 1 Ala-l oAt R dejel tiet '] shehE o F

gao #3 8 (ppm)
C-1,2-aCy 28.14
C-1,2-BCy 2925
C-1,2-yCy
C-1,2-a’Cy 30.50
C-12-p’Cy 2422
C-1,2-(CH)Cy 39.67
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001] =% 2 FEEA AolA B Fejel 1a-Aol 22t wele) dd BaE vrpd A8 2E

% 14-aly
L4-(CH)Cy

[0202]
[0203] E 3 1L A-AlZF 2L G9fel ik gae] ek o]
Ao #3 S (ppm)
1,4-0Cy 37.90
1,4-BCy 27.30
1,4-yCy 30.40
1,4-0’Cy 33.90
1,4-(CH)Cy 38.40
[0204]
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[0205]

[0206]

A4 C5HysB,LiNdO,Si
A 1008.18 g/mol
ZHH 34 BE

Z2A Y X< (mm) 0.20x0.18x0.15
2R 7 AALA

AF o]~ aF P-1

a(k) 16.5340(10)

b(A) 18.0490(10)

) 21.2150(10)

a(®) 75.0600(10)

BC®) 71.0500(10)

() 71.2000(10)
V(APT) 5584.9(5)

z 4

d(g-cmP™) 1.189

F(000) 2100

p(ecmP™) 0.990

FrEEiy D E]2:719; 0.8267 min, 0.8658 max
A& I EA KappaCCD

Xd 354 MoKa

MA) 0.71069

@5 4 de}jol E

TX) 150.0(1)

&g RE Phi & omega 270
6 H 27.48

"HKL" ¥ -2119;-2322;-2722
22 5 ukA} 41244

=53 gl o] 21641

"Rint" 0.0174

ALE-E HAL 14863

7)& 1> 267)

AU 79 Fsqd

TAaYA =%

43t ghepr) g 1025

HEAL/ o} 2} ] E 14

wR2 02107

R1 0.0656

% ab 0.0961; 36.570
GoF 1.024

¥ 2/Z 2ol (e AP) 5.506(0.147)/-3.370(0.147)
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EH
EH]
N THF @O
- |
BH -~ BH /
4 4
//m,,,,Si N di \Nd S /
- BH, By \ iy
~N — 4
T
Q O THF O@Q
E02
14-2d= E 12 E 12-Aol 2294
\$ X
N
EH3
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k1
(N2
N

1
g
O

—— 5002}

— 22836

1
g
()

By ~
7 Bu
CH. BH
N P
cH Si Nd
3 BH,— Li(THF),(Et,0)3 4
N 'Bu
By =
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