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___________ - o
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Ammoniummolybdatlésung: 2.00g Ce(Si4H0O, 4.Dg (NH)sM070244H0,
20.0 mL konz. E5Q, 200mL demineralisierteshO.

Anisaldehydl6sung: 12.8mL p-Anisaldehyd, 4@mL Eisessig, 13r8L
konz. HSQ, 440mL EOH

Kaliumpermanganatlésung: 9.00g KMnQ, 12.6g kCQ, 150 mLag. NaOHL6sung
(5%ig), 900nL demineralisiertesiO.

Ninhydriddsung: 300mgNinhydrin,200mLAceton
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p-TsOH-H,O

Br” " OH o Br” " OTHP
2v12
3.36 0°C,4h 3.37

3.38 DHP

85%
{ OKSWY I OKNGT dzy3d RS& dINRCNNBY ! f12K2f a

9a WZ2LANLSE S NEEY BIESHERS LK Y AL HE gRE BS/ND A Y Rdzy 3
DI NR A SYli 5AEBGNRS | | 2 2 Y 8 yYRpaME/Ra AS/T {{IOK S Y |

R! 1) KOH R?
Br 1 DMSO, RT, 5 min Br l
R2 OH Br OTHP R2 0" 0THP
3.27
DMSO, RT, 19 h

a)R'=R2?=H, 3.39 a) 3.31 (quant.)
b) R1 — H, RZ — CH3, 3.40 b) 3.32 (quant.)
c) R! = R? = CHj, 3.41 ¢) 3.3 (90%)
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Et,0, -78 °C zu RT 4/\
19h-2d
3.31-3.35 3.45 3.46
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E I\I/Ies F I\I/Ies
_Si Ssi
Mes \©\ Mes
07 >"oTHP 07" 0THP
3.14b (55%) 3.15b (43%)(2.c]

3 < <
P, e L0,

3.16a (54%)) 3.47a (78%) 3.48a (84%)!
M M
e R
" \©\/ " \©\/\
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XBr 37% (Uber 2 Schritte) SI/X
3) BF5-OFEt, F F
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Eintrag t [h] Integralwert Anteil Fluorid Anteil SiIFA
Hydrolyseprodukt lon [%] Verbindung3.47a[%]

1 0 0 0 100

2 1 0.01 0.99 99.01
3 3 0.02 1.96 98.04
4 5 0.02 1.96 98.04
5 7 0.03 291 97.09
6 9 0.03 2.91 97.09
7 11 0.04 3.85 96.15
8 13 0.04 3.85 96.15
9 16 0.06 5.66 94.34
10 20 0.09 8.26 91.74
11 24 0.14 12.28 87.72
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" Et,0 "
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2) TMSCI T™S
48 Et,0 4.35
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2) tBu,SiF, 2.27
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Sulfolan
CI cl 90 °C, 3d
4.46 83% 4.47
Br Br TrCl
MeNH, (in MeOH) _ Et3
Br N
MeOH, RT, 20 h H CHZCIZ
oG mRT
4.48 4.34
quant.
1) nBuLi
THF, —-78°C, 3 h
2) 4.47 oder iPry,SiHCI
THF, -78 °C zu RT
28-29 h
[:::I:/ﬁv- [r(cod)OMe], =S TFA S
Si -~ D — T
/&j/ THF, RT NH  CH,Cl, RT N7
1d I 5 min I
4.29 4.51a, X =F (-) 4.50a, X = F (60%)
4.51b, X = H (61%) 4.50b, X = H (73%)
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