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[0115]

[0116]

[0117]

S=50d 10-1706925

olE FAEL I, 53] AEAl Elojojd 1F 2B dit¥oz EAstE g HUHAE X8 = 3l
. dE 29, n%/EAA AFA(filler tie agent), WAL FHA, s JtE ZA4 E=E= 78
oY AA, 7FAA, <F Abs}akA] xﬂ, 3] 2 HFR| xﬂ 3-0 = 91—/\ A= Z= 2] ]

[ A= | R

Z B/EE HSAlE B/Es v Ao e 713‘)% o}i 7?&‘1’—75?}%74] Adrbslole

Ho
N
ol
I
it
oX,
rlo
4
o
Hu
g
5
o
5
z
N
i)Y
t
rlr
> mp
Ay

Byt~ (glovebox) & AHES] &4 ol=3 dj7]shd
= 5449 VS (UEF 4 = BA Al AolAe S/)d

7] &tell ]QDP dE W, A7) A5 2 e YER/HEHE ddA A2 SHE

—3— Al -2 =28 (Sigma-Aldrich), oA &2~ 27bd~(Acros Organics), Z=E=(Strem)

o2
e
o
o,
i
%
o
offt
o
L
oo
m
m
oo
=,

=

bk

BERtol= Ao B4

Nd(BH,)3(THF)3& &3lo] 7]&d HAo] g} AZSFAJTHFZ: S. Cendrowski-Guillaume, M. Nierlich, M.
Lance, M. Ephritikhine, Organometallics, 1998, 17, 786].

s9d fEA9 28 99 B4
L =2-tudoln| =-AA Z-F[K-CHCH—0-Ne;);]12 A

K

N
13.4g°] 92 E-tlWgeln B2l (EE NNt E-0-E2e]e)(M = 135 g.mol ; 99 mmol)< 40mle] 314
I 20ml 9] YolE eH 29 E3E FollA FAAZY. FHE XA, Aishd wslHA, 40mle FEEE
(e T 250 AATh 37 ¥, 199l BuKE olzasll & BEow Uwo] Aztald.
A7) gl slsin A Adel depdth vl A% miat. A ge1g ofvela, 4] B A0S
dato] B2 33 AFITH(3x40ml). FFst ARAZ T A7) TAE ARSI T ZFsto] WA thA] A
1

A7, cEE-rudoln] A 259 A Rl 14 99S FETHEE = 80%). H NWR (THF-d', 22
T): & =2.03 2 2.57(2x1H, s, KCHy-), 2.67 (s, 6H, -NMey), 5.11 (t, 1H, Jug= 7 Hz, = CH), 6.04

(d, W, Jyy= 7 Hz, W& C), 6.16 (t, W, Jyy= 7 Hz, WFH (), 6.26 (t, WM, Jyu= 7 Hz, FFF
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[0118]

[0119]
[0120]

[0121]

[0122]

[0123]
[0124]

[0125]

[0126]

[0127]

S=50dl 10-1706925

LEE-HSAANE 2F9 A

K

/

0]

/

12.4m1¢] 2-#€o}uy<:(100 mmol) 2 4Iml¢] BuLi(2.5M)E A}g3&}ed, OEE—EMQO}U&@XE‘ Zrgo 3l
AHEE AT FARSE BAE AT, QLEE-WEAA ZEY 3 BT 13.5¢S FEIUHTE =
84%). H NMMR (THF-d’, 227C): & = 1.97; 2.20 (2 x 1H, s, KCHy-), 3.61 (s, 3H, -OMe), 4

= CH), 5.87 (d, 1H, "3&= CH), 5.99 (t, 1H, W CH), 6.00 (t, 1H, 3= CH).

ntavles ZIEez 3 dedE 2EFWY §4

H 2 (L EE-N N-TrEoju =il d) vt o g A

\/
ve

/”< \

ol=Z 23}ol, 0.20g9] MgCl,(2.1mmol) ¥ 0.70g9] S E2E-N N-tjHEoln =& Z-5H(4.0mmol)S +HI =T~

I U2 =93k, oF 25mle] THFS #-&-alol 78C°ﬂ/‘1 AsHAAT. A7 EFES TH XA 0% &

Qb wwkek the, AA WFste] 5AIZF EeF 50TColA FRF sbdSth. olojx, B84 MgCl, AAFE0]

>

AT, 50T siEe] AW ¥, A7l EEe ARSI Kool Hua 48 A3e 55ear,
7] QAAM FAS 1A mIE FHAL e, oF 0.5m1) A H2E AT, TA AGEo] 47
44 golo] vehdeh, 47 AAE BHCRR S 1] 222 EN N-T] v Hopu] el 2 v}

=
g FE(THR) o dAd 25 Jepdt = 0.30g (& = 42%). 'H NWR (THF-d8, 22°C): &= 7.00
(d, 2H, CH(B), Jeew = 7 Hz), 6.90 (d, 2H, CH(3), Jeuw = 7 Hz), 6.75 (t, 2H, CH(4), Jiy = 7 Hz), 6.55
(t, 20, CH(5), T = 7 Hz), 3.65 (t, 4H, gl ¥-F523}F THF), 2.65 (s, 12H, C(8) 2 C(9), N(CHs),),
1.80 (m, 4H, §@ ¥]-F%23 THF), 1.17 (s, 48, C(1), Mg=CH,-). C MR (THF-d8): &= 152.8 (C(2)),
148.4 (C(7)), 128.9 (C(6)), 125.9 (C(4)), 118.9 (C(5)), 118.4 (C(3)), 45.7 (N(CHy),), 19.0 (Mg-CH,-).

HA(LEZE-YEA WAt e &4

/ THF

0.50g9] MgCly(5.3mmol) 2 0.84g¢] L E2E-WEAWZA ZH(5.2 mmol)S AH&3te], H|A(LEZE-N N-tjHEo}

u el Z) ek 25 (THR) 9] §HAdoll Abgw ot fAkeE A4S ARSI, HlA(QZE-vEA M A ) nl 24
(THF) ¥ 0.35¢S FE5G9tHES = 40%). A7) AAES 9o 24 dg= 29 5 Qv

ﬂo

_13_
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[0128]
[0129]
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[0131]
[0132]
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WoW R T e S . —~ 3m
: TFE N M He - o M
oy T T o = mK —
= :.LEMAFO#X th \M:.L
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10-1706925

s==4

“hkbhh Bu4E $ 2E0

(¢ BER)NBEE Ikl OND, & H T8l bk 2ESE s bET BR= Rk :
G ER)hEEkE bl lhb Pk 3=Lvln <& :

(I BER)BBEKE Ikl kT REE [kln KE 2T HE R :

Sl (BRSluleBlb-N'N-FT=T)7In = 2(NN)3R (BT BSBd = VN0 -

g4 1

. ) ) (eg1) (2) (952)
9¥e e'ee L2y eve e 69| L6 L8l | ANYBIN B
%001 000 0€ %001 0z
, ) . ) (82'1) (02) (vor)
%001 1ve 182 9’9t 08. zs | ¢8 vLL | ANM)BIN I B
006G /2 %001 4
) ) ) (eg1) “ 1 (02) (00%)-
eu R4 v'62 Loy 052 T 6 08l | ©vinog $F
052 62 %001 , 0z
a (worl) wor
0%l . . D | yioNlowBy | () | owrd | *EE (Lo -
apap 0TI TREYL 2L Jlow/b erze | 2ee | V| oy towrt
2 u = iy S
: W S lae= &(4HL)H*HE)PN

Aqse

[0144]

s

27] WA 22ehET G0 12 9
Zozgrde Bxw Bxg &

&

=]

=

[0145]

[0146]

a)

[0147]

I

A7) 8jA Z=eE 29 (SEC)

[0148]

BAY AFORIE, o

(I, = /M) 7} 5o (Moore) RA

w

B
R

i

o] olwA FEAel A

[0149]

_15_



[0150]

[0151]

[0152]

[0153]

[0154]

[0155]

[0156]
[0157]

[0158]
[0159]

[0160]

[0161]

[0162]

[0163]
[0164]

[0165]

[0166]

[0167]

b) T&A Ax:

AHgE A= YE s detoldA(Waters Alliance) ARvtEIZolt, £% Suls (HEgSlo| =25 +
184%2] folAZz oyl + 1-8%%2] Eg]ddolul)ola, K& 0.7nl/mino|H, Al=®e] &%= 35Co]aL,
A A 7-e go¥olr}t.  AFEwo] ~E|e}A(Styragel) HMW7, 2]k HMWGE 2 2709 ~E]z}4 HT6ES! L& ¢

10000k, AZ7E= AEH A 2410 Alx}F ZAA )AL, A7) ARvEIHY

A T A2
dojekg 2e AZES o= JE 2 iuke](Waters Empower) AJZFjo]t},

BAFE s vATES 2 EBUReUdel el g4n 2 Fan gddc: 153
=i}

244 2
A4 FFFEANR)Y g A7) Azd FHAL vATZ 54

u:LZﬂIQ,]}‘\ju(NIR)_Q_i/\1 %X]% 7]5]%‘)] 7]%0] }\].%_E]()D\i]:]_ o]_‘]_:,_ “EH}—%'“ %/Ké%‘?j—i‘ﬂ% A]—%—f—)‘}--‘i—- Z_]_’@Zﬂl?l Ho]‘t‘é]
olml, o9 MAMTZE C NR 7% s ZHH.
NIR =#Egle] e Atolo] EAlsts A=A AA M
2 27/0e] 2EHoAR FaHrt:

o®
ox
m o
sl
2
ofy
1o
2V
ot
2
I
lo
M
b
o
ox
N
)
ox
ofy
s
2
My Lo

2

- 249 AAEYS 2 MATRE AFAYE F8E wdo] £yuHM, o ~fEY dolHd AFH ¥
M 122 She PLSCRE Az AR 87 PHe Agdt. 8] 2o FAe oled i doly ¥
4 owpgel ol 2 AYe HE QA thEd)

(1) P. GELADI and B. R. KOWALSKI, "Partial Least Squares regression: a tutorial", Analytica Chimica
Acta, vol. 185, 1-17 (1986).

(2) M. TENENHAUS, "La regression PLS-Theorie et pratique"[PLS regression - Theory and Practice] Paris,
Editions Technip (1998).

LR IRE
NR A ¢ 37] Azxd FFAY 54 £4 &
4 dddo] EAstE Ber1E9] A

A7) ZRASS BBl H-X 5mm BHAo] AaE B (Bruker) AVS00 RFFEAE ALgste] H 2 UC MRl ¢
Harth, A7) BHo) ASHE Sule (5,9 CGDuol EaEelth, mAL B8 olFel 7.12ppm3l 5,

P BeBiE Suse] Syw,

bt
2
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[0168] 470 'R D NR 2BER e 7] Az SRl 4 dekeld Uudelmid 15 £AE 2AW
o gAre] A7kel f@e) setA olFe] A5Hu, ool Ulg ui 3] = tElth,
(H): 6,95 ppm |
('H): 2,60 ppm
H CHz,
(IH)ZG.SOPP"‘ \AMMNVW\N\NVVVVVVV\AMMM:VWWWMVW\MNWVVVW\
- CH,
(1'1).6,95ppl: N/
[0169] CH:630pm 1 g 355 em
[0170] B4 A Aol AREs s SRl tal AREE 6.80ppnol el WEE FAe] AEziE S
Ak, 8788l Akl Wl A= 2.7ppmdt 2.3ppm Apele] BRE I (4] MRS g dup f1A| oA 9

-N(CHy), 2% % CH, ZH5)Z2FEH Fgdct. o5 2 ZIFeldde] Alx-1,4-w9], Edlx-1 4-19] 2

1,2-9b99) 544 A5 ARAe] @ Aok, A7) F X AAEE A= EAtAew SAg ke A
AT
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