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Commun. 2001, 867-880] F=x). olTdE2 tho WA AlEFol el oleh= HolM FAkek Aolsitt
(##4& [S.J. Stachel et al., Curr. Pharmaceut. Design 2001, 7, 1277-1290; K.-H. Altmann, Curr. Opin.
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T8 ETE (F 2 WA 4%)0] vt R BFEAY. s7] xd 5% A9E UERdTh:
2= Agg Ay whg Alzk
-50°C 90% 9.8:1 12 h
-40°C 96% 9.2:1 5 h
-30°C 99% 8.6:1 5 h
-20°C 99% 7.4:1 3 h
-10°C 99% 6.7:1 3 h
0oC 99% 6.5:1 3 h
RT (20°C) 99% 5.1:1 3 h
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% s A5 e AFE Aol

24 Be Agyoz FEHE B9 19 ol EYE FEA At A% PEe s
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- 20 WA 12041%F, BEEAEkAlIE 40 WA 100A417E, 58] vpgbAstAl= 50 WA 90A17He] wbg Alito s

-6 WA 36 mol%e 33 FEd,
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6 WA 36 mol%e Xg¥ ¥dd,
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-1 WA 5% MEELS 2y, 2

- 3 WA 4 FF] 30 WA 35% FE Hatstes 89,

o] vE AAdHE v e RE 20E A 2@eke 499 7] ZIAE S VERdth
- $WEA OEFE2de B olgt AujH A7, EIZTFORET T B2 E3E,

- gl 1 g/5 ml WA 20 mle] &

- 10 WAl 25 mol %o AA-F= 3 wEd,

-1 WA 5% WEELSAH,

-3 A 4 Y 30 WA 3B5% §= HFAEFAa

4
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& AAGEeA, CN, Br, ClI, F, CF;, S0(C;~Co)%Z, SONHy, SON[(Ci-Co)&Z],, COOH, CO0(Ci-Cy) el
o3 A 2- T 4-AF HWA-F=F Fd F=A, 53] N, Cl, F, SO,CH;, COOH, COO(C,-Cp) ol 23|

vpghA gk AAFEfel A, CN, Br, Cl, F, CFs, S0.(C,~Ci)%Z, SONH,, SON[(Ci-Ci) %2 ],, COOH, COO(C,—Cy) &4

o o&] X3E 4-x3 HA-B= Fgd §%34, E3] N, Cl, F, SO,CH;, COOH, C00(C,;-C) Aol ola] X3t
g o] ARg-Erh

2- @ 4-CN-¥] g o] B3] utgkAala, 4-(N-F2jdo] wj$ 53] utghAsick

go] (0L A e FAY, dE 59 vd, oY, Z2d, oaxa s vt

ool gk AAEel A, e Fede] Fe tdAls 7Eo® 10 WA 20 mol % elrt.

g o] gk A A SE

o4, 30 WA 35% FE HAESEA Fge] ALgHT),
4 Fgel SESLTE AgHT

Q0 AgolA BAREAE Seo-TAREL FA UPR A Aol §
[Lit. Angew. Chemie 1991, 103, 1706] % [Angew. Chemie, 1996, 108, 578] Z=%).
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EZe A4 S (IEY Zuo & AAR)oR AHITF. NaCl E3} 588G o] &3 HF AHo] 7}
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<129>

<130>

<131>

<132>

<133>

<134>

<135>

<136>

<137>

<138>

<139>

<140>

<141>

<142>

<143>

<144>

<145>

<146>

<147>

<148>

ZIHSd 10-2009-0125259

o& AAY. FFES AZrEHI o GAS b, HFTHoR I 19 FES
AA s, dElgitr, Ty, g5 Agstas B8 93 (FYd S AA)S ofs, b2
k. A" &S 80 WA 90%°]t}.
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1.4_4
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THAE ARvtEIRY GAS FdsA Fal, = =S vtz HF ZASel AHEsks Aol kst
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o
1
o
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oS foh ofN %
o

O << 7 ppm (LOD=:7 ppm) (x HAZEF: F=; WH: ICP-
Fo] AExEE FEAZF o] 875 EE ).
o] A&7tse AU wes ousit.

Az ol A #lEel EAE dHEE=(Rutherford) =2HQ1 20069 @t 0.0004 ppme]th.
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o

oabg o] el HF AAdEe] A8 dus TR Y] wiel, # 2Ee e S B o8] ¢
T ehe 2 EH o e A Eo|T.

ool gk SR 0.0004 ppm Bt B #HEs droke sk 19 A EolT.

sk AAIGEA A, HF A ES 0.0004 ppm 27 7 ppne] HES TS,

o2 AAekeeA, HF AAELS 0.0004 ppm 3 1 ppme] HFS FF-30.

gl gk S92 0.01 ppm WA 30 ppm M BlES Aot sheb 19 A el

2 o] tE SW2 0.1 ppm WA 30 ppm M HES Fiete 32 19 A Eo|T.

Sk A A] oA, HkE AAEL2 1 ppm WA 30 ppm ©]3te] #HES S-St

o2 AAIFE A, HE ALES 7 ppm o] 30 ppme] BlES el
tE AAFEAA, HF =2 0.01 ppm WA 7 ppme] HlES e

tE AAFEAA, HF =2 0.01 ppm HA 1 ppme] HES et

A BgellA AzvtEIge] ofs] GAlE Bl g gl 11 oAl ol gk sighE 119 = AdEs
HER o FASke ARGk Aol frelstttal JeE e, ofdl me oA 3 wAoR F 5 dAe] A
TEE S7HAE UG

At BHE BEk 19 sgtes w2 FEdAdEAd R aad 2 AeER AxsteEs dn. e A
at7]el bslH, 4= kg MRS tE SiE ThestAl dnh. ) vl 71 Wl vls, x olF A
ol e eA4e Fall 7%= 2do]l EAEA fethe e ofFe Zterh. wEbA, o] e v A

g A o
at7] Al olel Algataat sk o glo] ¥ e F=AE Buh A oA S Fett
Al 1

g4l 119 ggA (W0 00/66589% 0] what A %) 1.000 kg, WEEY24dE 14.17 g (3 mol%) 2L 4-Ao}
=39gd 355 g (18 mol%)S yEZ2HE 10 ggo &A1 g, -50CE YA ALY, 30% 5% FHats}

T g (3 ) 579 mlE HUMEA, EFES -50TlAl oF 70A1%F FF wnkslgith. Wkl o]ojA ¥
ukELo] HPLCE Tﬁﬂo}OﬂE} ATA (gheA] 119 S§E)7 1% nwd w, 20% s E|IAUER 589
580 ml & H7bstel Whos AASITE.  ololA, Bt & F7F 7000 mlE FH7Rshal, +10C® 7h2s9l
o Z3FES +10 coﬂﬁ 1AIZE Bk mdtslar, f714e v AASL, FA4S "gEFE29E 5000 ml =
A FE3G. e {138 AUEF 23 589 5000 ml2 AHEGAT. F714S DSl FHEAIH
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o AFES AGAES Ba olaan (lF: UIZZeE/Y obHlE Ful).

<149> & 877 g (o]EA9 85%, a/B =57:1)9 33t 19 33E&.

<150> A/ EFdo 2 HE AAH B 824.3 g ([1E 7|F L2 o219 80%)9] FA AHS AT}

<151> HPLC =% (100% W¥H): 100%, 0.05% Z¥e] EvEe HEEHA dth. B o= s AA=AY.
<152> Y 8= << 7 ppm (LOD: 7 ppm).

<153> A BA:

<154> AXA C 66.27% H 7.60% N 2.58% S 5.90%

<155> AE2 C66.19% H7.71% N 2.54% S 5.85%.

<156> 3|4

<157> (o], ~73.2° (c = 0.514, CHCLy).

'H NMR (300 MHz, CDCl;) 98 = 0.98 (3H), 1.02 (3H),
1.23 (3H), 1.25-1.78 (7H), 1.31 (3H), 2.15-2.31 (3H),
2.44-2.68 (4H), 2.84 (3H), 2.91 (1H), 3.60 (1H), 3.70
(1H), 4.20 (1H), 4.40 (1H), 5.01 (1H), 5.06 (1H), 5.73
(1H), 6.19 (1H), 7.36 (1H), 7.82 (1H), 7.94 (1H) ppm.

<158>
Bc NMR (300 MHz, CDCl,) 98 = 219.7 (s, C-9), 170.5
(s, C-5), 168.2 (s, C-9° ), 153.5 (s, C-o¥ ), 137.2
(s, C-o&), 135.8 (d, = CH- ¢¥ ), 135.3 (s, C-o1A),
122.7 (d, C-otd), 121.7 (d, C-o& ), 119.7 (4, C-o}=h ),
117.1 (t, = CHy- €% ), 77.0 (4, C-11), 74.3 (d, C-3),
74.3 (d, c-7), 60.9 (s, C-16), 60.0 (d, C-1), 52.2 (s,
c-8), 51.3 (d, C-10), 38.6 (t, C-6), 34.8 (4, C-12),
34.3 (t, C-2), 34.1 (t, CH.,-9%¥d¥ ), 31.3 (t, C-15),
29.6 (t, C€-13), 22.5 (g, C-849 CH; ), 22.1 (t, C-14),
22.1 (q, C-16 3¢ CH;), 20.2 (q, CHs;-old ), 19.2 (g, C-8
¢ CH;), 17.9 (g, C-1279 CH;) ppm.

<159>
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