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S0, B 2Ye Ea 4D YHoMO ARe Z2H 2 oo MR S0 208 0T Ed, =
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40/0f
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= M A

Il &0t

2 2ye 0ATRE-HE-[2-(3-n-ZREAIHSA)N]02I0] ARst a4 ge 208 20ICH O
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S0 UAKA S5l D245tk

2 9o L2 SN2 MRS X ADZZE-HE-[2-(3-n-Z2ZAIHSA)NE]0S 2 19 ol
HHYS MEsts 200 = LUNE S2HE OAZRL-HE-[2-(3-n-Z2ZAHSA) N0
of UQIAG0l ZHA FHEIS0I2ts S HHUACH. PO FE SHES 61I BHSA 20| LIEFHCH
Brs4 2

A 10IA, S-EZZ2FAH=E2 0-% 40lS SHHEE 4= 0S80t e JI2Z2UH0IER 2SAlZ
Ct. O] BtS=2 60 LHAI 120 COIA &= Al2t S =8icte 210l BFE AL, 0l EtS2 Hl2d Xkt
g =) Sl = J4d) 22 ]I SN ==~ots 210 AL, Olde Blgddltd 7l
E0he o= OMF & 1-HE-2-LIZE2l== = & AL 0l MetEH= A2 oLt 1-HE-2-UE
2lll=0| Ht&xs HIZARSE 2RI E0H0ICH. d2dZ=, 0 BtS2 FIte 2RI 0 A0l =&
Ct. AIEE= OEd JtZ22UI0IES 22 1 WAl 4 SEE, HigXohl= 2 WAl 3 SEE0I0. 11-
N A0S FEHAEE 2242 49 =2Ed I & 4015 FEUHE AS6t 2d&Et. g1 & 40ls
Z0He 2= S0tk 20, WUetA A0 SXE 2ol Tet HE = AU, I € d40ls F
e O-% &0l SHHEES AHE Idot)|ol Hget A SheE S22 S| & d0ls FHE
= ACH. Hgst 12 2= BAMUEE, Bits=AUEE, BUZE & B2 EE S &= U2
Lt OO Mietel= A2 OtLICH. E&HZE0| digXst SO10ILh HEgst A0ls Fie tHz2s 2t
SHHIEQURE AR s, SUSAHEUREADE & ESSHHEURELZEE & &= JU2LE 010 HEStE
= A2 oLt ESHECREZZ=0| Bt&Xe &0l S0H0I0H

A 10 AR EE=E A0ls Sl A 10l AFZ2EE= Z20H0AM &0l EMEAM Jlsols s S48
AL stEE2 HE = ACH 0ldE SS9 ool Zcigd =222 (PEG), S S0 PEG 6000
O Z&&ILt Ol Metel= A2 OtLICH

BIS 22 =, Bts 2gE2 d2AI|0, 22 4ot JAd = UHE tert-FE MH=2 €2 &
g5t RI1 B2 FEAIZILH KIA2 sFAIID, X 2-F-Z2EAMH=sANNES2 EFE ol &
KIgtCh

i

OlE OIAEIZII0ICH. =ZUI0IE OIAHIZ2 Glols &2t
B=ZU0IE, HE=ZUOIE, p-SRU=ZUI0IE, p-E2
2 OfLICH. 3atstal 29 HIg RS stgfse =ZUI0IE

k

AlE, Xe BS, 24, 2L £= XU
EL ol

WIAEIZOICH 5iStAl 25 SESS MAE oo ols HEtsEY BZ2H0IE,
WEt=TY 2220/S, p-E2ASTY 22210/ Y p-2222TY 22240/t Zal oo A
SiEl= A oI

SOl 3, HE tert-2E HEHE = SRAD 22 RI| SHEO 84 20 a2 29 =
SHOl OIATZ2ZOIRIDL FIH2 BFSECH 0 BIS2 £2, HIEXGAE 60 UK 110 CHA SIZE A
2t Sob IO, HIREGIHE 1 X 10 D50l ~BECH. O|AZSEOIIS Y, 020 2 WX 6
o2, BIZAGHHE 3 LA 4 ZZOR JtoH0F St Yo/2=, IH9 HlASA 2|, K20 B
S £ EIILUESS B2 2820 HIIE 4 U0 8IS S820 Elcls 29 ¥ 26K ¥
D, YZ M & QT 0l S0, BS EEESS WAAIID, 44 &2 pHIt 3 LXK 5, HiEtXcl
= 3 WX 3.59 LFEH 2ol TEE MK 2ol WEIGIBA 44 &S HIIE0D. Saas =e
5101 BIE tert-52 OEI2 C= S2AO2 MHSID, 0 20 £ SHUAM =1 HH 20l A
BHCH

S 401, AD1 S 301N RIEE 0|ADSE-[2-(-TZZAIHSA)NL]0RIC s +8u2 =6
Aol motSol ZMHoHH ZSLCIGISS BFSAIZICH 8IS S822 Ul 014, K20 1 WX 6 bar
OlA & AIRH SO 2ASIAIRICH ESYHSISO S S26HN 2l EFS =22 1 WX 10
Sy 4 AT AMBE Seaol etsol %2 0.01 WX 0.5 222, BIIEGHHIE 0.05 WX 0.2
So20IC 0l 20, BIS 2822 +MHUESD 22 4 HIIS ABSI0 pH % 122 Helsh,
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HE tert-28 NHZZ =80 |4
ZAH=ANOE]OIRIS =0

1o
HT
o
Ha
Ol
n
=
W
H>
ala
ro
=}
P
|kl
Hu
Ul
=
)
3

[
Hu

SEIAE, 2 €8s B 422 B ES=S dSote LAME2z MEAZB2ZMN BHH 459 gt
8 EEE2PH 0AZZE-HE-[2-(3-n-ZZ2ZAH=A)MHE]0t2S ZEHFAIZ = AH =AgACH. O]
AT2E-HE-[2 (S—H—EEE/\ITHIE/\I)WI%] telol gelatd=z 28E0|10 OI_JEEE%'—EHI% [2-(3-n-&
Z2ZAHSANOE]OtRIS S H0|22 0122 S48 Rsl. 0AZZ2E-HE-[2-(3n-ZZ2EA|
IHIE/\I)OH%']OPC&'OI M S0 232 S2HHE A= A2 0180, 0lz2 2o, 2= S2tMIt
AR Lol EHZ0IAM 2tEot Belst 229 =JF M SHOF S0 O M20, S&#II=0
e S AEE Al & HiUX AHE S]E HIGHA 0. olAZZE-HE-[2-(3-n-Z2 = AlH|
SADOE]oteIol LolatHdo] BASH= 2rest Z2telsh SHAHN Qo ASote OlAZ2E-HE-[2-(3-

n-ZZ2EAIH=sANNE]ORCZ FIotz FHEd = A= D&EE SUHE HGAZC
°'°|°| M SHOAE, B 0E OLMEIOIESS &0 ZH 400 M= olAZ2E-0IE-[2-(3-
EE/\Ilﬂli/\l)OﬂE']O olo] gs EAGIH = OlAZZE-0IE-[2-(3- EE/\Ilﬂli/\l)Oﬂ‘%‘]OPCJI
f OIE OLAIHIOIE 6 LHAI 10 me= _._’c‘iéFEf. 0IE OtMIEIOIES S Ol*ui‘*' UﬂEE' [2 (3-n-E=2

EAITHIE/\I JHIg]otelel 2 olAZz2E-[H

S —MEE/\Ilﬂli/\l)OﬂE'] t2l 19 & OIE OtAIE
OlE 7 WXl 9 mIt Bt&&GtC. =2

1
-[2-(3- n—“EE/\Ilﬂli/\l)Oﬂ%']OfE'SI SHOl

i
|
8
- :s

& A=l OI_/.\_EE%'—IH
HE=S 2 HNEss2 o s JIoteth. A4 22 24 0.9 WA 1.0 SEE, HIEA6HH= 0.9
SYEO0I0I0F Bl =4= SH0 ot NE=S2 S22 AISE oo 222 ZFHE O 0F 8L,
HE2W OE OHMHIOIES =825 M&E 0AZZE-HE-[2-(3-n-Z2ZAH=Al)ME]0t2!2
ZHUA oo 5= &5 5 WA 15 2L%, BtEX6Hl=E 9 WAL 11 20%01010F &0, &H&EE S2
OE S0, ot £= o =cloll 2o =&e =0l OlE OtMEIOIEZ M= &tCt.

O =0, &J1 Mzx=& 0l ZU-NHE-[2-(3-n-Z2ZAIHSAME] 022 LolMES S E&6HL,
o SUSUESS pH 2 11.52 EJetth. HE tert-2E MHE L= UE Hgst E0E Eotot
7Eds =N & S=EA ._TaF Ol AZ2E-HE-[2-(3-n-Z2=FAITI=

o, 2048 &= =clEtit.
ADOIE]otele MAEHTH

AJ| G2 40K RZEE X OATRB-HE-[2-(3-n-Z2EAHSA)NL]0RIS] HE S5:
S Cl, B OlAE =B B [2- (3B 2 B A=A )OI 0181 ROl ol HEG St A &
ACH. 028t AT, = OlAZZE-HEY-[2-3-n-Z2ZAHSA)NE]0RIS BR5ls 22y
SH42 UL tert-22 OEIZ AN K OIMEIOIER =E5t= 210l HIEE 240ICH
MZE OATZE-(e-[2-(3-n-TZRZAH=ANUE 0019 AoIMe e 2teisr 222|sl BAH O o
NSl 0lLZ2 B HE-[2.(3n B2 ZAHSA)IE]00oR &8 A
9joo| IR0l 2loh BOIGHH +#2 4 UCH,

POI HIMIStHEQl AAIMOA 20 &AGI &S0, 2502 =2 20t =kes gEa 1 &

<EAO 1>
2-(3-ZEZZAH=ANNES (1) >
-Z2FATE 17.9 kg (117.4 mol)0fl OIEel 3

P
mol), ESSIHECREA2E 3.8 kg )
22 o 10 A2t SO & 90 TE It =, 45
tert-2€ OlEHZ 82 LE FIIGIAL. &= Zels
NaHCO; (=&)22 MEHGIRACH. RIS 26t sFAIIID, = (
off ZHGHH AZOIEDHIZ EFE &5t 979t 2= QY2 A (

252 UI0IE 20.7 kg (234.8 mol), K05 17.9 kg (126.7
1-HE-2-IEclCl= 5.5 LE &ItotAh. =
T2 H2AIZID, HIl0 = 132 L01| Ol A il
P ]I4S 0.5 M HCI (=&)0ll OIHA 0.5
)

)
MS (ED: 196 (34), 153 (13), 152 (7), 135 (4), 111 (67), 110 (100). "H NMR (200 MHz):
7.15(t, 1 H), 6.5 (m, 3 H), 4.0 (m, 2 H), 3.9 (m, 4 H), 2.5 (s, 1 H), 1.79 (m, 2 H), 1.0 (¢, 3

H). *C NMR (50 MHz): & 160.4, 159.8, 129.9, 107.2, 106.7, 101.6, 69.5, 69.2, 61.4, 22.6,

M
=2 (150 €/0.95 mbar)S =
7.9 kg2 MHGIAULCEH.
&

1

10.5.

<HEZ=ZELA FZZ2EZAHSAMAE HAHZ (2)>

HE tert-22 OIHZ 83 L & E2lIZ0t2! 15.2 L (108.1 mol )0l Ec§6H I (1) 17.9 kg (91.0 mol)S
MsCl 7.7 L (99.12 mol) 1t BFSAIZICH. MEE =delE =8 2T0AM 2 2 Al S FXAZID, 2
£ ZJiot, &2 2oIctl, |RIIAS =5 HHUNAM ALESHRUC.

MS (EI): 274 (55), 232 (7), 195 (1), 153 (6), 135 (16), 123 (100), 110 (66), 79 (64).
Ol AZ2E-[2-(3-ZZZAIH=AlOIE]0t2! (3)>

—

2

)2l M0, K003 14.0 kg (98.1 mol) OlAZZZOHE! 36.2 L (455.9 mol) ¥ 2 31 LE &EIIotRALC.
USE BISINA SES2 16 A2 S 90 CTZE JtZot0 20l & 2 bardt ZRUCH. IS E&=22
=H 22 H26tn, =44 E[}EPLHI’_, RIlasS =HMAZCH S0 0.5 M HS0, (=4)S pH &
3.52 FJlotll, o= =2clotltt. =da=S UE tert-FE WHZEZZ MAGHLD, == A0 ALSoHA
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Ct.
MS (EI): 237 (7), 222 (34), 194 (1), 135 (7), 85 (80), 72 (100). 'H NMR (200 MHz): § 7.1

(m, 1 H), 6.5 (m, 3 H), 4.1 (1, 2 H), 3.9 (t, 2 H), 3.0 (t, 2 H), 2.9 (m, 2 H), 1.9 (m, 2 H), 1.6
(m, 1 H), 1.0 (d +t, 9 H). >*C NMR (50 MHz): § 160.4, 160.1, 129.8, 107.0, 106.6, 101.5,

69.5, 67.6, 48.5, 46.5, 23.0, 22.6, 10.5.

<OAZZE-HE-[2-(3-Z2ZAIH=ANME ] 0t (4) >

(3)a &E =N S, SEHAS 10% Z4sS 5.2 kg (41.1% Pd/C) L 37% EZSLHSIE

(270.2 mol)2 EHIIoIJCH. EE=2 3 barOlA & 4 Al2t S =ASHAIRICH. B8 EF=2

NaOHE AtSot0d pH 2f 122 Iﬁalﬁri’iﬂ DAES HUMIAGHD, MAE 24 HE EtO

Ch. #&f EEI&I’_ Trjl”g =NAIZI 20l sSAIRCH. &F=S 128 WA 130 /0.3 m
POIAZZ2E-HE-[2-(3-n-ZZ2FAIH=AlNE]0t2! 18.1 kg (72.1 mol)S &

<X 0xZ=2Z-HE-[2-(3-n-Z2ZAHSAIME] 012 2212 FA

= SNl >

OlE OLMIEHIOIEZS = (4) 19.0 kg (75.7 mol)2 SH ((4) 1 g & OE OLHIEHIOIE 8 me)0ll, MeOH
9 6 LOIl OIO1AM MeOH 19.2 L0l SdllEl HPO, 4.85 L (72.5 mol)S =8 2% 0 A 3 Al2t0l 2 &IIot)

Ol0iM, MEE OIAZZE-HE-[2-(3-n-ZZZAH=A)ME 0212 LolAAHSl Se{2|E O Dol
H SHelAZID, D& SES Et0ACE MHGIQULH. AZ0IEDdIIZ S =&t 9t = &&
é'% 41.8 kg (67.6 mol, 8% =2)2 &% AN ASSIUCH. S&: 131 WXl 134 CT. HPO,2
22 27.8% (w/w)oIA20d, Ol= (5)2 HPO, (28.0% w/w OIEXI)2 1:
£ 41.8 kg (67.6 mol)S H= 6 L2t =&otl, &8t NaOHE pH & 1 ,
22 HE tert-28 MHZZ F=oRUCH. &= Zaiotd, |IIAS g—f—i MES =,
SAMZL. &R an[]HE FBEHCZ t”-Dﬂl- SLIIE MESIH EHAIHA AZ20tEDNIIZ
Wt H= QLYZAN OlAZZEH-HE -T2 ZAIH=AIME 02N 14.28 kg (56.
OFU L.

o

>
(@]
AgHM
ol ®
-IHIHIlOr\)
> M
oA e
0l 3@ ror —

=
[l

0o 0 0o 0:\:__,_

MS (EI): 251 (10), 236 (9), 86 (100). "H NMR (400 MHz): 8 7.1 (m, 1 H), 6.5 (m, 3H), 4.0
(t, 2 H), 3.9 (t, 2 H), 2.9 (m, 1 H), 2.8 (t, 2 H), 2.3 (s, 3 H), 1.8 (m, 2 H), 1.0 (d +t, 9 H).

13C NMR (50 MHz): § 160.3, 160.1, 129.7, 106.9, 106.5, 101.4, 69.4, 66.8, 54.0, 51.7,

38.2,22.5,17.9,10.5.
=3 %: C,71.5;H,10.3; N,5.7; 0, 12.5. o] &4 %:C, 71.67;H, 10.02; N, 5.57; O,

12.73.

(57) &2 g9

1
GtJ1 BrSAl 19 BtE HHE EEdte 0lAZZE-HE-[2-(3-n-Z2ZFAIHSsAIOE]0otelo] HMx &
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(2 ©)

B8 4
RI2E0I QOIA, AOIS Z0§0} PEG 6000, HESIEH 2L AR E, SASAHEREAD
QCHHERYAR SO AS SHOR o= Y

378 5

HIS0 AOH, S 12 HISERE 2T BOIN +35ts 22 SHO2 5= Y.
378 6

RSSOl AOIA, BIZAXE 271 SO0 -HE-2-TIE2/CI=0 A4S STOR st= Yy
B8 7

Hgtol AA, XDP

I:I
SHY=ZUO0IED L 1% EXOR 5l= YH .

H78 8

7-6

el

JI, gA20], 22EJ], HE=ZU0ED, p-=RU=ZUHIOIED L= p-B=
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