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6 EdxoaHEs g4 EIERYCIES FAshs vadE 2 Hold tERYo|ES w2 3R
2 e vl dSHoR, oF 59 uNtEE 87, gk 4§ T, dat 25 S, 4™ u
g 87, hE7], E9Y], 9 vaa k] 2 ade yaa wkere A sdE ¢ dn

&8 Edzdag2sl $HORRE £58 F ot WS TestendolEt F Awyd od nyw o2
zargr = U Fo] dm/o-vER2dAle] e FhHQ] & HE=el SAd oste] 2AH
As o, 53], 18000 WA 80000, wFEABHAIE 19000 WA 500009 F% Ha wAFUMw) = 7HAoF g
Yold slz=nuol= el AHg ] A, BelztEndlel=g YA uzvlE 2 vold sEnuelEe
6 EdxoaHES) M/ AAHL Zed Redas AAshs Aol feElsith. Edlio A ES
SAAM wEEE vAA BwdEe EdsdadEst 231 8 S 236w, O FelM R, vobd JtER
yolE, Hjxds, defdrt, oz medis, dd dsAdzdelE, A4kE B SESA Rl JhE R Y|
JER o9d & k. B A4 Py, S, olF 59, FH =t AZAgsd o gArt #3938 5
k. ol W HislEe i > 99 %, uEHEAE > 09.8 %, 53] nhEAE > 99.95 Geolth

A AA AR shrlel dald Rolxuk, & wre] AFE FAsHH] =t

PADN o

Jbes A zubE e (GC/GONS)

Zhe-ARetETHE AF(G0)S 7he ARetEa#Y] G6-2010  (ASE(Shimadzu), YEORHEH)R
TPt nA ST WEY AEAELS v, H |2 (Phenomenex) 25-E 9] A7} BAT A7 ZB-5MSi
(Zol: 30 m; WY AA: 0.25 mm; BN T AF¢Ho=z Agst L8 FA4: 0.25 um; ¥ AY: 5w, 7N
go] sk F2; FY7) £E: 250 € AEV] L& 310 C; TR Wy S 1 B AR 2% 50
7t &% 15 C/min, 8 #3F HF 2% 290 Tl Fget. 7hx-AmvtEadgy] 4% ~d9EH
(GCMS)2 712~ A=ZvE# S GC-20109F 23 AF HE7] GOMS-QP2010 (L, A|U=2HE)Z 7S5 Y.
=R nz HeydAzRE o] At ZAT A ZB-5MSi (Zo]: 30 m; WE A 0.25 mm; LA &
 AgHoz A HE FA: 0.25 pum; <¥ AH: 5w, A 7k E; FYV] 250 250 T; HEY
Sk TR gy "etE" 1 E3F AR 2% 50 T, 7Y £ 15 C/min, 8 #3F HF &% 290
CT; GOMS: o] & FFe] £5: 200 C)AA G35},
NMR 3438}
NMR-%338 = AV 11 400 F89 vsd 39 37 (BFA, oldzlHAM, wHzezaldz, &5
(Bruker, Analytische Messtechnik, Karlsruhe))olA $3s}itt. Algd vl 2+ FSvlth gAY, =
=y 2l “c 2~HEHL MR EPs A7 (Cambridge Isotopes Laboratories, B]=)e] NMR £ d]o]
B AEd me} vFeashd gvje] AR Fwom mAs. H Y C Ase] BWEe Wed A% HE-

COSY, H,C-HSQC % H,C-HMBC ~#Eg o g 33}, et4 o] § o ZA ppmezE HIHTH, NMR -~
HAEH Hrl= V\Eﬂi‘ﬂ}(MestReNova) T2 (WA v10.0.1-14719) & ARS8k Fasksith. NMR A&

o] gg=ol ds 8] Z“Oi G, bs (B2 @A), d (e]FA), t (A, g A, m (H
), 2 oEd A4 ¢ 1 4 Fofolel mE 2] ARGEAG. BE AAS e T olxd A
o] o} A HE=Hz) = ﬁ/‘] A

AN 1

HA g Fte o] Ee A%
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Al GA: HEGrEgtry Wdrtedyo]Ee] Az

g Ed[Feroci et al. (J. Org. Chem. 2002, 67, 8287-8289)1¢] whiel] 7|uksl wbylo]  <]slo]

Tk, 29.3 g9 21 % A= WEHESA HEHFESEF WSAE &9 (6.16 g, 22.50 mmol)S oF= 3}

of 17 Feh=add 93 7k FQj#o R Attt ojikstea ks wwshAA 4 AR E9F 2 9] Ths

AHES Bt 298t =o] ¥ Fd, skt &ulE AATT. A4 1A= o8] HEgs

& ¥Feha o)t MH FH FF 7ol AL ¥ Aol AART. FHE ek nAE Fe AT

atoll Az of= et ByET. 5.2 g (16.40 mmol)e] ¥4 uAZ F5FT. AlLd HEHREIE
XL

M4MR(4M)WQ,CMHQ: § (ppm) = 3.50 (s, 3H, H-6), 3.39-3.28 (m, 8H, H-1), 1.66-1.58 (m, 8H, H-2),
1.42 (h, J = 7.3 Hz, 8H, H-3), 0.98 (t, J = 7.3 Hz, 12H, H-4).
PO-NMR (101 MHz, CDCly): & (ppm) = 158.27 (C-5), 58.72 (C-1), 52.12 (C-6), 23.98 (C-2), 19.67 (C-3),

13.61 (C-4).
A2 HA: 2 mA/em?® ol HARHE FF2 RG] EL] A%

e

3.5 mmol®] HEZF-EUdRE wE7tE2RUo]ESt 7 5 mlo] oMAEYEZHNAN Gald 1 mmole] WA LS

o5
Be9x] 9 5l HTE Ad EQen $A-wE tholobRs A (tholobA (DIACHEM, i XA =7
A
=

ol 15 pm tholop =2 Frjolx A AHEH(CONDIAS GmbH), ©]AF, EHA)olA ofr= wkgAZITh, wWF 7
cEE WAFoR At AF AL 0.5 elth. A7EAE 2.0 mA/em o AF WE 2 3.5 F) A
shS AR&Ste] A2 (20 T) B 71k (1 atm)ellA BHFA o (galvanostatlcally) S, A7) R
7} 8 Fof, Ao JEES B Zuriod 50 mlel & 2 50 mle] old olAlElo]E Alole M E]di),
7155 50 mlo] E2 F A AFHsaL, 3k ERS o]&ste] AxA7I &ujE st 33 Sl A
AAA T

F53 nAA APAES C18 HAE (A9 vlAAZEZ A A2 e (KNAUER Wissenschaftliche Geraete) #I<I

, 2230 (Eurospher) II, &= =7]: 100 A, 4A =7]: 5 pm, Zo]: 250 mm, A 73: 30 mm)S
AR A HPLCO <& AA=SE. W % 20 ml/min, XL oHEYUEY (A) 2 & 95 4/oHE
YEH 5 %/2AAF (1000 ml B 1 ml) (B), 0-40 min 15 % A + 85 % B, 40-120 min 100 % A°]t}.

10 mge] 4= (0.05 mmol)& F-Ae] AAR 5t ARSE wAEAe] ==k Zukek E&E 5 43T
MRS o] &3 543}e] oel] s}7] Aas Aot
H-NMR (400 MHz, CDCly): & (ppm) = 6.87 (s, 2H, H-3), 3.91 (s, 3H, H-8), 2.27 (s, 3H, H-6), 2.16 (s,

6H, H-5).

PC-NMR (101 MHz, CDCly): & (ppm) = 153.76 (C-7). 146.15 (C-1). 135.59 (C-4), 129.66 (C-2), 129.32 (C-
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3), 55.49 (C-8). 20.75 (C-6), 15.93 (C-5).
AUS (EI, GCMS): m/z 194 [M]°, 150 [M - 3 CHsl', 135 [M - COCHs], 119 [M-COsCHs] .>

A2 A 3 mA/cm? oA HAEHE FFERYo]ELS AX
2 mmold] HEZGRHARE HeEdsl2ndo]ES 7 20 mle otHEUEH {3% 2 nmole WA EdAS 2

94 e 25 ml f2 Aol QS Ea-wq9 tholopEe AT (tolopl”, T4 AA 24 99l 15 un o}

ololRr =, Frjot AAMEE, oJAE, HU)A s wHEAZITE. FA-EEE rhololEE A== g
fATow dast. AT A4S 0.4 polth. A7 2.0 mi/en'® AF WL P 4.5 Fo] AdhEL A}
g3kl A2 (20 T) 9 di71Y (1 atmellA AHFH o2 Fagct. drjRa7t Tad &, Ao YgES 2
H Z 7oA 50 ml1o] = % 50 mle] o" opAlE|o]E Atolo A etk {7]5S 50 mlo] EE AlHSkaL,
b vkl g ARkl A FRAI7IAL Sl Sl A ghekstel &HlE A|A .

S35 vAZA AEES HE JFH FFH 7)1 (54 #REl=Y (BUECHI Labortechnik) Ali#lsl, o4, =4)
g AIsFS T

71 mgel A& (0.37 mmol)& FA o] HAZ FEEAT. ARSE wAERe] =& ke 82 18 %3

MRS o83 Sgstel ols) 5] A%g Asdeh:

3

1
H-NMR (400 MHz, CDCl3z): & (ppm) = 6.87 (s, 2H, H-3), 3.91 (s, 3H, H-8), 2.27 (s, 3H, H-6), 2.16 (s,
6H, H-5).

FC-NMR (101 MHz, CDCl3): & (ppm) = 153.76 (C-7), 146.15 (C-1), 135.59 (C-4), 129.66 (C-2), 129.32 (C-
3), 55.49 (C-8), 20.75 (C-6), 15.93 (C-5).

A (EI, GOMS): m/z 194 [M]", 150 [M - 3 CHil', 135 [M - COCHs], 119 [M-CO,CHs] .>

A 2
g wy st2udeEe) Az

Al e HEdrEdvy qesteuelse] Az
AFARA dEREdy det2noEe] Axg A6 19 @A 16] 745 vheh wol SR},
A2 gl 4ze e steudesse] Az

CO

3.5 mmol9] HEZFEIRF WEst=2Hyo]Ee} s/

[P I
&
ft
4
o
o
2
o

E,L 2 Al =
©) % U (aml A AFHOE AT, W EFBY BN G-
AS (EI, GOMS): m/z 208 [M]', 135 [M - CO.CH.CHs]', 119 [M - CO4CHCHy] >

A A oql 3
HA e E Ft2 Yy o]Ee AX
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Al A HETEQIEE JEstEHyo]E] A x

2 & [Feroci et al. (J. Org. Chem. 2002, 67, 8287-8289)1¢] whol 7|ukal wbylo]  <]slo]
FHEAT. 20 ml9] 37.6 & A= oA HERHGRF oEAZ ¥ (7.52 g, 26.15 mmol) S
= Agstgler. olstea Jhag mubslyA 4 AL Eeb 2 Ao Ths
5 23] v

H-NMR (400 MHz, CDCl3): & (ppm) = 3.90 (q, J = 7.1 Hz, 3H, H-6), 3.39-3.31 (m, 8H, H-1), 1.70-1.57
(m, 8H, H-2), 1.41 (h, J = 7.4 Hz, 8, 1-3), 1.15 (t, J = 7.1 Hz, 3H, H-7), 0.97 (t, J = 7.3 lz, 121,
H-4) .

FC-NWR (101 MHz, CDCLy): & (ppm) = 157.91 (C-5), 59.73 (C=7), 58.77 (C-1), 24.04 (C-2), 19.71 (C-3),
15.60 (C-7), 13.64 (C-4).

A2 A wAEAE FtER Y] ES Az

OTO\/

(o)

w
ol
=]
=]
=
Lo
o,
(m
kv
1z
o
o2
H
o
2,
i
X
m
o
=
o,
[
o
%
=

AS (EI, GCMS): m/z 208 [M]', 135 [M - CO,CH,CHl', 119 [M - COLCH,CHy] >

A A4 4
g WE 2Ry elE AZE

Al GA: HEGEgry Wdrtedyo]ES] Az

ATFAZA HEGRES Ry WEt2Rdo|EY AzxE AAld 19 ©A 10 71A%F nle} o] Faakeint.

A2 A AL wE Fh2 R do]ES Az

o

Lo~

e
| 0" o
P
0.5 mmold] HEZHFREHSGRE vadst2rnyolEe} 7 5 nle oHMEYUE-Y &3]3 0.5 mmole A &
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Ba-599 tololEE A5 (tolold”, 4 A4 4 9ol 15 un
5, H)olA ofwE WA, BA-gE tololEE int
5

% 2 Fol ASFE A

| =4
atmolA AAFAHoZ St whg EIEo BAL C-MSE F33A

<US (BT, GCMS): m/z 180 [M1', 136 M - 3 CHil', 121 [M - COLCH] .>
AA4] 5

(1.3-"d.1-gedeg)-5-md s d)-ue st vo] Eo] A%
Al GA: HEGEgry Wdrtedyo]Ee] Az

AFAZA HEGREGRE WEst2 ol ] Az A 19 &7 1o 7118 viel o] =8},
A2 SA: (1,3-td, 1-te g g)-5-vd sl d)-rEdst2rn o] E9] Az

N A

=

0.5 mmol®] HEZFEUGER WHsFZRYo]ES | 5 mle] ofMEYE™- £3]g 0.5 mmol® 5-WE-
1,3-0(1, -t e e g)- A& Belsx] ke 5 ml HEE Al =Ystal Ba-%3E thololZ= A= (tho]
}A® Fa Ax EA el 15 um tholofREZ Zrjolx AQulet, o]HE, Sd)oA ofwmm HRSA ]71;}
Ba-ERE gololEE Aihse wdgos JF§. A=
Af dx B 4.5 Fo Hatds ARgse] A2

3

EEe) B4 GCNSE FAFAT
NS (EI, GOMS): m/z 278 [M]', 263 [M - CHyl', 219 [M - COCH,]" >

Al ;\] 04] 6
(1.3.5-Egd. 1-gr g e)-dd)-me =1 yo]| E9] Ax

Al ehA: HEFENRE W2 w o] ES] A%

AAzEA HEGFESEE a7t2nvolEe] Alxs AAld 19 @A 1o 71AE vk} o] 3sigitt.
A2 GA: (1.3.5-Edd. 1-gHdeeg)-#d)-mErt=n o] ES] A%

0.5 mmol® (1,3,5-E&(1,1-tjugde)-dxl 0.5 mmole] HEHF EHAGEE HEst=2rnvolEe}t 37 5 mle
SN EVEH &af3t EeuX] ¢S 5 ml HEZE Ao =Yt 54— (

2 AA =E fel 15 pm HololR =S, Zujols A}, oAz, md)ollA o= RESAIIE. Fa-
3

9 tololRE rEi= wgdZon Jdadt. AT 74L 0.5 anolth.  AZ|EIE 2.0 mA/en o] AR
WU 9 4.5 Fo As#E AFEste] 2 (20 T) 2 7] (1 atmollA AAFHoR S8}, v E3&
o] BAL GC-MSE 43§38ttt
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QS (BT, GOMS): m/z 320 (M1, 305 [M - CHy]", 261 [M - COCH;1 >
AAY 7

-, 1-tHged)-3,5-tH e d)-"a st 2R Yo] E9] Az

Al ©A: HESFESEE Yestenyo]Ee Az

ArAzA HESFEGEE WEItER Yol Axs A 19 &7 1o 71AE npe} o] 333l
A2 @A (-, 1-tHgeg)-3. 5-tHd s d)-meste o] Ee] A%

N oA~

=

0.5 mmol9] HEZRESGRE vesl=nyo]ES a7 5 nle oHMEVE-S £a13F 0.5 mmole 3,5-tjH &

1-(1,1-gd o g)-As Bz &o 5 pl HEE Mo Egstn EA-T3F thololr= A
(oloba”, 4 AA 22 9o 15 um olor=Z o
)

e ¥R gl Assl wguTes o

QAS (EI, GOMS): m/z 236 [M]', 221 [M —CHy]', 177 [M - CO2CH3]", 161 [M - CO,CHs] .>

/\1;\] 04] 8
1.3.5-Egd-vEde)-Ad)-mE =B ]| EQ] A%

Al ehA: HESRENRE a2 w o] EL] A%

ATFAEA HESFEGEE WETtERY | Al AAld 19 @A 1e0] 7A€ H= st

A2 A (1.3.5-EdU-mEdE)-sd)-mert=nyc]ES] A=

0.5 mmol®] HEHFESRE WEstZrwyo|Ee 37 5 nlo] oEUEH &
(I-vdod)-HAle &

:l:4‘

33k 0.5 mmole] 1,3,5-EF

954 2e 5l HER A =Ystn $2-wPE dolopEe AF (Folopa”, i
AA B4 9ol 15 um colohRES, ok Auet, olAE, HWelA s WAL, $-wRE

thojollle Ffr=e= wijdFo g dadsitt. AF k4L 0.5 emo|th. A7]ESE 2.0 mA/em o] AFUE L
2.5 Fo] AsFS ARl 22 (20 €C) 2 th7Id (1 atm)ollA AAFHoz FPHt, w3 59 4

& GC-MSE® F333iTt.

AS (EI, GCMS): m/z 278 [M]', 263 [M - CHy]', 219 [M - COCHy]', 203 [M - COsCHs] .>
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