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3003 XOvOeon NG trans- 2-AOPOKVKALOEEAVOAN S OO

KUKA0EEEVIO
so,NCI® SO,NH,
OH
H,SO,
x 3 H,O — ’ +
"l
CH,
CeHio C,H,,CINNaO,S CgH,4CIO C,HgNO,S
(82.2) (281.7) (98.1) (134.6) (171.2)
Bipioypagia

B. Damin, J. Garupon, B. Sillon, Synthesis 1981, 362

Taivopnon

Tomor avTiopdoemv Kol TAEELS 0VGLAOV
avTOpaoelg TPosONKNG AAKEVI®MV, GTEPEOEKAEKTIKT] TPOSONKT),
aAKEVI0, 0AoDOpivy

M£0ooor epyaoiog

Oépuovon HE ETOVOPPOT, OVASELON HE HOyVNTIKY PAPOO  avASELONS, GTOYOVOUETPIKY
npocONKkn pe yovi mpootnkng, amdotaln pe vOpaTUOVS, avatdpoln, €KyOAlon, omonon,
eatuion oe meplotpeouevo eEatoty, amndotaln pe erattopévn mieorn, Oépuovon oe
eAadAovTpo.

Odnyia (krhipoxa 100 mmol)

Eomhopdg

Athonpn 1M tpihonpn @uaAn 250 mL, Oeppotvopevog HoyvnTiKOG avadeLTHPOS, HUOYVNTIKTY
PAPOOC avAadELONG, YVKTINPAG ETAVAPPONGS, Y®VI TPOGHNKNG He cVOTNHA £EIGOPPOTTNONG NG
TiEONC, GLOKELT] OMOGTAENG, OLYWPIOTIKO XWVi, GVOKELT] OTOGTAUENG LE VOPATLOVS, CVOTN LA
ToPOYNG Oepov aépa, TEPIGTPEPOUEVOS EEATUIOTNG, AVTALN KEVOD, EAAOAOVTPO.

Ovoieg

KukAog&évio (bp 83 °C) 8.22 g (10.1 mL, 100 mmol)
tprevudatopévn yhopapivn T (mp > 70 °C) 28.2 g (100 mmol)

(6Aag pe Na tov N-yhopo-4-10AovolocovAPOVaLLSioV)

TuKvO Betikd 0&0 (98%) 9.8 g (5.3 mL, 100 mmol)
axetovn (bp 56 °C) 40 mL

tert-Bovtulo pebvro abépag (bp 55 °C) 75 mL
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YA®PLovYOo VATPLO nepimov 120 g
Oetikd vdatplo nepinov 5 g
AvTtidpaon

Ye o othouun M tpihoupun @dAn tov 250 mL epodiacuévn pe YouKTHPO ETOVOPPONS, YWVI
TPocHNKNG Kot payvntikny papoo avadevong, eépovrarl 28.2 g (100 mmol) tprevudatwpévng
yAopopivng T ko 80 mL evdg piypatog 1:1 aketdvng vepod. ZT0 odPMUO TOL TPOKLITEL
npootifevton 8.22 g (10.1 mL, 100 mmol) kvkhoe&eviov. Xt cuvéyela mpootifevtol oTdydnv
Kot Vo avadevor 9.8 g (5.3 mL, 100 mmol) TokvoL Betikoy 0EE0g Ge SIACTNUO LG DPOC.
To piypa Beppaiveton pe emavappon péxps 6Tov dev oynuatitoviot atpoi wwdiov détav 1 mL
amd 1o OdAvpo NG ovtidpaong oavouryvdetor pe €vo 0&vo StdAvpo 1motovyov KaAiov
(mepimov 45 Aemtd).

Enelepyooia

To piypo g avtidpaong mov amoteAeiton amd 000 PAcES KopEvvutol pe mepimov 13 g
YAOP10VYOL vaTPiov Kot 1) aKETOVT amopokpiveTon pe omdotaln. To vworepa vrofaiieTon
o€ amoOoTaén e LOPATUOVS Kot GLAAEYOVTAL TOVAG IoTOV 250 mL amootdypoToc.

To andotayuo Kopévvotat e YAmPlovyo VATplo Kot 1) dypon eAoamdns edaon dwywpiletol o
Swymprotikd yovi. H vdatikr @don avakiveiton tpelg popéc pe 25 mL tert-fovturo pebvro
aBépa kabe @opd. H opyoavikny @don mov OlaywpioTnke TPONYOLUEVMS EVAOVETOL WE TO
afepikd exyvMopaTo Kot ovakvoovior 000 @opéc pe 25 mL kopeouévov SoADUOTOG
YAOP10VYOL VoTpiov KABe PopdL.

H opyavikr pdaon Enpaiveton pe Betikd vaTplo Kot LETA TNV OTOUAKPLVGT] TOV ENPOVTIKOD UE
omobnon, o JOWAVTNG OMOUAKPVUVETOL O TEPIGTPEPOUEVO EEATHIOT] KOU TOPOUEVEL TO
aKAOAPTO TPOIOV GOV EAUMOES VITOAELLLAL.

Amddoon: 8.91 g (66.2 mmol, 66%); Kabapdtrta (GC) 98%. To npoidv eivar apketd kabopd
Y10 TIG TEPLGGOTEPES PN CELC.

INa mepartépo kaboapiopd 1o mPoidv pmopel va omootayfel KAAGHATIKA VIO EAATTOUEV
nieon. Katd 1 ddpkelo g andotaéng eivor ouvatodv to Tpoidv vo KpuoToAAwBOel, Yo to
AOyo avtd 1 pon TOoL veEPOU WHENG GTOV YukTNpa TTPENEL Vo eivan PBpadeio kot va glval oe
dueon ypnon 1N mapoyn evog Bepuod pevpatog adpa Yoo ™V B€ppavon kot tHEN TOL
GTEPEOTONUEVOL ATTOGTAYLLOTOG.

Amoooon anootdypotog: 8.20 g (60.9 mmol, 61%), dypoo vypd; bp 79 °C (13 hPa), mp 27-
29 °C; KaBapomra (GC) 98%

To voatikd vmoéAepo Mg amodotalng He  vOPATUOVS TEPLEXEL TO OTEPED 4-
TOAOVOAOGOVAPOVOLLIO0 TO omoio dnbeitan, TAEveTOL e vepd kol Enpaivetal oe Enpavtnpa
vrepdvo silica gel.

Amnddoon:16.8 g (98.0 mmol, 98%)

EvoAlloxktikn enelepyaocia

Mo evodlhoktikn enefepyoacio edv eivor dwabéoog o KatdAAniog efomhiopdg sivor m
EKYVAOTIKT aOCTOEN HE VOPOTUOVG OVTL TG KAVOVIKNG amdotadng pe vopatpovs. Metd v
ATOUAKPLVOT TNG OKETOVNG LE amOCTOEN TO PiyHo TNG avTIOpAoNG PEPETOL GTI] CLGKELN KO
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ekyvAileTan Y dvo dpeg pe tert-Boutvdo peBvro abépa. H abepikn @don Enpaivetar pe
Oelikd vATplo Kot PETO TNV OMOUAKPLVOT TOVL ENPOvTKoD pe dONoT OTOROKPVOVETOL O
SAVTNG € TEPLOTPEPOUEVO EEATUIOTN. ATIOUEVEL Eva EAOMOES VITOAELLLLOL.

Amddoon: 9.16 g (68.1 mmol, 68%); Kabapomra (GC) 98%. To mpoidv avtd eivar apketd
KaBapd yo TG mepiocdtepeg ypNoels. Onmg mpoavaeépbnke eival emiong dvvarty kol M
amoOcTOEN.

To voatikd vmoéAelppo G omoécTalNng HE  VOPOUTHOVG TEPLEYEL TO OTePEd  4-
TOAOVOAOGOVAPOVALLISI0 TO omoio dmBeitan, TAEvetal pe vepd Ko Enpaivetar og Enpaviipa
vrepdvo silica gel.

Am6do00om:16.8 g (98.0 mmol, 98%)

Awygipion amoPintov

Anéppwyn amofintov

Anopinto Anmoppwyn

Amooctaybeica akeTovn Opyavikoi dtodvteg ElevBepotl ahoydVoL
(umopel va mepiéyetl KukAoeEEVio)

Yrorieypo amd andotaln pe vopaTrovg, Miypato vepod d1aA0T, TePEXovTa 0A0YOVO
petd tov dtoywpiopd tov 4-
TOAOVOAOGOVAPOVALITOV

Ydatwkn @don g amdcToEng He vopatuovs | Miypota vepov d1ahvtn, eAehBepa aAoydvou

E&atobeic tert-fovtvio pebvio abépag Opyavikoi dtodvteg ElevBepotl ahoydVoL

(umopel va mepiéyel axetdvn)

Yroreypo andctabng AldAvon o€ aKETOVN KoL LETA: OPYOVIKOT
LAV TEG TTEPLEXOVTES OAOYOVO

Oetiko vatplo Yteped andPAnTo, ehevBepo VIPAPYVPOL

Xpovog

S opeg

Awkomn

[Tpwv v enelepyacio
Metd v amdotaén pe vopaTUoHS
[Tpwv v andoToén

BaOpog ovokoriog
Métpia

Odnyia (khipoxa 10 mmol)

E&onhopdg
Athoym M tplhoupun @1dAn 100 mL, Oeppovopevog payvnTikog OVOOELTHPOAG, HOYVITIKN
pAaPd0g avadevong, YUKTNPOG ETAVOPPONS, Y®VI TPOsONKNG He cvotnra eE160pPOTNONS TG
T{eEoNS, GLOKELT HIKPOOUTOGTAENG, OYMPLOTIKO YWVi, GVOKELY OmdGTAENG HE VIPATUOVC,
cvotnpa Tapoyns Bepprod aépa, TEPIGTPEPOUEVOS EEATIIOTIG, AVTAID KEVOD, EAAOAOVTPO.
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Ovoieg

KukAog&évio (bp 83 °C) 0.822 g (1.01 mL, 10.0 mmol)
tprevudatopévn yhopapivn T (mp > 70 °C) 2.82 g (10.0 mmol)

(6Aag pe Na tov N-yhopo-4-10AovolocovAPOVaLLSioV)

ToKVO Betikd 0&0 (98%) 0.98 g (0.53 mL, 10 mmol)
axetovn (bp 56 °C) 10 mL

tert-Bovtulo pebvro abépag (bp 55 °C) 45 mL

YA®PLovYO VATpLo nepinov 35 g

Betixo vatplo nepimov 1 g

AvTtidpaon

Ye o othouun M tpihoupun @dAn tov 100 mL epodiacuévn pe YokTHpo ETOVOPPONS, WVI
TPocHNKNG Kot poyvntikn péfdo avadevong, eépovral 2.82 g (10.0 mmol) tprevudatwpévng
yAopopivng T ko 20 mL evdg piypatog 1:1 aketdvng vepod. ZT0 oidPMUO TOL TPOKLITEL
npootifevtan 0.822 g (1.01mL, 10.0 mmol) kvkloeleviov. Xtn ovvéyelo mpootiBevion
otayonv kot vd avadevorn 0.98 g (0.53 mL, 10 mmol) mukvoy Betikov o&éog o drdoTnu
wog mpoc. To piypa Oeppaiveton pe emavoappor| péypig 6tov dev oynpatifovrar atpol iwdiov
6tav 1 mL amd 10 didAvpa ¢ avtidpaong avapryvietar pe éva 6Evo Stdivpo 1mdtovyov
KaAlov (mepinov 45 Aentd).

Enelepyooia

To piypo g avtidpaong mov amoteAeiton omd 000 @Aacelg Kopévvutor pe mepimov S5 g
YAOPL0VYOL vaTPiov Kot 1) aKETOVT amopokpOveTon pe omdotaln. To vwodepa vrofaiieTon
o€ amooTaén e VOPATUOVS Kot GLAAEYOVTAL TOLAGYLoTOV S0 ML amocTdypaTog.

To andotayuo Kopévvotat e YAmPlovyo vATplo Kot 1 dypon eAoamdns edaon swywpiletol o
Swymprotikd yovi. H vdatikr edon avakiveitor tpelg popéc pe 15 mL tert-fovtvro pebvro
aBépa kabe @opd. H opyoavikn @don mov OlaywpioTnke TPONYOLUEVOG EVAOVETOL WE TO
afepikd exyvMopato Kot ovakvoovior 000 @opéc pe 15 mL kopeouévov SoADUOTOG
yAoplovyov vatpiov kédbe popd. H opyavikn don Enpaivetor pe Betikd vatplo Kot LeTd TV
OTOUAKPVVGT TOL ENPOvTIKOV pe OONon 0 O0ADTIG ATOUOKPVVETOL GE TEPICTPEPOUEVO
eCATIOT KO TAPAUEVEL TO AKAOAPTO TPOIOV GOV EAALDOES VITOAELLLOL.

Amnddoon: 875 mg (6.50 mmol, 65 %); Kabapdtmra (GC) 98%. To mpoiov eivar apketd
KaBopd Yo TIG TEPIOGOTEPES (PN OELS.

INa mepartépo kaboapiopd 1o mpoidv pmopel va omootayfel KAAGHATIKA VIO EAATTOUEV
nieon. Katd 1 ddpkelo g andotaéng eivor ouvatdv to Tpoidv vo KpuoToAAwOel, Yo to
AOYo avTd 1 pon TOL veEPOL YHENG GTOV YukTNpa TTPENEL Vo eivan PBpadeio kot va glval oe
dueon ypnon M moapoyn evog Bepuol pevpatog aépayie v Oéppaven kot tHEN TOL
GTEPEOTONUEVOL ATTOGTAYLLOTOG.

Amnddoon amootdyparog: 790 mg (5.87 mmol, 59%),, dypoo vypod; bp 79 °C (13 hPa), mp 27-
29 °C; KaBapomra (GC) 98%

To voatikd vmoéAepo g amdotalng HE  vOPATUOVS TEPLEXEL TO OTEPED 4-
TOAOVOAOGOVAPOVOLLIO0 TO omoio dnbeitan, TAEveTon e vepd ko Enpaivetal oe Enpavtnpa
vrepdvo silica gel.
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Amno6doon: 1.70 g (9.92 mmol, 99%))

Evoiloxtikn enelepyacia

Mo evodhoktikn enefepyoasio edv eivor dwabéopog o KotdAAnlog efomhionodg sivor m
EKYVAIOTIKT aOCTOEN HE VOPOTUOVG OVTL TG KAVOVIKNG amdotaing pe vopatpovs. Metd v
ATOUAKPLVOT TNG AKETOVNG LE AmOGTAEN TO PiyHo TNG avTIOPAoNG PEPETOL GTI] GLGKELN KO
ekyvAileTan Y dvo dpeg pe tert-Boutvdo peBvro abépa. H abepikn @don Enpaivetar pe
Belikd vATPlO Ko HETA TNV OMOUAKPLVOT TOVL ENPOvIkoD pe dMONoT OTOROKPVOVETOL O
SAVTNG G€ TEPLOTPEPOUEVO EATUIOTN. ATTOUEVEL Eva EAOMOES VTTOAELLLLOL.

Amoddoon: 881 mg (6.54 mmol, 65%); kabopdmra (GC) 98%. To mpoidv avtd gival apKeTd
KaBapod yo TG mepiocdtepeg ypNoels. Onwg mpoavaeépbnke eival emiong dvvarty kot m
amoOcTOEN.

To voatikd vmoéAelppo G omoécTalNng HE  VOPOUTHOVG TEPLEYEL TO OTePEd  4-
TOAOVOAOGOVAPOVALLISI0 TO omoio dmBeitan, TAEvetal pe vepd Ko EnpaiveTar og Enpaviipa
vrepdvo silica gel.

Amnodoon: 1.70g (9.92 mmol, 99%)

Awyegipion amoPintov

Anoppwyn arofjTov

Anépinto

Amoppryn

Amooctaybeica akeTovn
(umopel va mepéyel KukAoe&évio)

Opyavikoi dtahvteg eElevbepol aloydvov

Yrorewpo and andotaln te vopPATHOVG,
HETA TOV SO ®OPLGHO TOV 4-
TOAOVOAOGOVAPOVOLLOTOV

Miypota vepol d10A0T, TEPLEXOVTA QAOYOVO

Ydatikn @don e amdoTaéNG e VOPATIOVG

Miypota vepol d10A0T, eAehBepa adoydvov

E&atiobeic tert-Bovtvro pebvrio obépag
(umopet va mepréxel akeTdv)

Opyavikoi dtardteg eElevBepol aloydvov

Yrorewppo andotaéng

AlgAvon o€ aKETOVN KoL LETA: OPYOVIKOT
LAV TEG TTEPLEXOVTES OAOYOVO

Oetikd vatplo

Yteped amdPAnTo, ehevBepo VIPAPYVPOL

Xpovog
5 opsc.

Awoxom

[Tpwv v enelepyaocio.

Metd v amdctaén e vopatuovg.
[Tpwv v andoToln.

BaOpog ovokoriog
Métpua.
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AVOADTIKA 0EO0UEVQ

GC

Hapaockevn delyporog:
‘Eva detypa g ovoiog dweddetan og 0.5 mL tert-Bovtvro pebvro abépa 1 pl tov deddparog avtod giodyeton

GTN GTNAN.
YuvOnkeg GC:

OTHAN:
glcodog:

PEPOV 0£PLo:
POvPVOC:
OVLVELTNG:

H eni to1g % ocvykévipoon vrohoyiotnke omd o epPaddv TV Kopuedv

http://www.oc-praktikum.de

Macherey and Nagel, SE-54, 326-MN-30705-9, length 25 m, ID 0.32 mm, DF 0.25 um
Gerstel KAS with control unit, injector temperature250 °C;

split injection 1:20, injected volume 1 pL

nitrogen, pre-column pressure 62 kPa, flow rate 1.04 mL/min

start temperature: 80 °C (1 min), 5 °C/min, final temperature 250 °C (30 min)

FID, 275 °C

GC 1ov axkaBapTov mpoidvrog

4.786

I_i\_ML

7.88%

XpoOvog cVYKPATICEMS Ovoieg Eppaddv kopvoav %
(min)
7.8 TPOioV (trans-2-yAopokvkhoeEavoin) 98
4.8 atovtomointo 2
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GC xaBapo?v mpoidvrog

7.865

E 4.195
=
L

.

XpoOvog 6uYKPATICEMS Ovoieg Eppadév kopovoav %
(min)
7.8 TPOioV (trans-2-yAmpokvkhoeEavoin) 98
4.2 atovtomointo 2

®daopa '"H NMR akdfaptov wpoidvrog (500 MHz, CDCl3)

J I

\\\\\\\\\\\\‘\\\\\\\\\\\\\\\\\\\\‘\\\\‘\\\\‘\\\
9 8 7 6 S 4 3 2 1 0
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®daopa '"H NMR Ka0apov npoiovrog (500 MHz, CDCls)

|

9 8 7 6 5 4 3 2 1 0
d (ppm) o)hamrhotTnTa ApOpoc H Amédoon

1.20-1.36 M 3 CH,

1.56 - 1.65 m 3 CH,

2.04-2.10 m 1 CH,

2.16-2.22 m 1 CH,

2.55 s 1 OH
3.45-3.56 m 1 CH-OH
3.66-3.72 m 1 CH-CI

7.26 SoAotng

®dopa C NMR akadaprtov mpoiovrog (125 MHz, CDCl3)

T " " T A e P A

H\H‘H\HHH‘HHHH\ HHH\H‘HHHH\‘HHHH\ HHH\H‘\HHHH‘\H\HH\‘HHH\H‘H\HHH‘HHHH\‘HHHH\‘HHHH
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®dopa C NMR kabapod mpoiévrog (125 MHz, CDCls)

AP O— e e T —

120 110 100 90 80 70 60 50 40 30 20 10 0
o (ppm) Amo6doon

24.0 C-5 6
25.6 C-4 5 O{OH
332 C3 L,
35.2 C-6 , 2 G
67.3 C-2
75.3 C-1

76.5-77.5 AlaADTNG

®dopa IR akdBaptov wpoidvrog (film)

93 109 125

1 1 ]
.
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®dopa IR-kaBapov mpoidvrog(film)

134
1

80

62

by
1

(cm™) Amdédoon
3400 Aeopog O-H
2941, 2862 Aecpog C-H, aixdvio
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