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KE®AAAIO 6

PAZMATOZKOIMIA AYO AIAZTAZEQN

O Richard R. Ernst (1933 - ) Tiui®nke 10 1991 pe Bpapeio NOPTTEA yia Tn ouvEIOPO-
pd Tou oTnv TPo6odo Tng pacpartookotiag NMR (Pacpatookotria dUo S100TA-
oewv). Auti n Tpdodog dvoige To dpdUo OTNV AUECN TTAPATHPNON TNG dPACNG TNG
(POPUOKEUTIKAG Aywyrg OTOV avBpwITIvo opyaviouo.
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6.1. AmrAotroinon MNMoAUTTAOKWV PacudTwyv

Av éva TTOAUTTAOKO pdopa OeUTEPNG TAENS ANPOBEi o€ pacuaToypd@o
TTOU QEPEI JayvnTikO TTEdI0 PIKPNG 1I0XU0G, TOTE €ival duvaTdv va eQap-
MooOei pia og1ipd TEXVIKWY WOTE auTd va atmrAoTroindei kai va Angdouv
akpIBnA oToIxeia TGO yia TN 60N Kal yia TN Jop@r YIag atmoppdenong,
600 Kai yia 1o héyebog TG 0TaBepdg oUeuEns Twv dIAPOPWY TTPWTO-
viwv. H atrAotroinon TreTuxaiveTal KUpiwg JE:

a) augnaon TnG évraong Tou payvnTikou Trediou,

B) &ITTAd cuvToviouo 1 aTTocUlEuUEn TWv OTIIV,

y) aviaAAayr Pe BEUTEPIWMPEVO VEPOD,

0) XpNOIKOTIoiNGN TTAPANAYVNTIKWY CUHUTTAOKWY,

€) ETEPOTTUPNVIKI] QOCUATOOKOTTIO KAl

OT) @OOPATOOKOTTIa dUO I TTEPICOOTEPO DIACTATEWY

Xprion NMR opydvou ue auénuévn ioxu mediou: 'Exel ndn ava@epOei
OTI pdouata TPWTNG Ta&Ng AauBdvovTal, 6tav Av/d > 6Hz. 'Exel Aexbei
etriong 611 N XNUIKN PETATOTTION ekPpacpévn o€ Hz 1 ppm gival ouvdp-
TNon NG évraong Tou Trediou Kal 0TI n oTaBepd oUCeuéng J TTou PETPIETAI
o€ Hz civar avegdptntn ammd autd. ETTopévwg, o Adyog Av/J augdaveral,
KaBwg n 10x0g Tou Trediou aufdvetal. Agdouévou de 6Tl 0 Adyog Av/J
gival KaBopIoTIKOG yia To av Ba éxoupe @Aoua TTPWTNG 1 deUTeEPNG TA-
&NG, uTTOpoUuE Pe atTAf auénon TnG €vTaong Tou payvnTikou Tediou va
dlaxwpiocoupe dUo KAPTTUAEG atroppd@noNG Ol OTI0IEG, O€ £va PAOHa-
TOYPdQYO, OTO OTT0I0 EQPAPUOLETAI MIKPAG £vTaoNG OTATIKO PayvnTIKO TTe-
Oio, emkaAuTrTovTal. ‘ETO1, ge augnon Tng €vraong Tou TTediou TTETU-
Xaivoupe TNV auénon Tng amoéoTaong Av og oxéon We Tn oTaBepd oU-
Ceutng J, n omoia Trapauével n idia. Me cuvexn auénon Tng €vraong Tou
Tediou, YTTOPOUUE VA TTETUXOUUE PETATPOTTH £VOG QACHaTOG OeUTEPNG
TAENG o€ ATHA TTPWTNG TAENG.

Autd vyivetar avTIAnTTé oTnv TTEpITTwon Tou 4-xAwpoBouTupikou
o&€og, 10 pdopa NMR Tou oTtroiou €xel An@Bei o PacuaToypdpousg Twv
60MHz, 100 MHz ka1 220MHz. 210 @acparoypdgo Twv 60 MHz n atop-
POPNON TNG KEVTPIKIG peBUAevouadag -CH, 6Tiwg kai n ammoppdenan g
MeBUAevoudadag kovtd otn KapBouloudda eTIKAAUTITOVTAI, £TC1 WOTE VO
EXOUpE éva @dopa deuTEPNG TAENG. 2TO PacuaToypd@o Twv 100 MHz ol
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TTOPATTAVW aTTOPPOYPROEIG £XOUV apXioel va diaxwpifovral, evw O€
Qaouatoypd@o Twv 220 MHz 1dn £€xouv diaxwpIoTel Kal To @Aoua gival
TPWTNG TAENG. MeTd TOV dlaXwpIoud Twv OUO ATTOPPOPACEWY TIa-
pouCIGdeTal Wia TIEVTATTAN Kopu®r] yia Ta -CH, TTpwToVIa TNG KEVTPIKNAG
peBuAopadag. To aTTAoTToINUEVO @ACHA PTTOPE va BewpnBei Twpa OTI
givair Tou Tutrou A,M_X, (ox. 6.1.1).

1 2 3
Cl—CH,—CH,—CH,—COOH

CICH,< 3,2 CH,

60 MHz
CICH, 4 3,2 CH,

100 MHz !
3 CH,

CICH, ™ 2 CH,

220 MHz ffi J:' rlJ,—

IxApa 6.1.1. 'H NMR @dopata 1ou 4-xAwpoBouTupikoU 0ZE0G TTou
éxouv An@Bei atmdé @acpuatoypdeo Twv 60 MHz (dvw),
100 MHz (peoaio) kai 220 MHz (kdTtw).

H texvikr) atmmAotroinong evog @AcPaTog BPioKel upeia e@apuoyn
OTIG MEPES HaG, AOyw TNG XPNOEWS PaCUATOYPAPWY EUPEIag KAINOKaAG
évraong payvnTikwv 1ediwv 200-900 MHz.

Mapadeiypa 6.1.1.
Aivovtal Tpiac NMR @dopata TTpwToviou oupidivng (TTEPIOXr] TUVTOVI-
gpouU 3.7-4.4 ppm) Ta oTToia €xouv An@eBei og TPEIG PATUATOYPAPOUG:
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A (Gvw @dopua), B (ueoaio edopa) kai I (Katw @dacopa), Tou diabéTouv
OIAQOPETIKAG €VTOONG UTTEPAYWYIMOUG payviTes. Mtopeite va arro-
QavOEeiTE TTOI0G ATTO TOUG TPEIG £XEI TN YEYAAUTEPN 1I0XU Kal TTOI0G TN Mi-
KpoTepn; Na dikaloAoynoeTe TNV ammdvrnon oag.

[l 1
44 43 42 41 40 39 38 37
B

ZxAMa 6.1.2. NMR @douaTa TTpwToviou oupidivng Ta oTroia £€Xouv An-
@Oei o€ TPEIG PACTUATOYPAPOUG OI OTTOI0I DIOBETOUV UTTE-
POAYWYIKMOUG HAYVATEG DIOPOPETIKAG EVTAONG PAYVNTIKOU
mediou.

AmrooUleuén Twv oTmiv 1) OITTAGS ouvroviouog: H TTOAATTASTNTA HIag
aTmoppoPNoNg cival amoTéAeoua TG oUCeugng TwV OTTIV YEITOVIKWV
Tpwroviwv. ‘ETol, ato cuotnua CH, - H,C n amoppdé@nan tou pwro-
viou H, epgavigetal wg pia dITTAr Kopu@n, yIaTi TO YEITOVIKO TTpwTOVIO H,y
£xel 000 TTPoCcavaTOAIgHOUG aTTIV. OUoiWG, N ATTOPPOPNAT TOU TTPWTOVIOU
H, eugavidel pia dimmAn kopun (Zx. 6.1.3).

Av 10 GUOTNUa auTo aKTIVOBOANBEI PE TN oUXVOTNTA GUVTOVIOHOU TOU
mpwrtoviou H,, 161€ Ba TTPOKANBEi TETOIO BlEyepon WaTe auTd va PPeBei

—



Chap06- 20T. gxd 15/12/2005 3:45 ii Page 172 E }

172 APXEZ NMR

o¢ Mio kardotaon ouvexoUg Kal TTOAU ypriyopng HeTaBiBaong petagu
Twv dUo TTpogavatoAiouwy oTiv Tou H,. H diEyepon, TTou TTpokaAceiTal
EXEl WG OUVETTEIQ O PECOG XPOVOGS (WNAG TOU aKTIVOBOAOUUEVOU TTPpW-
Toviou OTIG BUO EVEPYEIOKEG KATOOTAOEIG va gival undapivég. ‘ETol, 10
TpwTévio H, aduvarei va dlakpivel 1o TpwTéVIo Hy exwploTd aTig dUo
KaTaoTAoEIG, aAAG BAETTel pdvo pia evepyelakn katdoTaon Tou H,, pe
amotéAeopa n amoppdenon Tou H, va epgavietal wg pia atArn kai oxI
wg dITTAR KopuPn (Kopeouog). Katd cuvétrela, To TpwTtdvio A Ba ou-
vTovioBei og pia ouxvétnta. Katd Tov idlo TpoTTo, av akTivoBoAnbei To
oUoTnua Twv dUO TIPWTOVIWV PE TN OUXVOTNTA GUVTOVIOHOU Tou H,,
TOTE TO TTPWTOVIO H, Ba dlakpivel Yia HOVO POVO EVEPYEIOKN KATAOTACN
T0U H,, KaI £T01 N amoppdPnan autou Ba £xel TN HOPPN ATTANG KOPUPNG.

ZxApa 6.1.3. Epappoyr) dirrAou ouvtoviopou oe AX oU-
omnpa. O dIMAEgG kopugég Tou H, kar Hy
{ METATPETTOVTAI O€ ATTAEG.

MNa va epappocBei autd 10 €idOG TNG TEXVIKAG, ATTAITEITAI, EKTOG TNG
Baoikng TTNYNG padliocuxVvVOTATWY PE TNV OTToIa €ival €QOdIOCUEVO KABE
NMR 6pyavo, pia dedtepn TTNyn padioouxvotntag (double irradiation),
pe Tnv otroia Ba yivel n akTivoBoAnon Tou Tpwrtoviou H, A H,. Aedopé-
vou OTI yiveTal Tautdxpovn Xprion dUo TTNywv padloouxVvoTATWY, auTr n
TEXVIKA AéyeTal SITTAGG cuvTovIouOG (double resonance) ) JITTAr aKTI-
voBOAnon. AANOG TPOTTOG €KQPACNG AUTHG TNG TEXVIKNAG €ival o 6pog

—
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amooudeun Twv otV (spin decoupling) Kal auTo, yiaTi KATA TV OTIYHNA
TNG OKTIVOPBOAIGG Twv TTUPNVIKWY CTTIV, auTtd dgv culeuyvuovTal PE Ta
YEITOVIKG TTpwTOVIa. AUTA N TEXVIKN aTTAOTTOINONG €ival ETTITUXNAG Povo, av
01 dUO aTTOPPOPNOEIS TWV CULEUYVUOUEVWY TTPWTOVIWV BpiokovTal Tou-
AdyxioTov o€ pia atréoTacn 20 Hz petagu Toug.

loorommikny avraddayn (beutepiwaon): O1 dUO TEXVIKEG ATTAOTTOINONG
€VOG TTOAUTTAOKOU @AOouaTog, ol oTToieg AN avagépbnkav, dnAadn n
XPrRon uwnAou 1ediou Kal 0 BITTAGG CUVTOVIONOG £XOUV TTEPIOPICUEVN
epapuoyn o€ ouykpion ue TN HEBodo Tng deuTepiwong. Katd tn péBodo
auth n TPOoBNKN deutepiwpévou vepou, D,O, oe didAupa opyavikwy
MOopiwV €XEl WG ATTOTEAEOPA TNV AVTIKATAOTOON TWV UBPOYOVWV TWV
ouvoedEPEVWV [E ETEPOATONO aTTd TO deuTEPIo. Ta udpoydva, TTou gival
XOAAPOTEPA OUVOEPEVA HE ETEPOATOUO AVTAAAACOOVTAl EUKOAQ aTTO TO
deuTépio (exchangeable protons).

-XH +D,0 -XD + HDO (X=0, S, N)

ETre1dn 1o deUTEPIO £XEI HIKPOTEPN PAYVNTIKF POTTH ATTO TO TTPWTOVIO,
n o1aBepd oUCeuEng TOU deUTEPIOU PE EVA YEITOVIKO TTPWTAVIO gival TTOAU
MIKpOTEPN aTTd TNV avTtioToixn oTabepd ouleuéng TTPWTOVIOU-TTPWTO-
viou. EmITTp6c6<Ta, o1 TToAU PIKPAG £VTAoNG aVAPEVOUEVES OTTOPPOPN-
O€IG TWV TTUPAvVWyV deuTepiou dev TTAPATNEOUVTAI OTO QACHOTOYPAPO,
TIOU €ival CUVTOVIOPEVOG yia TN Awn @dopatog 'H. ETropévwg, n avTika-
TdoTOON KAOE TTPpWTOVIOU OTTO OEUTEPIO, €XEI WG OTTOTEAECUA TNV €€a-
@dvion TNG amoppoPnong Tou, VW OUYXPOVWGS OTTAOTIOIEI TNV OTTOP-
POPNON TWV YEITOVIKWY TTPWTOVIWV. AuTh N HEB0SOG ETITPETTEI TNV AUEDN
diatrioTwon TG UTTapENG f Ox1 UOPOYOVWY CUVOEUEVWV UE ETEPOATONO
(-OH, -SH, -NH, 1} -NHR). Auté yivetai pavepd ato 'H NMR @dopa Tou
N-kap-Bopev{otu-yAukivo-povoueBuAapidiou, To otroio £xel AngOei oTnv
apxn péoa oe diahupa CDCI, kai petd péoa oe didhupa CDCI, + D,O (Zx.
6.1.4).

Mpiv Tn deutepiwon, 10 'H NMR @dopa Tou N-kapBoBeviofu-yAu-
KIvo-peBuAapidiou epgaviel dUo DITTAEG KOPUYEG, TTOU ouvTovidovTal
ota 6=2,75ppm kai 6=3,8 ppm. H dITTAn Kopuer oTa 6=2,75 ppm o@ei-
AeTal oTa TpwWTOVIA TNG JEBUAONAdAG, Ta oTToia culeuyvUovTal PE TO YEI-
TovIKO -NH TTpwtdVvIo, TTou gugavidetal ota 6=6,2 ppm. H GAAn dITTAR
Kopuen oTa 6=3,8 ppm o@eiAeTal oTa TTPWTOVIA TNG WeBUAevouddag -CH,
Ta oTT0ia oUeuyvUOVTal PE TO YEITOVIKO TTPwTOVIO -NH 110U gpgavileTal

—
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oT1a 8= 6,8 ppm. MeTd Tn deuTepiwan, oI aTroppoProceig oTa 6=6,2 ppm
kKar 6=6,8 ppm éxouv eagavioBei, evw Ol OITTAEG KOPUQPEG E£XOUV
METATPATTEI O€ ATTAEG.

O o1roudaIdTEPOG TTEPIOPICUOG, YIa TN XPNOIYOTTOINON QUTAG TNG TE-
XVIKNAG, €ival n duokoAia oTn olvBeon deuTepiwPEVWY TTapaywywy. H
OuoKoAia eival peyaAUTepn oTn oUvBeon TTapaywywv oTa otroia Ba
TIPETTEI VA YiVEl AVTIKATACTAON UdPOYyOVwWY CUVOEDEUEVWY e dvBpaKa
(C-H) pe deutépio (C-D).

[
(li—O—C—-N-—T—C—N—CH3
-
CgHg
7Z-Gly-NH-CH3

/]—/1‘ Awrkimng: CDCl3 ﬁ
- T™S
. 3/- Cl3

Z-Gly-ND-CH3z
Awidyg: CDCl3 + Dy O

r_, CHa

CgHs
CH3

2 1 [}

=
=
=
-
o
]
=
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ZxyAua 6.1.4. '"H NMR @dopa 1ou N-kappoBevlo&u-yAukivo-peBuia-
pidiou o€ (a) CDCI, kai (B) og CDCI, + D,0.
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H oUvBeon deutepiwpévwy TTapaywywy o€ poépia TTou diabETouv Kap-
Bovuloudada 1) vitpoudda (-NO,) eivar eukoAdTEPN. Ta TTPWTOVIA TOU ATOHOU
AdvBpoka, TTou cuvdéeTal e pia atmd TIG Ouddeg QUTEG, avTikabioTavral
£UKoAa aTro deuTEPIo o€ aAKaAIKO TrepIBaiov. O eatépag CI-CH,-CH,-CH,-
COOR ytropei va perarparrei oe CI-CH, -CH, -CD,-COOR pe ammAr avd-
MEIEN pE OEUTEPIWPEVO VEPO € OAKAAIKO TTEPIBAAAOV.

vy B «a D,0/NaOD Y B «a
CICH, CH, CH, COOR  ——» CICH, CH, CD, COOR

To @doua Tou apyxikoU €0TéEPa ATToTEAEITAI ATTO [ia TPITTAR yia Ta o
TPWTOVIA, pia TTOAAATTAR yia Ta 3 TTPWTOVIA Kal ia TPITTAR yia Ta Y
TTPWTOVIA. To PACUa ToU JEUTEPIWPEVOU TTapaywyou Ba sugavilel pia
TPITTAR yia Ta 3 TTPWTOVIA, Pia TPITTAR yia Ta y TTPWTOVIA, vy dev Ba
UTTAPXEl TTAEOV ATTOPPOPNON VIO TA O TTPWTOVIA YETA TNV AVTIKATACTAON
TOUG aTTO BEUTEPIO.

Avridpaarrpia Ta orroia emdpoUV aTn XNUIKA UETAToTTion (shift rea-
gents): TIOAU gupeia gival n xprion TTapapayvnTIKWVY GUPTIAOKWY TwV 16-
vTwv AavBavidiwv o€ SilaAluaTa opyavikwy Popiwyv, Twv otroiwv 1o NMR
@dopa civar deUTEPNG TAENG Kal XapoKTnpeieTal atmmd atmoppoProElg, Ol
OTT0IEG ITTOPOUV VA AAANAETTIKOAUTTITOVTAL.

To TrapapayvnTikd 16V Tou AavBavidiou oxnuaricel oe didAupa oU-
MTTAOKO pE TO opyavikd uoplo. H Tmapoucia acUleukTwy NAEKTPOViwy,
TIPOKOAET 10XUPH XNMIKA METATOTTION TWV KOPUPWYV ATToppOPnong Tou
Mopiou TTpog aoBevETTEPO TTEDIO, £TC1 WOTE VA £XOUUE BIOXWPICHO TWV
AAANAOETTIKOAUTITOPEVWY KOPUQPWY Kal atrAoTroinon Tou (AouaTog.
MpoUTtdBean yia Tov oXNUATIOPNO GUUTTAGKOU, €ival n TTapouadia dpaacTi-
KWV 0pddwy aT1o opyaviko popio otmwg -NH,, -OH, C=0, -CN, o1 otroieg
va d1aBETouv povripn Ceuyn nAekTpoviwv. Atrd Ta AavBavidia xpnoipo-
Trolgital TTePIocOTEPO TO 2,2- OIYeBUA0-6,6,7,7,8,8,8eTTTdpOOpO0-3,5-
okTavediovn-eupwo, Eu(fod), emmeidn £xel peyaAUTepn SIQAUTOTNTA OTOUG
KoIvoUg un TIoAikoug dlaAuTeg, 6tmwg CHCI, kai CCl,.

Mapadeiyua 6.1.2.
Aivetal T0 @dopa TnNG n-e€avoAng Pe Tnv Trapoudia A Tnv arrouaia
OUMTTAOKOU TOu eupwTriou. H peTatdmmon tng TPITTARG KOPUPNG TTAPOU-
oia oupTTAGKOU Tou eupwTriou gival 181aiTepa aiobnTr. H TTOAAQTTAOTNTO
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TWV KOPUPWV PETAEU 1-2 ppm —aTTousia cuuTTAOKoU— gival SUOKOAO va

EPUNVEUBEL. F F F
Mapouaia GUPTTAGKOU TOU | | |
EUPWTTIOU N TTEPIOXI QAUTH ETTE- C C C F
KTeivetal petagyu 1-3 ppm Kal n O—C/ | | |
TOAATIAGTNTA TWV KOPUQWV &i- & F F F
val 0koAo va gpunveuBei. Mmo- Edq CH
PEITE va TAUTOTIOINOETE TO @QC- // F F F
OMOTa PE TIG MEXPI TWPA YVWOEIG O—C\l | |
TTOU QTTOKTHOQTE; (lj T T F
F F F

T T T T —T T T T
8 7 6 5 4 ppm 3 2 1 0

POT)

I LI L] L] T L] ] L] Ll ¥ T Ll LI ]

8 7 6 5 4 ppm 3 2 1 0

ZyxAua 6.1.5. (dvw) ®dopa 'H NMR n-e€avoAng xwpig TTpocBrkn Kai
(kGTW) pE TTPOOBAKN CUUTTAGKOU EUPWTTIOU.
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6.2. Eteportrupnvikn ouleudn

H ouleuén ptropei va gival opoTrupnVvikr), aAAd Kal ETEPOTTUPNVIKK. AG
OoUuE PEPIKA TTOPADEIYUATA ETEPOTTUPNVIKAG OUCEUENG.

Mapdadeiypa 6.2.1.

To poépio Tou dipbwpopeBaviou (CH,F,) mepiExel duo 100duvapa
TpwTéVIa Kai OopIa. To edopa 'H NMR Ba tepiéxel yia TPITTAR Kopu-
@1}, TNG oTToiag ol aTmoaTdoEelg Ba aviavakAouv aTny 2J, .. AuTé gival éva
TTApAdEIyPa ETEPOTTUPNVIKAG GULEUENG BUO BECUWV.

To @dopa "°F NMR Ba amoteAcital dpoia amd pia TPITTAR Kopuor,
NG oTToiag o1 aTroaTdoElg Ba TTPoadiopifouv TNV améaTacn 2J,,..

Mapadeiyua 6.2.2.

H CD,COCD, xpnoipotroleital wg deutepiwpévog dlIoAlTNG 1o NMR.
Autr| Trepigxel kal Troootnteg CD,CO CD,H 7o)
OTTwg  OgiXveTal KOl OXNMATIKG  Trapa- ”
TTAEUpWG. Ag doupe atrd T Ba atToTeAEiTal TO D D
@doua H NMR TG SeuTepiwpévng KETOVNG >C/ C\C<
CD,COCD,H. H | | D

To mpwtovIo culeuyvieTal pe 1o dUO D D
Oeutépia ToU €xouv I=1. Emopévwg, Ba
TTaparnpEnBouv 2nl+1=2.2+1=5 kopu@ég pe évraon 1:2:3:2:1 kai n oufeugn
Ba eival 2J,5. H TTOAOTTAGTNTA TwV KOPUPWY ETTEENYEITAI OTO aKkOGAOUBO
oxnua.

2TV TTPWTN  YPOHHA
UTTApXel povo évag ouv- | % M=-2
duaouédg (-1-1=-2) oétou

ouo, M =-2. 2 O&¢eltepn | - - N M = -1
YPOMA UTTApYoUV dUO GUV-

|

duaopoi M =-1(-1+0, 0-1). N A ~ A M=0
2TV TpITN ypauur utidp-

|

XOUV TPEIG GUVOUACHOI GTTOU
M =0 (-1+1, 1-1, 0+0).

2TV TETAPTN YPAMMNA
uTtdpyouv d&Uo ouvdua- ™ ™ M=2

opoi (1+0, 0+1) kai aTnVv
TEPTITN YPAUME 6TTou M =2 évag ouvduaouog (1+1).

—
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6.3 EvavTiopepikd avTidpaoThipia

Evavtiopepikd avTidpaoTApia €ival auTd TToU XPNOoIPoTToIouvTal YId
va heTPNOEi N dla@opd XNUIKWY PETATOTTIOEWY EVAVTIONEPWV EVIIOEWV.
EvavTiouepikd kaBapoi d1aAlTEG pTTopOoUV va XpnaolpoTtroinbouy, yia va
dlaxwpliocBouv evavTiopepr]. Etriong, ummopoulv va xpnaoiyotroinbouy, yia
va TTPocdlopicBoUV TTOCOTIKG Ol OXETIKEG avaAoyieg Twv dUO evavTio-
Mepwv G’ €va piypa. TETolEg YETPAOEIS PTTOPOUV va Yivouv €TTiONG ME
TTOAWOIUETPIL.

Mapddeiypa 6.3.1.
H 1m0 KATw aAKOOAN TTEPIEXEI ACUPMETPO ATOUO AvBpaKa Kal €XEl aTTd-
Autn oTtepeoxnueia R. Xpnoiyotroinbnke yia va diagpopotroinBouv ol Xn-
MIKEG PETATOTTIOEIG TWV EVAVTIONEPWY TOU apivoeaTépa. Or apiBuoi d¢i-
XVOUV TIG BI0POPEG 0 Hz Twv XNUIKWY UETOTOTTICEWY TWV ONPATWY,
TTOU TTOPATNPNAONKAV OTA EVOVTIOUEPT] TOU APIVOECTEPQ.

...... gy

/

6.4. ETepotrupnvikdg MayvnTikog Zuvtoviopog Hiog didoTaong

EkT6¢ amo tov upriva '3C, Trou peAeticape ot €181kO KepdAaio, Ba
TTPETTEI va avapepBei 0TI TTOAAOI dAAOI TTUPriveS BpioKouVv eupeieg epap-
MovEG. Tpeig gival o1 KUpIEG BUOKOAIES, TTOU UTTAPXOUV OTnV XPAON au-
TWV TWV TTUPHAVWV YIa TN AYn €TEPOTTUPNVIKOU PACUATOG.

a) H pikpr) payvnTiKA pOTTr TwV TTEPICOOTEPWV ETEPOTTUPIVWY Kal TO
MIKpO TTOG00TO TNG QUOIKAG TOUG apBovia.

B) Ta peydAa €Upn TWV KOPUPWY OE TTUPHVEG PE TETPATTOAIKN) POTTN
Kal
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y) O1 peydAor xpdvol epnouxacuou.

To peydAo €UpOG TWV XNUIKWY HPETATOTTIOEWY, TTOU OTTAVTWVTAI O€
QUTOUG TOUG TTUPNVEG TTOAAEC QOPEG ATTAALIPEl TO avapepBEVTA [EIO-
VEKTAMATA yia TN Afyn eTepoTTupnvikoU @dopatog. ‘ETol, yia Toug TTu-
privec N, 2°Si kai 5’Fe ol otoiol £€xouv PdeydAoug Xpdvoug e@nouxa-
gMoU, Ptropolv va XpnaiyoTtroinBoulv avTidpacThpIa XNUIKAG METATO-
TMONG, TTOU TOUG EAOTTWVOUV.

EvoeikTikd Ba avagepBolpe ae PePIKOUG ONUAVTIKOUG TTUPAVES KAl
MEPIKEG aTTO TIG KUPIOTEPES EPAPMOYES TOUG.

KdBe TTuprivag utropei va atroteAéael EEXwPIOTO KEQAAAQIO 1] akduN
kaivoupylo BiBAio. H evdeAexng avdAuon Ee@elyel ammd ToOug OTOXOUG
TOU eKTTAIOEUTIKOU auToU BIRAiou.

NupRvag 3'P. O muprivag 3'P cupiokel eupeieg epapuoyéc otn Blo-
XNMEIa Kal yia apkeTES BIOAOYIKEG EVWIOEIG Kal uypd. 'Eva TUTTIKO QAo ua
PWOoPopou-31 aigaTog To OTToI0 £xEI ANYOEi auEécwg PETA TNV aigodoaia
KOl agou TOTToBeTHONKE OE aVTITINKTIKO, @aiveTal aTo oxrua 6.4.1. To
@dopa atroteAeital atrd dUO UWNANG €VTOONG KOPUPEG, OI OTTOIEG OU-
vtovifovtal ota +3,0 ppm kai +4,0 ppm . Z0p@wva pe Ta BIBAIoypa@IKd
0edopéva o1 KopuPES, auTeg opeilovTal atov 3P kal 2P 0pBopuwa@opikég
MOVOEDTEPIKEG OPADES TOU 2,3 dIPWOPOYAUKEPIKOU 0&E0G (2,3-DPG).

4,3641

3,5164

-18,2727

TyxApa 6.4.1. ddopa 3'P aipatog Tou ouyypagéwg ©. MaupopouoTa-
Kou.

Mia pIkprig éviaong Kopu@r ota +2,9 ppm o@eiAeTal 0TO0 avdpyavo
Pwooplkd otu (Pi). H kopuen auth avdAoya atré 1o 86Tn, TTapaTtnpen-
Onke 6T TToIkiAAel o€ €vtaon. Eival yvwoTtov amd 1n BiBAloypagia 611 0
OXETIKOG SlaXwpPIoPOG TNG Kopueng Pi kal Twv 2P tou 2,3-DPG €gapTd-

—
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Tal atmd 10 pH. Mia pikprg éviaong kopuery ato 0 ppm gival 1miong
€KONAN.

H kKopu®n auTh TTpoEpxETal ATTO TN C@IYYOUUEAivn Kal Ta AAAa Qw-
o@oAITidla. O1 TPEIS KOPUPES TOU PpAcuaTog HeTagu 4.0 -19,5 ppm avTi-
OTOIXOUV OTOUG d, B KAl Y pUOEPOPOUG TOUG AdEVOTIVOTPIPWOPOPIKOU
0&€0g. Zuykekpiyéva ol DITTAEG Kopu®ég aTta 7,0 ppm kal 9,5 ppm avTi-
OTOIXOUV OTOUG Y KAl 0 puo@OpOoUS VW N TPITTAN Kopupr oTta 19,4 ppm
070 B WOPOPOG. H Kupu®r TTOU TOUTOTTOIEITAI WG B PUOPOPOS TOU
ATP cival 1d1aitepa TTAQTEIG Adyw TwV 16VTWY Mg?*, TTou UTTAPXOUV OTO
BioAoyik6d uyp6. Ta 16VTa Payvnaoiou eTQEPOUV aATTOBWPAKION Kal E-
TatotrifovTal o€ PJEYOAUTEPN XNMIKA YETATOTTION (EKPPACUEVN OE ppm),
OUYKPITIKA JE QUTH TTOU TTAPOTNEEITAI OTO VEPO.

O mrupnrvag 3P éxel puaikn agBovia 100% kai 1/2 Kal uTropei va ou-
CeuxBei pe 1o TpwTdVIo. O1 Kavoveg cUleuéng cival ol idIol Je TO TTPW-
TOVIO Kal ol oTaBepég auleuéng cival ueyaAUTePES aTTd AUTEG TTOU TTA-
patnpouvTal hetagu mpwroviwv Jy, ~200-700 Hz kai J,, ,~20 Hz. Oi
oueUgelg TTou TTapaTnEouvTal gival JEXPI TOUAGXIOTOV TEOOodpwV Ot-
OUWV.

Mupnvag °’Fe: O Truprivag °’Fe Bpiokel EUpEieg EQAPPOYES OTOUG JnN-
Xaviopou¢ dpdoswyv Twv aipoo@aipivwy. ‘Eva @dopa ¥Fe Tng povoo-

s ot

8400 8300 8200 8100 8000 7900
8/ ppm

ZxAHa 6.4.2. ddopua 5Fe TNG povoofupuoyAoBivng.
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gupuoyloBivng eutrAouTiopévng katd 90% e 106T10TTO TOU °’Fe TTOpI-
OTAVETAI TTIO TTAVW.

AAdor mrupnveg: Mapadeiyuata dAAWV TTUPHVWY KAl XPHOEIG TOUG
gival Ta katwlr: O1 Tupriveg "BAl kai 2°Si (I=3/2) Bpiokouv TTOAAEG
eQapuoyEg oToug CedAIBoug Kal oTa gUuTTAoka. Opoiwg, 0 KaoTiTEPOG
("7Sn, 1'98n) (1=1/2) ka1 1o kK&dpio ("Cd, "3Cd) (1=1/2) g cUPTTAOKQ
ME OpyavIKoUG uTToKaTaoTATES. O TTUPrVaG SEUTEPIO PBPIOKEI EQAPPOYES
oTtn Xnueia Tpogiywy Kai Ba emeénynBei g avTioToixo KeEPAAalo.

6.5. Tautotroinon kai HeAETN SlapGpPwong BIOSPACTIKWY MO-
piwv

2TIG €TTOUEVEG evOTNTEG Ba WIAACOUNE yia TNV TauToTroinon kKai dia-
MOPQWON PIOBPACTIKWY Hopiwv PE xprion eacuatookotriag NMR duo
dlaotacewyv. ‘Eva péplo, mou Ba pag atracxoAnoel, gival n Aivoyidn.

H Bepatreia TG okAfpuvong KaTd TTAAKOG Kal GAAWY autodvoowy
aoBevelwy, Baoiletal oe avoooKaTaoTAATIKA @dpuaka. Ouwgs n xprion
TETOIWV QAPUAKWY, Bev OTepeiTal dlapdpwy TTAPEVEPYEIWY. ETTITTPO-
00¢Ta, OIAKOTIH TNG BepaTreiag £xEl WG ATTOTEAEGUA TNV ETTAVOO0 TWV
KAIVIKWV GUUTITWHATWV.

11
10 12

9 13
14

1l: C1-C6-C7-N§

12: C6-C7-N8-C9

13: C7-N8-C9-C10
t4: C4-C5-O-H

ZyxApa 6.5.1. Mopiakn dopn NG Aivopidng (Linomide). 10 oxAua ¢ai-
vovTal €TioNg ol diedpeg ywvieg, TTou TTPoadiopifouv Tn
dlapépewaon TnG. MNa 1 ommoudaidTNTa TWV diEdpWV au-
TWV ywviwv Ba aoxoAnBouue o€ UETAYEVEOTEPO KEPA-
Aaio.
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Mpoéoara, éxouv avatTuxOei evAANOKTIKEG TTpOCEYYioEIG aTn Bepa-
TrEio Twv autodvoowyv acBevelwy, TTou BaaiovTtal o€ Bewpieg, Ol OTTOIEG
a@OpPOUV TN GTTOUdAIOTNTA TWYV AVOGOAOYIKWYV JIKTUWYV yia TN dlaTripnaon
«UYIOUG OVTOTNTAGY.

H Aivopidn (Pharmacia, Sweden, LS-2616) (2x. 6.5.1) cival yia
OpaoTIKn £€vwan, TTou dleyeipel dIAQOPES AsITOupyieg TOU avOooOAOYIKOU
OUCTAPOTOG KAl AVTITIPOCWTTEUEI £va EAKUCTIKO @APUOKO OTn Bepartreia
TWV dIaPOPWV AUTOAVOOWYV AoBEVEIWV.

H Aivopidn €xel emmiong avTiikég 1810TNTEG, YIOTI ATTOTPETTEI TOGO TNV
dueon BvnoiwdéTnTa 600 Kal OEUTEPEUOVTWG, TNV AVATITUEN TNG QUTO-
avooou aoBéveiag puokapdiTidag, 6tav 0 opyavioudg poAuvetal atrd
TOV 16 TOU coxsaskie.

H évwon autr, eutrodidel Tiong Tn HETAOTAOT O€ TTPOTUTTOUS KOPKi-
VOUG KaI OTTAAUVEI TO CUPTITWPOTO TOu ouvOpduouU Tou AUKOU.

H dpdon Tng Aivouidng €xel peAeTnOcei pe TNV TTPOTUTTO AUTOAVOCO
agbévela Tou eyke@alopuelitn (EAE) kail dAAwv TTpoTUTTwy, 6TTWG: TNG
TTEIPAUATIKAG auTodvooou acBévelag, TG Papeiag pyuaoBéviag (Mya-
sthenia Gravis) kai Tou TUTTOU | QuTodvocoou d1aBATN. Ta oTToudaldTEPQ
atroTeAéopara aTo TIG HEAETEG AUTEG Eival:

a) n Aivopidn pttopei va xopnynBei atrd 1o oTOPA PE TTOAU KAAR avo-
XN,

B) eival dpaOCTIK GTOV AUTOAVOCO E£YKEPAAOUUEAITN OTAV diveTal O€
TTpoXwpPNUEVa oTadia TNG aoBEVEIag, JETA TV EPPAVION TWV TTPWTWV
KAIVIKWV onueiwy,

Y) €PTTOdICEl OAOKANPWTIKA TNV IGTOAOYIKN BAABN Tou opydvou aTd-
XOU Kal,

0) dev ouvodeleTal PE XPOVIEG TTOPEVEPYEIEG TWV OVOOOKATAOTO-
ATIKWV QAPUAKWV.

To Zx. 6.5.2. mapiotdvel pdopa 'H NMR 1ng Aivopidng ot S1aAdTn
DMSO 110U £x€1I An@OEei Ye xprion TTEIPAPATOG VOGS TTAAMOU.

Ag doupe TToIa UdPOYOVA PTTOPOUV VA TAUTOTTOINBOUV aTo PopIo. Ta
duo peBUMNa H-19 kai H,0 epgavifovTal wg atmAég Kopupeg agpou dev ou-
CeuyvlovTal g YeITOVIKG TTpwToVIa. Eival Opwg dUOKOAO va TauToTrolin-
BoUv. Oa xpelacBoUv AANEG TEXVIKEG, TTOU Ba avaAuBouv OTIG ETTOUEVES
EVOTNTEG YIA VA TO ETTITUXOUME QUTO.

AT Ta apwpatikd udpoyova n TPITTAR Kopu®r TToU GuvToviCeTal oTa
~7,2 ppm Kail oQeiAeTal o€ SUO 1I000UVANA TTPWTOVIA, TTPETTEI VA AVTIOTOIXE

—
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H19

H,0

T T T T T T T T T
ppm 350 345 340 335 3.30 328

H13, H11

HI15

H18

T T T T T T T T T T T T T
B0 78 7.6 ppm T4 7.2 7.0 6,8

IyxApa 6.5.2. ddopa pwToviou Aivopidng. Kdtw deixvetal n apwya-
TIKA TTEPIOXN Kal dvw Ta TTPwTéVIa Twv OU0 PeBUAEvO-
MAdwv.

oTa ouppeTpIkd oe m-6€an H-11 kai H-13. O1 dAAeg dUO TPITTAEG KOPUPEG,
TToUu ouvTovifovtal ota =7,0 ppm, Ba TIpETTEl va o@eilovtal TBavd oTa
Tpwtovia H-12, H-16 A kai H-17. Eival dUokoAo va TauTto-troinBouv amé-
AUTO TO OPWHATIKG QuUTd TTpwTOVI he povo Ta dedopéva 'H NMR.  Au-
OKOAieg oTnv TauTtoTroinon tmrapouciddouyv emmiong ta H-10, H-14, H-16 kai
H-18. Eival ca@ég atd tTnv avdAucn auth om xpeidlovtal kai dAAa dedopéva
yia TV TTARpn TauTotroinon Tou gdopaTtog 'H NMR tng Aivopidng.

270 TTPONYOUHEVO KePAAalo €idaue etmiong éva TTAPEG ATTOOU-
Ceuypévo @dopa TnG Aivopiong kar @dopata DEPT. Amd 1ig puebodo-
Aoyieg, TTou €xouv avagepBei, kapia dev uTTopEi va BonBRoel oTnv TTAR-
pn TauToTTOiNON TOU Popiou. ETTopévwg, kabioTatal avaykaia n xprion
paouaTookoTTiag duo diacTdoewyv. Ag doupe AoITTOV TTWG N PACHATO-
okotria dUo dlaoTdoewyv Ba BonBrigel GTnV TAUTOTTOINCN TOU JOpPioU TNG
Aivopidng.
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6.6 Paoparookotria NMR dUo diaoTdoswyv

6.6.1. H avaykaiotnTta Tng deUteEpng didoTaong

2uvoyidovTag, €idaue 0TI N Xprion uywnAou rediou TTapdyel ¢dopara
uwnAng S1axwpIoTIKOTNTAG, Ta OTToia atTroTeAoUVTAl aTTd TTANBWPA KOopu-
@wv. OAeg aUTEG OI KOPUPEG TTEPIEXOUV TNV €TTIBUPNTA TTANpoQopia.
MOoAAEG opEG BUWG, auTr N TTANpoopia cival aduvaro va e¢axBei, yiaTi
01 TTOAATTAEG KOPUPEG AAANAOETTIKOAUTTTOVTAI (TTAPASEIYUA OTTOTEAE] TO
poplo TG Aivopidng). H didkpion Toug, Aoittdyv, kabioTatal avaykaia.
‘Evag T1pOTT0G, Va atmo@euxBei auto 1o TTpOBANMA, gival va Xwpioouue Ta
OonpoTa o€ TTEPICCOTEPES ATTO Wia dlI00TACEIG OTTOU Ba TTAPEXOUV AAAEG
XPAOIUES TTANPOYopieS. @ apKeaToUPE TN Xprion Miag deuTtepng did-
oTaoNG €TTEIBN auTr  €ival ETTAPKAG Yo TO PEYEBOG Twv POopiwv TTou
peAeToUvTal O0TO BIBAIO QUTO. TN PEAETN POKPOUOpPIWY, OTTWG TIG TTPW-
TeiVEG, N ElI0aywyr avWTEPWY BIOOTACEWYV gival avaykaida.

H avaykaiotnta TnG deUTepng didoTaong otn Pacuatookotria NMR
MTTOPEI va katavonBei ye 1o TTapaderyua Tou oxfiuartog 6.6.1.1. 1o dvw
oxAua @aivovtal avepwTrol Tagivounuévol oe oeipd Katd aufavouevn
nAikia atmé Ta apioTepd ota deid. 'vwpifoupe OTI QuUTOi AvrKouv O€

(B) Q Q ﬁ " Oikoyéveia
(Mapayuévovteg
arnv apxikr Béan)

i Q R A’ Oikoyéveia

____________________________ . (Eva Brua uympoard)
Q K Q B* Oikoyéveia

______________________________ (Avo Bripara pmpoard)

ZyxApa 6.6.1.1: Alaxwpliopdg avBpWTTWV € TPEIG OIKOYEVEIEG TTOU TOEI-
vopouUvTal Katd oglipd augavopevng nAikiog atrd Ta api-
oTEPA oTa JeCId

—
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TPEIG oIKoyéveles. Mwg Ba BpoUue TTOI0I AVAKOUV OE TTOIEG OIKOYEVEIEG;
AttAouoTata Aépe: O1 dvBpwTTol TTOU AVAKOUV OTNV TTPWTN OIKOYEVEIQ
ag Kavouv éva Bripa uTrpooTd. AUTOi TTOU avriKouv aTnVv OeUTEPN OIKOYE-
VEIO ag KAvouv dUo BAuaTta PutrpooTd. OTTwg KataAaBaiveTe pe Tov TpO-
TTO QUTO €XoupE TTIAUOEI TO TTPOBANUA BIAKPIONG TOUG O€ OIKOYEVEIEG.

Kdm avdAoyo emTuyXdveTal Kal e TN QacuaTookoTria duo dlaoTd-
OEWV. 2T0 TrEipapa piag didoTaong AaudvovTal ol GUVTOVIGHOI TWV TTPOG
MEAETN TTUpvVwy. H delTepn didoTacn Ba pag TTANPOQOPRoEl TTOI0I OTTO
auToUg ouvdéovTal HECW dECPOU ) JEOW EyyUTNTOG OTO XWPO.

Ta Treipdpara duo dlaoTdoewy, OTTwG avagEpape AdN, ival onua-
VTIKA YIO TNV TouToTroinon Miag évwong. H akpiBig osipd Twv Treipa-
MATWV TTou Ba akoAouBnBei yia va TautoTroINBEi pia xnuIK évwaon eEap-
TATAI ATTO:

a) 10 €id0g TOU Popiou

B) Tn BiBAIOYpa@IK TTANPOQOpPIa, TTOU TTOPEXETAl Yia HOPIO-TTO-
pdywya Tou TTPOG HEAETN Popiou,

Y) 1O TNV EPTTEIPIA KAl IKAVOTNTA TOU EPEUVNTH VA ETTIAEEEI TA KOTOA-
AnAdTEPa TTEIpduaTa, TTou Ba divouv TNV TTEPICCOTEPO TTPOCPOPN TTAN-
po@opia yia TNV €TmiAUcn OOUAG TOU PEAETOUUEVOU [opiou.

Edw Ba avagepBoupe TTEPIANTITIKA OTA KUPIOTEPA €idN Kal OTIG TTAN-
POYOPIEG, TTOU TTOPEXEI £Eva @Aoua OUOo dIaoTAoEwV. AETTTOUEPAG AVU-
opaTIKA avdAuon Ba atropeuxBei, pia kal atdxog Tou BIBAiou auTou eival
KUPIWG N TTPAKTIKN €QAPUOYH TWV TTANPOQPOPIWV TTOU TTOPEXOUV Ta Od-
guara.

6.6.2. Oswpia PACHATWY dUO SIOCTACEWV

¢ éva @dopa duo diaotdoewv NMR (two dimensional NMR, 2D-
NMR), uTtdpxel kataypagry OUo OSIaPOPETIKWY TTANpoYopiwy ce dUOo
Ol0pope-TIKEG BIOOTATEIG I € BUO dIaPOPETIKOUG Agoveg auxvoTiTwy F,
Kkai F,. Z1ov éva agova F,, kataypd@ovral guvnBwg ol atmoppoProElg EVOG
ou-ykekpipévou Tupriva (*H 1} 13C) evog opyavikoU popiou, eV oTov
aMo dgova F, kataypdgovTal dAAeg TTANPOQopieg, OTIWG N oTabepd oU-
Ceuéng N o1 amoppoPnoelg AAAWVY TTUPHAVWY TTou OxeTICovTal 1} aAAnAe-
mdpouv Ue autoug Tou dgova F,. Tpeig ival ol Kupieg katnyopieg 2D-NMR
QACUATWY.

a) 2D-d NMR 1 2D-NMR @dopata avdAuong otabepdg ouleuéng J
(2D J- resolved NMR).
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B) COSY-NMR (Correlated Spectroscopy) 4 2D NMR ¢@doparta ou-
oX£TNONG -TTUPAVWY .

y) NOESY-NMR (Nuclear Overhauser Effect Spectroscory) 1 2D NMR
@dopara cuoxeTioyoU aAAnAettidpaong Tmuprivwyv e NOE péow Tou
XWpou.

2mnv karnyopia Twv 2D-J @acudtwyv NMR, o évag dgovag F, Tou @a-
OMOTOG TTEPIEXEI TIC ATTOPPOYPNTEIC EVOS OUYKeKPIYEVOU TTUprva (Tr.X. 'H
fi 1°C), ev o dMog Ggovag F, Trepiéxel Tn oTaBepd oUZeugng J. H oTaBepd
oUleuéng PNTTOPEI va avapEépETal o€ OPOTTUPNVIKN ouleuén (homonuclear
J), dnAadn o0leugn e idio yeimoviko tTruprva (tr.x. 'H-H, 4 3C-13C) 1 oe
ETEPOTTUPNVIKA OUCEUEN, ONAadA a€ GUCEUEN e DIOPOPETIKO YEITOVIKO TTU-
priva (heteronuclear J) (1r.x. 'H-13C) ka1 mpoadiopileTal atro Tn PETAgy
a1réaTaACn TWV ATTOPPOPACEWY aToV dfova F1.

'OTWG TTpoava@épBnke, aTnv KaTnyopia Twv COSY @aoudtwy avi-
kouv Ta 2D gdopatra NMR cuoxétiong (correlation NMR spectrosco-
py). H ouoxétion Twv TTuprivwy ival atmrotéAeopa TNG oUCEUEAG TWV é-
ow deopwy pe pia aTabepd oudeugng J. Kai ol duo agoveg F, kai F, Tou
COSY @dopatog NMR Ttrepi€xouv ouxvoTnTEG. 210 OPOTTUPNVIKA @d-
opata COSY kai o1 duo agoveg F,, F, TreEpIEXOUV ATTOPPOPNTEIG TOU
idlou Tuprva, 6Twg H-"H 3 '3C-'3C. Z1a etepotmupnvikd COSY @d-
ouara o évag acovag F, TrepIEXEl ATTOPPOPATEIG TOU EVOG TTUPKVA, OU-
vABwg 'H, ev) 0 dAog dgovag F,  TrepIéXel aTTOPPOPrioElG Tou GAAOU
Tuprva 1.x. '3C. O1 1Io00yeig KauTTUAEG (contour plot) TTou epgaviovTal
oTtn diaywvio evog COSY @douatog gival n TTPoROAR Twv aTToppoQr-
OgwV Kal Twv dUo agbvwv aTn diaywvio Tou gdopartog 2D NMR. H
ouCeun kal aAAnAettidpacn dU0 Tuxaiwv TTUPAVWY TOu [opiou, gival
duvaTtoév va eviomoTei oTo @dopa 2D NMR a1rd Ta GUUMETPIKG onueia
€KTOG TNG dlaywviou Ta OTToia GUVOEOUV TIG ATTOPPOPAOEIS TwV dUO CU-
CEUYMEVWY TTUPAVWY. ZUPTTEPACMOTIKA, éva @dopa COSY Tmapéxel
TTANPOYOPIES yIa TIG UTTAPYXOUOEG OUlEUEEIG, HECW OETUWY TOU OTTOIOU-
OATTOTE TTUPK VA TOU HOPIOU Kal ETTOPEVWG yia T dOUNA TOou Popiou.

Eidika mreipdpara COSY (COSY Phase Sensitive) gival katdAAnAa
Kal Yl TTpo0dIopIoPoUS Twv OTaBepwV culelEewy.

‘ET01, Ta Treipduata 2D COSY xpnoiyotroloUvtal CUXVOTEPQ TUYKPI-
TIKG pe Ta Trelpduara 2D-J yiati divouv dUo €1dwv TTANPOQOPIEG O€ €Eva
@PAoua, TIG CUCXETIOEIG HEOW OETPOU Kal TIG O0TaBEPEG TUCEUEEWG.

>tnv T1piTn Katnyopia Twv NOESY @aoudtwy, 6mwg kal ata COSY

—
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@dopaTa, UTTAPXOUV ATToppPO®H-
O€IG OMOEIdWV N ETEPOEIBWV TTU-
privwv aToug agoveg F, kai F..
Ta cupueTPIKA onueia dPwg
mou epgavifovtal oe éva NOE- w,
SY @dopa kal Ta otroia ouvdE-
OUV TIG OTTOPPOPACEIS dUO TTU-

privwv oToug OUO Gfoveg, Hag A+ .
TTAPEXOUV TTANPOPOPIES YIa TN . \
XWPIKR aAANAETTIdpaon Twv 0o A w B
TTUPAVWV. 2

H aAMnAettidpaon aut €ival  IxApa 6.6.2.1. T0leuén TTuprivwy A Kai B.
duvarr, 6tav ol dUo TTUPKVES ival
TTOAU kovTG (<5 A), é101 WoTe va uttdpxel NOE atmotéAeoua péow Tou Xw-
pou Katd Tn SIEYEPON KAl ATTOKATACTACT) TwV TTUprvwy. EIdIkOTEPQ, Eva @a-
opa NOESY trapéxel TTANpo@Qopies yia TIG eVOOUOPIOKES ETTIOPACEIS TWV
TTUPrAVWVY TOU POPIOU Kail ETTOPEVWG YIa TN DIGUOP@WON Twv TTUpAvwy. Me
10 Qaivopevo NOE Ba aoxoAnBouue oTo €TTOUEVO KEQAAQIO.

‘Eva gdopa duo diacTtdoswy (contour plot), pe dUo TTupriveg A kai B
TToU ouleuyvUovTal, TTapIoTAVETAI OTO OXNua 6.6.2.1 ZTn diaywvio TTa-
pPIOTAVOVTaI Ol XNUIKEG PETATOTTIOEIS TOUG. O1 €KTOG dlaywViou KOPUPES
TTaPEXOUV TTANPOYOPIES yIa TH oUCeuén Twv TTUpvVwy A Kai B péow o¢-
opouU | péow xwpou. MNa va eviomoBouv ol culeUelg QUTEG PEPVOUE
TapdAAnAo atmé Tov A Truprjva Tmpog Tov dgova F, (w,). ZTn ouvéxela,
agou ouvavtraoel 1o B Tupriva @épvoupe ava TapaAAnAo pog Tov F,
(w,). Téte Ba cuvavTael TNV AAAN Kopuen NG diaywviou B. Edav umdp-
XEI CUPPETPIKA KOPUOH TNG €KTOS dlaywVviou KOPUPNG KE TN diaywvio, N
otroia BpiokeTal akoAoubwvTag Tnv idia digpyaacia, cuvdyeral OTI OI TTU-
priveg A kai B ouleuyviovtal péow d€opoU i Xwpou.

6.6.3. Z1ad1a die§aywyng evog TrelpdpaTog dU0 S100TACEWV

H 6An tropeia  payvnTikwy emdpdocwy yia éva meipaya 2D-NMR
mepIAapBaAvel TEcoepa oTAdIA:

a) TTpogToIaaia Twv oTTiv (preparation)

B) €GENIGN Twv oIV Kal payvATiong (evolution) (t,)

y) avduign Twv ommv  (mixing) kai

0) avixveuon (detection) Tou orjpaTog

—
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a) Mpocroiuacia (Preparation)

270 OTAdIO TNG TTPOETOIYACIAG, Ol TTUPAVEG TOU POpPIOU EUPICKOVTAI
eVTOG payvnTikoU Trediou O€ pia KaTAoTOON 100PPOTTIAG, TTou KaBopi-
CeTal ammoé Tn OTOTIOTIKA KaTtd Boltzmann. e auth Tnv KatdoTtaon Ta
dId@opa OTTIV £X0UV TN QUOIKK TOUG PMayVATION, OTTOU yia £va TUTTO TTU-
priva PTToPEl va UTTAPXOUV TuXaiol TTPOCAVATOAMICUOI OTTIV (KOPETHOG),
EVW yIa AAAO TUTTO TTuprjva Tou idlou popiou UTTAPXEl BEPMIKN 100p-
potria, dnAadn MPIKPO TrEpicOEUPa OTTIV OTN BACIKN KATAOTOON €vavT
NG dINyEPPEVNG OTOV AEova z. 2TNV apxr TNG TTEPIOSOU TTPOETOINATIag
TWV AUTOOTPOPOPHWY, OTNV OTToia uTtdpxel OlEyepon ME Mia oelpd
TTEIPAPATWY, OAOI OI TTUPHVEG ATTOKTOUV Mia BEPUIKN
Ic0ppoTTia Kal éva BaBud payvATiong. 210 TEAIKO
OTAdIO TNG TTEPIOOOU TTPOETOIYACIAG PE TNV £QApP-
Moyrl TNG KATAAANANANG PayvnTIKAG €TTIdOpAONS Ta
avuopaTta Twv payvnTicewv M Twv O1a@OpETIKWY
TUprvwyv ToTroBeToUVTalI 0TV 0pBN Toug Béon o€
oxéon pe Tn dielBuvan Tou payvnTikou Trediou B,
Autd 10 0TAdIO TNG TTEPIODOU TTPOETOIUACIAG EXEI
MeEyAAn onuaaia, TTPoKeIEVOU va diakpiBouv ol Xn-
MIKA §|0((p0p0| Tru’pnvsg ME BAon TO JIAPOPETIKO Boltzmann Ludwig
PUBUO TTEPICTPOPIG TOUG. (1844-1906)

REPUBLIKOSTERREICH

B) EE€AiEn (Evolution)

EEENEN TNG payvATiIong M yia éva TTuprva, avatTTuooETal 0€ £va Ka-
BopIoPEVO XNUIKO Kal JayvnTIKO TTEPIBAAAOV TOU TTUP VA KOl YIa £€vVa OU-
YKEKPIPEVO XpOVIKG didaTnua t,.

To péyeBog Tou avuopaTog TNG payvhTiIong M yia kdBe TTuprva, givai
KaBopiopévo kal e€apTdTtal ammd To payvnTikd TTePIBAAAOV Tou TTupriva
Kal Tov Xpévo t,.

y) Avduién deurepou raAuou (Mixing)

210 TEAOG TNG TTEPIOdOU ECENIENG ME eQapuoyr evOg SEUTEPOU TTAA-
MOU ETTITUYXAVETAI AVOKATAVOUTN TWV TTUPNVIKWYV CTTIV. 2TAV TTEPIOdO TNG
aAvAPIENG Kal YIO CUYKEKPIPEVO XPOVIKO didoTnua, AauBdvel xwpa 1T
KOIVWVia TwV OTTIV.

O unxaviouog 1mou Ba xpnoiyoTroinBei yia TNV avApign Kai TNV ETTIKOI-
vwvia Twv oTTiv Ba kaBopioel Kai To £i00g Twv TTANPOPOPIWY TTou Ba An-

—
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@Bouv. TéToieg TTANpOYOpiES ival N oTaBepd ouleugns J, kKai ouleutelg
MEOW BETHUWYV I XWPOU.

o) Avixveuon onuarog (Detection)
H avixveuon Tou oruaTtog yivetal Yetd Tn ouAAoyn Tng FID atréd 10
OEKkTN (t,).

6.6.4. Métrpnon @doparog NMR 800 SiaoTtdoswv

210 meipapa DEPT, Tou oulntrioope o€ TTPONYoUUEVO KEQAAQIO, TO
evOIduECO xpovikO didoTnua t petagu duo TTaApwy AauBdvel petaBAnTég
TINEG. AUTO £XEl WG ATTOTEAET A TN BIOPOPETIKK PACT) KAl TO DIOWOPETIKO |-
YEB0G TWV KOPUPWV attoppoPnong. To PéyeBog Tou avUouaTog TNG Jayvr-
Tiong M 1rou Ba avixveubei oTov dgova Y eEapTdTal atrd TN PayVvrTIon Tou,
TIPIV OTTO TNV QVIXVEUOH. ZUMTTEPACUATIKA €ival duvaTtov va TTpayuaTo-
TToINBEi pia ogIpd TTEIPARIATWY, OTTOU To XPOVIKG didoTnua t petaly duo
TaAJWY va TroikiMNer (t1, 12 83, A t,"). Av Ta gdopaTa piag didoTaong
10U Ba TTpokUYouv ToTToBeTNBOUV TO £va OITTA O0TO AAAO Kal PE £va TTo-
PAAANAo TPbTTO, TOTE TTPOKUTTTEI éva didypappa duo dlaoTdocwy, OTTOU Ol
TTANpoQOpieg (UWn OTTOPPOPACEWV) TTOU TTPOEPXOVTAl OTTO TIG XPOVIKEG
omypést,, t% t2,..t,Y va ouoxetidovtal (Zx. 6.6.4.1).

210 2X. 6.6.4.1. TTapaTnpEeital pia NUITovoEIdAg HETAROAR ToUu UWoug
MIOG KOPUPAG atroppd®nong Pe MPETAPBOAN Tou evOIAPECOU XPOVIKOU
dlaoTthuaTog t,.

Av n petaBoAn autr) uttoBAnBei o€ petaoxnuatioud Fourier, 161 Ba
An@Oei pia véa ouvdpTnon Tou UWoUG TnG ammoppoPnong UE TN OUXVO-
™NTA Vv, N oTroia ekQpddleTal o€ Pia deuTtepn didoTaon. Ta @AcPaTa Tou
diaypdupaTog (2x. 6.6.4.1) TapigTdvouv TNV PETAROANR Tou UWoug TNG
ammoppdPnang Kai NG @dong, 61av peTaBAAAeTal o xpovog t,.

To TTpwTO PACua Tou dlaypduuaTog gival To aUvnBeg @Aoua aTop-
pPOPACEWYV, TTOU AauBAveTal ue peETaoXNPaTiopd Fourier 6Tn @aouaro-
okotria piag diaotdocws (1D NMR spectrum). To péyioto Uwog TnG
amoppod®NoNG (KavovVIKh 1 avIEGTPAUUEVN) TTAPATNEEITAl, OTAV N GUA-
Aoyn yivetal aTov déova Twv +y Kal -y. Mndevikd UWog Trapartnpeital,
6t1av n auMoyn Tng FID vyiveralr atov dgova twv +z 1y -z. O dgovag t,,
gival 0 Xpovog PETAEU BUO DIAdOXIKWY PAYVNTIKWY ETTIOPACEWY KOl OVO-
padeTan Trepiodog €CEMIENG (evolution period).
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. (B)
t,
E’» FT(t,)

w,

e

IxAMa 6.6.4.1. Zeipd payvnTIKWy €mdpdoewy o€ éva Treipapa dUo dlaoTd-
ogwv. H YeTaBOARA Tou t, TTapdyel TTOAAG @ACcHATA TWV OTIOIWV

n €évracon piag kopuPng aTToTeAEl ouvdpTnon Tou t,, yia va on-
Mioupynoel éva aAo @dopa otn deuTtepn didoTaon.

O1wg Adn avagépbnke, n PETABOAR Tou UWOUG TNG KOPUPAG UE TO
XPOvo t,, TTou amoteAei TNV TEPIOdO AvATITUGNG TNG WAyVATIONG, Eival
Mia nuITovoeIdig ouvaptnon ouxvotntag v. OTav auTh n NUITOVOEIdNG
ouvapTnon, TToU eKPPAdel Ta Uyn MIOG aTToppo@nong € avTioToixa
XPovikd diaoTApata t, t.2, t3..... t,Y, uTToBANBEi o€ avdAuon Fourier,
eP@avidovTal oTo AapBavouevo edoua ouxvoTnTeS N dlIaPopd Twv OTTOI-
WV eKQPAcel To PEyebog TG oTaBepdg ouleung.

6.6.5. Karnyopieg paopdrwv NMR 800 dia0Tdoewv OU-OXETIONG
TMUPAVWY HEOW SECHWYV

1. HH COSY (COrrelation SpectroscopY). Ouotrupnvikd @Aaoua ou-
oX£Tiong dUo yeIToviKwy TTuphvwy H,H.

2. CH COSY. ETtepotrupnvik6 @doua cuax£Tiong dU0 YEITOVIKWY TTU-
privwyv C, H.
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3. C,H,H, RELAY (RELAYed Correlation Spechoscopy). Eivail cuv-
duacpog Tou HH COSY kai CH COSY kai emTPETTEI TNV TAUTOTTOINGN
Twv TrUpAvwy g opdadag C,H,C, H, 6tav gival yvwaoTr| n amoppdenan
EVOG MOVO aTTd TOUG TEOOEPEIG TTUPNVEG. To TTEipaua autd gival yvwoTo
wg Treipapa «Metagopdg Tng MayviTtiong (RELAY)».

4. C,C,H, COLOC (CQrrelation via LOng range Coupling).
Emrpémel Tn ouoxETion Tupriva Hx pe ammouakpuouévo atopo C,.

5. C,C, INADEQUATE (Incredible Natural Abundance DoublE
QUANtum Transfer Experiment). Ouotrupnvikd Treipapa ouoxETIONG
dUo yeImovikwv TupAvwy *C, kai *C, (2x. 6.6.5.1).

HH COSY CH COSY RELAY

A

H

—C—C— c— -
o | |
HH- CH- CAHAHX-

CH COLOC INADEQUATE

CH- cc

ZxAMa 6.6.5.1. Katnyopieg ¢agudTwy dU0 SIaCTACEWY GUOXETIONG TTUPHVWV.

6.6.6 Opotrupnviko treipapa COSY

H Baoikn akoAouBia aApwy ot éva Teipapa COSY eivail 11/2-t,-11/2-
Ayn.

210 oxnua 6.6.6.1 amreikovidetal n cUPTTEPIPOPA TOU avUCHUATOG TOU
TTPWTOVIOU PE auUXVOTNTA V GTNV TTIO TTAvWw akoAoubBia TTaAuwy. Mapa-
KATW ETTIXEIPEITAI Pia OUVTOUN TTEPIYPOAQIKN ETTEEYNON TwV TTOPATN-
POUPEVWY KOPUPWV HE TNV €@appoyn TNG TTOAUIKAS aAAnAouxiag, n
otroia epapuodletal oe éva COSY Tmeipapa.
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MeTd TNV £@apuoyr] Tou TTPWToU TI/2 TTaAPoU, TO YayvnTIKO dvuoua
TOU TTPWTOVIOU QPEPETAI OTO €TTITTEDO XYW PE OUXVOTNTA V, TTOU £LapTATAI
atd TN XNUIKA Tou PeTaToTTion O Kal TIG ouleUgelg Toug. Edv o xpobvog
avdmTugng t, eivar v, 161e 0TO TEAOG TOU XPOVOU QUTO TO dvuoua Ba
TpocavaToAicBei oTov dgova Y. O delTepOg TTAANOS 90° Ba TTEPIOTPE-
el To dvuopa aTov -z agova. To TeAikd aTToTEAECUa Ba gival avaoTpo-
@ TNG KATAVOMPAG Twv TTANBUOUWYV yia To (eUYOG TWV EVEPYEIAKWY
OTOOUWYV Kal yIa OAEG TIG JETATITWOEIG UE TIG OTTOIEG OUVOEETAI TO TTPW-
TOVIO. ZTNV TTPAYUATIKOTATA, N €TTidpacn WiEng Tou deUTEPOU TTAAUOU
/2 €€a0@aAiCel 6TI 01 TTANBUCUOI TWV CTTIV OAWV TWV PETATITWOEWY YIO
OAa Ta dAAa ouleuypéva TTpwToVvIa, dloTapdooovTal.

Edv t, eivar (2v,)™ 1o dvuopa Ba TepioTpépeTal yUpw atréd Tov dgova
-y, TIPIV VO ETTIOTPEYEI OTOV AEova z PE TNV €@aAppoyr Tou OeUTEPOU
TTaAPoU. AuTd avTIOoTOIXEl OTNV Kavovikf KaTavour TTAnBuopolu Twv
OTTIV.

H ouxvérnra v, 8a petaBAnbei kard 1n SidpKela ToU XpOvou eGENIENG
t,, AOYW Twv UETATITWOEWY TWV TTPWTOVIWY, TWV GUVOEOUEVWY UECW
deopol. EmavaAauBdvovrag ToAAG Treipduara pe augavouevo t, Aap-
Bdvetal pia ocIpd PACUATWY PE KAVOVIKEG XNUIKEG UETATOTTIOEIG KAl OU-
(eugelg otnV v,, ahAa kaBe kopu@n Ba TePIEXE! KWAIKOTTOINUEVN TTANPO-

l /2
o 2 ®
l /2 l /2 lm“Z

ZxAua 6.6.6.1. Avuopariké didypaupa oto teipapa COSY.
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Qopia yia TIG ouxvoTNTEG OAWV TwV GAAMWV KOPUPWYV, OTIG OTTOIEG
ouCeuyviovTal. O deUTEPOG PETAOXNUATIONOG KaTtd Fourier, divel éva
QPACPa PE TIG XNMIKEG WETOTOTTIOEIG TTpWTOViWV o€ KABe didaTaon. To
@doua piag didoTaong BpiokeTal aTn diaywvio, yiaTi n €vrtaon KABe pe-
TATITWONG TAAQVTWVETAlI O€ Vv, KaTd Tn didpkela t, kal yiati n avi-
XVEUGUEVN TOU ouxvoTNTa O¢ t, ival emmiong v,. O1 eKTOg dlaywviou Ko-
PUQEG TTOPIOTOUV TIG OUCEUEEIS HECW XNUIKWY OECUWY, YiaTi n éviaon
METATITWONG V, TPOTIOTIOIEITAI KATA TN OldpKela t, amd OAeg TIG pETA-
TITWOEIG, TTOU CUVOEETAI.

H mmaApooeipd COSY kal dAAwv onuavTikwy Treipapdtwy NMR d0o
dIa0TACEWY TTAPOUCIAOVTal OTO TTAPAKATW OXNKa 6.6.6.2.

90° 90°

(@) I t4 I t2
90° 180° 90° 90°

(B) I T I T I t1 I 12
90° 90° 180° 90°

(y) I t4 I T I T I t2
90° 90° 90°

) I t4 I T I t2

ZyxApa 6.6.6.2. nuavTikEG TTAAPOOEIpEG o€ TreipdpaTta Mupnvikou MayvnTikou
>uvToviopou duo diaoTtdoswv: (a) COSY (B) DQF (Double
Quantum Filter) (y) RELAY (d) NOESY.

6.6.7. Z1dd10 ETEPOTTUPNVIKOU TTEIPAUATOG SUO S1A0TA-OEWYV, OTTOU
Taparnpeital cudeuén peragu '*C kai Tpwro-viou

H 6An tmopeia evég 2D-J NMR Treipduarog oto ouotnua -CH Trepi-
AauBdvetal oTo oxnpa 6.6.7.1.

2TV apxr Tng TepIodou t, TTou pecoAaBei HeETagU Twv TTaAuwy 90°
kail 180°, Ta v TrpooavaTtoAilovtal Kal n hayvAaTion Twy TTupivwy '3C
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TTPOETOINAETAI YIOQ TNV TTEPIOD0 avATITUENG. TN DIAPKEIa TNG TTEPIODOU
QvdTTugng TNg HayvnTiong (WEco Kai TEAOG Tou dlaoTruaTog t,), 10 uE-
yeBOGg Tou avUouaTog TNG PayvATIoONG aTov dgova Twv Y, Ba egaptdTal
atrd T0 XPOVO TTOU TTPONYNAONKE, TTPIV 0 BEKTNG KAl ATTOCUCEUKTNG TWV
TTpwToviwv TeBoOUV ae Aeitoupyia. To didoTnUa ekeivo KaTd TO OTTOIO
ouMéyetal n FID, dnAadn Ta atroteAéoparta Twv aAANAETIOPATEWY TwV
oTv, ovoudgetal xpévog t,. H FID, 1ou mpokdTTel améd Evav apiBuo
MayvNTIKWV €MIOPACEWY, XPNOIUOTIOIWVTAG £VA OUYKEKPIUEVO XPOVO
avamTugng t,, ugiotarar yetaoxnuanoud Fourier. ArotéAeopa autou

N
.—- \.“-“.‘

t t i t

1 1 2

IxAMa 6.6.7.1. NMaApooeipd o€ £va €TEPOTTUPNVIKO TTEipaua, 6TToU TTapaTh-
peital o0Ceun '3C kal TTpwTOViou.

TOU METOOXNMATIOPOU €ival To
MovodIdoTaTo PACHO CUXVOTH-
Twv NMR, 1TOU XapakTnpileTal 09
wg F,.

270 @dopa autd AauBdveral
Mia aTTAr] Kopu@n, TNG OTToIaG TO
MéyeBog (Uwog) egaptdtal OTTd
TNV OpPICUEVN TIUr) TOU XpOvou a- 200 | Je
vamrugng t,. O YeTaoXnUanouog l
Fourier ng véag ouvdptnong
divel éva VEO PEOUa CUXVOTATWV 3004 @ < Jon > @
Mupnvikou MayvnTikoU ZuvTovi-
OMOU o¢ pia dAAn didoTaon Kai
o€ éva Agova TToU XapaKTNpIgeTal 3¢
wg F,. Ze auto T0 pdopa Aappd- XHMIKH METATOMIEH
vovtal dUO KOpu@EéG. H peTagU
Toug amroaTaon Oivel TN oTaBepd ZxnApa 6.6.7.2. Etepotrupnviky oUZeugn
ouleuénc J Twv dUo ouvdedEé- HETOEY GvBpaKa-13 kai TTpw-
vwV péow deapol Truprvwy 2C oviou 070 XAwpoQOpHIo.

H

100

Hz

@
— @

I

—
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Kal TrpwToviou. ETropévg, 010 Treipaua auTo Kataypd@ovTal o€ U0 GEOVES
Ol XNMIKEG PETATOTTIOEIG. 2TO TIOPADEIYUA QUTO N XNUIKI METATOTTION TOU TTU-
priva 3C kai n otaBepd oulelgewg J.

ZUPTIEPATHATIKA, Ol ATTOPPOPATEIS TwV TTUPrVwWY 3C evdg opyavi-
KoU popiou eival TommoBeTnuéveg oTov dgova F,. O1 o1aBepég ouleugng
Twv TrUprvwy 3C kai Tpwroviou Twv opddwv CH, (X=1,2,3) Tpoku-
TITOUV ATTO TIG ATTOCTACEIG TWV KOPUPWV, TTOU €ival TOTTOBETNUEVESG OTOV
aéova F1. 'Eva mapddeiypa ouleuéng °C kar 'H oto xAwpo@oppio
(CHCI,) atreikovicetan oTo 2X. 6.6.7.2.

6.6.8. Mapadeiypara @aocudtTwy dU0 SIa0TACEWYV

AkoAouBouv TrapadeiypgaTta amod TIG O TTAVW KATNYOPIES TTEIPO-
MATWY CUOXETIOPOU dUo diaoTdoewv NMR.
210 2X. 6.6.8.1 TTapouacidetal €va opottupnviko Treipaua COSY 1ng

11 ’ 13,11
10 12 14, 10, 16
. ﬁ‘rz 1.'3 18 L] ) -
C{S 2 13 17
TSN iz
CH, I I

o 19

— }

-
L=
-
L=
- 2 2 -2
é @ |~
i | -
s
< E
-
>
|
-
i [ e —— | =
-3
_
T T 1 1 T T T 7T1T1
84 82 80 78 76 74 72 70 68 6,6
ppm
TxAua 6.6.8.1. Opotupnvikd @dopa COSY TG apwHATIKAG TTEPIOXNG TNG

Aivopidng.
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®
)
W

ZxAua 6.6.8.2. ddopa dvo diactdocwv COSY
NG 2-e€avovng.

APWHMOTIKAG TTEPIOXNS TNG Aivouidng. Me 1o Treipapa autd, 10 HoépIo TNG
Aivopidng katéotn OuvaTtov va TauToTroInBei TTARPWG EKTOG Twv
mpwrtoviwv H-19 kai H-20, 1Tou TautoTroin@noav ue treipaua NOESY.
Oupiloupe 6T 10 Pdopa 'H NMR dev umrdépeoe va pog Bonbrioel on-
MavTIKd, TTapd pévo oTnv TauTtoTroinon Twv Tpwroviwv H-11,H-13 kai
H-17. Ag doupe mwg TO Treipapa COSY BonBdel otnv TTApPN TAUTO-
TToiNoN Twv apwuaTtikwy TpwTtoviwyv. Ta H-11, H-13 Ba €xouv cuoxe-
TIOPOUG péow deopou pe Ta H-10 kai H-14, kabwg kai To H-12. To H-12
TAUTOTTOIEITAI WG TPITTAR KOPUPK TTOU cuvToVvieTal oTa =7 ppm. ETToué-
VWG N Kopu®n ota =7,3 ppm n OTroia OQEIAETAI OTO CUVTOVIGUO TPIWV
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TTpwroviwv TepIExel Ta H-10 kai H-14. H 1pImTAf kopu®ry Adyw cuvTo-
viopou oTa =6,9 ppm, TTpETTel va avTioToixei oto H-17 (TmpoaoTrideTal
AOyw TOU Qaivopévou TnG pecopEpElag). AuTh ocuoxeTiCeTal yEow O€-
opou pe To H-16 kai H-18. Adyw Tou @aivouévou Tng peoopépeiag 1o H-18
eival To Aiyotepo TTPOACTTIOUEVO Kal eupavideTal va ouvTovidetal oTa =8
ppm. To H-16 cuvTovieTal oTa =7,3 ppm.

Ag doupe éva Tapddelypa ammAoloTeEPNG OPYAVIKNAG évwong, OTTou
ammodeIKVUETAI N duvaTOTNTA TAUTOTTOINONG TNG €vwaong PE pévo odnyod
10 Treipapa COSY. To pacpa COSY 1ng 2-e€avovng @aivetal ato oxAua
6.6.8.2.

H kopuen ota ~1,8 ppm avTigToixei ato -COCH,. Eival atmAn kopuen
Kal dev ouvOEETAl HETW BETHOU PE KavEVA GAAO TTpWTOVIO. H TPITTARA KO-
puen ota ~2 ppm avtioToixei otnv -C(6)H, Tng aAkuAikrg aAuaidag.
Eivai TpItTAf kopu@n yiaTi utTtdpxouv o€ auTh U0 YEITOVIKA TTpwTovIa. H
-C(6)H, ouvdéeTal yéow deopou pe TN peBulevoudda -C(5)H, tou ep-
@aviCeTal WG TTOAATTAN (CUCeuyVUETAl UE TTEVTE UDPOYOVAQ).

AvrigToixa Ta TautoTroinuéva TpwTévia TN peBulevouadag -C(5)H,
ouaxeTifovtal EOw deopoU pe TTPWTOVIA TNG peBuAevouddag -C(4)H,
Kal Oivouv €TTioNG PIa TTOAAQTTAR KOpU@r (GuleuyvUovTal CUVOAIKG HE
TEOOEPA YEITOVIKA TTPWTOVIQ).

ZUVOTITIKG n akoAouBia cuoxetiopou eivar: C(1)H,-C(6)H,-C(5)H,-
C(4)H,-C(3)H,,.

levikd, TTpIv TNV TauToTroinon, KaAO €ival va eviomoBei 1o TTAEyua
OUOXETIOEWV Kal va EpapuoaBei N oTpaTtnyikr TautoTroinong ue Bdon 1o
TAEYHa AQuTO. TNV TTEPITITWON AUTA N OTPATNYIKN, TTOU Ba ETTPETTE va
eQapuooBei yia To poépio TG 2-e€avovng cival n €ENG. ApXIKA YiveTal
Tautotroinon Tou C(1)H,CO. Meta va akoAouBnoel n tautotroinon Tou
C(6)H,, n omoia Ba odnynoel oe avau@IoBATNTN TAUTOTTOINON TWV
C(5)H,-C(4)H,-C(3)H,. H otpatnyikr] auTr GUVTOMOYPAQIKG TTaPIOTd-
veTal wg: 1 - 6-5 -4 -3

Mapadeiypata dUo diaotdoewv COSY PEPIKWY QUIVOELEWY EU@Qi-
vovTal oTo 2X. 6.6.8.3.

Ag doupe éva TTapddelypa @dopatog 2D J-ouleutng Tou TToAUpEPOUG
TNG TTOAUKATTPOAQKTOVNG OTTOU TO @doua 2D J-ouleugng ptropei va Bon-
Brjoel oTnv TauToTToinon Tou (Xx. 6.6.8.4).

To @doua éxel Anedei oe pacuatoypdgo 500 MHz. Mapartnpeital OTI
o F, agovag TrapIoTavel TIG XNMIKEG PETATOTTIOEIG TWV dIAQPOPWY TTPW-
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ZyxApa 6.6.8.3. ddopara COSY duUo diaoTdoewv apivotéwv. O1 guleltelg deixvo-
VTOI JE OUVEXEIG YPAUUEG. ZTIG CUOXETIOEIG gaivovTal yévo Ta a, B,
Y, kai & udpoyova @aivovTtal yévo kal 6x1 Ta 6&iva udpoydva Twv

-NH2 ka1 -COOH.
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0

ZxAHa 6.6.8.4. ddopa 2D J-00Csuéng Tou TTOAUPEPOUG TNG TTOAUKATTPOAQKTOVNG.

—
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Toviwv, TTou atapTijouv To poplio (a,b,c,d,e) kai o F, dagovag Tn J oUdeu-
gn. 210 @doua @aivetal n ougeugn J,,. MNa 1a duo TpwTdvia a TTapa-
TNPEEITaI TPITTAR KOPU®I, YIATI TA YEITOVIKA TOUG TTPWTOVIA €ival dUo b, Ta
otroia gival 100dUvaua. MTtropeite va dIKAIOAOYAOETE TIG TTAPATNPOU-
MEVEG UTTOAOITTEG TTOAAGTTAOTNTEG KOPUPWY;

270 Zx. 6.6.8.5. guqaivetal éva etepotTupnvikG Treipapa *C-H (HSQC-
Hetero-nuclear Single Quantum Coherence) TG apwATIKAG TTEPIOXNS TNG
Aivopidng. Me 1o Treipapa autd, TauTtoTroIenoav of AvBpaKeS, TTOU GUVOED-

H14, H10

H13, H11

His§ ms HI7

. L

» F105
cis 110
- @ C115
c4 u
CIZ.(‘.I_SI e @ 120
C_I-l, ("l_l] :

cu.@ [ g
16! B
T T T T T T T T T
ppm g2 8,0 78 7,6 74 7.2 7.0 0,8

ZxAua 6.6.8.5. Etepotrupnvikd mreipapa 3C-'H dU0 d100TACEWY TNG APWHOTIKAG
TTEPIOXNG TOU popiou TNG Aivouidng.

VTal JE TTPWTOVIA. ZUYKEKPIUEVA, €IDAUE TNV TAUTOTTOINOT TWV APWHATIKWY
TTPWTOViWYV PEow Tou @douaTog 2D COSY. ETrouévwg, ol avTiaToixol avBpa-
KEG TToU gival auvdedeEVOI HEOW SETOU HE Ta TTPWTOVIA, Ba TauToTToINBOUV
ME To eTepoTTUPNVIKS TTEipapa HSQC duo diacTdoswy.

‘Eva meipapa COLOC (avmikaraotddnke amd 1o HMBC- Heteronu-

—
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—2.0
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cozny CHIOHIZ o e i
. ‘I [ _?,0
/'\(.'18.!116 -
" Cl4/10,H14/10 8,0
C3,HI8 I
9.0

180 170 160 150 140 130 120 110 PPM
IxAua 6.6.8.6. Meipapa duo diaoTdoewy *C-'H COLOC Ttou popiou
NG Aivopidng.
clear Multiple-Bond Correlation), emmiong Tou popiou TG Aivopidng, oei-
XVETQl O0TO 2X. 6.6.8.6. Me 1O TrEipaua autd TauTtoTTOINONKAvV OI TETA-
pToTayeig AvBpaKeS Tou Popiou TNG Aivouidng. 1o Treipapa autd TTapaTn-
pouvTal 2J Kal 3J CUOXETIOUOI avOPAKWY PE TTPWTOVIA. EUkoAa TauTo-
TTOI00VTaI KAl Ol UTTOAOITTOI AVOpaKeS OTAV €ival YVWOTEG Ol XNUIKEG PETA-
TOTTIOEIG TWV TTPWTOVIWV KAl TWV uvOedeuévwy pe autd 3C (13C-H). O
C1 oTo Treipapa autd cuoxeTiCeTal Ye 1o H-7 kai o C-7 cuoxeTieTal Ye 10
H-19. 'Eto1 emBefaiwovovTal ol XnNUIkEG petaToTrioels Twv C-1 kai C-7.
Emiong, o C-9 cuoxeriCetal pe 10 H-19 kan eTTopévwg TauToTrolgital o C9.
O C3 tauToTroicital HEOW TOU CUOXETIOPOU pE Ta TTpwTovia H-20 kai H-
18. Mg 1oV TPOTTO QUTO TauToTTOIBNKAV OAOI OI AVvOBPAKES TOU POpIoU.
Me 1 Xpnon, Aoimmdv, ocuvOuaouoU OMOTTUPNVIKWY Kal ETEPO-
TTUPNVIKWV TTEIPAUATWY piog Kal dUo dlaoTdoewy, KATéoTn duvatr n
TauToTroinon GAwV Twv TTPWTOVIWV Kal avBpdkwv Tng Aivopidong. Oa

—
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OoUUE OTO ETTOUEVO KEQAAAIO TG OH
yivetar n empBePaiwon TauTotroin-
ong Twv H-19 ka1 H-20.

To TeAeuTaio TTapPddEyUa ava-
QEPETaI OTNV TAUTOTTIOINCN TWV [N
ApWHATIKWY avBpdkwyv Tng TIa-
POKATW EVWOEWS Kal apopd T ou-
MTTAfpwaon Tou TTivaka 6.6.8.1. Ol
TTOMaTTAGTNTEG OToV Trivaka 6.6.8.1
avagpépovTal o€ oueugeig C-H.

201

Mivakag 6.6.8.1. XnUIKEG PETATOTTIOEIG Kl

TTOAAQTTAOTNTA TWV TTO-
POTNPOUMEVWY  KOPUPUWV
OUVTOVIOHOU TOU [opiou,
TO OTT0iO €ival oXedIAOE-
vo O¢egid.

Xnuikég

. ZxO6Aia
HETOTOTTIOEIG

21,9q

41,3 t

51,8d

61,0d Jep=161 Hz

65.8 d 0 GvBpakag gival ouvdedepévog pe 'H 1o omoio cuvrtoviletal
’ oTn XNUIKA petarémmon 6=4.19 ppm (qd=6.5 Hz)

68.5 d 0 GvBpakag gival ouvdedepévog pe 'H 1o omoio cuvrtoviletal
’ oTnN XNMIKA petatémmon 4.01 ppm (dt, 2 kol 7 Hz)

69,0 t Jcp=7 Hz

69,3t Jep=7 Hz

173,2 s

207,3 s
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Mivakag 6.6.8.2. MNMivakag TTpog cuuTTAfpwan.

"AvBpakeg Xnuikég MeTarotrioelg

C-1

C-2

C-3

C-5

C-6

C-7

C-8

C-9

C-10, 1

Auon:

O C-9 aviikel og peBUAio kal Ba dwaoel TeTpaATTA Kopuer). EUkoAa
Aoittév TauToTrolgital. Eival €TTiong o 1o TTPoaCTIIoOPEVOG KAl CUVTOVi-
Cetal ota 21,9 ppm.

O C-3 ouvdéetal e deCPO PE PWOPOPO Kal UE Eva udpoyovo. ETro-
MéVwG, Ba dwaoel dITTAN Kopuer]. ZuvTovileTal aTa 61,0 ppm.

O1 C-10 kar C-11 ouvdéovTal, €miong, YECW OEUYOVOU PE TO QW-
0@Qopo. Oa dwaoouv TPITTAEG KOPUPES YUpw aTa 69,0 ppm.

O C-1 dev ouvdéeTal Ye TO PWOPOPO Kal divel TPITTAR Kopupr oTa
41,3 ppm.

O C-7 6a ouvroviCetal ota 173,2 ppm Adyw TNG TTPOACTIIONG ATTO TO
dadwro.

O kapBovuAikég avBpakag C-2 Ba ocuvtoviCetal ota 207,3 ppm.

O C-5 divel dITTAR KopuPr Kal CUVOEETAI PE AVBPOKES TTOU QPEPOUV
éva udpoyodvo kal dUo udpoyova. To TTPwWTOVIO Tou oxdTal o€ dt (JITTAn-
TPITTAR).

O C-8 diver dITTAR Kopuen Kal cuvTovileTal ota 51,8 ppm.

—
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O avBpakag C-6 divel ITTAR kKopuen Kal eival ouvdedepévog ue H,
TO OTToi0 ouvToviCeTal o€ XNUIKA peTatotmion 6=4,19 ppm kal divel
qd=6,5 Hz.

Ta ammoteAéopaTa TNG avaAluong TrapExovtal atov Mivaka 6.6.8.3.

Mivakag 6.6.8.3. AvTioToIX0G TTiVOKAG O OTT0I0G PEPEI CUUTTANPWHEVES
TIG TIUEG TWV XNMIKWV PETATOTTIOEWV.

"AvOpakeg Xnuikég MeTatotrioelg
C-1 41,3t
C-2 207,3 s
C-3 61,0d
C-5 68,5 d
C-6 65,8 d
C-7 173,2 s
C-8 c-8d
C9 21,9 q
C-10, 1M 69,0 ka1 69,3 t




Chap06- 20T. gxd 15/12/2005 3:46 ii Page 204 E }

204 APXEZ NMR

EPQTHZEIZ- AZKHZEIZ

EpwTtAoEIg

1. MNoieg peBodoAoyieg uTTdpxouV yia TNV aTTAOTTOINCN TTOAUTTAOKWY
PACUATWY;

2. Nati amd 1ig peBodoAoyieg auTég, N pacuaTookoTria dUo dlaoTd-
oewv gival n o diadedouévn;

3. Molgg ival o1 KUpleg kaTnyopieg 2D-NMR @acudtwy;

4. lMoia diadikaoia akoAouBeital, yia va BpeBouv ol oulelEelg (MEow
deopoU ) xwpou) heTatu duo TTuprivwy A Kai B;

5. Moia gival Ta o1ddIa dieEaywyng £vOg TTEIPAUOTOS SUO SIOOTACEWYV;

6. Ti onuaivouv Ta akpwvupuia (a) COSY (B) DQF-COSY (y) COLOC
(0) RELAY kai (€) INADEQUATE;

7. Na €¢nynoete TTwg dnuioupyeital Eva @Acua dUo dIaoTACEWV.

8. Na eme€nynoeTe TNV TTOAPOCEIpd, TTou akoAoubBeital o€ €va Trei-
paua COSY.

9. MNoia €ival N onuacia evog eTepoTTUPNVIKOU TTEIPAPOTOS dUo dia-
OTAOEWV;

EpwTtAoceig TOAAATTARG €TTIAOYAG

1. 2¢ éva pdopa dUo dIaoTdoEWY TO OTAdIO AVATITUENG:
a) TTponyeital Tou aTadiou TNG avapigng

B) émmeTan Tou oTadiou TNG avApIgEng

y) €TTETaI TOU OTAdIOU TNG AviXveuong

0) kavéva aTmmo autd

2. H TraApooeipd o€ €va mreipapa COSY eivai:
a) 90°-t,-90°-t, B) 90°-t,-90°-t,-90°
y) 90°-t,-90°-t, ) 90°-t,-90°-t,-90°

3. H maApoceipd COSY

a) TepIAapBavel éva TTaAu6 90°

B) epiAapBdver duo TTaAuoug 90°
a) Oev TrepIAapBdver TTaAPO 90°

0) TrepIAapBadvel pévo TraAuoug 180°
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4. Na avTIOTOIXNOETE:

DEPT Aidkpion -CH am6 -CH, o€ pia opyavikn évwon

COSsY Ie1ITovikég oulelgelg 01O XWPO

SPIN-ECHO |lermovikég oulelEelg HECw dETUWV

NOESY AAWN KOPUPWV E EVIOVO ORua

5. O ap1Buo6g Twy oulelEewy PEow deOUWY (va AABETE UTTOWN OAEG
TIG duvaTEG GUCEUEEIG) €ival yia TO POPIo TNG 2-udpogu-BouTavoAng:
a)6 B)5 y) 4 0)7

6. O apiBuog 2J oulelewyv PeTall avOPAKWV-TIPWTOVIWY Of éva
ETEPOTTUPNVIKO TTEipapa dU0 SI00TACEWY YIa TO POPIO TNG 2-UdPOo&u-
BoutavoAng eivai:

a) 2 B)3 (y) 4 0) kavéva amé Ta o, B Ay

7. O apiBués Twv 3J oulelewv oTo a-peBUAo-BouTtavikd 0&U, TToU
TTapaTnEouvTal O€ €va ETEPOTTUPNVIKO TTEipaua duo dlaoTdoewy eivai:
a)2 B)3 y) 4 0) kavéva amo Ta o, B Ry

8. H deuTtepiwon XNUIKWY OUCIWYV ETTITPETTEI

a) Tnv etmiAucn TTPORANUATWY TAUTOTTOINCNG OUCIWV
B) MEAETN BloXNUIKWY avTIOPACEWY

Y) MEAETN PNXQAVICUWY OPYAVIKWY avTIOPATEWV

0) 6Aa Ta TTapaTTdvw

Na atravTioere ge X, av n mpoTaon gival cwoTh i HE A, av givai
AavOaopuévn.

1. H gaopatookotria NMR dUo diaoTtdocwy €ival ogoTTUPNVIKH, Qv
ouoxeTifovtal OJOIOI TTUPHVEG KAl ETEPOTTUPNVIKA, av cuoxeTiCovtal dla-
(POPETIKOI TTUPHVEG HECW OECHOU i XWPOU.

2. H pacpatookotia NMR 800 diactdoewv &ev XpnOIUOTTOIEITAl YIa
TNV TQUTOTTOINCTN QUOIKWY TTPOIOVTWY, YIOTi auTd atroTeAoUV TTOAUTTAO-

KEG XNMIKEG OOMEG.
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3. H ouoxémion tpildv TTUPrivwy OTTOTEAET QVTIKEIMEVO TNG TPIODIA-
OTATNG POCUATOOKOTTIAG.

4. H paopatookoTria '®N-'H eival xprioiun oTnv TautoTroinon TeTTI-
Siwv yiati autd TTavTa TTEPIEXOUV AdwTo OTn dour TOuG.

5. Kdtroiog ioxupiletal, 0TI av TO0 €UPOG TWV XNUIKWVY PETATOTTIOEWYV
Twyv TTpwToviwv ATav 1000 ppm, n pacuatookoTtria NMR 6a utropouce
va €papuooBei otnv TauTtoTroinon TG aAAnAouxiag auivogéwy yeyding
MOPIAKNG PAZAG TTPWTEIVWIV.

6. YTrapxel éva TTPpwWTOKOAAO TO OTTOIO TTAPEXEI TTANPOYOPIES YIa TN
ocIpd TWV TTEIPANATWY TTOU TTPETTEI VO akoAouBnBouv yia va TauTo-
TroinB¢ei éva opyavikd popio.

7. 2Z¢ éva @dopa duo diaotacewv NMR uttdpxel kataypagr duo dia-
POPETIKWY TTANPOQYOPIWV C€ BUO OIOPOPETIKEG OlOOTACEIG 1) 0 dUO
dlaQOPETIKOUG Agoveg auxvotiTwy F, kai F,.

8. Z¢ éva @dopa duo diaoTdoewy aTov Ggova F, kataypdgovrtal An-
po@opieg, 6TTWG N oTabepd ouleutng A Ol ATTOPPOPNTEIG TTUPAVWY TTOU
oxeTiCovtal ; aAANAeTIOpPOUV.

9. Z¢ éva eTepoTupnVvikd doua duo diaotdoewy *C-"H aTtov dgova
F, kataypd@ovTal guvnOwg oI XNUIKEG HETATOTTIOEIG TTPWTOVIWV.

10. 210 apivogu Tng yAukivng (NH,CH,COOH) 8a mraparnpnBei £vag
ouoxeTiopog COSY Twv duo d1IdUPwWY TpwToviwy Tng aCH,,.

11. 210 apivogu g aAavivng (NH,CH(CH,)COOH) Ba mrapatnpenOei
gvag ouoxeTiopog COSY 1wy aCH kai BCH,.
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Aoknoseig

1. Na TTapacTriioeTe Kal va aiTiohoynoeTe 1o @dapa COSY Tou auivo-
£€og NG BaAivng.

2. Aivetal n apwuaTikn Tepioxi COSY g evyoewg 5-(2-O1pgbula-
MIvoeBOEU)-7-080-7H-Belo[c]-pAoupévio Kal TO PACUA PE ETICNPOATHEVO
Ta udpoyodva H1 kal H11. MTTopeiTe va TaUTOTTOINCETE TA UTTOAOITTO ApW-
MOTIKG udpoyova oTo @dopa; AdBeTe 1Tiong uttdYn OTI Ta TTPWTOVIA H4
Ta omoia ouvTtovifovtall ota 8,23 ppm kal H8, To otToio cuvTovileTal oTa
7,57 ppm, €xouv Tautotroin®ei pe meipapa INEPT (Insensitive Nuclei
Enhanced by PolarizaTion).

o
= a8
H 2 1]
"I | =
] (1]
. L
] -
R=CH,CH,N(CH,),
H
Hy 11
T T T T T T T
85 8,0 7.5 ppm 7,0

IxApa AX6.1. ddopa COSY apwpaTikig
TTEPIOXNG TNG évwaong A.

3. 'Eva mapddeiypa teipdpotog RELAY deixveral 010 TTOPAKATW
OXNMa yia To KOIAIGKO dioupnTiKO TTaPAyovTa VOTPIoU TOU apoupaiou
(ANF-atrial natriuretic factor). O1 ypappég Tou oxruaTtog ouvdéouv NH
pe a-CH A B-CH yia 10 KaBe apivogu. Na 10 HEAETACETE.
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IxAua AZ 6.2. RELAY @dopa Tou KoIAIaKoU
dloupnTikoU TrapdyovTa va-

4.5
E

=

=9

T
Tpiou. 8.4

80 ppm

4. Na e€nynoete WG pe xprion Twv COSY kai *C-"H paoudtwy 6a
TAUTOTTOINOETE TIG PATUATIKEG KOPUPES GUVTOVIOUOU TWV KOPUPWYV, TTOU
TTapatneouvTal ¢' autd yia To Poplo Tou 2,3-81udpo@oupaviou.

ol
L

IxAua AL 6.3.

L)
-~

R 0 =0 a0 3 ppm

COSY (davw) ka1 HSQC™
C-'H (kdTw) @douara
Tou popiou Tou 2,3 OI-
udpoPoUpaVviou.
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5. Na xpnoiyomoioete 10 COSY kai 1O
@dopa duo diaotdoswv BC-H yia va Tauto-
TTOINCETE TO TTPWTOVIA KAl TOUG AvBpakeg TG Ro-

giolenyne A.
- . - 10
# 5 5
— — =
: - - - 30
[ _
T _ s
gt Il [ = —
e a 13 —
g N _ 70
g o
B 0 @? el
F e e
- 110
[ 1Y =130
() 198
i ] h“|l i II U__JMILAMM.L
2 1 I 1 I 1 1
T T T T T T ppm
6 5 4 3 2 qbPpm 6 5 4 3 2 1

IxApa AX 6.4. COSY kai '®C-'H @dopata 1ng Rogiolenyne A.

6. Aivetal n TTopakdTw £vwon Kal To @Acua TTPpwToviou TNG. 10 £TTO-
pevo oxAua aimioAoynoTe TIG ouleugelg Twv TTpwrtoviwv A,B,C kai D.

Ha O

CHj,

Hg
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Hyg Hy
gt
82 Hz I(.‘ _’[ "'_ - 82Hz
23 Hz T TT_zsHz ( ?‘I/ e
I' 1.7 Hz || |]| _‘i s
1.1Hz ]

TyxApa AZ 6.5. ZuleU&eIg TTPWTOVIWY TNG PETA-VITPO-AKETOPAIVOVNG.

7. 210 €TEPOTTUPNVIKO QdAapa dUo diagtdoswyv C-H Tng Top@upivng
Tapatnenenkav 2J kai 3J oculeueic. Na xpnoipotroifoeTe Tig ouleUEelg
QUTEG VIO VO TOUTOTTOINOETE TOUG TETAPTOTAYEIG dvBpakeg. H TautoTroin-
On TwvV TTPWTOViwY avaypd@eTtal TTavw atrd TIG KOPUPESG TOU PACTHATOG

H NMR.
4
[y
Ty a
d b d’ ‘b'
113(7—0—ﬁ
180 [}
- . .’“.": *
170+ P 13¢
160
150 ,
I ¢
1404 tel o
I
1 I 1 T I 1 -
40 30 ppm 20

ZyxApa AZ 6.6. Etepottupnvikd @dopa duo diaoTtaoewv C-H Tng TTopgupivng
ME Xprion @acpatoypdgpou 400 MHz.

—
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O1 ToAaTTA(G KopUuYEG aTa 136 ppm o@eidovTtal oTnv TTUPIdivn-d5.
Mbvo n Trepioxy CUVTOVIOPOU TWV TETAPTOTAYWV avOpdkwyv OeixveTal
otnv didaTtaon F,. O1 cuoXETIOPOI TWV TTPWTOVIWY TwWV PeBUAiWY (péoa
oTo opBoywvio) gixav TTOAU 1I0XUPOTEPN €vTaon Kal yI' autd Xpnolyo-
TToINénkav Yoévo uywnAou eTTITTESOU 1I000YEIG KAUTTUAEG.

8. 'Exouv mrpotaBei o1 dUo TTapakdtw douES TNG COUAPOoyouavidivng.
Kdtolog epguvntig TTpoTeive T n @acpatookotria N NMR 6a uTro-
pouace va dleukpivioel TTola aTTd TIG U0 OOWEG gival N TTPAYUATIKY UE TO
MO KATW OKETTTIKO. Av n Oe€Id doun €ival n TTPAYMATIKN, TOTE TO PATHO
Ba TrepIEXEl BUO TPITTAEG KOPUPES. AuTO Oev Ba TTapaTnpenBei QuUOIKA av
n dopn €ival aut TTOU TTOPIOTAVETOI OTA APIOTEPA. ZUPPWVEITE PE TO
OKETITIKO Tou; Na BewprioeTe 6T TO AdWwTO, TO OTTOIO €€l sSpin=1/2 ako-
AouBei kavoveg TTPWTNG TAEEWG.

o 0 NH o 0 NH
N/ C// Y% C//
~_— \NH2 ~_ \NH2

H,N H,N

9. Na avaypdyete Tpia yopla Ta otroia TTapéxouv @douata COSY,
TWV OTIoiWV Ol X, 0UCeUgeIg HEow deopoU AapBdvouv avtioToixa Tig

TINEG:
a) 3< x<8 B) x>8 kau Y) X;<3.

10. Na atropavBeite yia Tn Xpnoigotnta Anwng edouarog COSY oTig
aKOAOUBEG eVWIOEIG.

a B Y o

OH

\_/




