MHorommMmnynbCHble MeTOAbl
OAHOMEepPHOMU
cnektpockonuun AMP
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MMnyanbI KOPOTKMe n AfimHHbIe

[MpuHumn HeonpeaeneHHocTy HeonpeaeneHHOCTb NO BpeMeHW NopoxaaeT
l'enseHbepra HeonpeAeneHHOCTb Mo YacToTe:
h At =109 cek (1 mkc) = Av=10%Tu (1 MIu)
Ar-Ap = —
2
AE-At ~ h MMNYFbC GONbLIOW
ANUTENBHOCTY
h-Av-At ~ h
UMMYNbC cpeaHen
Av-At ~ [ ANUTEeNbHOCTU

MMNYyJSibC Manowu
ANNTEeNbHOCTHU
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MpocTenwnn MMNyNbCHbIN (OAHOMMNYILCHbIN) 3KCMEPUMEHT

P1 _ — —AQ e e

|-I o
N i\ :
] || I V] Af W 7 a
] . -
\ | ]\ fo I/ \/ \J je”f’ BpeMs
\. /

: | 5
D -  Delay (BpemeHHas 3apnepxkka): l\ I et
P— Pulse (umnynsc) : e s
FID — Free Induction Decay (cnag \ i EEpd L
~ ey S

cBODOOAHOW MHAOYKLNN) TOUKM, NOMYYEHHbIE B pesyNbTaTe oUngpoBKY
AQ — AcQuisition time (Bpems BbI6OpKU cnapa ceoboanoit unaykuum (TD)

cnaga cBob6ogHOM MHAOYKLUMN)

D1 — penakcaunoHHas 3agepxka (1-10 cekyHA)

DE — pre-scan-delay (6 mukpocekyHA)

DW — DWell time (10-3000 MukpocekyHA)

P1 — Bo3byxgarowmn nmnynbc 601bLLION MOLWHOCTU ANNTENBHOCTLIO 7-10 MUKPOCEKYH,

TD — Time Domain size (pasmep oundgpoBaHHOro cnaga cBo604HON MHOYKLUUM B TOYKaX)
AQ =TD x DW (1-10 cekyHa)



NoBeaeHue oTAenbHbIX COCTABNAOLWMNX OO0 bEeMHON

HaMarHU4eHHOCTU
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pPezynoraT: 3KCNOHeHUWanbHbIA cnaj nonepeyHoi HaMarHMYeHHOCTH
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NoBeaeHue oTAenbHbIX COCTABNAOLWMNX OO0 bEeMHON
HaMarHU4eHHOCTU: «paccoKyCcUpoBKa»
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[NloBeaeHue oTAeNbHbLIX COCTaBIAOWMX 00 BHEMHON
HaMarHU4YeHHOCTU: pegokycupoeka (CMIMHOBOE 3XO0)

/2 T
(90°) T (180°)
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MMmnynbcHas nocnegoBaTenbHOCTb AN HabnoaeHus
CMUHOB020 3Xa

A (T/2)y - T - My - T - FID

B |(90°, - T -(180°, - T - FID

C TC/2 t




KaHanbl perncrpauum

kaHan 2H (D) — kaHan ctabunmnsauum
(MOXeT ObITb HacTpoeH Ha 19F)

kaHan 'H

kaHan X (HactpamBaembin: 13C, 14N,
15N, 170, 23Na, 27Al, 31P, 39K, ...)



CnekTtp AMP 13C («MOHOpEe3OoHaHC»)

H
op® Mo kaHany 'H HuKakux
UMMYJbCOB He
nopaeTcs, B CNeKTpe
130 D1 NPoABINAOTCA BCe
KoHcTaHTbl CCB nJ_.
95 90 85 80 75 70 65 60 55 50 45 40 35 30 25 20 15 10 5 ppm



Cnektp AMP 13C («kMOHOpPE3OHAHCY)

1
H B cnekTpe
80° NPOSIBNAIOTCA BCE

KoHcTaHTbl CCB nJ_
HO MHTEHCUBHOCTb
CUrHasnoB aTOMOB
yrnepopaa rpynn CH, CH,
n CH,; yBenunyeHa 3a cyet
reteposaepHoro
achpekta OBepxay3sepa

D1

T3C

95 8o 85 8O0 V5 70O 65 60 55 50 45 40 35 30 25 20 15 10 5 ppm



Cnektp AMP 13C

LWMPOKOMNOJIOCHAaA pa3BA3Ka OT NPOTOHOB

NMopaBnsiroTcs Bce

'H KoHcTaHTbl CCB nJ_
90° HO UHTEHCUBHOCTb
CUrHanoB aToOMOB
yrnepopaa rpynn CH, CH,
n CH,; yBenunyeHa 3a cyet
reteposiiepHoro
achdekra OBepxaysepa

D1

'.'3C

95 90 85 g0 75 70 B> 60 55 S0 45 40 35 30 25 20 1% 10 2 ppm



Cnektp AMP 13C

LUMNPOKOMOJIOCHAA pa3BsA3Ka OT MPOTOHOB

H
90° NopnaBnaroTcsa Bece
KoHcTaHTbl CCB "J. , HET
yBenm4yeHus UHTEHCUBHOCTHM
CUrHanoB aTOMOB yrnepopa
3¢ o roynn CH, CH, n CH; 3a cuet

retepospepHoro acdekra
OBepxay3epa. CnekTp
MO>XHO MHTErpupoBaThb.

95 90 85 g0 75 70 B> 60 55 S0 45 40 35 30 25 20 1% 10 2 ppm



Cnektp AMP 13C

LLIMPOKOMNOJSIOCHas pa3Bsi3Ka OT NPOTOHOB, J-MoAynupoBaHHOe
cnuHoBoe 3xo, D20 = 1/J.,

NoaaBnATCA BCe KOHCTAHTbI
CCB "J..4, yBEenuuuBatroTcs
WHTEHCUBHOCTU CUrHasrioB aToMoB
yrnepoaa rpynn CH, CH, n CH,,
CUrHanbl aTOMOB yrriepoaa rpynn
c YyeTHbIM (C,CH,) n HeyeTHbIM
(CH,CH;) uucnom
npucoeanHEeHHbIX aTOMOB
BoAopoAa UMeroT
NPOTUBOMNONOXHYIO ha3y

90° 180°

130 D1 D20

95 90 85 g0 75 70 B> 60 55 S0 45 40 35 30 25 20 1% 10 2 ppm



CenekTUBHbLIN NepeHoC 3acerieHHOCTH

| (Selective Population Transfer)
+5

Cuctema asyx sgep 'H -13C

Y'H/y3C ~ 4 - oTHOCUTeNbHasA MUHTEHCMBHOCTb

curHana: (Y'H/y13C)3 ~ 64

45 Ona appa 'H n36biTok 3aceneHHocTu B 4 pasa
npeBoOCXoAUT U30OLITOK 3aceneHHocTu saapa '3C.
Ecnu Ha ogHY 13 NMHUK ayb6neTa B cnekTpe
SAMP 'H nogencTBoBaTh cenekTuBHbiMm 180-

5

3acefieHHOCTN YpPOBHeNn), TO U3-3a Hanu4us
-3 KCCB npoTOHHbIe pa3HOCTU 3acenieHHOCTeNn
NnepeHOCATCS Ha yrinepoaHble nepexoabl. Ecnu
1 5 - 1 nocne 3toro noaatb 90-rpaayCHbIN UMNYIbLC
f :l Nno yrnepoaHoMy KaHasny v 3apermcTtpmpoBaTb

]{ rpagyCcHbii MUMMNynbLCoM (MHBEPTUPOBATb

CMNeKTp, To O6HapyXuTca oyoner c

1 * q R OTHOCUTENIbHLIMU UHTEHCUBHOCTAMMU +5 K -3.



nepeHocC 3acerieHHOCTU

INEPT = Insensitive Nuclei Enhanced by Polarization Transfer

90 1803 909

INEPT:  I=1,|0

Yc
il - S150: 1=1ﬂ(1+ﬁ)

2yc
Aanpo  Maxcumansxeri 420 TMepenoc
NONKPHIAUKHH

Up 2,24 2,47
13¢ 2,99 3,98
298i — 1,52 5,03
1SN — 394 9'87
S7Fe 16,48 30,95

103R b — 14,89 31.78



nepeHocC 3acerieHHOCTH

INEPT = Insensitive Nuclei Enhanced by Polarization Transfer

H

90°

15 D1 = 10-30

902 1808  90%

1y n1-—1‘| r ‘ll\ r

180  90°

5y I \F

YcTpaHseTca npobnema,
CBAi3aHHas C
NPOAOIHKUTENBbHON
penakcauuen agpa X,
NOCKONbKY B
akcnepumeHTe INEPT
WHTEHCUBHOCTb CUIrHana
appa X onpepensieTcsi
pa3HOCTbLIO HacesIeHHOCTeN
ypoBHeW sapa 'H, noatomy
MUMEHHO CKOpPOCTb
penakcauuu aapa 'H
onpepensieT 4YacTtoTy
NOBTOPEHUA
3KCMNEepuMeHTOB



Cnektp AMP 13C

LLUMPOKOMNOsoCHas pa3Bsa3Ka OT NPOTOHOB, J-MoAynupoBaHHoe
cnuHoBoOe 3X0 + BTOpoe 3xo, D20 = 1/2J,,

NopaBnarTCA BCce
KoHcTaHTbl CCB "J. ,
NPOABIAIOTCA TOSIbKO
CUrHasnbl YeTBEPTUYHbIX
aToMoOB yrnepopga (4mcno
NnpUcoeaAuHeHHbIX aTOMOB
Bogopoaa = 0)

90° 180° 180°

130 D1 D20 D20i8

95 90 8> &80 V5 70 B> g0 5% 50 4% 40 35 20 25 20 15 10 S ppm



Cnektp AMP °C DEPT-90

LUMMPOKONMOJIOCHAasA pa3BA3Ka OT NMPOTOHOB, NepeHoC nondapun3aumum
1H > 13C, D2 = 1/2J,,
qQ° 180° 90°

NPOSABNSAIOTCA TONbLKO
, CUrHanbl aTOMOB yrnepoaa c
H 5 5 OAHWM NPUCoeANHEHHbIM

npotoHoMm (rpynna CH)

90° |  180°: 180°

130 D1 . D2

9 90 85> &0 V5 70 B3 60 55 S0 4% 40 35 30 25 20 15 10 2 ppm



Cnektp AMP 13C

LULMPOKOMNOJSIOCHaA pa3Bsi3ka OT NPOTOHOB, YBeNIM4eHUe NHTEHCUBHOCTU
curHanos aTomoB yrnepoaa rpynn CH, CH, n CH; 3a cuet
reteposigepHoro acpcpekra OBepxay3sepa

95 490 85> 80 V75 70 6> 60 5% S50 45 40 3% 30 25 20 1% 10 o ppm

C,sH,,0,, 30 mr + 0.6 mn CDCI,
Bruker DRX-500 NS = 16, Bpema pernctpaumm — 1 muH 32 cek



Cnektp AMP 13C

LULMPOKOMNOSIOCHAaA pa3BA3Ka OT MPOTOHOB, J-MoAaynAauusa 3a c4yeT KOHcTaHTbl CCB
1Jc.q» YBENIMYEHME UHTEHCUBHOCTU CUTHaNoB aToMoB yrnepopa rpynn CH, CH, un
CH;, npoTuBononoxHas ¢pasa curHanos aToMoB yrrnepoga rpynn ¢ 4yeTHbiMm (C,CH,)
n HevyeTHbIM (CH,CH,) uucnom npucoeamHeHHbIX aTOMOB Bogopoaa

So———— .

L D D D D D e D B B I B A B
9 90 85> &0 V5 70 B3 60 55 S0 4% 40 35 30 25 20 15 10 2 ppm

C,sH,,0,, 30 mr + 0.6 mn CDCI,
Bruker DRX-500 NS = 16, Bpemsa perncrtpaumm — 1 muH 12 cek



Cnektp AMP 13C

TeCT Ha npuncoeaAnMHeHHblIe NPOTOHLI
LUMPOKONONOCHasA pa3BA3Ka OT NPOTOHOB, 3aaepxka D20 = 1/2J._,;, nposaBnsatoTcs
TONbKO CUrHasibl YeTBEPTUYHbIX aTOMOB yrrepoga (YMcrno npmcoeauHeHHbIX
aTomoB Bogopoaa = 0)

L D D D D D e D B B I B A B
95 90 8> &80 V5 70 B> g0 5% 50 4% 40 35 20 25 20 15 10 S ppm

C,sH,,0,, 30 mr + 0.6 mn CDCI,
Bruker DRX-500 NS = 16, BpeMmsa perncrpaumm — 2 muH 34 cek



Cnektp AMP 13C

nepeHoc nonapusauun DEPT-90
LLMPOKOMOSIOCHAA pa3Bsi3Ka OT NPOTOHOB, 3aaepxka D2 = 1/2J. 4,
NPOSIBMAIOTCA TONMbKO CUrHasribl aTOMOB yrrnepoaa ¢ oagHUM
npucoeanHeHHbIM NpoToHoMm (rpynna CH)

So———— .

er~+~ 1~~~ r~~~~r—---r---rrr-rrrrrreereteer ety T T
9 90 85> &0 V5 70 B3 60 55 S0 4% 40 35 30 25 20 15 10 2 ppm

C,sH,,0,, 30 mr + 0.6 mn CDCI,
Bruker DRX-500 NS = 8, Bpems peructpaumm — 40 cek




Cnektp AMP '3C — «kMoHOpe30HaHC»

yBenunyeHue MHTEHCMBHOCTU curHanos atomoB yrnepoaa rpynn CH, CH,
n CH, coxpaHeHue Bcex koHcTaHT CCB "J.

So———— .

L D D D D D e D B B I B A B
9 90 85> &0 V5 70 B3 60 55 S0 4% 40 35 30 25 20 15 10 2 ppm

C,sH,,0,, 30 mr + 0.6 mn CDCI,
Bruker DRX-500 NS = 160, Bpems peructpaumm — 8 muH 00 cek



Cnektp AAMP 3C — DEPT-135

«MOHOPE30HaHC», NPOSIBNSAIOTCA TONbKO CUrHanbl atToMoB yrrepoaa rpynn CH,
CH, n CH; coxpaHeHue Bcex koHcTaHT CCB "J._ , npoTuBononoxHas casa
curHanoBs aToOMOB yrnepopaa rpynn ¢ 4eTHbiM (CH,) u HeyeTHbIM (CH,CH,) uncnom
npucoeavHeHHbIX aTOMOB BoAopoAa

So———— .

er~+~ 1~~~ r~~~~r—---r---rrr-rrrrrreereteer ety T T
9 90 85> &0 V5 70 B3 60 55 S0 4% 40 35 30 25 20 15 10 2 ppm

C,sH,,0,, 30 mr + 0.6 mn CDCI,
Bruker DRX-500 NS = 80, Bpemsa peruncrtpauum — 3 muH 02 cek




Cnektp AMP 13C

LULMPOKOMNOJIOCHaA pa3BsA3Ka oT npotoHoB, HET yBenuyeHus
WHTEHCUBHOCTU curHanos atomoB yrnepopaa rpynn CH, CH, n CH; 3a cuet
retepospaepHoro acpdekra OBepxaysepa, cnrekmp MOXHO UHMe2puposamsb

So———— .

er~+~ 1~~~ r~~~~r—---r---rrr-rrrrrreereteer ety T T
9 90 85> &0 V5 70 B3 60 55 S0 4% 40 35 30 25 20 15 10 2 ppm

C,sH,,0,, 30 mr + 0.6 mn CDCI,
Bruker DRX-500 NS = 32, D1=10 cek, BpemMsa perucrtpauum — 6 mnH 2 cek




CnekTtpbl AMP 13C
C15H2402, 30 mMr + 0.6 M CDCI3 BI’Uker DRX'500

1 MuH 32 cek

1 MuH 12 cek

2 MUH 34 cek

40 cek

“_‘ o l l w HH“ - 6 muH 02 cek

R e R e R R R R R IO A -
1 7 G5 (1] 55 50 45 A0 as i) - 1 B
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