Cnexkrpockonus AMP BbIcOKOro paspenieHus

IIpoBecTr COOTHECEHUE IMHUM B CIIEKTPAX:

e 3asaHue BBINOIHAETCS ¢ TOMoLIbI0 TporpaMMel MestreNova.

e U3yunth 00U BUJ CIIEKTPA — KOJTUYECTBO M MHTEHCUBHOCTD JIMHHMA, HATHYUE
TOHKOW CTPYKTYPbI U HEpa3pELIEHHBIX M0JI0C. 3alUCaTh B )KypHAJI BEIUUUHY
paboueii yacTOThI MPUOOPA, PACCUUTATH HAMIPSHKEHHOCTh COOTBETCTBYIOLIETO
IIOCTOSIHHOTO MarHMTHOTO I1OJIS.

e VYCTaHOBWTH IIKATY B M.J. (TSI TOTO MIEJIKHUTE MPABOM KJIABUIIICH MBIIIH HaJl
moJieM co crektpom — «Properties» — Bkiaagka «NMR Spectrum» — «Scales»
— BKJIaIKa «AXes» — «Unitsy — «ppmy). [Tonb3ysick KypcopoMm, ONpeIeuTh
XUMHMYECKUN CIBUT KAKJIOM U3 JIMHUH B CIIEKTPE.

e VYcTaHOBWTSH HIKany B ['eprax (i 3TOro MIEIKHUTE MPaBOM KITABUIICH MBI HAJI
moJieM co criektpom — «Properties» — Bkiaagka «NMR Spectrumy» — «Scales»
— BKJIaIKa «AXesS» — «Unitsy — «Hz»). [Tonb3ysack KypcopoMm, ONpeeTnTh
XMMHYECKUW cIBUT B ['epriax miisd Kax a0 U3 JTUHUN B crieKTpe. M3MepeHHbIe XUM.
CABUTH BBIPA3UTh B M.J. U CPABHUTH C MIPEABIAYILIUM ITYHKTOM.

e lccrnenoBarh TOHKYIO CTPYKTYpPY CHEKTPA — MYJIbTUIIIIETHOCTD JINHUW U BEJINYUHBI
KOHCTAHT CIIMH-CIIMHOBOI'0 B3auMoaencTBus J. s n3MepeHust KOHCTaHT J
HCINOJIb30BaTh «JIMHElKy». THTEHCUBHOCTH KOMIIOHEHT MYJIBTUIUIETA ONPENEIIUTh
IIyTEM UHTErpUpOBaHus. lI3MepeHHOE OTHOIIEHNE HHTEHCUBHOCTEN CPaBHUTH C
TEOPETUYECKUM.

e OCHOBBIBasSICh Ha JaHHBIX 00 MHTEHCUBHOCTSIX JIMHHUM B CIIEKTPE U Ta0JINLIE CBOMCTB
JNEUTEPUPOBAHHBIX PACTBOPUTENIEH, BBIICIUTh B CIEKTPE JIMHUH, IPUHAJJIC/KAINE
OCTAaTOYHBIM IIPOTOHAM B PACTBOPUTENE U IIPOTOHAM IIPUMECEH.

e 3aHecTH B KypHAJl «CKEJIETHYIO» CXEMY CIEeKTpa — KOJIMUECTBO JIMHUI, UX
XUMHYECKHE CIIBUTH U OTHOCUTEIIBHBIE NHTEHCUBHOCTH, TOHKYIO CTPYKTYPY
MYJIbTUIUIETHBIX JTUHUM.

e OLEHNTh MAKCUMAJIBHO JOIYCTUMYIO BEIMUNHY HEOJHOPOAHOCTH MOCTOSIHHOTO
MAarHUTHOTO I10JIsA, ITO3BOJISAIOILETO IMOIYYUTh CIIEKTP C TAKUM Pa3peLICHUEM.

e OrmnpenenuTs WUPHUHY JIMHUN Ha 10J0BUHE BbICOTHI (B I'l). CoBnanaeT u mmprHa
JUIS pa3HbIX JIUHUN B ciekTpe? Eciu HeT, To ¢ 4eM 3T0 MOXKEeT OBbITh CBA3aHO?
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Onpenenutsb CTPYKTYpHYIO POpMYITy BEIIECTBA:

Jisa mocnepyromeil paboTel Mo pacmiu@poBKE CIEKTpa 3aHECTH B KypHal
«CKEJIETHYI0» CXEeMY CIEKTpa — KOJMYECTBO JIMHUM, UX XUMHUYECKHE CIBUTH U
OTHOCHUTEJIbHbIE NHTEHCUBHOCTHU, TOHKYIO CTPYKTYPY MYJIbTUILIETHBIX JIMHUI.

[Ipy BO3MOXKHOCTH M3MEHATH pabOuyyl0 4acTOTY 3aHECTH B JKypHaJ CXEMy CIIeKTpa
MPU BBICOKUX M HU3KHX 4YacTtoTax (Hampumep, 60 u 600 MI'm), mkana — B ['eprax.
Jlns atoro BeiOepuTe pazaen «T00Is» nHa BepxHeii manean MestreNova — «Spin

simulations ...» — «Frequency». OObscHUTE, KaK M IOYEMY HM3MEHUJICS BH]I

CIIEKTpa MPH CMEHE paboueii 4acTOTHI.

e (OcHoBBIBasICH Ha A PUHE HHHHﬁ, OOCHUTC BpPCMCHa pPCIaKCallur ﬂﬂepHOﬁ

HAMarHUYEHHOCTH ISl SIIEP JaHHOTO COEIMHEHHUSL.
C,HsO-a 8 CDCl; o criektpam Ha siipax 'H, B¢, 600 MHz
CsHsO-a B D,0 1o criextpy Ha siapax "H, 600 MHz

C3HsO-b 8 D,0 1o criextpy Ha sapax ‘H, 600 MHz

C3HsO, B CDCl; 1o criextpy Ha siapax "H, 600 MHz
CeHg-CF3-NO, B CDCl; mo ciektpy Ha siapax 'H, 600 MHz
O6paser 2: C3HgCly, 'H criekTp, 4acToTy MOKHO BapbHpPOBATh
O6paser 3: C3HsCly, 'H criexTp, 4acToTy MOKHO BapbHpPOBATh
O6paser 4: C,H,0, 'H criektp, 9acTOTy MOXHO BapbHPOBAThH
O6pasen 5: C4HgO,, H CHEKTP, YaCTOTYy MOXKHO BapbHUPOBATH
O6pasen 7: C¢Hy504P, 'H CHEKTp, 9aCTOTYy MOXXHO BapbHUPOBATH

O6pasert 15: CgHsO3N, 'H crexTp, 4acTOTy MOKHO BapbHPOBATH



SAMP-penakcomeTpe: X0/ BbIIIOJTHEHUS Pad0OThI

1. Tlomyuute y mpemomaBatenss pactBopbl cyibhatoB (CuSO4, NaSO4 MnSQOy)
koHueHtpauuei 0.25 M. Bxitounte komibroTep, nokioueHubid k AMP penakcomerpy,
M BBIIOJHUTE aBTOMAaTHUeCKyl0 mpoBepky mpubopa (Daily Check), wucmoms3ys
CTaHJapTHBIN oOpaszel. 3anummre padouyio yacTory npudopa: 9.95 MIw.

2. Ucnonesys npunoxenue pulseslOMHz, ompenenure maurensroctr 90 u 180-
IpayCHBIX HMMIIYJIbCOB (MX JUIMTEIBHOCTh M3MepsieTcsi B MKc). Mcrmonb3ylite oOpaszern
Daily check. CoxpanuTe B (aiin (Save copy as — Save data pairs / triplets) monyuennyro
3aBUCUMOCTh aMIIUTYAbl curHana FID (mponopuuonanehyto koMnoneHte My BekTopa
SJIEPHON HaMarHMYE€HHOCTH) OT BpeMeHHU. C MOMOIIbIO 3TOM 3aBUCUMOCTU OIPENIEIUTE
muTenbHoCcTH 90 1 180-TpaayCHBIX UMITYIIBCOB.

3. Ilomecture B mpubop mpoOHpKy ¢ AUCTUIUIMPOBAHHON BoJ0M (okomo 40 mi) u
U3MEpbTe BpeMs  momepeuHod — penakcauuu  (T2), HCHONB3YS  HUMITYJIBCHYIO
nocienoBarensiocth  CPMG  (nmpwiokenune t2_cpmg). CoxpaHuTe pe3yibTar.
[IpoBeanTe M3MepeHne HECKOJIBKO pa3 ¢ UHTEpBAIOM 1-2 MuHyThl. C 4eM MOXET OBIThH
CBS3aHO M3MEHEHHE pe3yJbTaToB wu3MepeHuit? Hccnenyiite BIMSHHE pPa3IUYHBIX
apaMeTPOB IKCIEPUMEHTA Ha PE3yIbTaT U3MEPEHUS | o.

4. Tlomyuute curHan cnaga cBOOOJHOW WMHIYKIIUH, UCHOJIB3YS OJHOUMITYJIbCHYIO
nocnenoBarensHocth FID (Free induction decay, mpunoxenue fid). Ouenure 3naueHue
Bpemenn Ty . COXpaHHTe pe3ysibTar.

5. W3meppre 3HaueHue Ti1, UCHONB3YS HUMIYJIbCHYIO IIOCIIEIOBATEIbHOCTD
HACBIllCHWE — BoccTaHOBieHHWe (Mo aHri.  Saturation—Recovery, mpuoxeHue
tl_saturation_recovery). CoxpaHuTe pe3yJbTar.

6. He u3Bnekas npoOUpKy U3 pe30HaHCHOM MOJOCTH, aKKypaTHO Jo0aBbTe B Hee 50-
200 MK pacTBOpa OJHOTO W3 CYIb(PaTOB (HCIONB3YyHTE aBTOMATHYCCKHE ITHIICTKH).
PaccumnTaiiTe KOHIEHTpalMIO MOJIYYEHHOTO pPacTBOpa W 3alMIIUTEe B JaOOpaTOPHBIM
xypHai. U3mepste T 1 T, COXPAHUTE PE3YJILTATHI.

7. JlAs8 TOdydyeHus 3aBHCUMOCTHM BpEMEH pellakcallid OT KOHIEHTPALUH COJIH
aKKypaTHO J00aBbTE pPACTBOP COJMM B MPOOMPKY €IIe HECKOIBKO pa3 M ITPOBEIUTE
aHAJIOTHYHBIE U3MEPEHUsI, COXPAHUTE PE3yIbTaThI.

8. MUsmepwTe 3aBucHMOCTH T, W T, or KOHIIGHTpAIlMd OCTaJIbHBIX CYyIb(}aToB
aHAIOrMYHO MyHKTaM 4-8 (1-2 Touku). 3amuiMTe UCXOHbIC KOHIICHTPAI[MHA PAaCcTBOPOB
coneid. [Toctpoiite rpaduku 3aBucumocteit 1/T, u /T, or KOHIleHTpauuu. COnoCTaBbTE,
Kakag u3 coiei (cynbdarsl Cu, Mn, Na) npuBoguT K O0ibIIEMY M3MEHEHUIO BpEMEH
penakcanuu. [TonbiTaiiTech 00BICHUTD, C €M ITO CBS3aHO.

9. Comocrapinsis KOHIEHTPAIMOHHBIE 3aBUCUMOCTU 1/T; u ary JIpYyr C JIpyrom,
OIICHUTE MacIITad HeOJHOPOIHOCTH MarHUTHOTO moJst 0By (B Tir) B 0Opasite.

10. 3aperucrpupyiitre curnan FID (mpunoxenue fid_spectrum) mns oOpasua c
AByMsi ammyiaamu (B omHOM — Bojaa, B apyroir — 0.04 M pactBop MnSQO,). [Iposeaure
npeobpazoBanue Pypre curnana FID u moctpoiite 3aBUCUMOCTh aMILITUTYIbI OT CABHUIra
pe3oHaHCHOM YacToThl v — Vo («SIMP crmektp»). Hcmonb3yst paccTOosSHUE MEXIY
WIMHUSIMHAY», OLEHUTE MaclTad HeOTHOPOAHOCTH MarHuTHOTO moist dBo/Bg B 0Opasie u
HIMPUHY €IMHUYHOW JIMHUU «crekTpay» (B M.a.). CraemaiiTe BBIBOJ, JOCTATOYHO JIK
MOJTyYeHHOE pa3pelIeHue JJs BBIACICHHUS B CIHEKTPE JIMHUM MPOTOHOB pPa3iUYHbBIX
(GYHKIIMOHATMBHBIX Tpyni. Yem o0ObBsSCHSETCA pa3IUyue B aMIUIMTYAE€ W IIUPUHE
«TTUHUI)?



CBoiicTBa BaskHeHIIUX IeiTEPUPOBAHHBIX PaCTBOPUTEICH

Ocrtaroy- CurHaa . Temnepa- Temne-
HbIH CHFHAJ  BOIbI Ocmmqﬂbm Typa  partypa
PacTBopurensn 1 ’ curuaa "C,
H, 34*  Sumpo)* Sc* (M) njaBjie- KHNEHHUs
(M.1.) (M.1.) c” M) yus °C)  (°C)
1 2 3 4 5 6
VYxcycHas kucnora-d, 11.65,2.04 11.5 179.0, 20.0 16 116
AueToH-dg 2.05 2.0 206.7, 29.9 -94 57
ANETOHUTPHI-d; 1.94 2.1 118.7, 1.4 —45 82
Benson-ds 7.16 04 128.4 5 80
Xnopodopm-d,; 7.27 1.5 77.2 -64 62
Oxcun nerrepus-d; 4.80 4.8 - 4 101
HuxsiopMertan-d, 5.32 1.5 54.0 -95 40
N,N-Ilumetu- 8.03,2.92, 3.5 163.2,34.9,29.8 -61 153
tdhopmamua-d; 2.75
dumernncynndo- 2.50 33 395 18 189
KCHO-dg
Meranon-d, 4.87,3.31 49 49.2 -98 65
Mupunoun-ds 8.74,7.58, 5.0 150.4, 135.9, -42 114
7.22 123.9
Terparugpodypan-dg  3.58, 1.73 2.4 67.6,25.4 -109 66

TunuyHblie BeJUUYHMHBI XUMHYECKHUX cABUIoB 19 SIMP
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JlonoJIHNTeIbHBIE BOMPOCHI (Ha cAave J1a6opaTOpPHOii padoThI)

1. Kak wu3MeHHTCS BpeMs pelakcalluyd IPOTOHOB BOJABI, €CIM YAAJIUTh U3 Hee
pacTBOPEHHBIN B HEN MOJIEKYJISAPHBINA KHCI0pOa?

2. CrouT 5 U1 yIYYIICHHs pa3perieHus Mnpu nonydeHuu crnekrpa AMP nobGaButh B
UCCJIEyEMbIIl pacTBOp COJIb ITapaMarHUTHBIX MOHOB (HAIpUMEp, COJIb TaJI0JIMHUS
Gd®"), kak 5TO HENAIOT B HEKOTOPBIX MArHHTO-PE30HAHCHBIX TOMOIPaHICCKHX
(MPT) uccnenoBanusx? i yero B MPT npuMeHsIOTCS CONM T'aJOTUHUS?

3. Jna depmenta nonydeH mnpoToHHBIM SMP cnektp. s HEKOTOPBIX JIMHUN
XapaKTepHbl XUMUYECKUE CABUTH, IPUMEPHO B JIBa pa3a OTJIMYAIOUIUECS OT CIIBUIOB,
0o0buHO Habmogarouxcs st O6enkoB. Kpome Toro, nuHMM mupe, 4em Te, C
KOTOPBIMH OOBIYHO MMEIOT JieJ0. B ueM MokeT ObITh MpPUYMHA W KaK IPOBEPUTH
Ballly TUIIOTE3Y?

4. Otnnyarotcs u BpeMeHa penakcauuu 1 AMP u OI1P?

OueHute, BO CKOJIBKO pa3 OTIMYAETCS LIMPUHA JIMHUM MarHUTHOIO PE30HAHCa B
cnenyromux ciydasx: a) [IMP Bo neay; 6) [IMP B Boze.

6. Ilouemy B 3aBUCMMOCTH BPEMEHHM MPOJIOJIBHON peslaKcallii OT BPEMEHU KOPPEISLIU
HaOJII0AaeTCsl MUHUMYM, a JUIsS BpeMEHH TOTIePEYHON pellaKcaliii MUHIMYMa HEeT?

7. Ha pucynke npencrasiensl [IMP cnektpsl unctoro stanona Hz3C — CH, — OH u ero
pactBopa B CCl, (B m.a1. otHOcuTepbHo TMC). Pabouas gactora mpudopa 60 MI'1r.
Cuwurast, uro mumpuna guaun OH B crmektpe staHona B CCly cocraBuma 0.5 I'm,
OIICHUTE CKOPOCTh MPOTOHHOTO OOMEHA B ATHX YCJIOBHSIX
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8. Ouennure mmTensHOCTh 90°-HOTO MMITY/IBCA, €CIIH BEIMYMHA MATHHTHOTO IOJS B
uMmmynsce By = 0.5x107 Tx. Yem ommuaercst Bo3jeiicTBUE Ha CIIMHOBYIO CHUCTEMY
(Hanpumep, Ha TPOTOHBI B MOJIEKYJax crupTa B ammyie B SIMP-criektpomerpe) 90°
UMITYJIECOB Pa3IMYHON JITUTEIBHOCTH?



9.

10.

11.

12.

B merone ®ypre-cniekrpockonmu SAMP crektp momydaroT kak mpeoOpa3oBaHHE
®dypbe OT CHUTHAJa Clajga CBOOOJHON WHAYKIMM TOCTE JACHCTBUS 90° UMIyJIbCa.
OueHure MHUHUMAIBHYIO JUIMTEIBHOCTH 90° HUMITYJIbCa, HEOOXOAMMOro s
BO30OY)KJICHHS CIICKTPAJbHBIX JMHUN BO BCEM AMANA30HE XMMHUYECKHX CIIBUTOB JJIS
sanpa 31p: ~ 700 m.x. [TOCTOSHHOE MarHHTHOE TIOJIE cnekrpomerpa By = 10 Tn. [{ns
3P pennunna y2r =172 MI't/Ta.

PaccMOTpuM MHOXKECTBO SIIEPHBIX CIIMHOB B TBEPJOM TE€JI€ BO BHEIIHEM MarHUTHOM
noje. lllupuna nuauit B crektpe SAMP B cTaTHyecKux yCJIOBHUSAX OINPEACIACTCS
B3aMMOJICHCTBHEM COCETHUX CITMHOB. MOXHO JIn JOOUThCs cykeHus uHuii IMP 3a
CUET BpallleHHUsl TBEPIOTo Tena?

N300pa3ute cxeMaTHuecKd, Kak U3MEHSETCSI BO BPEMEHH aMILIUTY/Ia 3X0-CHTHAJIOB B
xoJe nocienoBatenbHocTH CPMG miig mpoTOHOB: a) B MOJIOKe, 0) B YIIIeBOAOPO/IE,
COJIepIKaIeM YacTHIIBI TIecKa («HedTecoaepKaIias mopoaa)?

Ha pucynke mnokazan SIMP chnekTp Ha mpoToHax pacTBopa cMecu KaM(popbl H
nonuctupona (M.m. = 50 000 Jla), momydeHHBIH Ha iprdope ¢ padbodeii yactoroit 600
MTI'u. Ouenute Bpemena SIMP penakcanuu T, MpOTOHOB MOJIUCTUPOIIA M KaM(OPHI.
Kak Oyner BBIVIALETh CHEKTP, MOJIYYEHHBIN MOCIE AEMCTBHS MOCIIEN0BATEIbHOCTU
90° — [z - 180° — 7150 pas — 90° npu 3anepxkke ¢ = 1.5 mc? (CuurtaTh, 4TO BCE MUKU
OTHOCSITCSI K TPOTOHAM JIMO0 B MOJIEKYJIax KaM(opsbl, JIMOO MOJUCTUPOJIA.)

V/

N

[T T T T T e
2.5 2.3 2.1 1.9 1.7 1.5 1.3 m.A.

13.

Jns cucremsl aByx crmHOB siep H m °N, CBS3aHHBIX CIIMH-CITHHOBBIM
B3auMozieiictBueM Jyy ~ 90 ', B TEIJIOBOM paBHOBECUHU PA3HOCTH 3aCENCHHOCTEH
BOJIOPOJIHBIX M a30THBIX TepexoqoB cocTaBissioT 2 AH u 2 AN (cMm. pucynok). Bupg
SAMP CIIEKTPOB, IOJTy4YEHHBIX npeoOpa3oBaHUEM Dypre CUTHAJIOB,
3apEeruCTPUPOBAHHBIX TOCTE AeHcTBHs 90 MMITY/IbCa, IPEICTABICH HA PHC. CIPAaBa.
a) Onenure, yemy paBHo oTHomeHrne AN/AH.

6) Bo ckosbko pa3 M3MEHATCS Pa3HOCTU 3aCEICHHOCTEH YpOBHEW W MHTEHCHUBHOCTHU
muanii B IMP cnekrpe BN, eciu nepes; perucTpanueii BKI0YaeTCst 180° UMITYJIbC,
MHBEPTUPYIOIIMMA  3acelleHHOCTh ypoBHeHM ansa nepexoxa H;? T.e. cxema
AKCTIEPUMEHTA: (BBIBOJ HA PAaBHOBECHUE) — 180%;; — 90% — perucTparusi.




B) KakoBa gmomxHa OBITh JanuTenbHOCTH 180 wMmynbca, dYTOOBI JTOOHMTHCS
BO3JICHCTBUS JIMIIIb HA OAWH niepexoa Hi, He 3arponyB H,?

Cunratb, 4To 06pasew oboramer usoronoM N, a yna/27m = 42.6 MI'wy/ T, ynis/27 = —
4.32 MI'y/Ta.
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