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 HEpPa3peLIEHHBIX M0JI0C. 3alUCaTh B )KypHaJl 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 criektpom — «Properties» — Bkiaagka «NMR Spectrum» — «Scales»
— BKJIaIKa «AXes» — «Unitsy — «ppmy). [Tonb3ysick KypcopoMm, OnpeaeuTh
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 Spectrum» — «Scales»
— BKJIaIKa «AXesS» — «Unitsy — «Hzy»). [Tonb3ysacek KypcopoMm, ONpeeTnTh
XMMHYECKUN cIBUT B ['epriax miisd Kaxa0i U3 JTMHUN B crieKTpe. MI3MepeHHbIe XUM.
CABUTH BBIPA3UTh B M.J. U CPABHUTH C MIPEABIAYILIUM ITYHKTOM.

e lccrnenoBarh TOHKYIO CTPYKTYpPY CHEKTPA — MYJIbTUILIIETHOCTD JINHUW U BEJIMYUHBI
KOHCTAHT CIIMH-CIIMHOBOT'O B3auMopaencTBus J. s n3MepeHust KOHCTaHT J
HCINOJIb30BaTh «JIMHElKy». THTEHCUBHOCTH KOMIIOHEHT MYJIBTUIUIETA ONPENEIIUTh
IIyTEM UHTErpUpOBaHus. lI3MepeHHOE OTHOIIEHNE HHTEHCUBHOCTEN CPaBHUTH C
TEOPETUYECKUM.

e OCHOBBIBasICh Ha JaHHBIX 00 MHTEHCUBHOCTSX 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 CIIBUTM U OTHOCUTEIIBbHBIE NHTEHCUBHOCTH, TOHKYIO CTPYKTYPY
MYJIbTUIUIETHBIX JTUHUM.

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

e OrnpenenuTs WKUPHUHY JIMHUN Ha 10J0BUHE BbICOTHI (B I'l). CoBnanaer nu 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
CsHs0-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 criektpy Ha siapax “H, 600 MHz
CeHg-CF3-NO, B CDCl; mo ciektpy Ha siapax 'H, 600 MHz
O6paser 2: C3HeCly, 'H criekTp, 4acToTy MOKHO BapbHpPOBATh
O6paser 3: C3HgCly, 'H criekTp, 4acToTy MOKHO BapbHpPOBATh
O6paser 4: C,H,0, 'H criektp, 9acTOTy MOXHO BapbHPOBAThH
O6pazen 5: C4HgO,, H CIIEKTP, YaCTOTYy MOXHO BapbHPOBATH
O6pasen 7: C¢Hy504P, 'H CHEKTp, 9aCTOTYy MOXXHO BapbHUPOBATH

O6pasert 15: CgHsO3N, *H criexTp, 4acTOTy MOKHO BapbHPOBATH



SAMP-penakcomMeTpusi: X0/ BHINOJHEHUS PadOThHI

1. Tlomyuute y mpemomaBatenss pactBopbl cyibhatoB (CuSO4, NaSO4 MnSQOy)
koHnenrpauueit 0,25 M. Brimounte KoMnbioTep, MOAKII0OYeHHBIH K SIMP penakcomerpy.
3aperucTpupyiiTe CUrHAJ Cliaja CBOOOIHOM MHIYKIUH JJIsl CTaHIapTHOro oopasia Daily
Check, ncroms3ys oxmonmmyiscuyio 90° mocrmenoBarensrocts FID (Free induction
decay, npunoxenne fid). Ouenure 3HaueHue BpeMeHu T,*. TlocMOTpUTE Ha BKIAIKY
The minispec — Instrument settings u 3anummrTe cebe HaACTPOWKU MPUOOpPa (HE U3MEHSISI
MX), B YaCTHOCTH padouyro yactoty: 9,95 MI'n.

2. MHcnonesys npunoxenue pulseslOMHz, ompenenure miurensHoctn 90 u 180-
IPaJyCHBIX UMIYJIbCOB (MX JUIMTEIBLHOCTh M3MepsieTcs B MKc). Mcmonb3yiite oOpasers
Daily check. CoxpanuTte B (aiin (Save copy as — Save data pairs / triplets) monyuennyro
3aBUCHUMOCTh aMILTUTY/Abl curHana FID (mponopruonansHyio koMmnoHeHte My BekTopa
SAEPHOM HAMAarHMYEHHOCTH) OT JUIMTENBHOCTH wuMItylbca. C  MOMOIIBIO  3TOU
3aBUCUMOCTH omnpenenute nautenbHocTd 90 u 180-rpagyCHbIX UMITYIbCOB.

3. Tlomectute B mpubOp MpoOHPKY C AUCTHILTHPOBaHHON BOaoH (okoso 20 — 30 mu)
U u3MepbTe BpeMs nonepeuHod penakcanuu  (T2), UCHONB3YsS UMITYJIBCHYIO
nocienoBarenbHocth CPMG (mpunoxkenune t2_cpmg). st vucmoti 600bi UCTIONB3YHTE
napameTpsl mocienoBarensHocTH (Acquisition configuration table): 90-180 Pulse
Separation (tau) — oxosao 1 mc, Number of Data Points for Fitting — o6sraro 512, Number
of not Fitted Echoes (komuuecTBO mpOINyCcKaeMbIX 3XO-CHTHAIOB) — OKojo 15,
Acquisition parameter table — Recycle Delay — okxomo 15 ¢ (Bpemst oxuganus
BOCCTAHOBJICHHSI PABHOBECHONM HAMAarHWYEHHOCTH MEXIY JKCIEPUMEHTaMH, JOJIKHO
ObITh TOpsimka 5:-T1 = 5-T,). Coxpanute pe3ynbraT B (ailil, OnpeaeanuTe U 3alullinTe B
71ab0paToOpHBIA KypHan BeiauduHy To. [lpu mosBiaenun cooGmenus Signal clip error
(ommbka Qukcaru CcUrHama: TpeBbimeHre BeauuuHbl 100 yciI. e1.) yMEHBIIHTE
BeNMMYNHY Kod(duumeHra ycuiaeHHs CUTHaNa WHAYKIUU (HAapuUMep, HUCTONb3YyHTe
BenuunHy Acquisition parameter table — Gain 55 dB). IlpoBeaute u3MmepeHue
HECKOJIbKO pa3 ¢ uHTepBaioM 1-5 muHyT. C 4eM MOXKET OBITh CBS3aHO H3MEHEHHUE
PE3yNbTaTOB U3MEPEHUM 127

4. Tlomyunrte cuTHaN crmajga CBOOOJHOW WHIYKIIMH, WCIOJB3YS OTHOUMITYIHCHYIO
nocienosarenbHocTh FID (Free induction decay, mpunoxenue fid). Ouenure 3HaueHue
BpemeHH To*. CoxpaHute pe3yibTar B (paii.

5. HW3meppre 3HaueHMe 11, HUCHOJIB3YSd HMIIYJIbCHYIO IOCJIEI0OBATEIbHOCTD
HaCBIIIEHUe — BoccTaHoBeHHE (110 aHr1. Saturation—Recovery, npunoxenune t1_sr). Jlns
yucmotl 600bl WCTONB3YHTE MapameTpsl mocienoBatenbHocTu: First Pulse Separation
okoio 100 mc, Final Pulse Separation oxomo 15000 mc, Number of Data Points for
Fitting — oxomno 15, Acquisition parameter table — Recycle Delay — okosio 15 ¢ (Bpems
OYKUJIaHUSI BOCCTAHOBJICHUSI PAaBHOBECHOW HAMAarHMYEHHOCTH MEXIY JKCIIEPHMEHTaMH,
JIOIDKHO OBbITh mopsiika 5-T1 = 5:T). Coxpanure pe3ynbTar B (aily, omnpenenure u
3aMUIIUTE B TAOOPATOPHBIN )KypHAJ BEIUUUHY 1.

6. He u3Bnekas mpoOUpKy M3 PE30HAHCHOHM IOJIOCTH, aKKypaTHO J100aBbTE€ B Hee
pactBopa oxnoro u3 cynbdaros (~10 mxi 0,25 M MnSO, mmu ~100 mki 0,25 M CuSOq
wi ~1000 mxn 0,25 M NaySO,). Mcnonb3yiiTe aBTOMaTHYeCKUE MUATIETKU. PaccunTaiite
KOHIICHTPAILIMIO TOJIyYCHHOTO pacTBOpa MW 3alUIINTE B JIA0OPAaTOPHBIA KypHAI.
N3mepete To 1 T, COXpaHUTE Pe3yJIbTaThl.



7. Jnga monydeHWsS 3aBHCHMOCTH BpPEMEH pellakcallud OT KOHIEHTPAIMH COJU
aKKypaTHO J00aBbTE PacTBOP COJIM B IMPOOUPKY €Ille HECKONBbKO (4-5) pas u mpoBeauTe
aHAJIOTHYHBIC U3MepeHUs (TyHKTHI 3-5), COXPAHHTE PEe3yNIbTATHI.

8. MH3mepwpTe 3aBUCHUMOCTH T2 W T, OT KOHIEHTpAIlMU OCTAJIBHBIX CYIb(HaToOB
AQHAJIOTUYHO TyHKTaM 3-7. 3amummTe MCXOJHBIE KOHICHTPALMU PACTBOPOB COJIEH.
[TocTpotite rpaduku 3aBucumocted 1/T; u 1/T; oT koHneHTpanun. ConocTaBbTe, Kakas
u3 coineir (cymearsr Cu, Mn, Na) mpuBogutr K OONbIIEMYy H3MEHEHHUIO BpEMEH
penakcanuu. [TonpiTaiiTech 00BICHUTD, C YEM 3TO CBSI3aHO.

9. Conocrasiusgas BenuuuHbsl 1/T, u 1/T2*, OIICHUTE MacmTad HEOJIHOPOIHOCTH
MaruuTHOro moss 6By B 0Opasiie (a Takxke 61y B i u dvp/ vy B M.IL.).

10. * 3Bapeructpupyiite curnan FID (mpunoxkenue fid_spectrum) mis oGpasma c
AByMsi amiyiaamu (B oxHOM — Boja, B apyroin — 0.04 M pactBop MnSO,). [Iposenute
npeodOpazoBanue Dypre curnana FID u mocTpoiite 3aBUCUMOCTh aMILTUTYIbI OT CABHIra
pe3oHaHCHOM 4YacToThl Vv — Vg («SIMP cnektp»). Hcrnonb3ys paccTosiHME MEXAY
IMHHASMUI», OLCHUTE MacIITad HEOJHOPOJHOCTH MarHUTHOIo moiist 0Bo/Bg B 06pasie u
NIMPUHY CAMHUYHOW JHHHU «crekTpa» (B M.a.). Chenmaiite BBIBOJ, JTOCTaTOYHO JIU
MOJyYCHHOE pPa3pelICHUEe ISl BBIICICHHUS B CICKTPE JIMHUA MPOTOHOB Pa3IMYHBIX
(YHKIIMOHATBHBIX TPyMI. Yem OOBSICHICTCS pa3IMYue B aMIUIUTYAC W IIHPUHE
«IMHHAN»?



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

TunuyHble BeJUUYHMHbI XUMHYECKHUX CABUIoB 14 SIMP
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JlonoJIHUTeIbHBIE BONPOCHI (Ha c1avye JJa00paTOpHOi padoThl)

Kak wusmMeHHTCS BpeMs pelakcaluud IPOTOHOB BOJIbI, €CIHM yNalIUTb H3 HEe
pacTBOPEHHBIN B HEN MOJIEKYJISPHBINA KUCIOPO?

Ctout 1 s YITydIIeHHUs] pa3penieHus npu nojaydeHuu cruekrpa IMP noGaButh B
UCCJIEyEMbIIl pacTBOp COJIb ITapaMarHUTHBIX MOHOB (HAIpUMEp, COJIb TaJI0JIMHUS
Gd®"), kak 5TO HENAIOT B HEKOTOPBIX MArHHTO-PE30HAHCHBIX TOMOIPaHICCKHX
(MPT) uccnenoBanusx? s yero B MPT npuMeHstOTCS COM TaJOTMHUASA?

Hns  depmenta mnonydeH mnpoToHHbd SAMP  crekrtp. Jlns HEKOTOPHIX JIMHUI
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 MpUYWHA U KaK IPOBEPHUTH
Ballly TUIIOTE3Y?

Otnuyarotcst 11 BpemeHa penakcauuu st AMP u OI1P?

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

IloueMy B 3aBUCMMOCTH BPEMEHU IIPOJIOJIBHOM pellakCcaliy OT BPEMEHHU KOPPEISILNU
HaOJII0AaeTCsl MUHUMYM, a JUIsS BpeMEHH TOTIePEYHON pellaKcaliii MUHIMYMa HEeT?

Ha pucynke mnpeacraBnensl [IMP cnektpel umcroro sranoma H3;C— CH; - OH
(BBepxy) u ero pactBopa B CCly (BHM3Y), B M.n. oTHOcuTenbHO TMC. Pabouast
gactota npudopa 60 MI'u. Cuwmras, uro mmpuna muaun OH B cnekTpe sTaHONa B
CCly cocraBuna 0.5 'y, olleHHTE CKOPOCTh MPOTOHHOTO OOMEHA B OTHUX YCIIOBHSX.
OOBsicHUTE, TTOYEMY H3MEHSIETCS BH]] CIIEKTpA.
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Ouennre mrensHocTs 90°-Horo UMIIyJbCa, €CJIM BEJIMYMHA MarHUTHOTO MOJS B
uMIyibce By = 0.5x102 Ti. YeM omiuuaercs BO3ACHCTBHE HA CIIUHOBYIO CHCTEMY
(HanmpuMmep, Ha MPOTOHBI B MOJIEKYJIax cnupTa B amiyse B IMP-cnektpomerpe) 90°
WMIYJbCOB Pa3IUYHON JUTUTETLHOCTH?



9. Tlouemy B SIMP cnekrpax uisi TPOTOHOB 6 OeH307le HAOIIOJACTCA CUNbHbIL
C1aOONoONbHLI cO8Ue TAHUH (10 CPABHEHUIO C HEAPOMATHYECKUMHU CUCTEMaMH )?

10. B merone dypne-crekrpockonuu SIMP crekrp momydarT Kak mpeoOpa3oBaHHe
dypbe OT CHUTHAJA Crajga CBOOOJHON WHAYKIMH TOCTE JACHCTBUS 90° UMITyJIbCa.
Orennte mmmrensocts  90°  MMIynbca, HEOOXOZMMOTO JUI  BO3OYMKICHHS
CIIEKTPAJILHBIX JIMHUH BO BCEM JWAINa30HE XMMHYECKHX CIABUTOB IS sapa Sp: ~

700 m. 1. TTocTosiHHOE MarHHTHOE Tosie criekTpoMerpa By = 10 Tor. st *'P Benmmumna
v2n =172 MI'/Ta.

11. PaccMOTpUM MHOXECTBO SAEPHBIX CIIMHOB B TBEPAOM TEJIE€ BO BHEIIHEM MarHUTHOM
nosne. llupuna nuauit B crexktpe SAIMP B craTuyeckux YCIOBUAX ONpPEAEsaeTCs
B3alMO/JICHICTBUEM COCEHUX CIMHOB. MOXXHO 7T JOOUTHCS cykeHus aunuil AMP 3a
CYET BpaIlEHUs TBEPJOTro Tena?

12. N300pa3ute cxeMaTHIeCKH, KaK U3MEHSETCS BO BPEMCHH aMILTUTY/ A 9X0-CUTHAJIOB B
xoJie nocienoBatenbHocTH CPMG i mpoTOHOB: a) B MOJIOKe, 0) B YIJIeBOAOPO/IE,
CoJIepKaIleM YacTUIlbl Tiecka («HedTecoaepx amias mopoaan)?

13. Ha pucynke nokazan SIMP cnekTp Ha mpoToHax pacTBopa cMmecu Kam(opsl u
nonuctupona (M.m. = 50 000 Jla), momydeHHBIH Ha Tprdope ¢ padbodeii yactoroit 600
MTI'u. Ouenute Bpemena SAMP penakcanuu T, MPOTOHOB MOJIUCTUPONA M KaM(OPHI.
Kak Oyner BBIIVIALETh CHEKTP, MOJIYYEHHBIN MOCIE AEMCTBHS MOCIIEN0BATEIbHOCTU
90° — [z - 180° — 7150 pas — 90° npu 3anepxkke 7 = 1.5 mc? (CuutaTh, 4TO BCE MHUKHU
OTHOCSITCSI K TPOTOHAM JIHOO B MOJIEKYJIax KaM(ophbl, THOO MOTUCTUPOIIA.)

V/

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

14. Ins cuctemMbl ABYX CHOUHOB sJiEp '"H u N, CBA3aHHBIX CIHH-CIIHHOBBIM
B3auMozieiictBueM Jyy ~ 90 ', B TEIJIOBOM paBHOBECUHU PA3HOCTH 3aCENCHHOCTEH
BOJOPOJHBIX M a30THBIX mepexonoB coctaBisiioT 2 AH u 2 AN (cm. pucyHok). Bun
SAMP CIIEKTPOB, IOJTy4YEHHBIX npeoOpa3oBaHuEM Oypre CUTHAJIOB,
3aperiCTPUPOBAHHBIX [TOCHe JeHcTBHS 90 MMITy/IbCa, MPEACTABICH HA PHC. CIIPABA.
a) Onenurte, ueMy paBHo oTHomeHHEe AN/AH.

0) Bo ckosibko pa3 U3MEHATCS Pa3HOCTH 3aCEICHHOCTEH YpOBHEW W WHTEHCHBHOCTH
muanii B AIMP cnekrpe BN, ecnu nepen peructpauueil Bkiaovaercs 180 mmmynbc,



WHBEPTUPYIOIIMMA  3acelleHHOCTh ypoBHeHM ans  nepexoxa H;? T.e. cxema
AKCIIEPUMEHTA: (BBIBOJ] HA PAaBHOBECHUE) — 180%;: — 90% — perucTparnus.

B) KakoBa gmomxHa OBITh januTenbHOCTH 180 wMmynbca, dYTOOBI JTOOHUTHCS
BO3/ICHCTBUS JIMIIb HA OAMH niepexon Hi, He 3atponys Hy?

Cuuratb, 4TO 00pa3el; 00oraieH U30TOIOM 15N, a yu/2m = 42.6 MI'/Ta, ynis/2n = —
4,32 MI'y/Th.

—AH-AN




