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AHanu3 dapMaleBTHYECKUX MPENapaToB METOAOM crieKTpockonuu SIMP



Hacrosias METOJHUKA NpeaHa3HavyeHa IJis OIlIp€ae/IEHHA cocTaBa U YHCTOTEI
cpapMaueBTqucmx [Ipe€rnapaTtoB METOJO0M CIHIEKTPOMETPHH SIAEPHOIO0 MarHUTHOI'O

pe3oHanca (JIMP).

Memoo usmepenus

Metox cnexrpockonuu SIMP ocHOBaH Ha MOrIOLIEHHH 3JIEKTPOMarHuTHOIO
M3JTyYeHMs sipaMu 00pa3iia, MOMEIIEHHOr0 B MArHUTHOE T0JIe.

HauGonee BaXHBIMH SBIISIOTCSA CIEKTPOCKOMMS MPOTOHHOTO MArHUTHOIO
pesonanca ('H SIMP-criekTpockomusi), a Takke cniektpockonus AMP Ha sapax
yrnepona-13  (PC  SIMP-ciektpockorus). SIMP  CHeKTpOCKONMS — BBISBISET
MH(POPMALHMIO O MONEKYJIAPHOM CTPOEHMH XHMHYECKMX BELIECTB, MO3BOJISET
H3y4aTh  IMHAMHYECKHE Mpouecchl B  oOpasle M MeXMOJIeKyIApHbIe
B3aUMOJCUCTBHA, OOecreyrBaeT IoJMy4YeHHe MHGOPMALMM O MeXaHM3Max M
KOHCTaHTaX CKOPOCTH XHMHYECKHX peaKlUMH, BeIMYMHAX OSHEPreTHYECKHX
0aprepoB BHYTPHMOJIEKYJISIPHOTO BPaILlCHHS.

Cnexrpockonus SIMP sBnsietcs: HanGosee HHPOPMATHBHBIM aHATHTHYECKHM
METO/JIOM HCCJIeIOBaHHs CTPOEHMS] OPraHMYeCKHX MOJIeKyJl. XMMHUYeCKHe CIBUTH,
MHTEHCHBHOCTH CHTHAJIOB M KOHCTAHTHI CIIMH-CIIMHOBOIO B3aMMOJEHCTBUS JAIOT

0011yI0 HHPOPMALMIO O CTPYKTYpPe U B3aHMOJEHCTBHH MOJIEKYJI.

Xapaxmepucmuxu nozpewnocmu usmepenus
[Ipy KONIHMYECTBEHHOM aHalM3e METOAOM CIeKTpockonuu SIMP ommbka
COCTaBIsieT MeHee 2%, 4YTO SBISETCS INPHEMJIEMBIM IpefeJioM I TOYHOM

KOJIMYECTBEHHOM OLIEHKH.

Cpedcmea usmepenus, mamepuansl, peakmueboi
— SIMP-cnektpomerp Agilent DD2 400 NB (CILA, BenukoGputanus).
— Jlatunku SIMP:

IIMPOKOIONOCHBIN JaT4HK (2-X KaHaNubHBIH, auana3oH yactor ot N (40.5

MT ) no 'H (400 MT'n1), imametp ob6pasua 5 mm)
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LIMPOKOMOJIOCHBIA JaTYUK WHBEPCHOrO HAOMIONEHHS (2-X KaHaJBHBIN,
Auanasol yactot ot PN (40.5 MI'u) no 'H (400 MI'n), nuameTp obpasia 5 Mm)

— Becs nabopatopusie obmero Hasnauenus mo ['OCT 24104, cremmansHOrO
KJlacca TOYHOCTH, ¢ HauOOIBIINM Tpe/eaoM B3BetmBanus 220 T.

— Ilunetku rpanywuposannsie mo FOCT 29228 1-1-2-1, 1-1-2-2, 1-1-2-5, 1-1-2-
10.

— PactBoputenn  neiitepupoBanHbIe: - . aumetunecyibdokeus  (DMSO-dp),
xnopogopm (CDCl;), meraron (CD;0D).

— SMP-amnynel (BeicoTa 18 cMm, auamerp 5 Mm, npeJHa3HaYeHHbIe IS

CIIEKTPOMETPOB ¢ paboueit yactoroit 400 MI'n).

[Ipobonoozomosxa

J1st onpezienenns cocTaBa U YMCTOTH (hapMaleBTHYECKOTO npenapara 30 Mr
aHAJTM3UpPYEMOTo BEILECTBA PacTBOPAIOT B 0.6 MJI OIXOAILETO AEHTEPUPOBAHHOTO
pactBoputens (DMSO-ds CDCls;, CD;0D) 1 momemiaror B SIMP-ammyy.

Boibop dakruueckoro pactBoputens mis SIMP  anammsa onpenensercs
PacTBOPHMOCTBIO ~ MCCIIEZlyEMOrO  BelUeCTBA B  BBHIOPAaHHOM pacTBOpPHTENE.
AHaTH3NPYyeMOe BELIECTBO JO/DKHO MOJHOCTBIO PACTBOPATHCS B BbIOpaHHOM
pacTBOPHUTENC, HE NODKHO 0Opa3OBBIBATE CYCNEH3WIO WIH ocagok. OIuH U3
00s13aTeIbHBIX KPHTEPHEB NI0AGOPA PACTBOPHTENS — 3TO OTCYTCTBHE NEePeKpbIBAHUS
CHI'HAJIOB aHAJIM3UPYEMOrO BEIIECTBA i PACTBOPHUTEIISI.

Jlisi  pacueta KOHIEHTpAaUWH aHATM3MPYEMOrOo BEIlIeCTBA B pacTBop
HEeOOXOIMMO  N106aBHTh BHYTpeHHMH cTaHgapr. MueaibHeM BHYTPEHHUM
CTaHIAPTOM SBIISCTCS TOT, KOTOPBIH JIETKO JOCTyTIeH B BEICOKOOYHILEHHOH (hopMme,
CTa0MJIeH, XMMHUYECKH HHEPTEH H PaCTBOPHM B JIeHTEpPHPOBAHHOM pacTBopuTele.
CHrHan STajOHHOTO COEIMHEHHS He JONKeH IepPeKphIBATBCA ¢ CHIHAIAMHU
aHaJIM3MPYEMOTro BeIleCTBa.

Venosus usmepenuii

Temmneparypa Tepmocrara ciektpomerpa 27 + 0.2 °C.



[Tpu BBINOJHEHUH HM3MEpPEHHH B IOMEINeHHM J1abopaTopuH HE0O6XOIUMO
cobmro1aTh CleAyIOLIUe YCIOBHUS:
— artMmocdepHoe nasnenue 101.3 + 3 kIla.
— TeMrmepaTypa Bo3ayxa padbodero nomemenus 20 £ 2 °C.
— OTHOCHTEJIbHAs BJIAXHOCTh Bo3ayxa 65 £ 15 %.

— HanpsbkeHue B cetu 220 +22/-33 B.

IIposedenue usmeperuu
Jlnsg mnpoBeneHHS HM3MEPEHHMs aMIylly ¢ pacTBOPOM aHAIM3MPYEMOro
BEllecTBa B JEHTEPUPOBAHHOM pAacTBOPHTENE IOMELIAIOT B CHELHAIbHYIO
TypOMHY 1 onmycKaroT B criekTpomeTp SAMP ¢ momMolsi0 aBTOMaTH4ECKOM CHCTEMBI

nojaud o6pasuos (pucyHoK 1).

Pucynok 1. [loaroroBka s3xcrnepumMenTa.

3KcnepHMeHTaanme [mapaMeTpsl, TakKHue KakK HMITYJIbCHAs
[IOCJIeI0BaTeJIbHOCTh, pelaKCallHOHHAsA 3a/Iep)KKa, BpeMA aKBU3HIUH, BJIHAIOT Ha

KOJIMYECTBEHHYI TOYHOCTH HSMEPBHHﬁ, MMO3TOMY AJisl KOJIMYECTBEHHOI'O aHaJln3a
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HeoOX0oMMa MX TIHIaTeIbHasA ONTHMH3alUA. 3HauYeHHs TapaMeTpOB IKCIIEPUMEHTa
3a1al0TCA B MPOTPaMMHOM 00€CIIeYeHHH CIEKTPOMETPA.
Cnextpsl SIMP Ha sinpax nporona u yriaepona-13 ("H u °C) peructpupyior na

pabounx "actorax 400 u 101 MI'1 cooTBeTCTBEHHO.

Obpabomka pe3yromamos

Cnekrpsl SIMP obpabateiBator B mporpamme MestReNova (version 6.0.2-
5475). JIns ycTaHOBJIEHHS CTPYKTYpbl aHAJIM3UPYEMOro BEIIECTBa BBIYUCISAIOT
XHUMHYEeCKHe CIOBUIH (B M.A. OTHOcHTenbHO MesSi) M HHTerpajibHyIo
MHTEHCUBHOCTb curHajioB crnektpa SIMP. IlomyueHHBIe AaHHBIE CPaBHUBAIOT C
COOTBETCTBYIOIIMMH JaHHBIMH Ul CTaHaapTa. s onpeneneHHs COAEp)KaHUS
IpUMeceii BEIYUCIISIOT HHTErPAJIbHYIO MHTEHCHBHOCTh CHTHAJIOB, HE OTHOCSIIUXCS
K OCHOBHOMY BeLIECTBY. 3aTeM HaXOMST COOTHOLIEHHE HHTEHCHBHOCTEN CHTHAIOB
npUMeceil 1 CUTHAJIOB OCHOBHOI'O BelIeCTBa.

YT0ObI KOPPEKTHO ONPEEeNTUTh HHTErPAIbHYIO HHTEHCUBHOCTh curHana IMP,
HY>KHO IPOBECTH KOPPeKIHIo 6a30B0ii TMHUH, KPOME TOTO, HHTErpalbHas 00JIacTh
JIOJDKHA NpeBbIIIATh IIHPUHY curHaina B 20 pas.

OTHOCHUTEbHOE KOJMYECTBEHHOE COOTHOIIEHHe KOMIIOHEHTOB cMecd X U Y

MOYXHO pacCuMTaTh, UCIIOIb3Yys ypaBHeHHeE 1.

e Ny

Ny

ny y N,

Ny/Ny — MOJILHOE COOTHOLIIEHHE KOMIIOHEHTOB cMecH X U Y
I — uHTEerpaNbHAsi MHTEHCUBHOCTH CUrHana B criektpe AMP
N — Ko/IH4ecTBO saep.

YpaBuenue 1

YucToTy KOMIIoOHeHTa X B CMECH MOXKHO BBIYUCIIUTB 10 YPABHEHHIO 2.



P o i C Nstg My Wy Pe
v = i
Issa  Nx Msg W °
P — 4ucTOoTa KOMIIOHEHTa CMECH
| — MHTerpanbHas HHTEHCUBHOCTH cUrHana SIMP
N — KonHuecTBO Aaep
M — MonekynspHas Macca
W — rpaBuMeTpUYecKas Macca

YpaBHenue 2

KonuyecTBeHHOE ONpeAcJIEHHE HCCIEAyeMOro BellecTBa X B cMecHu
OCYLIECTBIIACTCA CpPAaBHCHHUEM HWHTErpaJIbHBIX MHTEHCHBHOCTEH €ro CUrHajoB H

CHUTHaJla BHYTPEHHEr0 CTaHAapTa ¥ PaCCYUTHIBAETCS 110 YPaBHEHHIO 3.

Ix Nstd
M= 177N Mx N
std X

m — macca
I — uHTerpanbHasi UHTEHCUBHOCTH curHana AMP
N — Konu4ecTBo Aaep
M — monspHas macca

YpaBuenne 3



Ananuz hapmayesmuneckux npenapamoe memooom cnekmpockonuu AMP

AHanu3 npenaparta « T eTpauuKInHy

Wnentudukauuio ocHoBHoro BemectBa ((4S,6S,12aS)-4-(mumernnamMuno)-
1,4,4a,5,5a,6,11,12a-okrarunpo-3,6,10,12,1 Za-neHTamﬂpmch-6-MeTHJI- 1,11-
auoKcoHadTaleH-2-kapOokcaMul, pUCYHOK 2) npenapara « TeTpauukiIne» MOXHO

npoBecTy 1o crektpy 'H SIMP.

Pucynok 2. CtpykrypHasi popmy.ia TeTpauHKJIHHA.

Cnektp 'H SIMP «TeTpauukinHa» npeacTaBieH Ha pucyHke 3. XuMH4yecKkue
caBurd curHanoB SMP M KOHCTaHTBl CIHMH-CIIMHOBOIO B3aUMOICHCTBHUSA
MYJIbTUIUIETOB, OTHOCSIIMXCA K OCHOBHOMY BELIECTBY, HEOOXOAMMO CpPaBHHTBH C
JUTEepaTypHbIMU JaHHBIMU. [l KOJIMYECTBEHHOI'O ONpENEJIEHUss OCHOBHOIO
BEILIeCTBA HYXXHO CPaBHUTb UHTEIPAIbHYIO WHTEHCUBHOCTb CUTHAJIOB OCHOBHOI'O
BeIleCTBA C MHTErpaJbHOMH MHTEHCHMBHOCTBIO 100AaBIEHHOIO BHYTPEHHETrO

cTaHaapTa (rekcaMeTUIAUCUIIOKCaH, CUrHall 0003HaueH * Ha pucyHke 3).



a | JL_UM "

.-

T T T T
8o 75 70 6.5 6.0

45 4.0 15 3.0 25 2.0 1.5 1.0 0.5 0.0 0.5
1 fund

Pucynok 3. "H AIMP cnekrtp «Terpauukanna»

AHanu3 npenaparta « Takcoy»

Wnentudukauuo  ocHoBHoro  BemiectBa  (2a,4a,5B,7B,10B,13a)-4,10-
ouc(auerunokcn)-13-{[(2R,3S)-3-(6en30u1aMUHO)-2-THAPOKCH-3 -
benunnponanoun)okcu }-1,7-guruapokcu-9-okco-5,20-3nokcurakes- 1 -umn-2-

Gen30ar, pucyHok 4) npenapara « Takcoa» MoHO npoBecTd mo crnektpy 'H SIMP.

Pucynok 4. CtpykrypHasi ¢popmy.ia Takcoia.
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Cnextp 'H SIMP «Takcona» npe/cTaBiieH Ha pucyHKe 5. XMMHYECKHE CIBUTH
curHasioB AMP u KOHCTaHTBl CIIMH-CIIMHOBOTO B3aMMOIEHCTBUS MYJIbTHIUIETOB,
OTHOCSALIMXCSA K OCHOBHOMY BEILECTBY, HEOOXOAUMO CPaBHUTbH C JTUTEPATYpPHBIMH

JaHHBIMH.

B
s
L B A e e I A
18 a 48 45 4 43

i AR

STy
] ¥

Pucynok 5. "H SIMP cnextp «Takconaa».

JIOTIOTHUTEIbHY0 HIEHTH(OHUKALKWIO TaKcojla MOXXKHO TakKe IPOBECTH C
nomomipto crnektpa PC SIMP, npeacTaBieHHOM Ha PHCYHKE 6, M0 XHMHYECKHM
CIBHUIaM CHTHAJIOB B CIIEKTPE, CPABHHUB UX C COOTBETCTBYIOLUMMH JTUTEPATyPHBIMH

JaHHBIMH.
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13C [ppm]

Pucynok 6. °C SIMP cnektp «Takconay.

AHaim3 npenapara « ACKOPYTHH»

Ananu3 mpenapara «ACKOPYTHH» MOXHO MpoBecTH 1o criektpam 'H SIMP,

CpPaBHUB €ro CO CINeKTpaMu acKOpOWHOBOW KHCIOTBI M pyTHHA (PUCYHOK 7) B
DMSO-ds.

AckopbuHoBasi

Pucynok 7. CTpykTypHbIe (pOpMY/Ibl PYTHHA H ACKOPOHHOBOH KHCJIOTHI.
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Ha pucynke 8 mpusenensl crektpel 'H SIMP npemapara «AcCKOpyTHHY,
acKopOMHOBOHM KMCIOTBI M pyTHHA. Ilo JaHHBIM CEKTpaM MOXHO YCTaHOBHTH
HaJlMYMe M T[POBECTH KOJHMYECTBEHHYIO OLIEHKY KOMIIOHEHTOB IIpenapara

«ACKOPYTHH», @ TaKXKe TPOLIEHTHOE COJepIKaHue TPUMECEi.

Pyrun

v IIH n.llJMl _L

ACKOPOIHOBAA KHCI0TA

CACKOPYTIHH»
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Pucynok 8. 'H SIMP cnexTpbl pyTHHA, aCKOPOHHOBOH KHCJIOTHI H
«ACKOpYTHHA»,

Unentudukaumuio KOMIIOHEHTOB «ACKOPYTHHA» MOXHO TaK)Xe IIPOBECTH C
nomoipsio crektpa *C SIMP, npeacTaBieHHOM HAa PUCYHKe 9, [0 XHUMHYECKHM
CIABHUI'aM CHTHAJIOB B CIIEKTpe, CPABHHUB UX C COOTBETCTBYIOLIUMH JTHTEPATYPHBIMH

JaHHBIMH.
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Pucynok 9. *C SIMP cnekTp «ACKOpPYTHHA».
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