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Tlomucaxapuel — BEICOKOMOJIEKYJISIPHBIE COSIMHEHUS, IPEACTABILIIOIINE [UTMHHBIC JINHSHHbBIE W/WIN Pa3BETBICHHBIC Iie-
MOYKH MOHOCAXapuIHbIX OCTaTKOB, COSAMHEHHBIX TIMKO3WIHOM CBsI3bI0. B HacTosimee Bpems HaOII0aeTcst OrPOMHBIH B OBICTPO
HapacTaloIi MHTEepeC K XUMUH TTOJIMCaXapHa0B, 00YCIOBICHHBIH X IIMPOKUM IPHIMEHEHHEM B Pa3IMUHBIX cepax KU3Henes-
TEIBHOCTH 4YelioBeKa. MccienoBaHue CTpOSHHs MOINCAaXapyua0B — CIOXKHASI M HeTPUBHAIBHAS 3a/a4a, I PELIeHNs] KOTOPOH B 10-
CJIeHHUE TOJIBI CTANla AKTHBHO MCIIONb30BaThes TBepnoTebHas SIMP 3C cnekrpockonus. B 0630pe MpoaHaIM3upoBaHbl BO3MOXK-
HOCTH TBepAOoTebHOM SIMP 3C criekTpockonuu uIst HeCIeI0BaHMS ITOIMCAXapUIOB U IPUPOIHBIX 0OBEKTOB, COIEPKALIUX B CBOEM
cocTaBe monucaxapuabl. IlokasaHa 3BOIOLMS METONOB TBEPAOTENLHOM SIMP 3C creKTpoCKONMM, IPUYEM OCHOBHOE BHUMAHME
YIETIEHO WCIOJIb30BaHUIO TEXHHUKH Kpocc-mossipusaimu (CP) mpu BpameHnn uccieqyeMoro obpasna HoJ MarnieckuM YriioM
(MAS), Tak Kak B 9TOM CITyJae IoIy4atoTcsl Hanbosiee pa3peleHHbIe CIIEKTPHI C Ty4YIIMM OTHOLICHHEM CUTHAJI/IIIyM, HE UMEIOIINe
apTe(hakTHBIX CUTHAJIOB. ['J1aBHOE BHHMMaHME B 0030pe YIENICHO LEIUII0I03e KaKk Hanboliee paclpoCTPaHEHHOMY HOJIMCaXapuuy,
KpPOME TOro, paccMoTpena mpumMeHuMocth CP-MAS SIMP 3C crieKTpocKoruu JUist UCCIIEI0BaHMs APYTUX MOTMCAXAPUIIOB, & TAKKE
MaTepUaNoB PaCTUTENLHOTO MPOUCXOXKIeHHs. 1IpeicTaBIeHHbIe IIPUMEPBI HATIIAIHO MOKas3biBaioT, 4o CP-MAS SIMP '3C crek-
TPOCKOTIUSI TIPEACTaBIsIET co00i Hamboee MOIIHBIA 3KCIEPUMEHTAIBHBIA METO, MO3BOJLIONINN MOTydaTh WH(OPMAIHIO Kak
0 CTPOEHHH, TaK U O CTPYKTYpE MOITHCAXapHIOB, a TAKKE O COCTABE PA3IMUHBIX PACTHTEIBHBIX MaTepHanoB. Kpome Toro, coueranne
JIOCTYIIHOTO 000PYIOBaHHUs M Pa3sHOOOPa3HbIX METOIMK TBepAoTeabHOro SIMP *C skcnepuMenTa, 6e3yclIoBHO, OyyT CIIOCOOCTBO-
BaTh NPOTPecCy NATbHEHIINX NCCIICOBAHNUI B XUMUH HOJIMCAXapHUJIOB U UX MIPOU3BOJIHBIX.

Kniouesvie cnosa: teepunotensbuas SIMP 3C cnexrpockonust, CP-MAS, nosnucaxapupl, HEUTI0I032, KpaxMal, 3Qpupb
eJUTIOJIO3bI, XUTO3aH, XUTHH, PACTHTEIIbHBIC MaTepUaJIbl, IPEBECHHA.

Coxpawenusi: MAS — Bpaienue moja MarudeckuM yriiom (54.7°); CP — kpocc-nonspu3aiiusi, TeXHUKa, TO3BOJISONIAs
MEePEeHOCUTh HAMAaTHMYEHHOCTh Ha CIIa00TOIIPH30BaHHBIE Spa C PACHOIOKEHHBIM PSIIOM CHIIBHO MOISIPH30BaHHEIX saep; CP-
MAS — xpocc-nionspu3anus mpy BpamieHnH Mo MarudeckuM yriaom; SP-MAS — omHOUMITYITECHAS TTOJIIPU3ALS IPH BPALICHUN
o MarnaeckuM yriom; TMS — terpamermiicunad; INADEQUATE — nBymMepHBIid 9KCTIEPUMEHT, MTO3BOJLFOIINIA TOTYIUTh HH-
(hopManuio o CTPOSHUH YTIEPOAHOTO CKeleTa MOJIEKYJIbl HA OCHOBAHHMHN 3HAYEHHIT KOHCTAHT CITUH-CIIMHOBOTO B3aNMOICHCTBUS
nepBoro nopsijka 3C-13C; MAS-J-HMQC — nByMepHBIii 9KCIIEPUMEHT IIPU BPALIEHUH M0l MATHMYECKUM YIJIOM, TI03BOJISIOLIHIL
HOTYyYUTh HHOOPMALIMIO O CTPOSHUH YIIIEPOIHOTO CKeJleTa MOJISKYJIbI Ha OCHOBAaHHMH 3HAYSHUH KOHCTAHT CIIMH-CIIMHOBOTO B3a-
umoelictaus nepeoro nopsaka 'H-13C; [Emim][Cl] — 1-31un-3-mMeTunumunazonuii xnopua; PRE — ycunenus napamMarHutHoii
penakcanuu; HPC — ruapoxcunponunuesunonosa; HEC — runpokcudtunuenonosa; 2DPASS — aByMepHBIii mo3TanHblii CKOp-
PEKTHUPOBaHHBIH CIIMHHUHT 00KOBBIX Tosioc; FIREMAT — nByMepHBIi SKCIIEpUMEHT BBICOKOTO pa3peleHHs C HCTIOIb30BaHHEM
TEXHHUKH HOACTPOHKH Marmdeckoro yria, IMO3BOJISIONINH MOTydaTh TeH30PHEIH HA0OP XMMHUYECKUX CIABHUTOB JIS ITOPOIIKO00-
pasubix obpasuos; CPPI, CPNQS, LCPD, CPPI-DEP, 1Q-Filter — umImynscHBIE TIOCIIEIOBATENEHOCTH, MTO3BOJIAIONINE PEAAKTH-
pOBaTh CHEKTPHI ITyTEM CEIEKTHBHOTO IOJIABICHAS HIIM H3MEHEHNUS TTOIAPHOCTH pa3nudHbIX rpym CHx.

Hccneoosanue evinonneno npu gunancosoii noodepicke PODHU 6 pamkax nayunoeo npoexma Ne 19-13-
50396 «Tsepoomenvnas IMP >C cnexmpockonus 6 ananuse nomcaxapuoosy
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SBJISIETCS HEPa3pYyILIAIOLINM, YTO MO3BOJISIET COXPAHSTH LIEJIOCTHOCTh 00BEKTa HCCIIC0BAHUS, & TAKIKE OTIMYACTCS
BBICOKOH BOCIIPOM3BOANMOCTBIO U HaAEKHOCTHIO, MUHUMAIBHBIMU TPEOOBAaHMUAMHU K IIPOOOIIOATOTOBKE U BO3MOX-
HOCTBIO TIOJIy4EeHUs KaK CTPYKTYPHOM, Tak ¥ KOJIMueCTBeHHOH nHpopmaruu [1].

Crexrpockonus SIMP *C B TBepoM COCTOSIHHMH C UCTIONB30BaHUEM Kpocc-nonspusanun (CP) u Bpamenus
noa MaruueckuM yriioM (MAS) npencraBiseT MOLIHBIA KCIIEPUMEHTAIBHBIH METOJI, NCTIOJIB3yEeMBbIH JIJIst cOopa
IpAMOH MHPOPMAITNH O CTPYKTYpe B KoH(popMaru noiucaxapuaos [2—5]. [penmyriecTBaMu JaHHOTO METO/IA SB-
JISIETCSI BOBMOXKHOCTh PETUCTPALIMH CHEKTPOB JJIsl 00pa3lioB HEPACTBOPUMBIX B puMeHsieMbIx it SIMP uccieno-
BAaHMil PACTBOPHUTENAX, KPOME TOTO, 3HAYUTEILHBIN NUAIa30H XMMHYECKHX CIBHMIOB B crekTpockomuu SIMP 13C
TI03BOJISET TOJTYYaTh GOJIBLIYI0 MHPOPMAIIHIO M0 CPABHEHHIO CO criekTpockonueit SIMP 'H.

B HacTosmmee Bpemst BO BceM MHUpe HaOMI0aeTcs JIaBHHOOOPA3HBIN BCIUIECK MyOJIMKALMH IO NCIIOIh30Ba-
o CP-MAS SIMP 3C criekTpockonuu B aHaIn3e MOJMCaXapHI0B, TOT/a KaK B OTEYECTBEHHOM JIMTEPAType JIaH-
HBIIl BOTIPOC OCBeNIaeTcs KpaiHe Mano. B maHHOM 0030pe HaMu NMpeaIpHHATA IMOIBITKA aHAIN3a COBPEMEHHOTO
COCTOSIHHUS 3TOH IPOOIIEMBI C 1IENBIO T0Ka3aTh OTPOMHBIN NOTEHIMAT METO/Ia TBepAoTenbHOM SIMP cniekTpockomniu
JUTSL TIOJTYYIEHUSI CTPYKTYPHOH M KOJIMYECTBEHHOH HH(OpMann.

ITonucaxapuabl — BBICOKOMOJIEKYJISIPHBIE CO€AMHEHHSI, MOHOMEPHBIMH 3BEHbSIMHU KOTOPBIX ABJISIOTCS MOHO-
caxapusl. MoneKyJbl oJIucaxapuIoB IPEICTABIIOT COO0H KakK IMHEHHBIE, TaK U Pa3BETBICHHBIC IIETTOYKH MOHO-
CaxapUIHBIX OCTaTKOB, CO€AMHEHHBIX ITTMKO3UIHBIMHU CBA3sIMHU. CBOWCTBA MOIMCAXapUAOB 3HAUUTEIHHO OTIHYA-
IOTCSl OT CBOMCTB HX MOHOMEPOB U 3aBUCAT HE TOJIKO OT COCTaBa, HO M OT CTPOEHUS, HAIPUMED, Pa3BETBICHHOCTH
moJeky. [Tonucaxapuabl MOTYT OBITh KaK KPUCTALIMYECKUMHE, TaK U aMOP(QHBIMHU BELIECTBAMHU C Pa3IMYHO cHo-
COOHOCTBIO PacTBOPSTHCS B Bojie. B HacTosimiee BpeMs HAOII0JaeTCsl OTPOMHBINA M OBICTPO HapacTaroLIUi MHTEpeC
K XMMHUH TOJICAXapyUI0B U 0COOEHHO K XMUMHUH LEIITI0103b6l. OOIIeN3BECTHO OTPOMHOE TEXHUYIECKOE 3HaUCHHE I10-
JHCaxapua0B KaK JEIIEBOr0 CaMOBOCIPOHU3BOIALIETOCS CHIPBS [6].

VccnenoBanue CTpoeHUs MOJMCaxapyaoB — CIOXKHAS M HeTpUBHaNIbHAs 3a1ada. Kiaccuueckne xuMudeckue
METO/IbI OCHOBaHBI Ha PaclICIUICHUH MOJIEKYJIbI OHOIoINMepa Ha HeOouIbIne (PparMeHThl, aHAIN3E UX CTPYKTYPHI
U Ha OCHOBaHMHU ATHUX JAaHHBIX BOCCO3IAHHMHU CTPYKTYpBI MCcXoAHOTo monumepa [7]. B mocnennue 10-20 net Bce
Oospiiee 3HAUEHHE B 3TOW 00JACTH MOMYYHIH (HH3HKO-XUMHIECKHE METO/BI, KOTOPHIE MO3BOJITIOT 3HAYNTEIHHO
OBICTpEC U IKOHOMUYHEE TOJIYUaTh JAHHBIC O CTPOCHUH TOIMCAXapHI0B WIIK UX (PparMeHTOB, HanpuMep, [8, 9].

B pasHoe BpeMs1 aBTOPBI HCCIIEA0BAIN TOJIUCAXAPUABI IPY TOMOLIY JOCTYIIHBIX Ha TOT MOMEHT TBEPAOTEIb-
HBIX KcriepuMeHToB SIMP 1 3adacTyro pemraay JOCTaTOYHO y3KUE 3a/1a4M, KOTOphIe HE BCErla UMEET CMBICH CPaB-
HUBaTh MeXIy coOoil. Hama 3amaga — moka3aTh B 0030pe SBOIIOINIO METOIOB TBepAoTeNbHOU IMP 13C CIIEKTPO-
CKOIIMH, IIPYEM OCHOBHOH aKIEHT OyJeT cAeTaH Ha MPUMEHEHUH MeTOo/1a KpPOCC-MOISIPU3AIINK PH BPAIlEeHHUH 10T
MarndeckuM yriiom (CP-MAS), kak Hanbosee mepcreKTHBHOMY H Yallle BCETO MPHUMEHSIEMOMY.

Oouue ceeoenusn o CP-MAS AMP >C cnexkmpockonuu

Ha tunnunom TBepmoTensHOM cnekTpe SIMP, mo cpaBHeHHIO ¢ 0OBIYHBIMU criekTpamu SIMP pactBopoB,
HaOmoaoTest 6oJiee MMUPOKKE JIMHUN, TaK KaK B TBEPJOM COCTOSIHUH MPUCYTCTBYET MHOKECTBO CHIIBHBIX B3aUMO-
JIEHCTBU SIIEPHBIX CIIMHOB, TAKUX KaK: MPSAMOE JHUIOJIb-AUIIOIBHOE B3aUMOJICHCTBIE, aHU30TPOIHS XUMHUECKOTO
CIBHIa, KBaPyHOIBbHOE B3aMMOAEHCTBHE, KOTOPBIE 3aBUCST OT X B3aMMHOM OpPUEHTAlUM ¥ OPUEHTAIMK IO OTHO-
IIEHHUIO K BHEIIHEMY MarHUTHOMY IToJif0. Ha camoM fiene 3Tu aHW30TPOITHBIE, OPHEHTAIIHOHHO-3aBUCHUMBIE B3aHMO-
JIEMCTBUS MPHUCYTCTBYIOT U B CIEKTpaX JKUAKOCTEH, HO B 3TOM CIIy4ae JAHHBIE B3aUMOACHCTBHS YCPEIHSIIOTCS 3a
CYeT XaOTUYHOTO JABMXEHHUS, YTO MPUBOAUT K HAOIIONEHUIO Y3KUX XOPOIIO pa3pelIeHHBIX JIUHUNA B cekTpax. Ox-
HAKO MPH 3aMEIJIEHUN CKOPOCTHU ABHKEHHS MOJIEKYJI, HAIPUMED, MPU MOBBIIICHUH BS3KOCTH, TOHWKEHUH TEMIIe-
paTyphl WK B cllydae ¢ KpYIHBIMHI MOJIEKYJIaMH, IPOUCXOANT YIIUPEHUE JIMHUIN U B CIIEKTPaxX pacTBOPOB.

Hexoropble aHU30TpONHBIE B3aUMOJCHCTBHSI MOTYT OBITH YaCTUYHO IOJABJICHBI ITyTEM BBEJCHUS HCKYC-
CTBEHHOTO JBMKEHHsI 00pasiia — BpallleHuss BOKPYT OCH HAKJIOHEHHOW O] YTJIOM ®=cos'1(1/\/3)=54.7356° (54°44"
M0 OTHOLIEHHIO K BHEITHEMY MAarHUTHOMY ToJIt0 (puc. 1). DTOT METO N3BECTEH KaK BpalleHUE I10Jl MarHYeCKUM
yraom (Magic Angle Spinning — MAS), npudem ero 3¢ ¢eKTHBHOCTH MPOSBIILETCS TOJIBKO IPH BpalleHHH o0pasna
C 4acTOTOM MOpsAKa AeCcATKOB U Aaxke coteH Kl [10].
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CoBpeMeHHbIe KOMMEPYECKH NOCTYIHbIe MAS naT4uky MO3BOJISIOT BpaiaTh odpaser| ¢ 4yacToToit ot 10 1o
110 xI'm [11]. dns aToro oOpasel; MOMEIAaoT B CHEIMAIbHBIN pOTOpP, U3TOTOBJICHHBIH W3 MHOKCHAA APKOHUS,
U TJIOTHO 3aKpbIBAIOT. VICIIONB3yIOTCS POTOPBI C pa3IMdYHBIMU JuaMerpaMu oT 1.3 1o 7 MM. MeHbIne TuaMeTphl
POTOPOB MO3BOJISIOT AOCTUraTh OOJBIINX YAaCTOT BPAIlEHHS M JIydIlero paspemeHus. Hanboree pacmpocTpaHeH-
HBIH 4 MM poTop oOnamaetT o0bemoM 80 MKII. B ciydasix ¢ MaibIMU KOJIMYECTBAMH 00pasiia 00beM poTopa MOXKET
OBITH yMEHBIIICH NPH MOMOIIN PAa3IHMYHBIX BCTABOK, KOTOPHIE MO3BOJIAIOT ymakoBeBaTh 50 m 12 MK BemiecTsa
1 PaCIIOJIOKUTH 00pasel B IICHTPE PaIu0YacTOTHOM KaTymIKu. BakHo, 4T00bI 00pa3el ObUI IJIOTHO YIIAKOBaH, TaK
Kak TpH BPaIIEHUH POTOP JOJDKEH OBITh XOPOIIO cOaTaHCHPOBAH, MOCKOJIBKY B Cllydae pa30agaHCHPOBKH POTOP
MOJKET Pa3pyLIUThCA, YTO IPUBEAET K IOBPEKACHUIO CTaTOPa, KaTYIIKH U, BO3MOXKHO, APYTHX YacTel JaT4HKa.

B cnydae, xorzma ckopoCTh BpallleHNs! MEHbIIIE AMIUTUTY IbI aHU30TPOITHBIX B3aMMOJICHCTBHH, Ha CIIEKTPE IM0-
SIBJISIFOTCSI JONIOJTHUTENbHBIE apTe(haKTHbIE IMHUH, HAXOAAIIMECS APYT OT APYra Ha pacCTOSHUSX, IPOIOPIAOHAIb-
HBIX 9aCTOTE BpamieHus B [ 11, 3T TMHIH HA3BIBAIOTCSI OOKOBBIMH ITOJIOCAMU BparieHus (spinning sidebands). B my6-
JIMKAIUSIX UX OOBIYHO OTMEYAIOT 3B€37I04KaMH, YTOObI OTJIMYUTH OT HacToslero curaana. CymecTByer psiji MeTo-
JIOB, TTO3BOJITIOIINX N30aBUTHCA OT 3TUX apTe(haKTOB, OJHAKO B HEKOTOPBIX MCCIEJOBAHHUSAX OHM OKa3bIBAIOTCS IO-
JIE3HBIMH U IaXKe CYIeCTBEHHBIMU, Hanpumep, [12].

B ciyaae tBepaorensHoi SIMP *C criekTpoCcKoIUu perucTpanys CIeKTpa OCI0KHAETCS HU3KMM THPOMATHUT-
HBIM OTHOIIIEHHEM II0 CPABHEHHMIO C IPOTOHAMH, YTO MPUBOIUT K MEHbIIEMY 36 IMaHOBCKOMY pacIIEIIEHUIO YHepre-
THYECKUX YpPOBHEH. B CBS3M C 3THM OTHOIIEHHE CUTHAJ/IIYM Ha CIIEKTPaX 3a4acTyIO OKa3bIBAETCS HEYJIOBIETBOPH-
TenbHBIM. bostee Toro, cimn-penerounas (T1) penakcaiys B TBEp/BbIX TelaX MOXET ObITh OYEHb JUTUTEIILHOMU, JI0CTH-
rasi HeCKOJIBKMX MUHYT M OoJjiee. B mensix ycuneHus curHasia oT peAKuX siiep HCIOJb3YeTCsl UMITYJIbCHAS TTOCIIe/IOBa-
TenbHOCTH Kpocc-nosispuzaimu (CP — Cross Polarization). OHa ucrionbe3yeT 3¢ ¢ekT nepeHoca HaMarHu4eHHOCTH OT
AJIEP C BBICOKOM mossipusanueii (vante Beero 'H) Ha HU3KOTONSAPU30BAHHbIE S/IPa YEPE3 IUTIONBHOE B3aUMOJIEHCTBHE,
YTO MPUBOJMT K YBEJIMUCHHIO HHTEHCUBHOCTH CUTHAJIA M YITYUILIEHUIO OTHOIICHUs curHai/mym [10].

Jlpyroe npenMyIiecTBO METOAa KpOCC-TIOJISIPU3AIMU COCTOUT B TOM, YTO YaCTOTa BBIOOPKHU JTaHHBIX 3aBUCUT
OT BPEMEHH PETaKCAI[UH TOTO SI/Ipa, C KOTOPOTO MEPEHOCUTCS HAMarHUIEHHOCTh, YTO OKA3bIBAETCS YIOOHBIM B CITY-
qae ¢ 'H spamMu, mockoNbKy 00BIYHO MX PENAKCaIs TPOTEKAET HAMHOTO OBICTPEE, YEM B CITYUae C IPYTUMHU SIPAMK
co cnHOM 1/2. DTO MO3BOJISIET COBEPLIATH OOJIBILIE CKAHOB, 110 CPABHEHHMIO C ITPOCTHIM OJTHOMMITYJIbCHBIM JKCIIe-
PUMEHTOM, B KOTOPOM HAPsIMYIO HAOJIFOIaeTCs PEKOE SIIIPO.

[Mpumenenuto TepaoTensHoi SIMP *C criekTpockonuu uist KCCIENOBAHUS MAKPOMOJIEKYII, B TOM YHCIIE
W TIOJICAaXapHU/I0B, TIOCBSIIEH LETbIi psj 3apyOexHbIX 0030poB [13-16].

lleﬂmoﬂow, Kpaxmain u ux npoussoduble

TTepBble pabOTHI M0 MCCIIENOBAHMIO LEJLTFONO36I U Kpaxmana ¢ omoinpio CP-MAS *C SIMP cnektpockonuu
OpuH omyOnuKoBaHbl B Hadasie 80-x 1T. [17—-19]. Beum momo0paHs! YCIIOBHS PErHCTPAIlUH CIIEKTPOB M ITOTYYEHBI
CIEKTpPHl Pa3NYHBIX MOJIMMOPQHBIX MOIU(UKAIMKA 1e/uTo03bl. [loka3zaHbl XapaKTEepHBIE OTIMYUS aMOpQHOH
1 KPUCTAJUIMIECKOH 1esuTiono3sl (puc. 2). Ilpu atom ucnonszoBamm criektpomerp JEOL FX-60Q [17, 18] u Nicolet
NT 150 pa6ouas wactora 37.735 MTI'y (ans *C) [19].
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Puc. 2. CP-MAS SIMP *C MEKpOKpHCTaIIIHIECKON HEJLTION035I BRICOKOM CTeNeHH kpucTammmanocT I u 11,
cnektpsl npupoHoii (CF-1) u amopdHoii uemtronossl (amorphous). [1kana XMMHYECKUX CABUTOB B M.JI.
otHocuTennbHO TMC. OtHecenue curHanoB C1, C4 u C6 npoBeeHO B COOTBETCTBUH € aHAJIOTUIHBIMU
CHTHaJIaM¥ CHEKTPOB B pacTBope. [lapamerpbl peructpannu o0Iue sl BceX CIEeKTPOB: AJIUTEIBHOCTh
uMIyJssca 1 Mc, BpeMst HachILLeHUs! IpOTOHOB 127 Mc, yactoTta BpaiueHus 2.2 k['11 1 pa3nuuHble Ui
KOHKpeTHoro obpasua: I — 13000 ckanos, 06beM obpasna 0.35 cm?; I1 — 12342 ckana, 06beM o6pasua 0.7 cm;
CF-1 — 12000 ckxanoB, 06beM o6pasma 0.7 cm®; Amorphous — 8116 ckanos, 06beM o6pasma 0.7 cM® (momHyIo
HHTEPIPETALNIO U COOTHECCHUE CUTHAIIOB MOXHO HalTH B padore [17])

Kak ciemyer u3 npuBeaeHHOTO PUCYHKA, CHIEKTPBI MUKPOKPHUCTAIUTHYECKOH 1 aMOp(HOH IEIITI0I036I HIMEIOT
OTJIMYKE B NOJIOKEHUH U popme curHana atoma C-4. J{Jist OTHECEHHsI CUTHAJIOB B TBEPJIOTEIBLHOM CIEKTPE LEILIIO0-
710361 B paboTe [20] 66110 MPOBEIEHO CPaBHEHHUE €€ CIIEKTPa CO CIIEKTPaMH OJIMTOMEPOB, COAEPIKALIUX B COCTaBE OT
2 (uennmo6mo3a) 1o 6 (1enI0rekco3a) aHruAPOTTIIOKO3HBIX 3BeHbeB. B nanHOI paboTte Obl1 ncionb3oBaH SIMP criek-
tpometp Bruker CXP-100 pabouas gactoTa 22.6 MI'1 (s 13C), ocHalEeHHBII caMo/IeTEHBIM 30HIOM.

Hemuoro nosngaee cran uccrnenoBathest kpaxman [21-23]. Tak, B pabdore [21] 6pumm momyyers: CP-MAS
SIMP 3C cniextphl 06pa3ioB Kpaxmala, HCTOYHHMKAMH KOTOPOTO SIBJSUIMCh MaHHMOKa (KpaxMal A) u KapToQelb
(xpaxman B), nmpu aTtom ucnons3oBaics criekrpomerp Bruker CXP 100. IIpu 3ToM Oblii 0OHApYKEHBI pa3Indus
B CIIEKTpaxX Pa3iIMYHBIX KPaxMaloB, Ooiee BBICOKOE pa3pelieHHe B THAPATUPOBAHHOM KpaxMalle M0 CPaBHEHHIO
C BBICYHIEHHEIM. BblIa IpenpuHaTa MonbITka ¢ moMomsio CP-MAS SAMP 3C cnekTpockonuyu u3y4uTh MIPOCTPaH-
CTBEHHOE CTPOeHHEe Kpaxmania [22, 23] myTeM cpaBHEHHs JAaHHBIX TBepAoTenbHoro SIMP '3C chexTpa u maHHBIX
PEHTTeHOBCKOM audpakimu. OGHAPYKEHO PE3KOE Cy)KEHHUE PE3OHAHCHBIX CUTHAJIOB >C TIpH THApaTaluy Kpaxmana
W3-32 YBEJIMYEHHS OJNMIKHETO TOPSAKA B KPUCTAJUIMUECKUX O0JIACTSIX M, COOTBETCTBEHHO, ITOTEPS HHTEHCHBHOCTH
Tl CUTHAJIOB, BOSHUKAIOIIMX W3 HeKpHCcTaunueckux obmacteit. Crexrpel CP-MAS SIMP *C mokaseiBaror xapak-
TEpHbIE OTIMYHS IS IBYX NMPHUPOAHBIX (hopM Kpaxmana A u B. ['mapartanust kpaxmaiioB ¢ BBICOKHM COZEPKaHHEM
aMHIJIO3BI IIPUBOINUT K YBETHUEHHUIO KOJMYECTBA MEHEE KPUCTAIIMYECKOI0 MaTepraia, B CPaBHEHUHN C KpaxMallaMu
C BBICOKHMM COZIEp’KaHNEeM aMMJIOTIEKTHHA, YTO MOJITBEPKAAET KOHIIEIIIIHIO, COTJIACHO KOTOPOH aMUIIOTIEKTHH SIBJISI-
eTcst mpeobIafaromyuM KPUCTAUIMYECKIM KOMIIOHEHTOM B Kpaxmaax.

B nanpHeiimem Obuta M3ydeHa THIpAaTHPOBaHHAs aMHII03a KapTo(enbHOro U KyKypy3HOro Kpaxmania [24—
26]. IIpu 3TOM, Kak M B peapIaynux padotax [21-23], o6HapyXeHO, YTO CIIEKTpP BIAXKHOTO 00pasiia nmeet 6oiee
Y3KHE U YETKO BBIPA)KEHHBIE PE30HAHCHBIE CHTHAJIBI, YEM CYXOTo Tosmcaxapuia. B padore [24] mis perucrpanuu
CP-MAS IMP 3C ucnomnsszosancs ciekrpomerp JEOL INM-FX 200 1 ©3roTOBICHHBIN U3 MOIH(XIOPTPHPTOPITH-
JIeHa) pOTOp, 4acTOTa BpalleHus KOToporo cocrasisuia 3.2-3.5 k. B paGore [25] metogom CP-MAS SIMP 13C
CHEKTPOCKOIHH OBUTH HCCIIE0BAaHBI KOMIUIEKCHI BKIIIOUeHUs aMuino3sl ¢ IMCO u 6yTanonon-1, mpu 3TOM HCHOTb-
3oBaimu SIMP cnekrpomerp Bruker CXP-100. B criekTpax Bcex KOMIUIEKCOB HaOMIoIatoTCs 0ojiee MHUpPOKHE pe3o-
HAHCHBIE CUTHAJIBI, UTO OOBICHICTCS YMEHBIIICHHEM OJIMKHETO M JATBHETO MOpsIKa B MakpoMmodiekyiax. B padore
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[26] GbLIM HCCIIENOBAHBI TPaHYJT YBIIAKHEHHOTO Kpaxmaia. Teepaorenbhbie SIMP 3C cnekTpsl noyyany Ha criek-
tpomerpe Varian Unity 500 MI ', 06pa3iisl moMeniaid B 5-MM pOTOPBI, Bpalaronuecs ¢ 4acToToi 5 k', Y cnoBust
perucTpanuy CeKTpoB ObUIM MOA00paHbl TAaKMM 00pa3oM, 4ToObl OOHAPYKHUTh CUTHAJIBI AaTOMOB YIJIepoAa, MpH-
Ha/JIeKAIIUX aMOpQHBIM o0nacTsiM. AMop(dHBIEe 006J1acTH B TpaHyIax yBIA)KHEHHOTO KpaXxMala sBISTIOTCS ITOIBHXK-
HBIMH 1 00J1a1a10T CBOMCTBAaMH, IOXOKUMHU Ha KaydyKoNnomoOHbIH nonumep. beuto HaiineHo, 4To B cocTaBe Iiie-
HUYHOTO KpaxMmala IPUCYTCTBYIOT TPH 00IaCTH: BEICOKOKPUCTAINIMIECKNE, 00pa30BaHHBIC U3 ABYXCINPAIbHBIX Lie-
MOYEeK KpaxmaJa, TBep0NoJ00HbIe, 00pa30BaHHbIC U3 JIMITHIHBIX KOMIUIEKCOB BKJIIOYEHHSI KpaxMala, U IOJHOCTBIO
amop(HbIC 00J1aCTH, CBA3aHHBIE C BETBAIINMHUCS CTPYKTypaMy aMIJIOIIEKTHHOBOTO KOMITOHEHTA Kpaxmaia. Bee 3to
MOYHO HaOJII0/IaTh OT/IEIBHO, MCIIOJIL3Ys PasiHUHbIE TBEPAOTENbHEIE MeTouku SIMP 13C cniekrpockonun.

B mocienyromye roasl KATEPEC K UCIONB30BaHUIO TBEpAOTENbHOM SIMP 13C criekTpockonuy B aHaIu3e Mo-
JMcaxapyuI0B CTal TOJILKO Bo3pacTarb. Tak, B pabote [27] ncciaeoBaIMCh pa3InYHbIE BUBI LIEJUTION03BI, IIPU 3TOM
OBLTO 0OHAPYXKEHO, YTO BCE MEIUTIOJIO3HBIE aJUIOMOP(]EI JaroT cCUrHaIb! ipu 3HadeHmx 6 104.5 m.a. (C-1) u 6 88.1—
88.5 m.1. (C-4), onHako (hopMa ¥ HHTEHCHBHOCTH CUTHAJIOB HAXOJIUTCS B 3aBUCHMOCTH OT YTOPSIIOYEHHOCTH CTPYK-
TypbI monucaxapuaa. Mcmonssosaincs ciekrpomerp Bruker AMX-300 ¢ paGoueii gactoroii 75.43 MI'n (1*C), potop
u3 ZrO, npu BpameHuu ¢ yactoroir 5 k['u. B pabore [28] Ha aHaNOrMYHOM CIIEKTPOMETpE OBLIM M3Yy4YEHBI CTPYK-
TYpHBIE OCOOEHHOCTH YJIbTPATOHKHX MHUKPO(HUOPHILI, 3KCTParnpOBaHHBIX U3 MAKOTH caxapHO# cBekisl. OOHapy-
JKEHO, YTO B 3aBUCUMOCTH OT YCIIOBHUIl XpaHEHUs LEJUTI0I03HbIE MUKPO(GUOPHILIBI COAEpIKallU pa3inuHble KOJInye-
CTBa TTOJINMOP(HBIX MOANGDHUKALINH [EIUTIOI03b, TPUYEM KPUCTAIUIMYHOCTH HEJUTIOI03HOTO MAaTEPHANIOB, H3MEPEH-
Has C MOMOIIbIO TBepoTenbHON AMP cniekTpockonuu, yBeIUMYHUBAETCs [0 MEPE OYUCTKH, YTO B IIEPBYIO OYEPEb
CBSI3aHO C YAAJICHHEM HEICIUTIONIO3HbIX MOJIHCAXapUI0B B IIPOIECCE PA3INIHBIX 00pabOTOK.

CP-MAS SMP 3C crniekTpockonus HCIoIb30Banach 1js MOHHTOPMHIA CTPYKTYPHBIX H3MEHEHMIT, IpOHcXo-
ImuX B KpadT-mporiecce [29]. TBepaoTenbHbIE CIIEKTPHI peructpupoBaituck Ha IMP criekrpomerpe Bruker AMX-
300 ¢ ucrnonb3oBanueM potopa u3 ZrO, mpu BpaiieHuu ¢ yactoToi 4—5 kI'11. B padotax [30, 31] Obu1a uccienoBana
CYNpaMOoJIeKyJIsIpHas CTPYKTypa MOTYCHHTETHUECKUX BHUCKO3HBIX BOJIOKOH: JHOLENI, (OPTH3aH, KyIpo, MOJAI.
B pa6ote ucnons3opaincs cnekrpomerp Bruker AVANCE (75 MI'u gna *C). Metonom moadopa orpaHHdeHHbIX
KPHBBIX, OTHOAIOIINX PE30HAHCHBIE CUTHAIIBI aTOMOB C-4, SIBIISIOINXCS] CYMMOH BKJIaI0B CHTHAJIOB C-4 pa3in4HbIX
(hOopM LIEITFONIO3bL, OTIPEEIICHO CO/IepXKAHKE YIIOPSI0USHHBIX, YACTHYHO YIOPSIOYSHHBIX U HEYIOPSA0UEHHBIX T10-
TUMOP(OB, UMEIOMINX PA3IUIHOE NPOCTPAHCTBEHHOE PACIIOJIOKECHHE THAPOKCUMETHIBHBIX W THAPOKCHIBHBIX
rpyni. [IpoBeieHa KomM4YecTBEHHAs OLIEHKA COJCPIKaHUsl Pa3INYHBIX (POPM LEITUTIOIIO03BI.

B pa6ore [32] ¢ momompio TBepaoTenasHoil SIMP *C cnexTpockomnuu n3ydanmi 3pQeKTHI cpeabl Ha IPOLEce
KOAryJISIIUH [EeJUTFOJIO3bI U3 HOHHOM XKUAKOCTH (areTat 1-otui-3-metunumuaazonus). OOHapyKeHo, YTO MPH Koa-
TYJISIIH B BOJIE IPEUMYIIECTBEHHO 00pa3yeTcs eiunono3a 11, B To Bpems kak B CHMPTaX B OCHOBHOM I'€HEPUPYETCS
Hekpuctaundeckas ¢opma. [locienyromnas cynka pereHepupoBaHHbBIX IIEJUTIOJIO3HBIX TUIEHOK MHULIUUPYET Hpo-
IIECCHI OPOTOBEHHUS B BHJIE HEOOPATUMOM arperamyy. JTO TPOSBISETCs B TBepaoTensHbix AMP 13C criektpax yBe-
JIMYEHUEM WHTCHCHBHOCTH CHTHAJa, IPUHAIEKAIIETO KPUCTAIIIMIECKON CTPYKTYpE, U YMEHBIIEHHEM HHTCHCHB-
HOCTH CUTHaja aMOp(HOH (OPMEI LIeJUTI0NI03bl. Bee TBepAOTENnbHBIE CIIEKTPHI NOTYyYeHBI Ha CIIEKTpoMeTpe Varian
Inova-600 nns potopa nuameTpom 3.2 MM MPH BpalleHUH ¢ yactoToi 15 k',

CrenyromuM 1aroM B UCCIENOBAaHMAX NPOCTPAHCTBEHHON CTPYKTYPHI LEIUTIONO3BI CTAJIO HCIIOJIb30BAHHE
2D BC-13C-koppensiimonnoii crniekrpockonuu. Tak, B pabore [33] BrepBbIe ONMMCaHA PETUCTPANUS IBYMEPHBIX
TBEpIOTENBHEIX creKTpoB Ha SIMP cnekrpomerpe Bruker AV 300 ¢ ucnons3oBanneM texHuka INADEQUATE
(koppensauus HanpamMyro cBs3aHHbIX agep “C) u MAS-J-HMQC (koppensauus Mexay nmpotoHamu u sapamu 2C)
JUIL MEPCepU30BaHHOM IEJUTIONO3BI, KOTOpas ObUIa IOJydeHa OMOCHHTETHYECKH C HCIIOJIb30BAaHHEM IITaMMa
Acetobacter xylinum ATCC 10245 u3 paBHOMEpPHO MeYeHbIX aTOMOB '>C IIIIOKO3bL. B IByMEPHOM CIIEKTpE LENTIO-
JIO3bI YETKO HABJIIO/IATKCE JIBa HAbOpa HaNpsMyto ces3aHHbix atoMoB *C-1*C ot C-1 g0 C-6, 4TO M0O3BONMIIO TIPO-
BECTH TOYHOE OTHECEHHE PE30HAHCHBIX CHTHAIOB B ogHOMepHOM CP-MAS 3C cnekrpe. Tloxoxee nccneqoBanue
nposesieHo B pabote [34], B koTopoit coobuaercst o TBepaoTenbHbIX 2D *C-13C IMP-KOppEAMOHHBIX SKCTIEPH-
MEHTax Ha pa3jIMdHbIX 00pa3ax MesnTono3sl. OqHako B 3Tol pabote ObuT McTionb30BaH SIMP criektpomeTp ¢ 6071b-
meil paboueii wacroroit (800.2 MI'n mma 'H u 200.05 MI'n g *C). Ha ocnoBanuu cnexkrpos CP-MAS SIMP 13C
1 KBAaHTOBO-XMMHYECKHX pacueToB OblIa MpeaoKeHa CKpYUIeHHas CTPYKTypa Uit aMOP(HOH HEJITI0NI036], UMET0-
mast 6oJiee TUIPOPUIBHYIO TOBEPXHOCTh, UM Y KPHCTAJUTMUECKO nemtronosbl. Ha pucynke 3 npexacrasiens 2D
13C-3C INADEQUATE u AMP 3C cnextpsl *C-1emmonoss..
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B pa6ore [35] coobiaercs o TBepaoTenbHbIx 2D PC-13C SIMP-koppensMOHHBIX 3KCIIEPUMEHTAX Ha pas3-
JUYHBIX o0pa3iax IeJUTIoNo3bl ¢ ucrmoyb3oBanueM SIMP cnextpomerpa Varian Inova-600 ¢ paboueii gacTtoToit
600 MI' u Bpamenrem obpasua c yacroroi 15 k. B pesyiprare ynanock Mojay4uTh CIIEKTPHI C pa3pelieHueM,
HO3BOJIIIOIIMM Pa3IHINTh 4 pa3IMYHBIX TUIIa KOH()OPMANUil aHTHAPOTIIIOKO3HBIX 3BeHbEeB. Ha ocHOBe aHanmm3a 00-
JnacTy TBepoTenbHoro ciekrpa SIMP 3C, oreuatomeii aromam C-4, MOMKHO KOJIMYECTBEHHO OLEHUTH COJIEPIKAHUE
Pa3IAYIHBIX (GOPM LEILTIONO03H (puc. 4).
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Puc. 3: a) koppensiuonnsiii 3C-1*C INADEQUATE cniekTp 06pasiia 1eslIo10361, 06paboTaHHO
[Emim][Cl]. JInHAAME TOKa3aHBI KOPPEISIAN MEXKAY OMH3IIeKaINMA aTOMaMH YTIIepoa, YKa3aH CHTHAJ
amopdHoi nemnono3sl. HeGonpioe Koau4yecTBo 1eono3s! 11 ycTaHOBIEHO 0 XUMUYECKOMY CIBUTY HPH
88.2 M.11. B 06macTu xoppessnuii C3/4; 6) tBepmoTensuprii SIMP *C ciextp nemwmonossr, 06paboTaHHOR
[Emim][ClI] (nonHyt0 MHTEpPIPETAIMIO ¥ COOTHECEHHE CUT'HAIIOB MOYKHO HaiiTh B padoTte [34])
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Puc. 4. Koppensumonnsiii *C—3C INADEQUATE cnektp o6oramentoro usotonom *C tBepaoro obpasua
pereHepupoBaHHOM 11es1TI0NI0361. [1okazansr C3-C4-C5 Koppensiin B aHTHAPOTIIIOKO3HBIX OCTaTKax A
(cunwmit), B (opamxkessrit), C (3eneHsrii) u D (kpacHbI#) (MOJHYIO HHTEPIPETALNIO M COOTHECEHUE CUTHAIOB
MO>KHO HalTH B padote [35])
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JIpyruM COBPEMEHHBIM METOIOM TOJTyueHus 6obuiel nndopmaruu uz CP-MAS SIMP 3C criekTpos MoxeT
CITYXHUTh METOJ yCWiIeHus mapamarautHoi penakcaruu (PRE) [36]. B uccnenoBaHny NCTIONB30BAIH CIIEKTPOMETP
Bruker Avance DPX300 ¢ paboueii uactotoii 75 MI'n (*C), poTop auameTpoM 4 MM 1 BpalleHHe ¢ 4acToToit 4 k1.
ITokazaHo, 4TO CHUTHAIBI aTOMOB YIJIEpOJia, IPUHAAJIEKAINE KPUCTAIUIMIECKON 1K aMophHOH (opMam, HMEIOT
pa3IMyHOE BpeMsl pelakcalii U Te 00J1aCTH, KOTOPbIE TOCTYITHBI AJIsl pACTBOPUTENSI IPU 0OABICHUH ITapaMarHuT-
HOTO pearcHTa (BOJZOPacTBOPHMOTO HUTPOKCIIIBHOTO pagukana 4-OH-TEMPO) penakcupyroT 3HaUUTETEHO OBICT-
pee. Takum o6pazom, CP-MAS SIMP '3C cnekTpockomnus ¢ ycHIeHUeM NapaMarHMTHON PeNakCallii PEICTaBIsAET
HOBBIH CIIOCOO OTIPENIENCHNUS CyNIPaMOICKYJIIPHON CTPYKTYPBI LIETUTIONIO36I.

B nocyeanue rojsl TBepAoTenbHy 0 IMP 3C crnekTpoCKONHIO cTaii akTHBHO IPUMEHSTE IS PELIEHHS 11~
POKOTO CHEKTpa MPUKIaIHBIX 3amad. Tak, ¢ moMombio TBepaoTensHoil SIMP *C crekrpockonmu 6BUI0 H3y9IEHO
BIIMSTHUE PA3IMYHBIX ()aKTOPOB Ha BHICBOOOKICHHUE JIEKAPCTBEHHOTO CPEACTBA B JIEKAPCTBEHHBIX ()OpPMax Ha OCHOBE
MOIU(PHUIMPOBAHHOTO KpaxMalla ¢ BBICOKHM copepkaHueMm ammiosbl [37, 38]. C momomipio TBEpIOTENbHOM
SMP BC cnekTpockonuu mosyueHa MHPOPMAIUsS O CTPOEHHH 0ObEeKTa, KOJIMUeCTBEHHas nH(opManus o Habyxa-
HUH U 1A y3NOHHONH KHHETHKH.

J1y1st MOHUTOpPHHTa (PU3UKO-XUMUYECKHX W3MEHEHHH, IPOUCXOSIIUX B CTPYKTYPE B MUKPOCTPYKTYpE Kpax-
MaJia Ipy pa3InIHbEIX BO3ACUCTBIX, B padote [39] Hapsaay ¢ peHTreHoBCKIM aHann3oM, BOXXX, ontrdeckoii u cka-
HUpPYIOLIEH 3JIEKTPOHHOM MuKpockonueil 6buia ucnonssopana CP-MAS SIMP 3C cnekrpockonus (crniekTpomerp
Bruker Avance 400, pezonancHas yactota 100.62 MI'n mis 3C, ZrOs-potop nuameTpom 4 MM, BpameHue 5 k[').
CrieKTpbl KpaxMalioB, MOBEPrHYTHIX BO3ICHCTBUIO BEICOKOTO IaBJIEHUS, TIOKA3aIl CMEIlleHHEe XUMUUECKOTO C/IBUTa
atoMma C-1, a Taxoke n3MEeHeHH HHTeHCUBHOCTH TTHKOB U1t C-1, C-4 1 C-6, MOCKOIBbKY JaHHAs 00pabOoTKa MIPUBOAHT
K 3HAYUTEJIIBHOMY CHH)KEHHUIO KPUCTAJUTUIHOCTH.

ITepBoe nccienoBanue 3(pUpoB MEITFON036I OBLTO TpoBeaeHo B 1995 1. [40] ¢ ucnonszoBanueM SIMP criek-
tpometpa Bruker MSL 300 P na paboueii uacrore 75.5 MI'n, ZrO»-potop auamerpom 7 uiu 4 MM, BparieHue 1 nnn
8 xI'm mpu KomMHaTHOW Temneparype. OObEKTaMU HCCIEIOBAHHS BBICTYIIMIIM KOMMEPUYECKH JOCTYITHBIE aleTrar
Y MPOMHOHAT Iiejutono3bl. [Ipu Bpamennu obpasua ¢ yacroroit 1 k1| B criekTpe HaOMIOaIuCh TaK Ha3bIBaeMble
CaTeJUTUTHI T OOKOBEIE MOJIOCH BpaleHus (spinning sideband), moCKONIbEKY CKOPOCTh BpAIICHHSI MEHBIIE aMITIH-
TyJIbl aHU30TPOIIHBIX B3auMoeiicTuil. Ilpu Bpamennn obpasia ¢ yactoToit 5 kI'I1 JaHHBIE MONOCH MPAKTUYECKU
Bce ncue3anu. BeicokokpucTamumaeckue Tpu-O-3aMeIieHHbIe MPOCThIe 3(UPHI HEIUTION03bI, IMEIOIINE B KAUECTBE
3aMECTUTENS ATWI, H-TIPOIMI, H-OyTWII, ajUlWl M METAJUIMJ, TOJIyYeHHbIE M3 HU3KOMOJIEKYJISIPHOU IIEJUIIOJIO3bI
(DP=15), 6pum uccnenoBansl B padote [41]. B pabotax [42, 43] Obuia m3y4eHa METIIIIEIUTION03a C PAa3THIHON
CTeTeHbI0 3aMerieHus. Ha creruanbHO MOTy4eHHBIX CTaHAAPTHBIX 00pa3Iiax METHIIIEIUTION036! C TIOTHOCTBIO O1-
HOPOJHOM CTPYKTYpO# 3amemnieHus: 2-O-MeTHIIEINToNo3a, 3-O-MeTHIIEINToN03a 1 6-O-MeTHIIEeIUTI0N03a ObUTH
nofo6pans! ycnosus peructparuu CP-MAS AMP 13C criekTpos u npoBeieHo oTHeceHne CUrHaoB [42] (criekTpo-
MmeTp Bruker AVANCE 600, ZrO,-poTop auametrpoM 7 wiH 2.5 MM, BpamieHne ¢ 9actotor 6.5 k['m mml2.5 k['1).
B pabote [43] Ha mpuMepe YeThIpeX KOMMEPUECKUX 00pa3IioB METHIILEIUIION03b] ONpeesieHa o0Ias CTEIeHb 3a-
MEIIEHNs U CTeIeHpb 3amelneHust mo aromaM C-6 u C-2/3. B pabote [44] ¢ momomibio TBepaoTenpHO SIMP 13C
CHEKTPOCKONHMH OBLIM ONpeNesIeHbl MapaMeTphl 3aMEIIeHUS IS THAPOKCHITUIIIEIUTION036], THAPOKCHIIPOTIHIME-
THJIEIUTIONO36I X THIPOKCHITHIMETHIILEILTIONO3E! (pHc. 5). Beruncienns: ocCHOBBIBAINCH Ha aHAIN3€ 3HAYCHUH OT-
HOCUTEIEHBIX MHTEHCHBHOCTEH ompegeneHHbix oonacteil B CP-MAS SIMP *C cnekrpoB 3MpOB LI035
¥ MUKPOKPHUCTAILTHMIECKOH memmonossl. Teepmorensusie IMP *C perucrpuposanmce Ha cnexrpomerpe JEOL
JNM-ECX400 (9.39 T, 100.5 MI'my) ¢ ucnions3oBanueMm 4 MM ZrO,-poTopa mpu BpamieHnu ¢ yactoror 10 xI'1. Ber-
gpcnennsle Ha ocHoBaHuH CP-MAS SIMP '3C crekTpoB pe3yibTaThl OBUIM HOATBEPKAEHBI HaHHBIME SIMP 13C
CIEKTPOB ITPOIYKTOB KUCIOTHO-KATAIN3UPYEMOr0 THIIPOJIM3a TeX JKe caMbIX 3()UPOB 1EUTI0N03bl [45].

Mertonom TBepaoTensroit IMP 2H u '3C cnekrpockonuu GbLIM MCCIIEN0BaHB THAPATAIMOHHBIE CBOHCTBA
PETHOCENEKTHBHO ATepU(DUIIMPOBAHHBIX MEJUTION03. B KauecTBe 00BEKTOB MCCienoBaHus BeIcTynanu 2,3-O-Tu-
pokcurnponwi- (HPC) u 2,3-O-runpoxcustnnuenmonosa (HEC) [46]. B nanHOM nccnenoBaHun Hapsiay ¢ Kpocc-
nossipu3anueit (CP) ucnonb3oBayics METOT OAHOMMITYILCHOM Todsipu3aruu (SP). T'uapaTtanmonssie 3¢ ¢GekThl 3a-
KJIFOYaJIHUCh B YMEHBIIEHUH ITUPUHA PE30HAHCHBIX CUTHAJIOB P NOBBIIICHUH YPOBHS THApPaTalliH U HCUE3HOBEHUH
curHana B oomactu 97.3 M.J. IpUHAJISKAIIEH MeHee yCTOMYNBON CKpYyYeHHON KOHpopMaIuu (puc. 6).
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Puc. 5. CP-MAS SIMP '3C criekTpbl MUKpOKPHCTAIIMYECKOH HELTr0036I (1),
THIPOKCHATHIIMETHIILIEIUTIONO3BI (2), THAPOKCHUITPOTMIMETHIILCIUTION03HI (3) ¥ THAPOKCHATHIIIEIUTIONO3HI (4)
(MOSTHYI0 MHTEPIIPETALMIO U COOTHECEHHE CUTHAIIOB MOKHO HalTH B padote [44])

2,3-0-HPC 2,3-0-HEC

Hydration
level
(%)

SP/MAS
80
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70
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62/63
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50

CP/MAS
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Dry

* *
CP/MAS
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ppm ppm

Puc. 6. Cniextpn *C CP-MAS (umxkuue criextpsi) u SP-MAS (Bepxuue cniektper) HPC (yeBbiii cronGerr)

n HEC (mpaBslii cTonben) npy pa3IndHbIX YPOBHAX THApaTalny. B criekTpax cyxux o0pas3mnoB pe30HaHCHBII
curtai ot C-1 (HeycToiunBOii (POPMBI) OTMEUEH 3BE3/I0YKOH (IIOJIHYIO0 HHTEPIPETALMIO H COOTHECEHHE
CUTHAJIOB MOXXHO HalTH B pabote [46])
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Kak cnenyer u3 pucynka 6, ciektpsl SP-MAS u CP-MAS nieHTHuHbI Kak A1 THAPOKCUIPONUI-, TaK U JJIs
THUIIPOKCUATHIIIICIUTIONO3bI, 32 UCKIIFOYCHHEM JTYUIIIEro OTHOIICHUS cUrHai/myM. B pabotax [47, 48] oOcyxnaroTcs
BO3MOXKHOCTH Hcronb3oBanusa CP-MAS SIMP 3C cnekTpockonuu is aHanu3a HanboJIee pacpoCTPaHEHHBIX (ap-
MAaleBTHIECKNX HAMOIHUTEIICH, NCTIOJIB3yEMBIX B TBEPBIX JIEKAPCTBEHHBIX (JOPMax, B TOM YHCIIE KPAXMaI-TJIHKO-
JsITa HATpHsl, KpaxMalla Pa3IMYHOrO MPOMCXOKACHUS, MUKPOKPUCTAIUTMYECKON LEIUTI0I03bI, THAPOKCHIIPOIIHIIME-
THJIEIUTIONO3b], STHIIIEIUTIONO03b], METHILEIIIION03b], THAPOKCH3THIIIEIUTIONO3b! U albrUHaTa HATpH. B nccieno-
BaHMH UCIIONB30Bancs crekrpomeTp Bruker DSX 400 ¢ paGoueii wactoroi 100.13 MI'n (13C), crangapTHbIi 4 MM
ZrO,-potop u BpatieHuu ¢ yactotoit 10 k' u ctangaptHbiii 3081 Bruker PH MAS VTN 400WB BLA4.

B pa6ote [49] ¢ nomompio CP-MAS SIMP 3C crieKTpocKonuu oCyIIecTBIICS KOHTPOJIb CTEEHH 3aMelle-
HUS TIPY TIOJTYYEHIH KapOOKCHMETIUIIICIUTIONO3HI TPH 3Tepu(pUKaiy OaKTepHaIbHOHM HeIIToIo3s! (puc. 7). Pe3yis-
TaThl, nonydennsie u3 CP-MAS SIMP 3C cnekTpoB, cpaBHHBaIM C JaHHBIMH KOHJYKTOMETPHYECKOTO THTPOBAHHS.

B paborte [50] ObL10 HCCIEI0BAHO MEPUOAATHOS OKUCICHHUE TISIUTIONIO3bI, TIPH 3TOM OBLTH TIOJTYYCHBI 2,3 -THalb-
JETHALEIUTIONO3b], 2,3-IUKapOOKCHIICINTIONO36l W COOTBETCTBYIOIINE HATPHEBBIE COIH. [IOCKONBKY XHMHUECKHE
capury rpymmn C=0 u COOH sBJIAIOTCS XapaKTEpHBIMHE, TO Bo Beex crektpax CP-MAS SIMP '3C ma6momarorcs co-
OTBETCTBYIOIINE M3MEHEHHUS. MccrenoBanme, IOCBSIIEHHOE OPEIENICHUIO COJIepKaHuUsI KapOOKCHIIBHBIX COSANHEHUI
B OKHCJICHHBIX Iemmono3ax merogoM CP-MAS SIMP *C cmektpockonum, penctasneno B padote [51]. s mpo-
BEPKH TOYHOCTH U BOCIIPOM3BOJMMOCTH PE3yJIbTATOB aHAIN3a OBUTH MCCIIEIO0BAaHbI 00pasiisl ¢ conepskanueM 0, 4, 8,
12, 16 u 20% xapOoKcHiIa, IPUrOTOBJICHHBIE CMEIICHUEM COOTBETCTBYIOLIMX KOJHYECTB HEOKHUCIICHHOH LIEJUTIONIO3bI
1 KOMMEPYECKOTO OKUCICHHOTO 00pasiia 6-KapOOKCHIICIITIONO03bI ¢ coiepkanneM kapookcuiaa 20%. [TomydeHHsie pe-
3yJIBTAThl CPABHUBAIIN CO 3HAYCHHUSIMH, OIIPE/ICIICHHBIMH 110 MeToAy, onncaHnHoMy B @apmakonee CLIA.

MHoro padoT HOCBSIIEHO HCCIEIOBAHNIO U3MEHEHHH, MPOUCXOAAIINX B IEJUTION03€E B IIPOIecce Mepcepu3a-
mun. Tak, B padote [52] oOpa3mbl KOMMEPUYECKH TOCTYITHON MHUKPOKPHCTAILTMYECKON IEIUTI0I03bI 00pabaTeiBaIn
Pa3NUYHBIMU KOHIIEHTpAaUAMHU BOIHBIX pacTBOpoB NaOH mpu pa3nuuHON Temneparype 1 3aTeM UCCIeI0BaJIH C T0-
mompto CP-MAS SIMP '3C cnexrpockonuu. Ilpu 5ToM HaGII00aIHCh H3MEHEHHS HHTEHCHBHOCTH U ()OPMBI CHTHA-
soB aromoB C1, C4 u C6, 4To CBsI3aHO C MU3MEHCHHEM KOH(pOPMAIIHH [EJUTIOIO3HBIX IETeH, MPOUCXOSIIUX B pe-
3yJIbTaTe pacTBOPEHUS EUT0NI036I B pacTBope NaOH n nocnexyronim ee ocaxkaenneM. [Toxoxee uccienoBanue
onucaHo B pabote [53], omHaKo 3/ech B KayecTBe 00bEKTa U3yUYCHUsI BBICTYIala [IEJUII0I03a, BBIACICHHAs 13 KOoMa
caxapHO CBEKJIbI. ¥ CTAHOBIJIEHO, YTO LEIUTI0JI03a, TOJyYEHHAs! B PE3yJIbTaTe KHCIOTHOW OYMCTKH, OOJIee BOCIIPH-
MMYHBa K MEpCepU3aLliH, YeM LIEJUTI0I03a, TOyIeHHAs IPU ASHCTBUHM IEJI0UH, YTO OOBSICHIETCS YaCTUYHOM Aero-
JIMMepHU3alneii, Mpou3ome el npu KUCIoT-

HOil oOpaborke. IlockoNbKY HCTOUHMKAMH o e
IIEJUTEOJIO36 MOTYT Pa3lIHYHbIE PACTUTEIbHBIE R o ﬂ
MaTepuanbl, HpeiCTaBiseT HHTepec paboTa C?O' LA e [

[54], B KOTOpPOIf 06OIOYKH KOKOCOBOTO Opexa )" EH;;'ONE C Cc i’ﬂ\‘\
(3mmKapn U SHAOKAPI) HCIOIB30BAIUCH U
TIOJTyYeHHs LIEJITIOJI03b], alleTaTa LeIUTHI03bI
U [EJUII0I03a-KPEMHE3eMHOT0  KOMIIO3MTA.
Bce nony4yeHHbIe MaTepuabl ObUTH OXapaKTe-
PU30BaHbl C NOMOLIBI TBEPAOTENbHOU SIMP
BC u?Si cnexrpockonnu. TBepHOTENbHBIE
BC u ¥Si SIMP CHeKTpsl perucTpUpOBAIHCEH
NpH KOMHATHOW TeMIlepaTrype C IOMOIIBIO
cnektpomerpa Varian/Agilent VNMR 400
MI'n (marautHOE TIoNe 9.4 Ti1, pe3oHaHCHBIE . . ;3 " g P ¢|3 "
gactotel 100.52 u 79.41 MI'y ms saaep °C u

»Si coorserctsenno). CP-MAS SIMP '3C

CIEKTPOCKOIIHS UCIOJIb30BaNIACh JJIsl MOHUTO-

PHHIra XUMHYECKUX H3MCHEHHH LCIUTIONO3HBIX  Pyc, 7. CP-MAS SIMP 3C criekTphl HCXOIHOM GaKTepHanbHOIl
BOJOKOH B mpouecce (dochopunuposa-  nemtonoss! (BC) u kapbokcumernnuposaHHbIx 00pa3nos BC

HUst [55], XOTS HY’KHO OTMETHTB, 4TO CIIEKTPBI C pa3nu4HOi creneHbto 3amerieHus (DS) (momHyio mHTEpIIpE-
TaIlI0 U OTHECEHUE CUTHAIOB MOYKHO HalTh B padote [49])

T T
140 120

chemical shift (ppm)

UCXOIHBIX M (HOCHOPHUIMPOBAHHBIX IIEIUTIO-
JIO3HBIX BOJIOKOH OTJIMYAIOTCS MaJo.
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Xumun, xumo3an u opyzue noaucaxapuost

Teepnorensras SIMP *C ceKTpoCKOIUsS MOKET ¢ yCIIEXOM IIPUMEHATHCS I XapaKTEPH3allid B APYTHX
noscaxapunos. Tak, B pabote [56] ¢ momomsto CP-MAS SIMP '3C criekTpockonuu ObUIHM BBISBJIEHBI Pa3IHuUs
B CTPOCHHUH O-XUTHHA U3 KPEBETOK M B-XUTHHA U3 KaimbMapa. OOpasmpl o- 1 B-XUTHHA OBUTH IPEIBAPUTEIHFHO OYH-
IIeHbI OT Oeska 00padoTkoit pactBopoMm NaOH, a 3aTeM nerncruHOM B pa3daBieHHOH yKcycHOM kucnore. OGe pas-
HOBHJIHOCTH XHTHHA OBUIH pacTBOpeHHI B N,N-nmuMeTnianeramuse, conepxkameM 5% LiCl, n ocaxxaeHsl 3aTeM Bo-
noit. Criektpsl CP-MAS SIMP '3C o-xutHHa coiepkar BOCEMb OCHOBHBIX PE30HAHCHBIX CUTHAJIOB, YTO CBHIETENb-
CTBYET O BBICOKOH CTETIEHHU CTPYKTYPHOH OTHOPOJHOCTH, TOTJa KaK B CIIeKTpe -xuTHHA curaaisl atomoB C-3 u C-
5 cnuBaroTcs B oJuH. B crienyromieii pabote [57] IpUBOAKUTCS ONPEICICHUE CTETICHH alleTUINPOBAHMS XUTHHA U XH-
to3ana MetogoM CP-MAS SIMP *C cnexrpockonuu. B necnenoBaHuy UCIIONB30Bacs crekTpomeTp Bruker MSL
400 P u Texnuka kpocc-(CP) u onHoummnynbcHO (SP) monsipusanny, npuuem, kKax 1 B pabore [46], kpocc-mossipu-
3anust gaeT Oosee KaueCTBEHHBIC CIEKTPHI, OTJIMYAIOIIUECS JIyYIINM OTHOIICHWEM CHUTHAJ/IIyM NPH MEHBIIEM
qHcJIe CKaHOB, YTO CYLIECTBEHHO COKpAILAeT BPpeMsl pETUCTPAIU CIEKTPOB (puc. 8).

CrpoeHne U nmapaMeTpsl 3aMELICHHUSI XUTHHA, XUTO3aHa U TUOYTUPWIXUTHHA OBUIM OMpEENICHB METOI0M
tBepaoTensHoi SIMP 13C cnektpockonuu [58], X0Ts crpaBeUIMBOCTH DA CIIEAYET OTMETHTD, YTO OOJIBLIEE BHHU-
MaHHE B JaHHOW pabore ObuTO yneneHo ucnonb3oBaHus MK-Dypee cnexrpockonuu. [logobHoe mccienoBanue
MpeJICTaBICHO B pabote [59], B KOTOpol 00BEKTaAMHU U3yUCHHS CTAIM XUTO3aHbI U3 Fuphausia superba pa3muaHon
crenenu anetuupoBanus (42%, 28% u <5%). B atoii pabote Taxke Hapsaxy ¢ CP-MAS SIMP 3C cnekrpokomnmei,
HCIIOJIb30BAIM PEHTICHOBCKYIO AudpakTomeTpuio 1 UK-DOypbe ciekrpockonuto. HoBbIM marom Ha myTH H3y4CHUS
CTPYKTYpHl XHTHHA OBLIO HCIIONB30BaHUE BhIcOKopaspemaromeii CP-MAS SIMP 3C cnekTpocKomuu ¢ mpuMeHe-
HHEM TEXHHKHU ABYMEPHOTO MO3TAITHOTO CKOPPEKTUPOBAHHOTO CIIMHHKHTA 00KOBBIX 1oJioc (2DPASS) [12]. B pa-
6ote ucnonpzopancsa SIMP cnexrpomerp JEOL ECX 500. Bpems criuH-pemeToqHoM penakcanun >C u3MepsIn Me-
togoMm Torchia CP, mapameTpsl aHU30TPONUY XMMHUYECKOTO CABUTA BOCHBMH XMMHUYECKH Pa3IMYHBIX YIIIEPOIHBIX
saep Obuta onpexpencHsl skcnepuMerToM 2D PASS-MAS-SIMP. Bonpmas BennyiHa aHA30TPOIIHHA XUMHYECKOTO
c/BUTa HaOIoaanach Juis siaep yriepoja C-7 kapOOHHIBHOM IPYIIBI M3-32 3JIeKTpocTaTHdeckoro addekra, Bogo-
POIHBIX CBSI3€H M MOJICKYJIIPHOW MAarHUTHOW BOCIIPHUMYHUBOCTH. JIpyroi MOAX0A K W3YyYEHUIO CTPOCHMS XHTHHA
Y XUTO3aHa COCTOMT B ncmonb3oBanuu 2D metonuku FIREMAT, ocHOBaHHO# Ha aHaau3€ CaTCIUIMTHBIX CUTHAJIOB
[60]. OmpenenennsIit HHTEpPEC MPEACTABISIET padoTa [61], B KOTOPOH HCCIIEIOBANIOCH KOMILICKCOOOpa30BaHMIE K-
sononucaxapuna Xanthomonas axonopodis pv. Citri ¢ nvonamu Cu?*. B pyrux uccie10BaHusX, HOCBAIIEHHBIX XH-
Ty, CP-MASS 3C SIMP ceKTpoCKOIHs HCIIONb30BaIach Kak METO MOHUTOPHHTa ()epPMEHTATUBHOTO THAPOJIN3a
XUTHHA [62], U OIICHKU KaueCcTBa XUTHHA, TIOJTYYEHHOTO U3 MaHIUPS KPEBETOK [63], a B3aMMOCBSI3U CTETIEHU alle-
TUJIMPOBAHUS C MEXaHUUECKUMHU CBOMCTBaMHU [64].
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Puc. 8. Teepnorensubie AMP *C criexrprr (a) CP-MAS u (b) SP-MAS: xurnna (ciesa)
U JICalle THIMPOBAHHOTO XUTHHA (CrpaBa) (MOJHY0 UHTEPIPETALUIO U OTHECEHUE CUTHAIIOB MOYKHO HalTH
B pabote [57])
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C nomomipio CP-MAS SIMP '3C cniektpockonuu GbLIM H3y4eHbl HEKOTOPBIE KOMMEpUECKHE NEKTUHBI [65]. Ha
OCHOBAaHHHM JJAHHBIX CHEKTPOB OBUIO OMPENENICHO COACPKAHUE TralaKTypPOHOBOW KHCJIOTHI, CTETIEHH METWJIMPOBAHUS
u anieTninpoBanus. [lokasaHo, 4TO HalIeHHBIE TAKUM 00Pa3oM Pe3yNIBTaThl XOPOIIO COrJIACYIOTCS CO 3HAUCHUSIMHY,
TIOJTyYeHHBIMA OOBIYHBIMU MeTonamu (potomerpus u BOXKX). CtpykTypy cMemaHHO-cBs3aHHOTO (1—3),(1—4)-B-
D-ritokana, 3KCTParupoBaHHOTO W3 AUMEHS, TaKKe MccieqoBay ¢ nomoinsio CP-MASS 3C SIMP crektpockonuu
[66], mprdem oOHApYXKEHO, UTO MOIMCAXapUI COICPKUT 00IACTH C ABYMS PAa3IIMYHBIMHA KOH(DOPMALIMSMH: YIIOPSIIO0-
yeHHOU M amop¢Hoi. B pabote [67] Obuti n3ydeHs! (1—3)-0-D-TitoKaHbl, CHHTE3UPOBAaHHBIE KIOHHMPOBAHHOW U3
Streptococcus salivarius TTIOKO3UITpaHC(Hepaszoif C UCTIONB30BaHIEM CaXxapo3bl B KAYECTBE CyOCTpaTa.

[onumopdusm Tpex pazaudHbIX GopMm Kypuiana U deTbipex (1—3)—B-D-rimokaHoB, CHHTE3UPOBAHHBIX il
vitro, 6611 mccnenoBa CP-MAS *C SIMP crekTpocKonuel i peHTIeHOBCKOM TIOPOIIKOBO# qudpakToMeTpucii [68].
Bb110 00Hapy>KeHO, YTO BBHICYIIECHHBIE 00pa3Libl KypAJaHa UMEIOT pa3yIopsI04eHHOE COCTOSHHE, B TO BPEMSI KakK I10-
JMMep, TOJBEPTHYTHIN THAPOTEPMATBEHON 00paboTKe NI HAOYXaHHUIO B BOZE, IMEET JIBE THAPATHPOBAHHBIC KPUCTAT-
JMYecKHe CTPYKTYpbl. OOpasiibl, CHHTE3UPOBAHHBIE if Vitro I€TePreHTHBIMU SKCTPAaKTaMH IIJIa3MaTHYECKUX MeMOpaH
u3 Rubus fruticosus u Saprolegnia monoica, a Takxe ¢ IOMOIIBIO MyTaHTHOU staMeHHO# (1 —3)-B-D-rmokanssHmorus-
poIasbl, IEMOHCTPUPOBATIH CTPYKTYPHYIO HEOXHOPOAHOCTh. Pe30HaHCHBIN curHan 76 M.J., COOTBETCTBYIOILUI aTOMy
C-5, 66u1 uaenTHdUIEpoBaH ¢ nomommpsilo CP-MAS SIMP *C cnekrpockonun. Brita o0Hapy»keHa BaKHOCTH 3TOTO
MHMKa KaK MapKepa CTEeNeHN CTPYKTYpHOit opranuszanuu (1—3)—f-D-rimokaHoB, Tak kak ero ¢opma 1 HHTEHCUBHOCTb
CBsI3aHa C COOTHOIICHMSIMHU Pa3JIMYHBIX KPUCTAJUTMYECKUX aJuIoMOP(OB B TAaHHOM Toiucaxapuze. I uapatsr o-, B- n
V-LUKIIOAEKCTPUHOB [69] Takke ObLIM uccaenosansl ¢ nomompio CP-MAS SIMP 3C cnexrpockonuu. O6HapyKeHo,
YTO KOH(OPMaMOHHBIE N3MEHEHHS (1—4)-TIIMKO3UTHON CBSI3H SBIAIOTCS BaKHBIM (hPaKTOPOM, ONPEIEIIIOIINM XH-
Muueckue caBuru st atoMos C-1 u C-4, B T0 ke BpeMs U3MEHEHHUS B XMMHUYECKUX CABHUrax aToMoB C-6 He CTOJb
MH(OPMATHBHEL, TaK KaK OHH 00JIee TyBCTBUTEIBHBI K HAJIMYMIO BOJOPOIHBIX CBSI3€H, O €M CBHACTEIBCTBYIOT CIEK-
TpaibHbIE U3MEHEHUs], TIPOUCXOISIIIE TIPU MOTepe BOJBI U3 KPHUCTAJUINYECKON CTPYKTYPHI.

CP-MAS IMP 3C CIEKTPOCKOITHS MOKET OBITh MCTIOJIB30BaHA IS HICCIICJOBAHUS CTPOCHHS TIEKTOBOU KHUC-
JIOTBI, €€ HATPUEBON M KaJIbIIMEBOM COJIeH, a Takke MeTuioBoro s¢upa [70]. beuio oOHapyXeHo, YTO B KUCIIOTE U B
ee HaTpHeBOH (opMe MOJIOKEHHsI CUTHATIOB U1 aToMoB yriaepoaa C-1 u C-4 cuiabHO 3aBUCAT OT KOH(popMannuu
TIOJIMCAaXapU/HOMN 1leNH. AJIbTMHOBAs KMCJIOTA TAKKe ABUIACh OOBEKTOM HCCIIEN0BaHUs TBEpAOTEbHOM SIMP 3C
cnekTpockonuu [71]. B wactHOCTH, B JaHHOH paboTe Ha ocHOBaHUH SIMP cniekTpa OBLIO OIpeieieH0 COOTHOIIICHHE
MaHHYPOHOBBIX H T'YITYPOHOBBIX ()parMEHTOB, a B padboTe [72] — M3y4eHO B3auMOICHCTBHE ABYXBAJICHTHBIX KaTHO-
HoB Ca?* u Mg?" GakTepHabHBIM AILIHHATOM IYTEM OMPEJENEHHS CKOPOCTEH CIIMH-PENIETOYHOM peakcaluy,
a TaxKe MUPHHEL ¥ popMel curHanos *C npu nsMenennu nona metawia. Coobmaercs Takxke o perucrpamun CP-
MAS SMP 3C crexTpoB pa3snIMYHBIX KapparnHAHOB, (ypIlelIapaHa ¥ arapo3bl, BRIICICHHBIX M3 Bogopocnei [73],
MIPOBE/IEHO CPaBHEHHE CIIEKTPOB, MOTYYESHHBIX B TBEPJIOM COCTOSHHH U B PACTBOPE.

Ipumenenue CP-MAS SIMP 3C cnexmpockonuu 6 ucciedosanuu mamepuaiog pacmumeibiozo
npoucxodcoenus

HecoMHeHHBII HHTEpEC IpeacTaBiIieT ucnoib3opanue CP-MAS SIMP *C crexTpockonuy B HCcileJOBaHUN
pacTuTenbHBIX MaTepuanoB. OHa U3 MEePBBIX paboT ObIIa MOCBSIIEHA HCCIEIOBAHHUIO TTOIUCAXapHUIOB, BXOSIIIUX
B COCTaB KJIETOYHBIX CTEHOK pemdaToro jayka (Allium cepa) [74]. dua peructpanun CP-MAS SIMP 3C cnextpos
JIAHHBIX TOJIUCAXapHJIOB CHEUATBHO OBUIM MOA0OPaHBI YCIOBHUS C PA3IMYHON JUTUTEIBHOCTBIO UMITYJIbCa KPOCC-
MOJISIPU3AINH, TI03BOJIMBIINE ITOJYIUTh O0JIee KaueCTBEHHbIE CIIEKTPHI. JIMTeIbHOCTh MMITYIIbCa ObUIA YBEJINUEHA
ot cra"aapTHBIX 0.5 Mc 10 2 Mc. Takoif MoIXoA, IO MHEHHIO aBTOPOB, MOXKET OBITh MPUMEHUM K IPYTHM MATKHM,
YBIIQ)KHEHHBIM TKaHSIM PaCTEHUH W )KUBOTHBIX.

®pakiuu KyTHKYIIBI oonenuxu (Hippophaé rhamnoides), aepHoii cMmopoauHsl (Ribes nigrum), a Tak:ke MeM-
OpaHbI KpacHOH KOXypbl KapTodeins (Solanum tuberosum var. Asterix) Taxxe craiu o0bekTamu uccienoanus CP-
MAS SAMP 3C cniexrpockonuu [75]. B pa6ote ucnonszosaics cektpomerp Bruker AVANCE-400. CriekTpasbHble
MCCIIEIOBaHNs NOATBEPAMIN HAINYUE TIOJIMCAXapHIOB U apOMAaTHYeCKOH JIMTHUHOMOAO0HOH (pakimu, a Takxe
MPHUCYTCTBHE MMOJMMEpa THIIA KyTaHa B KYTHUKYJISIpHOH (hpakmmu sroasl. OOHapyKEHO HEKOTOPOe BIMSHIE Ieorpa-
(bmueckoil MUpPOTHl NPOMU3PACTaHUS Ha COCTAB KYyTUKYJISIPHBIX (ppakumii 1u1st 4epHO# CMOPOIUHEL, YTO OBLIO Mpojie-
MOHCTPHPOBAHO Ha MpHUMeEpe ArOJ, BBHIPAIICHHBIX B CeBEpHOU M 1okHOW PuuHmsHanu. CrekTpsl KapToheasHOTO
cyOepuHa MOXO0XKH Ha CHIEKTPBI KyTHKYJI 4epHOl cMopoaunbl. CP-MAS SIMP '3C criekTpocKonuio UCnob30Bany
MIPY MCCIIEJOBAHUH IKCTPAKTOB IICITYXH COHM 1 OIPEAEITICHNS BXOIAIINX B €€ COcTaB noyucaxapuaos [76]. Iloxoxee
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UCClIeI0BaHKe ITPOBECHO Ha IIPUMEPE MOPOILIKOB NHIIEBHIX BOJIOKOH apOHUH, YEPHUKH, YEPHONH CMOPOAMHEI U 510-
noka [77]. Cnextpbl IMP sSBRSIOTCS CIIOKHBIMH M3-3a CYIIEPIIO3UIINN PE30HAHCOB OT PA3IMYHBIX MOJIMCAXAPUIOB
1 oM (EHONTBHBIX COETMHEHUH, OIHAKO TT03BOJISIIOT HICHTU(PHUIPOBATH OCHOBHBIE KOMIIOHEHTBI: MUKPOKPHCTAI-
JIMYECKYIO LEIUTI0NI03Y, IEKTHHBL, JINTHUHBI, KyTHHOIIOJOOHbIE TIOJIMMEPHI X KOHACHCHPOBAHHBIC TAHUHBI.

Beutn ucciieoBaHbl BOJIOKHA LEIUTIONO3bI, M3BJICUCHHBIE N3 a)pPUKAHCKUX HATHBHBIX TPaBSHBIX BOJIOKOH
Napier [78]. O6HapyX€HO, UTO U3BICICHHBIC BOJIOKHA UMENHN 00JIee BRICOKOE COJePKAHNE O-IICTUTIONIO3HI, KPHCTAI-
JIMYHOCTh U TEDMHYECKYIO CTAOUIIBHOCTh, Y€M MCXOJIHbIE pacTHTENbHbIE MaTtepuansl. CP-MAS SIMP '3C cnektps
MOATBEPXKAIOT yJalCHNE KOMIOHEHTOB JINTHUHA U TEMHIIEIUTION03 TIOCIIE XUMUIECKOH 00paboTKu. AHAJIOTHIHOE
UCcle/I0BaHNe Ha PUMEpeE JIbHa, KOHOIUTH, KeHada 1 copro nposeneHo B pabdore [79]. HalineHs! cTpyKTypHBIE pas-
TU9HA, 00YCIOBICHHBIE IPUCYTCTBUEM PA3IMIHBIX ()OPM LIEIUTION03bI, UYTO TAKXKE OBUIO TIOATBEP)KIECHO C IIOMOIIBIO
PEHTreHOBCKOH nudpakTomerpur. OOHapyKEeHO, YTO IIPU HEPEXOe OT JIbHA M KOHOILIM K KeHady U copro couep-
JKaHHUEe KPUCTAILIIYeCKor (opMbl yMeHbIaeTcs. [Toxoxee nccienoBanue [80] MOCBAIIEHO ONPEAETICHAIO BIHSHUS
SKCTPaKLUH Ha MOJIEKYJIIPHOE CTPOEHHE LENIIOJIO3bl Ipernapara KJIETOYHONW CTEHKHM [BYJOJIBHOTO pPACTeHHUS
Arabidopsis thaliana. BiisiHue TEpMOXUMHUYECKAX 00pabOTOK (aKBaTEPMOIIN3, THPOJIH3 ¥ UX KOMOMHAIINH) Ha CO-
CTaB COJIOMBI MIIEHUIIBI U3yueHo B pabote [8§1]. B oTnuume oT muponusa MIIeHUYHON COJIOMBI, MUPOJIU3 aKBaTep-
MOJIH3HPOBAHHOM COIOMBI OCTABISET CJIEABI LIEIUTION03EI Ha yrite, a B CP-MAS SIMP *C crekTpe mpHCYTCTBYIOT
0oJiee MHTEHCUBHBIE ITMKH METOKCHU-TPYIII JIUTHUHA. Bee nmuponusartsl cogepkar anudarunieckue GpparMeHTsl, Ko-
TOpBIe OBIIN MPUIHCAHbI KYTHHY WM KyTHHOIIOJOOHBIM MaTepuagaM, MaKpOMOJIEKYIbl KOTOPBIX HOKPBIBAIOT MO-
BEPXHOCTh pacTeHus. B pabore [82] merogom CP-MAS SIMP '3C criekTpockonuu ObIIH 0XapaKTepH30BaHbl BblJIE-
JICHHBIE M3 IICIyXH 3€pPEH OBCa M SUMEHS HEPacTBOPHMBIC B BOJAE IHIIEBBIC BOJIOKHA. BBUIM MOJydEeHBI JaHHbBIE
0 COJIep’KaHUU B HUX LIEJUTIONO3bI U HELEIIIOJIO3HBIX MOJHCAXapUI0B.

Hepazpymaronmii MeTo; OBICTPOr0 KOJIWYECTBEHHOTO ONPENENICHUs LENIION03bI B Tabake MpeacTaBlicH
B pabote [83]. [y aToro obpasel| mopoIKa 3arpyajid B pOTOp, COACPKAIINA CHITUKOHOBYIO TPYOKY B Ka4ecTBE
BHyTpeHHero crangapra. Crexrpsl CP-MAS SIMP 3C 06pa3sios Tabaka 06paGoTaHBI METOAOM CIIEKTPAILHOM He-
KOHBOJTIOIMY 10 curHajgam aroma C-1 mpu 105.5 M., v BHyTpeHHero cranaapta npu 0 M. PesynbraThl pa3pado-
TaHHOTO METOJa XOPOLIO COINIACYIOTCS C pe3yibTaTaMM XuMmudeckoro aHammsa. C momomsio CP-MAS SIMP 13C
CIIEKTPOCKOIINH UCCIIEN0BAIN U3MEHEHHUS CYIIPaMOJIEKYJIIPHBIX CBOMCTB LEJUII0I03H! |, MoTyyeHHON U3 ApEeBECUHBI
JMCTBEHHBIX TIOPOJI B TIpoliecce cymkH [84]. OOHapykeHO 3HaYNTEIbHOE N3MEHEHNUE JTaTepalbHBIX Pa3MEpOB arpe-
rara puopwt. JlaHHbI#H 3¢ dexT ObLT HCCIIeI0BaH MPHU PA3IMYHBIX METOAAX CYIIKH.

WHTtepecHble pe3ynbTaTel MPUBOAATCS B paboTe [85], Tie onmcaHo KOJIMYECTBEHHOE OIIPE/IeNICHNE TIIIOKaHOB,
MaHHAHOB M KCHJIAHOB, 00pa30BaBIIMXCS B IpOIECCe paclaja ApeBecHHsl kunapuca (Cupressus glauca), moasepr-
mieficst Bo3eiicTBUIO rpruOKoB Oypoit raumm (Gloeophyllum trabeum, Lentinus lepideus) n 6enoit rawmn (Trametes
versicolor, Ganoderma applanatum). C nomomsro CP-MAS SIMP '3C cniektpockoruu 66110 0GHAPYKEHO, UTO CKO-
POCTB JIeTpa/laiiy MOJINCAaXapu/IOB APEBECHHBI KHITAPHCa HAXOAATCS B CIEAYIONIEH IT0CIeA0BaTEIbHOCTH: MAaHHAH >
rajakta > kcuial > rimokad. CP-MAS SIMP 3C criekTpbl 1oKasam, 9To Ipy BO3AEHCTBUY IPUOKOB OYpOoii THAJIA Ha
JIPEBECHHY, B IIEPBYIO OYEPEIb, IPOUCXONUT yAaIeHHE YTIIEBOIOB, IPUUEM FeMHIEIUTIONO3b] YAAISUTICEH ObICTpee, 4eM
1eJUTI0JI03a. B ciydyae TMrHMHA IPOUCXOIAT TakKe MPOLECCH IEMETHIMPOBAHNSA M OKHUCICHHUSI. AHAIOTHYHOE HCCIle-
JIOBaHHE OTIMCAHO B padote [86], TOCBSIICHHOH UCCISOBAaHHUIO N3MEHEHU, IPOUCXOIAIINX B IpeBecuHe naiiMa (Tilia
cordata Miller) nipu 3apaxxeHnu ee rpuOkamMu MsTkod rHUIU (Trichoderma viride Pers) Ha pazinmdHble Cpoku 10 84
nueil. CTpykTypHbIe 1 Mopdoiornieckue TpaHchopManny ObUTH OLIEHEHBI IyTeM CPaBHEHHUS CTPYKTYPHBIX OCOOEH-
HOCTe# 00pa3lioB THUJION JIPEBECHHBI JlaiiMa ¢ HeM3MeHEeHHOH. OOHapyKEHO, YTO CTENeHb KPUCTAIIMYHOCTH U J0JIS
IEIUTIONIO3B] B TIpOIiecce OMOJErpaaliii CHIKAIOTCS, TOTAa KaK KaKyIIMHCS JIaTepajibHBIH pa3Mep KPHCTAJUINTOB
1 10711 BHYTPEHHUX IIeNel KPUCTAUTUTOB YBEIMIMBAIOTCA IIPH JUTUTENBHBIX Mpolieccax OHoIeTpaaaliii.

O6bextom uzyuenus CP-MAS SIMP '3C criekTpocKonuu CIIy>KWIM BBICYLIEHHBIE WIJIBI aBCTPATHHCKOM
cocHsl [87]. Ucmonb3yst pasauYHbIE METOAMKH CIIEKTpaNbHOTO penaktupoanus CP-MAS SIMP *C cnektpos, yna-
JIOCh MOJIYYUTh CyOCHEKTPHI YETBEPTHYHBIX, TPETHYHBIX, BTOPHYHBIX M IEPBUYHBIX ATOMOB yIiiepoja.

C nomomipro CP-MAS SMP '3C crieKTpoCKOHMI MOKHO H3y4aTh MPOLIECC YBJIAKHEHHS OyMaXkKHOM Macchl [88].
OO0pasipl OyMakHO# Macchl 00padaThIBAIM IMKJIAMHU CYIIKK M cMaunBaHus nepen SIMP anamiszom, a nponsomieaiiee
YKOPOUYEHHE TTOJIMMEPHOH [ENH PEruCTPUPOBATIOCH IT0 CHEKTPATIHHBIM M3MEHEHHSIM CUTHaNIOB aToMoB C-4. YBenmde-
HHE CUTHaJIA, MPUHAJIEKAIIEr0 KPUCTAUINYECKOH ()OpMe U YMEHbIIEHHE CUTHAJIOB, COOTBETCTBYIOIINX JIOCTYITHBIM
amMop(HBIM TOMeHaM, ObII0 0OHAPYKEHO Kak /Uil OyMa)kKHON MacChl, TaK M JUIS MOJEIFHON HAHOKPUCTAITHIECKOH
LEJUTIONI03bl. DT CIIEKTPAIBHBIE N3MEHEHUS] YCUIIMBAINCH ITPU TIOBTOPSIIOIIMXCSI IUKJIAX CYIIKH U cMadnBaHus. Mc-
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ClIe/IOBaHUE PETPOrpaslaliiy Kpaxmasa B IIpoLecce XpaHeHus Jierenek onucano B padore [89]. I[Ipoucxonsmye nime-
Henus (gukcuposanu ¢ nomompio UK, Paman- u CP-MAS SIMP 3C cnektpockonuu. MccienoBaHo BIMSHUE COOTHO-
IICHUH LIEJUTIONO03bI ¥ TEMHIIEIUTION03 Ha YIBTPACTPYKTYPY BOJIOKOH B TPEX Pa3iIMYHBIX 00pasiax, MOJyYeHHBIX PU
pa3muuHBIX MeTonax KpadT-Bapku [90]. YipTpacTpyKTypa BOJIOKOH OBLIA M3Y4eHa C TIOMOIIBIO0 CKAaHUPYIOIIECH HJIeK-
TPOHHOU MHKpPOCKOMMH ¢ 10J1eBoii amuccueit (FE-SEM), a Takxke ¢ nomorupio CP-MAS '3C SIMP cniektpockonuu,
B pE3yJIbTaTEe yAAJIOCh NMOTYyYUTh AaHHBIE 00 OOBEMHBIX CBOICTBAX BOJIOKOH LIEIUTIONIO3BL. Tak, 00pa3ibl ¢ BEICOKUM
coziepKaHHeM TeMULIEILTION03 UMENH MOPUCTYIO TOBEPXHOCTHYIO CTPYKTYPY, @ C HU3KUM COJIepiKaHuEM — 0oJiee KOM-
nakTHy10. B criekrpax CP-MAS SIMP '3C 5To m3MeHeHHE 0Tpakanoch B 06JacTH CHTHanoB ais atoma C-4. Pesyin-
tatel FE-SEM u CP-MAS SIMP 3C Xopo11o KoppenupyioT MekI1y coOoil.

CrpoeHue KIETOYHON CTEHKH CaXxapHOW CBEKIBI M KapTodens ObUIO MCCIEN0BAHO HA MPUMEpE MIETOYHBIX
SKCTPAKTOB ¢ MOMOMILI0 TBepAoTebHOM SIMP 3C cnextpockonuu [91]. YcTaHOBIEHO BIAMSHHUE JBYX ApaMeTPOB
skcrpaknuu: korneHTparu NaOH (0.05, 0.275, 0.5 M) u remnepatypsr (40, 65, 90 °C) Ha coctaB (HeWTpaIbHBII
U KUCIBIHM caxap) U3BJICUEHHBIX OCTATKOB. IIpu MOBBIIEHUN KOHLIEHTPAIUU LEI0UU U TeMIIepaTyphl OCTEIIEHHO
BBIMBIBAIOTCSl HELIEIUTIOIO3HBIE MOJNCaXapuabl. B IIETOYHBIX SKCTPAKTaX CTEHOK CaXapHOW CBEKIBI COIEPKAHUC
NEKTHHOB BBIIIE, YEM B MaTepualie KJIETOYHOH cTeHkn kaptodens. Trepaorensnas AMP 3C mokasana nanuune
IBYX (pakiuii OOKOBBIX IieTIel apabuHaHa U rajlaKkTaHa.

CP-MAS SIMP 3C criekTpocKonus HaeaibHO MOAXOUT ISl U3yUEeHHs CTPOEHHS KJIETOUHBIX CTEHOK pacTe-
HUM Ha MOJICKYyJIsIpHOM ypoBHe [92]. Ha mpumepe momenpHbIX pacteHuit Arabidopsis thaliana, Brachypodium
distachyon u Zea mays ObU10 00HApyKEHO, YTO LIEJUIION03a, TEMULEIIION03bl U IEKTHHBI 00Pa3yloT eqUHYIO CETh
B TIEPBUYHON KJIETOYHOM CTEHKE; B KIETOYHBIX CTCHKAX JIBYJOIBHBIX PACTCHUH OEJIOK HKCIIAHCHH CBSI3aH C 00ora-
IICHHOM T'eMHIIEIUTION03aMK 00J1aCThI0 MUKPOGHOPHILT LEJUTION03bI; LEJUTI0JI03a IEPBUYHOM CTEHKH COJEPIKUT MO-
TUMOpQHBIE CTPYKTYPBI, KOTOPBIE OTIMYAIOTCS OT CTPYKTYp OaKTepHanbHON IEIono3bl. M3ydenne n3MeHeHus
cocTaBa KJICTOYHOM CTCHKH IIJI0ZI0B KUBH MPH CO3PEBAaHUH MPOBEACHO B padore [93].

Ha npumepe cembaepes ¢ MOMOMBI0 TBepaoTeabHoi IMP 3C crekTpockonuyu IpoBeIeHO MEPBOE CPABHA-
TEJIbHOE M3YyYeHHE KIJIETOYHBIX CTEHOK KOJUICHXUMBI M MapeHXUMBI [94]. beuto HalieHo, 4TO KIeTOYHBIE CTEHKU
KOJUICHXMMBI COJICpKaT MEHbIIE EKTHHA, HO OOJIbIIE TEMUIIEIIIION03 [0 CPAaBHEHUIO ¢ TapeHXuMoil. TBeproTesns-
uele SIMP 3C crekTpbl nokasaiu, 4To B CHEKTPE KOJUIEHXMMbI 00JIee HHTEHCUBHBI apaOMHAHOBBIE CUTHANIBI, B TO
BpeMd Kak B CIIEKTPE NMapeHXUMBI OOIbIIE TadakTaHoB. B ucciemosanum [95] tBepaorensnas AMP *C cmekrpo-
CKOITUsI ObLIa MCTIOJIB30BaHA JIJIsl CPABHEHMS! Pa3lIMuMil B COCTABE MOJIMCAXapUIOB, COAEPIKAIIMXCS B KOXKYpE SO0JI0K
«Scifresh» u «Royal Galay. [Toiyuennsle TBepaoTenbHble cuekTpsl SIMP *C BBICOKOTr0 pa3peleHus MO3BOIHIM
MOHATH, KaK (PU3UUECKHE CBOICTBA 3aBUCST OT MOJHCAXaPUIHOTO COCTaBa 00BEKTOB UCCIIEIOBAHNSI.

XuMndeckasi CTpYKTYpa M B3anMOZEHCTBHE TOJINCAXapH/I0B KIICTOYHON CTEHKH KPACHBIX MOPCKHUX BOZOPOC-
neli Palmaria palmata 6euma usyuens: metogom SIMP 13C cnektpockonmu B TBepmom coctosiuuu. Criexktpsr CP-
MAS SMP 3C perugpaTupoBaHHOT0 HOPOLIKA BOAOPOCIEH BRIBUIM npHucyTcTBHE B-(1—4)/B-(1—3)-cBa3annOoro
D-kcunana [96]. [TonydeHnne u uccieoBaHue arapo3bl U3 KpacHou Bogopociu Gracilaria dura mpuBoIuTCS B pa-
6ote [97], a B pabote [98] nmpuBeneHO CPaBHUTEIFHOE HCCIIEJOBAHUE COCTaBa KIETOYHBIX CTCHOK MPECHOBOIHBIX
(Chlamydomonas reinhardtii) u mopckux (Pavlova lutheri and Nannochloropsis oculata) MUKpoBOAOpOCTEH.

WHTepecHbI MoAX0A AT U3Y4EeHUs mpolecca ToppedUKALNK PA3INYHBIX THIIOB OMOMAacChl IPEUIOKEeH
B pabote [99]. Toppedukaius OblIa HCCACIOBAHA C MOMOIIBIO TEPMOTPABUMETPUICCKOTO aHAIN3A U TBEPIOTEIIb-
Hoit SIMP *C criekTpocKkomuu Ha IIPUMEPE YeThIPEX PACTUTENBHBIX OOBEKTOB: COCHBI, MECKAHTYCa, SICEHS M COTIOMBI
nieHupl. [loTepst Macchl ¥ UI3MEHEHHUsSI B XUMUYECKOM COCTaBe M CTPOSHHMH TBEPAOi (a3bl n3ydanach, COOTBET-
CTBEHHO, B 3aBHCHUMOCTH OT TEMIEpaTyphl U BpeMeHH. bputo oOHapyxeHo, 4To 00pasibl, coaeprkaliie O0oJbIme
KOJINYECTBA KCHJIaHA, TEPSIOT Maccy ObIcTpee. JINTHUH MOKa3asl 3alIUTHYIO POJb MO OTHOUICHMIO K IIEJUTIONIO3E,
MOCKOJIBKY CKOPOCTb €r0 JAerpaialiuil BhIILIE, U OH MOABEPraeT Aerpajaliy B IEPBYIO OUepeb.

B pa6orax [100-102] mokaszano, uro CP-MAS SIMP '3C cnexTpoCKONMst BEICOKOTO pa3peIieHus cTana mo-
JIE3HBIM METOJIOM HCCIIEJOBAHMS CTPYKTYPHBIX OCOOCHHOCTEH apXeoJornyeckux npeameron. Tak, B pabore [100]
MIPUBOUTCS 00IIast CTpaTeTHsl KAYeCTBEHHOTO aHAIN3a APEBECHHBI, BKIIOYAIOMIAs CIEIyIONINe MOIX0Ab!: 1) moury-
yenue 1 SIMP ucciieoBaHust MOAENBHBIX COSTMHEHHUH, SIBIISIOMINXCSI OCHOBHBIMU KOMIIOHEHTaMH JIPEBECHUHBI (JIUT-
HUH, TIeJUTIONI03a ¥ TEMHUIIEIIITIONIO3B); 2) NCCIIeTI0BaHHE KOMIIOHEHTOB IPEBECHHBI, TTIOIBEPTIINXCS Pa3INIHBIM BO3-
neiictBusM; 3) paspaborka texHuku 1D, 2D u naxe 3D skcnepumentos B IMP nccnenosanusx. Ha pucynke 9
MIPECTABICHBI THITHYHBIE CIIEKTPHI, TOyYSHHbIE C HCIIOIB30BaHUEM PA3INYHBIX UMITYJIbCHBIX TIOCIIE0BATEIFHO-

CTGI7[, MO3BOJIAONIUE PETUCTPHUPOBATH PE3OHAHCHBIC CUT'HAJIbI PA3JIMYHBIX TUIIOB ATOMOB yIJI€pOaa.
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A CPMAS
B SCPMAS
C CPPI
D x4 CPNQS
E x4 LCPD
F x4 CCPI-DEP
G x16 1Q-Filter
150 100 50 ppm 0

Puc. 9. CpaBautensusie cnektpsl IMP *C 06pasua apxeonorudeckoil ApeBECHHBI ¢ HCIIONb30BaHHEM
Pa3IMYHBIX TEXHHUK 3KCIIEPUMEHTA JUISl OTHECCHUS CUTHAJIOB YSTBEPTUYHBIX (O€3BOIOPOIHBIX) AaTOMOB
yriepona u CHy-dparmenTon: (a) CPMAS, (b) SCPMAS, (¢) CPPI, (d) CPNQS, (e) LCPD, (f) CPPI-DEP, (g)
onHokBaHTOBast hrbTpanus (1Q-Filter) (moHyr0 HHTEpPIIPETAIINIO U COOTHECEHNE CUTHAJIOB MOJKHO HAWTH

B pabore [100])

B caenyromeit pabore [101] paccmorpeno npumenerne AMP-ananm3a U1 ucciefoBaHAs U3MEHEHUH, TIPO-
UCXOZSIIMX B OKAMEHEJION IPEBECHHE B IPOLEcCax OKaMEHEHUsl, yriaeduKaum, MUHEpaIu3aluid U MyMU(pUKaIIH.
[IpencraBnensr o0muye MPUHIMIEI, HEOOXOJUMBIE IS MTOTYYEHHS HaJeKHBIX M BOCIIPOM3BOIMMBIX PE3YJIHTATOB
aHaIN3a UCKOMaeMoro nepesa ¢ momonsio CP-MAS IMP 13C cnextpockonun.

He menee BaxkHOl sByseTcs padota [102], B koTopoii ¢ momompio SIMP 'H penakcanuu u CP-MAS SIMP 13C
CIEKTPOCKOMNHHU OBUIM OXapaKTepH30BaHbl aHTUYHBIE JIUCTHI Oymaru. bpiio 00HApyKEHO, YTO MOJYKPUCTAIITHYE-
CKasl BOJIOKHHCTas 1IeJUTI0I03a, OoraTas Booi, npucytcTByeT B la u If dpopmax. AMopdHas nemtonos3a ¢ HU3KUM
COJIEPXKAHNUEM BOJBI COJIEPKUT OOIbIIIee KOJMUYECTBO TapaMarHUTHBIX MIPUMecei U XapaKTepHu3yeTcs JOBOJIBHO KO-
porkumu 'H crimu-pemetounsivu penakcanusimu u 3C pesonancamu. ClienuanbHbIe MOCIEN0BATETLHOCTH UMITYJTh-
coB crioco6Hs! rerepupoBath CP-MAS SIMP 3C criekTpbl, B KOTOPBIX Y4€TKO HAGIIONAETCS IPUCYTCTBYIOMIAs B Oy-
Mare aMmop(QHas LeuTIoN03a.

3aknwuenue

[IpencraBnenHslii B 0030pe Marepuall HArJsHO ITIOKa3bIBAET, YTO B MOCJIEJAHUE TOJABI TBEPAOTENIbHAS
SIMP 3C crexTpOCKONHs PH BPAIEHHH IO MarndeckuM yrioM Bpamienus (MAS) u B 0COGEHHOCTH TEXHHKA
kpocc-nossipuzanuu (CP) Haxoxut Bece Oosbliee U pazHOOOpasHOE MPUMEHEHHE, TT03BOJISIS ONPEIeNITh KaK Kadue-
CTBEHHBIH, TaK U KOJIMIECTBEHHBII COCTAaB aHAIM3HPyEeMOro oOpasiia. BaxHeHIIM npenMyImecTBOM MeTo1a Kpocc-
MOJISIPU3AIUH SBIIsieTCs1 O0JIee BBICOKOE pa3pelIeHHe CIIEKTPa MPHU MEHbIIIEM KOJIMYECTBE CKaHOB, YeM P HCIIOJb-
30BAaHUM JPYTUX TeXHUK. ONyOIMKOBaHHBIE UCCIENOBAHUS MOKa3hIBaroT, uto CP-MAS SIMP *C cnektpockomnus
MIO3BOJISIET IIOJIy4aTh KaYeCTBEHHYIO M KOJIMYECTBEHHYIO MH(OpMANHUIO O cOCTaBe M CTPOCHUHM ITOJIMCAXapUI0B Ha
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KOMMEPYECKHU TOCTYITHOM 000pyI0BaHUH. J[J1s1 TOTO YTOOBI MOJYYHUTh KOJUYECTBEHHO MpaBuwibHbie CP-MAS SIMP
BC cmexTphl, MOKHO PEKOMEHIOBATh HCIIOIB30BATh MAKCHMAIBHO JOCTYIIHYIO Ha IPHOOPE CKOPOCTH BPAIICHUS
o0pasia ¥ IIMPOKOIOJIOCHYIO Pa3Bs3Ky OT NpoToHOB. IIpu 3ToM KayecTBeHHBIE 1D CrIEKTpBI MOXKHO MOJTy4YaTh Ha
crangapTHBIX SIMP cnexTpomeTpax ¢ gactoroit ot 300 MI'n (mua 'H) m 75.5 MI'n (s 1*C); mis momyuermns 2D
CIIEKTPOB JKEJIaTEIbHO MCIIOJIB30BaTh CHEKTPOMETPHI ¢ OONbIIEi YacTOTOW M MarHUTHOM IOJIEM, ITPU 3TOM BO3-
MoxHO noiydenne 2D 3C-PC-koppelamuoHHbIX CIIeKTPoB ¢ ucnoib3oBanueM TexHukn INADEQUATE (romo-
anepHas koppensuus saep *C uepes onHy u 6onee ceaseii) u 2D *C-'H-koppessAOHHbIX CIEKTPOB C MCMOJB30-
BaumeM TexHuKH MAS-J-HMQC (reTeposiepHas KOPEIAIHS IEPBOTO HOPSIKa MEXKILY IPOTOHaMH U siapamu 2C).
BaxHo 0TMeTHTB, uTo peructpanus CP-MAS SIMP 3C cnekTpos B HacTosIIee BpeMs cTajla pyTHHHOMN HpoLe ypoil.
Crnemyer moI4epKHyTh, 9TO COYETAaHHIE TOCTYITHOTO 000PYAOBAaHIS M pa3HO0Opa3HbIX MeTo10B SIMP skcnepumenTa
CIOCOOCTBYIOT IpOTpecCy AalbHEHIINX UCCIIEOBAaHMI B 00JIACTH UCCIIEIOBaHMUS CTPOCHHS M COCTaBa MOJIMCAXapH-
JIOB ¥ MIX TIPONU3BOIHBIX.
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Polysaccharides are high molecular weight compounds represented by long linear and/or branched chains of monosaccharide
residues linked by a glycosidic bond. Currently, there is a huge and rapidly-growing interest in the chemistry of polysaccharides due
to their widespread use in various spheres of human life. The study of polysaccharide structure is a complex and non-trivial task, and
in this area solid-state '3C NMR spectroscopy are widely applied in recent years. The review analyzes the possibilities of solid-state
13C NMR spectroscopy for the study of polysaccharides and natural objects containing polysaccharides. The evolution of *C solid-
state NMR spectroscopy methods is shown with the main focus on the usage of the cross-polarization (CP) technique based on
rotating the sample under the magic angle (MAS), since in this case the spectra are obtained without artifacts signals and with the
best signal-to-noise ratio and high resolution. The review focuses on cellulose as the most widespread polysaccharide, in addition,
the applicability of CP-MAS '*C NMR spectroscopy for the study of other polysaccharides, as well as plant materials, is considered.
The represented examples clearly show that CP-MAS 3C NMR spectroscopy is the most powerful experimental method that allows
to obtain information on both the composition and structure of polysaccharides, as well as the composition of various plant materials.
Moreover, the combination of available equipment and various techniques of solid-state *C NMR experiment will contribute to the
progress of further research in the chemistry of polysaccharides and their derivatives.

Keywords: solid-state 13C NMR spectroscopy, CP-MAS, polysaccharides, cellulose, starch, cellulose ethers, chitosan,
chitin, plant materials, wood.
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