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MeTomoM peHTTEeHOBCKOH ()OTOPIEKTPOHHOH CIIEKTPOCKONNH M3ydeHbI 00pa3mbl MUKPOKPHCTAITHIECKOH IEJIITIOI035I
(MKLI) mo u mocite cymbharupoBanust. Y CTaHOBICHO, 4TO Tpu B3anMmoeiicTBii MKL ¢ X710pcyabhOHOBOM KHCIOTOM B IHOK-
caHe MPOUCXOAUT BBEJCHHE CyIb(aTHBIX TPYNI B CTPYKTypy meimonosel. Coxmepixanue cepsl B cynbgarupoBaHHod MKI[
cocrasiseT ot 4,0 10 9,7 % ar., mpudem cepa HaxoauTcs B cynbdaTHoit hpopme. ColoOCTaBICHO COAEPKAHNUE Cepbl Ha TOBEPX-
HOCTH U B 00Bbeme 00pasioB cynbparoB MKL. Habmonaemoe pazmmune B ¢hopme 1S nuHUMiT yriiepona B criekTpax o0pasioB
ucxonHoi u cynsdarupoBannoii MKL] yka3piBaeT Ha W3MEHCHHE 3JIEKTPOHHOIO COCTOSHUS YacTH aTOMOB YIJIEpOJa IIOCie
Cynb(aTupOBaHHUSI.

Kniouesvie cnosa: MHUKpOKpUCTaJUIMYECKasl IEIUIION033, CyTb(aTHPOBAHHE, XJIOPCYIb()OHOBAS KHCIOTA, IHOKCAH,
CyIb(aThI IEJIIIOI03b!, AEKTPOHHAS CIIEKTPOCKONHS IS XMMHUUECKOT0 aHAIN3a.

Paboma evinoanena npu punancosoii noodepsicke PODOHU (npoexmor Ne 12-03-31433 u Ne 12-03-93117) u
KK®IIHuHT/ (0onoanumenshoe coenauwenue Ne 07/12 om 04.09.2012).

Beeoenue

OpHIMH U3 TIEPCHEKTUBHBIX JUTS MPAaKTHIECKOTO HUCIIOIb30BAHMS BEIIECTB PACTUTEIHHOTO IPONUCX OXKICHHS
sBistroTest cynbdarst memtrono3sl (CI]). OHM MOTYT IPUMEHSTHCS KaK aHTHKOATYISIHTHI KPOBH, MMMYHOMOYJISI-
TOPBI, AHTHBHPYCHBIE MIPENapaThl, COPOSHTHI TOKCHYHBIX MeTaiuToB [1, 2].

B HacTos1ee BpeMs OCHOBHBIM aHTHKOATYJITHTOM, HCIOJB3YIOMMMCS B KIIMHUYECKON MPAKTHUKE, SABISAETCA
oM caxapy/l TeNapyH, BRIICISIEMBIA U3 CHIPbS KUBOTHOTO MPOUCXOoXIeHNs. OHaKO TerapiH MOXKET OBITh 3apa-
JKeH TIaTOTeHaMH U BHpycaMH. 11o3ToMy pa3paboTka MPOCTHIX CIIOCOOOB MOMYyYEHHS M (PU3HKO-XHUMHUYECKOE HC-
cnenoBanue cyiabharos neswtono3sl (CLI) B kauecTBe anbTepHATHBBI TEAPUHY SIBISETCS aKTYaIbHOW 3a1aqeii.

B pa6ore [3] omucansl METO/BI MONTYYEHHSI U CBOWCTBA CYIb()ATOB LEILIFONO3bI BRICOKMX CTEIICHEH 3ame-
IIEHHUs] Ha OCHOBE XJIOMKOBOWH MHKPOKPHCTAJUTMUECKOH 1erutiono3bl. CynbdaTupoBaHne MUKPOKPHCTAILTHYECKOH
LEJUTIONO3bI CEPHOI KUCTIOTOM B MPUCYTCTBUM H-TIPOMAHOJA ¥ MPHUMEHEHNE aMUHOCYIIB()OHOBOW KHCIIOTHI TIpHBeE-
JO K TPOAYKTaM C HU3KOW CTEMEHBIO 3TepU(UKAINH,
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Kysneyoe bopuc Hukonaesuy — nepBblid 3aMECTUTEINb
nmupexropa MHCTHTYTa XMMUH B XUMUYECKOH TEXHOIOTHH
CO PAH, npodeccop, TOKTOp XUMHYECKAX HAYK,
3aBeAyIOINH Kadeapoii aHaTNTHIEeCKOH 1 OPraHUIeCKOH

TOJBKO YaCTHYHO PACTBOPHUMBIM B BOje. BBICOKHX cTe-
neneii 3amemennst (C3) aBTOpam ymanoch JOCTHYb,
NpUMEHNB KoMIuieke SOz — MUPUANH NPH TEMIIepaTypax
peakiin 80-90 °C. [danbHeilee yBenudyeHHe TeMIepa-
TYpbI peakiy Hapsany ¢ poctoM C3 MpUBOAMIO K Taje-
HUIO IPUBEJEHHON Bs3kocTH (1) Anst pactBopos CII,
YTO CBHJETEIBCTBOBAJIO O TpoOLEccax NECTPYKIHH MO-
muMepa. K HemocTaTtkam ciieyeT OTHECTH CIIOKHOCTh

xumun Cubupckoro eneparbHOro YHUBEPCUTETa,
ten.: (391) 249-48-94, e-mail: bnk@icct.ru, inm@icct.ru

ABTOp, C KOTOPBIM CIIEAYET BECTU MEPETIUCKY

BBIJICTICHUSI LIJICBOTO MPOAYKTA, a TAKXKE MCIIOIb30BaHNE
TOKCHYHOTO MUpHnHa. B pa6ote [4] cynphaTupoBanme
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MKI] 65110 poBeneno komiiekcom CISOsH-nuMeTnnpopmMaMu mpu pasauyHbIX YCIOBHSAX U a0 B PE3YJIbTATE
nponyktsl ¢ pasnmmuHoi C3. 3navenns C3 nexanu B mHTepBasie Mexay 0,6-1,7 u Bo3zpacTanu ¢ yBenTUUCHHEM
KOHIICHTpAlH Cyib(atupyromero areara. CpemHsis MOJIGKYyJsipHas Macca kKonebanachk B mpenenax 12-27 x/la.
[Momyuennas HaTpueBast coib cyabdara HEeUTIN03bl Hy)KAajlach B JHAIN3E U XapaKTepH30BaJlach MIMPOKHUMH pac-
TIPE/ICIIEHUSIMH MOJISKYJISIPHBIX Macc. B OONBIIMHCTBE MPOIYKTOB HAOIIONANIACH TTOIHUCIIEPCHOCT U3-3a THAPO-
JI3a [IAaBHOM LENHU LEJUTI0N03bl B KUCIOTHOH cpene. [Janubsie UK, AMP-cnexTpoMeTpuu 1 3JIEMEHTHOIO aHaIHu3a
MOKa3aJIi, 4TO Cyib(aTHpOBaHWE NpoM30nuIo npenmymectBeHHO npu Cg, yactuyno npu C, W HUYTOXKHO Mo
npu C;. MccnenoBanns aHTHKOAryJITHTHOM aKTHBHOCTH MOKa3aJIM MEPCIIEKTUBHOCTH pa3paOdOTKN HOBBIX Ipenapa-
TOB Ha OCHOBE HATPUEBOM COJIN Cynb(aTa IEITI0I036I.

Hamn 011 pa3paboTan HOBBIH €0co0 cymmb(haTnpoBaHNs MUKPOKPUCTALIMIECKOH IIEIITION036I B MATKHX yC-
JIOBUSIX — XJIOPCYIb(HOHOBO#M KHCIOTOM B uokcaHe [5]. Peakiws cynbdaruposarms MKI xmopcysabhOHOBO# KHCITO0-
TOM B INOKCaHE HAYMHAETCS B JBYX(a3HOM, a 3aKaHIMBAETCS B OMHO(A3HON cCTEME MPAKTUIECKH TTOJHBIM Cynb(a-
tupoBarreM OH rpynm npu Cg aTomax riroxonmpano3ssix 38eHbeB MKL. C moMornipio anemenTHoro ananmsa, MK u
SIMP C criekTpoCKOMmiT IPOBEIEHO HCCIENOBAHIE CTPOCHHS M CBOHCTB exouoit MKII i ee Cyib(aTHpOBaHHEIX
Npon3BOAHBIX. [I0Ka3aHo, YTO MONydeHHBIE CYIb(aThl IEILTI0N03b! SBISIIOTCS AHTHKOATY/SIHTAMHU TPSIMOTO JIEHCT-
BUSL, TaK KaK YJIMHSIOT BPeMsI CBEPTHIBAHUS [LIa3MbI YeoBeka iN Vitro B Koaryaonorndaeckux Tecrax [6, 7].

W3BecTHO, YTO aHTUKOATyJSIHTHASI aKTHUBHOCTh CYIb(ATOB TOIMCAXapHIOB 3aBHCUT OT MHOTHX (paKTOpOB:
CTENeHN Cynb(haTHPOBaHMS, XapaKTepa PacloIoKeHHs Cyab(QaTHBIX TPYI, MOJIEKYISIPHOH Macchl ToIUcaxapuia
u zp. [8]. dust ycraHOBICHHS B3aMMOCBS3M MEXKIY CTPOCHHEM M OHOJIOTHYECKON aKTUBHOCTHIO HEOOXOIUMO IIe-
TaJbHOE (PU3UKO-XUMHIECKOE HCCllefoBaHre 00pa31oB cyibhaTo MKILI.

B macrosieii pabore BIIEpBBIE METOIOM PEHTTEHOBCKOM (poTodaeKTpoHHOM criekrpockonuu (POIC) uzy-
YEeHBI COCTAB U CTPOCHHUE CYIb(PATUPOBAHHBIX POU3BOHBIX, MOIYYEHHBIX HOBBIM CIIOCOOOM — 00pabOTKO# XJ10p-
cynb(h)OHOBOI KHCTIOTOH B ToKcane 00pa3noB MKII 13 cooMBbl MIIEHHUIBI U JPEBECHHBI OCHHBI.

I-)Kcnepwneumwlbua}l uacmo

IMomyuenune 00pa3oB MUKPOKPUCTANTMYECKOH LEIIIFON03bI OCYIIECTBIISUIA HKOIOTMYECKH OEe301acHBIM CIIOCO-
60M — OKHCITUTEIFHON ASTUrHA(DHUKAIMEH COIOMBI TIICHUIIBI M JPEBECHHBI OCHHBI IEPOKCHIIOM BOIOPO/A B Cpelie YK-
CYCHasI KICIIOTa — BOJIa B IPHCYTCTBHHU CEPHOKHCIIOTHOrO KAaTaanu3aTopa 10 METOAMKaM, OMICAaHHBIM B paborax [9, 10].
Taroke UCTIOMB30BAI MEKPOKPUCTAIUTNYECKYIO nemtiono3y Vivapur® Type 101 npomssonctsa JRS Pharma (Baiiccen-
6opH, 'epmanmst). Hexotopbie XapakTepUCTHKH HCIIONB30BaHHbIX 00pa3ioB MK npusenens! B Tabmuue 1.

CynbdarupoBanne MKIL] ocymiecTBisiian X10pcyiib()OHOBOH KHUCIOTON B Tpexropiioi koibe oobpemom 100
MJI, CHAaO)KCHHOW MEIIAIKOW, TEPMOMETPOM M KamelbHOI BOpoHKO#. B komOy 3arpyxam 1 r MK, npexsapu-
TENLHO BBICYIICHHOM 0 MOCTOSIHHOU Macchl ipu Temneparype 103-105 °C, 3anusanu 30 mut 1,4-auokcana u re-
peMeIInBaIy P KOMHATHON TeMIiepaType B TedeHue 4 4. 3aTeM B CMECh NPH OXJIAKACHUN U WHTEHCHBHOM IIe-
PEMEIIMBAHUH [0 KAIUISIM BHOCHIIH XJI0PCYib(HoHOBYIO KrcaoTy u nepementusanu mpu 20-50 °C B Teyenne 3—4 u.
Iocne 3TOro peakuMOHHYIO CMeCh NPH NepeMeIMBaHUK BBUINBAIM B cTakaH, comepxarmuii 100 mu 50% BonHo-
3TaHOIBHOIO pacTBopa u 3% ruapokcuaa HaTpus. OOpa30BaBIIYIOCS HATPHEBYIO COJb Cyib(aTa IEI0I036! OT-
JeIsUTH (QUIIBTPOBAHUEM, IPOMBIBaH HA GriibTpe 96% ITAaHOJIOM U CYIIWIH B BAKyyME.

Copeprxanue cepsl B Cyib(aTe HEIUTI0N03bI OIPEASISUIH 0 MoauduunpoBanHoi Meroauke [11] cxuranu-
€M B TOKE KHCIOpO/ia C MOCIEAYIONINM HOITIOMIEHHEM NTPOAYKTOB CXKHUI'aHMUS ITEPOKCHIOM BOAOPOA U THTPOBAHH -
€M IIET0YBI0 B MPUCYTCTBUH MHANKATOPA METHIIOBOT'O KPACHOTO.

Crenenp 3aMerieHNst B 00pa3max cyimb(haToB Helurrono3bl C3 HaXOAWIH 10 YPaBHEHUIO

162x S

macc

T 3200-102xS.

macc

rae S,uce — COJZICPIKaHUE CEPhbI (Macc. %). ATOMHOE conepiKaHue Cephl Sam paccUyuThIBaIN 0e3 ydera aTOMOB BOJ0-
pona 110 ypaBHeHI/IIO

N
S = TSX 100% ,

am

rae Ns — uncio atoMoB cepbl, N — o0lLiee 9icio aTOMOB B BJIEMEHTApHOM 3BeHe monuMmepa. [Ipu aTom mpearmnona-
rajoch, 4YTO CTPOCHHUE AIIEMEHTAPHOT0 3BeHa nonmMepa cooTBetcTByeT Gopmyiie [CeH702(OH)3.c3(OSO3Na) s3]y,
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Tabmuna 1. Xapakrepuctukn o6pa3sioB MKI]

O6pasen CremneHp TOIMMEpH- CreneHs Kpucrai- Coneprkanue ocTa- Coneprxanne
sauwu (CII) mmasocta (CK) TOYHOTO JIMTHUHA, % TeMHULIEILTI0N03, %
MKII 13 cOIOMBI MIIIEHHUIIBI 200 0,66 0,1 5,5
MKI u3 nqpeBecHHBI OCHHBI 210 0,71 0,1 5,3
MKII npombInuIeHHAs 249 0,75 He 00HapyKEHO 5,2

JUJ11 CheMKH PEeHTI€HOBCKHUX (DOTOAIEKTPOHHBIX CIIEKTPOB HCIIOJIB30BAIH 00pa3lbl HATPUEBOM COJIH CYJIb-
(baTa meIUTIONO36I B BHJIE TIOPOIIKA M IUICHOK. [Ipo3padHble MmieHKH cyinbdaTtnpoBaHHbX odpasnoB MKI] noryda-
T ¥icnapeHneM 6—7% BOJHBIX PacTBOPOB Ha MIAAKOM CTEKIIHHOHN moanoxke. CreKTphl CHUMAJINCh Ha CIIEKTPO-
merpe SPECS (SPECS Gmbh, T'epmanms) B CBEPXBBICOKOM BakyyMe ¢ napienueM e oime 1-10° MBap. s
MIPOBEICHUS HKCIIEPUMEHTOB ITOPOIOK WM TUIEHKA HAHOCHUJIMCH Ha YIVICPOJHYIO JIEHTY, NMPUKIEEHHYIO K MOJIMO-
JICHOBOM ITO/UTIOKKE. VICTOYHMKOM PEHTICHOBCKOTO HM3IYyYCHHS CIY)KWJIa PEHTI€HOBCKAas TPYOKa C MarHHEBBIM
anonom (Mg Ka, E = 1253,6 3B). Momixocts usnydenus 180 Br, nanpsokenue na tpyoxe 12,5 kB. Jlmst crsrust
ANIEKTPOCTATHYECKOM MMOA3apSAKN 00pa3IoB MPUMEHUIN 00Jy4eHHEe MEICHHBIMH 3JIEKTpOHAMH. AHamu3 (oTo-
9JIEKTPOHOB IO 3HEPTHWSAM BBINOIHSUIM C MOMOIIBI0 Toiycdeprndeckoro sHeproanamnzatopa PHOIBOS 1500
MCD9, ympaBieHre 3HEpProaHaIM3aTOPOM OCYIIECTBISUTH mporpammoii SpecsLab2. O63opHsie criekTpsl momy4a-
mu ¢ marom 0,5 3B u sueprueit npomyckanust (PassEnergy) — 20 5B, 3aTeM oTAeNbHBIC THHAH [T KaXOTO IIe-
menra O, C, S, a taxke Na, Si u Ca ¢ mapamerpamu: sHeprus mpomyckanus — 8 3B, mar = 0,05 5B. O6paborka
crekTpoB mpoBomwiack B mporpamme CasaXPS 3,0, pasnokeHne BBITONHIOCH 1 ayccoBcko-JIopeHmeBcknMu
KOMITOHEHTaMH.

Ormpenenenne OTHOCUTENBHOTO coflepkanus 3nemMenToB (kpome H u He) B 3one anammsa (ryOunHa anammsa
2—3 HM) OCYIIECTBIISUTH TI0 HHTErPAIBHBIM HHTEHCUBHOCTAM PODC-1nHMI, OTKOPPEKTUPOBAHHBIM Ha COOTBETCT-
ByIoHe KO3 (UITNEHTH aTOMHOH 4yBCTBUTEIBHOCTH.

Pe3ynomamul u 06cyscoenue

Ob630opHule cnekmpbl u amomubid cocmag. OO30pHBIE PEHTTCHOBCKHE (POTOIEKTPOHHBIE CIIEKTPHI 00pa3IioB
MKII 13 conmomsl IMIIEHHIIBI 1 JPEBECHHBI OCHHEI, a Takke mpombiiuieHHoi MK npruBenens! Ha pucynkax 1-3.

OCHOBHBIE JIMHUH, NPHUCYTCTBYIOIINE B CIIEKTPax, COOTBETCTBYIOT YIJIEpOAY M Kuciopoxmy. Jms crekrpa
MKII, nomy4eHHON M3 COJIOMBI MIIEHHUIB, XapaKTepPHO HAJIWYIHE JIMHUM KPEeMHUS, PUCYTCTBYIOLIETO B HEOOIb-
IIOM KOJIMYECTBE B COCTaBe MCXOMHOrO Chipbs [12]. Taunbie o aToMHOMY cocTaBy 00pasnoB MKII, nonydennsie
W3 aHAIN3a PEHTTeHOBCKHUX (DOTO3NEKTPOHHBIX CIIEKTPOB, IPHUBEICHBI B Ta0HIIE 2.
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Puc. 1. PO3C-criextps! ncxonuoit MKL n3 comomsr
nmrernis (1) u cynsdarupoBannsix o6pasmos MKI]
U3 COJIOMBI TIICHHUIIBI (2 — [OPOIIOK, 3 — IICHKA)

BHeprna ceaan (3B)

Puc. 2. PO3C criextps! ucxonHoit MK

U3 npeBecHHbl ocuHbI (1) 1 Cyib(haTHpPOBaHHBIX
o6pasos MKII u3 npesecuubl ocuHbl (2 — MOPOLIOK,
3 — ruteHKa)
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Puc. 3. POIC cuexrps! npomsbitnierHoit MKIT (1) u cynbhatupoBanroro obpasiia npomsinuieHroi MKIT (2)

Io manaeM PODC, pazimunsie 06pasnsl MKL] HECKOIBKO OTIAMYAIOTCS MO COAEPKAHUIO YIIIEpoaa U KH-
ciopona. MKII U3 coioMsl MIIEHUIBI COAEPKHUT MEHbLIE yriepoaa rmo cpaBHeHnio ¢ MKI 13 apeBecHHBI OCHHBI
(coorBercrBenno 53,3 u 64,4 % ar.) u Goxnpine xkucaopona (coorBercrenno 43,8 u 35,6 % ar.). B mpombinuieH-
uoit MKT] conepxanwue yriepoaa cocrasiser 57,3% art., a kucimopona — 42,7% ar.

Cynbdatupoanne MKL] xi0pcynb(oHOBOM KHCIOTOH B AMOKCAHE M IMOCIEAYIOIIEe BBIIEICHHE Cylb(ara
LIEIJUTIOJIO3bI B BUJIE HATPHEBOM COJIM NPHBOJUT K BBEACHHIO CYNb(haTHBIX rpymn B cTpykTypy MKIL], B cBs3U ¢ yem
B CIICKTPax IOSBISIIOTCS COOTBETCTBYIOIINE JIMHHH, OTBCYAOIINE cepe M HaTpuio (COOTBETCTBEHHO mpu 168 u
1070 5B) (puc. 1-3). Ha noBepxuoctu o6pa3uos cynbdarupoBanroii MKII 13 COIOMBI MIICHULIBI TAKKE PHCYTCT-
BYIOT HEOOJIBIIIME KOJTMIECTBA KPEMHIS U TOSIBIITIOTCS CIIe/Ibl Kablwsl. OTCYTCTBHE KaJIbLHs B TIOBEPXHOCTHOM CIIOE
ncxoxnoit MKII conomsl MIeHUIs!, BEPOSTHO, OOBSICHSIETCS €r0 HepaBHOMEPHBIM paclpe/iesiecHHeM B 00pasIie.

[To maHHBIM aHaM3a aTOMHOTO COCTaBa 00Pa3IOB, COJEP)KAHHE CEPHI B IIOBEPXHOCTHOM CJIO€ CYJIb(haTHpO-
BarHor MK n3 comomsl mmeHuts! cocraiser 4,0-5,6% ar., cynmpdatuposarnoit MKI u3 npeBecHHBI OCHHBI —
7,5-9,7% art., a cynpdarupoBanroii nmpombinieHHO MKI] — 7,9% ar. CooTHOIIEHHE aTOMHBIX KOHIICHTPAIUH
HaTpuii / cepa Ha MMOBEPXHOCTH 00pa3ioB Omm3Ko K 1.

Conocmasnenue oannvix POOC u xumuueckoeo ananusa. Pe3yapTaTsl CONOCTABICHHUS aTOMHOTO COZlepKa-
Hus cepsl B CLI, onpeieIeHHOro XMMHUYECKHM aHAJIM30M M U3 PEHTT€HOBCKHUX (POTORIEKTPOHHBIX CIIEKTPOB, Mpe-
CTaBJIEHBI B Ta0nuIe 3.

Kak crnenmyer u3 nmpuBeeHHBIX B Tabiuie 3 JaHHBIX, 00BEMHOE COIEpKaHUE Cephl, ONPEICICHHOE XHUMHUYe-
CKUM aHaym30M, B obpasnax CLI u3 apeBecunsl ocuHbl 1 npoMeiuieHHoH MKI] ciabo otnmdaeTcs OT moBepxHO-
CTHOTO, ompeaeneHHoro MmerogqoM PODC, 4To cBUAETEIBCTBYET O TOCTATOYHO OJHOPOJHOM pAaCIpEeNieHuH aTo-
MOB cephl B 3THX obOpasmax. B cymbharax MKIL] n3 conomsl NIIeHUIBI COEpKaHNE CEPhl HA MOBEPXHOCTH He-
CKOJIbKO MEHBIIIE, YeM B oObeMe.

Tabmuma 2. DneMeHTHBIH cocTaB 00pa3noB UCXOAHOW u cynbhaTtupoBanHoit MKI] o nanasm PODC

Obpasen Cocras, % ar. .

C (0] S Na Si Ca
MKII 13 cOMOMBI MIIICHHUIIBI 53,3 43,8 0 0 2,9 0
MKI u3 npeBecHHBI OCHHBI 64,4 35,6 0 0 0 0
MKI] npomblITiieHHast 57,3 42,7 0 0 0 0
Cympdpar MKL] U3 COIOMBI MIIEHUIIB 53,8 33,3 5,6 5,3 1,4 0,6
[Inenka cynpdara MKL 13 comoMBI TIIICHATTBT 52,4 34,4 4,0 51 1,8 2,3
Cynmsdpar MKL] 13 1peBecHHBI OCHHBI 46,1 39,5 7,5 6,8 0 0
[Inenka cynpdara MKL U3 1peBecHHBI OCHHBI 43,0 38,6 9,7 8,6 0 0
Cynbdat npomsrinieHHOH MKL] 45,9 39,0 7,9 7,2 0 0

Tabmuna 3. Copepxanue cepsl B 00pasuax cynabdaruposanHoi MKI] o nqanHbpIM xuMuueckoro anainza 1 POOC

O6pasen Coneprxanune cepsl, % ar.
POOC XUMUYECKUN aHATIN3
Cynpat MKI #3 COIOMBI NIIEHAITHI 5,6 8,5
[Tnenxa cynsata MKL] 13 cOTOMBI MIICHUITE 4,0 8,0
Cynbat MKI u3 apeBecHHBI OCHHBI 7,5 7,6
[Tnenxa cynsara MKL] n3 npeBecuHbI OCHHBI 9,7 7,7
Cynb¢at npomsinmreHaoi MKI{ 7,9 8,2




M3YUYEHUE CYJIb®ATOB LIEJJIFOJIO3HI ... 69

PDPIOC S2p nunuu cepwi. s Beex cynbdarnpoBanHbix 00pasznoB MKI peHTreHoBCcKHE (OTOIEKTPOHHBIE
CIIEKTPHI 2 JIMHUH CEphl UMEIOT OMHAKOBBIH Buj (puc. 4-6).

CriekTp pasiaraercst Ha JBe KOMIIOHEHTHI nybiiera S2Ps, (sueprus cesi3u 168,6 5B) u S2p;/, (3ueprust cps-
3u 169,8 5B), 4TO COOTBETCTBYET INECTUBAJICHTHONU Cepe, CBS3aHHOW C KHCIOPOIOM, B JIAHHOM CIlydae 3TO
OSO;3Na rpynmsl. ITockonbKy HHBIX KOMIIOHEHT B CIIEKTpaxX HE HAOJIONAETCs], TPAaBOMEPHO MPEAIIOIOKHUTh, YTO
B IIpeIeiiax aHaaIu3upyeMoro cios (mopsiaka 2 HM) cepa [MPUCYTCTBYET TONBKO B Cy/abhaTHol (hopme.

PDPOC C1s aunuu yenepoda. Habmonaemsle pazinuns B popme 1S simHMi yriieposa B ceKTpax o0pas3ioB
nucxoHo m cynbdarupoBanHoi MKI] yka3pIBaroT Ha M3MEHEHHE XHMHYECKOTO COCTOSHUS aTOMOB YIJIEpoja
B mporiecce cynbhatupoBanusi. Crektpel POOC 1S nuHMN yriepoaa MCCIeNOBaHHBIX 00pa3IoB IPEICTaBIICHBI
Ha pHcyHKax 7-9.

[NomyueHHBIE CIIEKTPBI COCTOAT M3 HECKOJIBKMX KOMITOHEHT C Pa3JIMYHOI 3HEpruel CBS3H, COOTBETCTBYIO-
IIMX pa3NuYHBIM aTOMaM yriepoja B meimtonose. PesynpraTel pasnoxenns POIC crexktpos 1S nuuuii yriepona,
SHEPTHH CBSA3M Pa3HBIX (JOPM yriepoaa U UX OTHOCHTENBHBIN BKJIa IPUBEACHBI B TabuIe 4.

B coorBercTBuM ¢ nuTeparTypHbiMu AanabiMU [13], natencusrsiii ik C; npu 284,8 5B otHOCHTCS K yritepo-
1y, CBA3aHHOMY C aTOMAaMH YIIEPOJa M BOJOPOA, T.€. YLIEPOLy B SP -THOPHIHM3ALIAH, BEPOSTHO OH OOYCIOBICH
HaJIMIHMEM YTJIEBOAOPOAHBIX 3arps3HeHnii Ha nmoBepxHocTH CLI. KoMnoHeHTHI ¢ Gosbiiel sHeprueil cBs3M COOTBET-
CTBYIOT YIJIEPOIy, XUMHIESCKH CBSI3aHHOMY C KciaopoaoM. [k ¢ sHeprueit ces3u 286,4-286,6 3B, oTMeueHHBII Kak
C,, MOXET MPHUHAJIIKATH CATHAJIAM aTOMOB YITIEpOia THAPOKCHIIBHBIX, MO0 3)HPHBIX TPy HesuTono3sl (—C-0-),
a ik C; ipu 287,9-288,4 5B — mosyareTaabHEIM CBs3AM Tienu 1emnnonossbl (-O—-C—0-) u yriepomy KapOOHUIBHOM
(-C=0) u kap6okcmwibroit (—O—C=0) rpymi. YeTBepThlii MUK, HMEIOIINIi SHeprHio cBsi3u okono 290,4 5B, orBevaet
O’Ke-JINHUH HAaTPHs, KOTOpasi IMEET CIIOXKHYIO CTPYKTYPY M HakiaabiBaeTcst Ha imauio C1s.

CynbdarupoBanne MKL] B cucreme xmopcynb(oHOBast KHCJIOTa — ANOKCaH B TeUeHHe 3—4 4 MPUBOAUT K
TIOHIKEHNUIO BKJIaJa KOMIOHEHTHI Cy, a Taxoke cMemiennio 10 284,5 3B u yBenndenuio B 1,5-2 pa3a KOMIIOHEHTHI
C1. DTa KOMIIOHEHTA MOYET IPHHAIEKATh YIIEPOLY KAK B SP°-THOPHAN3ALIIM, TaK U B SP*-THOPHIM3AIIK I OT-
BEYACT MPOAYKTaM KHCIOTHOW JECTPYKIMH IEIJIION03b], a TAKXKE YIIIEBOJOPOAHBIM 3arpsI3HEHMSIM €€ ITOBEPXHO-
ctu. [Ipruem HanbosplIee yBenudeHne BKIaaa KoMmrnoneHTsl Cy Habmonaercs y cynbdaruposanaoit MKII u3 co-
JIOMBI TIIEHUIIBI, YTO, TO-BUIUMOMY, CBSI3aHO C TIOHIKEHHBIM COJICP)KaHHEM KPUCTAJUTMIECKONW YacTH B HCXOTHOM
nemwtonose (CK 0,66). Brarogapst IIoTHO#M yIaKOBKE KPUCTAJUTMYECKUE YIACTKU LEIUTIOII03HOTO BOJIOKHA MEHEE
JOCTYIIHBI JUIsL IeCTPYKTUpYyrowiero areHra [14], a amophHbie 061acTi HEIUII0N03bl HAUOOIEe TOABEPIKEeHBI Jerpa-
JIaIid B KUCIoi cpexe [15].

S2p -0S03Na S2p -0S0O3Na
© ©
C C
0 0
3 3
[s) [s)
& &
= =
[S] [S]
I I
2 2
I I
= =
170 165 170 165
SHepma ceAsm (aB) SHeprus ceasu (aB)
Puc. 4. POOC criekTpsl 2P IUHUIN cephl Puc. 5. POOC criekTpsl 2P MUHHIN cephl
cynb(artupoBaHHbIX 00pa3nos MKI] u3 comomsl cynbdarupoBaHHbXx 00pa3noB MKI] u3 npeBecuHbI
nmenniist (1 — moporiok, 2 — rieHka) ocunbl (1 — mOpomIoK, 2 — IIICHKA)
—| s2p -0SO3Na
L))
C)
J
I
i
Puc. 6. POOC criextp 2p nuHUN cepbl = et

170 165

cynb(haTrpoBaHHOTO 00pa3ia mpomeiuienHoi MKI] SHeprA ceA (9B)

(TIOpOI1IOK)
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Ci1s

co/ cC
na  C3 C2/ Cf

MHTEHCHBHOCTB (0.e.)
z
i
Q
w
MHTEHCHBHOCTB (0.e.)

295 290 285 280 295 290 285 280
SHeprua ceasn (3B) SHeprua ceasn (3B)

Puc. 7. POOC criextpsl 1S mHMi yriiepona UCXo1HOM Puc. 8. POOC criextpsl 1S smHMi yrirepona UCX0IHOM

MKII u3 conoms! muenuis! (1) u CysnbhaTrpoBaHHBIX MKII u3 npesecunbt ocuubl (1) u cynbdaTupoBaHHBIX
06pasoB MKII u3 comomsr mieHuIpl (2 — HOPOIIOK, o6pasos MKII u3 npesecuubl ocuHbl (2 — IOPOLIOK,
3 — ruteHKa) 3 — ruteHKa)
~ | Ci1s
«
s
o
I
(]
=
I
=
295 290 285 280 295 290 285 280
SHeprua csaan (3aB) SHeprua csaan (3aB)

Puc. 9. POIC crexrpsl 1S nmunnit yraepona npomsinuiearod MKI] (1) u cynbdarupoBanroro oopasua
npomsinuterHoi MKI] (2)

Tabmuna 4. Pesynbrats! pazioxennss POOC criektpoB 1S nmHMi yriepoxa

O0pa3zeng G C. Cs

B % B % B %
MKII 13 COOMBI MIIICHHUIIBI 284,8 38 286,5 48 288,1 14
MKI] u3 nqpeBecHHBI OCHHBI 284,8 41 286,5 46 288,3 13
[pomermmennas MKL] 284,8 33 286,5 54 288,0 13
Cymsdpar MKL] U3 COIOMBI MIIEHUIIB 2845 79 286,6 11 288,3 10
[Inenka cynpdara MKL U3 comoMBbI TIIICHATTBT 2845 82 286,6 10 288,0 8
Cymsdpar MKL] 13 1peBecHHBI OCHHBI 2845 69 286,4 21 288,3 10
[Inenka cynpdara MKL U3 1peBecHHBI OCHHBI 2845 64 286,4 22 288,0 14
Cynbdat npomsrinieHHOH MKL] 284,5 56 286,5 32 288,2 12

3aknrouenue

Meronom POOC mnokazano, uto mpu B3ammozeiictsun MKI] ¢ cynbhaTupylommM areHToM IpOUCXOIUT
BBEZICHHE CYIb(AaTHON IPyIIIBl B CTPYKTYpY Leiutiono3sl. ConepxxaHne cepbl B OBEPXHOCTHOM CIIO€ CYNb(aTu-
poBannoit MKII n3 conmoms! nmenntpl cocrasiser 4,0-5,6% ar., cynsdarupoBannoit MKII n3 npeBecnHbl OCHHBI
- 7,5-9,7% ar., a cynedaTupoBanHoii npoMbiuieHHOW MKI] — 7,9% ar.

CriexTpsl 2P JIMHUK cepbl IMEIOT OJMHAKOBBIM BU AUt Bcex 00pasnoB cynbgaTtupoBanHoit MKL], cooTBert-
cTBYyrOIMiA cynbhaTHoM dopme. [Apyrue Gopmsl cepbl He ObUIH OOHAPYKEHBI.

Ha ocHOBaHWM CpaBHUTENHHOTO aHAM3a 00BEMHOrO (XMMHUYECKHH aHanm3) u noBepxHoctHOro (PODC)
COJIepKaHMs Cephl CAeTaH BBIBOJ 00 OIHOPOIHOM pacmpenesieHHH aToMOB cepbl B obpasnax CL u3 npeBecHHBI
ocunbl 1 npomeinuierHod MKI, a Takke MOHIKEHHBIM €€ COJep)KaHHeM Ha MoBepXxHOcTH cyibparos MKI]
W3 COJIOMBI IIIICHUIIBI
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Pazmmame B popme 1S smHMIE yrireposa B criekTpax 0o0pas3mnoB McXoaHOW U cyiabdaruposanHoil MKI] yka-

3bIBACT HA UBMCHCHNC XUMHUYCCKOI'0 COCTOSAHUSA YaCTU aTOMOB YTIJICpoaa Ipr CyJ'H)(l)aTI/IpOBaHI/II/I. HpI/I Pa3JI0KCHUN

cHexTpoB 1S nmHMM yriepona BbIIENCHBI TPH (GOPMBI YIIIEpOa, HAXOISIIETOCs B COCTABE Pa3IMIHBIX KUCIOPO.I-
coJiepaKaLUX TPYIIL.

bnacooapnocmu

B pa60Te HCIIOJIB30BAaHBI HpI/I60pI>I KpaCHOHpCKOFO PEruoOHAJIbHOI'O0 HEHTPA KOJIJICKTUBHOI'O ITOJIB30BaHUS

CO PAH. ABTOpSHI BEIpaXXaloT 0J1arolapHOCTh AOKTOpPY XUM. Hayk FOpwuio Jleonnnosnay MuxinHy 3a cozeiicTBue

B PETUCTPALIMU U HHTEPIPETALMH TaHHBIX PEHTTCHOBCKOM (POoTOIEKTpOoHHOI criekTpockormu (PODC).
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Romanchenko A.S.", Levdansky A.V.}, Levdansky V.A.*?, Kuznetsov B.N.>?* STUDY OF CELLULOSE SULFATES BY

X-RAY PHOTOELECTRON SPECTROSCOPY

YInstitute of Chemistry and Chemical Technology SB RAS, Akademgorodok, 50-24, Krasnoyarsk, 660036 (Russia), e-
mail: inm@icct.ru
%Siberian Federal University, pr. Svobodny, 79, Krasnoyarsk, 660041 (Russia)

Samples of microcrystalline cellulose (MCC) were studied using X-ray photoelectron spectroscopy before and after sul-

fation. It was established, that the reaction of MCC with chlorosulfonic acid in dioxane solvent results in an introduction of
sulfate groups into cellulose structure. The sulfur content in sulfated MCC is varied between 4,0-9,7 % atomic and the sulfur is
present in a form of sulfate. The content of sulfur on the surface and into the bulk of MCC sulfates was compared. The ob-
served difference in shapes of 1s lines of carbon in spectra of initial and sulfated MCC samples points on the change of the
electron state of a part of carbon atoms after sulfation.

Keywords: microcrystalline cellulose, sulfation, chlorosulfonic acid, dioxane, cellulose sulfates, electron spectroscopy

for chemical analysis.
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