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E. I. KapankeBuu, M. M. MapkoBuy, B. 3. Haiinenos, 3. . KyBaena

Hucmumym uzuko-opeanuuecxou xumuu Hayuonanvroti akademuu nayx benapycu,
Mumnck, benapycs

APTUHUHA HUKOTHUHATHI: IOJYYEHUE U CBOHMCTBA

AnHoTanus. [TomydeHsl 1 0XapaKTepH30BaHbl HOBBIE TPON3BOIHbBIC APTHHUHA M HIKOTHHOBOH KHCIIOTHI C 9CCEHINAIb-
HBIMHU 3JIEMEHTaMH — IMHKOM M MarHueM. Pa3pa®oTaH crnoco0 monydeHHsl apriHHHAa HUKOTHHATA CO CTENEHBIO YHCTOTEHI
99,80 % u Berxomom 88,00 %, momyuenst ero K-, IMP-criekTpockonnueckue XxapakTepucTuku. Pa3paboTan cocod mory-
YEeHUs LMHK- U MaTHUNH-TIPOM3BOJHBIX aprUHUHA HUKOTHHATa. Ha ocHoBanuu SIMP- n UK-criekTpoB noaTBepkaeHa CTPyK-
Typa HOJIyYeHHBIX coeauHeHuil. C HCIIOIb30BaHUEM IEMEHTHOTO aHAIN3a U KOMIUIEKCOHOMETPUIECKOT0 TUTPOBAHUS yCTa-
HOBJIEH COCTaB HccleqyeMbIx 00pa3ioB. CoaepikaHue LENeBOro KOMIIOHEHTA COCTABIIIO AJIS IUHK aprHHHHHUKOTHHATA —
92,64 + 0,32 %, nng Mmaruuii apruHuHHUKOTHHATa — 85,12 £ 0,81 %.

KiroueBble c10Ba: OMOTOrMYECKH aKTUBHBIE BEIIECTBA, AprMHUHA HUKOTHHAT, IUHK aprTHHUHHUKOTHHAT, MarHUH
ApPrUHMHHUKOTHHAT

Joisi nuTHpPOBaHUs. APTHHHHA HUKOTHHATHL: TIoTydeHue U cBoiicta / E. I. Kapankesud, M. M. Mapkosuy, B. O. Haii-
neHos, 3. U. Kysaesa // Becui Haupisinanenaii akagomii HaByk benapyci. Cepbist XiMidHbIX HaByK. — 2026. — T. 62, Ne 2. —
C. 95-106. https://doi.org/10.29235/1561-8331-2026-62-2-95-106

E. G. Karankevich, M. M. Markovich, V. E. Naidenov, Z. 1. Kuvaeva

Institute of Physical Organic Chemistry of the National Academy of Sciences of Belarus,
Minsk, Belarus

ARGININE NICOTINATES: PREPARATION AND PROPERTIES

Abstract. New derivatives of arginine and nicotinic acid with essential elements zinc and magnesium were obtained
and characterized. A method for producing arginine nicotinate with a purity of 99.80 % and a yield of 88.00 % has been
developed, and its IR and NMR spectroscopic characteristics have been obtained. A method for obtaining zinc and magne-
sium derivatives of arginine nicotinate has been developed. Based on NMR and IR spectra, the structure of the obtained com-
pounds was confirmed. The composition of the obtained samples was determined using elemental analysis and complexomet-
ric titration. The content of the target component for zinc arginine nicotinate was 92.64 + 0.32 %, and for magnesium arginine
nicotinate — 85.12 + 0.81 %.

Keywords: biologically active substances, arginine nicotinate, zinc arginine nicotinate, magnesium arginine nicotinate

For citation. Karankevich E. G., Markovich M. M., Naidenov V. E., Kuvaeva Z. I. Arginine nicotinates: preparation
and properties. Vestsi Natsyyanal'nai akademii navuk Belarusi. Seryya khimichnyh navuk = Proceedings of the National
Academy of Science of Belarus. Chemical series, 2026, vol. 62, no. 2, pp. 95-106 (in Russian). https://doi.org/10.29235/1561-
8331-2026-62-2-95-106

BBenenue. B HacTosmee BpeMst Bce OOIbIIIe BHUMAHUS UCCIIEOBATENeH PUBIIEKAET MOTyUYeHHE
JICKApCTBEHHBIX TPEnapaToB U OMOJOTMYECKH aKTHBHBIX BEIICCTB Ha OCHOBE COCIWHEHH, KOTOPHIC
obecrnednBaloT HOpMalibHOe ()YHKIIMOHUPOBAaHHWE OPTraHrW3Ma, YUYacTBYIOT B MMPOTEKaHUH Pa3HOOOpa3-
HBIX OMOXUMHUYECKHX MPOIECCOB. AMUHOKHCIOTHI U BUTAMUHOIIOAOOHBIC BEIIECTBA B OTOM ILJIaHE SB-
JSIOTCSl YHUKAIBHBIMU 00BEKTaMH H3ydeHUs. BBeneHue MOMONMHUTENBHBIX (YHKIIMOHAIBHEBIX (par-
MEHTOB TI03BOJISIET PACIIUPHUTH CIIEKTP OMONIOrMUECKOW aKTUBHOCTH COETMHEHUH JTMOO0 yCUITUTD UX JIeH-
crBue. B Hacrosmelt pabote oObeKkTaMu HCCIeNOBaHMS OBIIN BHIOPAHBI aMUHOKHCIOTa L-apruHuH
Y HUKOTHMHOBAs KHMCJIOTa, UMEIOIINE JIOKa3aHHYI0 OMOIOTHYECKYI0 aKTUBHOCTh. APrUHHH (0-aMHUHO-
O-TyaHHUJIMHO BaJIepUAHOBAs KUCJIOTA), ABJISSICH OCHOBHEIM AoHaTopoM NO B opraHu3Me YeloBeKa,
AKTHUBHO y4acTByeT B (DYHKIIMOHHPOBAHUU CepAeUHO-cocyaucTol [1-3], SHIOKpHUHHOM [4], UMMYHHOM
CHUCTEM [5], yCKOpseT BOCCTAHOBIICHUE COEIMHUTENBHON TKaHU, CKOPOCTh 3aKUBJICHUS paH [6, 7]. Huko-
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TUHOBAs KUCJIOTa CTUMYJIUPYET KUCIOPOAHBIH OOMEH B TKaHAX [8], yIydluas nX BOCCTaHOBJIEHUE, pac-
IIAPSET COCYABI, YCKOpsieT MeTabomm3M opranusma [9], crmocobcTByeT pemapanuu Tkauei [10]. Huko-
THHOBas KHUCJIOTa KaK (papMaKoJIOrHYecKH aKTUBHAs cyOcTaHIuUs o0nagaeT HEHPOTPOIHOH, Ba3oKap-
JHUOTPOITHOM U TenaTonpoOTeKTOPHON aKTHBHOCTHIO.

[Norenmuan GMONOTNYEeCKO aKTUBHOCTH L-aprHHMHA ¥ HUKOTMHOBOHW KHCIOTHI B OCHOBHOM Ha-
MIpaBJieH Ha yIIy4IIeHHEe padO0THI CePIIETHO-COCYANCTON CHCTEMBI OPTaHU3Ma, TOITOMY X KOMOWHAIUS
nenecooOpa3Ha ¥ MOXKET MPUBECTH K YCUIICHUIO (hapMaKoJIOTHUECKUX 3PPEKTOB IpyT ApyTra 1o pac-
IIUPEHHUIO TEPANIeBTUYECKOTO MOTEHIINANA NeHCTBUSA. BO3ZMOXKHOCTh YCHIIEHUS KOMITO3UIIUU 32 CYET
BBEICHUSI IPYTUX ICCEHLIUATBHBIX MUKPOIJIEMEHTOB, HEOOXOIUMBIX JIJIsi HOPMAIBHOTO (OYHKITHOHUPO-
BaHMUS CEPIETHO-COCYAUCTON CUCTEMBI M OpraHU3Ma B LIEJIOM, TaK)Ke OyJIET ABIATHCS 00BEKTOM JTaHHO-
T'0 UCCIIEIOBaHMUS.

Lenp Hacrosmield paboThl — pa3paboTka METOIOB MONYYECHHUS W W3Y4YeHHE (DU3MKO-XMMHYECKHUX
CBOMCTB HOBBIX ITPOM3BOJHBIX apIrMHUHA U HUKOTHHOBON KHCIIOTHI, IPUTOAHBIX JIJIsl pa3paboTKu Ono-
JIOTHYECKU aKTUBHBIX 100ABOK U JICKAPCTBEHHBIX MPENapaToB HA HX OCHOBE.

Martepuajabl U MeTObI Hcclel0BaHus. B kauecTBe 00BEKTOB UCCIIETOBAaHUA OBLIN MCIIOIh30Ba-
HBI aMUHOKHUCIIOTA L-aprunuH (cterneHs yuctotsl 99,80 %), HUKOTHHOBAsK KUCIOTA (CTENEHb YHCTOTHI
99,70 %) npouspoacTea Sigma-Aldrich.

B kauecTBe HCTOYHHKOB MUKPOIJIEMEHTOB MarHus U IUHKA OBUIH UCTIOIB30BAHBI UX OKCHIBI: OKCH/T
IIMHKAa MapKu «X. 4.» (comepxkanne ZnO — 99,90 %, OCT 10262-73), okcux Maruust MapKu «4. JI. a.»
(comeprxanue MgO — 99,20 %, I'OCT 4526-75).

Cnextpel SIMP ('H, 3C u DEPT) 3anucsiBanu na SIMP-cnekrpomerpe AVANCE-500 (Bruker, I'ep-
MaHus) ¢ paboyrMMu 9acToTaMu Ha sapax 'H — 500 MI'u, 3C — 125 MI'u. B kauectBe pacTBOpHUTEIS
ucnonb3oBaiu D,0 nimn CD,0OD, XuMu4eCKHE CIBUTH IPOTOHOB H3MEPSIIN 0 MIKAJIE O OTHOCUTENLHO
CHTHaJa TpeT-OyTuioBoro cnupra 1,24 M. 1.

HK-cnektpsr peructupoBaim Ha UK-Oypre-criekrpodoromerpe Protege 460 dpupmer Nicolet (CILLA).
Jiig 3anucu crieKTpoB 00pasiibl pacTHpaid B BUOPOMENBHUIIE C MIPEABAPUTEILHO BhICYyIIeHHBIM KBr
u npeccoBany B qucku. MK-cnekTpsl 3anuceiBany B quanasone 400—4 000 cm!, ciekrpanbHoe paspe-
wenue — 4 cm . Hakoruienue Ha criektp — 32 ckaHa.

OneMeHTHBIH aHanmu3 BeITOTHSIH Ha CHNOS-3memerTHOM ananmmu3atope varioMICRO dbupmer
Elementar Analysensysteme GmbH. HaBecky BemectBa B3BemmBaiu ¢ TouHocTtbio 0 0,000001 T
Ha Becax Mettler Toledo. AHaH3 BBRITIONHSIIH B TPEX MOCIEN0BATEIBHOCTAX. TeMmepaTypy IIaBIeHUs
OIIpeeIIsIN C UCTIONIb30BaHUEM CTONHKA beTryca, 0TKanuOpOBaHHOTO MO CTAaHAAPTHBIM BELIECTBAM.

Pe3ysabTaThl U UX 00cCy:KAeHHe. BO3MOXHOCTD MONTYUYEHUS MPOU3BOHOTO apriHUHA HUKOTHHA-
Ta MPOTECTUPOBaHA MOTCHIIMOMETPUUECKUM TUTpoBaHueM: 5 mi 0,IM pacTBopa apruHUHa TUTPOBa-
au 0,1 M pacTBOpOM HUKOTHUHOBOM KHUCHOTHL llonydeHHble JaHHbIE TPUBEACHBI HA puc. 1. Xapaktep
KPUBOH NMOTEHIIMOMETPUYECKOT'0 THTPOBAHUS CBUJIETEIBCTBYET 00 SKBUMOJIBLHOM B3aUMOJECHCTBHUH
IO OJTHOW M3 aMHHOTPYII apruHiHa. BeposiTHee Bcero, B3aMOJIEHCTBIE TPOXOIUT C yIaCTHEM Haubolee
PEaKITHOHHOCIIOCOOHOM TYaHH ITMHOBOW T'PYIINIBI ApTMHUHA B COOTBETCTBUU C IpUBEACHHON cxeMoit (1).

NH 0
)L /\/\)k /N | /N ’ I i
+ _, ot
NH,™  NH O * OH § O'NH, NHNOH )
NH;
o o)

NHy

CornacHo NOJTy4YeHHBIM JaHHBIM (CM. puc. 1) B3anMoneiicTBrue apruHiHa 1 HUKOTHHOBOH KHUCIOTHI
MPOTEKAET B 00JIACTU HEUTpaIbHBIX 3HaUCHU pH peakImOHHOMN CpebI.

Hamu Op1mu momoOpaHbl yCIOBHS MONYYEeHHS apruHUHA HUKOoTHHATA (ArgNic), ero BblIEIeHUS
13 peakIMOHHON Cpeasl U nepekprcTajn3aun. CHHTE3 MPOBOAMIH CIEYIONIUM 00pa3oM: K CyCIIeH-
3un 3,48 r (0,02 monp) L-aprununa B 5,5 MJ1 BoAbI Ipu niepemMeninBanuy u Harpesanuu (60 °C) noGas-
TSN TIOPUMSAMHA HUKOTHHOBYIO KHCIOTY B KonmmdecTse 2,46 1 (0,02 Moib), Mpomokas epeMenInBaHue
CMeCH B TeueHMe 2 4. BeImaBmui mocie KOHIEHTPUPOBAHUS pacTBOPa OCAI0K IIPOMBIBATIN OXJIaXK/ICH-
HBIM ATAHOJIOM H BEICYIIMBAIIH IIpH Temueparype He Boimre S0 °C 1o moctosHHON Macchl. [lomyueHHbIH
apruHUHA HUKOTUHAT — ITOPOIIOK OeJI0T0 I[BeTa ¢ TeMiepaTypoii masnenus 114—-117 °C. Beixon cocta-
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Puc. 1. KpuBas norenimometpuueckoro TutpoBanus 0,1 M pactBopa L-aprununa 0,1 M pactBopom
HUKOTHHOBOW KHUCIIOTHI

Fig. 1. Potentiometric titration curve of 0.1 M L-arginine solution with 0.1 M nicotinic acid solution

Bu 88,00 %. JlaHHBIE 2IEMEHTHOTO aHAJIu3a MOJYUYEHHOTO COSIMHEHUS MOATBEPAUIIN Mpearnoarae-
Mmyto hopmyry ArgNic.

Haiineno, %: C 47,44; H 6,60; N 22,61. C,,H,,N.O,.

Brruncieno, %: C 48,48; H 6,40; N 23,57. M 297,11.

CtpyKTypa MOJYyYEHHOTO COEIMHEHHS MOATBEpPXkIeHa CIIEKTPOCKONHMYECKH C HCIIO0JIb30BaHHEM
K- u SIMP-meTomoB.

Ha puc. 2 npueaens MK-criekTpsl Mogy4eHHOTO apriHUHA HUKOTHHATA (pUC. 2, @) U UCXOIHBIX
coenuHeHui L-Arg (puc. 2, b) 1 HUKOTHHOBOH KUCIIOTHI (PHC. 2, ¢), KOTOPBIE CYIIECTBEHHO OTJINYAIOT-
Csl OT TIOJYYEHHOTO MPOIYyKTa B3aUMOACHCTBHSL.

Ha puc. 2, a nabmiomaemoe ymupenue mnojocsl Ha MK-cmekTpe apruHMHa HUKOTHHATa NPU
3 417 cm! cBUIETENBCTBYET O B3aMMOJAEHCTBHY 110 TYaHHIMHOBOM TPYIINE U OTHOCUTCS K BAJIECHTHBIM
koneGanusiM cBsiz N-H ryanuansoBo# rpymmsl apruduna [11, 12]. Tlomocy mpu 2 923 em! moxHO
OTHECTH K BaJICHTHBIM KoseOaHusM amuHorpymms! (VNH,) aprununa. ITuk npu 1 633 cm ! orpaxaer
BaJIeHTHbIe KoneOanus cBsi3u C-N B cocTaBe T'yaHMAMHOBOW rpynmsl. [IposBieHne konebaHuil cBA3u
C=0 xapOOKCUIILHON I'PyIIBbI MOXKET mposaBaaThesa npu 1 55lem™ (VCOOH). Tomoca nipu 1 382 cm™!
MOXET OTHOCHUTCA K AepopMannoHHbIM Konebanusam rpynnst CH,-NH B cocTaBe ryanuIMHOBOI rpy-
Bl apTUHIHA, 00YCIOBJICHHBIM B3aHMOCHCTBHEM C KapOOKCHITFHOU T'PYTIIIOH HUKOTHHOBOW KUCIIOTEHI.
Banenrubie kone6anus C-N cBsA3M ryaHuJMHOBOM Iyl posiBisitorest Ha MK-ciekrpe mipu 1 192 em !
U UMEIOT XapaKTepHBbIE PACIIETNICHN], CBUAETEIbCTBYIOLINE O B3aUMOJEHCTBUU.

[Ipu paccMoTpenny yka3aHHBIX 00acTell cieKTpa KCXOIHOTO aprMHKHA (CM. pUC. 2, b) BUIHO TIpo-
SIBJICHUE KOJIeOaHWH CBSA3EH I'yaHHIMHOBOW T'PYIITHI B BUIE TPEX MUHIMYMOB TIPOITyCKaHus TIpH 3 360,
3303 u 3 064 cm!. Konebauus cBsi3eit aMUHOTPY MBI IPOsIBIsiIoTCs tipu 2 943 u 2 861 cm!. Tlonockt
nornoutenus npu 1 724, 1 677 u 1 623 cM™' CBUIETENBCTBYIOT O IPUCYTCTBUM CBOOOJHON aMHHOTPYTI-
IIbl 1 HOHU30BAHHOM KapOOKcHIIbHOM rpymms [13, 14]. Tlpu 1 556 cM™! nposiBiisitoTes KOJeOaHUs CBS3H
C=0 xapOOKCHIIBHON T'PYTIITHI.

CpaBuuBas nonydenusle MK-crnekTpsl apruHiHa HUKOTHHATA ¢ UICXOAHON HUKOTUHOBOW KHUCIIOTOM,
MOYKHO OTMETHTh, 9T0 morsiotienue mpu 1 704 cm~! na UK-criekTpe HUKOTHHOBO# KHCIIOTHI (CM. pHC. 2, €)
ABJISIETCS NPOsiBIIeHHEM KoJjieObaHui HenoHnzoBaHHoW C=O Tpynmnbsl HUKOTHHOBOW KUCIOTHL. MHTEH-
cuBHble 110J10¢hI Ipu 1 417 1 1 595 cm™! otHOCATCs K KoneGanusm cBsizeit C=N u C=C nupuaaHOBOIO
kouiblia [15]. ImeroTcst cBenenus [16], 4TO B3aUMOACHCTBHSA 10 KapOOKCHUIBHON IPYIIIe HUKOTHHOBOM
KHCJIOTHI IPUBOAT K MOSABJIEHHIO 10J0C Iipu 1 551 u 1 382 cM™! | cBUIETENBCTBYIOMUX 00 H3MEHEHHH
BaJICHTHBIX KoJicOauuit cBszeit C=0 u O-H xapOOKCHUIBHBIX TPy HUKOTUHOBOW KUCJIOTHI, IO3TOMY
MPOSIBJICHUE YKa3aHHBIX MOJIOC B CIIEKTPE aprMHIUHA HUKOTHHATAa MOXKHO PacCMaTpHBAaTh KaK CBUACTEIb-
CTBO B3aMOZACHCTBHS KapOOKCHITBHOM T'PyTIITEI HUKOTHHOBOW KHCIIOTHI C TYaHUAMHOBOM TPYIIION apriHIHA.

SIMP-criekTpbl: XUMHUYECKHE CIIBUTY CUTHAJIOB U MX WHTErPAJIBHBIE NHTEHCUBHOCTH Ha CIIEKTPax
SIMP ('H, 3C u DEPT) CBUAETENBCTBYIOT O TOM, YTO B PaCTBOPE MPUCYTCTBYET MHIMBHUIYaTbHOE
COEIMHEHUE, COOTBETCTBYIOIEE IIPUBEICHHON BBIIIE CTPYKTYype L-apruanna HukotuHata. OTHECEHHE
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nunuit 'H-cnextpa: 4,85 m. 1. —H,O B pacTBoputere, 3,79 M. 1. — tpuiiet curiana CH-rpynms: aprusu-
Ha B MOJIEKYJIE aprUHMHA HUKOTUHAT, curHaibsl CH,-rpynibl apruHMHOBOM 4aCcTH MPOSIBISIOTCS B BUJIE
TpurieTa npy 3,19 M. 1. ¥ MyJIBTHILUIETHBIX CUTHaJOB B obOmactu 6 1,64-1,72 M. n. m 1,90-1,92 m. 1.
OxBuBajeHTHbIe TPoTOHBI CH-rpynn anroHa HUKOTHHOBOW KHCIOTHI — MyoOneT mpu O 8,94 M. 1.;
nyonet myonetoB mipu 6 8,60—8,61 M. 1., myonet TpumnieToB npu & 8,27-8,30 M. A.; nyOneT my0neTos
B obsactu 0 7,53-7,56 M. 1.

SIMP BC-cniexTp: KapOOKCHIIEHBIE TPYTIIEGI AHHOHA HUKOTHHOBOM KHMCIIOTHI U ()parMeHTa aprUHMHA
nposBIstoTes pu & 174,98 u 173,30 M. 11.; CHTHAIIBI YTASPOAHBIX aTOMOB aHMOHA HUKOTHHOBOH KHCITO-
161 — TipH 150,41, 149,11, 138,97 u 124,82 m. 1. (CH-rpymmsl); 9eTBEpTUIHEIC aTOMBI YIJIEpOIa OCcTaTKa
HUKOTWHOBOW KUCIOTHI — IpH O 133,22 M. 11, yriiepofHble CUTHAIB aprHHUHOBOM YacTu — ripu 157,31 m. 7.
(uetBepTuuHBbie C-aToMmbl), 54,97, 41,13, 28,21 u 24,54 M. 1. — C-aTOMBI METHHOBOWH U METHUJICHOBBIX
T'PYIII COOTBETCTBEHHO.

CrexTp, 3alMCaHHbBIN ¢ HCIONIB30BAaHUEM UMIYJIbCHOM nocnenoBaTenbHocTd DEPT, monTBepkmaer
oTHeceHMe nuHui — curnan CH-rpynnsl uHBepTUpOBaH BBEpX, CH,-rpynm — BHU3; Y€TBEPTUYHEIE
(anpoToHHBIE) C-aTOMBI B JAHHOM cllydae He MpOoSBISIOTCS. CIIeKTPbl MHANBUAYAIBHBIX COCTUHEHUN
L-apruauHa 1 HUKOTHHOBON KHUCIJIOTHI, 3alIMCAHHBIE B aHAJIOTUYHBIX YCIOBUX, XapaKTEPU3YIOTCS OT-
JUYAIOMKUMHUCS OT NPUBEJACHHBIX BBILIE XUMUUYECKUMHU CABUTAMM.

C uenpro pacmIMpeHus CIeKTpa OHOJIOTHYECKOW aKTUBHOCTH coeAMHEeHUs: ArgNic HaMu ObUTH TO-
JIy4EHBI €T0 IPOU3BOJHBIE C IMHKOM U MarHueM, KOTOPBIE SIBIAIOTCSA ICCEHIIUATBHBIMU JJIEMEHTaMHU.

LuHK NpuHUMAET aKTUBHOE y4acTHE B CHHTE3€ MHOTMX FOPMOHOB, HTPAET BaJKHYIO POJb B perna-
paluy TKaHEH, 3aKUBJICHUH SI3B, HOpMaJIU3yeT UMMYHHYIO cUCTeMY opraHu3ma [17]. Maruuii akTHBHO
y4acTByeT B GYHKIMOHHPOBAHUU CEPIACYHO-COCYIUCTON CUCTEMBL. YcTaHOBIEHO [18], uTo mocrarou-
HOE MOCTYIUIEHUE MAarHus B OpraHU3M 4eJOBEeKa, HaIpuMep BOIBI C MOBBIIIEHHBIM CoAepKaHueM Mg,
CHUYKaeT CMEPTHOCTh OT MH(papkTa Muokapaa Ha 19 %. HeoOxomnMelii ypoBeHb Maraus M IHHKA
B OpraHM3Me CHIKAETCS IIPU CTpeccax, HeJOCTATOYHOM ITOCTYTUIEHHH C THIIEH U IIpY TpreMe HeKOTO-
PBIX TPy JIEKAPCTBEHHBIX IIPEMApaTOB, MOITOMY IEIeCO00pa3HBIM SBIAETCS pa3paboTKa HOBBIX OHO-
JIOTUYECKH aKTHUBHBIX BEIIECTB, COACPIKAIINX YKa3aHHbBIE 3JieMeHThl. CoYeTaHHe UX C OMOIOTHYECKH
AKTHBHBIMH BEIIECTBAMH, HMCIOIIMMH TOJOOHY0 OMOJIOTHYECKYI0 aKTHBHOCTh, BO3MOXKHO, MTO3BOJIUT
YBEJIMYUTH UX OMOAOCTYIMHOCTH U 3)()EKTHBHOCTB.

Cunre3 apruavHa HUKOTHHaTa nUHKA (Zn(ArgNic),) NpoBoAMIM B BOAHOW cpene. B cycnensuro
6,96 T (0,04 monp) L-Arg B 10 Mx Boasl npu nepeMeminBannu U HarpeBanuu (60 °C) noGasisiiu mop-
IUSMH HUKOTHHOBYIO KHCIIOTY B KonuuecTBe 4,92 1 (0,04 Moinb), mpogosxkas nmepeMeninBaHiue CMeCcH
B TeueHue 2 4. K nosyueHHOMY pacTBOpY MOPLUSMH P NEPEMENIMBAHNN Obl 100aBJIEH OKCHJ] IIMHKA
B konuuectBe 1,63 T (0,02 Monp). [IpoTexkanue peakinu KOHTPOIUPOBAIN MO Mepe yOblau ocaaka ZnO
B peakiuoHHo# cMmecu. [locnennss nopuus ZnO He pacTBOpUIAch. PeakIMOHHYIO CMECh OT(QHIBTPO-
BaJd. BECOBBIM METO/IOM OBLIIO YCTAaHOBIJIEHO, UTO B peakmuio BcTynuio 0,01848 momns ZnO, 9To cocTa-
BuJo 92,42 % ot pacueTHOro konuuectsa. OUABTPAT CKOHLUEHTPUPOBAH ynapuBaHueM. [lomyueHHBIH
nponykT (ANZn) BeICyImuiu Ipu Temreparype He Boime 60 °C 10 MOCTOSHHON MacChl B BAKyyMHOM
cymmisHOM mkady npu nasineruu 0,1 Mlla. Beixox nponykra ANZn cocraBun 98,70 + 0,40 % (cpen-
HEee M3 TPEeX IKCICPUMEHTOB). Temneparypa miasiaeHus nponykra 142—150 °C. Cxema cunrtesa (2) npu-
BEJICHA HUXKeE:

N
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Ha ocHoBaHMYM pOBEIECHHBIX aHATTU30B AJIEMEHTHOT'O COCTaBa MOJIYYEHHBIX TPEX 3KCIIEpUMEHTAIb-
HBIX 00pas31oB 0€3BOIHOIO NPOAYKTa OBLI yCTAHOBJIEH €ro cocTas (Mac.%): Zn(ArgNic), — 92,64 + 0,32
n ArgNic — 7,36 £ 0,32. /lanHble 3J€MEHTHOIO aHaJlM3a SKCIEPUMEHTaNbHBIX 00pa3noB (ANZn-1,
ANZn-2, ANZn-3) Hapsy ¢ pacCUCTHBIMHU JaHHBIMH, TIOTYICHHBIMH Ha OCHOBAHHUH COACPIKAHUS ITHH-
Ka B 00pasuax, mpuBeJeHbI B Tab. 1.

TaOonuma 1. /lanHble 3JieMeHTHOro aHajau3a ANZn

Table 1. Data from the elemental analysis of ANZn products

O6pasen | Coxaepixanue Zn, % | C,% N, % H, % 0, %
Brruncneno
Zn(ArgNic), 100 % 9,95 43,81 21,30 5,48 19,47
ArgNic 100 % - 48,48 23,57 6,40 21,55
ANZn-1 (HaiiicHO IO JAHHBIM AJIEMEHTHOT'O aHAJIN34):
ANZn-1 | 926 | 4468 | 2120 | 551 -
ANZn-1 (BBIYHUCIICHO)
Zn(ArgNic), 93,10 % 9,26 40,79 19,83 5,10 18,13
ArgNic 6,90 % - 3,35 1,63 0,44 1,49
Bcero 9,26 44,14 21,46 5,54 19,62
ANZn-2 (HaliIcHO 10 JAHHBIM AJIEMEHTHOTO aHAJIN34)
ANZn-2 | 92 | 4448 | 211 | 549 —
ANZn-2 (BBIYHCIIEHO):
Zn(ArgNic), 92,66 % 9,22 40,59 19,74 5,49 18,04
ArgNic 7,34 % - 3,55 1,73 0,47 1,58
Bcero 9,22 44,14 21,47 5,55 19,62
ANZn-3 (HaliIeHO 110 JaHHBIM JIEMEHTHOTO aHAJIH3a)
ANZn-3 | o1 | 4438 | 2127 | 529
ANZn-3 (BBIYHCIICHO)
Zn(ArgNic), 92,16 % 9,17 40,38 19,63 5,05 17,94
ArgNic 7,84 % - 3,80 1,85 0,50 1,69
Bcero 9,17 44,18 21,48 5,55 19,63

Conepxxanue niHKa B 00pasnax ANZn ObIJI0 MOATBEPKICHO METOZOM KOMILIEKCOHOMETPUYECKOTO
tutpoBanus [19]. IloaydeHHBIC 3HAUYESHUSI IPUBEACHBI B TA0JT. 2.

Takum o0Opa3om, monyueH npoaykt ANZn, comepxamnuii 92,64 + 0,32 % 1meneBoro BeliecTBa
(Zn(ArgNic),) 1 IpuMech apruHUHA HUKOTUHATA. M3MeHeHue ycnoBuil cunTtesa (7, P, pacTBOpPUTEINE),
MOpsIIKa MPUOABJICHUS PEAreHTOB U MX KOHIICHTPAIIMK B PEAKIIMOHHOW CMECH HE TIO3BOJIMIIH MOTYYUTh
MIPOAYKT C COAEPKAHMEM IleJieBoro koMmmoHeHTa 6omee 93,00 %, ato MoxeT OBITH 00yCIIOBIICHO N3MEHEHH-
eM pH pacTBopa 1o Mepe BBeICHHS OKCH/Ia IMHKA B pEaKIMOHHYI0 cMech. Bennuuna pH 2%-ro pactsopa
ArgNic HaxomuTcs B ipeaenax 6,4—6,5 ex., pH 2%-ro pactBopa npoxykros 1-3 — B mpenenax 8,4—8,5 ex.

Ta6nnma 2. KomniekcoHoMeTpuieckoe onpesejieHne HMHKA B o0pa3max ANZn

Table 2. Complexometric determination of magnesium in ANZn samples

O6pasen Zn.% Zn_,% Jucnepcus CraHaapTHOE OTKJIOHEHUE RSD

cp.’
9,275

ANZn-1 9,249 9,255 0,000316 0,018 0,192
9,241
9,221
ANZn-2 9,234 9,221 0,000169 0,013 0,141
9,208
9,164
ANZn-3 9,201 9,172 0,00067 0,026 0,283
9,151
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HK-cnexTpsl mony4eHHbIX MpoayKToB 1-3, comepxamux (Zn(ArgNic),), HOTHOCTBIO MIECHTUYHBI
U CcoZlepKaT XapaKTepUCTUIECKHe TOJI0Ckl, HaOmoqaembie Ha K-ciekTpe apruHnHa HUKOTHHATA: TI0-
JIOCHI BaJICHTHBIX Kosiebanuii B ooaactu 3 4003 200 cm™! -NH,, u = NH 3, C=NH, BXoasiue B COCTaB
I'yaHHIMHOBOM rpynnuposku), 3 000-2 820 cm! (C-H), B o6mactu 1 700—1 600 cm ' v ipu 1 380 cm,
CBHJIETETLCTBYIOIIUX O B3aMMOICHCTBUHU C y4acTHEeM KapOOKCHIIBHOM, aMUHOTPYIIIBI M TYaHUJMHOBOH
rpymmsl [15, 20]. UK-cekTpsl, mpuBeneHHBIC Ha puC. 3, OBUTH 3aIUCaHBI ¢ MUCIIOJIB30BAaHUEM O00pa3IioB
UUHK aprMHUHHUKOTHHATA ¥ aprUHMHA HUKOTHHATA, HABECKM KOTOPBIX ObLIM ONWHAKOBHI (2,0 MT).
[[Ixkama WHTEHCHBHOCTH TPONMYCKAHUS COOTBETCTBYET 000MM oOpasiaM. HTEHCHBHOCTH TOTJIOIIE-
HUs Xapakrepuctuueckux nosoc B UK-cnekTpe mpsmo mpomopiuoHaibHa KBaJpaTy MEpBOH Mpou3-
BOJIHOW JTUTIOIEHOTO MOMEHTA, MTO3TOMY CYIIIECTBEHHOE YBEIIMUEHNE HHTEHCHUBHOCTH TI0JIOC B 00JIACTH
XapaKTEePUCTHYECKOrO KoJeOaH s HOHHOro kapOookcuia mipu 1 593 u 1 378 cM™!, a takke aMuHOrpyII
B CIIEKTpE IMHK apTHHUHHUKOTHHATA MOTYT CBUJIETENHCTBOBATH O IMOYUYEHUH COIEBOM GopmbI [21].

IIpoBeneno SAMP-cIeKTPOCKOTMYECKOE UCCICAOBAHIE PACTBOPOB MpoAaykTa ANZn B neitepupo-
BaHHOM MeTaHoue. [lomydeHHbIe TaHHBIe MTpeICTaBIIeHBI B Ta01. 3 B CpaBHEHHUY C apTHHIH HUKOTHHA-
TOM, 3aITHCh CIIEKTPa KOTOPOTO OCYIIECTBIISIACh B aHAJIOTMYHBIX YCIOBHSX.

CrekTp, 3aIMCaHHbIN ¢ UCIOIB30BAHUEM UMITYyIbCHOM nocnenoBarenbHoctu DEPT, nogTeepxaaet
OTHECEHHME JIMHHUM, MPUBEICHHBIX B Ta0. 3: curnansl CH-rpynmsl unBepTHpoBanbl BBepx, CH,-rpymm —
BHU3; YeTBEPTUUIHBIC (apOTOHHBIE) C-aTOMBI B JAHHOM CITydae He MPOSBIISIOTCS.

Kak BUIHO W3 MONYyYEHHBIX AaHHBIX, CyIIECTBEHHBIC OTIWYMS HAOIIOMAIOTCS MPU CPAaBHEHUH
XUMHUYECKUX CIBUIOB CUTHAJIOB YTJIEPOJHBIX aTOMOB KapOOKCHIIBHOW I'pyNIbl aprMHUHOBOW YacTH
(3C-SIMP-cieKTp), 9TO MOXKET CBUAETEILCTBOBATH O B3aMMOAEHCTBHHU 10 YKAa3aHHOM rpyIme u oopa-
30BaHWH [IMHKOBOM COJIM aprUHUHHUKOTHHATA. Tak, XxuMuueckue casuru *C aTOMOB yriepoja aHHOHA
aprUHUHA IIMHKOBOW COJIM CMEMIAIOTCs Ha 6,46 M. . 0 CPaBHEHUIO C aHAJIOTUYHBIMH XUMHYIECKUMHU
CABUTAaMM aprMHUHA HUKOTHHATa. MIMeronuecs nuTepaTypHble JaHHbIE [22] MOATBEPKAAIOT, UTO aHU-
OHBI KapOOHOBBIX KHCJIOT JAlOT CUTHANBI, CMEIIEHHBIE HA > 5 M. 1. B Oonee ciiaboe 1oJe, 9To coria-
cyeTcs C HallUMHU BBIBOJaMHU.

Cunres aprunnHa HUKOTHHATa Marausa (Mg(ArgNic),) npoBoauay B BOAHOM cpeze. B cycnensuro
6,96 T (0,04 monp) L-Arg B 10 Mx Boasl npu nepeMeminBannu U HarpeBanuu (60 °C) noGasisiiu mop-
IMUSIMHA HAKOTHHOBYIO KHCIO0TY B KomdecTBe 4,92 1 (0,04 Momp), mpomomkas IepeMenBaHue CMECH
B TeueHue 2 4. K momydeHHOMY pacTBOpYy NpHY NMEpeMEIIMBaHUM MOPUMSIMU MEJIEHHO (I0O0aBiIeHHE
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Fig. 3. IR spectrum of arginine nicotinate (/) and zinc salt arginine nicotinate (2)
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crenytouiel mopruu MgO ocymecTBIAIOCH MOCIE paCTBOPEHUSI IPEABIAYIIEeH) ObLT 100aBIeH OKCHA
maraus B konudectBe 0,81 1 (0,02 Moip). Peakmuio mpoBomuiin mpu HEMPEPHIBHOM ITepEMEITUBAHUHT
U KurmsiueHuu cMmecH. [IpoTexkanue peakuuu KOHTPOIUPOBAIH 110 Mepe yobutn ocanka MgO B peakuu-
OHHOU cMecH. 3akarounTeNbHas nopaus MgO He pacTBOpHUIAch, pacTBOP OTHHUILTPOBATH. BecoBBIM
METOAOM OBIJIO YCTAHOBJICHO, YTO B peakuuio BcTynuio okoino 0,6883 r MgO. dunsrpar CKOHLIEHTpU-
posan ymnapuBaHueM. [lomydennsiii mpoaykT (ANMg) Beicymimm mpu Temneparype He Bbime 60 °C
JI0 TIOCTOSTHHOM Macchl B BAKYYMHOM CcylIviibHOM 1mkady mpu gasienuu 0,1 MIla. Beixon nmpoxykra
ANMg cocrtaBun 98,20 %.

Ta6nuna 3. Xumudeckue capuru IMP 'H-,*C-cnextpos pacrsopos 8 CD,0D aprununa uuxorunara u Zn(ArgNic),
Table 3. Chemical shifts of NMR "H,!*C spectra of solutions in CD,OD of arginine nicotinate and Zn(ArgNic),

CTpYKTYpHBIE 3I€MEHTHI OTHeceHME CHIHANA 8, M. 1.
MOJICKYJIBI ArgNic | Zn(ArgNic),
"H-SIMP-cniektp
CH-rpynmna tpumnier 3,64 3,44
CH,- 3,23 3,18
ApruEuHOBas 9acTh 2 TPYTIHA TPUILICT 1’ 9 1’ o1
MyAbpTUIIICTHBIE CUTHAIBI 175 171
9,05 9,05
8,56 8,56
Huxotunat-anuon Merunosie rpynmnst CH 8.32 8.32
7,46 7,46
BC-SIMP-cniekTp
KapOokcunpHas rpynmna 174,61 181,07
YerBepTuuHbie C-aTOMBI 158,90 158,75
A MetunoBas rpynna CH 55,50 54,96
PrUHHHOBAS 4acTh
41,86 42,05
CH,-rpynmnst 29,35 31,60
25,82 26,56
KapOoxcunpHas rpymmna 172,57 172,50
YeTrBepTuunble C-aTOMBI 151,21 151,34
HukoTuHaT—aHHOH 151,04 151,14
Merunossie rpynnsl CH 138,73 139,15
124 134,79 134,50
124,71 124,90

B Tabn. 4 u 5 npuBeaeHB! JaHHBIE JIEMEHTHOI'O aHAIN3a U KOMIUIEKCOHOMETPUYECKOTO THUTPO-
BaHMA npoaykTa ANMg, KOTOpbIE yKa3bIBalOT, YTO COAECPKAHUE 1IeNeBOro kommnonenta Mg(ArgNic),
cocraisieT 85,12 + 0,81 %. V3MeHeHue yclnoBHil CHHTE3a HE MO3BOJSET MOMYYUTh IPOLYKT ¢ Oojee
BBICOKMM COZIEPKaHMEM aprMHUHHUKOTHHATA MAarHus, 4To, KaK U B ciydae Zn(ArgNic),, MOKET ObITh
00yCJIOBJIEHO B TOM YMCIIE M U3MEHEHHMEM 3HaueHui pH pacTBopoB 1o mepe obpazosanus Mg(ArgNic),.
YcranoBneHo, uTo 2%-¢ pacTBOophl mponykta ANMg nmenu 3nadgenne pH B obmactu 9,5-9,9.

C ucnonb30BaHMEM OJMHAKOBBIX HaBecok 0OpasuoB Arg Nic u Mg(ArgNic),) (2,0 mr), Kak 1 174
OWHK aprHHUHHUKOTHHATA, ObUTH 3amucanbl MK-ciekTpsl, mpuBeneHuble Ha puc. 4. lllkama mHTEH-
CHUBHOCTH TPOITYCKaHHS COOTBETCTBYET 000MM 0OpasiaM. XapaKTepUCTHUECKUE MOJIOCH aHAJIOTHYHBI
IpUBEICHHBIM Ha puc. 3. CyIiecTBeHHbIE N3MEHEHHSI HHTEHCHBHOCTH TOJIOC B 00JIACTH XapaKTepHCTHU-
4eCKOro Kosiebanus HOHHOro kapbokcuia npu 1 597 u 1 381 cm, a Takke aMUHOIPYIII MOT'YT CBHJIE-
TENbCTBOBATh 00 00pa30BaHUU MAarHUEBOH COJM aprHHUHHUKOTHHATA (CM. pHC. 4).

Crextp AMP-DEPT noarBepxaaeT oTHeceHue NTUHUH (CM. Tabu. 5). [lomyueHHbIe TaHHBIE YKa3bl-
BalOT HA 3HAYUTENIbHBIC OTJINYMS XUMUYECKUX CABUTOB CUTHAJIOB YIJIEPOIHBIX aTOMOB KapOOKCHUIIBHOM
rpynmnsl apruauHoBoit yactu (BC-SIMP-cnextp). [onoOHbIe OTAMYKS HAGMIOIAIUCH U I aprUHUH-
HUKOTHHATa IUHKa. COrjgacHO JUTEpPaTypHBIM JaHHBIM, COOTBETCTBYIOLINE aHMOHBI KapOOHOBBIX
KHUCIIOT JJAIOT CUTHAJIBI, CMEIICHHBIE Ha > 5 M. 1. B OoJiee crnaboe noje [22], yTo yKa3bIBaeT Ha Moryye-
HUE LIENEBOT0 MPOAYKTA.
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Ta6numna 4. /lanHble 3JIeMeHTHOT0 aHaJIu3a MpoaykToB ANMg

Table 4. Data from the elemental analysis of ANMg products

Obpaser | Conepxanue, % Mg, % C,% N, % H, % 0, %
Beruncneno
Mg(ArgNic), 100 3,94 46,73 22,72 5,84 20,77
ArgNic 100 - 48,48 23,57 6,40 21,55
ANMg-1 (HaiiIeHO 10 JaHHBIM 3JIEMEHTHOI'O aHAIN3a)
ANMg-1 | 336+ | 4695 | 21 | 59 -
ANMg-1 (BbIYHCIIEHO)
Mg(ArgNic), 85,26 3,36 39,84 19,37 4,98 17,71
ArgNic 14,74 - 7,15 347 0,94 3,18
Bcero 3,36 46,99 22,84 5,92 20,89
ANMg-2 (HaiiieHO MO0 JTaHHBIM 3JIEMEHTHOT'O aHATN3a)
ANMg-2 | 340r [ 4693 | 2256 [ 603 -
ANMg-2 (BBIYUCIIEHO)
Mg(ArgNic), 86,20 3,40% 40,28 19,58 5,03 17,90
ArgNic 13,80 - 6,69 3,25 0,88 2,97
Bcero 3,40 46,97 22,83 5,91 20,87
ANMg-3 (HaliIeHO 10 JaHHBIM 3JIEMEHTHOT'O aHAJIN3a)
ANMg-3 | 33+ | 4113 | 2269 | 58 -
ANMg-3 (BBIYUCIICHO)
Mg(ArgNic), 83,90 3,31* 39,21 19,06 4,90 17,43
ArgNic 16,10 - 7,81 3,79 1,03 3,47
Bcero 3,31 47,02 22,85 5,93 20,90

IIpumevyanwue: *— 1aHHbIC KOMIUICKCOHOMETPUYECKOIO TUTPOBAHU (13 TaOI. 5).
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Fig. 4. IR spectrum of arginine nicotinate (/) and magnesium salt of arginine nicotinate (2)
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Ta6nunna 5. KomniaekcoHomeTrpuyeckoe onpeaeienne Maruus B o6pasnax ANMg

Table 5. Complexometric determination of magnesium in ANMg samples

CraHpapTHoOe
OTKJIOHECHHE

Obpasern Mg, % Mg, . % Jucnepcus RSD

3,37
ANMg-1 3,38 3,36 0,004 0,0208 0,619
3,34
342
ANMg-2 3,39 3,40 0,003 0,0173 0,509
3,39
3,28
ANMg-3 3,30 331 0,0013 0,0361 1,089
3,35

Ta6auua 6. Xumnueckne casuru SIMP 'H-,'3C-cnexrpos pacrsopos B D,0 aprunnna nuxorunara u Mg(ArgNic),

Table 6. Chemical shifts of NMR 'H,"3C spectra of solutions in D,O of arginine nicotinate and Mg(ArgNic),

CTpPYKTYPHbIC 3JIEMEHTBI OTHECeHME CHIHAL 8, M.
MOJICKYJIBI ArgNic Mg(ArgNic),
'H-SIMP-cniektp
CH-rpynma Tpumiet 3,79 3,35
ApruHHMHOBAs YacTh CH,-rpynma tpunier ?’;? ?’lg
MynbTUIIIETHBIE CUTHAIBI 1’ 69 1’22
8,93 8,92
HuxorunaT-anuon MeTtunossle rpynnst CH g’gg g’gg
7,54 7,50
BC-SIMP-cniekTp
KapbokcunbHas rpynmna 174,98 181,07
YerBepTuuHsle C-aTOMBI 157,37 156,02
APruHHHOBAS 4acTh Merunosas rpynna CH i‘:’?; Zgé:
CH,-rpynmnst 28,22 28,99
24,54 23,78
KapboxcunbHas rpynmna 173,29 172,49
YerBepTtuunasie C-aTOMBI 150,41 149,78
HukornHar-aHnoH 11 ;‘g,;; gg,gg
MeTtunoBele rpynnst CH 133’22 131’60
124,82 123,26

3akaouenue. B xone uccnenoBanuii OblIM pa3paboTaHbl CIOCOOBI CHHTE3a MPOU3BOIHBIX HUKOTHU-
HOBOW KHCIIOTHI U apTHHUHA: apTHHUH HUKOTHHATA, MWHK aprUHUHHIUKOTHHATA U MATHUH aprUHUHHU-
koTuHata. [lodyueHHBIE MPOAYKTHI OXapakTepu3oBaHbl cnekTpockonuuecku (AMP, UK), ycranoBnen
UX DIIEMEHTHBIH COCTaB M COIEp’KaHWe OCHOBHOTO BellecTBa. Ha OCHOBaHMM NMOITYYEHHBIX PE3yNbTa-
TOB MOATBEPXACHA CTPYKTypa coenuHeHUH. CoueTaHne OMOIIOTHYECKOW aKTHBHOCTH HCIIONB3YEMBIX
HCXOIHBIX KOMIIOHEHTOB B KOHEYHOM IIPOAYKTE MOXKET CIIOCOOCTBOBATH YCHJICHHUIO CIEHH(DUIecKOit
3G PEKTUBHOCTH CyOCTaHIMH U OBITH HCIOIB30BAHO AJIsl pa3pabOTKH JeKapCTBEHHBIX CPEICTB U OHO-
JIOTUYECKHU aKTHBHBIX JOOABOK Ha UX OCHOBE.
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AJCOPBIMA BUIUKINYECKHUX IOBEPXHOCTHO-AKTUBHBIX BEIIIECTB
HA TPAHULE PA3JEJIA BOJA-BO3YX

AnHoTanus. l3ydyeHa MOBEpXHOCTHAs aKTHBHOCTH HEKOTOPBIX INPEICTaBUTENCH OMIIMKIMYECKHX MOBEPXHOCTHO-
akTuBHBIX BemecTB (ITAB) rpymnmsr kamdaHa B BOGTHBIX U COJNEBBIX pacTBopax. [lokazaHo, YTO M3ydeHHbIE OUITUKINYECKUE
COCJUHEHMUS C )KECTKUM YTJIEBOLOPOJHBIM KapKacoM IPOSBISAIOT BHICOKYIO IIOBEPXHOCTHYIO aKTUBHOCTh, OCOOCHHO B pac-
TBOpaxX 3JEKTPOIHUTOB, YTO MO3BOJISET HCIONB30BATh UX B Ipolecce (IIOTAUU PacTBOPUMEIX coiel. OnpeneneHbl OCHOB-
HBIE XapaKTEPUCTUKU aJCOPOIMOHHOTO CIIOS: MOBEPXHOCTHAsI aKTUBHOCTb, KOHLIEHTPAIUs HACBIIIEHHUS aACOPOIHOHHOTO
CJI0sI, MAKCHMAaJIbHAs aJcopONHsl, MIOMA (b, 3aHNMaeMasi MOJIEKYJIoi B ancopOnuoHHOM cioe. [lokazaHo, 4To CTpYKTypa
ruaApooOHOTO paguKania OKa3blBaeT CyIIECTBEHHOE BIMSHHUE HA CTPYKTYpPy HOBEPXHOCTHOTO CJIOS, HAIH4ne anudaTuye-
CKOH LIeTTH B yTIIEBOJOPOIHOM CKEJIETE CIIOCOOCTBYET MOBBILICHHUIO TOBEPXHOCTHOW akTHBHOCTH [TAB.

KaroueBble cioBa: 6nnuknndeckne [TAB, moBepxHOCTHAs aKTUBHOCTb, aJICOPONHS, TOBEPXHOCTH Pa3Jelia, MeKTPo-
JIUT, MUIEJITI000pa30BaHme

Jas nutuposanus. [Torkuna, T. H. AxcopOmus OMIMKINYECKUX MOBEPXHOCTHO-AaKTHBHEIX BEIIECTB HA T'PaHUIE Pa3-
nena Boma—Bo3ayx / T. H. Tlorkuna, B. B. Illeuyk / Becui HampisinanbHait akagamii HaByk bemapyci. Cepbis XiMidHBIX
HaByK. — 2026. — T. 62, Ne 2. — C. 107113 https://doi.org/10.29235/1561-8331-2026-62-2-107-113

T. N. Potkina, V. V. Shevchuk

Institute of General and Inorganic Chemistry of the National Academy of Sciences of Belarus, Minsk, Belarus
ADSORPTION OF BICYCLIC SURFACTANTS AT THE WATER-AIR INTERFACE

Abstract. The surface activity of certain bicyclic surfactants from the camphane group of terpene series in aqueous and
saline solutions was studied. It has been shown that bicyclic compounds with a rigid hydrocarbon framework exhibit high
surface activity, especially in electrolyte solutions. This fact makes it possible to use them in the flotation of soluble salts.
The main characteristics of the adsorption layer were determined: surface activity, saturation concentration of the adsorp-
tion layer, maximum adsorption, and the area occupied by a molecule in the adsorption layer. It is shown that the structure
of the hydrophobic radical has a significant effect on the structure of the surface layer, and the presence of an aliphatic chain
in the hydrocarbon skeleton contributes to an increase in the surface activity of the surfactant.

Keywords: bicyclic surfactants, surface activity, adsorption, electrolyte, micellization, water—air interface

For citation. Potkina T. N., Shevchuk V. V. Adsorption of bicyclic surfactants at the water—air interface. Vestsi
Natsyyanal'nai akademii navuk Belarusi. Seryya khimichnykh navyk = Proceedings of the National Academy of Sciences
of Belarus. Chemical series, 2026, vol. 62, no. 2, pp. 107-113 (in Russian). https://doi.org/10.29235/1561-8331-2026-62-2-107-113

Beenenne. Vcnionbp3oBaHue MOBEPXHOCTHO-aKTUBHEIX BellecTB (ITAB) B pa3nuyHBIX TEXHOJIOTHYE-
CKHX TIpoleccax TpeOyeT HCCIIENOBaHMS UX KOJIOUTHO-XUMUYECKHX CBOWCTB. Panee OblI0 Moka3aHo,
yT0o Onnuknnueckue [IAB TeprneHoBoro psaa rpynmsl kamdana sBasroTcs 3Q(EeKTUBHBIMH peareHTa-
MU-COOMpATeIIMHU XJIOpUa Kanusi MpH (IOTAlMH BEICOKOTTTMHUCTHIX CHIIBBUHUTOBBIX pyn [1, 2].

K ITAB oTHOCAT BelecTBa ¢ aCHMMETPUYHON MOJIEKYJISPHOM CTPYKTYpOi: B MOJIEKYJIe HJIU HOHE
OJHOBPEMEHHO MPUCYTCTBYET rUApOo¢MIbHAs rpynna (HOoNspHas Cpymnmna, WK «TOJO0BKa») U THAPO-
¢obHas rpynna (pagukai, uid «xBocT») [3—5]. Takoe auduibHOE CTPOCHUE OOYCIOBIMBAET IMTOBEPX-
HOCTHY0 akTUBHOCTh ITAB, TO ecTh nX cocoOHOCTE aiIcOpOMpPOBaTHCA Ha MeX(a3HBIX I'PAHULAX.

© INotkuna T. H., Lleuyk B. B., 2026
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Muuennoobpa3oBanue u aacopOLus AMGUIBHBIX MOJIEKYJI ¢ THOKON YIIeBOAOPOIHOM LEMBIO Ha MEX-
(ha3HO# TpaHUIe pa3ena HEOAHOKPATHO OOCYXIANNCh B IUTEPAType, TOraa Kak MCCICTOBAHHUIO CO-
eIMHEHHUH ¢ )KECTKOW CTPYKTYPOH YTJIEBOAOPOIHOIO paguKaia, B TOM 4ucie Onuukiandeckux [TAB,
YIESIJI0Ch MaJlo BHUMaHUA. V3BECTHO, YTO MOBEPXHOCTHOE HaTs)keHUe pacTBopoB IIAB 3aBucut
OT JJIMHBI YTIEBOAOPOAHOTO pajnKaja U IpUPObl NONsipHOM Tpynnsl [4]. CBOMCTBA BEUIECTB C KECT-
KOH CTPYKTYpOI MOJIEKYIIBI, XapaKTep UX aCCOIMAINH CylIecTBeHHO oTmdaroTcs oT [IAB ¢ anudaru-
YeCKON I'MOKOH IIEIBIO.

HexoTopeie ydeHble 0TMEYArOT, YTO CBOMCTBA aACOPOIMOHHBIX MIIeHOK [TAB onpenenstoTcst He TONb-
KO KOHIIEHTpAIMeil MOJIEKYJ B IOBEPXHOCTHOM CJIO€, HO M CBA3aHBI C MOJIEKYJISIPHBIM PACIIOJIOKEHUEM
1 u3MeHeHneM opueHTanu [IAB Ha moBepxHOCTH pasnena a3 [5-9].

Henbto paboThl ABISETCS M3yUEHUE BIMSHUS CTPYKTYpbl Mosiekyisl [IAB Ha ux ancopOuuro
Ha IrpaHule pa3jena BoJa—BO3ayX.

MatepuaJjnbl U MeTOAbI MccaeqoBaHUil. OObEKTaMH HCCIIEAOBAHUHN SIBISIOTCS BOJHBIE PACTBOPEI
ounukimueckux [TAB: amMmMoHMitHast ¥ KaiaueBast coib 5,5,6-TpuMeTHIOonInKIo-[2,2,1]-renran-2-oH-3-
ax3ocynbhokuciaorsl (MKCK) (I) [1] n consrokucmbrit N-[2-(2-3K3000pHIIIOKCH)I THI | THICHIHAMITH
(BO2) (II) [2], B KOTOpOM aMHUHOTPYIIIA OTAENeHa OT KECTKOTO CKeJeTa alnu(aTUYeCKO IIeThIO.
s cpaBHEHHS HCIIONIB30BAJICS CONSTHOKUCITBIA OopHMmIamMuH (I11), aMmrHOTrpymnma KOTOporo Hemocpen-
CTBEHHO CBSI3aHA C )KECTKUM YTJIEBOJOPOAHBIM KapKacoM.

CTpyKTypa HcClIeTyeMbIX COeTHHEHUN:

(0]
NH, - HCI

0}
\/\H /\/NHZ . HCl
11

| SO;H III

Jns m3ydeHus BIUSHUS CTPYKTYphl MonieKyibl [IAB Ha amcopOuuio Ha rpaHulle pasgena Boga—
BO3JIyX M3MEPEHO PaBHOBECHOE MOBEPXHOCTHOE HATSKEHHME BOIHBIX pacTBOopoB IIAB meromom ot-
peiBa konbua npu temneparype 20 °C. PactBopsl IIAB roToBuin B O4HMINIEHHOH BOje, MMEIOLIEH
noBepxHocTHOE HaTshkeHue 72,0 = 0,2 mH/m.

PesyabTaThl 1 ux odcyxaenune. GopMupoBaHue ancOpOIMMOHHBIX CIOEB MPOTEKAET BO BPEMEHH,
[IO3TOMY JIJISl TOJTYYCHHSI BOCIIPOU3BOIMMBIX PE3yJIBTATOB OBLIHM CHATHI KHHETHYECKUE U30TEPMBI I10-
BEPXHOCTHOTO HATS)KEHHUSI.

Kaxk BugHO 13 puc. 1, paBHOBECHBIC 3HAYCHUSI TIOBEPXHOCTHOT'O HATSHKCHUS B 3aBUCUMOCTH OT KOH-
LIEHTPALIMU PACTBOPOB JOCTUTAIOTCS B TEUCHHUE PA3TUYHOTO BpeMeHHU. s pacTBOPOB aMMOHUMHOMN
conu KoHIeHTpanuu 0,2 MOIIB/T pAaBHOBECHOE 3HAYCHHE MOBEPXHOCTHOTO HATSKEHUS JIOCTUTACTCS
B TeueHue 15 MuH, a 11 korneHTparuu 0,08 Mo/ — He JoCTHTAeT Jaxke B TeueHUe 25 MuH. Takas ke
KapTHHA HaOmromaeTcs W JUIsl KaTHOHOAKTUBHBIX [IAB: uem Oounble koHueHTpanus pactBopa [TAB,
TeM OBICTPEE JJOCTUTASTCS HachIeHHe ancopounonHoro cios [10]. [Toka3aHo, 4TO BpeMs JOCTHIKEHUS
PaBHOBECHBIX 3HAUEHUH MOBEPXHOCTHOI'O HATSIKEHUS 3aBHUCHT OT CTPOCHUS YTJIEBOIOPOIHOTO pPaju-
kana. [lns conmeit UKCK u GopHmiamMuaa oHO mocturaercs B Teuenue 10—20 muH., Torma kak maius bO3/]
9TO BpEMSsl 3HAYUTENBHO OOJIbIIE, YTO OOYCIOBICHO HAIIMYUEM B €r0 CTPYKType THOKOro YIIeBOIO-
pomHoro panukana. [Ipu 3ToM CKOPOCTh CHMYKEHUSI IOBEPXHOCTHOI'O HATSXKEHUS SABISETCA (PyHKIUCH
BpEMeHH, OHa HanOollee BEJIMKa Ha HAYaJIbHOM Y4YacCTKe KPUBBIX, Jajiee MPOIecC CHUKEHUS TOBEPX-
HOCTHOT'O HATSKEHUS 3aMeJJISeTCS.

daxTopaMu, TUMUTHPYIOIMUMH HAKOIIJICHHE BEIIECTBA B MOHOCIIOE Ha TIOBEPXHOCTH paszena ¢as,
SIBJISTFOTCST CKOPOCTh Auddy3un Mosekyt (noHoB) [TAB u anexTpudeckuii 3apsii aacopOIMHOHHOTO CIIOS.
W3BecTHBI pa3nuyHble MeXaHW3MBI ancopOnuu. [lepBerit n3 HUX — AUQGY3NOHHBIH, KOTIa CKOPOCTH
nporecca numutupyetcs nuddysucii [IIAB n3 o6mema pacTBopa B IpUIIOBEPXHOCTHBIHN Ci10i. BTopoii —
SHEPTeTHUYECKUM, TP KOTOPOM JIMMUTHPYIOMIEH CTaauel SBISETCS MpeomosieHne Moyekynamu [1AB
JHEepPreTUYEecKoro Oapbepa Mpy Mepexosie U3 3TOro €0 Ha MOBEPXHOCTh. M HaKoHEI], BO3MOXEH Tpe-
THH — CMEIIaHHBII MEXaHU3M, KOTrJja CKOPOCTH 00OUX MPOLIECCOB COM3MepUMBI. [1pu OpicTpoM popmu-
pOBaHWH IOBEPXHOCTH, KaK MPaBUIIO, peanusyeTcs nudpy3noHHbII MeXaHU3M ITpoliecca aacoporuu [4].



Becnii HansissnansHait akagamii HaByk bemapyci. Cepsist ximigabix HaByk. 2026. T. 62, Ne 2. C. 107-113 109

o, MH/™M
975

1170

1
W

a 1, MMH b t, MUH

Puc. 1. 3aBUCHMOCTB MOBEPXHOCTHOTO HATSIKEHHS BOIHBIX PACTBOPOB: ¢ — aMMOHHITHOI conn MKCK:
1 —0,08 mons/m; 2 — 0,2 monb/a; 3, 4 —8 0,5 M pactBope NaCl coorBeTcTBeHHO; b — consiHokucaoro BOJ/I:
1 -0,004 mons/m; 3 — 0,04 Monb/1 U conssHOKHUCIOTO OopHIIIaMuHa: 2 — 0,13 mons/it; 4 — 0,32 Mob/1

Fig. 1. Kinetic dependence of surface tension of aqueous solutions: @ — ammonium salt I[CSA:
1 —0,08 mol/l; 2—0,2 mol/l; 3, 4 — in 0,5 M NacCl solution, respectively; b — hydrochloric acid BOED:
1-0,004 mol/l; 3 — 0,04 mol/l and bornylamine hydrochloride: 2 — 0,13 mol/l; 4 — 0,32 mol/l

Ha puc. 2 npencraBieHa 3aBUCUMOCTh TTOBEPXHOCTHOTO HATS)KEHHS PacTBOPOB MCCIIEIOBAHHBIX
ITAB ot KoHIIeHTpaluu B pacTBOPE U JOOABOK JIEKTPOIIUTA.

B obnactu mansix konuentpamnuii [TAB (< 0,02 Moab/1) IPOUCXOOUT pe3Koe YMEHBIICHHE TIOBEPX-
HOCTHOT'O HaTSDKEHUS, IIPU 3TOM OHO, a CJIEIOBATEJIbHO, M acopOLus, IPSIMO IPOIOPLHOHAIBHbI KOH-
uentpanuu [1AB 1 cOOTBETCTBYIOT X04y U30TEPMBI afcopOuuu [ eHpH, 4TO CBHIETENBCTBYET O MaJIOH
CTEIEHH 3aIl0JIHEHUSI IIOBEPXHOCTH M OTCYTCTBUU B3aUMOJEIHCTBUS aACOPOUPOBAHHBIX MOJIEKYJ APYT
¢ Ipyrom. JTta objacTbh TeM MEHbLIe, yeM Ooliee THAPOoPOOEH YIIeBOAOPOAHBIH pagukai. B obnactu
JecTBUA 3aKOHA [ €HpU MMOBEPXHOCTHOE HATSKEHHE JTMHEHHO YMEHBIIAETCS C YBEIMUYECHHEM KOHIICH-
tpauuu [TAB. Kak nokasanu uccienoBaHus, MOBEPXHOCTHOE HATS)KEHHE W3YYEHHBIX OMIIMKIHYECKUX
ITAB npu pa3baBieHnH pacTBOPOB BO3pACTAET 10 3HAUECHHUI, COOTBETCTBYIOLINX OBEPXHOCTHOMY Ha-
TSOKEHUIO pacTBOpUTENS. B KauecTBe Mephl IOBEPXHOCTHOM aKTUBHOCTH B 3TOM CIIy4ae MOXHO HCIIOJb-
30BaTh COOTHOILICHUE:

G = (do/dC),._,,

IJie G — oBepXHOCTHOE HaTskeHue; C — KoHIeHTpanus; G — MOBEPXHOCTHASI aKTUBHOCTb.

KommongHo-xuMudeckrne XapaKTepUCTUKU PAaCcTBOPOB M3YydUeHHBIX Ouruknmdeckux [TAB mpen-
CTaBJICHEI B TAOJIHIIE.

Kak BugHo, constHokucnsiit BOJ/I, ruapodunbsHas rpynmna KOTOporo cBsi3aHa C )KeCTKUM OULIUKIIN-
YECKUM KapKacoM uepes aln(aTuiecKyro Ienb, 001agaeT B HECKOJIBKO pa3 OOJbIICH MOBEPXHOCTHON
aKTHBHOCTBIO U BEJIMUYMHON npeaensHoi aacopbuuu (I)) no cpaBHEHHIO CO 3HAYEHHAMH ITHX Xapak-
Tepuctuk 1 ammonniHo# conu MKCK u consiHOKMcnoro 6opHuiaMuHa. B oTimdne oT u3ydaeMbIx
aMHUHOB YTJICBOJOPONHBIA panukan ammoHuiiHoi conmu MKCK mmeeT NONMOMHUTEIBRHYIO MOISPHYIO
rpynny C=0, KoTOopasi yCHJIMBAaET CPOJCTBO MOJIEKYJ K PAacTBOPUTENIO W YMEHbBIIAeT TEHICHIIUIO
k nepexony monekyn [IAB u3 o0bema pacTBopa Ha MOBEPXHOCTDH pa3zena.

IInomanu, 3aanmaemeie MoJekymoit MKCK u GopHmilaMuHa B TOBEPXHOCTHOM CJIOE€, TIPUMEPHO
OJIMHAKOBBI U COOTBETCTBYIOT TEOPETHYECKOI BEIMUYMHE, MONYUYEeHHON U3 cTepeoMonenu [lpeiinnnra
(~40 A?), Torna kax mis BODJI oHa npubIHkKAeTCa K CEUeHHI0 anu(aTHIecKoro pajnKaia. ITo moj-
TBEPXJacT MPAaBUILHOCTH UCTIOIH30BAHUS B HAIlIEM Ciiyuyae ypaBHeHUs [ m606ca 6e3 ko dunmenra.

Tak kak oborarieHue KaTMHHBIX Pyl OCYIIECTBIISIETCS B HACHIIIIEHHBIX COJIEBBIX PACTBOPAX, TO MPe-
CTaBJISJIO HHTEpEC U3yUYEeHHE BIUAHHUS HEOPraHWYECKUX 3JIEKTPOJUTOB Ha MOBEPXHOCTHHIE CBONCTBA
UCCIIeAyeMbIX coennHeHnH. Kak BUIHO U3 puC. 2, B IPUCYTCTBUH SIEKTPOIUTOB H30TEPMbI HAYT KPY-
4e ¢ OOJBIINM ITOHMKEHNEM ITOBEPXHOCTHOTO HATSIKEHHU .
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Puc. 2. I3meHeHne paBHOBECHOTO IIOBEPXHOCTHOI'O HATS)KEHUS! pACTBOPOB OT KOHIIEHTPAIINH:
a — I — BognbIit pacTBOop ammonwuitHo# conu UKCK, 2 — B 0,5 M NaCl, 3 — Boguslii pactBop kanuesoit conn MKCK;
b — I — BOIHBII pacTBOP COJNISTHOKUCIOT0 OopHIIaMuHa, 2 — B 4 M NaCl;
¢ — 1 — BogusIi pactBop consiHokucaoro BOS/, 2 —8 0,05 M NaCl

Fig. 2. Equilibrium surface tension change depending on the concentration of solutions:
a — I —aqueous solution of ammonium salt of ICSA, 2 —in 0,5 M NacCl, 3 — aqueous solution of potassium salt of ICSA;
b — I — aqueous solution of bornylamine hydrochloride, 2 —in 4 M NaCl;
¢ — 1 —aqueous solution of hydrochloric acid BOED, 2 —in 0,05 M NaCl

KoanonaHo-xuMuuyeckue XapaKTePUCTUKHU PACTBOPOB 6HHHKJIH'{€CKHX NMOBEPXHOCTHO-AKTUBHBIX BEIIECTB

Colloid-chemical characteristics of bicyclic surfactants solutions

2
KoHuenTpanns C . Mois/n T, 106, Momnb/m? S,. A

G, Ix-M/MOIb
SJIEKTPOJIUTA, MOJIB/TI m> i\

AwmmMmonuiinas coits UKCK

0,12 39 41,7 112
0,1 NaCl 0,10 43 40,0 126
0,5 0,07 4,4 37,0 151
1,0 0,06 4,8 35,0 180
Kanuesas cons UKCK
0,03 3.8 41,9 2017
CoNSHOKHCTBIA OOpHUTIAMUH
0,060 3,6 40,0 163
4,0 KCI 0,006 4,3 38,0 498
5,0 NaCl 0,005 4,5 37,0 995
Consinokucnsiit BOD/]
0,005 7,1 234 644
0,05 KCl1 0,002 8,2 20,2 1210
0,05 NaCl 0,002 8,0 20,6 1197

C NoBBIIIEHHEM KOHUEHTPALUU 3JIEKTPOIUTA YBEIMUUBACTCS MOBEPXHOCTHAS! AKTUBHOCTh U MaK-
cUMaJjIbHas aJicopOIMsl BEIIeCTBa Ha Mexk(a3HOU TpaHuUlle pas3zieia, YMEHbIIASTCS IIONAb, 3aHIMa-
emas onHoi Monekynoi [IAB B ancopOimonHoM cioe (cM. Tab:1.). HanGonbiee BIUsTHUE DIIEKTPOIHT
OKa3bIBaeT Ha MOBEPXHOCTHBIE CBOICTBA consHOKMCIOTOo bOJJI, MeHbIIee — Ha MMOBEPXHOCTHYIO aK-
tuBHOCTh amMouuiHON conu UKCK. C yBenuueHMEeM KOHLUEHTPAIMU MPOTUBOUOHOB MOAABISCTCS
nucconuanus [IAB u B 00beMe, 1 B TOBEPXHOCTHOM CIIO€, YTO YMEHBIIIAET CIITY dJEKTPOCTATHIECKOTO
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OTTAJIKUBAHUSI MEXIY HOHAMH B aJCOPOLIMOHHOM CJIO€, a 3TO MPUBOAUT K MOBBIMICHUIO TUIOTHOCTH
UX YIAKOBKHU Ha MOBEPXHOCTH PA3Jella U CHUKEHHIO TOBEPXHOCTHOIO HAaTsKeHU. Kpome Toro, HOHEI
HEOPraHUUYECKOI0 3JIEKTPOJINTA, THAPATHUPYACH B PACTBOPE, BBI3BIBAIOT YaCTHUYHYIO JETHAPATAIUIO
MIOBEPXHOCTHO-aKTUBHBIX MOHOB, AENal0T Ux 6osee ruapodoOHBIMHU, B PE3yIbTaTe CPOACTBO K HEIO-
JSPHBIM (azaM MOBBIIIAETCS.

AncopOuus nepBbIX MOPLUI MOJEKYJ HJIM MOHOB BEILECTBA COOOILAET MOBEPXHOCTH JIEKTPHUE-
CKHUH 3apsi/i U IPUBOAMUT K 0OPA30BAHHIO ABOHHOTO DJIEKTPUUYECKOTO CIIOS, IS aIcOPOLUU OCTaTbHBIX
MOHOB TpeOyeTcsl IPEOA0JICHUE CHII 3IEKTPOCTATUIECKOr0 OTTAJIKUBAHMS U OOJIbIIEE AJIS 3TOTO BpeMsl.
BBenenue aneKTpoIMTOB CHU)KAET BpeMsI IOCTHXKEHHU I pAaBHOBECHOT'O 3HAYE€HHU S TOBEPXHOCTHOTO HaTsI-
xeHus. [lpu 3Tom yem Gonee runpodunabHa noisipaas rpynna [IAB u geM Beillle cTeneHb 3a0gHEHUS
aZICOpOIIMOHHOTO CJIOS, TEM CHUJIbHEE TOJKHO OBITh OTTAJIKUBAHUE U TEM BBIIIE SHEPTUs aKTUBAIIUU a/l-
copbuun. Yckopenue aacopounn IIAB mo mepe necopOuuu coiau 00BIICHIETCS BHICATTMBAIOIINM JICH-
CTBHEM COJH, TeM OOJBIINM, YeM BBIIIE €€ KOHLUEHTpausi. ITO ABJIEHHE OCOOCHHO SIPKO BBIPAXKEHO,
KOTJa B COCTaB COJIM BXOAMT CTPYKTypopaspylaromuil noH. B cucreme Boga—IIAB—cons ogHOBpe-
MEHHO TIpoTeKaroT amcoporus [TAB, necopOmus comu, peakcarus CBOMCTB pacTBoputelnss. COBOKyTI-
HOE BJIMSTHUE 3TUX MPOLIECCOB OKA3bIBAET BIUSHUE HA ITporecc (GOPMHUPOBAHUS aICOPOLUOHHOTO CIIOS
Ha TIOBEPXHOCTH paszaena [11].

U3oTepMbl MOBEPXHOCTHOIO HATSKEHUS B KoopAMHATax ¢ — C MPEACTaBIsAIOT COOOH MIaBHYIO
KPUBYIO C NPSIMOJIMHEHHBIM Y4acTKOM B 00JIACTH pa30aBICHHBIX PACTBOPOB U HE IO3BOJISIIOT OIIpe-
JeNUTh KOHIEHTPAIMIO HACHIIEHUs aJcopOuoHHOro cnosi. Ha nmorapupmuyeckoil 3aBUCHMOCTH TIO-
BEPXHOCTHOI'O HATS)KEHUS OT KOHLEHTPALUU MOXHO BBIIACTIUTH TPH y4acTka (puc. 3).

Ha xpuBonnHEtHOM y4acTKe IPOHCXOIUT aIcopOIUsl B COOTBETCTBUU C ypaBHeHHeM [ nb0ca u Ha-
yuHaeTcst HOPMHUPOBAHKE IUIOTHOYTIAKOBAHHOTO ITOBEPXHOCTHOI'O aICOPOLIMOHHOTO cinos. B Touke nepe-
X012 KPUBOIMHEHHOr0 yyacTKa B IpsAMonuHeHbi (C, ) IPOUCXOIUT HACKIMIEHHUE aJICOPOLMOHHOTO CIIOS.

Kaxk BumHO U3 puc. 3, HaceIeHne aacopouonHoro ciost st bOJJ| mpoucxoauT mpu 3HAYNTEIb-
HO MeHbllel koHnenTpanuu (0,005 Moas/m), uem B pactBopax ammonuitnoi conu MKCK (0,12 monb/m)
u 6opamtamuHa (0,06 Monb/m). [Ipr 3TOM 3aBUCHMOCTE TTOBEPXHOCTHOTO HaTsDKeHUS s bOD/] mpen-
CTaBisieT co0OM THNHWYHBIA BUJ KOHLEHTPALIMOHHOH
3aBHCHMOCTH MOBEPXHOCTHOTO HATSKEHUS MHIEIo- oMM
o0pasyromux noHoreHHbix [TAB. "

B omimune or BOJJ] Ha u3zoTepMax MOBEPXHOCT-

Horo HatspkeHus cojeir MKCK u GopHmiiaMuHa u3jiom,
KOTOPBIM JIsl anuaTudecKux COCIMHEHUH COOTBET-
CTBYET KPUTHUYECKOW KOHIEHTPALlMM MHULEII000pa3o-
BaHus (KKM), oTcyTcTBYET, MOBEPXHOCTHOE HATSKEHHE
B JIaHHOM CJIydae TMOHMXKaeTcCs N0 IpPeKpalleHus pac-
TBOpeHHMs BenlecTBa [12]. CaenoBarensHO, B pacTBOpax
ITAB c )xecTKUM YTJIEBOAOPOIHBIM PAJIMKAIOM HE TIPO-
MCXOANUT 00pa30BaHUs Pa3BUTHIX aCCOLIMATOB, 00YCIIOB-
JIUBAIONIUX MULIECIUISIPHBIE CBOMCTBA pacTBOpPOB. Buiu-
MO, JJISI MOJIEKYJI C JKECTKUM KapKacoM CO3JIal0TCs Mpo-
CTPaHCTBEHHBIC 3aTPyNHEHHUS IIPU YIAKOBKE UX B MU-
LEJUTBI, OTHAKO PH 00pa30BaHUU aJcOPOLIMOHHOTO CIIOS
9TO HE OKa3bIBAET CYILECTBEHHOIO BIMAHUSA. Bce ato
MO3BOJISIET MPeanonokuTh, uto conu UKCK n 6opuu-
JNaMHHA 06pa3yloT aJCOPOLHMOHHbBIE CIIOM OJMHAKOBOH 5.5 50 45 40 3.5 80 23 20 <15 —10 0.5 00 03
CTPYKTYpPBI C OHHOTHUITHOM OpHEHTalHEN B BO3AYIIHYIO 1gC (Mos/)
¢azy KecTKUX OMLMKINYECKUX PaTUKaJIOB. L.

Kak mokazanu uccnenoBaHus, HATpUEBAasl U aMMO- P”ISI'IS - MaoTepubt ancopGutin aMMoniinofi cont

CK (1), constHOKMCITOTO OOpHIIIAaMIHA (2)
HuliHas conu MKCK nposBisioT oquHAaKOBYIO MOBEPX- 1 consHokmcoro BOJ (3)
HOCTHYIO aKTUBHOCTB. IIpn Tex ke KOHIEHTpanHsX Ka- Fig. 3. Adsorption isotherms of ammonium
nueBas conb UKCK cunpHee cHMXaeT MOBEPXHOCTHOE salt ICSA (1), bornylamine hydrochloride (2)
HaTsDKEHUE Ha TPaHUIIe pasjierna Boia—Bo3ayx. U3BecTHO, and BOED hydrochloride (3)
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Puc. 4. OpueHTanus MOJICKYJISIPHBIX KapKacoB Ha I'paHulie pa3zeina ha3

Fig. 4. Orientation of molecular frameworks at the water—air interface

YTO OOBEMHBIN OMIMKIMYECKUH TUAPOGOOHBIN pagrKal yCUIUBAET CTPYKTYPHUPOBAHME BOIBI, H3-3a
CHJIBHOM KOT€3UH MOJIEKYJ BOZbI OOJbIINE c1a00 rMAPaTHPOBAHHBIE aHUOHBI ACCOLMUPYIOT C KaTHOHA-
MU M TEM CaMbIM MUHUMHU3UPYIOT SHEPreTHUECKH HEOIaronpusITHbIE B3aUMOJICHCTBHS ¢ BOOW. TeHaeH-
1S K TAKOMY aHHOHHOMY B3aMMOJICHCTBHUIO HanOoJee OmyTHMa sl KadueBoi (GpopMbI BCIeCTBUE
HaWMeHee THAPAaTHPOBAaHHOW MPUPOIHI MOHA Kalus. bonee Toro, kak Obl0 TOKa3aHo [12], pacTBOpH-
MOCTh HaTpueBoil u ammoHuitHOHN coneit UKCK B Heckonbko pa3 Bbllle, YeM KaJdHEeBOW, a C YMEHb-
[IeHNeM PacTBOPUMOCTH MOBBIIIAETCS TEHAEHIUA K repexony moiekyd [IAB u3 o0wema pactBopa
Ha TIOBEPXHOCTH pa3jena.

3akJ/royenue. buniukiandyeckue COeAMHEHMs C )KECTKUM YTJIEBOJOPOAHBIM KapKacoM IpPOSBISIOT
BBICOKYIO TIOBEPXHOCTHYIO aKTUBHOCTb, OCOOCHHO B pacTBOpAax 3JIEKTPOJIUTOB, YTO MO3BOJISIET HCIOb30-
BaTh UX B KauecTBe coOMparens B mpouecce GproTauuu pacTBOPUMBIX coneld. [Ipucoenunenue K xecTt-
KOMY CKEJIETy THOKOTO yTJIEBOJOPOAHOrO paJrKajia XOTS U MOBBIIIAET MOBEPXHOCTHYIO aKTHBHOCTD
MOJIEKYJl M1 HOHOB, HO B CHIIY YCHJIEHUS MULEJJIOO0pA30BaHUSA B PACTBOPAX HE OKAa3bIBACT IOJIOXKU-
TEJIBHOTO BIUSAHUA Ha (QIOTAIIMOHHBIN MpoLecC.

IlokazaHo, 4TO BpeMs NOCTHKEHHSI PABHOBECHBIX 3HAUYEHUI ITOBEPXHOCTHOI'O HATSKCHHS 3aBHUCHT
OT CTPOCHHS YTIICBOAOPOJHOTO paJiuKaia, KOHIEHTPA[UH PACTBOPOB, JOOABOK AJIEKTPOIHTOB.

Cnucok ucnojib30BaHHBIX HCTOUHUKOB

1. Kopmryk, 3. ®. Cunres, QproTalnOHHBIC H aHTHCIICKUBAIOIINE CBOHCTBA HOBOTO peareHTa-coduparens s obora-
meHus Kanuitaeix coneit / 3. @. Kopmryk, T. H. ITorkuna, H. I'. Koznos / Becui Axamamii HaByk BCCP. Cepbist XiMiTHBIX
HaByK. — 1989. — Ne 1. — C. 94-97.

2. Kopmryk, O. @. Cunres u pnotannonHsle cBoiicTBa N-[2-(2-9k3000pHIIIOKCH) T THIIeHANaMuHA / D. ©. Kopmyk,
T. H. Tlotkuna, B. U. JIeicenkoB // Beciii Akamamii HaByk BCCP. Cepsist XimMiuHbIX HaBYK. — 1988. — Ne 4. — C. 101-104.

3. Illunoxa, K. Komnonausie noBepxHocTHo-akTuBHbIe BeutectBa. / K. Illunoxna, T. Hakarasa, b. Tamamycu. — M. :
Mup, 1968. — 139 c.

4. Pycanos, A. 1. Munemioo0pa3oBaHue B pacTBOpax MOBEPXHOCTHO-aKTUBHBIX BEIIECTB : MOHOTpadus / A. U. Pyca-
HOB, A. K. lllexkun. — CII6. : Jlans, 2016. — 612 c.

5. Munemnoobpa3oBaHue, COTOOUIN3ANNS U MUKPOAMYbcuu / ox pea. K. Murrena. — M. : Mup, 1980. — 579 c.

6. Surface dilational rheology of betaine surfactants: Effect of molecular structures / Z.-H. Zhou, D.-Sh. Ma, Q. Zhang
[et al.] // Colloids and Surfaces A: Physicochemical and Engineering Aspects. — 2018. — Vol. 538. — P. 739—747. https://doi.
org/10.1016/j.colsurfa.2017.11.064

7. Surface dilatational properties of Gemini surfactants containing multiple hydroxyl groups / X. Pei, Q. Zhang,
Z. Liu [et al.] // Colloid & Polymer Science. — 2016. — Vol. 294. — P. 1405—1412. https://doi.org/10.1007/s00396-016-3892-9

8. Arees, A. A. 3aBHCHMOCTb IOBEPXHOCTHOTO HATSDKEHHSI BOJHBIX PACTBOPOB OT CTPOEHUS MOJICKYJ ITOBEPXHOCT-
HO-aKTHBHBIX BEIICCTB M COCTaBa aJICOPOIMOHHBIX clioeB / A. A. Arees, B. A. Boikos / BecTHUK Acconnanuu By30B TypH3-
Ma u cepauca. — 2008. — Ne 4 — C. 55-61.

9. Surface and colloid properties of cyclic amides III. Surface activity and micellization of N-butyl-2-pyrrolidone
in water / A. Lou, B. A. Pethica, P. Somasundaran, Aixing Fan // Journal Dispersion Science and Technology. — 1999. —
Vol. 20, iss. 1-2. — P. 569-580. https://doi.org/10.1080/01932699908943808

10. Imutposckas, M. B. VccnenoBanue mOBEepXHOCTHOTO HATSKEHHS BOAHBIX PACTBOPOB XJOPUAA IOICIHIAMHI0)-
tunanMetnnoensmwammonus / M. B. imutposckas, H. H. Koayposa, I'. Ilernonsn / Kommongustit xyprain. — 2004. — T. 66,
Ne 5. - C. 597-601.



Becnii HansisnansHait akagamii HaByk bemapyci. Cepsist ximigabix HaByk. 2026. T. 62, Ne 2. C. 107-113 113

11. Umlong, I. M. Micellization behaviour of sodium dodecyl sulfate in different electrolyte media / I. M. Umlong,
K. Ismail // Colloids and Surfaces A: Physicochemical and Engineering Aspects. —2007. — Vol. 299, Ne 3. — P. 8—14. https://doi.
org/10.1016/j.colsurfa.2006.11.010

12. Tlorkuna, T. H. BausHue 3JEKTPONUTOB Ha KOJNJIOMJHO-XUMHYECKOE COCTOSHHE PACTBOPOB OMIIMKIHYECKHX CO-
6upateneit / T. H. [Totkuna, O. ®. Kopmyk / Becui Axansmii HaByk benapyci. Cepblist XiMiuHBIX HaBYK. — 1994, — Ne 1. —
C. 28-33.

13. Lewandowski, A. Adsorption of monoterpene alcohols at the water—air interface / A. Lewandowski, K. Szymczyk //
Adsorption. — 2019. — Vol. 25. — P. 301-308. https://doi.org/10.1007/s10450-019-00010-y

14. Bepexuukos, B. H. M1306panHbIe riaBel KOJUIOMAHON XUMEH : y4e0. mocobue st By3oB / B. H. Bepexxuukos. — Bopo-
nex : UITL BI'Y, 2011. — 187 c.

References

1. Korshuk E. F., Potkina T. N., Kozlov N. G. Synthesis, flotation and anti-caking properties of a new reagent-collector
for the enrichment of potassium salts. Vestsi Akademii navuk BSSR. Seryya khimichnych navuk = Proceedings of the Acade-
my of Sciences of Belarus. Chemical Series, 1989, no. 1, pp. 94-97 (in Russian).

2. Korshuk E. F., Potkina T. N., Lysenkov V. I. Synthesis and flotation properties of N-[2-(2-exobornyloxy)ethyl]eth-
ylenediamine. Vestsi Akademii navuk BSSR. Seryya khimichnych navuk = Proceedings of the Academy of Sciences of Belar-
us. Chemical Series, 1988, no. 4, pp. 101-104 (in Russian).

3. Shinoda K., Nakagawa T., Tamamushi B., Isemura T. Colloidal surfactants. Some Physicochemical Properties. Aca-
demic Press, 1963. https://doi.org/10.1016/C2013-0-12170-8

4. Rusanov A. L., Shchekin A. K. Micellization in solutions of surfactants: monograph. St. Petersburg, Lan Publ., 2016.
612 p. (in Russian).

5. Mittel K. (ed.). Micellization, solubilization and microemulsions. Springer New York, NY, 1977. 487 p. https://doi.
org/10.1007/978-1-4613-4157-4

6. Zhou Z.-H., Zhang Q. et al. Surface dilational rheology of betaine surfactants: Effect of molecular structures.
Colloids and Surfaces A: Physicochemical and Engineering Aspects, 2018, vol. 538, pp. 739-747. https://doi.org/10.1016/j.
colsurfa.2017.11.064

7. Pei X., Zhang Q., Liu Z. et al. Surface dilatational properties of Gemini surfactants containing multiple hydroxyl
groups. Colloid & Polymer Science, 2016, vol. 294, pp. 1405-1412. https://doi.org/10.1007/s00396-016-3892-9

8. Ageev A. A., Volkov V. A. Dependence of the surface tension of aqueous solutions on the structure of molecules
of surface-active substances and the composition of adsorption layers. Vestnic Assotsiatsii vuzov turizma i servisa = Universi-
ties for Tourism and Service Association Bulletin, 2008, no. 4, pp. 55-61 (in Russian).

9. Lou A., Pethica B. A., Somasundaran P. Surface and colloid properties of cyclic amides III. Surface activity and micel-
lization of N-butyl-2-pyrrolidone in water. Journal Dispersion Science and Technology, 1999, vol. 20, iss. 1-2, pp. 569-580.
https://doi.org/10.1080/01932699908943808

10. Dmitrovskaya M. V., Kochurova N. N., Petzold G. Investigation of the surface tension of aqueous solutions
of dodecylamidoethyldimethylbenzylammonium. Colloid Journal, 2004, vol. 66, pp. 531-535. https://doi.org/10.1023/
b:coll.0000043832.96815.0b

11. Umlong I. M., Ismail K. Micellization behavior of sodium dodecyl sulfate in different electrolyte media. Colloids
and Surfaces A: Physicochemical and Engineering Aspects, 2007, vol. 299, no. 3, pp. 8—14. https://doi.org/10.1016/j.colsur-
fa.2006.11.010

12. Potkina T. N., Korshuk E. F. The influence of electrolytes on the colloidal-chemical state of solutions of bicyclic col-
lectors. Vestsi Akademii navuk Belarusi. Seryya khimichnych navuk = Proceedings of the Academy of Sciences of Belarus.
Chemical Series, 1994, no. 1, pp. 28-33 (in Russian).

13. Lewandowski A., Szymczyk K. Adsorption of monoterpene alcohols at the water—air interface. Adsorption, 2019,
vol. 25, pp. 301-308. https://doi.org/10.1007/s10450-019-00010-y

14. Verezhnikov V. N. Selected chapters of colloidal chemistry. Voronezh, IPTS VGU, 2011. 187 p. (in Russian).

Nudopmanus 06 aBTopax Information about the authors
THomxuna Tamvana Huxonaesna — KaHAUIAT XUMUYe- Potkina Tatyana N. — Ph. D. (Chemistry), Leading
CKUX HayK, BelyIIUi Hay4yHBIH coTpynHHK. HCTHTYT 00-  Researcher. Institute of General and Inorganic Chemistry

meit u Heopranndeckoit xumun HAH Bemapycu (yn. Cypra-  of the National Academy of Sciences of Belarus (9/1, Sur-
HOBa, 9/1, 220072, MuHck, Pecnyonuka benapyce). E-mail: ~ ganov Str., 220072 Minsk, Republic of Belarus). E-mail:
potkina@igic.bas-net.by potkina@igic.bas-net.by

Lllesuyx Bsuecnas Baaoumuposuu — 4iieH-KOPPECTIOH- Shevchuk Viacheslav V. — Corresponding Member, Dr.
JIEHT, TOKTOp XUMHYECKUX HayK, 3aBepylomuii madoparo-  Sci. (Chemistry), Head of the Laboratory. Institute of Ge-
pueit. MHcTuTyT 00mme n Heopranuueckoi xumun HAH be-  neral and Inorganic Chemistry of the National Academy
napycu (yn. Cypranosa, 9/1, 220072, Munck, Pecnnybnuxa  of Sciences of Belarus (9/1, Surganov Str., 220072, Minsk,
Benapycs). E-mail: shevchukslava@rambler.ru Republic of Belarus). E-mail: shevchukslava@rambler.ru



114 Proceedings of the National Academy of Sciences of Belarus. Chemical series, 2026, vol. 62, no. 2, pp. 114-123

ISSN 1561-8331 (Print)
ISSN 2524-2342 (Online)

AHAJIITBIYHAA XIMIA
ANALYTICAL CHEMISTRY

VK 665.765; 543.51; 543.544.43; 543.061 IMoctynuna B pegaxiuro 03.02.2026
https://doi.org/10.29235/1561-8331-2026-62-2-114-123 Received 03.02.2026

C. H. I'pombiko’, A. A. Ara6anaes?, M. ®@. 3asn?, C. M. Jlemén®

Tocyoapcmeennviii komumem cyoebuvix axcnepmus Pecnybnuxu Benapyce, Munck, Beaapyco
’Benopycckuii Hayuonanbrelll mexuuueckuti ynusepcumem, Murnck, Benapyco
3Benopycckuii 2ocyoapcmeennviii ynueepcumem, Munck, berapyco

NIEHTUOUKALNUA MOTOPHBIX MACEJI
C UCIIOJIb30BAHUEM BUOMAPKEPOB METOJIOM 'A30BOIl XPOMATOI' PAOUU
C MACC-CHEKTPOMETPUYECKUM JETEKTUHPOBAHUEM

AnHoTanus. [IpoBenen ananu3 12 o6pa3LoB TOBApHBIX MOTOPHBIX Maces OIHOro kiacca BsaskocTu 10w-40 merona-
MU Ta30BoH xpomatorpaduu ¢ mramenHo-HoHH3annoHHEIM (I'X/ITM/1) u macc-cnekrpomerpudeckuM (I'X/MCJ) nerek-
tupoBanueM. [lokazano, uto uneHTHUPUKAUA MOTOpHBIX Macen metonoM I'X/TTNU/, kak u ['’X/MC/, co c60poM IaHHBIX
B pPEXHMe ITOJTHOrO MOHHOTO TOKA MPAaKTHYECKH HE MO3BOJISET BBISIBUTH PA3JIMYMS MEXIY HCCIECIOBAaHHBIMH MOTOPHBIMH
MacllaMH BBUIY BECbMa HE3HAYMTEIBHBIX PA3INIUi PETHCTPUPYEMBIX XPOMATOIPAMM COOTBETCTBYIOIINX 00pa3nos. Ilo-
Ka3aHo, uto ucnoib3zoBanue ['X/MC]] ¢ peructpupoBaHHEM XpPOMATOIPaMM B PEKUME BBIOpaHHBIX HOHOB, XapaKTEPHBIX
JUTSL YHUKAJIBHBIX HEQTSIHBIX OHOMapKepoB, O3BOJSAET BBIIBUTH PA3JIMYHS B KOMIIOHCHTHOM COCTaBE PACCMOTPEHHBIX Ma-
cen. IlonmydeHHBIE SKCIIEpUMEHTATbHbBIE JaHHBIE AEMOHCTPHPYIOT BO3MOXHOCTH HCIONb30BAaHHUS IMOTYKOJINYECTBEHHOM
OLIEHKU COZlepKaHUs HEPTIHBIX OMOMapKepoB IS HACHTU(QHUKAINN Macel [P MPOBEJCHNH CyIeOHOM 3KCIepTH3s! HedTe-
MPOAYKTOB U TOPIOUE-CMa30uHBIX MaTepHaoB. [lo copepxannio 6MoOMapkepoB B TOBAPHBIX MOTOPHBIX Macjax TaK»Ke MOX-
HO BBISIBUTH (DaTbCH(HUKALHMIO BHICOKOOYHUIIECHHBIX MOTOPHBIX Macel IIyTeM HMOAMEHBI WM MOIMENINBAHUS MUHEPAIbHBIX
Macel, He TPOMIEAIINX JOHKHOM TEXHOJIOTHYECKOi 00paboTKH.

KuroueBble ciioBa: cyneOHas skcriepTu3a, HeQTenpoayKThl, MOTOPHBIE Maciia, HeTsiHbIe OHOMapKepbl, ra3oBas Xpo-
MaTorpadus, Macc-CIeKTPOMETPHS

Jas nurupoanus. MaenTudukanis MOTOPHBIX Macell C UCIOJIb30BaHHEM OHOMapKepoB METOJOM ra30BOil XpoMaTo-
rpaduu ¢ Macc-criektpomeTprudeckuM aerekruposanueM / C. H. I'pomsiko, A. A. Arabanaes, M. ®. 3asm, C. M. Jlemgés /
Becui HanpistnansHalt akansmii HaByk benapyci. Cepbis xiMiuHBIX HaBYK. — 2026. — T. 62, Ne 2. — C. 114—-123. https://doi.
org/10.29235/1561-8331-2026-62-2-114-123
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IDENTIFICATION OF ENGINE OILS USING BIOMARKERS BY
GAS CHROMATOGRAPHY WITH MASS SPECTROMETRIC DETECTION

Abstract. Twelve samples of commercial engine oils of the same viscosity class 10w-40 were analyzed using gas chro-
matography with flame ionization and mass spectrometric detection (hereinafter referred to as GC/FID and GC/MSD, respec-
tively). It was shown that the identification of engine oils by GC-FID, as well as GC/MSD with data collection in the total
ion current mode, does not practically allow us to detect differences between the studied motor oils due to very minor diffe-
rences in the recorded chromatograms of the corresponding samples. It is shown that the use of GC/MSD with the registra-
tion of chromatograms in the selected ion mode, characteristic of unique petroleum biomarkers, makes it possible to identify
differences in the component composition of the considered oils. The obtained experimental data demonstrate the possibility
of using a semi-quantitative assessment of the content of petroleum biomarkers for the identification of oils during forensic
examination of petroleum products and fuels and lubricants (hereinafter referred to as PP and FL). Based on the content
of biomarkers in commercial engine oils, it is also possible to detect adulteration of highly refined semi-synthetic or synthetic
oils by substituting or mixing mineral oils made without proper processing.

Keywords: forensic examination, petroleum products, motor oils, petroleum biomarkers, gas chromatography, mass
spectrometry
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Beenenune. Cma3zouHble Macia HeQTSHOTO MPOUCXOKACHHUS HAXOAAT IUPOKOE MPUMEHEHHE B IIPO-
MBIIIJIEHHOCTH, aBTOMOOMIIe- 1 aBuacTpoeHuu [1]. aentudukamus macen npeactaBisieT coboi akTy-
aJbHYIO 3a/1a4y Ais cyaeOHoi sxcnepTussl HedTenpoaykTos (HII) u roprodye-cMa3ouHbIX MaTepraioB
(I'CM), Ha3HauaeMoil IpH pacciieIOBAHUH YTOJIOBHBIX JIEJl U MaT€pPHaJIOB IPOBEPKH, CBSI3aHHBIX C I10-
KapaMu, JOPOKHO-TPAHCIIOPTHBIMHU MTPOUCILIECTBUSIMH, aBUALIMOHHBIMH KaTacTpo(aMu, XUIIEHUSIMHU,
(danpcudukameit TopapHoi mpoxyKuwuH u ap. CoOBpeMEHHbBIE pealIny TAKOBEI, YTO HEOOXOTMMO PelIaTh
BECh CHEKTpP BOCTPEOOBaHHBIX 3a]lad B OTHOILICHUH MAacej: OT OTHOCHUTEIBHO MPOCTHIX JUArHOCTHYE-
CKHUX JI0 CJIIOXKHBIX WICHTH(PUKANMOHHEBIX 3a7a4 (TOKISCTBEHHOCTH MEX Ty Maciamu) [2]. 'azoxpoma-
TorpaduuecKkue METOIbl MCCICAOBAHMS C MIaMEHHO-MOHH3AIMOHHBIM U MacCC-CIIEKTPOMETPUYECKIM
TUNAMH JETEKTUPOBAHMS OCTAIOTCS OCHOBHBIMH PYTHHHBIMH AHAJIMTHYECKHMMH HHCTPYMEHTAMHU
MIPH pelIeHnH BhIlIeyKa3aHHBIX 3a1a4 akcnepTussl HIT u 'CM [3-7].

B HacTosiee BpeMs Hapsiay ¢ MPUMEHEHHEM HOBBIX OoJiee BEICOKOA((EKTUBHBIX IPHCAIOK HE Me-
HEe BAKHBIM HAIPaBJIEHUEM B TOJIYYEHUU TOBApPHBIX MOTOPHBIX MAacejl CTAJI0 3HAYUTENIbHOE yIyd-
HIeHHe KadyecTBa 0a30BbIX Maced. CyIIHOCTb TEXHOJOTHMHU IMOMydeHHUs! 0a30BBIX Macesl 3aKJII0UYaceTCs
B MOCJIEIOBATEIbHOM MHOTOCTYTIEHYaTOM YAAJICHUH HeXeJIaTeIbHBIX TPYII YTIIeBOAOPOAOB (acdansTo-
CMOJTUCTBIE, CEPHUCTBIE, HEeTIPEeIbHbIE COSANHEHNS U napadHOBbIEC YIIEBOAOPOAL]) MyTeM aeacdalib-
TH3aIuH, JenapaduHU3aNH, CEIeKTUBHOW OYUCTKH U THIPOOYHCTKH C MPUMEHEHHEM 3KCTPAKI[HOH-
HBIX, aICOPOIIMOHHBIX U THAPOTreHU3AIIMOHHBIX METOIOB (THAPOKPEKUHT BEICOKOTO JIaBJICHUS U TUAPO-
M30MEepHU3allis TUCTUIUISTOB He(Tel, B TOM YHCIIe M HEMTPUTOIHBIX IS TIOTYUYEHHS BRICOKOMHIEKCHBIX
Mace B Ipoleccax dKCcTpakiuu) [3].

Kak pe3ynbraT mpuMEHEHUs pa3IU4HbIX METOIOB OUYHUCTKHM OCHOBY 0a30BBIX MAace€] COCTAaBIISIIOT
cMecH Ha()TeHOBBIX, M30Mapa()MHOBBIX ¥ HU3KOMOJIEKYJISPHBIX aPOMAaTHYECKUX YTIICBOIOPOIOB C JUIMH-
HBIMU OOKOBBIMU IICTISIMHU.

[Ipu momyvenun 6a30BBIX Maceln B Ipolecce nepepaboTKu He(TH MPOUCXOANT YAAJICHHEe MHOTHUX
Tpynn yTiaeBOJOPOJOB, C OJJHOW CTOPOHBI, HEXKENATENbHBIX C TOYKH 3PEHUSI KOHEUHBIX KCIITyaTalu-
OHHBIX CBOHCTB MOTOPHBIX Macell, a C JPyroil — BaKHBIX JJISI PEHICHNUS WACHTU(PUKAMOHHBIX 33134
cynebHoit sxcrieptussl HII u TCM. CrnenoBarensHo, ocoboe 3HaUeHHe TpUOOpeTaeT HICHTHOUKALINS
COXPAaHMBIIMXCS B CMA309YHBIX MaTepHaliax IOCJe BCEX BBIINICYKa3aHHBIX MPOIECCOB MepepaboTKH
YIJIEBOAOPOIOB, TaK Ha3bIBAEMBIX HE(QTSIHBIX OMOMAPKEPOB, COXPAHUBIIUX XaPAKTEPHBIE YEPTHI CTPOE-
HUSI UCXOIHBIX OMOJIOrMYECKUX MOJIEKYJ HE3aBUCUMO OT TOTO, IIPUCYTCTBOBAJIN JIM JAHHBIE YIIIEBOIO-
POABI B HCXOAHOM Macce niik 00pa30BalnuCh MO3IHEE U3 APYTUX COCIUHEHUH.

OObexkTaMu HACTOSILIEH pabOTHI SBISIOTCS OPUTHHAJIBHBIE TOBAPHBIE MOTOPHBIE Macia, KOTOpPbIE
no cnenuduranuu SAE J300 otHocsaTcs k kiaccy Bsiskoctu 10w-40. IIpousBoguTenu NaHHBIX Ma-
ceJl MO3UIMOHUPYIOT X KaK MOJyCHHTeTHUecKue. PermaMeHTHpyeMble TpeOOBaHUS U MPEIIUCAHUS
K IPOM3BOAMUTENSAM B OTHOLIEHHH TOrO, B KAKOM KOJIMUECTBE CHHTETHYECKHI KOMIIOHEHT (Kak Ipa-
BUJIO, BBICOKOOUHIIICHHOE He(TsAHOE 0a30BOE MAaCIIO, MOMy4YEHHOE B PE3yJIbTaTe KaTaluTHIeCKOW Tu/I-
poreHn3aIum) HeoOXOJMMO MHCIONb30BaTh NMPU H3TOTOBIEHHUH TOTOBOTO MPOAYKTa, OTCYTCTBYIOT.
IIpu ncnonp30BaHUM KiIaccuuecKoro ckpuHUHTOBOro Metoaa ['X/I1M1 /] Bo3HUKaIOT TPy AHOCTH B AH(]-
depeHIMaIMY JaHHOTO CHHTETUYECKOr0 KOMIIOHEHTa. Tak, Ha XpoMaTorpaMMax BBISBIAIOTCS JIHILb
«rpeOeHKN) Hepas[AeeHHbIX UKOB BBICOKOKHUIISIINX coequHeHui. ClenoBaTeiabHO, UCIOIb3YS JINIIb
meton I' X/TIN ], yctaHOBUTE (hakT danbcuduKaimy TOBAPHOH MPOIYKIINH, BRIPAKAIONIUICS B MTOAME-
HE JOPOTrOCTOSIIET0 MOTOPHOT'O Macia CXOJHBIM MO (PaKIIMOHHOMY COCTaBy JCIICBHIM MHUHEPAJIbHBIM
MacJoM, He IIPEACTaBIAETCS BO3MOXKHBIM.

Kpome Toro, B 9KCiepTHOI IpaKTHKe YacTO BOSHUKAIOT MPOOJIEMBI YK€ Ha HAYaJIGHOM dTare Mpu
pellieHnH TuarHocTHYeckux 3ajad. Hampumep, npu ananuze ['X/TIM]I xpoMaTorpaMMbl 3KCTpakTa,
MOJTyYEHHOTO C BEUIECTBEHHOTO JO0Ka3aTeNbCTBA C MPEAIOiaraeMbIMH CJIeJaMU Maclila, YCTaHOBUTH
IPUCYTCTBHE CAMOT0 Macja 3aTPyIHUTENIBHO 10 IPUYKUHE €T0 COAEPKaHU B HUYTOXKHO MaJIOM KOJIH-
yecTBe (HUXKE yPOBHS YyBCTBUTEJIBHOCTU AETEKTOPA) M/WIIM CYLIECTBEHHOI'O BIUSHUS MOCTOPOHHUX
(HEe BXOASIINX B COCTaB Macel) CO3KCTPAKTUBHBIX BEIIECTB C IIPeIMETa-HOCUTESL.
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Takum 00pa3zom, B HacTosIel paboTe HEOOXOAMMO aKIEHTUPOBATh BHUMAaHHE HA IMPEUMYIICCT-
BEHHOM HCITOJIb30BaHHUH B 3KCIIEpTHON mpakTuke metona ['X/MC/] pu riccnenoBaHUU Macell ¢ IEeNbI0
MIPEIOTBPAIICHHS ONMTHOOYHBIX BRIBOJOB, KACAIONTHUXCS KaK HAJIMIHS/OTCYTCTBHS Maciia Ha BEIICCTBCH-
HBIX JI0Ka3aTeNIbCTBAX, TAK U YCTAHOBJICHUs OOIIEH I'PYIIOBON MPUHAJICIKHOCTH [2] Macel, popMu-
pOBaHUE KOTOPBIX BBIMOJIHICTCS JUIIL HA OCHOBaHUU BHu3yasbHOro coBnaaeHus [ X/TTU]] npoduneit
CpPaBHHMBAEMBbIX Macel.

Lens — mpeaoxKuTh crmocod uaeHTH(HUKAITME MOTOPHBIX Macel ITyTeM OIPeIeSICHUs B HUX ITPUPO-
JIbI 1 OTHOCHTEJIBHOTO COJICPIKAHUSI XapaKTEPHBIX OMOMapKepoB He(TH METOIOM I'a30BOH XpOMaTorpa-
(huu ¢ Macc-CreKTPOMETPUISCKUM THUIIOM JICTCKTUPOBAHUSL.

JKcnepuMeHTadbHAsA 4YacTh. Peakmuevl.. B Xone NpoBeAeHUsS HCCICNOBAHUM HCIONb30BAIU
pa3baBieHHBIe B 50 pa3 H-rekKcaHOM (KBaTH(PHUKAIKSA «X. 9.») 12 TOBapHBIX MOTOPHBIX Maceld M OIXHO
TPaHCMHUCCHOHHOE MacJio, OpeH I, MapKa, 1aTa H3TOTOBJICHUS U BI3KOCTHBIC XapaKTEPUCTHKH KOTOPBIX
npescTaBiicHbl B Ta0n. 1. B kauecTBe ra3a-HOCUTEINS JIJIs ra30BOM XpoMaTorpaduu UCIONb30BaIH T'e-
it Mapku «6.0» (OO0 «HUU KM», Poccus).

HccaenoBanHble 00pa3ubl MaceJ

Tested samples of lubricating oils

Macno Bpenn Mapka JlaTa u3roToBIeHMs Bsizkocts SAE

1 20.02.2018
2 23.11.2019

Total Quartz 7000
3 16.11.2017
4 03.07.2017
5 06.07.2020

Super 2000

6 . 05.07.2021

Mobil 10w-40
7 24.08.2021

Ultra

8 11.03.2019
9 Elf Evolution 700 STI 01.07.2021
10 Evolution 700 Turbo Diesel 01.03.2018
11 Castrol Magnatec Diesel 28.03.2019
12 Shell Helix HX-7 04.09.2021
13 Hadran TOn-15 16.07.2021 90 (SAE 306)

Annapamypa. Ananus Macen BeionHsuid MeTogoM I'X/MC ¢ ucnoiab30BaHHEM XpOMaTO-Macc-CIeK-
tpomeTpa Agilent Technologies GC7890/MSD5977 (Agilent Technologies, CILIA) u meTomom ['X/ITH
C HCIIoNTb30BaHMeM Ta3zoBoro xpomarorpada Agilent Technologies 7890A (Agilent Technologies, CILIA)
COOTBETCTBEHHO. BhIllieykazaHHbIe XpoMaTorpadUiecKue CHCTEMbl YKOMITJICKTOBAHBI aBTOMHIKEKTO-
pamMu ¥ KanuJUISIpHBIME Xpomartorpaduyeckumu kogonkamu HP-1MS (nnmna — 30 M, BHyTpeHHMI aHa-
metp — 0,25 MM, ToNIKMHA TUIEHKU HertoaBrkHOM (a3el — 0,25 MkM) (Agilent Technologies, CILIA).

Yenosus xpomamoepaguueckozo pazoenenun u oemexmuposanusi. I X/MCJl: o6beM BBOIUMOIA
ABTOMAaTHYECKUM ITPOOOOTOOPHUKOM MTPOOBI cOCTaBIII | MK B pexxuMe ¢ aenenueM motoka (300 : 1);
temrneparypa ucnaputess — 300 °C, unrepdetica — 300 °C; oObeMHasi CKOPOCTh ra3a-HOCUTeNs (Tesus) —
1,1 Mn/MuH; TeMnepaTypa TepMocTara KojaoHoK — 42 °C (2 mun), 5,4 °C/mun no 300 °C (30 mun); napa-
METpPbI Macc-A€TEKTOpa: TeMIeparypa UCTOYHHKa HOHOB — 230 °C, kBaapynoiasHOro ¢uiasrpa mMacc —
150 °C; sneprus wonmzaruu — 70 eV. /laHHBIE TOTyYaau B peKUME KaK CEJICKTHBHOTO MOHHUTOPHHTA
noHoB (SIM), Tak n nonHoro nonHoro Toka (TIC) B anama3zoHe OTHOIIEHHWH Macchl K 3apsay (m/z)
ot 33 1o 550 a. e. M.

I'X/ITN;: 06beM BBOAMMON aBTOMaTHYECKUM MPOOOOTOOPHUKOM HPOOBI COCTaBMII | MKJ B PeXXHUME
¢ nenernem rmotoka (100 : 1); remmeparypa ucnapurens — 300 °C, nerektopa — 300 °C; o0bemMHast CKo-
pocTh raza-Hocutens (renus) — 1,4 ma/MuH; TemnepaTypa TepmocTara KosoHok — ot 100 °C (3 mun),
6 °C/mus 1o 300 °C (30 MuH); mapaMeTpbl JETEKTOPa: pacxo/l Boaopoaa — 35 MJI/MUH, pacxoj] KUCIIO-
poxa — 350 Ma/MUH.
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Puc. 1. I’X/ITN JI-xpomaTorpaMMbl MOTOPHEIX Macell SAE 10w-40
Fig. 1. GC/FID chromatograms of SAE 10w-40 engine oils

Pe3ynabraThl M X o0cyxaeHue. IIposBiIeHHEM CXOIHOCTH YIJTIEBOLOPOIAHOTO COCTaBa IPOAHa-
JTA3UPOBAHHEIX 12 00pa3IoB MOTOPHBIX Macen cunuTaeTcs coBmaneHue mx npodrrei I'X/TTN/I. Tak,
IPH BU3YaJbHOM COIOCTABJICHUH «TPEOCHKN» HEpa3[eCHHBIX MMKOB BEIIECTB OUCBHAHBIX Pa3IuIUi
BO BPEMEHH HauaJa oJbeMa, BpeMEHH MaKCUMyMa HHTEHCUBHOCTH CUTHaJIa U YOpMax HE YCTAHOBJICHO.

Takum 0Opa3oM, Ha MpUMEpe MPOAHATH3UPOBAHHBIX MOTOPHBIX Macell He TONBKO B MPEAeiax OJHOMI
MapKH, HO U Pa3HBIX MapOK MPOJAEMOHCTPUPOBAHO, KAK Ha KAUECTBCHHOM yPOBHE BBIABJICHHAS CXO[-
HOCTb YTJIEBOJIOPOJHOTO COCTaBa C YYETOM OOJIBIIOro pa3zHooOpa3usi cocTaBa Maces SBISCTCS OTHUM
U3 TIPU3HAKOB 001Iei posoBoi npuHaanexHocTd. OqHako Manas nHpopmaruBHOCTh npoduei ['X/TTN]]
(Ha puc. 1 nus mpuMepa mpeAcTaBiIeHbl MPohuan Tpex u3 12 MoTOpHEIX Macel; octanbHbie I X/TI]]
MpoGUIN UMEIOT aHAJIOTHYHBIM BH) HE TIO3BOJISICT PEIIATh BOMPOC 00 YCTAHOBICHUH OOIICH rpyIITIo-
BOM MPHUHAJIEKHOCTH Macell (00IHOCTD CBIPhsI, TEXHOJIOIMUECKas CXEMa, YCIIOBUS XPaHEHHUS U TPaHC-
MTOPTHUPOBKH).

K uyncny naunbonee BaKHBIX HEPTAHBIX OMOMapKepOB OTHOCSTCS TepneHousl [4, 9] — opranuye-
CKHE COCAMHEHUs, B COCTaB KOTOPBHIX BXOAST M30MPEHOBHIEC 3BE€Hbs. TepIIeHOUIbI COCTABIISIIOT OCHOBY
PacTUTEIBHOTO M JKUBOTHOTO Mupa. HepaseTBiieHHas anudaTudeckas Lenb U H30MPEHOBAs eqUHUIA
SBJISFOTCS OCHOBHBIMH CTPOHMTEIHHBIMU OJOKaMU OHOJIOTHYECKOTO0 MCXOAHOTO BemiecTBa. [lepBhiMu
0oOHapYy>KeHHBIMHU B HE(PTIX U3OMPEHOMIHBIMHU YTIEBOAOPOJIaMHE SBIISLITUCH mipucTaH (2,6,10,14-tetpa-
MeTIIITeHTaAeKaH) U ¢putad (2,6,10,14-TeTpamMeTUITEK-CaCKaH).

JlaHHbBIe COeMHEHMS UMEIOT XapaKTEPHOE IS HACBHIIIEHHON LENH MOJUU30MPEHa CTPOCHUE U SIB-
JSA0TCS CBOCOOPAa3HBIMU OMOIOTMYECKUMHU METKaMu. TaKuMHU e METKaMHU SBJISIOTCS U LIUKJINYECKUE
TepreHONAb! (cTepanbl, Tepnanbl). CTepaHbl NPEACTABISIIOT COOOH COETUHEHHS], B OCHOBE CTPYKTYDHI
KOTOPBIX HAXOAUTCS MOJTUIUKINYECKHH YTIeBOJOPO — cTepaH (puc. 2, TaTHHCKHE OyKBBI 0003HAYAIOT
KOHICHCUPOBAHHBIC KOJIbIIA, TU(PHI — HyMEPAIHIO aTOMOB).

C touku 3penns aHanuza [ X/MCJ] k BaKHBIM 0COOSHHOCTSIM HAJIMUUS U pacnpeaeiaeHus Hedrs-
HBIX OMOMapKepOB B CMa30YHBIX MaTepuajax, a Cle[OBAaTEIbHO, UACHTUPUKAIUN Maced HedTsHOro
IPOUCXOXKICHUS] OTHOCSITCSI CIIEAYIOIUE ACIIEKThI:

IUTS. TIPOM3BOJICTBA CMa309YHBIX Maced oTomparoT (pakiun C20—C40, B KOTOPHIX MOBBIIICHO CO-
JepkaHrue Ha(TEeHOBBIX YIJIEBOJAOPOIOB ¢ MAaKCUMAJIbHBIM (pparMEHTapHBIM MOHOM m/z §83; comepika-
HUE W30NPEHOUAHBIX AJKAHOB C MAaKCUMAaJIbHBIM (parMeHTapHbBIM
noHoM m/z 113 xpaiiHe Maio, B TO BpeMs KaKk PUCYTCTBHE LIUKIIU-
YeCKUX TEPICHOUI0B HU30MPEHOUIHOTO TUIIA CTPOEHHS CyILIECTBEH-
Ho moBEITIeHO (2 000—6 000 ppm) Mo CpaBHEHUIO ¢ OOMBITHHCTBOM
ceIpbIxX HedTelt (e 6onee 100 ppm);

IPUMEHEHHE TUAPOreHU3AIMOHHBIX METOIOB OUYUCTKH 0a30BBIX
Maceln Moapa3yMeBaeT yaaleHue HeHACBIICHHBIX CTPYKTYPHBIX MO-
JIEKyJI, B TOM YHCJIE TAKHX BaXKHBIX OMOMapKepoB HE(PTH, KaK MOHO-
apoMaTH4eckue (C HeHachIIEeHHBIM C-KOJBIIOM) CTEPaHbI C Xapak-
TEPUCTUYHBIM UOHOM C m/z 253 W Tpuapomarndeckue (C HEHACHI-
meHHbIMH ABC-konbiiamm) crepansl ¢ XapakTepPUCTUYHBIM HOHOM
¢ m/z 231,

Puc. 2. Crepan

Fig. 2. Steran
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u ronanoB C29 (d) (bubaunotexa macc-criektpoB NIST)

Fig. 3. Mass spectra of 5a,14f3-cholestane (@), stigmastane (), representatives of tricyclic terpanes (c)
and hopanes C29 (d) (NIST Mass Spectral Library)
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B CMa304YHBIX Macllax OYEBUAHO IpeodianaHue TaKKe TETPALUMKIMYECKUX Ha(TEHOBBIX yTJIEBO-
nopoaoB (tepmanoB coctaBa C21-C30, unu ctepanoB). CTepaHbl NPEACTABICHB! KaK PETyISpHBIMH
CTepaHaMH, TaK U MeperpynnupoOBaHHBIMU CTEpaHaMH (10 CPaBHEHHIO C PETYISPHBIMU CTEpaHaMH
B HUX Ipousonuia Murpamnus MeTuibHbIX rpynn oT C-10 k C-5 u ot C-13 k C-14). Cpean Hux cepud
romoiioroB C27-C28—C29 ¢ perynspHOH CTPYKTYpOH BBHAY UX CHEIU(PHIHOCTH SBISIIOTCS Hanbosee
pacrpocTpaHEHHBIMU U IOJIE3HBIMH CTEPaHAMU AJII XUMUYECKONH HACHTU(DHUKAIIMN CMAa304HbIX Macell.
Haubosee BeposTHBIM HCTOYHUKOM HE(TSIHBIX CTEPAHOB SIBISIOTCS IPUPOAHBIE CTEPOUIBI (HAIIpUMeED,
CTEPOJIbI). XapaKTepHOH 0COOEHHOCTHIO MAacC-CIEKTPOB 3TUX YIJIEBOJOPOIOB SIBISETCS MaKCHMAallb-
HBIN (parMeHTapHbIN HOH ¢ m/z 217 unu 218. Bo Bcex cTepeonzomMepax, UMEIOLUINX yUC-COUJICHEHUE
kouter; C/D, MHTEHCUBHOCTH MOHA C m/z 218 BEIIe, YeM HHTEHCUBHOCTH MoHa ¢ m/z 217. Ha puc. 3, a, b
MpEICTaBICHBl Macc-CIEKTPhl U CTPYKTYypHBIE (Gopmyinbl Sa,l4B-xonectaHa (crepana cocraBa C27)
u cturMactana (ctepana coctaBa C29) COOTBETCTBEHHO ¢ YKa3aHUEM MECTa pa3phiBa;

nojo0Hasi ¢ MEHTANMKIMYECKUMHU TepHaHaMu (parMEeHTalus MOJA BO3ACHCTBHEM 3JIEKTPOHHOTO
yaapa ¢ o0pa3oBaHueM HOHA ¢ m/z 191 xapakTepHa U JJIsi MACC-CIEKTPOB TPULMKINICCKUX TEPIIAHOB
coctaBa C23—C30, nuMeromux B OCHOBE s1po nepruapodeHanTpena (puc. 3, c);

B CMa304HBIX MacjlaX 3aMETHO IpeodiafaHne NeHTALUKINYECKNX Ha()TEeHOBBIX YIJIEBOAOPOIOB —
tepnaHoB coctaBa C27-C35, unu ronanoB [10, 11]. Hamwune romanoB ¢ xondurypamueit 170(H),
21B(H) cocraBa C27-C35 siBsieTcs XapaKTepHBIM IPU3HAKOM HEPTH M3-3a MX 3HAUYUTEIBHOI'O OTHOCHU-
TEJIFHOTO COJIEp)KaHUsl U TEPMHUUECKOH CTaOMIBHOCTH 0 CPABHEHUIO C APYTrUMH suMepHBIME (B, Pa)
¢dopmamu. B Macc-criekTpax romaHoB OTMEYAETCsl XapaKTepHas OCOOEHHOCTh 3THUX YTIEBOJOPOIOB,
BBIPQ)KAIOMIASCS B IPUCYTCTBUU MaKCHMAJIBHOTO 110 MHTCHCHUBHOCTH (pparMeHTapHOr0 HoHa ¢ m/z 191,
oOpa3syromierocst Ipu pas3pbiBe JIAOUIBLHOM CBSI3H, COSUHSIONICH JIBa YETBEPTHYHBIX aToMa yTiepoja
C-8 u C-14 (puc. 3, d).

[Ipu pemieHNM 3KCHEPTHBIX 3a7ad aKTyaJlbHBIM BUIUTCS yBeaundeHue dyBcTBUTesNbHOCTH MC/I,
BBIpAXKAIOLIeeCss B CHIDKEHUHM HMKHETO Ipenesa oOHapy>KeHHsI LENEBbIX COCAMHEHUI U yBEIHYCHUH
JMHEHHOT0 AMana3oHa WX KOJIMYECTBEHHOTO OMpPEIEICHUs, YTO O3BOIUT UCIIONIb30BATh KOJMYECTBEH-
HY10 00padoTKy XpoMaTorpaduyeckiux JaHHBIX M CYIIECTBEHHO MOBBICUTH YPOBEHb PEIIAEMBIX HICH-
TUpUKAUOHHBIX 3a7a4. [logoOHoe yBennuenune uyBcTBUTEIbHOCTH MC/] mocTHraercs 3a cueT CHU-
KEHHsI (POHOBOTO IIyMa JETEKTOpa IMyTeM IepeBojia HACTPOEK KOHPHUTYpaIMH JETEKTOpa B PEXKHUM
CEJIEKTUBHOTO MOHUTOpPUHTA HOHOB (SIM): peructpupyercsi OrpaHHUCHHOE KOJHYECTBO BEIUYUH 11/Z,
XapaKTePUCTUYHBIX JJISI BRIIIIEONUCAHHBIX HEPTSIHBIX OMOMapKEPOB; TPOUCXOIUT MEPEKITIOUCHIE MEX-
Iy BBIOpaHHBIMU BEJIMUMHAMHU M1/Z, IPUYEM Ka)KJ10€ U3MEPEHUE MPOJOIKAETCS B TEUCHHUE 3allporpaM-
MHPOBAaHHOT'O BPEMEHH 3aJePKKHU MPEXkAe, YeM IIPOBECTH YCPEIHEHUE U IEPEHTH K CIIEAYIOLIEMY Mac-
COBOMY YHCITY.

Ananmzupys nonydennsie ' X/MC/I-pparmentorpammer macen 1-13, MOXKHO 3aKJIIOYUTH, YTO AO-
CTOBEepHasl MACHTU(UKALKMS MOTOPHOTO Macjia HEeQTSHOrO0 MPOUCXOXKIACHHS JOCTUTAETCS MPHU Cie-
TYIOUINX YCIOBUSX:

npeobialanne SIPKO BBIPAKEHHOW «TPeOSHKM» Hepa3/IeIeHHBIX MUKOB HA(TEHOBBIX YTIIEBOJOPO-
noB (m/z 83-hparmMeHTorpamMma), HaIM4IUe KOTOpoit Takxke pukcupyercs metogom I'X/ITN /] (puc. 4);
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Puc. 4. m/z 83-¢pparmMeHTOrpaMMBI: @ — MOTOPHOE Macio (Macio 3); b — TpaHCMHCCHOHHOE Maciio (Macio 13)

Fig. 4. m/z 83-fragmentograms: a — engine oil (lub oil 3); b — gear oil (lub oil 13)
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Puc. 5. m/z 231-pparmeHTOrpaMMBl: @ — MOTOpHOE Macio (Maciio 3); b — TpaHCMUCCHOHHOE Maciio (Macio 13)

Fig. 5. m/z 231-fragmentograms: a — engine oil (lub oil 3); b — gear oil (lub oil 13)

OTCYTCTBHE 3HAUMMOW XpomaTorpadudeckoid nHpopmanuu Ha m/z 231-pparmMeHTorpaMmax, cBU-
JETeNbCTBYIOMEH O MPUMEHEHNH THAPOreHU3allMOHHBIX METOOB OYMCTKH 0a30BBIX Macell, IMpuMe-
HSEMBIX NP [IPOU3BOJICTBE TOBAPHBIX Macell, YTO, B CBOIO Oo4epelnb, ABisieTcs AuddepeHIupyomum
MIPU3HAKOM BBICOKOOUYHUIIEHHBIX Mace (puc. 5);

m/z 191, 217, 218-¢pparMeHTOrpaMMBbl XapaKTEpHU3yIOTCS MHOTOKOMIIOHEHTHOCTBIO (Ha pucC. 6 i
puUMepa IpeACTaBICHbI NpodIK Tpex U3 12 MOTOPHBIX Maceln), YTO B COYETAaHUH C UX XOpOILIeH ce-
JIEKTUBHOCTBIO Pa3JIeJIeHUs CIOCOOCTBYET (JOPMUPOBAHUIO YHHKAIBHBIX XpOMaTOrpaduIeckux Ipo-
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Fig. 6. m/z 191, 217, 218-fragmentograms (from left to right) of SAE 10w-40 engine oils
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Fig. 7. Scatter plot of biomarkers content in lub oil 3 relative to the same biomarkers in lub oil 1

¢unelt HeQTAHBIX OHoMapkepoB. Kpome Toro, moixydeHHble Macc-(pparMeHTOrpaMMBbl JETKO HHTEP-
IPETHPYEMBI B PE3YJIbTaTe BU3yaJbHOTO CPAaBHEHUS MOITYUYCHHBIX MpOoGHIIeH paclipeeieHHs] CTEPaHOB
Y TOTIaHOB C paHee onmyOIMKOBaHHBIMH AaHHBIMH [6, 10, 12—14].

BusyansHoe momapHoe cpaBHeHue m/z 191, 217, 218-¢parmenTorpaMmm mMacia 7 ¢ aHaJOTHIHBIMH
Macc-(parMeHTorpaMMaMu mMacel 1, 3, IpUBEACHHBIX Ha PHUC. 6, MO3BOJISIET 3aMETUTh CYIIIECTBEHHOE
pa3nuune B OTHOCUTEIBHOM PACHpeAeICHUN HEPTIHBIX OMOMAapKepOB U, CIEAOBATEIbHO, CACTIATh Ka-
TErOPUYHBIA OTPUIIATEIBHBIN BBIBO, KACAIOUIUNCT MX OOIIEH TpyNHoBoi npuHamiexkHocTH. OqHAKO
napsl m/z 191, 217, 218-pparmenTorpaMM cpaBHUBaeMBIX Maced | U 3 He XapaKTepU3ylTCs CTONb OYe-
BUJTHBIMU Pa3IMYMSIMU, UTO He 00ECIICUnBACT UX HAEKHOTOo AU depeHnpoBanus. B 1anHoM ciydae
BONpPOC 00 yCTaHOBICHUH OOLIEH I'PyNIOBON NPUHAJICKHOCTH MEXAY CPABHUBAEMBIMH MaclIaMH pe-
HIaeTCs TOJIBKO MOCPENICTBOM MaTeMaTHuecKoi 00paboTKH XpoMaTrorpaguuecKux JaHHbIX.

Ha ocHoBanuy aHanm3a TOYEYHOH AUarpamMmsl (pHc. 7) OTHOCUTEIBHOTO COACPKAaHUS OMOMapKEPOB
(Ha muarpamMme MapKepbl HOAHCAHBI OOIEN PUHATHIMU a00peBUaTypaMu CTEPAHOB U TOTIAHOB, MOJTHBIE
Ha3BaHUA KOTOPBIX IPEACTaBICHBI B PYKOBOACTBE [14]) MOKHO 3aKJIIOYUTH, YTO 4 U3 11 BBHIOpaHHBIX
TEPIICHOMIOB HAXOATCS BHE JTMAma3oHa JOMYCTUMBIX OTKJIOHEHUU 85—118 %, 4TO MO3BOJNSIET cnenaTh
KaTerOpUYHBIA OTpULATEIBFHBIN BBIBOA, Kacalouluiics oOmel rpynnoBoi NpruHaIJIeKHOCTH Macel Of-
HOM MapKu, HO pa3HbIX MapTHil.

3akiouenue. B HacTosmei paboTe mpoaeMOHCTpUpOBaHa HEAPPEKTUBHOCTH UCIIONB30BAHUS Me-
tomnoB ['X/ITUJI n I'X/MC]J] co cOopoM HaHHBIX B PEKHUME IOTHOTO MOHHOTO TOKA JJISI BHISBIICHHS
pazuuuii MeXay UCCIICAOBAHHBIMU MOTOPHBIMU Maciamu. [lokazaHo, yTo ucnonb3oBanue ['X/MC]]
C PErucTPUPOBAHMEM XPOMATOTPaMM B PEXHME BHIOPAHHBIX MOHOB, XapaKTEPHBIX IJIs yHHKAJIbHBIX
HEQTSHBIX OMOMapKepOB, MO3BOJISIET BBISIBUTH Pa3iNiMsi B KOMIIOHEHTHOM COCTaBE PacCMOTPEHHBIX
Mmacen. IlomyuyeHHble SKCTIepUMEHTaNIbHbIE AAaHHBIE AEMOHCTPUPYIOT BO3MOXKHOCTH HMCIOJIB30BAHHUS
MOJTYKOJIMYECTBEHHON OLIGHKH collepaHus HePTIHBIX OMOMapKepoB A HICHTH()UKALIMKA Macell IPH
npoBenerun cyaedHoi sxcneptussl HIT u 'CM. [lo Hann4yuio/oTcyTCTBUIO He(PTSIHBIX OMOMapKEpOB
B TOBapHBIX MOTOPHBIX MacliaX TakXKe MOXKHO CyJIuTh 0 (akTe (haabcudUKauyu BHICOKOOYHIICHHOTO
MOTOPHOT'0 Macja yTeM NOAMEHBI WIIM MOAMEIIMBAHNS MUHEPAJIBHOIO Macia, He MPOIICALETO JOIK-
HOM TEXHOJIOTHYECKONU 00pabOTKH.
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CJIOXKHBIE D®HUPHI MIUNKOJIUHOBOM KUCJIOTHI
CI'NAPOKCUBEH3AJBIAEITNIJAMU U UX UMUHOIIPOU3BOJIHBIE

AnHoTanus. Peakuneld THIpoKCHOCH3AIBIETHIOB ¢ TUKOIUHOBOH (2-TMPUIUHKapOOHOBOW) KHUCIOTOH B MIPHCYTCTBUU
JLK B cpene nuxiopMeTaHa ObLIM IOJYYCHBI COOTBETCTBYIONIUE CIOXHBIC 3upsl ¢ Beixomom 77-88 %. Ilocnenyromieit
KOHJIeHCalue# anpaerugodgpupoB ¢ 4-aMHHOAHTHIIMPHHOM B KHUILAIIEM MeTaHolie cuHTe3upoBaHbl (E)-4-(1,5-mumerni-
3-okco-2-(pernin-2,3-1uruApo-1H-upa3oi-4-uiI)IMHHOIIPON3BOMHEIE C BRIXOJOM 65—75 %, IIpH TOM a30MEeTHHBI Ha OCHOBE
2- 1 3-popMIIIPESHUITNKOIMHATOB NONYYUTh HE yJaJIOCh U3-3a AJIKOT0JIN3a CI0KHOA(GUPHBIX rpynil. [IpoBeneHo kBaHTO-
BO-XMMHYECKOE MOJAEIHPOBAHHE SIEKTPOHHON CTPYKTYPHI CHHTE3MPOBAHHBIX COCIUHEHUN METOmOM ab initio ¢ ypoBHEM
teopun HF/6-31G ¢ nenbio mpeaBapUTeIbHOI OIIEHKH UX TOTEHIIUAIBHBIX aHTHOAKTEpUANIbHBIX U IPOTHBOBUPYCHBIX CBOMCTB.

KiroueBble ciioBa: MUKOIMHOBAS KUCIIOTA, THIPOKCUOEH3aIbAET U b, AI[HIINPOBAHHE, AUIUKIIOT €KCHIIKApOOJHIMHU,
CJIOXKHBIE 3PUPBI, 4-aMIHOAHTHIIUPUH, A30METHHBI, KBAHTOBO-XMHUIECKOE MOJICIINPOBAHHE
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PICOLINIC ESTERS WITH HYDROXYBENZALDEHYDES
AND THEIR IMINE DERIVATIVES

Abstract. The reaction of hydroxybenzaldehydes with picolinic (2-pyridinecarboxylic) acid in the presence of DCC
in dichloromethane afforded the corresponding esters in 77-88 % yield. By subsequent condensation of aldehydoesters with
4-aminoantipyrine in boiling methanol were synthesized their (£)-4-(1,5-dimethyl-3-oxo-2-phenyl-2,3-dihydro-1h-pyrazole-
4-il)imine in 65—75 % yield, but azomethines based on 2- and 3-formylphenyl picolinates couldn’t be obtained due to alco-
holysis of the ester groups. Quantum-chemical modeling of the electronic structure of the synthesized compounds using
ab initio method with the HF/6-31G level of theory was performed for preliminary assessment of their potential antibacterial
and antiviral properties.

Keywords: picolinic acid, hydroxybenzaldehydes, acylation, dicyclohexylcarbodiimide, esters, 4-aminoantipyrine, azomethi-
nes, quantum chemical modeling
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Beenenue. V3BecTHO, 4YTO MUKOJIMHOBAsI KUCIIOTA U PSIZ €€ IPOU3BOAHBIX MPOSBIAIOT aHTHOAKTE-
pUaIbHYI0, OaKTEPUIINAHYI0, MHCEKTUIIMIHYIO, TPOTHBOBOCIIAINTENBHYIO, aHAJIBIETUYECKYIO U JIpY-
r'Ue BUJbl aKTUBHOCTH [1-5], 4TO fenaeT akTyalbHbIM CHHTE3 M HCCIIE0OBaHUE CBOMCTB HOBBIX IIPEACTA-
BUTEJICH 3TOH I'PYINBI COEAMHEHHM. B TO ke BpeMs Mpon3BOIHbIE MUPA30JI0Ha, B TOM YHCIE 4-aMUHO-
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AQHTUIUPUH, IPUBICKAIOT MPUCTAIbHOE BHUMaHUE (apMakoJoroB M (apMakOKMHETHKOB B KayecTBE
JOCTYIHBIX CTPOUTENBHBIX OJIOKOB ISl CO31aHUsI OMOJIOrMYECKH aKTUBHBIX cyOcTaHIuii [6].

Lenp HacTosimedl paboThl cOCTOSAMA B MOJYYCHUH HOBBIX IMPOM3BOAHBIX MUKOJIMHOBOW KHCIIOTHI
C IUPA30J0HOBBIM (PPArMEHTOM M KBAHTOBO-XMMHUYECKOM MOJCITUPOBAHUH MX NEKTPOHHOU CTPYKTY-
PBI C LIETIbIO IPEABAPUTEIBHON OLICHKH UX MOTEHINAIBHBIX aHTHOAKTEPHAJIBHBIX M IPOTHBOBUPYCHBIX
CBOICTB.

PesyabraThl M X o0cy:xkaenue. /|1 cuHTE3a TENNeBHIX (F)-a30METHHOB B KaueCTBE JIMHKEepa ObLTH
BbIOpaHbl IPUPOAHBIE I'MAPOKCUOCH3ANBIACTUABI U UX CHUHTETHYECKHE aHajoru. Jlius 3Toro mocpen-
ctBoM dTeprudukanmu Cterinuxa B XJIOPUCTOM METIJICHE ObUTH TOYUYEHBI CIOKHBIC 23GUPHI 1—6 ¢ BHI-
xonoM 77-88 %. Anpaerunodgpupbl 1-6 SBISIOTCA pEaKIIHOHHOCIIOCOOHBIMU COeTUHEHUAMU. [IpH UX KOH-
JEHCAIUU ¢ 4-aMHHOAHTUIIMPHHOM (4-aMUHO-2,3-TUMETHII-1-(peHUITTUPa30I-5-0HOM) B Cpefie KHUTIsi-
Iero MeTaHona odpa3oBbIBAUCH (£)-a3omeTHHBI 9—12 ¢ BeIXOHOM 65-75 % (cxema). CrieyeT OTMETHTS,
YTO a30METUHEI 7, 8 Ha ocHOBE 2- U 3-¢popMuipeHIIT TUKOTUHATOB 1, 2 B METaHOJIE MOTYYUTh HE yJa-
JIOCh M3-32 AJIKOTOJIN3a CI0KHOI(HUPHBIX TPYNIL. 3aMEHUB B 3TUX CIy4asx METAaHON Ha OEH30I], yaanoch
MOJTyYUTh coeAnHeHue 8 ¢ BeixogoM 75 %.

YucroTa, CTpoeHHE M KOHPUTYpaLUs CHHTE3UPOBaHHBIX coequHeHuil 1-6, 8—12 Obutu ycTanose-
HbI Ha ocHoBaHMUM JaHHbIX VK-, IMP-cnekTpockonuu u XxpoMaTo-Macc-CeKTPOMETPHUH, SJIIEMEHTHOTO
aHanIM3a ¥ pPe3yIbTaTOB KBAHTOBO-XMMHUECKUX PAcUeTOB ab initio, BHIMOITHEHHBIX C YPOBHEM TEOPHH
HF/6-31G [7]. beuna npoBeneHa HonHas ONTUMU3ALUA T'€OMETPUYECKUX MAapaMeTPOB M ONpenesieHa
3JIEKTPOHHAs CTPYKTypa coenuHeHuii 1-12 (tabmuua). Ilytem ananuza pasnoctu sHepruii B3AMO
n HBMO no metony @ykywu [8] u yueta koddpdunuenta / (hopmyinsl 1, 2), BEIYUCICHBI Hanbouee mep-
cnexTuBHBIE coennaeHus (1, 4, 6, 9, 12) nys mpoBeeHNst UX OMOJIOTUYECKOTO TECTHPOBAHUSL:

AF = |Egs0= Eypuol- 1D

KBaHTOBO-XMMHUECKOE MOJICTUPOBAHHUE TIOKA3aJI0, YTO HanOOJIee TEPMOAHHAMUYECKH YCTOWYUBBI-

MU (MaKCHMaJIbHAs BEIMYHHA TI0JHON SHEPIHH CUCTEMbI CO 3HAKOM «—», £, BbIPaKCHHAs B aTOMHBIX

eMHUIAX) B CEpUU alibaeru103pupoB 1—6 sBistorcs napa-uzomepsl (3, 4), B cepun a30MeTHHOB 7—12 —
opmo-n3oMepsl (13 Habopa 7-9) u napa-uzomep (cpenu coenunenuii 10, 12).

CHO CHO , CHO
R?CO,H ) RZCO,H
S T ——— S
| o DCC,CH,CL, [ oy DCC,CHCL ([ g
= %Rz cat. DMAP 5/ As cat. DMAP A %Rz
4
0 R! R! e
1-3,77-85 % 4-6, 86—88 %
Me Ph Me Ph Me Ph Me Ph
\ / \ 7
N-N N-N N-N N-N
Me/ﬁ)io Me/&ﬁo Me/%o MG/S%O
N H NH, NH, Ny H
1-3 4-6 10-12
8.9 MeOH or Ph MeOH >
0 | o AL | \/—O
o R! 0
R'=H1-3,9; R!=3-OMe 4, 10,
2-0C(0)R? 1, 7, o2 $ I SN 3-OEt 5, 11,
3-OC(O)R?2, 8, TN 4-OMe 6, 12;

3-0OC(O)R? 6, 12,
4-0OC(O)R? 4, 5,10, 11

4-0OC(O)R?3,9
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Kpurepuit AF npsimo 3aBucHuT oT pasHocty 3Hepruit B3AMO u HBMO. Yem Mensbine 3HaueHue AF,
TEM MEHbIIIE SHEPTUU HeOOXOMUMO IS mepexona omHoro snektpona ¢ B3MO na HBMO, a crenosa-
TENBHO, W TIepexojia MOJIEKYJIBI B BO30Y K IeHHOe cocTostaue [9, 10]. Bemmuuna AF B psifie CiIrydaeB Xo-
POIIIO COTJIACYeTCs € DKCIIEPUMEHTAIBHBIMU JTaHHBIMH, TTONTYUYEHHBIMH JJIS1 CEpUU OJIU3KUX MO XUMHU-
yeckoMy cTpoeHuto coenunenuii [10, 11]. B To sxe BpeMsi, 4eM BblllIe BETUYNHA JUMOIBHOTO MOMEHTA |,
TeM 0OoJiee MOJISPHBIM SIBISETCS aHHOE COSAMHEHWE W TE€M BBIIIE BEPOSTHOCTH €0 MPOXOXKICHUS
yepe3 OHoJIornveckie MeMOpaHbl U paclpe/ie]ieH s B OIS PHOM BHYTPHUKIETOUHO cpene [12].

Hoanere sneprun cucremsl (E)), JHEPrUU BHICIIHX 32HSTHIX MOJIEKYJIAPHBIX opouTaeii (Egs, )
M HU3LIHX BAKAHTHBIX MOJIEKYJISAPHBIX opOuTadei (Eyp\ o), pasHoctu 3nepruii BBMO n HBMO (AF),
JUIOJbHbIE MOMEHTHI (1) M MHAEKC akTHBHOCTH (/) coennHenuii 1-12

Total energies of the system (E), energies of the highest occupied molecular orbitals (Eyy,.), and energies
of the lowest unoccupied molecular orbitals (E| ,,,,), differences be-tween E .., and E |, (AF),
dipole moments (p), and activity index (/) of com-pounds 1-12

Coenunenune E,a.e Egsvo €V Eypvor €V AF, eV uw, D 1 Tonoxenune
1 -776,59310 —6,4328 -1,9347 4,4981 6,45 0,70 opmo-
2 —776,62847 —6,8492 -1,7470 5,1022 6,62 0,77 mema-
3 —776,62958 —6,8274 -1,5266 5,3008 4,80 1,10 napa-
4 —890,47044 —6,7512 -2,1579 4,5933 4,55 1,01 napa-
5 ~929,55987 —6,7240 ~1,5375 5,1865 4,65 1,12 napa-
6 —890,46955 —6,3158 —-2,1062 4,2096 7,65 0,55 Mmema-
7 —1363,19848 —5,4206 -1,3769 4,0437 6,00 0,67 opmo-
8 —1363,18831 -5,5240 —-1,7824 3,7416 5,38 0,70 mema-
9 1 363,18835 -5,4641 ~0,9497 4,5144 6,76 0,67 napa-
10 —1477,04956 —-5,3362 —-0,6340 4,7022 3,53 1,33 napa-
1 -1 516,13679 —5,3226 0,2803 5,6029 3,62 1,55 napa-
12 -1 477,03594 —5,3498 -1,6028 3,7470 3,49 1,07 Mmema-

JITs WILTIOCTPANUU KOPPEJISIIMOHHON 3aBUCHMOCTH MEXY 3KCIICPUMEHTAIBHO MOJTYYCHHBIMH JaH-
HBIMH 110 aHTUBHPYCHON aKTUBHOCTH a30THCTBIX T€TEPOITUKINYCCKUX coequHeHni 1-12 (cMm. Talir.)
1 HCKOTOPBIMU PACUCTHBIMMU IMapaMETpaMn MOJICKYJI 651.]] HCIIOJIb30BaH MHJACKC aKTHBHOCTHU I, BbIYHC-
JICHHBIH 10 opmyTe 2:

I=AF: p. @)

UeMm MeHbIIIe 3HaYCHUE WHEKCA aKTUBHOCTH [, TeM Ooiee OMOIOTUYECKN aKTHBHBIM SIBIISIETCS HC-
cienyemoe coenuuenue [10].

Ha ocHOBaHMM MPOBENEHHBIX PACUETOB B PAAY alibaeruaodhupos 1-6 Hanboee nepcreKTUBHBIMH
oKazajuck coenuHenus 1, 4, 6 o napametpy AF u 1, 2, 6 no napametpy . Cpenu azomeTuHOB 7—12
TYYITUMHA TTOKa3aTeasIsMu o0nanaroT coequaenus 7, 8, 12 u 7-9, 12 no mapamerpam AF u I cOOTBET-
cTBeHHO. [IpH 3TOM clieqyeT OTMETHTb, YTO CTPYKTYpa a30METHHA 7 SBISETCS THIIOTETHYECKUM 00b-
€KTOM (CHHTE3MPOBATh BEIIECTBO HE yaJIOCh).

BbiBoabl. MeTon npeaBapuTeIbHOTO KBAHTOBO-XUMHUYECKOT'O MOJICIIUPOBAHMS TIO3BOJISIET BBHIIBUTH
HaunOoJee MepPCIIeKTUBHBIE COSAMHEHUS JUIsl X TIOCIEYIOIIEr0 CHHTE3a i ONOTECTHPOBAHHUS, YTO TOJHKHO
MO3BOJIUTH CYIIECTBEHHO COKPATUTh PACXOJOBAHHUE XUMUYECKUX MaTepHaNIOB, KYJIbTYPaJIbHBIX CPEX
1 7a00paTOPHBIX JKUBOTHBIX, a TAK)KE TPYA03aTPaThl XUMHKOB-CHHTETHKOB M MEINKO-OHOIIOTHYECKO-
ro MepcoHaia.

JKcnepuMeHTalbHasA YacTb. K-cekTpsl nony4yeHHbIX coelnHEeHui 3anucansl Ha Oyphe-cnek-
tpodoTtomeTpe Protege-460 dupmer Nikolet ¢ mpurotoBmennem obpasioB B Bujae Tadietok ¢ KBr.
Crextpst SIMP 'H u °C custer Ha cniektpomerpe Bruker Avance-500 B CDCl, oTHOCHTEIBHO OCTa-
TOuYHBIX curHanos pactsoputens [CDCL, 6, 7,26 m. 1., 6. 77,0 m. 1.]. BOXKX-MC uccnenosanus ObLiu
BBITIOJTHEHBI C MCTIOJIB30BaHUEM KUIKOCTHOTO XpoMmaTorpada Agilent 1200 ¢ Macc-CeIeKTHBHBIM Jie-
tektopoM Agilent 6410 Triple Quad B pexume Positive ESI MS2 Scan. Kononka ZORBAX Eclipse
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XDB-C18 (4,6 x 50 mm; 1,8 Mmkm). MoOunbHas ¢a3za: Boga, cogepxkamas 0,05 % (v/v) MypaBbHHON KHC-
70161 — aneToHUTpuI (0T 40 1o 90 % 3a 10 muH). CropocTs mronpoBanus — 0,5 MI/MUH. DIIeMEHTHBIH
ananu3 C, H, N, S-conepxammux coequnenuii Beinonnsuics Ha CHNS-ananuzarope Vario MICRO cube
V1.9.7. KouTpoiib 3a X0JJOM peakiuuil ¥ YUCTOTOW TMOJYUEHHBIX COCJUHEHUN OCYIIECTBJIEH METOJ0M
TCX na nnactunax Merck Silica gel 60 F254. Mcnonbs3oBanack MUKOJIWHOBAS KUCIOTa (apMalieBTHYC-
CKOT0 Ha3HaueHus (c unctoTor 99,99 %), T. mn. 136137 °C.

CaoxHble 3¢upbl MHKOJINHOBOH KUCJI0THI 1-6. Cvech 0,25 T (2 MMOJIB) TUKOJIMHOBOW KHCIIO-
THI, 2 MMOJTb (opmuiderona, 0,02 r (0,17 MMoib) 4-TUMETHIIAMHHOTTUPUIANHA PAacTBOPSIN B 20 M
JuXJopMeTaHa u npu oxjaxaeHuu a0 0 °C nepememnBanu 15 mus. K nmonmydeHHoMy pacTBOpy B OMH
npuem npudasisu 0,41 T (2 MMONB) AUIUKIIOTEKCHITKapObonuuMuaa 1 nepememuBanu 1 1 mpu 0 °C,
3areM erie 24 1 ipu 23 °C. Ocaiok AUIIMKIOTEKCUIIMOYEBHHBI OTICISUIH (PUIBTPOBAHUEM Ha CTEKJISH-
HOM TiopucToM unbTpe. Llenesrbie caoxHbIe 23PUPHI OUUTIIATH METOJOM >KHIKOCTHOW KOJIOHOYHOH XPO-
Mmarorpadun Ha cunukarene 100—160 MKM, 3TI0SHT — JTUXJIOPMETaH.

2-®opmuadenna mukoannat 1. Berxon 77 %, 1. . 91-92 °C. UK-cnextp, v, cMm': 3 078, 2 897,
1 740 (C=0), 1 688 (C=0), 1 603, 1 583, 1 213, 1 106, 753, 744, 700, 693. Cnektp AMP 'H (500 MT1,
CDCL,), 8, m. 1.2 7,35 1 (1H, 3J 8,5 I'y, H3, CH,), 7,44 T (1H, 2 °J 8 T'u, H?, CH,), 7,57 aaa (1H, 3J 8
uS5Tu, *J 1,5 I'y, HSP) 7,68 nr (1H, °J 8 u 8,5 I'y, *J 2 T'y, HY, CH,), 7,92 ar (1H, 2 °J 8 I,
4JlSl“L[,H“P ), 794;[;L(1H 3J 8 TI'u, *J 2 ', H, CH,), 8,29 na (1H, °J 8 I'y, *J 1,5 ', H?, ) 8,85 11
(1H, 3J 5 Fu, *J 1,5 I'u, H, s 10,19 ¢ (1H, CHO). Cnekrp JMP BC (125 MTw, CDCl) S, M.
123,45 (C°, CH,), 126,06 n 126 71 (C4 uC, W 127,68 (C*, CH,), 128,05 (C?, C(H,), 130,91 (C°, CH,),
135,34 (C¢, C,H,), 137,28 (C3, ) 146 77 (C2 ) 150,17 (CS, s 151,87 (C', CH,), 163,60 (C=0O,_, sup)>
188,45 (C=0, . .)- Macc-cniektp, m/z (I, %): 228 [M+H]" (100) Haiineno, %: C 69,03; H 4,10; N 5,89.

b OTH’

C,;HyNO,. Beruncneno, %: C 68,72; H 3,99; N 6,16. M 227,22.

3-®opmuinpenna nukomunar 2. Beixox 79 %, macnoobpasusiii npoxykr. UK-criekrp, v, em
3077, 3 064, 2 929, 2 844, 2 809, 2 739, 1 748 (C=0), 1 698 (C=0), 1 583, 1 485, 1 278, 1 230, 1 144,
1 112, 1 079, 884, 795, 785, 745, 696, 648. Cuextp AMP 'H (500 MI'y, CDCL,), 8, m. 1.0 7,35 T (1H,

23J8,5Ty, H°, CH,), 7,52 m (2H, C5, JrC6 CH,), 771 ¢ (1H, H%, CH,), 7,72 n (1H, 3J 8,5 I'u, HY,

CH,), 7.86 ar (1H, 2 °J 7,5 Ty, 4J15 Fu, HY, W 8,19 1 (1H, 3J 7,5 T, 4J 1,5 T, H3P ), 8,76 nn (1H,
3J4,5 Ty, *J 1,5 T, H, W 991 ¢ (IH, CHO). CneKTp SAMP BC (125 MI'n, CDCL,), 8, M. . 122,19 (C3,
C¢H,), 124,88 (C4 C H4) 127,35, 127,59 n 127,60 (C3 C“P uC5, ) 130,06 (C%, CH,), 137,18 (C?, C(H,),
137,54 (C*, C,H,), 146,58 (C', C(H,), 149,91 (C®, W 151 18 (C2 ) 163 ,30 (C=0,, ) 190,87 (C=0,,, )
Macc-cnekrp, m/z (I, %): 228 [M+H]" (100). HanneHo %: C 69 15; H 4,12; N 5,80. C ;H/NO,. Boruuc-
neno, %: C 68,72; H 3,99; N 6,16. M 227,22.

4-®opmuapenna nukoaunar 3. Beixon 85 %, 1. . 107-108 °C. UK-cnektp, v, cm': 3 110, 3 085,
3048, 3 003, 2 828, 1 731 (C=0), 1 697 (C=0), 1 600, 1 589, 1 504, 1 440, 1 389, 1 310, 1 285, 1 244,
1209, 1 162, 1 095, 879, 810, 743, 701, 690. Cnexrp SAMP 'H (500 MI'y, CDCL,), 8, M. a.: 7,45 1 (2H,
3J 8,5 Ty, H> + H°, CH,), 7,56 nun (1H, 3J 8 w4 ', 4J 1,5 T', H, s 791 nr (1H, 23J8Tu,*J 1,5 T,
HY, s 7,94 1 (2H, 3J 8,5 Ty, H? + H3, C,H,), 8,29 ax (1H, 3J8F11,4J151“11,H3 ) 8,82 nn (1H, 3J5Tu,
4J 1 ,5 T', HE, W 9,99 ¢ (1H, CHO). Crextp SIMP BC (125 MTI'u, CDCL,), 8, m.a.: 122,47 (2C, C* + C5,
CH)), 125961/1 127,69 (C4yI/IC5 ), 131,18 (2C, C* + C¢, CH,), 134,15 (C*, CH,), 137,27 (C?, )
146,69 (C?, ) 150,10 (C5,), 155,41 (C1 CeH,), 163,13 (C=0,, ,,,)> 190,82 (C=0,,, ). Macc-crextp,
m/z (I, %) 228 [M+H]" (100). Haitneno, %: C 69,10; H 4,06; N 5,83. C,;HyNO,. Berancneno, %:
C 68,72; H 3,99; N 6,16. M 227,22,

2-Metokcu-4-popmuidennn nukoaunar 4. Boixon 88 %, 1. . 87-88 °C. UK-cmektp, v, cm
3 080, 3 060, 3 010, 2 943, 2 756 (C=0), 1697, 1 681 (C=0), 1 602, 1 581, 1 503, 1 468, 1 306, 1 279,
1235,1 146, 1 124, 1 072, 1 031, 991, 876, 854, 734, 691. Cnextp SAMP 'H (500 MI'i, CDCL,), 8, m. .:
3,87 ¢ (3H, OCH,), 7,38 1 (1H, *J 8 I'u, H°, C,H,), 7,52 n (1H, *J 8 'y, HY, C(H,), 7,53 ¢ (1H, H?, C,H,),
7,56 nnx (1H, °J 8 4,5 T', *J 1,5 'y, H, ) 7,91 or (1H, 23J 8 'y, *J 1,5 ', HY, ) 8,27 nx (1H, 3J81“11,
*J 1,5 Ty, HY, > 8,84 1 (1H, 3J 5 I, 4J 1 ,5 T, HY, W 9,96 ¢ (1H, CHO). CHeKTp SIMP BC (125 MT'n,
CDCl,), 8, m. 1.: 56,19 (OCH,), 110,91 (C°, CH,), 123 52 (C% CH,), 124,82 (C°, CH,), 126,13 u 127,70 (C4
uC, ) 135,51 (C*, CH,), 137,33 (C3, s 145,11 (C?, CH,), 146,83 (C%, W 150,27 (CS, ) 152,02 c,C H4)
162 76 (C=0,, " H) 191,15 (C= Oam’u') Macc-cnexrp, m/z (I, %): 258 [M+H]" (100) Haiineno, %:
C 65,77; H 4,52; N 5,26. C,,H,,NO,. Beraucneno, %: C 65,37, H 4,31; N 5,45. M 257,25.
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4-®opmuii-2-3Tokcupenns nukoaunar 5. Beixon 87 %, 1. . 113-114 °C. UK-cnekTp, v, cM '
3 115 3 090, 3 058, 2 983, 2 933, 2 846, 1 743 (C=0), 1 690 (C=0), 1 600, 1 587, 1 508, 1 437, 1 397,
1384, 1289, 1244, 1160, 1 115, 1 095, 1 038, 994, 886, 860, 817, 783, 744, 702, 690. Cniektp SIMP 'H
(500 MI'n, CDCL,), 8, m. x.: 1,29 T (3H, °J 7 'y, OCH,CH,), 4,11 x (2H, OCH,CH,), 7,36 1 (1H, *J 8 T',
H*, CH,), 748 1 (1H, °J 8 I'u, H®, C,H,), 7,50 ¢ (1H, H?, C,H,), 7,55 nux (1H, 3J 8 u 5 I'y, *J 1,5 T,
H’, ) 790 nr (1H, 2 °J 8 T'y, *J 1,5 ', HY, ) 8,25 nn (1H, °J 8 T'u, *J 1,5 'y, H, ) 8,82 nn (1H,
3J 5 Fu, 4J 1,5 ', H®, ) 9,93 ¢ (1H, CHO). CneKTp SMP 3C (125 MI', CDCL,), 8, m.x.: 14 37 (OCH,CH,),
64,56 (OCH,CH,), 111 72 (C%, CH,), 123,86 (C%, C,H,), 124,45 (C°, C,H,), 125,82 u 127,47 (C“Py u C5, )
135,27 (C*, CH,), 137,15 (C3, ) 145,23 (C?, CH,), 146,78 (C*, > 150,09 (CS, W 151,13 (C', C,H,), 162, 59
(C=0,,. ,pup)» 191,04 (C= Oam’ﬂ.) Macc-cnekrp, m/z (I, %): 272 [M+HT* (100) Haiineno, %: C 66,76;
H 4,95; N 4,85. C,;H,;NO,. Beraucneno, %: C 66,41; H 4,83; N 5,16. M 271,27.

2-MeTtokcu-5-popmuiipennst mukosuHat 6. Boixox 86 %, 1. 1. 97-98 °C. UK-cuekTp, v, cM ™'
3 100, 3 080, 3 059, 3 020, 2 926, 2 851, 2 744, 1 757 (C=0), 1 737, 1 686 (C=0), 1 608, 1 578, 1 510,
1 444, 1 281, 1 210, 1 121, 1 072,1 002, 914, 814, 774, 742, 695, 640, 619. Cnextp SIMP 'H (500 MI,
CDCL,), 8, m. 1.: 3,89 ¢ (3H, OCH,), 7,12 1 (1H, *J 8,5 T'u, H3, C H,), 7,56 nun (1H, 3 8 u 5 ', *J 1,5 T,
H>, ) 7,74 ¢ (1H, H?, CH,), 7,81 1 (1H, *J 8,5 Ty, H®, C(H,), 792 ar (1H, 2 °J 8 I'y, *J 1,5 ', HY, )
8 27 ax (1H, *J 8 T', *J 1,5 ', H?, ) 8,84 nx (1H, 3J 5T, 4J 1,5 I'y, HS, > 9:88 ¢ (1H, CHO). CHeKTp
SAMP BC (125 MTI'u, CDCL,), 8, m. a.: 56,23 (OCH,), 112,07 (C°, C H4) 123,54 (C®, CH,), 125,96
u 127,53 (C4 uC5, ) 129,93 (C*, CH,), 130,26 (C?, C,H,), 137,18 (C, ) 140,26 (C2, C,H,), 146,80 (C?, )
150,14 (CS, ) 156, 25 (C', CH,), 162,92 (C=0_, " H) 189,93 (C= Oanb}:{.) Macc-cnexrp, m/z (I, %)
258 [M+H]* (100). Haiimeno, %: C 65,70; H 4,58; N 5 21. C,,H, NO,. Berancneno, %: C 65,37; H 4,31,
N 5,45. M 257,25.

(E)-A3ometunbl (00mas meroaquka) 7-12. Cmeck 2 mmonb anpreruaa 1-6 u 0,41 r (2 MMoIb)
4-amuHoanTuMprHA B 20 MIT MeTaHONa (I coennHeHus 8 — 6eH30:1a) Kunsatuin 2 4. Bermasmmii mo-
CJIe OXJIAXKACHUS PEaKIIMOHHOW CMECH 0CaJ0K OT(UIBTPOBBIBAIN Ha CTEKJISTHHOM ITOPUCTOM (PHIIBTpE,
MPOMBIBAIN 5 MJI OXJIAXK/ICHHOTO METAHOJIAa U CYIIFIIN Ha BO3IYXE.

(E)-2-(1,5-AumeTua-3-okco-2-penua-2,3-nuruapo-1 H-nupa3o.1-4-uauMuHOMeTHII(EHNIT)
nukoauHat 7. He oOpazyetcs. [IpoucxoguT ombuieHHE CIOXKHOI(QUPHOHN TPYTIIIHL

(E)-3-(1,5-JumeTnii-3-okco-2-penun-2,3-nuruapo-1 H-nupazon-4-uaumMmuHoMe TG eHNT)
nuxoaunat 8. Beixon 75 %, T. . 183-184 °C. UK-cnekTp, v, cM': 3 050, 3 009, 2 955, 2 924, 2 855,
2 810, 1 758, 1 733 (C=0), 1 649 (C=0), 1 573, 1 489, 1 438, 1 305, 1 290, 1 245, 1 232, 1 139, 1 093,
960, 864, 769, 748, 701. Criextp SIMP 'H (500 MI', CDCL,), 8, m. 1. 2,47 ¢ (3H, =C-CH,), 3,16 ¢ (3H,
NCH,), 7,28 aa (1H, 2 3J 8 I'y, *J 1,5 Ty, H?, CH,), 7,30 Tt (1H, 2 °J 7,5 T, 2 *J 1,5 ', HY,,), 7,39 nn
(2H, *J 8 I', *J 1,5 T, C?,, + CS,,), 7,47 M (3H, 2 3J 8 'y, *J 2 'y, H3,, + H,, + HY, CH,),7,69 1 (1H,
3J 1,5 'y, HS, CH,), 7,57 anx (1H, 3J 8 u 4,5 ', *J 1,5 T', H3, ) 7,84 T (1H, 23J2 I'n, H%, CH,),
793 1a (1H, 2 *J 8 I', *J 1,5 T, HY, ) 8,30 o (1H, 3J8F11,H3 ) 8,86 1 (1H, °J 5 T'u, HE, ) 9,75 c
(IH, N=CH, ). Crextp SIMP 3C (125 MTI'y, CDCl,), 6, m.a.: 10 06( C-CH,), 35,68 (N— CHS) 119,67
(C%p), 123 44 (C5 H,), 124,48 (2C, C%,, + CS;,), 125,90 (C%, ) 126,34 (C', CH,), 126,98 n 127,42 (C3
u C5, W 12918 (2C, C3Ph + C,), 129,54 (C°, CH,), 134,60 (C3 C.H,), 137,22 (C%, CH,), 137,38 (C! Ph)
139, 83 (C5mI oo 147,40 (C', C(H,), 150,10 (C®, ) 151,17 u 152,20 (C?%, py W C“lm wsonon)s  139:49
(N=CH,_,,.), 160 64 (C=0,,,,), 163 75 (C= O. spup ). HaI/meHo %: C 70,13; H4,99; N 13 20 C,,H,)N,O,.
Brruucneno, %: C 69,89; H 4,89; N 13,58. M 412 45

(E)-4-(1,5-AumeTna-3-okco-2-pennna-2,3-nuruapo-1 H-nupazon-4-ujanMuHOMeTHI(EHNIT)
nuxoauHat 9. Beixox 75 %, T. r. 244-245 °C. UK-cnektp, v, cm': 3 080, 3 055, 3 047, 3 035, 2 970,
2926,1 758, 1 732 (C=0), 1 635 (C=0), 1 604, 1 594, 1 573, 1 498, 1 487, 1 305, 1 195, 1 165, 1 100,
1077, 1 040, 870, 830, 765, 744, 697. Cnextp AMP 'H (500 MI', CDCL,), 8, M. 1.: 2,47 ¢ (3H, =C—CH,),
3,13 ¢ (3H, NCH,), 7,30 m (3H, H*+ H®, CH, + H*},)), 7,39 1 (2H, *J 7 I', C%,, + C%;,), 7,46 T (2H,
C,, + Coy), 7,54 non (1H, 3J 8 u 4,5 I'n, 4J 1,5 'y, H3, s 190 ot (1H, 2 3J 8 I', *J 1,5 ', HY, o
7,92 n (2H, *J 8,5 T'u, H* + H®, C,H,), 8,27 na (1H, *J 8 Fu, 4J15Fu,H3P) 8,83 nx (1H, 3J451"u,
“J 1,5 T'y, H%,), 9,76 ¢ (IH, N=CH, ). Cnextp SIMP C (125 MI'n, CDCl ) 9, M. 1.: 10,00 (=C-CH,),
35,71 (NCH3) 118,38 (C*,,), 121,74 (2C, C* + C5, C,H,), 124,34 (2C, C?,, + C6Ph) 125,85 (C4, ) 126,85
u 127,39 (C3 uC’, > 129,08 1 129,10 (2C, C?+CS CH, n2C, C, +C5,), 134,66 (C*, C H4) 135,96
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(Csrmpamn(m)’ 137,15 (C';,), 147,28 (CZPy), 150,05 (C°, ) 152,02 u 152,19 (C* ...+ C', CH,), 155,64
(N=CH,,,,.), 160,68 (C=0,,, ), 163,56 (C= O spup ). HanﬂeHo %: C 70,17, H 4,98, N 13,22. C,,H, N,O,.
Brruncneno, %: C 69,89; H 4,89; N 13,58. M 412 45

(E)-4-(1,5-AumeTni-3-okco-2-pennn-2,3-nuruapo-1 H-nupa3oii-4-ujiuMUHOMETHII-2-MeTOK-
cupennin) makosmuat 10. Beixon 70 %, 1. mur. 220-222 °C. UK-cnextp, v, em™': 3 099, 3 070, 3 060,
3005, 2 964, 2 939, 1 752, 1 741 (C=0), 1 644 (C=0), 1 580, 1 497, 1 466, 1 411, 1 303, 1 264, 1 240,
1188, 1 110, 1 077, 1 030, 855, 755, 742, 702, 620. Crextp SIMP 'H (500 MI'u, CDCl,), 3, m. 1.: 2,48 ¢
(3H,=C-CH,), 3,15 ¢ (3H, NCHy,), 3,88 ¢ (3H, OCH,), 7,23 n (1H, *J 8 T'u;, H%, CH,), 7,32 T1 (1H, 2 °J 7,5 T'w,
24 1,5 T', HY,)), 7,38 an (2H, °J 7,5 Ty, J 1,5 T, C2,, + C%,), 7,42 nn (1H, 3J 8,5 T', 4J 1,5 Ty,
H% CH,), 7,46 T 2H, 2 °J 7,5 T, C3, + C°,)), 7,52 mun (1H, 3J 8 m 5 'y, *J 1,5 Iy, H5 ) 7,56 n (1H,
“JlSl“u,H3 CH,), 7,89 ar (1H, 2 °J 8 T'y, *J 1,5 T'y, HY, W 827 nn (1H, 3J81“11,4J151“11,H3 ) 8,83 1
(1H, 3J 5 I'u, *J 1,5 ', HS, o 974 ¢ (1H, N=CH, ). CneKTp SIMP B3C (125 MTI'w, CDC13) 5, M.IL.:
10,11 (=C-CH,), 35,76 (NCH) 55,72 (OCH,), 110,24 (C°, CH,), 118,41 (C*,), 121,25 (C°, CH,),
122,76 (C*, W 124,33 (2C, C%,, + C), 125,89 (C°, CH,), 126,87 u 127,31 (C3, py T C W 129,12 (2C,
Cy + CSPh) 134,64 (C5rIH wonon)s 137,09 (Cy,), 141,45 (C?, CH,), 147,19 (C?%, W 150, 06 (C6 o 151,23
ul15293(C* - +Cl, C sHy)s 156,12 (N=CH, ), 160,69 (C=0,,,, ), 163,05 (C O, siom Hanz[eHo %:
C 68,09; H 5,12; N 12,28. C,,H,,N,O,. Beruncneno, %: C 67,86; H 5,01; N 12,66. M 442.47.

(E)-4-(1,5-AumeTnii-3-okco-2-penni-2,3-nuruapo-1 H-nupa3o1-4-uauMHUHOMETHJI-2-3TOKCH-
¢ennn) nukosmuar 11. Beixox 65 %, 1. 1. 203-205 °C. UK-cnektp, v, cM': 3 095, 3 070, 3 055, 3 040,
2 976, 2 920, 1 738 (C=0), 1 630 (C=0), 1 583, 1 491, 1 425, 1 383, 1 303, 1 288, 1 268, 1 242, 1 190,
1 030, 994, 961, 769, 745, 705, 697, 620. Criextp SIMP 'H (500 MI'y, CDCL,), §, m. a.: 1,30 T (3H, *J 7 I',
CH,CH,), 2,47 ¢ 3H,=C-CH,), 3,14 ¢ (3H, NCH,), 4,13 x (2H, *J 7 T'u, CH,CH,), 7,23 1 (1H, *J 8 T't, H®,
CH,), 731 v (1H, 2°J 7,5 T, 2 *J 1,5 'y, HY,)), 7,40 oo (2H, *J 7,5 ', 4J 1,5 ', C%y, + C5,,), 7,43 11
(1H, 3J 8,5 I'y, *J 1,5 T'u, H3, CH,), 7,47 T 2H, 2 3J 7,5 'y, C3,, + C5;,), 7,54 aan (1H, °J 8 u 5 ',
*J 1,5 I'u, H, ) 7,59 o (1H, , *J 1,5 I'u, H?, CH,), 7,90 ar (1H, 2 °J 8 I'y, *J 2 ', HY, ) 8,29 nn (1H,
3J8 T, *J 1,5 Fu, H?, ) 8,84 nx (1H, °J 5 T, *J 2 I', HS, o T4 c (IH,N=CH_ ) CneKTp SIMP 13C
(125 MI'n, CDCI,), 8 m. 1.: 10,11 (=C-CH,), 14,56 (CH CH3) 35,67 (NCH,), 64,30 (CH,CH,), 111,45
(C°, CH,), 118,31 (C%,), 121,04 (C°, CH,), 122,66 (C*, o 124,41 (2C, €2, + C%,), 125,73 (C°, CH,),
126,93 u 127,24 (C3 + C5, ) 129,11 (2C, C%,, + CSPh) 134,52 (CSHHPMOHOH) 137,09 (C',,), 141,75 (C?,
CH,), 147,21 (C?%, ) 149 99 (C6 ) 150,51 u 151,78 (C“lm wonon T Cl CHY), 156,15 (N=CH, ), 160,62
(C=0,,,,p)> 162,99 (C O.. om Ham[eHo %: C 68,79; H 5,45; N 11,92. C,;H,,N,O,. Beraucneno, %:
C 68,41; H 5,30; N 12,27. M 456,50.

(E)-5-(1,5-JumeTtna-3-okco-2-penna-2,3-guruapo-1 H-nupa3oi-4-uJadMHUHOMETHII-2-MeTOK-
cudenmn) nukoaunar 12. Beixox 73 %, 1. mi1. 206-208 °C. UK-cnektp, v, cm': 3 056, 3 045, 2 999,
2 936, 2 839, 1 747 (C=0), 1 650 (C=0), 1 607, 1 588, 1 574, 1 510, 1 439, 1 278, 1 259, 1 217, 1 125,
1 086, 1 021, 962, 822, 759, 747, 703, 696, 585. Cnextp SIMP 'H (500 MI't, CDCL,), 3, m. x.: 2,44 ¢ (3H,
=C—CH,), 3,12 ¢ (3H, NCH,), 3,84 ¢ (3H, OCH,), 7,02 1 (1H, *J 8 T, H?, CH,), 7,30 T (1H, 2 °J 7 I',
H*,,), 7,39 1 H, *J 7 I'u, C?,, + C%,), 7,46 T H, C3,, + C°;,), 7,55 nan (1H, °J 8 u 4,5 T', *J 1,5 Ty,
H’, ) 7,63 1 (1H, *J 8,5 I'u, H, C,H,), 7,87 ¢ (1H, H3, C,H,), 791 T (1H, 2 3J 8 I'y, H4 y) 8,29 n (1H,
3] 8 'y, H?, > 8,84 1 (1H, 3J 4,5 ', HS, o 9,08 ¢ (1H, CHO). Crextp SMP BC (125 MI'n, CDCL,),
o, M 1. 990 (=C-CH,), 35,92 (NCH,), 56 09 (OCH,), 118,68 (C*;,), 120,82 (C°, C;H,), 124,43 (2C,
C%,,, + C%,p), 126,02 (C4, s 126,92 u 127,42 (C3 +C5, s 128,21 (C%, CH,), 135,51 (C%, CH,), 129,22
(2C, C3, + C5;p), 131,58 (C4 C¢H,), 134,83 (C5rm aBOHOH) 137,24 (C'},), 140,27 (C2, C,H,), 147,38 (C?, )
150,18 (C°, s 151,92 m 152,83 (C*omonon T CL C ¢Hy), 155,62 (N=CH, ), 160,95 (C=0,,, ), 163 20
(C=0,, " P[) Haiineno, %: C 68,13; H 5,16; N 12,34. C,;H,,N,O,. Beraucneno, %: C 67,86, H 5,01,
N 12,66. M 442 47.
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KOHCTPYKIUSA N AHAJIMTUUYECKHUE XAPAKTEPUCTUKH
HOBOH UMMYHO®EPMEHTHOMN CUCTEMBI JIJISI OGHAPY ) KEHU S
LISTERIA MONOCYTOGENES B MOJIOKE

AnHoTanms. PazpaboTana TecT-cucTeMa A OOHApYKeHUs Listeria monocytogenes B KyJIbTypalbHOU Cpelie, OCHOBaHHAs
Ha MPUHIIAIE KOHKYPEHTHOrO MMMYHO(PEPMEHTHOIO aHAIN3a M MMEIONIAs aHATMTHYECKYIO 4yBCTBUTENbHOCTD 1+ 10* KOE/Mit.
TecT-cucTema OTINYAETCS OT U3BECTHBIX aHATOTOB (KOMMEPUYECKHUX M ONMMCAHHBIX B HAYYHBIX UCCIEIOBAHMIX) IBYMS KOH-
CTPYKTUBHBIMU OCOOCHHOCTSIMU: IIUTO30JIb KJIETOK Listeria monocytogenes (MeMOpaHHO-cBOOOIHAS (ppaKIfis)) MMMOOIIIH-
30BaH Ha TBepAoi (ase; aHaIM3UpPyeMBIM OMOMAaTEepHaloM SIBISIETCS Cpesla, B KOTOPOH BhIpalMBaiIuCh GakTepuu. Anar-
TaIusl JAHHOU TECT-CUCTEMBl K MMMYHO(pEPMEHTHOMY aHanu3y Listeria monocytogenes B MOJIOKE BbISIBHJIA BbIPa)KEHHBII
MaTpPUYHBIA 3G QEKT, KOTOPBIH HE yCTpaHsICA TPAIUIHOHHBIMU MeTogaMH. lIpu no00aBIeHHH MOJIOKA B KalHOPOBOYHEIC
MIPOOBI HEMOCPEACTBEHHO Iepes NMPOBEACHHEM HUMMYHO(DEPMEHTHOrO aHajN3a COXpaHEeHa aHATUTHYECKas TyBCTBHUTEIb-
HOCTE, paBHas 1 - 10* KOE/mur.

KioueBble cj10Ba: KOHKYPEHTHBIM UMMYHO(EPMEHTHBIH aHanu3, Listeria monocytogenes, MOHOKJIOHAJIbHbIC aHTHTE-
713, MOJIOKO
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DESIGN AND ANALYTICAL CHARACTERISTICS OF A NEW ENZYME-LINKED
IMMUNOSORBENT ASSAY SYSTEM FOR THE DETECTION
OF LISTERIA MONOCYTOGENES IN MILK

Abstract. Detection of Listeria monocytogenes (LM) in foods is topical due to known cases of listeriosis epidemics.
Immunochemical methods including ELISA are widely used for LM detection. Traditionally, commercial ELISA kits for LM de-
tection in foods are based on sandwich technique, detect antigens of bacterial cell membrane, have analytical sensitivity
~ 10° CFU/mL, and the analyzed biomaterial is cells + medium. We elaborated competitive ELISA test for LM detection
in foods with analytical sensitivity 1-10* CFU/mL. The test system differs from known analogues (commercial and described
in research studies) by two design features: the membrane-free fraction of LM cells (cytosol) is immobilized on the solid
|phase; the analyzed biomaterial is the medium in which the bacteria were grown. Adaptation of this test system to the
ELISA detection of LM in milk revealed a pronounced matrix effect that could not be eliminated by conventional methods.
We addressed this issue by adding milk to the calibration samples immediately before performing the ELISA, maintaining
an analytical sensitivity of 1-10* CFU/mL.

Keywords: competitive enzyme immunoassay, Listeria monocytogenes, monoclonal antibodies, milk
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Benenue. O6napyxenue Listeria monocytogenes (LM) B mpoayKTax MUTaHUS aKTyaJbHO B CBS-
3U ¢ U3BECTHBIMH CIIyYasMH dTUIAEMUN ucTeprosa [1-3]. MunumansHas uHbeKInoHHas go3a LM
cocraBisieT 100 kononueoOpasyroumx eaunul (KOE) Ha rpamm numy; oOmas nHQEeKIHOHHAS 1032
LM mu1s 310poBOro 4enoseka Haxogurces B amanazone 10’-10° KOE/r, a qMana3oH pucka 3apakeHHs
cocrasnsietr 10°-107 KOE/r [4]. B cooTBeTCTBHU C IPUHATHIMUA HOpMamu LM 0KHA OTCYTCTBOBATH
B 00pa3Iie Maccoi 25 T TOTOBOM K YIOTpeOIeHHIO THIIH [5].

Hnst o6Hapyx)enust LM mIMpoKko HCHOoNb3yITCS MMMYHOXUMHUYECKHE METOIBI, BKIII0Yasi UMMYHO-
dbepmenTtHBIN ananmu3 (MDA). TpanuIimoHHO KOMMepUYeCKre Habophl, ocHOBaHHBIC Ha IDA B dhopmare
«COHJIBUY», BBISABISIOT aHTHUIeHbl LM, Haxoasimuecs B KJICTOUYHOW MeMOpaHe OakTepuii. AHaIu3upy-
eMbIli OnoMaTtepuaj MpeAcTaBiIseT co00i KIETKH M MUTaTeNbHylo cpeny. [loaTBepxaenuemM ciyxar
11 KoMMepYecKHX MMMYHOXMMHUYECKUX HAOOpOB peareHTOB A OOHapyxKeHus Listeria spp. w/win
LM B nponykrax nutanus (Solus Listeria ELISA, Solus Listeria monocytogenes ELISA, TRANSIA Plate
Listeria v np.), 3aperucTpUpoBaHHbIX BO DpaHIy3CKOM accolualiy 1Mo cTaHaapTuzanuu (Association
Frangaise de Normalisation, AFNOR), siBastomeiics uneHoMm MexTyHApOIHON OpraHU3aIliy 10 CTaH-
naptuzanyu ot Opanmun [6]. YkazaHable HAOOPBI peareHToB NpeAcTaBisioT coboit UDA-TecThl B hop-
MaTe «COHABHYY C KOJIOPUMETPUUIECKON/(DITyOpUMETPHUECKON TeTEKLIUEH.

Kak mpaBumno, ananuTuyeckas 4YyBCTBUTEIBHOCTh OMUCAHHBIX B JUTEpPAType U KOMMEPUYECKHUX
TecT-cucTeM st oOHapyxkerust LM B nponykrax nurtanus metogom MDA cocrasisier 10°—10% KOE/mu
[7]. bonee BeIicokast wyBcTBUTEIBHOCTH DA 117151 0OHApykeHUsI OaKTEPHUU TOCTUTANACH NPH UCTIOINb-
30BaHUHU MAT, MOJIy4EHHBIX B pe3yJbTaTe MMMYHHM3AIlMM MBIIIEH PEeKOMOMHAHTHBIMH Oenkamu LM,
a UMeHHO uHTepHanHOM G (Tipezaen oOHapyskeHus paBeH 32 Hr/mr mis 6enka InlG nmu 7 875,83 KOE/mn
LM) [8], unTepranuaom A u B (npexen obnapysxenust 10> KOE/mun LM) [9], 6enkom p60, cexpetupye-
MbiM LM (nipenen oOHapysxkenus 10° KOE/mun LM) [10].

Panee mamu pazpaborana TecT-cucteMa st oOHapykeHuss LM B mpoayKTax MUTaHUS METOIOM
KOHKYpeHTHOro UMA ¢ aHanmuTH4eCKoi 4yBCTBUTENBHOCTEIO 1 - 10* KOE/Ma n ko2 duimenTom Bapu-
anuu 6 = 2 % [11]. [Ins BbISBICHUS OaKTEPUH UCIIOIH30BATH KOMMEPUYECKUE MOHOKJIOHAJILHBIC aHTH-
tena (MAT) LZG7, B3anMoAeCcTBYIOMTNE ¢ HeUIEHTH(DHUITIPOBAaHHEIM MeMOpaHHBIM OenkoM LM ¢ Mo-
nexynapHoi maccoii 23 xJla (Pry,) (mpoussoaurens MAT LZG7 ucnonb3oBai B KaueCTBE UMMYHOT€HA
1essie KiaeTkn LM).

TecT-cucTemMa OTIMYAETCS OT U3BECTHHIX aHAJIOTOB (KOMMEPYECKUX U OMHCAHHBIX B HAYYHBIX HC-
CJIC/IOBAHMSX) ABYMsI KOHCTPYKTHBHBIMH OCOOCHHOCTSMH: MEMOpaHHO-CBOOOIHAs (pakius KIETOK
LM (MC®, 11uT03011b) *MMOOUJIN30BaHA HA TBEPIOH (ha3e; aHAIM3UPYEMbIM OMOMATEPUATIOM SIBJISCTCS
cpema, B KOTOPOU BEIPAITUBAINCH OAKTEPHH.

VYKka3zaHHBIC BbILIE OCOOCHHOCTU TECT-CUCTEMbl OCHOBAHBI HAa YCTAHOBJICHUU IPOMOPLHUH pacipe-
JENEHUs LEJIEBOro anTurena Pr,; B cucremMe HUTO301b—MeMOpaHa KIETKU—CPENa, YCTAHOBICHHON Me-
TozaMu npsiMoro u koHKypeHTHoro MMA c ncnonszoBanneM MAT LZG7 B kauecTBE AETEKTHPYIOLIETO
pearenTa [11]. IIpunse obmee konuvectBo Pr,, B cucteme paBubiM 100 %, nokazaHo, 4TO MaKCUMallb-
Has KoHUeHTpauus Pr,, nabmonaercsa B MCO — 67,82-92,15 % B 3aBucuMocTu ot ceporuna LM (1/2a,
1/2¢, 4b). MemOpana knetku conepxut He 6onee 2 % Pr,,, a cpena — 6,83-30,83 % Pr,, [11].

[IpeumymectBamu ummoounu3anuu MC® 1o cpaBHEHHIO C KJIETKaMH MJIM MeMOpaHaMH SIBJISIOT-
Cs1, BO-TIEPBBIX, 3HAUUTEIBHO OOJIee BBICOKAsi KOHIIEHTPALKsI aHTUT€Ha, 4YeM B MeMOpaHax, a cileaoBa-
TEJIBHO, U Ha MOBEPXHOCTH KJIETOK, BO-BTOPBIX, ICTUHHBIM PacTBOp, @ HE CYyCHEH3Hs, YTO 00eCIIeunBaeT
PaBHOMEPHOCTH MOKPBITHS M CHH)KAaeT 3HaueHMs KodpduuueHTa Bapuanuu. [IpenMymiecTsa ucmosns-
30BaHMUS B KAaueCTBE aHAJIM3MPYEMOro OMomarepuaja cpeabl (B MPOTHBOIOJIOKHOCTh OHOMaTepuany
KJICTKH + cpelia) Te e, YTO yKa3aHbI BBIIIE; Pe3yJIbTATOM TAK)KE SIBISCTCS CHUKEHUE 3HAYCHUS KO-
(bUIHeHTa BapHaIy.

Ilens paboOTHI — amanTamus TeCT-CUCTEMBI 1151 oOHapykeHus LM B MooKe.

Martepuanabl u MeToabl. bakmepuu. B pabore ncnons3oBanu LM ceporunos 4b, 1/2a u 1/2c, no-
nydeHHble B PecnyOnMKaHCKOM HAy4YHO-TIPAKTHYECKOM IIEHTPE SMHIEMHUOIOTUA U MHKPOOHOJIOTHH
(Munck, benapycs). bakrepun cHauana BeipamuBaiu Ha okchoprackoM arape (Sigma-Aldrich, CIIA),
a 3aTeM BbIceBaiH Ha cpeny TpuntoH-coeBblli arap (TCA) (Biomedia, Poccust). st kaxaoi cpernb
MHKYOauuio nmpooaunu npu temneparype 37 £ 1 °C B Teuenue 24 + 3 u. baktepuu CMBIBaJIU C YalleK
Hetpu 0,9%-m pactBopom NaCl.
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BakTepun nneHTHGUIMPOBATIHN ¢ TOMOIIBIO ABTOMAaTHYECKOro MUKpoOHOro ananuzaropa VITEK-2
Compact (BioMérieux, SA, ®@panmus). Ilogcder kiIeTOK MPOBOAUIN C ITOMOIIBIO KaMephl [opsesa.
KoHIeHTpanus KJIETOK B 3aBUCUMOCTH OT ceporuna coctasuia (0,4—0,9) - 10° KOE/m.

ITocne mpombIBKHM coOpaHHBIe OaKTepuu MHAKTUBUpOBaIM HarpeBaHueMm npu 80 °C B TeueHHe
20 MUH, YTO NMOATBEPKIAJIOCH OTCYTCTBHEM pocTa LM B yKa3aHHBIX IUTATENbHBIX cpeax. bakrepun
xpanunu B 0,2%-M pacTBOpe MepTuoisTa npu remneparype 4 °C nng ucnonbzoBanus B UDA.

Anmumena. VicnonszoBanu MAT LZG7 (Bcepoccuiickuii Hay4YHBIH HEHTP MOJIEKYJISPHOW JHa-
THOCTUKY | JeueHus). Ha ocHOBaHMH pe3ynbTaToB, MOTYYEHHBIX C MOMOIIBIO dekTpodopes3a B 15 %
SDS-ITAAT B BoccTaHaBIMBAIOUIUX YCIOBHAX C TIOCIEAYIOIIMM HMMYHOOIOTTHHTOM, IIPOU3BOIUTETh
MAT LZG7 yTBepKIaeT, YTO OHH B3aUMOJICHCTBYIOT ¢ HEHJICHTHOUIIMPOBAaHHBIM Oesikom LM ¢ moue-
KyIsapHOi Maccoli 23 k[la (nanee Pr,,), IpuCy TCTBYIOIUM B JIM3aTE KJIETOK U KIETOYHONW MEMOpaHe.

Bydepnbie pacTBopbl OBUIH TAKUMU XKe, KaK ¥ B IpeAbLAYIeM uccienoBanuu [12]. MakybannoH-
He1it 6ydep (UB) — 0,05 M Tpuc, pH 7,7; 0,15 M NaCl; 0,01 % Tsun 20; 0,1 % ObIuybero ceIBOPOTOYHO-
ro anpOymuHa (bCA); 0,1 % xazeun-nenton; 0,1 % sykcun K-100. IIpomeiBounsiii Oydep (I16) —
0,025 M Tpuc, pH 7,7; 0,15 M NaCl; 0,1 % Teun 20. bydep ans apcopOimu (AB) murozonst LM B sryHKax
mukporanmeTa — 0,01 M docdar matpus, pH 7,5. PactBop nns crabunuzarnuu nmokpeitus (PCIT) —
0,05 M docdar narpus, pH 7,5; 0,15 M NaCl; 5 % caxapo3ssr; 2 % copburta; 0,1 % BCA; 0,05 % Teun
201 0,1 % NaN;.

Muxkponnanwemst u ux gynkyuonanuzayus. Bo Bcex tectax MDA ucnonbp3oBairch MUKPOILIAH-
meThl Greiner Bio-One (apt. 762071, 12xF8, momuctupon, F-nHo, mpo3padHble, ¢ BRICOKOW CTEIICHBIO
cBsi3bpiBanms, Microlon® 600).

QOYHKIHOHAIH3AIUIO0 MUKPOIUIAHIIIETOB MMPOBOIAMIH cienytomum oopazom. MC®D ogHoro u3 cepo-
tunos LM (1/2a, 1/2¢, 4b), nonyuennyto kak ykasano B pabore [11], pactsop B Ab, D, , = 2,5 B KioBeTe
C IJTMHOW ONTHYECKOro MyTH | ¢cM BHOCHIM B JIyHKH MuKporuianiiera (100 Mk Ha IIyHKY) W BBIIED-
JKUBAJIM TP KOMHATHON TeMIieparype B TeueHue Houu. CofepKUMoe JIYHOK yJajsiu, MIaHIeT npo-
MbIBany ATk pa3 mo 250 mxa Ha nyHKY [Ib. PCII BHOCHAHM BO Bee syHKH (200 MKI HA JIYHKY) U BBI-
JepKUBAJIM TP KOMHATHOM TemmepaType B TeueHne Houu. CofepuMoe JIYHOK yaamsanu. [lnanmers
BBICYIIMBAJIA [IPH KOMHATHOH TeMIEpaType B TEUEHHE HOUYM M 3ale4aThIBaIM C IIOMOIIBIO BAKYYMHOTO
ynakoBiuka HVC-260T/1A (Hualian, Kuraii).

Konkypenmmuwiit H®A ona demexuyuu LM 6 Kynvmypanvuoii cpede. KanuOpoBouHbIE MPOOBI
(n = 9) rOTOBMIIM METOIIOM CEpUIHBIX pa3BelneHui (ko3hdunueHt paspenenus 3). B xauecTse ucxon-
HOT'0 MaTepHalia ucnonb3oBauck cpena LM 1/2a, cpena LM 1/2¢, cpena LM 4b u Ub. KonuenTpanuu
KaIuOpoBOUHBIX P06 — (7,6 - 10° — 5,0 - 107) KOE/mu1.

PactBop MAT LZG7 6bu1 IpUroToBieH ¢ ucnonszoBanueM Mb; konuenTpanus cocrasuia 0,5 MKr/mi,
YTO B J]Ba pa3a MPEBHIIIAJIIO0 KOHEUHYIO KOHIICHT PALIUIO, 0’KUJAEMYIO B JIYHKE.

Kanubposounsie mpo0sl B,—B, 100aBnsim B COOTBETCTBYIOIME TYHKHU IUIaHmETa (0 50 MK
Ha JIYHKY, B yOnukarax). Ub no6apnsnu B oaHy napy JyHoK (o 50 MkJ Ha J1yHKY, mpo6a By). Pactop
MAT LZG7 nobasnsanu Bo Bce nyHku B, u B, (mo 50 MK Ha JIyHKY) C IOMOIIBEK MHOIOKAaHAIbHOM
MTUTETKU.

MukpoInaaHIeT OCTaBIsUIH Ha HOYb TP KOMHATHOH Temmeparype (1-it atan UDA). Conepxumoe
JYHOK YyAaJIsiiy, a TyHku npombiBanu [1b (mo 250 Mk Ha IyHKY) TpH pasa.

B xaxnyto nynky mo6asisiau o 100 Mk pacTBOpa KOHBIOTaTa «IONMHKIOHAIBHBIE AT KO3bI IIPO-
THUB UMMYHOIIIOOYJIMHOB MbIIIH-TIepokcuaasa xpeHa» (GaM-HRP) (Sigma-Aldrich, CIIIA) ¢ 3apanee
BBEIOpaHHBIM TUTPOM W WHKYyOupoBanu B TeueHue 1 4 mpu 37 °C (2-i atan UDA). Comepkimoe TyHOK
yIAJISIIH, a IJIaHIIET IPOMBIBAIH, KaK OIMCAHO BBILIE.

®epmenTtatuBHas peaknus HRP Oputa mposeneHa 1 ocTaHOBJIEHA, 3HAYCHHS ONITHYECKON TIOTHO-
crtu npu JunHe BoiHbl 450 uM (density, D, ) pacTBopa B JyHKax Obun m3Mepensl [12]. Jlnsa kaxnoi
cepu JIyHOK 3Hauenus B, /B, (%) Obutn paccuntansl B Excel. bputa mposenena cepus u3 Tpex HE3aBH-
CHMBIX SKCIIEPUMEHTOB OJHUM U TEM )K€ HCCIIEA0BATEIIEM.

Konkypenmnutit DA ona oemexyuu LM ¢ monoxe. B pabote ucions30Baiu ceMb 00pa3noB Mo-
JIoKa, TpousBeneHHoro B PecyOmmke bemapych: MOJIOKO MHUTHEBOE CTEPHIIM30BAHHOE ISl JIETCKOTO
nutaHus KUpHOCTHIO 3,2 % (OAO «PoraueBckuii MOJOYHOKOHCEpPBHBIH KoMOMHat», Poraues (oOpa-
zerr 1), OAO «bennakt», BonkoBeick (oOpaser; 2), OAO «MwuHckuii MosouHbIi 3aBox Ne 3», MuHCK
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(oOpa3zers 5)), MOJOKO MUTHEBOE YNBTPANACTEPU3OBAHHOE AJIS JETCKOTO MUTAaHHS >KMPHOCTHIO 3,5 %
(OAO «babymkwHa KpeiHKa», MormieB (o0pasern 4)), MOJIOKO MHUTHEBOE CTCPUIN30BAHHOE KHUPHO-
cthio 3,2 % (OAO «babymikunaa kpbiHka», Moruies (o0pa3ser] 3)), MOJIOKO TUTHEBOE MACTEPU30BAHHOE
«MmuHckas Mapkay XupHOCThIO 3,3 % (OAO «MuHckuit MomouHsIi 3aBox Ne 1», MuHck (06pa3zer 6)),
MOJIOKO MUTHEBOE yibTpanactepuzoBaHHoe «bpect-JIuToBck» xupHOCTHIO 3,6 % (OAO «CaBymkux
poxmyKkT™, bpecT (o6paser 7)).

U3 monoxka ynansmau xup. diist aToro mo 10 Mt kaxaoro Buja MoJOKa MOMEIIANN B HEHTPUPYKHBIE
npooupku u neaTpudyruposanru npu 4 800 g B Teuenne 15 mun npu remneparype 10 °C Ha neHTpH-
¢yre Beckman Coulter Microfuge 18 (Sigma, I'epmanusi). JKupoByio MiIeHKY ¢ TOBEPXHOCTH MOJIOKa
YAAISUIH TITaTeIIeM.

Kaxxap1ii Bua 00e3:KHPEHHOTO MOJIOKA pa3iMBajii B OTACIbHBIC (IAKOHBI 1O 2 MJI M JTHOPHIN3U-
poBainm ¢ momomisio cymku Free Zone 12 Dryer (Labconco, CIIIA). Henocpencteenno nepen MDA
00pasibl 00e3KUPEHHOTO MOJIOKA BOCCTAHABIUBAJIM, JOOABIISASI B KK (IIaKOH MO 2 MJ TUCTHILIHU-
POBaHHOH BOJBI U IIEPEMEIIIHUBAS JI0 TIOJIHOTO PACTBOPEHUS.

[omumo UB, cocTaB KOTOPOro yKa3aH BhIIlE, HCIOIB30BaIH Oy(epHbIe pacTBOPBI, OTIHYAIOIIHECS
HaJTUYUEeM JIOTIOTHUTENBHBIX KOMIIOHEHTOB HMIIM WHOH KOHIIGHTpaluel yxe mpucyTcTByrommux B Ub
KOMITOHEHTOB, a uMeHHo: 0,1 % Teun (1b1), 0,1 % nezokcuxonar varpus (Ub2), 0,35 M NaCl (UB3).

B xaxasiit Ub (Wb, b1, B2, NB3) no6aBisnu BOCCTaHOBIEHHOE 00€3KHUPEHHOE MOJIOKO JI0 KOH-
nentpanun 10 % B koneunoMm o6wseme. PactBoper Wb, conepkammue 1 u 0,2 % 00e3kupeHHOr0 MOJIOKa,
TOTOBUJIM METOZOM CEpUUHBIX pa3BeneHuil. PactBopsl 0003Hadanu kak Mb+OM, Nb1+OM, 1b2+0M,
NBb3+0OM, rne koHIEHTpausa 00e3KUPEHHOT0 MOJIOKA YKa3bIBaJach B MPOIIEHTAX.

Hcnonb3oBanu te ke (QyHKIHMOHATM3UPOBAHHBIC MUKpOIIaHiIeTsl. Kanubposounsie mpodsl (B,
B,—B,), npurorosieHHble ¢ KCnoab30BaHueM BeimeynomsanyTeix b (UMb, Ub1, UB2, B3), nobasnsnu
B COOTBETCTBYIOIUE JIYHKH IUIaHIIeTa (Mo 50 MKJI Ha JIYHKY, B IByX ITIOBTOPAax) B COOTBETCTBHH C 3a-
paHee pa3paboranHoii cxemoi. PactBop MAT LZG7 (Bo Bcex ciryuasax B Mb) moOaBnsiin Bo Bce TyHKH
B, u B, (mo 50 mxx Ha nynky, 0,25 MKI/MI MAT B KOHEYHOM 00BEME B JIyHKE) C IIOMOLIBIO MHOTOKa-
HAJBHON MUTIETKH.

MukpomnnaHIeT OcTaBIsJIM HAa HOYb NTpH KoOMHATHOH Temmeparype (1-1 cragus UDA). Comepxu-
MoO€ JIYHOK yAaJIsJIv; TYHKH MpoMbIBajiu U 3aBepiianu MDA, kak onucaHo Bbilie. g Kaxa0i cepuu
nyHok 3Hauenus B /B, (%) paccunteiBanu B Excel. beina nposenena cepus U3 Tpex HE3aBUCUMBIX JKC-
TIEPUMEHTOB OJTHIM H TEM K€ FICCIIeIOBATEIIEM.

Ananumuyeckasn 4yecmeumeabHOCms (HUNCHUIL npedesl 00Hapycenusn) u KoIgguuuenm eapu-
ayuu KoHKypenmnoz2o H®A-mecma. AHAaTUTHYECKYIO YYBCTBUTEIBHOCTh (HIDKHHH TTpenen oOHapy-
xenust) MDA-Tecta onpenensanu ¢ nomomsto rpaduka B koopaunarax Oy — D, Ox — KOHUEHTpaLusl
kietok, KOE/Mn. CHauana paccUMTHIBa N 3HAUYEHUS CTaHIApTHOTO OTKIOHeHu: (standard deviation,
SD) o popmyse (1) aiist mpenapaToB «Cpejiay, COOTBETCTBYIONIUX KOHIICHTPAIMK KJIeTOK LM, paBHO
5 - 107 KOE/mu1, B Kax /10 TIOBTOPHOCTH 110 12:

@

rae B, — 3nauenue D, Ka)JI0ro U3MEPEHHUs B TyHKaX ¢ 00pa3LoM; B — cpennee apuhMeTHUECKOE 3Ha-
yeHue D, B IyHKaX ¢ 00pa31oM; 7 — KOJTMYECTBO U3MEPEHHUH.

Hanee crpounu kanuOpoBouHbli rpaduk B cucreMe koopaunat Oy — D, , Ox — KOHLEHTpauus
ananuta, lg (KOE/Mn), u ot Touku B BHM3 10 ocu Oy OTKNaAbIBaNu OTPE30K, paBHbIi 3 - SD. Yepes
MOJTYYEHHYIO TOUKY NMPOBOAMIM MPSIMYI0, TapajienbHyto ocu Ox, 0 IepecedeHus ¢ KaJIuOpOBOUHOM
kpuBoi. Koopannara 3Toit Touku Ha ocu OXx COOTBETCTBOBaIa MCKOMOMY 3HAYEHHMIO aHAJIMTHYECKOU
YYBCTBHTEIBHOCTH.

Kosdduuuent Bapuanuu (coefficient of variation, CV, oTHOCUTENIBHOE CTaHAAPTHOE OTKIIOHEHHE, %),
paccautsiBanu 1o hopmyie (2):

CV =8D/B-100, Q)

rae SD — cTanIapTHOE OTKIOHEHHE; B — cpenHee apudMeTHIECKOE 3HadeHue D, ) B TyHKax ¢ 00pa3LoM.
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Pe3yabraTsl U uX 00cy:xaenue. Koncmpykuyua mecm-cucmemsl 01 KOHKypenmnozo UOA LM.
UcnonwzoBanucek ceporunsl LM 4b, 1/2a u 1/2¢ (PecmyOnukaHCKuid Hay4YHO-TIPAKTHUYECKUN HEHTP
SMHUIEMHUOJIOTUH U MUKpOOHOoruy, benapycs), OCKOIBKY OHHM MPEACTABISIOT COOOH OOJBIIMHCTBO
KJIMHUYECKUX U30JIATOB M M30JISITOB M3 00pa3lOB NPONYKTOB MHUTAHUS, IPOAABAEMBIX B PO3HUYHBIX
marasuHax. [{ns BeisiBiaenuss LM ucnons3oBanu MAT LZG7 (Beepoccuiickuil HayYHBIN LIEHTP MOJIEKY-
JSIPHOW AMAaTHOCTUKH U JedeHus1, Poccus). [IpousBonurens MAT LZG7 3asBaseT, 4TO OHU B3aMMO/ICH-
CTBYIOT C HEMJICHTU(UIIMPOBaHHEIM MeMOpaHHBIM OenkoM LM ¢ monekynsapHoit maccoii 23 xla (Pr,,).

KoncTpykuus tect-cucteMsl npeactasiena Ha puc. 1. MCO nMMoOunn3oBany Ha TBepAoil dase
B 3apaHee nmoxo0paHHoOM pa3BefaeHuu (tutp 1/50 ot ucxomHoro npenapara MC®). Ha 1-it ctaguu aHa-
an3a MCO unkyOupoBaiu ¢ MAT LZG7 (B 3apanee nonoOpanHoi koHueHTpauuu 0,25 MKIr/Mi1) B Ipu-
CYTCTBHHM KOHKypaTopa (KaJuOpOBOYHBIE MPOOBI WK aHAIM3UpyeMble 00pasisl (cpena)). Ha 2-i cra-
IUM aHanu3a aerektupoBaiu MAT LZG7 B cocTaBe MMMYHHBIX KOMILIEKCOB C MMMOOUIM30BaHHBIM
Pr,; ¢ ncnonb3osannem konbrorara GaM-HRP. KonmnuecTBO MNMMyHHBIX KOMILIEKCOB Ha TBEPAOH (ase
ObLJI0 00PaTHO NPONOPLUUOHAILHO KOHIIEHTPAlKu Pr); B KanuOpoBOYHAIX IPOOaX I aHATU3UPYEMBIX
obpa3srmax.

KanubpoBouHnsie rpaduku TecT-cUcTeMBI 1151 00HapyskeHus: LM B KynbTypalbHOH cpesie METOI0M
koHKypeHTHOro MDA npencraBieHs! Ha puc. 2. O4eBHIHO, YTO BEICOKAs aHATUTUYICCKAsI IyBCTBUTEIb-
HOCTh, paBHas 1 - 10* KOE/mu1, nocturanace Ha 1-it craguun UDA npu KOMHAaTHON TeMIlEpaType B Teue-
HHe HO4YH. bojee OBICTphIN aHa N3, MONYISAPHBIA cpenu moTpedurteneit kommepuecknx UMDA-nHabopoB
IS IETeKIIMK NaTOreHoB B mpoaykrax nutanus (1-s ctagus MDA npu 37 °C B Teuenue 2 4), NIpUBO-
JIMJI K CHYDKEHHUIO aHAJTMTHYECKON 9yBCTBUTENBHOCTH J10 4 + 10° KOE/Mi1, THITUYHO# /ISl aHAJIOTHYHBIX
TECT-CHUCTEM, ONTMCAHHBIX B APYTUX paboTax B COOTBETCTBUU ¢ 0030poM [7].

Konkypenmnotiit HOA ona oonapyscenun LM ¢ monoxe. Anantupys UDA-Tect nad ucnonb3o-
BaHHUs CIIEI[MATUCTaMH 110 KOHTPOJO KayecTBa MHIIH, OCTAHOBIIJIMCH HA MOJIOKE, TOCKOJIBKY MOJIOKO
U MOJIOYHBIE TPOLYKTHI HapsAAy C MSICHBIMU 3aHHMAIOT MEPBBIE MECTa B CIIMCKE IPOAYKTOB, BBI3bI-
BAaIOIIUX 3apETUCTPUPOBAHHBIE BCIIBIIKY JIncTeprosa [7, 13].

CoriacHO MHCTPYKLHMSIM IO MPHUMEHEHHIO KOMMEPYECKHX HAaOOpOB peareHTOB sl OOHapyKe-
HUSI JTUCTEPHUHA B MpoayKTax nutanus Meromom MDA (Hanpumep, BACSpec Listeria u Solus Listeria
ELISA [6]) BeipamuBanue 6aKTepHil OCYyIIECTBISETCS B ABA dTAra.

HmvmyrOCOpOEHT
(mmmoOmm3oBana MC®)
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¢ o'
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A
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ﬁr/ MAT K Pry; -r
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-"
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& © pyrue pactBopuMBbIe
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Puc. 1. KoHCTpyKIIUS TECT-CUCTEMBI A1 00HapyskeHHUss LM B KyJIbTypaibHOH cpefe METOAOM KOHKYpeHTHOro DA

Fig. 1. Design of a test system for detecting LM in a culture medium by competitive ELISA
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Puc. 2. Kanubposounsie rpaduxu koHKypeHTHOro MDA st oOHapykeHus LM B KynpTypanbHO cpene
(MC® ceporuna 1/2a LM 6b11a ummobunu3oBana; 1-to craguio MDA (o6pa3oBaHHe HMMYHHBIX KOMILIEKCOB)
npoBoauiIH pu Temnepatype 37 °C B Tedenue 1 4 co BCTpsixuBaHueM (/) WM P KOMHATHOU TeMIeparype
B TeUeHHUE HOuH Oe3 BcTpsixuBaHUs (2); 3HaueHus SD paccunTHIBaIN CTAaHIAPTHBIM MeToAOM; 3HadeHus 3SD ncrnonp3oBann
JUTSL pacdeTa aHAJINTHIECKON TyBCTBUTEIFHOCTH TpapUIECKUM METOIOM)

Fig. 2. Calibration curves of competitive ELISA for LM detection in culture medium (membrane free fraction of 1/2a LM
serotype was immobilized; the first stage of ELISA (immune complex formation) was performed at 37 °C for 1 hour
with shaking (/) or at room temperature overnight without shaking (2); SD values were calculated using the standard method;
3SD values were used to calculate analytical sensitivity using the graphical method)

Ha mepBom stane (mpenBapuTelbHOE 00OTaIeHre) X TPaMMOB HCCIIEAyeMOro oOpasia roMOoreHH-
3UPYIOT U HHKYOUPYIOT B TeueHue 24 = 2 14 B 9x mu cpennl Listeria Half-Fraser Broth npu temmnepary-
pe 30 £ 1 °C (xoHueHTpaius odpasia npoaykra mutaHus cocrasisier 10 %). Ha BTopoM (cenekTus-
Hoe oboramenue) — 0,2 m11/0,25 mu oboramennoro obpasua (BACSpec Listeria/Solus Listeria ELISA)
nepeHocsaT B 10 mu Rapid Enrichment Listeria Media (RELM) u uakyOupyrot B Teuenue 24 + 2 4
nipu Temreparype 30 + 1 °C (koHUeHTparus odpasna mpoaykra nutanus coctasiser 0,2—0,25 %). 3atem
B myHKkH UDA-nimanmeTa BHOCAT 1o 0,1 MIT KaykI0T0 MPOKHUTITYEHHOTO OXJIaKICHHOT'0 00pasiia.

UccnenoBanocs BianusHue MoyloKa Ha B3auMonelictBue MAT LZG7 ¢ UMMOOUIN30BaHHBIM Pr,,
coaepxxamumess B MC® LM. st 3TOro Kaskaplid U3 CEMH BHAOB 00€3KUPEHHOTO MOJIOKA T0OaBISIIH
B Ub (koHmEeHTpamus o6e3:xupeHHoro Monoka B konewHoM ooveme 0,2, 1 u 10 %), mocne dero atu
pacTBOPHI BHOCIJIM B TyHKH ILIaHIIEeTa ¢ MMMooOunuzoBanHoi MC® LM 1/2a B konmvectBe 50 MK
Ha JYHKY. 3aTeM B KaXIyI0 JTyHKY go0asisuin MAT LZG7 (mo 50 Mk Ha nyHKY, B B, B KOHIIEHTpau
0,25 MKr/mJj, BRIOpaHHOH B KayecTBe OnTHMalibHOW). OKa3aja0ch, 4TO 00€3KUPEHHOE MOJIOKO B KOH-
neatpanud 0,2, 1 u 10 % BEI3BEIBaeT 3HAUUTEIIHFHOE CHIKEHUE CBs3bIBaHUS MAT LZG7 ¢ nMMOOMIH-
30BaHHBIM Pr,,, conepxamumcs B MCO LM, npudeM KOJIMYECTBEHHBIH dQ(EKT CHUKEHUSA OTUHAKOB
st 1 u 10 % obesxuperHHoro Mojoka. [Ipu Bcex KOHUEHTpausax 00e3KUPEHHOT0 MOJIOKa €ro 3PQeKT
MMOYTH HE 3aBUCHUT OT 00pa3iia Mojoka (n = 7) (puc. 3, a).

Hab6maronaemoe siBiieHNE N3BECTHO KaK MaTPUIHBINA d(DPEKT, TO €CTh BIMSIHHEC KOMIIOHEHTOB 00pa3-
11a, KpOME LIEJIEBOTO aHAJIWTA, HA Pe3yJIbTaThl aHaIn3a. Mbl IPENONI0KUIN, YTO KOMIIOHEHTBI MOJIO-
Ka HecTeU(PHUECKU B3aUMOACHUCTBYIOT ¢ HMMOOHIN30BAaHHBIM aHTUT€HOM/IPYTUMHU KOMIIOHEHTaMH
nmmobnm3oBanHoro MCO/MAT LZG7, npenoTBpamias odpa3oBaHHe UMMYHHOTO KOMIIekca. Tpa-
JULMOHHBIM METOJIOM CHMKEHHMsI Hecrenuduueckux B3aumoneiicteuil B MDA sBiseTcs: HCHoib30Ba-
HUE OTHOCHUTEIBHO BbICOKMX KoHUeHTpauui NaCl (0,35 npotus 0,15 M) u mereprentos (0,2 % Tsun
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Fig. 3. Dependence of D, values in the wells
60 corresponding to point B, of the calibration graph
on the composition of the IB (b) and the presence of 1 %
milk in the liquid phase (a, b) (the D, value in wells
containing IB was taken as 100 %;
IB1-1B3 — are incubation buffer solutions that differ

40

20 1 from IB by the presence of additional components
or a different concentration of components already
0 - present in the IB, namely 0.1% Tween (IB1), 0.1 %
Wb Wbl MBIl + UB UB2 UR2 + b WB3 UB3 + sodium deoxycholate (IB2), 0.35 M NaCl (IB3);
(1)1‘\)? (1)1:5‘[’ éﬁ 1 % skim milk ((7 types of milk produced in the
b Republic of Belarus) used as a component of IB1-1B3)

20/ne3okcuxomnar HaTpus mpoTtus 0,01 % Teun 20). B pesynsrate ocnabnsrorcs nonasie (NaCl) u rua-
podoOHBIE (IeTEPreHTh) B3aUMOICHCTBH .

[o HamemMy MHEHUIO, YKa3aHHBIC BbILIE U3MEHEHUsI cocTaBa b mpuBeayT K CHUIKEHHIO CBA3BIBA-
aust MAT LZG7 ¢ uMMOOMIN30BaHHBIM Pr;; (bakTHYECKHN — K CHHYKEHUIO D450), OJIHAKO IOCJEAYIOLIEE
no0aBJeHe 00e3KUPEHHOTO MOJIOKA YK€ He OKa)KeT BIUSHUSA Ha 00pa3oBaHWE UMMYHHOTO KOMILIEK-
ca. JleficTBuTenbHO, H3MEHEHHE cocTaBa Vb mpuBOAMIO K CHI)KEHHUIO CBSI3BIBAHUS MAT C MMMOOMITH-
30BaHHBIM Pr;, conepxamumca B MCD LM, Ho n0o6aBieHne 00€3:KUPEHHOTO MOJIOKA B CUCTEMY IIPH-
BOJIUIIO K JIONOIHUTENBHOMY CHUKeHMIO D ., (puc. 3, b).

[lockompKky ceMb 00pa3moB MOJOKa (M, MPEATONI0KUTENBHO, APYTHE BUIBI MOJIOKA) B KOHIIEHTpa-
uuu 1 % oka3bIBalOT CXOIHOE JeiicTBHE HAa 00pa3oBaHHE HMMYHHOI'O KOMIUIEKCA, OBLIO PEIeHo cre-
JIaTh MOJIOKO B 9TOW KOHIIEHTPANUH (B HALIIEM CIIydYae CMECh CEMH 00paslioB 00E€3)KUPEHHOTO MOJIOKA)
kommioneHTOM Wb mipu puroToBieHnn KannOpoBOYHEIX TP0O0. beiila BEIOpaHa MMEHHO 3Ta KOHIIEHTpa-
nusi 00e3KUPESHHOTO MOJIOKA B KJIMOPOBOUHBIX MP00ax, TaK Kak 0oJiee BHICOKAs €ro KOHIICHTPAIUs
HE IPUBOIMT K JOMOJHUTENBLHOMY CHUKEHHIO 3Ha9eHuH D, ) (cM. puc. 3, a). Cxema npoOonoaroTos-
KU, TIpeaIIecTByoeld ooHapyxxeHno LM B Moioke MeTooM KoHKypeHTHOoro UDA, mpencraBiena
Ha puc. 4.

Kpowme toro, nmpu Beibope 1 % o0e3knpeHHOro MojioKa B KadecTBe KoMroHeHTa Ub, ymMeHbIIaeTcs
(akTop pa3baBICHUS Cpebl, CONEPKAILECH TUCTEPHH, B IAThH pa3 MO CPABHEHUIO C OOBIYHO UCTIONb3Ye-
MbIM (1 : 10 : 10 (puc. 4) mpotus 1 : 10 : 50 B Habopax BACSpec Listeria u Solus Listeria ELISA [6]),
U YBEIMYMBAECTCA KOHUEHTPALUs CPEbl, conepxamei Pr,., B mynke. B pesynsrare Bo3pacraeT Bepo-
ATHOCTb TOTO, YTO KOHUEHTpauus Pr; (mponopuuonansnas konuenTpauuu LM, KOE/mi), naxonsme-
rocsi B JIYHKE B COCTaBe aHaJIM3UPYEeMOro o0pasiia, momnajeT B pabounii Auana3oH KaJuOpOBOYHOTO
rpaduka.
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Moroka 1:10

Fig. 4. Scheme of sample preparation preceding the detection of LM in milk by competitive ELISA

KanubpoBounblie rpadmky, MogTy4eHHBIE C UCTIONB30BaHHEM KaTHOPOBOYHBIX MPOO, COAEpKAIINX
UBb c 1 % obe3xxupennoro monoka u b 6e3 00e3:x1MpeHHOro MoJoKa, IpeacTaBiIeHbl Ha puc. 5. AHa-
JUTHYECKAs 1yBCTBUTENbHOCTE DA B 000MX Cllydasx COBIAJAET, a yBenudeHue curnana (D), ot-
HOCHUTEIFHO HEBBICOKOTO 10 Mepkam MDA, MokeT ObITh JOCTUTHYTO 32 CUET YBEIMUECHHS KOHIIEHTpa-
uuu koubtoratra GaM-HRP, ucnonszyemoro ans obnapyxenus MAT LZG7, cBsi3aBiierocsi ¢ UMMOOu-

JM30BaHHBIM Pr),.

Dyso
3SD f—
1,2
0.8 \
3SD -—--===
05 ‘I\;
04 2 \
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YyBCTBUTEIBHOCTHU I'paHUECKIM METOAOM (a, 1, 2);
MC® LM 1/2a nMmoOuIH30BaIn Ha TBepaoi dase, 20
aQHAJIU3UPYEMBIM OHOMAaTepralioM CIIy)KHJIa cpeaa 80 7
LM 1/2a; xanuOGpoBOYHBIE HPOOB TOTOBHIIH 70
¢ ucnonb3zoBanueM Ub (I, koaTpons) u Ub, comep- 60 \<
sxkamero 1 % o06e3:KupeHHOro MoJIoKa (2)) 50 2 \Ik
Fig. 5. Calibration curves of competitive ELISA for 40 \
detection of LM in milk, presented in two coordinate 30
systems (a and b) (SD values were calculated using 2 = ::
the standard method; 3SD values were used to calculate
the analytical sensitivity using the graphical method 10
(@, 1, 2); LM 1/2a membrane free fraction was immo- 0 T T T T T T T
0 1 2 3 4 5 6 7 8

bilized on a solid phase, the analyzed biomaterial

was LM 1/2a medium. Calibration samples were

prepared using IB (/, control) and IB containing
1 % milk (2))
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3akaouenue. Panee Hamu Oblna pa3paboTaHa TecT-cucTeMa Juisi oOHapyskeHust LM B mponykTax
MATaHHUS METONOM KOHKypeHTHoro M®A, nMeromas BBICOKYIO aHATUTUYECKYI0 YYBCTBUTEIBHOCTD,
pasuyio ~10* KOE/mi1. TecT-cucTeMa OTJIMYAETCS OT U3BECTHBIX aHAJIOrOB (KOMMEPUECKUX M OMUCAH-
HBIX B HAYYHBIX HCCIEAOBAHMIX) ABYMsI KOHCTPYKTHBHBIMHU ocoOeHHOoCTsIMU: MCD knetok LM ummo-
Ounu3oBaHa Ha TBEpHOW (a3ze; aHAIM3UPYEMBbIM OMOMAaTEpPHAJIOM CIIY>KUT Cpella, B KOTOPOH BBIPAIIU-
BaJIMCh OAKTEPHH.

Anantupys tect UOA ans onpeneneHus kKauecTBa IPOAYKTOB MUTAHUS, UCIIOIB30BATIN MOJIOKO.

OOHapy>keHO YTO MOJIOKO B UCCIIEAyEMBIX 00pa3Lax OKa3bIBaeT BHIPAKCHHBIN MAaTpUIHBIN 3 dekT
Ha B3aMMOJEICTBHE aHTUTEN C UMMOOMJIN30BaHHBIM AHTUTCHOM, KOTOPBIH HEBO3MOXKHO YCTPaHUTh
TPaJULIMOHHBIMH TIOAXOAAaMH, Uconb3yeMbiMu B UDA. MaTpuunsrii a3gdekt Obu1 ycTpaHeH NmpH A0-
6asnennu B b 1 % obe3xupennoro monoka. Beibop mocnennero B kauectBe komnonenta b mosso-
JIA€T CHU3UTh KPAaTHOCTb PAa3BEACHUS Cpelbl, copepkameil LM u3 ncciaenryeMoro Mojoka, B IATh pas,
TEM CaMbIM yBEJIHYMBasi BEPOITHOCTh TOT0, YTO KOHIeHTpaus LM, Haxozseiicsa B JIyHKEe B COCTaBe
aHanu3upyemoro o0Opasiia, momnajeT B pabounii [uana3oH KaJruOpOBOYHOrO rpaduka. AHaIUTHYECKAS
gyBcTBUTENHHOCTh DA moutn He n3meHunachk mo cpaBHeHuto ¢ DA B Ub 6e3 monoka u coctaBu-
na ~10* KOE/m.
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B. B. Hukoumaituyk!, B. M. Kyaukosckas', Iy Ban Konr?

! Hnemumym xumuu Hoeblx mamepuanos Hayuonanvhoti akaoemuu nayx benapycu, Munck, Berapyco
2Hncmumym mamepuanoeedenus Beemnamckoii akademuu Hayk u mexuonozuu, Xanou, Bvemnam

MHTEPHOJUIJEKTPOJIUTHBIE KOMIIJIEKCHI
HAHOKOMITIO3UTA XUTO3AH-CEPEBPO C IEKTUHOM
N EIr'o NIPOU3BOJHBIMHU U ITIOPUCTBIE MATEPUAJIBI HA UX OCHOBE

AHHOTanus. VM3ydeHsl 3aKOHOMEPHOCTH ()OPMHUPOBAHHS M aHTHOKCHJAHTHAS aKTUBHOCTh HHTEPHONHIICKTPOIUTHBIX
komIuiekcos (MIIOK) Ha ocHOBe HAHOKOMITO3UTOB XMTO3aH-Cepedpo, NEKTHH-Cepedpo, MEKTHHA U OKHCICHHOTO MEKTHHA.
Pa3paborana MeToMKa MOTyUeHHs IOPUCTHIX MaTepuasioB Ha ocHoBe UIIOK u onpeznesneHsl mapaMeTpsl, O3BOJISIIOLINE pe-
T'yJIHPOBATh UX CTPYKTYPY U PU3NKO-XMMHUYecKHe cBoicTBa. Marpuubl Ha ocHoBe UTIOK xapakTepn3yloTcs BEICOKOH MOpH-
cTocThIO (> 95 %) 1 moTHOCThIO (0T 15,5 110 28,8 MI/cM?). YCTaHOBJIEHO, YTO OCHOBHOE BIIMSHHUE HA CTENEHD JIerPaJalliy Mo-
PHCTBIX MaTepHaIoB B HCCIELYEMOM BPEMEHHOM IIPOMEXYTKE (IO 7 CyTOK) OKa3bIBaeT KadeCTBEHHBII COCTaB KOMIIJIEKCOB
(tun monuanuona B UIIOK). OGpa3isl Ha OCHOBE OKHMCICHHOTO MEKTHHA MPOIEMOHCTPUPOBAIN HAMIIYUIIYIO YyCTOHUYHUBOCTh
B MoJiebHOM cpene (pocdaTHo-coneBoii Oydep dynpbdexko), coxpanuB GOpMyY H LEIOCTHOCTb, IPH TOM CPEIHsIS MOTEpPs
Mmaccel o0pa3uoB cocraBuia 23,4 + 10,0 %. ITonyuennsle mopucTele MaTepuansl Ha ocHoBe MIIOK MoryT mpencrtaBisiTh
MIPaKTHYECKUH HHTEpeC JIIsl IPUMEHEHHS B COCTaBE PAHEBBIX MOKPHITHH B KAYeCTBE aKTUBHOTO CJIOS, HECYIIIEro aHTHOaKTe-
PHANBHYIO M aHTHOKCUIAHTHYIO (QYHKIIHH.

KiroueBble ¢J10Ba: MHTEPIOTHIICKTPOIUTHBIE KOMIUIEKCH, HAHOKOMIIO3UTHI XUTO3aH-cepedpo, MEKTHH, aHTHOKCHU-
JAHTHAs aKTMBHOCTB, MOPUCTBIE MATPUILIBL, AETpaJaIis

s nutupoBanns. Hukonaituyk, B. B. IHTeprnoananekTponuTHEIE KOMITJIEKCHl HAHOKOMIIO3UTa XHUTO3aH-cepedpo
C NEKTHHOM M €ro NpPOW3BOIHEIMH M HOPHCTHIE MaTepHalbl Ha ux ocHoBe / B. B. Hukomaituyk, B. 1. Kynukosckas,
Iy Ban Konr // Becni HanpistnansHait akagamii HaByk bemapyci. Cepsis XiMigabIX HaByk. — 2026. — T. 62, Ne 2. — C. 142-154.
https://doi.org/10.29235/1561-8331-2026-62-2-142-154
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INTERPOLYELECTROLYTE COMPLEXES OF CHITOSAN-SILVER NANOCOMPOSITE
WITH PECTIN AND ITS DERIVATIVES AND POROUS MATERIALS BASED ON THEM

Abstract. The paper studies the regularities of formation and antioxidant activity of interpolyelectrolyte complexes
(IPECs) based on chitosan-Ag and pectin-Ag nanocomposites, as well as pectin and oxidized pectin. The technique for fabri-
cating porous IPEC-based materials has been developed, and parameters allowing to regulate their structure and physico-
chemical properties have been determined. IPEC-based matrices are characterized by high porosity (> 95 %) and a den-
sity ranging from 15.5 to 28.8 mg/cm?. It has been established that the qualitative composition of the complexes (the type
of polyanion in IPECs) has the main effect on the degree of degradation of the porous materials under the studied time
period (up to 7 days). Samples based on oxidized pectin demonstrated the best stability in a model medium (Dulbecco’s
phosphate-buffered saline), retaining their shape and integrity, while their average mass loss was 23.4 + 10.0 %. The obtained
porous materials based on IPECs may be of practical interest for application in wound dressings as an active layer carrying
antibacterial and antioxidant functions.

Keywords: interpolyelectrolyte complexes, polysaccharide-silver nanocomposites, pectin, antioxidant activity, porous
matrices, degradation
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Benenue. OnHON U3 BaKHBIX 3aJlad COBPEMEHHOTO MaTepHAIOBECHHUS SIBIISIeTCs pa3paboTka HOo-
BBIX 3()()eKTUBHBIX U O€30MACHBIX MOTUMEPHBIX MaTepUaIOB ISl MeIULIMHEL. HecMOTps Ha coBepIleH-
CTBOBaHHME XUPYPrUYECKUX MPUEMOB IPU MPOBEACHUHU ONEPATUBHBIX BMEIIATEIbCTB M MCIOIb30Ba-
HUE COBPEMEHHBIX (DapMaKOJIOrH4eCKUX CPEICTB, YACTOTA OCJIOKHEHUMH, BBI3BAHHBIX CllelU(HUUYecKoi
WJIU HeCcTIeIU(UIeCKOM paHeBOW HH(EKIIHEH, OCTAETCs JOCTATOYHO BBICOKOH. COrIaCHO COBPEMEHHBIM
TEHACHIUSM JICUCHUE XPOHUUECKUX PaH JOJKHO OBITh MAKCHMAJIbHO aTPaBMAaTUYHBIM, IPH STOM J0JI-
JKEH COOJFONAThCS MPUHIUIT 32)KUBJICHHUS paH BO BiaxkHo# cpene u cuctema DIME: D (Devitalized
tissue) — ynaJieHue HeXKH3HECIIOCOOHBIX, B TOM YHCIIE HEKPOTH3UPOBaHHBIX TKaHel; | (Infection) — mo-
naBieHue nHpexnun, M (Moisture) — KOHTPOJIb YPOBHS BIXKHOCTH (paHeBoil sxccynanum); E (Edge) —
CTUMYJISILUS PerapaTUBHBIX MPOLIECCOB H/UIIN dMuTenu3aunt [1].

[lepcneKTUBHBIMU paHO3aKUBJISIOIMIMMH MaTepHalaMi, KOTOPbIe CIIOCOOHBI yIIOBIETBOPSITH BCEM
9TUM KPHTEPHSIM, MOTYT OBITh KOMIIO3UIIMH Ha OCHOBE CMeced OMOIOIMMEpOB, B TOM YHCIIE UX HH-
TeproruIIeKTpotnTHEIe KoMIutekcsl (MITOK). B mocnennne romsl OonbIioe BHUMAaHHUE yACISICTCS
cozpannto UIIOK Ha ocHOBe monucaxapuJoB M UX MPOU3BOIAHBIX, OEIKOB, HYKJIECHMHOBBIX KHCIOT,
YTO 00YCIIOBJICHO BEICOKUM ITOTCHIIMAIOM UX IMPAKTUYECKOT0 MPUMEHEHHS B KaUeCTBE HOCUTEIEH OHo-
JIOTMYECKU aKTUBHBIX BEILECTB M T€HETHYECKOro MaTepuaa ojaronapsi ToMmy, 4TO OHU 00JIafaroT OHo-
COBMECTUMOCTBIO, OHMOAETPaIUPYEMOCThIO U COOCTBEHHON OMOJIOTHYECKON aKTUBHOCTEIO [2—5]. [pu
HE3HAYMTEIBHBIX M3MEHEHUSIX BHEIIHHUX mMapameTpoB (pH, MOHHAas cuiia pacTBOPOB, TeMIlEparypa
U 1p.) MOXKET MPOUCXOAUTH (ha30BBIN MEPEXO] TAKMX KOMIUIEKCOB, YTO MO3BOJISET OTHOCUTD MX K TaK
Ha3bIBa€MbIM YMHBIM (Smart) moauMepHsIM cucteMaM [6—9]. B Hactosmee Bpems UIIOK akTuBHO uc-
CIEMYIOTCS IUJIS IPUMEHEHHUS B TKaHeBor mHxeHepuw [10, 11], B kagecTBe CHCTEM TOCTaBKHU JICKapCTB
[12, 13] u paneBbIx mokpbITHil [14—16]. Hanpumep, rugporenesble MICHKH XUTO3aH/TeNapyuH HATPHS
IPOSIBISIOT BBICOKYIO IIPOYHOCTH Ha PACTSIKEHHE W BOJOIOTIIOMAIONIYI0 CTIOCOOHOCTD, BBICOKYIO aH-
THOAKTEepHATBLHYI0 aKTHBHOCTD in vitro B oTHommeHuHu E. coli B nnanazone pH ot 4 1o 9 wim npu 06-
pa30BaHMU KOOPAWHAI[MOHHBIX KOMILIEKCOB ¢ MeTaiamu (Ag*, Zn?', Ca?", Cu?’, Fe*"), snHaunrenpHo
YCKOPSIIOT TIPOLIECCHl 3KUBICHUS paH in vivo Ha 30—41 % x 21-My AHIO U 00JIaAal0T CIOCOOHOCTHIO
K camoBoccTaHoBieHMIO [14]. IIpogemMoHCTprHpoBaHa BO3MOXHOCTH CO3JaHUSA TMOJIMAIEKTPOIUTHOIO
KOMIIJIEKCAa XUTO3aH/XOHAPOTUHCYNb]AT i situ 1 [OKa3aHa ero Xopouiasi FeMo- 1 IUTOCOBMECTHUMOCTD,
BBICOKAsl aHTHOAKTepHaIbHAsl AKTUBHOCTh B OTHOIICHUH KaK I'PaMIIOJIOKHUTEIbHBIX, TAK U IPAMOTPH-
IaTeIbHBIX OaKTEPHH, 9TO CIOCOOCTBYET 3aKHBJICHUIO paH, CTUMYJIUPYS pocT GuOpoOIacToB, U Aeia-
€T 3TOT KOMIIJICKC MEPCIEKTUBHBIM MaTepPHaJIOM JJIsl paHO3aKUBIISIOUINX HOKPBITUH [15].

s mprMeHeHHs MOpUCTHIX MaTepralioB Ha ocHoBe UIIOK B cocTtaBe paHeBBIX MOKPBITUH IS CO-
3IaHMUs BIAXKHOM PaHEBOW cpenbl M/WIM B KauyecTBE HOCHUTENCH OMOJOIMYECKH aKTHBHBIX BEIIECTB,
00ecneynBaroIX UX MPOJIOHTMPOBAHHOE BHICBOOOKACHHE, OHH IOJKHBI OBITh YCTOHYMBEI B CPEIEC PaHBbI.
IloBpexaeHne KoM 4acTo MPUBOAUT K JIOKATBHOM MOTEpe POrOBOrO CJOs, YTO, B CBOIO OYepenb, Ha-
pyuIaet OapbepHyI0 QyHKIMIO KoxHU. KpoBoTeueHne MOMUMO pa3pyIIeHUs] HECKOIbKUX CJIOEB JIEPMBI
oOHa)kaeT BHYTPEHHUE TKAaHW U MHTEPCTHLHAIBHYIO XKMIAKOCTH ¢ pH ~74, U3MEHSs €CTECTBCHHYIO
kucnyio cpeny xoxu (pH 4,0-6,0) [17]. Ilo Mepe Toro Kak paHa MpoOrpeccUpyeT B CTOPOHY 3a)KHB-
neHus, pH cTaHOBUTCS HEHTpadbHBEIM, a TOTOM ciIabokucibIM [18]. Cpema oCTpBIX paH MMEET IpPH-
OnM3MTENBHO HEHTpasIbHBIM pH, 1 BO BpeMsi OCTPOro 3a)KMBJIEHUS paHbl najeHnto pH crnocoOcTBytoT
pasnuuHbie (QaKTOphl, BKIJIFOYAs THIOKCHIO W TOBBIIICHHYIO BBIPAOOTKY MOJIOYHOH KHUCIOTHI [17].
pH cpenbl XpOHUYECKUX paH HAXOOUTCS B Auanas3oHe ot 7,15 no 9,25 [19], npu sToM yem Bbiiie pH pansl,
TEeM MeJJICHHEE CKOPOCTh ee 3axkuBneHus [17, 20].

B cBs131 ¢ 3TUM 1Lienb TaHHOH pabOTHI 3aKITI0YAIach B MOJYYEHUH MOPUCTHIX MaTepHAJIOB HA OCHOBE
NIIOK HaHOKOMIIO3UTOB Mojiucaxapuia-Ag (xutozaH-Ag (Xut-Ag), nektuH-Ag (Ilekt-Ag)), nekTuHa
U €ro OKHCJICHHOU (OPMBI, N3yYeHUH UX MOP(POJOTHUECKUX U (PU3UKO-XUMHUUYECKHX XapaKTePHCTHUK,
AQHTUOKCH/IAHTHON aKTHBHOCTH, a TAK)K€ HUCCIIEIOBAaHUU JETpaJaliiy IOIYUYeHHbIX MaTEepUajoB B pac-
TBOPE, MOAETUPYIOLIEM Cpelly XpPOHHUUECKUX PaH.
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Marepuanast u Mmetoasl. {ns popmuposanus UITOK ucnons3oBanu npeaBapuTebHO CHHTE3UPO-
BaHHbIE HAHOKOMIIO3UTHl XHUT-Ag (Ha OCHOBE XHUTO3aHa C MOJIeKysipHoi mMaccolt 30 k/la u cTeneHbro
neauetminpoanus 85 %, Glentham Life Sciences, BenukoOpuTtanus) npu MaccoBOM COOTHOILCHUH
xuto3al : AgNO;, paBubM 10 : 1 [21] u [TexT-Ag (Ha ocHoBe nekTuHa Mapku Classic ¢ MOJEKYIAPHOH
Mmaccoit 89 x/la u crenensto srepudukanuu 38 %, Herbstreith and Fox, I'epmanusi) npu maccoBom cooT-
HomeHnnu nekTuH : AgNO;, paBHom 25 : 1 [22]. Jlns BBEAEHHUS TOMOJHUTENBHBIX AT HIHBIX TPYIIII
B MaKpOMOJIEKYJIbl IIEKTHHA UCIIOIb30BaIM CTAHAAPTHYIO METOAMKY OKHCIICHHS IIEPHOJATOM HATpPHUS
¢ HeOOMpIMUMH MomuduKaruamMu [23, 24]. s momydeHHus OKHCIeHHOTO TekTuHa K 100 M pactBo-
pa mektuHa (Mapku Classic) B ameratHoMm Oydepe (10 mr/mim) mobasismu 1,832 T mepuomara HaTpHs
(MOJTBHOE COOTHOIIIEHHE TaJaKTYpPOHOBAs KUCIIOTA : MIEPHONAT HATPHS COCTABIAIO 1 : 2) M OCTaBIIsIIH
IpU TIepeMENIMBAaHIH HA MATHUTHOW MEIIaIKe B TEMHOTE ITPH KOMHATHOH TeMIieparype B TedeHue 1 d,
3areM no6aBistn 0,4 MIT STHIICHIIIMKONS M TIepEMEIINBAJIN B TeUeHue | 4, 1ajee peakMOHHYI0 CMECh
OYMINATN AUAIN30M (IIEJUTIONIO3HBIE AMalu3Hble TpyOKH, pazmep nop 14 k/la, Sigma D9527-100FT)
MPOTHUB BOJBI B TEUYCHUE CYTOK.

[Ipu m3ydennn 3akoHOMepHOCTEH hopmupoBanusa MIIOK B kauecTBe MONMMKATHOHA HCITOJIH30BAIH
HaHOKOMTIO3UT XUT-Ag (KoHIeHTpanus (Xut) = 1 Mr/mi, koHneHTpanus (Ag) = 63,4 MKr/mMi), a oJIu-
aHuoHa — nekTuH (konuentpanus ([lekt) = 1 Mr/mi, 2,7 MMOJIb anbJeTHIHBIX TPYMIT HA | T MEKTHHA),
okucneHHbIN mekTuH (IlexT-Ox, 1 Mr/min, 8 MMOJL abICTHIHBIX TPy Ha | T MEKTHHA) U HAHOKOM-
mo3ut [lext-Ag (konuentpamus (Ilekt) = 1 mr/mn, konnentpanus (Ag) = 25,4 Mxr/mi). is 3Toro
C UCIIOJIb30BaHUEM aBTOMarnyeckoro Tutparopa MPT-2 (Malvern, BenukoOpuranus) k pacTBopy Io-
JTUKATHOHA JO0ABIISIIN PACTBOP TOJHAHHOHA B Pa3IMIHBIX 00beMHBIX cooTHomeHusx (ot 0,1 mo 3,0)
U B HEIIPEPBIBHOM PEKUME U3MEPSUIH J3€Ta-NOTEHIINAJ CUCTEMbI B KalIMJIJISIPHON OJHOPA30BOH siueiike
DTS1070 (Malvern, BenukoOputanus).

CriekTphl TIOTJIONIEHNS 3aMUChIBaIIA Ha criekTpodiayopumerpe CM 2203 (Solar, bemapyck) B kBap-
LIEBOM KIOBeTe (IuHa onTuueckoro nyTd — 1 cm) mpu A = 200—800 M. Bce 00pasiisl KOMILIEKCOB
Y UCXOOHBIX HAHOKOMIIO3UTOB IPEIBAPUTENBHO pa30aBisyii BOAOW B mIecTh pa3. C MCIONb30BaHHEM
nporpaMmmHoro obecredenust OriginPro paccunThiBanyu miomane NUKa MOBEPXHOCTHOIO IJIa3MOHHO-
ro pe3onanca (III1P) ncxonHbix HaHOKOMIIO3UTOB XUT-Ag U [IeKT-Ag B pa3nUyHbIX KOHIIEHTPALHIX
1 CTPOMIIM KaTuOpoBOUYHBIC KpuBHIC. [lomydeHHbIe KOMIIIEKCH HeHTpudyrupoanu (6 000 o6/muH,
3 MHH), OTAESIN CyNIEpHATAaHT ¥ CHUMAJIM CIEKTP ero noryomeHus. KonuyecTBo CBI3aHHOIO B KOM-
IJIeKC cepedpa paccuuThiBaiu o gpopmyie (1):

~(1-5,)100
S, ’

A M

rae A — KOIMYeCTBO CBA3AHHOIO B KOMILIEKC cepebpa, %o; S, — nnomanas nuka IIIP B cynepHaranTe
nocsie ueHTpudyrupoBanHus, HM% S, — paCCUUTaHHAS C HCIIONb30BAHUEM KaIHOPOBOYHBIX KPHBBIX ILIO-
maap nuka [P o6pasnos, HM?,

BoccranasnuBarontyto akTHBHOCTE MOydeHHBIX MIIOK ¥ MCXOMHBIX KOMITOHEHTOB OMPEISIISIIH
meronom PormHa—Yokanerey. Kommepueckn moctynHbii peaktuB @onamHa—YokanbTey pa3daBisiiu
Bonoii B 10 pa3. K 120 Mk uccieayeMoro oopasiia onpeesicHHON KOHIIGHTPAIlUU (UICXOIHBIN PacTBOpP,
1 mr/mn) nobasnsmu 600 Mxn pa3zdaBneHHoro peaktuBa @onmmaa—Yokanerey. Uepes 3 MUH K cMecH J10-
Oapnsm 480 mxn 7,5 % Na,CO, u BbLIEpKHMBaNIK €€ 1 4 B TEMHOTE, a 3aTeM CIEKTPOPOTOMETPUYE-
CKH M3MEPAJIN TOTJIOMIEHNE TPH A = 765 HM B KIOBETE C JUIIMHON onTH4eckoro mytu 1 cm. B xauecTe
CTaHJapTa MpU pacdyeTe BOCCTAHABIMBAIONIEH aKTUBHOCTH MCXOIHBIX MOJUMEPOB M HAHOKOMIIO3UTOB
OBLJT BRIOPAH KJIACCHYECKUI MOIIHBIA aHTUOKCUIAHT — rayutoBas kuciota (I'K), nis kotopoi Obuia mo-
CTpOEHA KaTMOPOBOYHAS KPHBAsl 3aBUCUMOCTH MOTIIONIEHUS (D) peakIHOHHON CMECH TaJilIOBOH KHCIIO-
THI TIpH 765 HM oT ee koHTIeHTparuu C (0,01-0,15 mr/Mun) B ncxogaoM pactope (D = 10,097 - C—0,0138).
Pe3ynbrartsl m3MepeHuil MPEICTaBICHB B BUJIC MACCHl (B MKT) TajJIOBOM KHCIIOTHI, SKBUBAJCHTHOMN
[0 aKTUBHOCTHU | MT ucciieqyeMoro oopasia.

AHTUPaTUKATBHYI0 aKTUBHOCTh HAHOKOMITO3UTOB OIPEIETISIIH CIIEKTPO(OTOMETPUUYECKH TI0 YMEHbB-
[IEHUI0O MHTEHCHBHOCTH IOIIONMICHHS KaTHOH-pamukanoB ABTS™ (2,2'-a3unHo-0uc(3-3Trin0eH3TH-a30-
JHUHO-6-CyIIb()OHOBAS KUCITOTa). st MoaydeHust uiCXoaHoro pacteopa ABTS * 7 MM BomHEIH pacTBOp
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ABTS cmemmBanu ¢ nepcynbdatom kanus (6,6 mr Ha 10 M) u pazbasmsuin B ~80—100 pa3, 4ToObI
OITHYECKasl TNIOTHOCTH padodero pactBopa npu 734 HM cocTasisna okono ~0,70 = 0,03. Hamee k 1 mu
pabouero pacreopa ABTS™ no6asnsiin 100 Mkt oopasia (0,05-3 mr/min). B kauecTBe KOHTPOJIST UCIIOJIb-
3oBanu 100 Mk qucTuIMpoBaHHOM Boabl. Ilornomienne pactBopa (ipu 734 HM) perucTpupoBaiu de-
pe3 6 MuH mocie cmeuBanus. CTeneHb MHrHOMPOBaHUS pagrKajia PACCUYMTHIBAIM M0 yPaBHEHHIO (2).
MeTonoM ITHMHEHHOrO PErpecCHOHHOIO aHaIM3a OLECHHBAIX MHrHOupyromyo s¢pdexkrusnocts 1C,,
uccienyeMblx 00pa3loB, KOTOPYIO ONPEAEIIN KaK KOHLEHTPALUIO aHAIU3UPYyEMOro COEIMHEHHS,
P KOTOPOH KOTMYEeCTBO KaTHoH-pagukana ABTS™ ymenbinaercs B qBa pasa.

l)KOHTp -D

= %P 100, )

KOHT]

rae | — uarubupoBanue paankana, %; DKOHTp
TJIONIEHUE PEaKIIMOHHON CMeCH C 00pas3Iom.

s hopMupoBaHUs OPUCTHIX MaTepuasioB Ha ocHoBe MIIOK npensapuTebHO TOTOBUIIN BOHBIC
pactBopbl peareHTOB XuT-Ag, [lekT-Ag, [lexT n [lekt-OX ¢ KOHIEHTpanuel mo nonuMepy 15 mr/mi.
7151 KOHLIEHTPUPOBAaHUS HAHOKOMIIO3UTA [IeKT-Ag ¢ MCXOMHON KOHIIEHTpamuer 7,5 MI/MIJI UCTIONb30-
Basiu poTopHbIit ucnapurens (50 °C). PacTBop monuaHuoHa MO KarwisiM T00aBIISITH K pacTBOPY XHUT-Ag
MIpH UHTEHCUBHOM MEPEMENINBAaHNN HAa MarHUTHOM MeIIaJIke U OCTABIISLIM Ha | 4 Mpu nepemMeninBa-
Huu. O0BeMHOE cooTHOmEeHHe monukaTtruoH : nonraHuoH (11K : ITA) nmpu nony4eHun MoaoKUTENBHO,
HEUTpaJbHO M oTpHuaTenbHO 3apsbkeHHBIX MIIOK coctamsano 1:0,7,1: 1,2 u 1 : 2 (Xur-Ag : [lekt-Ag);
1:1,1:1,8,1:3 (Xur-Ag: Ilext); 1:0,8,1:1,3,1:1,9 (Xur-Ag : Ilekr-Ox) coorBeTcTBeHHO. [lo-
nyuennsie UIIOK paznauBanu B 35-MuinMeTpoBble miacTUKoBbIe yamku Iletpu (mo 4 mur), 3amopa-
skuBanu pu —18 °C (24 1) u BeicymuBanu Ha tuodmibHON cymmiike Freezone 1.0 (Labconco, CIIIA)
mipu —50,0 °C u 4,0 I1a B Teuenne 16 4. [locne nuoduibHONM CyIIKH TOTyYEeHHBIE TOPUCTHIE MaTePHUATIBI
B TEUEHHE 3 CYTOK XpaHUIIH B 3KCUKATOPE, a 3aTE€M — B 3aKPBITBIX COCYylaX IPU KOMHAaTHOM TeMIepary-
pe B 3alIUIIEHHOM OT COJTHEYHOI'O CBETA MECTE.

Mop}oaoruo MOPUCTEIX MaTePHAIOB M3ydadd C TIOMOIIBIO CKAHUPYIOMIECH IEKTPOHHOW MHKPO-
cxorr (COM) Ha ipubope JCM-6000Plus (JEOL, SImonust). Hampinerne — mratuHa (30 ¢), yckopstoiee
HanpspkeHue — 15 kB, pexxuM Bricokoro Bakyyma, yeenuuerne x50. [Nonyyanu mukpodoTorpaduu mo-
BEPXHOCTH (CBEpXY M CHHU3Y) U cpe3a (Ha pa3pbiB) MaTEPHAJIOB.

st momy4eHHbBIX 00pa3oB OBIITH OLEHEHBI MOPUCTOCTH (P), INIOTHOCTH (D), Biaroynepxanue (1)
U cTeneHb HaOyxanwus (W).

IlopucTocTh M MIOTHOCTH 0Opa3lOB OBIIN OINpENeIeHBl METOAOM 3aMelleHUs KUAKOCThIo. J{s
3TOro (parMeHT 0Opasua ¢ onpeaeeHHol Maccoi norpyxanu B 2 mi stanona (V). Yepes 5 MuH us-
MepsIu o0Iui 00beM TaHONA U MpomUTaHHOro uM ckapdonna (V). 3areM pparMeHT ynansnu u3
pacTBOpa u u3Mepsu 00beM ocrapuierocs sranona (V).

[ImOTHOCTB ¥ MOPUCTOCTH paccunuTHIBaNN 1o dpopmynam (3) u (4):

— TOTJIOIICHNE PEaKLIIMOHHON CMECHU C BOJIOH; D , — T10-

m

= 3

V2=V3) ®

P:Mﬂ)o’ @
V2 —V3)

rae m — macca obpasua, T (Mr); ¥, — ucXoaHbli 00beM cnupTa, MiI; V, — 00beM cupTa ¢ 00pasiom, Mi;
V, — 00beM ciupTa nocje u3BiaedeHus oopasia, M.

Brnaroyaep:kanue U cTerneHb HAOyXaHUs MOPHUCTHIX MATEPHANIOB OMPEACISAIN BECOBHIM METOIOM.
Jlns onpenenenus BIaroyaep;KaHus MpeBapuTeIbHO B3BEIIEHHbIE 00pasLbl (117,) HOrPyKalH B YALIKHA
[etpu (d = 35 mm), comepkamue 3 MJI QTUCTHILTHPOBAaHHOW Boabl. Crycts 1 94 0Opasisl W3BIIEKAH,
yIAJSTH U3ITUIIKY BiIard nmoMemeHueM Ha ¢Guibtp LlloTTa Ha 5 MUH 1 cpa3y ke Onpeelsiii HX Maccy
(m,). Ilpu onpeneneHnu creneny HabyxaHus 0Opasel, BEIACPKAHHBIA 1 9 B 3 MJI TMCTHILINPOBAHHOM
BOJIbI, CYIIIMJICS MyTeM MPOMOKaHUs Ha (QUIBTPOBaIbHON OyMmare J0 TeX Iop, IoKa obpasel] He mepe-
cTaBall OT/1aBaTh BJIAry, C MOCIENYIOIIUM ET0 B3BEITHMBAHUEM (711,).
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Bnaroynepxxanue (W) u crenens HaOyxanus (1)) paccuutbiBaiu 1o Gopmynam (5) u (6):

= m=mo) 1o, G)

mo
IJIe m,, — Macca UCXOJHOro 00pasua, MI, m, — Macca odpasia nocje yaaaeHus U30bITKa BJIaru, Mr;

n= Ml 00, ©)

mo

T M, — Macca UCXOIHOro o0pasiua, Mr; m, — Macca 00pasua 1nocie HabyXxaHus, M.

HK-cnekTpsl THOGIILHO BRICYIIEHHBIX 00pasiioB 3anuckiBain Ha MK-Oypee-criekrpomeTpe Tensor 37
(Bruker, I'epmanus) B quanaszone gactot 4 000—-400 cm!. OOpasusl aus uccinenoanus (1-3 mr) roro-
Buin B TabneTkax ¢ KBr.

Jerpananuio mopucThix MaTpuil Ha ocHoBe MITOK m3yuanu in vitro B pocharHo-coreBoM Oydepe
Hynsbexxko (pH 7,4) npu temneparype 36,5 + 0,5 °C B Teuenue 7 cyTok. [Ipobupku ¢ OydepHsiM pac-
TBOPOM TE€PMOCTAaTHUPOBAIHM Ha BOASHON OaHe mpu Temneparype 36,5 + 0,5 °C. HaBecky ckaddonna
ornpeneneHHoi Macchl (14 + 2 Mr) moMermanu B mpoOupKy, conepxkamtyto 10 mur Oydepa, a 3aTem depes
ormpeieIeHHbIe TPOoMeXyTKH BpeMenu (1 4, 1, 2, 5 wn 7 cyToK) 00pa3zell u3BJIeKaan, H3JTUIIKN pacTBO-
pa ynansiy GuiIbTpoBaibHON Oymaroit, BeicymuBanu npu 50—60 °C u noBropHo B3BemuBaiu. Cre-
[IeHb Jierpaaanuu onpeaensiu no gopmyne (7):

cnn=1-"2)100, (7)

m

rae CJI — crenens aerpaganuu (%), m, — ICXoqHas HaBecka obpasua (Mr), m, — HaBecka o0pasia mnocie
BBICYIIMBAaHHUS (MT).

Pe3yabTarhl n nx o6cy:kaeHue. 3akonoMepHocTd hopmuposanus MITOK u3yyanu ¢ momorkio Omoka
tuTpoBaHugd MPT-2, KOTOpHIi TO3BOJSIET MPOBOAUTD NJIUTEIbHbBIE U3MEPEHUS 3aBUCUMOCTH J3€Ta-T0-
TEHI[Majla OT COOTHOIIEHUS PEeareHTOB B aBTOMAaTH4YecKoM pexkume. [Ipu B3anuMoaeiicTBUM XUTO3aHA
(MONMMKATHOH) ¢ MOJTMaHHMOHAMH (IEKTUH U ero npou3BoaHble) popmupyrores UIIOK 3a cyer snektpo-
CTaTHMYECKUX B3aMMOJEHCTBUI MeXIy MX MOHM3UPOBaHHBIMU amuHorpynnamu (NH,") u xap6okcu-
rpynnamu (COO™) coorBercTBeHHO. [lomyuennsrit UTIOK mMoxkeT OBITH TakKe MOMMOTHUTENHBHO CTabu-
JMU3UPOBaH THAPOPOOHBIMU U BaH-IEP-BaallbCOBBIMH B3aMMOJCHCTBUSIMH, 4 TaKXKe BOJOPOJHBIMH
CBS3SIMH MEX]y Pa3IMYHBIMU PYIIIaMHU B MOJUMEP-TIONIMMEPHBIX KoMIuiekcax. [Ipu B3anMoneiicTeuu
aMUHOTPYNII XUTO3aHA C aJbACTHAHBIMHU T'PyNIaMH OKHUCIEHHOTO MeKTHHA OynyT oOpa3oBBIBaThbCA
uMuHbl (ocHoBanus lug¢a). Hanuune 1omoaHUTENbHON KOBAaJEHTHOW CBSI3U MEXIY MaKpOMOJICKY-
JmaMu TTlekTuHa 1 xuto3aHa B MIIOK OyneT cmocoO6CcTBOBATh YBEIHUCHHUIO YCTOMIMBOCTH MaTEPHAIIOB
Ha UX OCHOBE B PACTBOPAX C BBICOKON MOHHOM CHIION.

Cpennsas BenuuuHa (-TMOTEHLIMANa MCXOAHOIO HaHOKoMmo3uTa XHUT-Ag cocramisna +44 mB.
IIpu B3aumonelicTBUU ¢ HAHOKOMIO3UTOM [lexT-Ag 3HadeHue (-MOTeHIMaNa 4acTull B PEaKIIMOHHOM
CMECH MOCTENEHHO YMEHBIIANIOCH (pHC. 1, @), 9TO OOBSICHACTCA IEKTPOCTATHUECKUM B3aMMOIEHCTBIEM
MEX/Iy MPOTHBOIOIOXKHO 3apsyKEHHBIMH KOMITIOHEHTaMHU. M303nekTpudeckas Touka (A3eTa-moTeHII -
an 0 mMB) perucrpupoBanace npu o0bsemMHOM cooTHomeHnu [lekT-Ag : Xut-Ag = 1,11 (cMm. puc. 1, a).
[Ipu B3auMoneicTBUU ¢ NEKTHHOM 3Ha4deHHe (TMOTeHLMaja YacTHIl B CMECH TaKXKe, Kak U B CiIydae
¢ IlexT-Ag, ymenbmmanocs (cM. puc. 1, a). M3oamekTprdeckas Touka HabIonaeTcst Ipu 00bEMHOM OTHO-
mwennu [ekr : Xut-Ag = 1,69, uto cooTBeTcTBYeT MONBHOMY cooTHOmEHUIO NH, : CHO = 3,2. B npo-
Lecce B3aMMOJICHCTBUS HAHOKOMIIO3UTa XHUT-Ag C OKHMCICHHBIM NEKTHHOM 3HadeHue C-ToTeHInana
YacTHUI] B CMECH, KaK U B IPEABIAYIINX ONbITaX, CHUKAJIOCh IOCTENEHHO, IPU 3TOM U30JIEKTpUUYECKas
Touka Obuta nocturayTa npu [lekt-Ox : Xur-Ag = 1,18, 9T0 COOTBETCTBYET MOJIBHOMY COOTHOIICHUIO
NH, : CHO = 0,75 (cm. puc. 1, a).

[pu popmuposanuu UIIOK Takke oleHHBaIH A0I0 cepedpa, cBI3aHHOTO B KomIuiekc. [Ipu B3a-
HMOJICHCTBUY HAaHOKOMIIO3UTOB XUT-Ag u [lekT-Ag HaOmronajcs JTOKadbHBIA MakCUMYM CBS3bIBa-
Hus cepedpa B UIIOK npu o6peMubix cooTHomeHusnx Ilekt-Ag : Xut-Ag = 1,1-1,5. dons cBI3aHHOTO
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Puc. 1. 3aBucHMOCTS CpemHero q3eTa-NOTEHNINATA PeaKIMOHHOM CMeCH (@) ¥ HOJU CBs3aHHOTO cepebdpa (b)
0T cooTHOMEHHs kKoMoHeHToB B UIIOK

Fig. 1. Dependence of the average zeta potential of the reaction mixture (a) and the proportion of the bound silver (b)
on the ratio of components in IPECs

cepeOpa mpu 3TOM cocTaBisia ooiee 95 %, a 3aTeM MOCTENEHHO CHUXKANACh 10 ~55 % mpu yBenude-
HUU COOTHOIIICHUS KOMIIOHCHTOB B peakIIMOHHOW cMecH 10 2 (puc. 1, b). [lpu B3auMoaeiicTBUU Ha-
HOKOMTIO3UTa XHUT-Ag ¢ eKTHHOM fois cBszanHoro B UIIOK cepebpa cocraBnsana 6omee 90 % mpu
00beMHOM cooTHOWEHUH [lekT : Xut-Ag > 1,6 (cm. puc. 1, b). B3aumozeiicTBue HaHOKOMIIO3UTa XHUT-Ag
¢ Ilext-Ox mpu cooTHOMIEHUSIX B peaknuoHHoi cmecu llekT-Ox : Xut-Ag ot 0,1 mo 1,2 mpuBoauio
K He3HAaUMTEIbHOMY cBs3bIBaHUIO cepedpa B UIIOK (15-30 %) (cM. puc. 1, b). OgHako npu gaipHeHmem
YBEIMUCHUH cofiepanusl okuciaeHHoro nektuHa (Ilext-Ox : Xut-Ag = 1,4-1,6) HaOnronanoce peskoe
yBenunueHue 3phekTuBHOCTH CBsI3bIBaHUS HaHOouacTHIl cepedpa B UTIDK (> 95 %). [Ipu BeICOKHX cOOT-
HomeHusx [lext-Ox : Xut-Ag (1,8-1,9) nomns cesa3annoro cepedpa caukanack 10 37 % (cm. puc. 1, b).

[IpuauMas Bo BHUMaHHE pe3yibTaThl TUTPOBAHUS, /U1 MOJIYyUYEHUs MOPUCTHIX MaTPHUI] HA OCHOBE
NIIBK OputH BRIOpaHBI IO TPU COOTHOMICHUSI KOMIIOHEHTOB JIJIST KaXKJJOW KOMITO3HUITUH: C J3€Ta-I0TEH-
nraioM okojio +30, 0 m —30 MB (tabxa. 1). YcTaHOBIEHO, UTO 3HAUCHHUE J3€TA-ITOTCHITHAIA KOMIIJICKCOB
MocJie OYMCTKH 3HAUUTENIFHO HE U3MEHSJIOCH JTU00 BO3pacTajo Mo abCOMIOTHOMY 3HAYEHUIO, YTO MOJI-
TBepkIaeT oOpaszoBanue cTabmIbHBIX UIIOK 3a cueT KoomepaTHBHOTO IEKTPOCTATHUECKOTO B3aNMO-
JOEUCTBUS MEXKIY NOIMAIEKTPOIUTAMH, a TAK)KE KOBAJCHTHON CBSI3M MEXIy aMUHOI'PYIIION MOJUKa-
THOHA U aJIbAECTUIHON I'PYIION ronrannona. CiaeyeT OTMETUTD, YTO U30BITOYHOE COIEp KaHKE MO~
aHMOHA B PEAKIIMOHHOW CMECH MPHUBOAUT K IMepe3apsijike BCeX BUJIOB KOMIIEKCOB OT +44 no —30 MB,
COXPaHSIOLIEHCS] TIOCIE OYHCTKHM KOMIUIEKCOB (METOIOM JE€KAaHTAIMH C MOCIEAYIONUM PEeIUCTICPTH-
pOBaHUEM B BOJIE) OT M30BITKA PEareHTOB, YTO MOXKET CBHJICTEIILCTBOBATH 00 00pa3oBaHUU 000JI0YEK
MEKTHHA U €T0 MPOU3BOTHBIX HA TIOBEPXHOCTH KOMIIJIEKCA.

[Ipu n3y4yeHnn BoCcCTaHABIUBAIOIIEH aKTHBHOCTH KOMIIOHEHTOB, UCIOJIb3YEMBIX A (GOPMUPOBa-
Huss UIIOK, ObIJIO ycTaHOBIEHO, YTO HAHOKOMIIO3UT XUT-Ag obnanaeTt B 3,6 pa3a Oospliell akTHB-
HOCTBIO, YeM HCXOIHBIM XHTO3aH (CM. Tabi. 1), 4TO CBUIETENBCTBYET O 3HAUYUTEIHHOM YBEIHUCHUH
BOCCTaHABJIMBAIOIICH aKTHBHOCTH XUTO3aHA IMOCIEe MOAH(DUKAIIMY HaHOUACTULIAaMU cepebpa. [lekTuH,
OKHWCJICHHBIN TIEKTUH W HaHOKOMIIO3UT llekT-Ag oOmanaroT cnaboBhIpaKeHHONH BOCCTaHABIMBAIOIICH
aKTHUBHOCTBIO: ~2—3 MKT-3kB ['K/Mr (cm. tabm. 1). BoccraHaBnuBaromas akTHBHOCTH TOJTYYEHHBIX
NIIBK Oputa HUXE B 1,4-2,6 pa3za B 3aBUCHIMOCTH OT 00bEMHOT'0 COOTHOIIICHHS PearcHTOB 0 CpaBHE-
HUIO C BEIMYWHOW [T MCXOMHOTO HAHOKOMITO3UTAa XHUT-Ag, 9TO OOBACHSAETCS CHUXCHHEM IO aK-
THBHOTO KOMITOHEHTa XHUT-Ag B KoMIUIeKkce B 1,32 pa3a. Cpeny MoydeHHBIX 00pa3IioB HanOOIIbIIeH
BOCCTaHABJINBAIOMICH aKTUBHOCTHIO (Oomee 21 Mkr-3xB I'K/Mr) obmamanu UTIOK Xut-Ag / IlekT 1 Bce
00pa3ibl Ha OCHOBE OKHCIICHHOTO MeKTHHA (cM. Tab. 1).

Kpussie narn6upoBanus ABTS-paaukana B 3aBucumoctu ot KoHneHtpanuu HUIIOK B peaxiu-
OHHOI CMECH TIpe/CTaBieHbl Ha puc. 2. [IeKTHH W OKWCIIEHHBIH MEKTHUH B KOHIEHTpanuu 20 mMr/mi
HE MPOSBIAIOT aHTUPAJAUKAIBHBIX CBOHCTB (MHTHOMpOBaHKE pagukaia 1o ~8 %). B Tabn. 1 mpencras-
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JIEHBI 3HAYEHUSI KOHIIEHTPALMH TI0JIyMaKCUMabHOro uHrubuposanus (IC,,), koTopyro yno6HO UCIIONB30-
BaTh ISl CpaBHEHHs aHTHOKCUAaHTHOU akTuBHOCTH MIIOK 1 HaHOKOMMIO3UTOB. B X071€ ananm3a ObLI0
YCTaHOBJIEHO, YTO aHTUPAIAMKAIIbHAS aKTUBHOCTH KOMILIEKCOB XuT-Ag / [lexT-Ag’ n Xut-Ag / Ilekr-Ag™
OblJ1a COMOCTaBUMa C MCXOIHBIM HAaHOKOMIO3UTOM XuT-Ag — BenuuuHa IC,, cocraBuna 0,49; 0,47
u 0,33 mr/mn coorBeTcTBeHHO (cM. Tabu. 1). [ns octanbubix U1K akTHBHOCTH CHMKaach MO cpas-
HEHHIO C UICXOJHBIM HAHOKOMMO3UTOM XUT-Ag B 2,1-7.4 pa3a.

Tabnuna 1. HomeHnkiaaTrypa o0pa3uoB u aHTHOKCHIAHTHAS akTHBHOCTH UTIDK H HCXOAHBIX KOMIIOHEHTOB

Table 1. Nomenclature of samples and antioxidant activity of IPECs and initial components

o | poSoomemee | osommmenno | Bowrmannmonst e, agrs) i
Xut-Ag / [lexT-Ag 0,7 Xut-Ag / Iekt-Ag* 11,5+ 0,2 0,68
1,2 Xur-Ag / Iext-Ag’® 13,8 £0,1 0,49
2,0 Xut-Ag / Iekt-Ag™ 18,4 +0,1 0,47
Xut-Ag / Ilekr 1,0 Xut-Ag / Iext* 17,0+ 0,1 0,95
1,8 Xwur-Ag / IMext? 16,2 + 0,1 2,01
3,0 Xut-Ag / Ilekt™ 21,5+0,2 2,45
Xut-Ag / [lext-Ox 0,8 Xur-Ag / TexT-Ox* 21,5+04 0,79
1,3 Xwur-Ag / Iext-Ox° 21,2+0,1 1,33
1,9 Xut-Ag / Iext-Ox~ 22,1+0,1 0,75
XHTO03aH - - 84+14 6,89
TlexTun - - 29+0,6 >20,00
[exT-Ox - - 31+0,2 > 20,00
[lext-Ag - - 2,1+0,2 1,24
Xur-Ag - - 30,3+04 0,33

[pakTrueckuit UHTEpEC ISl TPUMEHEHUSI B MEIAWIIMHE MPEICTABISIOT TPEXMEPHBIE CTPYKTYpPH-
POBaHHbIC MMOPHUCTHIC WJIM BOJOKHUCTHIC MATPHUIIBI HA OCHOBE MOJHCAXapUIOB U UX (DYHKIIHOHATBHBIX
mpou3BOAHBIX. Takue MaTepuaibl MOT'YT IIPUMEHSATHCS B KQYECTBE PAHO3KUBIISIFOIIUX TIOKPBITHI HITH
OBITh OTHUM M3 X KOMIIOHEHTOB, TaK KaK CIIOCOOHBI YCKOPSITh MPOIECCHI 3a)KUBJICHHS PaH U yIydIlIaTh
Pe3yNbTaThI JICYCHHSI 32 CUST CO3MaHMSI ONITUMAIILHOM CPEIbl ISl POCTa HOBBIX TKaHEH, a TAKIKE MOTYT
obecrieynBaTh MEXaHMYCCKUI KapKac JJIs HOBBIX KJIETOK. B HacTosiee BpeMs CyliecTBYeT OrPOMHOE
KOJIMYECTBO TEXHOJIOTHA, TIO3BOJISIONIUX MOTYyYaTh TAKUE MOPUCTHIC MATPHUIIBI HYKHBIX (popM, pazme-
pa u coctaBa (sekTpodopMoBanue, (hazoBoe pasjeiicHue, THOPHIN3aIUs, Fa30BOC BCIICHUBAHUE, BbI-
umienayuBanue, 3D-nevats u ap.) [25-27].

Jns nonydenus: nopuctbix Matpun MITOK Obul BeIOpaH MeTON JTHOPHIBHON CYLIKH, OCHOBAaH-
HOH Ha CyOJMMAaIMH JIba P MMOHWKEHHOM JIaBJIICHHH M3 TIPEIBapUTEIIFHO 3aMOPOKEHHOTO 00pasna
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Puc. 2. 3aBucumocTs nHrHONpOBaHus pagukana ABTS npu B3anmoneiicteun ¢ UTIOK Xut-Ag / IlekT-Ag (@),
Xut-Ag / Ilexr (b), Xut-Ag / [lext-Ox (c) ot KoHnEeHTpanuu UIIOK

Fig. 2. Dependence of the inhibition of the ABTS radical upon interaction with Chit-Ag / Pect-Ag (a), Chit-Ag / Pect (b),
Chit-Ag / Pect-Ox (c) on the concentration of [IPECs
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Puc. 3. ®ororpaduu moBEpXHOCTH MATEPHAIIOB
Ha OCHOBE TIOJIOKUTENBHO (@, d, g), HeUTpaIbHO

(b, e, h) v oTpuLATETBHO (C, f, k) 3apsKSHHBIX

UII3K Xwut-Ag / Ilekt-Ag (a—c),

Xnt-Ag / Ilext (d—f), Xut-Ag / Ilext-Ox (g—k)

Fig. 3. Photographs of the surface of materials based

on positively (a, d, g), neutrally (b, e, h)
and negatively (c, f, k) charged IPECs

Chit-Ag / Pect-Ag (a—c), Chit-Ag / Pect (d—f),

Chit-Ag / Pect-Ox (g—k)
UII3K, 9TO MpUBOAKUT K 00pa30BaHHUIO MOPHUCTON CTPYKTYphl. Kak BUIHO Ha puc. 3, 1Sl MaTepHaioB
Ha OCHOBE TOJIOKHUTENBHO 3apshkeHHbix NIIDK, a takxke Xur-Ag / [Tekr-Ox° xapakTepHa HEOHOPOIHAS
CTPYKTYpa U CKJIOHHOCTH K 00pa30BaHHIO «KOPKH» Ha MOBEPXHOCTH, YTO MOXKET OBITH 00YCIIOBJIEHO
HEpaBHOMEPHOH CTENEHBIO CIIMBAHUS 00pa3LioB, HU3KOH KOTe31ei MeX 1y KOMIIOHEHTaMH, a TAaKKe Ha-
TuYueM u30bITKa cepedpa, Aenaroniero oopasisl oonee Xxpynkumu. OOpasisl ¢ HauboIee OTHOPOIHOM
CTPYKTypo#i Obin oy uersl Ha ocHoBe NTTOK Xur-Ag / Tlext, Xut-Ag / [exkr-Ox™ u Xur-Ag / [exr-Ox’.

MuxkpocTpykTypa nonyueHHbIXx Ha ocHoBe MIIOK 00pasnos (popma u pasmep mop, ux moauauc-
HEPCHOCTH M T. JI.) OLIEHNUBAJAch ¢ moMouibio Meroga COM. YcTaHOBICHO, YTO IPHU BBICOKOM COZEpKa-
Hum cepedpa B UI1OK, korma B kauecTBe MOTMAaHUOHA BRICTYMAeT HAHOKOMITO3UT llekT-Ag n/unu B pe-
AKLIMOHHOM cMecu uMeeTcst U30bITOK HAHOKOMIIO3UTa XuT-Ag, Habmonaercss GopMHUPOBaHUE OPUCTHIX
ry0uaThIX CTPYKTYp € YeHIyH4aTooOpa3HbIMU IIEPErOPOIKAMHU U 3aKPBITHIMU IIOPAaMH HA TIOBEPXHOCTH.
Cpenu nonyueHnbix marepuano Xut-Ag / Ilekr, Xur-Ag / Ilekt-Ox’u Xur-Ag / Ilekr-Ox™ xapakre-
PHU3YIOTCS Hanbojiee PaBHOMEPHOM OIHOPOIHON MOPUCTON CTPYKTYpPOH Kak Ha MOBEPXHOCTH 0o0paslia,
TaK u B cpese (puc. 4).

DU3MKO-XUMUYECKHE XapAaKTEPUCTUKH (IIOTHOCTH, MIOPUCTOCTh, BJIAroylepXaHue U BiaroHaly-
XaHHe) MOJyUYEHHBIX MOPHCTHIX MaTepUajoB HA OCHOBE HAHOKOMIIO3UTa XHUT-Ag C TEKTHHOM H €ro
MIPOV3BOAHBIMHE IpeACTaBlIeHbl B Tabu. 2. Tak, HanOompmIe MIOTHOCTHIO 00ManatoT 00pasnbl Ha OC-
HOBE OKHMCIEHHOTO MeKTHHA — 22-29 Mr/cM3, a HanboJbIIIEel MOPUCTOCTHIO — 00pa3Ibl HA OCHOBE Ha-
HokoMmo3uTa IlekT-Ag — 97-98 %. BnaronaOyxaHue — 3T0 mpolecc MOTJIONICHUS BOABI MaTEepUajIoM,
IPUBOISIIUN K €ro Ha0yXaHHUIO U yBEJIWYEHHIO 00beMa, KOTOPbI 3aBUCUT OT IMAPO(UIBHOCTH IO-
JUMEPOB, CTPYKTYPbI IOP ¥ XUMHUYECKOI'O COCTaBa, B TO BpeMs KaK BJaroyaep:kaHue — 3TO CHOCO0-
HOCTh MaTepHaya yIepKMBaTh MOTJIONICHHYIO BJary B TE€UEHHE ONpPENEIeHHOT0 BPEMEHH, CBsI3aHHas
C YCTOMYMBOCTBIO CTPYKTYpbl. Bnaroynepxanue oOpa3LoOB yBEIHMYHMBAETCA C POCTOM MAOJU IOJIH-
AHMOHHOIO KoMIOHeHTa (Mckiarouenue — Xut-Ag / IText-Ox") u Haxogures B auanasone ot 537,7 + 5,6
1o 888,0 £ 9,0 % B 3aBucuMoctu ot cocraBa MIIOK. Crenenp HaOyXaHuUs OITYUYCHHBIX 00Pa3I0B KOJIe0-
nercst oT 1 457,2 £132,4 no 3 453,0 = 206,2 %, mpu 3TOM MaTepHaIbl HA OCHOBE OKHCIICHHOTO TIEKTHHA
001a1af0T HANMEHBIIIEH CTENeHbI0 Ha0yXaHusl (CM. Ta0. 2).

HK-cnexTpsl nopucteix MaTepuanoB Ha ocHoBe MIIOK U MCXONHBIX KOMIIOHEHTOB IpencTaBlie-
HBI Ha pHc. 5. XapakTepuCcTUUECKHE IUKH, OTHOCSIINECS K KONeOaHUsIM aMHUHOIPYIII HAHOKOMIIO3H-
ta Xut-Ag (1 639 u 1 564 cm!), ocnabeBaroT, CMENMAIOTCSA B KOPOTKOBOIHOBYO 00nacts (1o ~1 619
u ~1 536 cm!) u nepekpriBatotes B ciektpax UITOK. XapakTepucTUUECKHIA TTHK MEKTHHA, OTHOCS A~
cs1 k konebanusm C—OH B kapOokcuibHoi rpymie (1 411-1 416 cm!), Takske 3HauMTENBHO OCIabeBaeT
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Puc. 4. COM-u306pakeHHsI HOBEPXHOCTH MaTepHaioB Ha ocHoBe MIIOK

Fig. 4. SEM images of the surface of materials based on IPECs

B cnektpax MIIOK. Habmronaemsle n3menenus B UK-cnexrpax UIIOK mo cpaBHEHHIO ¢ MCXOIHBIMH
KOMIIOHEHTaMH HOATBEPXAAI0T 00pa30BaHHE KOONEPATUBHBIX JIEKTPOCTATUYECKUX CBSI3CH MEXKIY
aMHUHOTPYIIIaMH XUTO3aHA W KapOOKCHJIBHBIMU TpyNIaMH MEKTHHA NpH (GOPMUPOBAHUH KOMILIEKCA.
Crnemyer OTMETHTb, 4TO moioca ipu 1 745-1 740 cm !, otHOCsmasicst Kk C=O-rpyImnam eKTHHOB, TAKKe
CTaHOBHUTCSA MEHEE MHTEHCUBHOM B MaTtepuanax Ha ocHoBe MIIOK no cpaBHEHMIO ¢ MEKTUHOM H €T0 Mpo-
W3BOJHBIMH, UTO CBUAETENBCTBYET O JOIOJHUTEIBHOM KOBAJIEHTHOM B3aMMOAECHCTBUHM aMHHOIPYIII
XUTO3aHA U aJbJETHIHBIX TPYII NeKTHHA ¢ 0OpazoBanueM ocHoBaHui Llndda.

Tabnumna 2. PU3NKO-XHMHYECKHe XapaKTePHCTHKH MaTepHaJjoB Ha ocHoBe UIIDK

Table 2. Physicochemical characteristics of materials based on IPECs

O6pasen Tlnotuocts (D), mr/em? HOI(D;I; TOZCTL Buaroynepxanue (W), % HaGy?(aleT;H(I;] ) %
Xut-Ag / Mekt-Ag* 18,1 £0,6 98,3 +0,6 537,7+5,6 3453,0+£206,2
Xut-Ag / Text-Ag’ 20,9+ 1,7 97,8 +0,8 5827 +32,7 3012,5+ 104,2
Xut-Ag / ext-Ag 15,5+0,7 98,2+0,9 6677+ 15,3 2061,5+71,9
Xut-Ag / Mekt* 18,0+2,3 95,0 +£ 0,6 646,0 + 8,2 2552,0 +288,2
Xut-Ag / Tlext? 17,7+ 0,3 97,3+0,9 720,5 + 14,3 3018,1 £198,2
Xut-Ag / Text 19,3 +0,3 96,4 + 0,4 888,0+ 9,0 3224,9 +295.4
Xwut-Ag / Iekr-Ox* 224+ 1,6 95,0+£0,6 705,0+2,7 19973 + 1977
Xur-Ag / Tlek-Ox° 23,6+23 98,1+ 0,7 580,2 + 20,0 20059 + 142,3
Xut-Ag / Hext-Ox™ 28.8+2.6 96,4+ 0,6 7828 + 17,4 14572+ 132,4
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IlponyckaHue, OTH. 1.
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BouinoBoe 4ucJ10, cM!

Puc. 5. UK-criekTpsl nopucthix Marepuanos Ha ocaose UIIDK Xur-Ag / lext-Ag? (1), Xur-Ag / ek’ (2),
Xur-Ag / lekr-Ox° (3) u ux komnonentos (Xur-Ag (5), [lekr-Ag (4), Ilex-Ox (6), Hekr (7))

Fig. 5. IR spectra of porous materials based on Chit-Ag / Pect-Ag® (1), Chit-Ag / Pect’ (2),
Chit-Ag / Pect-Ox° (3) IPECs and their components (Chit-Ag (5), Pect-Ag (4), Pect-Ox (6), Pect (7))

Jlerpaganuio mosy4eHHbIX OPUCTHIX MATEPHUATIOB U3yYalH in vitro B pocaTHO-coneBoM Oydepe
Hyne6exko (pH 7,4), MogenupyromeM cpefy XpoHH4YecKuX paH [28]. YcTaHOBIIEHO, YTO CTENEeHb JIeTpa-
Jaliy 00pa3IoB B 3HAYNTEIHLHOW CTEIICHH 3aBHCENIa OT THTIA TTOJIMAHNOHA, BXoasiero B coctaB UIIOK
(puc. 6). Tak, cTrenenp gerpananuu o0pa3loB Ha OCHOBE HaHOKoMmMo3uTa [lekT-Ag He 3aBucena ot co-
OTHOLICHUS TIOJTMAHHOH : TIOJIMKaTHOH U BPEMEHH BBIJCP)KMBaHUS U cocTaBisa 39,9 + 5,7 % Bo Bcem
UCCIIelyeMOM BPEMEHHOM MTPOMEKYTKeE (pHC. 6, ).
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Puc. 6. Jlerpajanus NopucThIX MaTepUaioB 521
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[Ipu ucronb30BaHUM MEKTHHA B KauecTBe MOJIMaHMOHA oOpasell Ha OCHOBE IMOJIOKHUTEIBHO 3a-
psoxernoro UIIOK Xur-Ag / Tlext” Obl1 cTaOMiieH B TEYEHUE NMEPBOTO yaca (CTENEHb NECTPYKIIHU —
7,1 £ 0,3 %), omHaKo Mpu JajdbHEWIEM BBIIEPKUBAHUU B Oydepe CTENeHb ero NeCTPYKIIMU 3Ha4YH-
TENbHO yBenuuuBasiack (1o 63,6 = 9,5 %) u cTaHOBUIIACH CONOCTaBMMA CO 3HAUECHHUSIMU ISl 00pa3LoB
Ha OCHOBE OTPUIIATENLHO U HeWTpanbHo 3apsokeHHbIXx UTTIK Xur-Ag / Iext’ u Xur-Ag / Iext™ (cTe-
IeHsb gAecTpykuun — 66,3 + 6,3 %) (puc. 6, b).

O6pa3uel Ha ocHOBe IlexT-OX ImpOnEeMOHCTPUPOBANIM HAMIYYINYI yYCTOWYHMBOCTH B MOAEIBHOU
cpeze, COXpaHuB (POPMY U LIEIOCTHOCTH IIPU BBIACP)KUBAHUHU B Oydepe, TPy 3TOM CPEAHsIs IOTEPs Mac-
¢l 00pa3ios cocrasmia 23,4 £ 10,0 % (puc. 6, c¢). Takum 06pa3om, MOPUCTHIE MATEPUAIIBI HA OCHOBE
UIBK Xwut-Ag / Ilekr-Ox Gnarogapsi UX BBICOKOW YCTOWYMBOCTH B MOJCIBHOM Cpelie XPOHHUYECKUX
paH, BeICOKOH crenenu HaOyxanus (~1 460—2 000 %) u BnaroynepxuBaroliei criocooHoctu (~580—780 %)
SIBJSIOTCSL ONTUMAJIbHBIM BapuUaHTOM B TeX ClydasX, Korja TpeOyeTcss MaKCHMaJIbHOE COXpaHEeHHe
CTPYKTYpBI MaTepHaa B TeUeHHE AITUTEILHOI0 BPEMEHH.

3akaaouenue. [IpoBeneHO KOMIUIEKCHOE MCCIIEAOBAaHNE 3aKOHOMEPHOCTEH (OPMHpPOBaHHUS cepeod-
pocoaepxkamux MIIOK, B KkoTOpble B KauecTBE MOIUKATHOHHOIO KOMIIOHEHTA BXOAMT HAHOKOMITO3UT
XUTO3aH-Ag, a IOJMAaHUOHHOTO — MEKTUH, OKUCICHHBIH MEKTHH WM HAaHOKOMIIO3UT NMeKTHH-Ag. Ilo-
Ka3aHo, YTO, BApbUPYsl COOTHOLICHUS peareHToB, MOXHO Gopmuposats UIIOK ¢ perynupyemoii Benu-
yuHOH a3eTa-noreHnuana. Merogom UK-cnextpockonuu nokaszano, uto ¢opmupyemsie UIIOK cra-
OMITM3MPOBAHBI KaK 3a CUET 3JEKTPOCTATHUYECKOTO B3aMMOICHCTBUS MEKIYy aMHUHOTIPYNIIaMUA XUTO3a-
Ha ¥ KapOOKCUJIBHBIMU I'PyIIIaMH MEKTHHA, TaK U 332 CYeT KOBAJICHTHOHN CBSI3W aMUHOTPYII XUTO3aHa
C aJIBJICTUAHBIMU I'PYINIIAMU NEKTUHA U €r0 MPOU3BOAHBIX. AHAIN3 aHTUOKCUAAHTHBIX cBokicTB UITOK
ITOKa3ajl, YTO HauOOJBIICH BOCCTAHABIMBAIOMIEH aKTHBHOCTHIO (> 21 MKr-skB I'K/Mr) obmamanm 06-
pasmsl Ha ocHoBe okucieHHoro nektnHa U UIIOK Xut-Ag / Ilekt . MakcumaibHyI0 aHTHPaIUKaIh-
HYIO aKTHBHOCTb, COIOCTABUMYIO C MCXOIHBIM HAaHOKOMIIO3UTOM XHUT-Ag, MOKa3ajld KOMILIEKCHI
Xur-Ag / Tlekr-Ag’ u Xur-Ag / Tlekt-Ag . MeTonoM cyOIMMAIMORHOM CYIIKU MOTyYeHbI BHICOKOTIOPUCTHIE
MaTtepualsl (MopuctocTs > 95 %) Ha ocHoBe UIIDK 1 onpenenens mapamMeTpbl, MO3BOJSIONINE PEryIIu-
pOBaTh UX CTPYKTYPY ¥ GU3UKO-XMMHUYECKHE CBOMCTBA. M3yueHa yCTOHYHBOCTh MOPUCTHIX MaTepHa-
soB UIIOK B pacTBOpe, MOIETHPYIOLIEM CPEeNy XPOHHYECKUX PaH, MOKa3aHO, YTO OCHOBHOE BIIMSHHUE
Ha CTEINeHb UX Jerpajalnuu okaspiBaeT TN noiauanuona B MIIOK. Opneneneno, uro Haubonee ycToi-
YUBbI B MOJIEIbHOW Cpejie MaTepHalibl Ha OCHOBE OKHCJIEHHOTO MEKTHHA, KOTOpHIE Yepe3 7 CyTOK BbI-
JEPKUBaHUSI COXPAHSIIOT CBOIO ()OPMY M LENOCTHOCTb, 8 CPEAHSS OTEPS. MacChl 00pa3OB COCTABISCT
23,4 + 10,0 %. Takum o6pa3oM, MOTy4YeHHBIE TOPUCTHIE MaTepHalibl HA OCHOBE cepedpocoepKamux
UIIOK MoryT nmpencTaBiasTh NPaKTUUECKUH MHTEPEC A1 NIPUMEHEHHS B COCTABE PAHEBBIX MOKPBITHH
B Ka4€CTBE aKTUBHOI'O CJIOS, HECYILIETO AaHTUOAKTEPHAIbHYI0 U AaHTHOKCHAAHTHY10 (QyHKIIHH.
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HUCCJEJOBAHUE MPOLECCA MMOJYYEHHU S CJIOXKHBIX
OPTAHOMMHEPAJIBHBIX YIOBPEHUM HA OCHOBE
T'YMHUHCOJEPXKAIIETO CYNEP®OC®PATA C JOBABKAMHY A3OTHBIX
U KAJUUHBIX COJIEN

AnHoTanus. [lokazaHa BO3MOXXHOCTh HOJYUYCHHS CIOXHBIX OopraHoMuHepanbHbIX NPK-ynoOpeHuit Ha ocHOBe xein-
BakoBBIX (ochoputoB KapakanmakcTana u MBITOro o0oxskeHHoro koHneHTpara (MOK-26) u3 ¢pochopuror Keizpuikymon
IyTeM UX 00pabOTKH MPOLYKTOM OKHCIEHHOTO M aMMOHU3UPOBAHHOT'O OYPOTO YIS AHI'PEHCKOT0 MECTOPOKAEHUS C TIOCIIe-
IyIONIMM 00aBJIEeHHEM B CMeCh MOPOIIKOB CynbdaTa Kanus, amModoca, kapbamuia 1 aMMHadHON cennuTpbl. PocaTHbIi
MHHEPAJI XOXKAKYJIbCKOTO ChIPbsi COCTOUT M3 KYPCKUTA U ()PAaHKOIHMTA B PAaBHBIX KOJMYECTBAX, a HOPJIBITAYCKOTO — TOJIBKO
u3 kypckuta. MOK-26 0THOCATCS K 36pPHUCTBIM THIIaM, IIaBHBIM MUHEPAJIOM KOTOPBIX ABIACTCS (PPAHKOIUT. YCTAHOBIICHO,
YTO Cpeay pa3paObOTaHHBIX CIOKHBIX yJOOPEHNH caMbIM KOHIIEHTPHPOBAHHBIM 110 CYMME MUTATENbHBIX JJIEMEHTOB SBISET-
¢Sl IPONYKT, TIOJIYYCHHBIH B IPUCYTCTBUU Kapbamuaa. B mpogykrax u3 xenBakoBoi ¢pochopurosoit Mmyku Kapakanmakcra-
Ha OTHOCHTEIHHO BBICOKOE COZEPXKAHNE yCBOSEMOH (OpMBI hocdopa TOBOPUT O BBICOKOH MX PEAKIIMOHHOH CIIOCOOHOCTH.
IIpn BHeceHMH mpenTaraeMbIX HOBBIX BHJIOB CIIOXKHBIX yJOOpPEHHH Ha OCHOBE MECTHOTO CHIPBSI CTPYKTYpa II0YB 3aMETHO
YIIY4IIASTCsl, MPH 3TOM 3KOHOMHUS JOPOTOCTOSIIUX MUHEPAIbHBIX ynoOpenuit coctapuseT 30—-35 %, BOABI JJIsl OPOIICHHS —
10-12 %, a yposxalfHOCTb XJIOMMUATHUKA IIPU 3TOM HOBbIIIAeTCs Ha 2—4 %.

KiroueBsbie cioBa: pochoputsr Lenrpansubix Koi3pikymoB n Kapakanmakcrana, cepHasi KUCIOTa, Oypblil yrosb,
aMMHaJHas BO/Ia, MUHEpabHbIE COMTH, aKTUBAIH, cioxHbIe NPK-yno6penus, Gu3nko-XxuMHIECKHEe METOIBI aHATH3a

Jasa nutuposanus. VccrnenoBanue mporiecca MOMydeHHs CIOXKHBIX OPraHOMHHEPATBbHBIX yI0OpPEeHHI Ha OCHOBE TYMHH-
conepxaiero cymnepdocdara ¢ 1o6aBKaMu a30THBIX U KaIHHHBIX coneld / A. XK. AmnamyparoBa A. Y. Dpkaes, A. M. Peii-
MoB [u ap.] / Becui Hanpisinanenait akagamii HaByk Benapyci. Cepblst XiMiuHBIX HaBYK. — 2026. — T. 62, Ne 2. — C. 155-165.
https://doi.org/10.29235/1561-8331-2026-62-2-155-165
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STUDY OF THE PROCESS OF PRODUCING COMPLEX ORGANOMINERAL
FERTILIZERS BASED ON HUMIN-CONTAINING SUPERPHOSPHATE WITH ADDITIONS
OF NITROGEN AND POTASSIUM SALTS

Abstract. The possibility of obtaining complex organomineral NPK-fertilizers based on nodular phosphorites of Karakalpak-
stan and washed burned concentrate (WBC-26) from Kyzylkum phosphorites by treating them with a product of oxidized
and ammoniated brown coal from the Angren deposit with subsequent addition of potassium sulfate, ammophos, urea
and ammonium nitrate powders to the mixture, has been shown. The phosphate mineral of the Khodzhakul raw material con-
sists of kurskite and francolite in equal quantities, and the Porlytau raw material consists of kurskite only. WBC-26 is of gran-
ular type, the main mineral of which is francolite. It has been established that among the developed complex fertilizers,
the most concentrated in terms of the amount of nutrients is the product obtained in the presence of urea. In products made
from nodule phosphate flour of Karakalpakstan, the relatively high relative content of the digestible form of phosphorus
indicates their high reactivity. When introducing the proposed new types of complex fertilizers based on local raw materials,
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the soil structure noticeably improves, while expensive mineral fertilizers are saved by 30-35 %, and irrigation water —
by 10—12 %. Additionally, cotton yield increases by 2—4 %.

Keywords: phosphorites of Central Kyzylkum and Karakalpakstan, sulfuric acid, brown coal, ammonia water, mineral
salts, activation, complex NPK-fertilizers, physicochemical methods of analysis

For citation. Allamuratova A. Zh., Erkaev A. U, Reymov A. M., Kazakbaev S. A., Dormeshkin O. B. Study of the pro-
cess of producing complex organomineral fertilizers based on humin-containing superphosphate with additions of nitrogen
and potassium salts. Vestsi Natsyyanal 'nai akademii navuk Belarusi. Seryya khimichnyh navuk = Proceedings of the National
Academy of Science of Belarus. Chemical series, 2026, vol. 62, no. 2, pp. 155-165 (in Russian). ( https://doi.org/10.29235/1561-
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Beenenue. Ilo nannpiM [ocynapcTBeHHOro KoMHTETa MO cTaTUCTHKE PecryOnmuku Y3Oekucras,
YUCJICHHOCTh HaceneHus pecyonuku — 37 003 347 yenorek [1]. EskeTHEBHO YMCIIO MMOCTOSHHBIX KH-
Tenel Y30eKucTaHa yBEIMYMBAETCS B cpegHeM Ha 1,8 Thic. denoBek. PocT dncieHHOCTH HaceleHus
BEJICT K YBEIIMYCHUIO CIIPOCA HA MPOJYKTHI TUTAHHS B YCIOBUSAX MOBBHIIICHHUS OJIATOCOCTOSIHHS Hace-
JICHU S, COKPAILEHHSI MOCEBHBIX IJIOMAAeH 1 AeuuuTa BOIHBIX PECYpPCOB, YTO OOYCIOBIUBAET HEOO-
XOJIMMOCTh MHTCHCU(HUKAIINH CEJIbCKOTO X03SHUCTBA, Pa3padOTKH U BHEAPEHUST HOBBIX TEXHOJIOTHH [2].

I'maBHBIM (akTOPOM MOJIyYEHHS] BBICOKOIO M KAaYECTBEHHOTO YpPOXKasl CENbCKOXO3SHCTBEHHBIX
KYJBTYP SBIISIETCS MX TOJTHOLIEHHOE MUTaHKE, B TIEPBYIO OYepes a30ToM, (pochopom u Kaamem, a Tak-
K€ TyMHUHOBBIMHU BeniecTBaMu. Docdop yuacTByeT B CTPOSHHH KJIETOUHOW TKaHM pacTeHuid. Ilpu ero
JeuuuTe B IOYBE y PACTEHUN HapyLIarOTCsl OOMEHHBIE NMPOLECCHI, MU IIOXO YCBAaMBAIOTCS KalHi
1 a30T. ExXerogHo B 3aBUCUMOCTH OT THIIA [TOYB M BEIPALIMBAEMBIX HA HUX KYJBTYP U3 IIOYB OTUYX/Aa-
etcst ot 30 mo 60 % docdopa, uyTO BemET K OCKyIEHHUIO W MajeHuio ux miogopoaus [3]. EcrecTBen-
HBIM MyTeM BOCCTAaHOBUTH 3amachl ¢ocdopa B mouBe HEeBO3MOXKHO. [lyist ero momonHeHus: TpeOyeT-
csl BHECEHHUE YJNOOPEHHII B BUJE NMPHPOIHBIX M UCKYCCTBEHHBIX coequHeHu# (ocdopa (ymoOpeHwms).
B Mupe oxono 85 % npuponHbix ¢pocdaToB UCIONb3yeTCs s TPOU3BOICTBA POCHOPHBIX yIOOPEHUH.
3amacel GocdaTHEIX Py BRISBICHBI Oosiee deM B 60 cTpaHax u oneHUBaroTcs B 63 067 MIIH T, B TOM
guciue 57 807 muH T pocpoputnbix (91 mac.%) u 5 260 maH T anatutoBbix (9 Mac.%) pyxa [4].

B VY36ekucrane ocHOBHBIM (hoc(haTHBIM CHIPbEM SBIAIOTCS 3epHUCTHIE (hochopuThl KBI3BLTKYMCKO-
IO MECTOPOXKICHUS, yTBEPKACHHBIE 3a1achl KOTOPBIX COCTABISIOT 384 413 ThIc. T HocPOpUTHBIX PyA
umu 73 916 teic. T P,O;. Yepennennas npoba dochopura conepixut (Mac.%): 16,2 P,Og; CaO : P,O, = 2,9;
17,7 CO,; 0,6 MgO; 2,9 (Fe,O; + ALO,); 1,5 (K,0O + Na,O); 2,7 SO;; 1,9 F; 7,8 nepacTBOpuMOro ocrar-
ka; 0,1 Cl. Pyna umeer cnenyromuil cpeqHuil MUHEpanbHBI cocTaB, %: dpaHkoauT — 56,0; Kajib-
ouT — 26,5; xBapi — 7,5—8,0; THAPOCTIONUCTRIE MUHEPATHI U TIoNieBbIe mmatsl — 4,0—4,5; runc — 1,0;
LIEOJIUT — MeHee 1; opraHnyeckoe BemecTBo — okojio 0,5 [5].

3TO ChIpbE HE MPUTOIHO JJISl TPOU3BOACTBA KOHLIEHTPUPOBAHHBIX (POCHOPHBIX yIOOpEHUH, MOATO-
My st oborameHusi kapOoHaTHOTO (ocdaTHOrO ChIpbsi mpuMeHsieTcs meton ooxura [6]. C 2014 T.
Kei3puikymckuit pochoputoBblii komiuieke BeimyckaeT 716 teic. T MOK-26 ¢ conmepxkanuem 26 %
(umm 186,16 TeIC. T) P,O,. OnHako no cxeme oboramieHus, paspaboTanHoil komnanuei Engineering
Dobersek GmbH (I'epmanusi), u3 nobsiBaembix 1 876 Teic. T pocdarHoli pyasl, conepxaieit 17,12 %
P,O; (321 TeiC. T P,O;), B KauecTBE OTXOM0B 00pa3yeTcs OONIBIIOE KOJHYECTBO XBOCTOB 00OOralleHHs —
1 158 ThIC. T co cpennum conepxanuem 11,6 % (134 770 1) P,O, (MunepanuszoBannas macca (12-14 %
P,0O;), mnamoseiii pocdopurt (10-12 % P,O;) n neunepnanas ¢ppaxuuns (18-20 % P,0;)). U3 mvux 9,6 %
MOSABJISIETCA ITPH CYXOH COPTHPOBKE HA IIJIOMIAJKE PYAOKOHTPOIBHOM cTaHIuH, 28,3 % — mpu ruapo-
copTupoBke U 4,1 % — Ha cTanuax cymku u ookura. B obmem cinydae ¢ pochopUTHEIMU OTXOAAMH
tepsiercs 42 % P,O; or ucxoanoro B pyae. B HacTosiee BpeMs yke HaKOIIEHO 0KoJIo 10 MJIH T MUHE-
panu30BaHHON Macchl u Oojiee 3 MUIH T IIIaMOBOrO GochopHuTa, IPH 3TOM OTCYTCTBYET 3 PeKTUBHAS
U pecypcocOeperaromiasi TEXHOJIOTHS TepepaboTKH 0TX0A0B oboramieHust [7].

Kansuueseiii mogyns 8 MOK-26 nocrarouno Beicok (CaO : P,O, = 2,0-2,1). B Xubunckom anaturo-
BOM KOHIIEHTpaTe OH paBeH 1,3, B ocdoputHOit myke Kaparay — 1,6. DTo 03HauaeT, 4TO MpH MOTY-
YeHUHU IKCcTpakuuoHHol (ocdoprort kucinoTsl (IDK) uz MOK-26 pacxon cepHoit kucnotel Ha 23 %
MPEBBIIIAET €€ pacxoj mpHu nepepadorke GochoputHoit myku Kaparay u 40 % — npu nmepepaboTke
amaTUTOBOTO KOHIIEHTpaTa. [leso B Tom, uTo mpu obxure pochopura pasnaraercs KapOOHAT KaJbIUA,
YITIEKHUCIIOTA yJIETaeT, a CBOOOAHBII OKCHA KalbLHUsI OCTACTCS B KOHLEHTPAaTe U MMEHHO OH BBI3BIBACT
O0JIBIION pacxo] KUCIOTHL. M3-3a pe3Koro HOBBIIEHUS TEMIICPATYPHhl, BBI3BAHHOTO 3K30TEPMUYHOCTHIO
IIpolecca pas3JIoKeH!sI, CBOOOAHBIN KalbLIUN BBI3bIBACT KOPPO3UIO METAIIIOB.
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B cBsi3u ¢ 3TUM HEOOXOAMMO COBEPILIEHCTBOBATH MPOLECCH 00oraleHus] U nepepadoTKH KbI3bLI-
KyMckuXx (pochoputos, mepecMoTpeTh Oosiee dHPeKTHBHBIE CIIOCOOBI MX 00OTaIEHNsI, a TAKKE U3bI-
ckaThb Apyrue ¢ocdaTHbie CHIPLEBBIE HCTOUHUKH C 1IeTbI0 paciupeHus hocdarHoit $hassl 11t Tpous-
BozacTBa (hOCHOPHBIX YIOoOpeHNH U KOPMOBBIX (pocdartos.

B kauecTBe anbTepHATHBBI K TEPMHUUYECKOMY OOOTAIICHHUIO MPEANIOKEHB XUMHUYECKHE CIIOCOOBI
oborarmennss kapooHaTHBIX (pochopuToB KBI3BUIKYMOB ¢ IpUMEHEHHEM HEOPTaHHMYECKUX W OpTraHU-
gyeckux kuciort [8, 9]. Ilpu aToM noiaydeHHble KOHIIEHTPATHI 110 KaYeCTBY MOJTHOCTHIO COOTBETCTBYIOT
TpeboBarusM npousBoacTsa IPK. OnHako pe3ysibTaThl JAHHBIX pabOT MOKA HE BBILUIM 32 PaMKH Jia-
60paTOpPHBIX UCCIICIOBAHUH.

B mnane pacmmpenus docdartHoit 06a3bl 1715 Tpon3BoAcTBa HOCPOPHBIX yIOOpEHUI MOTYT CITY KHTh
xKenBakoBble Gochoputsl KapakanmakcraHa, KOTOpbIE TIOKa B IMMPOMBIIIJICHHOM Maciutabe He pa3pa-
OarpiBatoTcs. Ha teppuropun KapakanmakcraHa BBISIBJICH psii pallOHOB, rae uMeroTcst (GochopuTsr:
Xymxakyinb, Cynran-Yusaar, Xomkeinu, Hazapxan, Uykai-Tykait, [lopasitay u ap. [10]. Ux mpeumy-
IIECTBO 3aKJII0YAETCs B CJACIYIOIIEM: OHM HAXOIATCS B HETIOCPEICTBEHHOM OIM30CTH OT HOTPEOUTENS;
He TPeOYIOT OONBLINX KalUTAJIOBIOKEHNUH; MOT'YT OBITh BBEZICHBI B Pa3pabOTKy B KOPOTKHUE CPOKH; TIPO-
IyKUus (CBIpoMONIOThIE (POCHOPHUTHI) 3HAYUTETHHO JICIIEBIIE, YeM Jto0as pyras GocdarHas IpomyKIHs.

[To muHepanorunueckoMy coctaBy pyna Kapakanmakuu Onuska k ¢ocdaram Eropbesckoro, Bst-
cko-Kamckoro n Unnucaiickoro mecropoxkaenuii [11]. Ognako BoBieueHue 3TuX GochOpUTHBIX pyA
B KHCIIOTHYIO TEepepaboTKy CBS3aHO CO 3HAYUTEIBHBIMU TPYAHOCTSIMH, KOTOpPBIE 00YCIIOBJICHBI HAIU-
4ueM B (pochaTHOM ChIPhE COIYTCTBYIOIMX IPUMECEH, B IEPBYI0 ouepenb kpemuesema (10 50 % SiO,)
u rnaykonuta (1o 10 % (K,H,0)(Fe** Fe*" Mg), [Si,A10,,] - H,0).

B ycnoBusix octporo nepunurta ¢ochopHbIX ynoOpeHUl Bce BhILIeNepeuncieHHble (HochOopuThI
MoCJIe UX COOTBETCTBYIOINIEH 00pabOoTKM MOTYT paccMaTpUBaThCs KaK MECTHBIC yIoOpeHus, He Ipe-
TEHAYIOIINE Ha MOJIHOE yJOBJIETBOPEHHE NOTPEOHOCTH CTPaHbl B (OCHOPHBIX yIOOpEHHIX, HO CIIOCO0-
HBIE TIOIHATH YPOXKAHHOCTh CEIbCKOXO3SIIICTBEHHBIX KYJIBTYP B CBOUX peruoHax [12].

OO6b14HO B peobmanatomeit macce pyn hocdop HaXOOUTCS B TAKUX MHUHEPAJIBHBIX (hopMax, KOTO-
pbI€ IUIOXO YCBaMBAIOTCS pacTeHUsIMU. OIHUM 13 HEMHOTOYHUCIEHHBIX UCKIIIOUEHUH KaK pa3 U ABISIOTCS
’KenBakoBble (PochopuTel. B HUX OTHOCUTENEHOE COAEPkKAaHHE TMMOHHO-pacTBOpuMoi (opmer PO,
cocraisieT 110 40 %, 9To HAMHOTO OOJIBIIIE, YeM B 38pPHUCTHIX, PAKYIIEYHBIX U allaTUTOBBIX pynax [13].

OnpeneneHa MUHEHHAas 3aBUCMMOCTh arpOXMMHYECKHX XapaKTEPUCTUK M3BECTHBIX BUAOB (oc-
(GaTHOrO CHIPBS PA3IMYHBIX MECTOPOXKIAECHHUI OT BENTMYMHBI IIADAMETPA DIIEMEHTAPHON A4YehKH a,, [14].
ITo momy4eHHBIM 3HAYEHUAM @, POCHOPUTHI PACIIOIATAIOTCA B HOPAJKE €€ BO3pacTaHus: K 1-ii rpymme
OTHOCSITCS J)KE€JIBAKOBBIE, KO 2-i1 — 3epHHCTHIE, K 3-if — pakymeddbie Gochoputsl, a K 4-if — anmaTUTHI.
MuHMMaNbHbIE 3HAUCHHS MapaMeTpa SUYEHKH HaXOASITCA y KEeIBaKOBBIX (ochopuTOB, a MaKkCHMalb-
Hble — y anaTuToB. JleixaeTcst BBIBOA O TOM, YTO 4YeM HIJKE BEJIMYMHA KPHUCTAJJIOB, TEM OOJIblIe
WX B3aMMOJICHCTBHE C MOYBESHHBIMH PAaCcTBOPAMH, CJIEAOBATEIbHO, TEM BBIIIE arpoxuMudeckas 3ddek-
THUBHOCTB, YTO TIO3BOJISIET MPEACKA3BIBATh MEPCIIEKTUBHOCTH UCIIOIB30BaHUS TOTO MJIM HHOTO (ocdart-
HOTO CBIPbSl B Ka4eCTBE MUHEPAIBLHOTO YIOOPEHHsI B BUIE U3MEIBUCHHON MYKH, HE Tpuberast K MHOTO-
JICTHUM UCTIBITAHHSIM.

Hcnonb30BaHNE TOHKO Pa3MoyIoTOro GochopruTa Kak HEMOCPEIACTBEHHOIO yIoOpeHus, 06e3 Kakoi
00 XUMUYECKOH 00paboTKH, obecneunBaio ObI CeNbCKOe XO3SHUCTBO Hambolee aeneBbM docdop-
HbIM ynoOpenuem [15]. HauGonee Bbicokuit adekt dhochopuTHas MyKa MPOSIBISLET MPU peaTu3aiuu
npuema «(ocopruToBaHuEe MOYBY, KOTOPHIM 3aKJII0YAETCS B Pa30BOM BHECEHUH B TOYBY Ha IJIMTEIb-
HBIM CPOK (10 5 et u 6onee) He menee 1 1/ra P,O, [16].

DocdopuTHasg MyKa YCIIEIIHO IPUMEHSETCS B OOJIBLINX KOJIMUYECTBAX HA KUCIBIX II0YBaX, a Ha HEM-
TpaJIbHBIX, KApOOHATHBIX MMOYBaX Y30ekucTaHa oHa HedddekTHBHA. J[J1s TOTo 9TOORI pacITUPUTh THA-
[a30H NpUMEHEeHUs GoCHOPUTHON MyKHU U Ha HEUTpaJIbHbIC TIOYBBI, HY>KHO IIOBBICUTh B HEH yCBOSEMYIO
dbopmy docdopa.

Jist 5TOro MOMOWIET Tak Ha3biBaeMasi MEXaHOXMMHUYECKasi aKTHUBAIIHS, KOTJa NIepeBo]] HEYCBosIe-
MoH Juist pacTenuit popmbl P,O; B ycBOseMyI0 IIPOM3BOIUTCS MEXAHUYECKH B IIPUCYTCTBUM KAKMX-THOO
XUMHYECKUX peareHToB [17-23]. DTo X0Ta u o0eclednBaeT MOBBIIICHUE ITUTPATHON PACTBOPHUMOCTH
¢docdarHoro MuHepaa, HO B MOJMYUYCHHBIX YIOOPEHHIX OTCYTCTBYET BoAOpacTBOpuMas popma docdo-
pa, KoTopasi OueHb HEOOXOIMMa PACTEHUSIM C KOPOTKHM BETreTallMOHHBIM TIeproioM. It Oy YeHUs
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BOJOPACTBOPUMBIX (POCPOpPHBIX yA0OpeHNUH U3 OETHOTO CHIPhS MOAXOJUT CEPHOKUCIOTHASI €0 aKTHBA-
M C TIOTYyYEHUEM IpocToro cynepdocdara [11].

Kax u3BectHo, B cTpanax EC nekiapupyeTcs, 4TO B KOMIUIEKCHBIX yIOOPEHUSX MUHUMAJILHOE CO-
AepKaHKue a30Ta JOJKHO ObITh He MeHee 3 %, a P,O5 u K,O — He menee 5 % mpu o01meM conepKaHuu
MUTaTEIbHBIX KOMIOHEHTOB He MeHee 20 %. A. @. I'eopruesckum u B. M. byrunsim [3] paccmaTtpuBa-
€TCs OIBIT pa3paboTKN M OCBOCHMS BBITycka kKomriuiekcHoro NPK-yno6penus (6 : 11 : 11) co cnemyto-
e XapaKTePUCTUKOI: P205061u. -10,8 %, PZOSyCB. - 10,7 %, P,O,, - 74 %, P,Os, s — 01C., N — 5,84 %,
K,0 - 11,17 %, CaO — 17,3 %, SO, — 32,9 %. I'pany/bl HMEIOT CTaTHYECKYIO MPOYHOCTH 31,2 Kre/cm?.
VYnoOpeHne COmepKUT YBETUYEHHOE KOJUYECTBO MUTATENBHBIX KOMIIOHEHTOB, HE cliekuBaeTcs. [Ipu
n3rotoBneHuu 1 T NPK-ynoOpenuns B HaType mOTpeOHOCTh B TOIUIMBE CHUXaeTcs Oosee ueM Ha 20 %
0 CPaBHEHHIO C BBIMTYCKOM | T cynepdocdara aMMOHHU3UPOBAHHOTO.

[lomo6Hoe nccnenoBanne BemoaHeHo M. M. Bunrnuk, JI. H. Ep6anoBoii, [1. M. 3aiineBsim [24],
rIe Uit HoMydeHus: GocGopHOro yaoOpeHus, 000raleHHOTO AOMOTHUTEIbHBIMU MATATEIBHBIMU dJIe-
MEHTaMHU, TPOIIeCcC Pa3JIOKEHHS allaTUTOBOTO KOHIIEHTPATa CEPHOI KHCIOTOW OCYIIECTBIISIN ¢ J00aB-
Koii: 1-if BapuaHT — ruapodocdar aMMOHUS; 2-i BapuaHT — rupodochaTsl aMMOHHS B KaJusl.

Lenp paboThl — MOTyYeHUE CIONKHBIX OPraHOMHHEPAIBHBIX YIOOPEHHIA a30Ta M Kalus Ha OCHOBE
nepepadoTKU MPOAYKTa OKUCIIEHUs Oyporo yris cepHoi kuciotod, MOK, dbochoputoB Xomxakynib
u [lopneiTay M MUHEpaIbHBIX COJiel (aMMuayHas cenutpa, kKapdamu, ammodoc u cynbpdar Kaus).

MeToauka u MeTOABI HccienoBaHus. [l npoBeaeHus 1a00paTopHbIX UCCIEIOBAHUN UCTIONB30-
BaJIUCh CIeqyIoIue ChipbeBble KoMrnoHeHTh: MOK-26, nBa Buna >xenBakoBoi GocopruToBOil MyKH,
COCTaB KOTOPBIX IpHUBEAEH B Ta0I. 1, Oypslil yroiab AHIPEHCKOr0 MECTOPOXKaAeHuUs (Mac.% ): Biara —
14,1; 3oma — 13,7; opranuka — 72,2; TyMUHOBBIE KUCIOTHI — 4,1 % Ha OpraHM4ecKyIo Maccy, a TaKKe MU-
HepallbHbIE COIM: aMMHuauHas cenutpa (34 % N), kapbamun (46 % N), ammodoc (46 % P,O,, 11 % N)
u cynbdar xamus (50 % K,0).

Ta6nuna 1. Coaepskanue KOMIIOHEHTOB B HCXOTHBIX (ochopuTax

Table 1. Content of components in the original phosphorites

KoMmmonenrT, HanmenoBanue cbipbs
vac MOK-26 ®ochopnTsr Xokakys ®ocdoputsi Hopsrtay
Cr 0,01 0,06 0,04
MnO 0,07 0,11 0,09
Cu 0,0046 0,0037 0,05
Zn 0,01 0,0058 0,0056
Sr 0,15 0,14 0,16
I 0,0003 0,0017 0,0014
Ba 0,03 0,02 0,02
Ge 0,0069 0,01 0,01
Sm - 0,02 0,03
Rb 0,0013 0,0029 0,0023
Na,O 0,02 0,56 0,69
MgO 0,17 0,30 0,34
Al0, 1,52 2,07 2,09
Fe,0, 037 2,92 4,15
SiO, 7,51 18,23 16,28
P,0, 26,00 19,11 18,34
CaO 50,58 43,49 44,11
SO, 1,57 1,49 0,96
K,O 0,55 1,77 1,85
Cl 0,04 0,02 0,08
8] 0,0074 0,0083 0,0059
Ti - 0,13 0.15
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Crnenyer oTMeTHTB, 4TO (ocdaTHBI MHHEpPad XOIKAKYJIbCKOTO CHIPbS COCTOUT U3 KypPCKHUTa
1 (QpaHKONHTA B PABHBIX KOJIMYECTBAX, a MOPIBITAYCKOrO — TONBKO U3 Kypckuta. MOK-26 oTHOCATCS
K 36pHUCTHIM THIIaM, TTIABHBIM MHHEPAJIOM KOTOPBIX ABISETCS (PPaHKOIHT.

CHavaJa OCyIIeCTBIIAIOCh OKUCIIeHUE Oyporo yris 65%-i cepHON KHCIOTOH ¢ LEIbI0 TOBBIIICHHUS
B HEM COJepKaHMs TYMHUHOBBIX BemlecTB. /st 3Toro Oypelid yroyip THIATENBHO M3MEIbYAIH B CTYI-
ke 10 0,2—0,25 mM. HaBecky yriis B3BeIIMBalid U NoMeIIany B kKoilOy oobemMoM 500 M1, CKperuisuim
B INITaTUBE, 3a7aBajii HeoOxoauMyto TeMireparypy (50 °C) B KOHTaKTHOM TepMOMETpE. 3aTeM MEIJICHHO
IIPUJIMBAJIN CEPHYIO KHUCIIOTY, MOCJIE Yero MPOAYKT OKHUCIEHUs HEUTpaIu30BAIM aMMHAYHOM BONOM,
obpaboTanu (akTuBupoBain) Gocdarusie Mmarepuansl (MOK, dochopuroBas myka) B Tedenue 10 MuH.
Hanee k HMM 100aBJIAIM MUHEPAIIbHBIE COIM B pa3inuHbiX cootHomenuax N : P,O; : K,O, nepemenin-
BaJld IO OTHOPOIHOW Macchl. Heo0XoquMoe KOTM4ecTBO KOMIOHEHTOB, B3SITHIX IJISl MIPUTOTOBIICHUS
CJIOXKHBIX KOMTIO3UITUN, TPUBEICHBI B Ta0. 2.

Ta6numna 2. Pacxox HCXOTHBIX CHIPbeBbIX MATEPHAJIOB JIsI TOJTYYEeHHS CJI0KHBIX OPraHOMHHEPAJIBHBIX
NPK-yno0penuii (kr)

Table 2. Consumption of initial raw materials for the production of complex organomineral NPK-fertilizers (kg)

Hcxonnbie MaTepuanbl Oobpaszen 1 Oo6pasen 2 Oobpasen 3 Oo6pasen 4 Oobpasern 5
MOK-26 100 100 100 — —
XKensakossiit pochopur - - - 100 100
Cepnas kucnora (65%-s) 95,01 95,10 95,11 87,35 87,63
Cynbdar xanus 18,03 20,05 20,05 18,00 22,26
VYrons 5,00 10,04 10,12 5,04 5,09
Ammodoc 50,03 50,11 50,21 69,99 69,95
Kapbamun - 17,10 - - -
AMMuavHas celuTpa — — 22,06 51,66 68,95
AmMuadHas Boja 15,00 18,20 15,17 14,00 17,05

[IpuroToBieHHble TakMM 00pa3oM CMECH yBIAXHSIIW Bomod no 7-16,6 % u rpanyinupoBaiu
npu 75—-80 °C. I'panynupoBaHue yaoOpeHU OCYIIECTBISIIOCH C IPUMEHEHHEM JIa0OpaTOPHOTO Ta-
penpdaroro rpanynsaTopa. IlomydeHHbIe TpaHyIbl BRICYIITUBAIN B CYIIIUIBHOM ITkady mpu 80—85 °C
o octarouHoi BiraxkHocTu 0,8—1,2 %, oxnaxkaanu, u3MeIb4aiu, MOCIE YeT0 ONPEACNIsin UX XUMU-
YEeCKHI COCTaB 10 W3BECTHBIM MeTonukaMm [25]. Yeposemyto ¢opmy docdopa onpenensiiu no 2%-my
pacTBOpy JIMMOHHOW KHCIOTHL. B mponmykrax opranmdeckyio maccy (OM) ompenensuin mo pa3HOCTH
mexay 100 u cymmoii mpoueHTHbIX coaepkanuii 300161 1 Biaru (I'OCT 9517-76).

PeHnTrenorpadudeckuii aHaau3 MPOAYKTOB MpoBoArmIH Ha audpakromerpe XRD-6100 (Shimadzu,
Anonus). [Ipumensanu CuKao-uznyuenue (B-punbrp, Ni, pesxuM Toka U HampsikeHus Tpyokn — 30 MA
1 30 kB) 1 OCTOSIHHYIO CKOPOCTH BpalIeHUs IeTeKTOpa 4 rpall/MUH, Yrojl CKAHUPOBAHUS U3MEHSIICS
oT 4 no 80°. Ilpu CHATHM NMPUMEHSIACh KaMepa CO CKOpOCThio BpaieHus 30 o6/muH. KauecTBeHHas
U KOJMYECTBEHHas] MACHTU(UKauKs (a3 MpeIcTaBICHHBIX 00pa3loB MPOM3BOAMIIACH C ITOMOIIBIO
nporpaMmmsl MATCH.

Mopdonorust ¥ MUKPOCTPYKTYpa MOBEPXHOCTH U CEUEHHUE OTENIBHBIX TPaHyJl OIYYCHHBIX yI100-
pPEHHI OCYIIECTBIISIIA C TMOMOIIBI0 CKAaHUPYIOMIETO 3JIEKTPOHHOr0 MHuKpockona SEM-EVO MA 10
(Carl Zeiss, I'epmanus). Tak kak MaTepuai He TOKOIIPOBOMSAIINN, Ha TIOBEPXHOCTEL 00pasiia ObLT HaHe-
CEH TOHKHUM CJOHM yriaepoaa TonmuHoN 5—10 HM ¢ UCIONIb30BaHUEM HAIbUICHUS OT YIJIEPOJHON HUTH
Ha yctaHoBke Quorum-QI150R ES.

ESI macc-cniekTpoMeTpruieckne UcciaeJOBaHUsl OCYIECTBIISIIN Ha Macc-cekTpomerpe 6420 Triple
Quad LC/MS (Agilent Technologies, USA). Peructpainuio Macc-ClieKTPOB MPOBOAUIN C OTPULIATENb-
HOW W TIOJIOKHUTENIBHON MoHM3aruen. [lapameTpsl Macc-crieKTpoMeTpa OBLITM BBIOPAHBI CIICAYIONTHUE:
nuamnaszoH ckaHupoBaHus — 50-2 200 m/r, pacxox rasa ocymuTens — 3 JI/MHUH, TeMIiepaTypa rasa —
300 °C, naBneHue rasza Ha uriie pacnbuiutene — 20 6ap, Temneparypa ucnapureis — 300 °C, Hanpsi-
skenure Ha Kanuisape — 4 000 B. C noMolslo MUKpOCKONa U 3HEPTeTHYECKOTO TUCIIEPCUOHHOTO aHa-
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muzatopa (DAP-ananus) (Inca, Oxford Instruments, UK) oqHOBpeMeHHO onpenensiiacs 3J1eMeHTHBIH
COCTaB mpoo.

Pe3yabraThl U ux o0cyxaeHne. XMMHUUECKUN U COJIEBOH COCTABHI MOJTYUYCHHBIX POAYKTOB IpU-
BeZIeHBI B Ta0MI. 3—6, UX PEeHTIeHOrpaMMbl, MUKPOCTPYKTYPa U 3JIEMEHTHBIN cOCTaB — Ha puc. 1 u 2.

Ta6numna 3. CocTaB cJOKHBIX opranoMuHepaabHbIXx NPK-yno6penuii B 3aBucumMocTn
oT BHa MaccoBoro coorHomenus N : PO, : K,0

Table 3. Composition of complex organomineral NPK-fertilizers depending on the type
of mass ratio N : P,O; : K,0

Coorromenmne N : P,0, : K,0
KoMmmoneHTEI, Mac.% O6pasen | O6paser 2 O6paszen 3 O6pasen 4 O6pasen 5
1:11,32: 1,62 1:5,74:0,75 1:5,91:0,79 1:8,65:1,89 1:7,50:1,22
N 2,56 5,54 5,19 3,19 3,20
P,05 6. 20,54 18,60 18,31 17,04 15,62
P,0;,., 18,15 10,84 13,80 13,79 14,02
P04 0m. 15,53 7,28 7,22 6,74 9,17
K,O 4,14 4,17 4,09 6,02 3,92
oM 1,74 3,52 3,09 1,35 1,26
CaO 26,60 23,18 23,20 18,20 17,09
MgO 0,78 1,00 1,10 2,20 2,11
P,0scs  PyO0soou 88,36 58,28 75,37 80,93 89,76
P00 * P2Ososu 75,61 39,14 39,43 39,55 58,71
CyMMa IUTaTeNbHBIX KOMIIOHEHTOB
(N+P,05, ., +K,0+OM) 26,59 24,07 26,17 24,35 22,4
Ta0nuna 4. CoaepskaHue KOMIIOHEHTOB B CJIOKHBIX opraHoMuHepabHbIXx NPK-yn06pennsx
Table 4. Content of components in complex organomineral NPK-fertilizers
KommonenTsi, Mmac.% Obpasen 1 O6pasen 2 O6pasen 3 O6pa3ern 4 O6pasen 5
Cr 0,0045 0,0069 0,0074 0,0010 0,0015
MnO 0,0300 0,0600 0,0500 0,0400 0,0500
Cu 0,0021 0,0100 0,0039 0,0020 0,0015
Zn 0,0067 0,1200 0,0065 0,0038 0,0028
Sr 0,0500 0,0500 0,0500 0,0600 0,0100
I 0,0002 <0,0001 <0,0001 0,0001 0,0010
Ba 0,0087 0,0100 0,0077 0,0100 0,0025
Ge 0,0019 0,0025 <0,0007 0,0015 0,0006
Rb 0,0004 0,0005 0,0005 0,0017 0,0017
Na,O 0,1200 0,1000 0,0900 0,0800 0,1100
MgO 0,4000 0,5800 0,9700 0,7500 0,8700
AL, 8,5400 10,3800 9,0200 6,7900 2,0800
Fe,0, 2,0600 2,6000 3,0200 1,7200 3,4100
Sio, 9,6800 11,9800 13,0400 13,4500 6,8600
P,Oq 20,0400 18,0000 17,9100 17,8000 16,2200
CaO 22,9800 25,8700 25,4100 17,7500 16,8100
K,O 2,8900 3,2600 3,9900 5,1100 3,7500
Cl 0,0600 0,6500 0,3400 1,9800 2,2000
Ti 0,0200 0,0200 0,0300 0,0600 0,1200
U 0,0023 0,0028 0,0026 0,0010 0,0002
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Puc. 1. PenTreHorpamMmMbl 00pa3noB CIOXKHBIX opraHoMHHepaibHbIX NPK-ynoopennii
(HyMepanust 00pa3IoB COOTBETCTBYET HyMepaIuu o0pasnos tadi. 3)

Fig. 1. X-ray diffraction patterns of samples of complex organomineral NPK fertilizers
(sample numbering corresponds to sample numbering in Table 3)
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Puc. 2. MukpodoTorpadus u sHEpProauCIIEpCHOHHBIN CIIEKTPaIbHBIN aHATN3 00Pa3I0B CIOXKHBIX
opranomuHepaibHbIX NPK-yno6penuii (Hymepanus o6pa3oB COOTBETCTBYET HyMepaluu oopasuos Tadi. 3)

Fig. 2. Microphotograph and energy-dispersive spectral analysis of samples of complex organomineral NPK-fertilizers
(sample numbering corresponds to sample numbering in Table 3)

W3 Tabmn. 3 BuaHO, 4TO mpH pazau4HbeIX cooTHomenuax N : P,O, : K,O B momy4aeMbIX CIOKHBIX
ynobpenusix u3 MOK-26 conepxanue P,O; s —cocraBuser 18,31-20,54 mac%; P,05, : P05, =
= 58,28-88,36 mac.%; P,O . P,Os4, = 39,14-75,61 mac%; N — 2,56-5,54 mac.%; K,0 —
4,09-4,17 mac.%; OM — 1,74-3,52 Mac.% u ¢ cyMMOi MHUTATEIBHBIX KOMIOHEHTOB — 24,07-26,59 mac.%.
B rakux ynobpenusx u3 ¢ochopuroB KapakanmakcraHa 5TH mokazaTenu cocTaBistor 15,62-17,04;
80,93-89,76; 39,55-58,71; 3,19-3,20; 3,92-6,02; 1,26—1,35 u 22,4-24,35 mac.% coorBeTcTBeHHO. OTHOCHU-
TEJHHO BBICOKOE COfiepKaHue ycBosieMoil popmbl pochopa rOBOPUT O BBEICOKOH pEaKIIMOHHON CITOCO0-
HOCTH KeJBaKoBoi pochopuToBoii Mykn Kapakanmnakcrana.

Heo0xoquMo OTMETHUTH, UTO MPU CMEUICHUH KEJIBAKOBOH (POCMYKH ¢ (DU3NOJOTUYECKU KUCITBIMH
COJISIMH, 0COOCHHO CyNb(}haTOM Kallis, MPOUCXOAUT akTUBAUs (HocGaTHOr0O MUHEpAa ChIPhs, MPH-
BOJAINASA K NOBBINIEHUIO ycBogeMol Gopmbl P,O;. DT0 03HauaeT, YTO NPU NPUIOTOBJIECHUH CIOMKHBIX
yIOoOpeHuii MpoTeKaeT oOMEeHHasi XuMuveckas peakius. [lokazaHo, 4TO MUTaTeIbHbBIC BEIECTBA yIyd-
IaI0T PU3UKO-XUMUYECKHE U MEXaHWYECKHE TIOKA3aTeIM TOTOBBIX IPOAYKTOB, IPUaBasi UM TOBAPHbIE
KaJyecTna.

W3ydyen MHHEpaJIOTHYECKHl COCTaB CIOXHBIX YAOOpPEHUH C HCIOJIB30BAHHUEM PEHTIeHO]Aa30BO-
ro, CHEKTPaJIbHOTO U SHEPTOJUCIIEPCHOHHOTO METOAOB aHanu3a. Ha puc. 1 mpuBeaeHa peHTTeHOrpam-
Ma CJIOXKHBIX opraHoMuHepaibHbix NPK-ynoOpenuit. Hymepauusi oOpa3ioB cooTBETCTBYyeT HyMepa-
1y tadi. 3.

U3 puc. 1 1 taba. 5 BUIHO, 4TO B MPOAYKTAX COACPIKUTCS CyIb(ar Kanus, cyabpaT Kaablus, TATHI-
podochar ammonus, ruapodochar Kaabmus, THAPOCYIHHAT KaTbIHsI, MOHOTHAPO(OCHhaT KaTbITHs
W HUTpaTa aMMOHHUA. B cMecsix 00pa3yloTcsi HOBbIE COCUHEHUS, HE UMEIOIIUECs] B UCXOIHBIX KOMIIO-
HEHTaX, B YaCTHOCTH CyJIb(haT KaJbIus, OPYIINT, XJTOPHJT KAJIBIIHSL.

Ha puc. 2. u tabn. 6 npuBeleHbl Pe3yJIbTaThl SHEPTrOJUCIICPCUOHHOTO CIIEKTPa CIOKHBIX yno0pe-
HUH, TONy4eHHbBIX U3 PochoputoB Kapakannakcrana u ynoOpuTensHBIX cosell. BuaHo, 9T0 comepika-
Hue 3yeMeHTapHoro gocgopa — 8,66 u 9,88 mac.%, a conepxanue xenesa — 3,02 u 2,98 mac.% cooTBeT-
CTBEHHO JJI5 IBYX P00 U3 BTOPOU AP THH.
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Ta6numna 5. CoJeBoii cocTas cJI0KHBIX opranomuHepaabHbIXx NPK-ynoopennii
(Ha OCHOBE Pe3yJIbLTATOB PEHTreHOrpaguuecKoro Hecae0BAHUM)

Table 5. Salt composition of complex organomineral NPK fertilizers (based on the results of X-ray studies)

Coenunenus, mac.% Oobpasen 1 Oo6pasen 2 Ob6paszen 3
CaSO, 73 29 37
CaHPO, - 2H,0 6 26 -
CaS0, - 0,5H,0 7 - 11
CaH,P,0, 7 - -
K,SO, 7 17 -
NH,H,P,0, - 7 34
(NH,),CO - 9 -
K,SO, - CaSO, - 5H,0 - - 8
CaHPO, - 12 -
NH,NO, - - 10

TaOGnuma 6. DIeMeHTHBI cOCTAB CJI0KHBIX opraHoMuHepaabHbIX NPK-yno6pennii
(HA OCHOBE YHEPIrOJUCCIIEPCHOHHOTO CIIEKTPA)

Table 6. Elemental composition of complex organomineral NPK fertilizers
(based on energy-dispersive spectrum)

DnemMeHTsbI, Mac.% Oo6pasen 4 Obpasen 5
C 7,75 2,79
o 43,16 45,65
F 3,02 2,98

Na 0,85 0,98
Mg 0,68 0,23
Al 1,80 1,42
Si 6,12 8,99
P 8,66 9,88
S 0,67 0,90
Cl 0,17 -
K 0,66 0,65
Ca 23,69 23,73
Fe 2,78 1,80

[Ipu BHECeHHMHU TpenyaraeMbIX HOBBIX BUJIOB (ocdopcogepkaux yro0peHuil Ha OCHOBE MECTHO-
TO CHIpbA CTPYKTypa MOYBBI 3aMETHO YJIy4ILIAeTCs, IIPU 3TOM 3KOHOMUS JOPOTOCTOSIINX MHUHEpaJb-
HBIX ynoopenuii cocraBisieT 3035 %, Boasr 11 opomreHus — 10—12 %, a ypoxailHOCTb XJIOMYaTHUKA
noBbIaeTcs Ha 2—4 %.

3akimouenue. B ycioBusax gedummura dhochopcoaepKammx yaoopeHnit HU3KOCOPTHBIE KEITBAKOBhIC
¢dochoputsl Kapakannakuu moryt crath ansrepHatuBoit MOK. ®ocdaTHblii MHHEpANl XOMKAKYJIb-
CKOTO CBIPbSI COCTOUT M3 KYPCKMTa U (DPAHKOJIUTA B PABHBIX KOJIMUYECTBAX, MOPIBITAYCKOTO — TOJIBKO
u3 kypckuta. MOK OTHOCHTCS K 3epHUCTBIM THIIAM, TJIABHBIM MUHEPAJIOM KOTOPBIX SIBIISETCS (PPAHKOIIHT.

W3ydeH mpoliecc NOMy4YeHUs CIOKHBIX OpPraHOMUHEPAIbHBIX YIOOPEHUH Ha OCHOBE MepepaboTKU
MPOAYKTa OKHUCICHHS Oyporo yris cepHoit kucioroir, MOK, dochoputor Xomkakynbckoro u [opibi-
TayCKOT'0 MECTOPOXKJICHUH 1 MUHEPAJIBHBIX COJICH (aMMHavYHast ceauTpa, kKapbamua, aMModoc u cyib-
¢ar xanus). MuHepanbHble TUTATEIbHBIC BEIIECTBA YIYUIIAIOT (GU3UKO-XUMUYECKUE U MEXaHUUYECKHE
MIOKa3aTeJy TOTOBBIX IIPOAYKTOB, IPUAABasi UM TOBapHBIE KauecTBa.

Takum 00pa3oM, BBHITTOTHEHHBIH KOMIUIEKC MCCIIEAOBAHUMN SIBISETCS MPEINOCHUIKON [ BOBJIEUE-
HHSI HO3KOCOPTHOTO (pochaTHOTO CHIPhS B MMPOU3BOJICTBO CIOKHBIX OpraHoMuHepanbHbiXx NPK-ynoopennii
HIMPOKOTO ACCOPTUMEHTA, TEM CaMbIM CYIECTBEHHO paciuupsis GocdaTHyio chippeByto 6a3y. s npo-
W3BOJICTBA CIIOKHBIX ynoOpeHuil 3pdexTuBHON M00aBKOH cunuTaroTcs aMMo(hoc, Cynbdar KaabIus,
KapOaMuJ U HUTPAT aMMOHUS.
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BJIMAHUE 'PAHYJIOMETPUYECKOI'O COCTABA KBAPHEBOI'O IIECKA
HA IMTPOIECCBHI CTEKJIOOBPA3OBAHMU A
B TEXHOJIOT'MU JINCTOBOI'O CTEKJIA

AnnoTtanus. [IpoBeneHo uccnenoBaHne BIMSHUS TPaHyIOMETPUIECKOI0 COCTaBa KBapIEBOTO IECKa MECTOPOXKACHHS
«Jlennunap» (Pecybmuxa benapycs) Ha mpoLEecch CTEKNOBAapeHHs MpHU CUHTe3e cTekona cucteMsl Na,~-MgO—-CaO-SiO,.
ITosryueHbl AaHHBIC IO BIMSHMIO PAa3TMYHBIX (paKIMii KBApIEBBIX HECKOB HA IIOCIIEI0BATEIBHOCTD IPOLECCOB, MPOTEKA0-
IIUX IPU TePMHUYECKOH 00pabOoTKe IUXTHI, U CKOPOCTh PACTBOPEHUS 3ePEH KpEeMHE3eMa, ONpPeIelITIOyI0 IPOJOIKUTENb-
HOCTb IIpolecca cTekyioo0pa3zoBanusa. C HCMONb30BAHUEM CKaHUPYIOLIEH 3JI€KTPOHHOI MUKPOCKOIIMH YCTAHOBJICHO BIIUS-
HUE TeMIIEpaTypHO-BPEMEHHBIX PEXIMOB TEPMUIECKOI 00pabOTKH Ha pa3MepHl 3¢peH 0CTAaTOYHOI'0 KPEMHE3eMa U CTEHCHb
OJHOPOJHOCTH paciljiaBa Ha CTaJUU CTeKJI000pazoBaHus. [0 TaHHBIM JIEKTPOHHO-30HI0BOTO MHKpPOAHAaIN3a [IPOBEICHEI
pacyeTsl CKOPOCTH U BPEMEHM PAaCTBOPCHHUS 3€PEH KpEeMHe3eMa pa3inyHOro (pakiMOHHOTO COCTaBa B CTEKIO0Opasylo-
meM pacriase. [Ipy ucciaenoBaHUM IPOLECCOB CTEKI000pa30BaHMsI U KaUeCTBa JIUCTOBOTO CTEKJIA BBISIBICHA BO3MOXKHOCTD
MCHOJIb30BaHHsI KBapIEBOTO MECKA PACIIMPEHHOT0 (PPAaKIIHOHHOTO COCTaBa, B TOM YHCIE BKJIIOYAIOIIEr0 3epHA pa3MepoM
0,8—1,25 MM, Ipu BapKe CTEKOJ B BHICOKOIPONU3BOAMUTEIBHBIX CTEKJIOBAPEHHBIX MI€YaxX, YTO MO3BOJIUT OoJiee palHOHAIBHO
pacxooBaTh OrpaHUYEHHBIE 3aMachl JAHHOTO CHIPHSL.

KuroueBble cj10Ba: KBapIlEBHI MECOK, JIUCTOBOE CTEKJIO, KOHUEHTPALUs JIeMEHTOB, kKoddpduunent nuddysuu, cko-
POCTB PacTBOPEHUS

Jnsi nuTHpoBaHusA. BinsHUE TpaHyJIOMETPHYSCKOrO COCTaBa KBApLEBOrO MECKa Ha IPOLECCHl CTEKJIO0Opa3oBaHU
B TexHONoruu nuctoBoro crekina / C. I1. ['peuyxa, YO. I. [TaBnrokesuy, JI. @. [Tanko [u np.] // Becui HanpistHanpHal akagomii
HaByk Benapyci. Cepbist XiMigHbIX HaByK. — 2026. — T. 62, Ne 2. — C. 166-176. https://doi.org/10.29235/1561-8331-2026-
62-2-166-176
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INFLUENCE OF THE GRANULOMETRIC COMPOSITION OF SILICA SAND
ON THE GLASS FORMATION PROCESS IN FLAT GLASS TECHNOLOGY

Abstract. The effect of granulometric composition of silica sand from the Lenindar deposit (Republic of Belarus)
on glass-formation processes during the Na,0-MgO-CaO-SiO, glass system synthesis was studied. The data were
obtained on influence of different fractions of silica sand on the sequence of processes occurring during the batch heat treat-
ment and the dissolution rate of silica grains which determines the duration of glass formation. Scanning electron microscopy
was used to study the influence of temperature and time modes of the heat treatment on the grain sizes of residual silica and the
degree of melt homogeneity at the glass formation stage. Based on the data of electron probe microanalysis, the rate and time
of dissolution of silica grains of different fractional composition in the glass-forming melt were calculated. The results
of glass formation processes monitoring and the quality of flat glass revealed that the usage of the expanded silica sand frac-
tional composition is possible. This composition can include the grains of 0.8—1.25 mm in size when the glass melting pro-
ceeds in high-performance furnaces. That will allow more rational use of limited resources of this raw material.

Keywords: silica sand, flat glass, element concentration, diffusion coefficient, dissolution rate

For citation. Grechuha S. P., Pavlyukevich Y. G., Papko L. F,, Trusova E. E., Kravchuk A. P. Influence of the granulometric
composition of silica sand on the glass formation process in flat glass technology. Vestsi Natsyyanal’nai akademii navuk
Belarusi. Seryya khimichnykh navuk = Proceedings of the National Academy of Sciences of Belarus. Chemical series, 2026,
vol. 62, no. 2, pp. 166—176 (in Russian). https:/doi.org/10.29235/1561-8331-2026-62-2-166-176

BBenenune. CumkaTabie CTEKIIA, OCHOBHBIM CTEKJI000pa3yONINM KOMIIOHEHTOM KOTOPBIX SBIISCTCS
KpeMHe3eM, coCcTaBIaroT 0onee 90 % 00BEMOB MPOU3BOJICTBA BCEX BHUJIOB CTEKOJI, BKJIIOYAsl JICTOBOE
CTPOUTEIBHOE, aBTOMOOMIIBHOE, TapHOE, MEIUIIMHCKOE, CBETOTEXHUYECKOe U JIp. KBapIieBbie MECKH,
OCHOBHOHM MCTOYHUK KpeMHe3eMa B IIPOU3BOACTBE CTEKJIA, IIPEACTABISIOT COOOH PHIXJIYIO 0CaI0OYHYIO
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MIOPOY, COCTOSINYIO U3 3epeH kBapua pasmepom 0,1-1,25 mm. PanronansHoe HCHONB30BaHUE CHIPhE-
BBIX PECypPCOB SBIISETCS BaXXHEHIIEH 3a/1adell MpOMBIIIIJICHHOTO CTEKIIoNenus. B mepByro odepens 3To
OTHOCHUTCS K KBapIIEBOMY IIE€CKY, 3aMachl KOTOPOTro UCTOMAOTC. OMHUM U3 MTyTeH yBETUYeHHUS 00b-
€MOB MPOU3BOJICTBA 00OTAIEHHOTO KBAPIEBOT0O MECKa SBISETCS pacuIMpeHue ero (ppakuoHHOTO CO-
CTaBa 3a CYeT MCIOIb30BaHUs OoJiee KPYMHBIX Qpakuuil. 3epHOBOH COCTaB OHHUX KBapLEBHIX MECKOB
OTIIMYAETCS 3HAUYUTEIFHONW HEOTHOPOTHOCTHIO, a [ APYTUX XapaKTepeH OOJNBIION BBHIXOA KPYITHBIX
u Menkux (pakmuii. JlIst NCIONB30BaHUs TAaKUX MECKOB B CTEKJIOBAPEHWH HEOOXOAMMa WX JOTOTHU-
TenbHas 00paboTka. PazMep 3epeH CTEKONBHBIX IECKOB OKAa3bIBACT BIUSHUE HA CKOPOCTH MPOIECCOB
CHJIMKATO- ¥ CTEKJIO00pa30BaHMs, a TAKKe Ha KOJIMYECTBO KPUCTAIIIMYECKUX U Ta3000pa3HbIX BKIIIO-
4yeHUU B cTekJe [1-4].

CKOpOCTh CTEKII000pa30BaHMSs, KaK M BCAKAs CKOPOCTb PAacTBOPEHMHS, 3aBUCHT OT CBOWCTB pac-
TBOPSIONIETOCS] BEIIECTBA — 3€PEH KBapIla, OT CBONCTB PACTBOPUTEIS — PACIUIaBa CUIUKATOB, a TAKKE
OT BHEIIHUX YCJOBHI — TeMIepaTyphl, IaBJICHUS U CKOPOCTH OOMEHA pacTBOPHUTENSI BOKPYT PacTBO-
psitoierocs BemecTBa. s pa3IU4HBIX JUana30oHOB pa3MEpOB 3€peH KBapLEBOrO MEecKa CYIIECTBYET
KyOudeckas vIi KBaJpaTuiecKas 3aBUCHMOCTh BpEMEHHU IIpoBapa oT pa3Mmepa 3epeH [4—7].

B crexioBapeHHBIX TIedax BEICOKOM MPON3BOAUTEIHHOCTH ITMXTA M 00pa3yeMBblii €10 paciiaB HaXxo-
JIATCS ITATEIBHOE BPEMsI, YTO CO3/IaeT BOZMOXXHOCTh TIEPECMOTPa TPUMEHEHUS CTaHAaPTHOTO TPaHyII0-
METPHIECKOTO COCTaBa CHIPHEBBIX MaTEPHaJIOB, B YaCTHOCTH KBapIIEBOTO TECKA.

JlucroBoe crekno oTHocuTcs K cucreme Na,0-MgO—-CaO-SiO,, npu 3TOoM OKCHABI-MOIU(DH-
KaToOpbl BBOASTCS KapOOHAaTaMM HATpuWs, Marus u Kambius. [Ipu TepMudeckoir 00pabOTKE IMUXTHI
Ha MEPBBIX CTAIUAX CTEKJIOBAPEHHS MPOMCXOAAT TBepAO(asoBbie peakuuu ¢ oopasosanueM Na,Mg(CO,),
(300550 °C) u Na,Ca(CO,), (550-850 °C). B untepsane temneparyp 700-850 °C kanbUMHUpPOBaH-
Hasi co/la MOXKET pearupoBarh ¢ KBapIEBBIM MECKOM, 00pa3ysi METACHIIMKAT WM JUCUITUKAT HATPHS,
YTO OTBEYAET CTaUU CHINKaTooOpa3zoBanus. JKuakas ¢aza B IINXTE NOSABISAETCS B HHTEPBAJIE TEMIIe-
patyp 780—880 °C B pe3ynbTaTe miaBiaeHus KapOoHaTa HaTpus, IBOMHBIX kapOonaros (Na,Mg(CO,),
u Na,Ca(CO,),) u 3BTEKTHK MeX1y NaHHbIMH coenuHenusamHu H Na,CO,. Menkue 4acTuubl KBapua
PacTBOPSIOTCS Ha MEPBBIX CTAIUAX CTeKiI0o0pa3oBanus (mpu Temmeparype 800 °C), Torma kak 6ojee
KpYIHBIE YaCTUIIBI KBaplla pacTBOPSIIOTCS B OCHOBHOM B cTeKyoMacce myTem auddyszuu. [Iponecc pac-
TBOPEHUSI MOXKET 3aMEIISIThCA U3-3a CKOTUICHHUS] MEJIKMX YacTHIl KpeMHe3eMa (Kiactepuzanun) [8—12].

C noMOIIBI0 METOAA YKCIIEPUMEHTAIIBHOTO ONpeeIeHUs BBISICHSIETCSI ONITUMABHBINA pa3Mep YacTHIL
KBaplla B IIMXTE CTEKJIa [0 OTHOICHHUIO K CKOPOCTH IJIABJICHUS U OJHOPOIHOCTH paciiaBa. Beipaxkas
JIOJTM HEPACTBOPEHHOT'O KBapIia B 3aBUCHMOCTH OT TeMIIEpaTyphl M HAYaIbHOT'O pa3Mepa YacTHI] KBaplia,
paccuuThIBaeTCS OIS KBapla, BCTYMAIONIET0 B peakiud 00pa3oBaHUsI CHIIMKATOB, CKOPOCTh PacTBO-
peHus KBaplia B pacIjiaBe cTeKja U TeMIepaTypa, IPH KOTOPOM KBapll MOJTHOCTHIO pacTBopsieTcs [13].

st ycTaHOBJIEHUS IPOJOIKUTENBHOCTH TOJTHOTO PACTBOPEHUS 3€PEH MeCKa B paciljiaBe UCTIONb-
3yeTcs METOAMKa pacueTa Koddpuuuenta quddysun SiO, N0 KMHETHYECKUM KPHBBIM PaCTBOPECHUS
3epeH KpeMHe3eMa B pacmiaBax cuctemsl Na,O—-SiO, u npeaaraercs smnupudeckas popmyna. OcHOB-
HBIMH (haKTOpaMU, BIHSIIOIIUMHU Ha JAHHBIH TIPOIIECC, SBISIOTCS TEMIepaTypa U CUIMKATHBIA MOIYJIb
pacruiaBa, onpeAensaeMblil ero coctaBoM [14—-16].

Mertopnosnorus HacTosneld padOThl BKIIFOYAET ONpeeliecHue CKOPOCTH IMPOIecca pacTBOPEHHs 3epeH
KpEeMHe3eMa B CTEKII000pa3yroleM paciijiaBe Ha OCHOBE IKCIIEPUMEHTAIBHBIX TaHHBIX BIUSHUSA (hpak-
MOHHOT'0 COCTaBa KBapLEBOIr0 MIecKa Ha MPOLIECCHl CTEKJIO00pa30BaHMs IPU CUHTE3E JINCTOBOTO CTEK-
7a. DTO TO3BOJIUT OIPENENIUTh BO3ZMOYKHOCTh HCIOIB30BAHUS KPYMHBIX (PaKIMi KBapIlEBOrO MecKa
OTEUECTBEHHOTO MECTOPOXKJIEHHS B TEXHOJOTHH JTUCTOBOTO CTEKJIA C IEIhI0 PAIMOHAIEHOTO WCTIONb-
30BaHMS JaHHOTO CHIPHEBOTO MaTepHaa.

Martepuajbl 1 MeTOAbI HccaenqoBaHusl. OOBEKTOM HCCIIEIOBAHUS SBISIOTCS KBapleBble TIECKU
MecTopoxeHus «JIleHnHmapy» crnemytomiero ¢paxmuonnoro cocrasa: 0,1-0,315, 0,315-0,8, 0,8—1,25 mm.
C Hcnonbp30BaHUEM KBapLEBOrO MECKa Pa3IMYHOr0 (PPakluOHHOTO COCTaBa MPOBOAUIACH MTOATOTOBKA
IIMXTHI JIMCTOBOTO CTEKJIA CIEMYIOIIEro cocTana, Mac.%: SiO, —72,9; Na,O — 13,6; MgO — 3,8; CaO — 8,6;
Al,0,-0,8.

CoriacHo XMMHYECKOMY aHaJU3y, IPOBEIEHHOMY C MOMOIIBIO JlazepHoro anaiauzaropa LEA-S500,
conepxxanue SiO, cocraBnsger 99,39-99,75 mac.%, Fe,0, — or 0,016 mac.% nna mecka ppaxuuu
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0,8-1,25 mm 1o 0,023 mac.% B npobax necka ¢paxnuu 0,1-0,315 MM. B cooTBeTCTBHY € pe3ynbraTamu
aHaym3a IpoOkl KBapIIEBOTO TIeCKa cOOTBETCTBYIOT Mapke OBC-030-B.

st uccnenoBaHus MPOLIECCOB CTEKI000pa30BaHUs MPOBENeHa TepMHuUecKasi 00paboTKa MIMXTHI,
IIPH COCTABJICHUH KOTOPOU HCITOIB30BAJICS TTECOK PA3IMYHOTO (DPAKIIMOHHOTO COCTaBa, B Ta30BOH MeUH
MEPUOAMYECKOTO ACUCTBUS C PEryIMpPyEeMbIM TEMIEPAaTYpHBIM U Ta30BBIM PEKHUMaMH MPH TeMIlepa-
typax 1 200—1 500 °C ¢ marom 100 °C mpu cropoctu nogbema Temmnepatypsl B eun 250 °C/q. [lpu
JOCTHKEHUU 33/JaHHON TeMIIepaTyphl TUTIN W3BICKAINCh U3 MEYH TOCIEA0BATEIbHO 0€3 BBIICPIKKH,
a TaKke 1ocJje BbIAepXKH B TeueHue 0,5 u 1 4.

DNeKTpoHHAsh MUKPOCKONHS MPOAYKTOB TEPMHUYECKOH 00paOOTKH IIUXTHl TPOBOAMIACH C IIOMO-
L0 CKAaHUPYIOUWErO AEKTPOHHOro Mukpockona JSM-5610 LV ¢ cucteMoil XMMHUYECKOro aHaju3a
EDX JED-2201.

PaMaHOBCKasi CIEKTPOCKOMMS BBHITIONHSIACH C TTOMOIIBI0 CKAHHPYIOIIETO JIA3epPHOT'0 MUKPOCKOTIIA
ConfotecMR350 3D u na3epa ¢ JJiMHO#M BOJIHBI 532 HM IPH KOMHATHOW TEMIIEPaType.

PentrenogasoBerit ananu3 mpod Mecka U MPOAYKTOB TEPMHYECKOW 00pabOTKH IMHUXTHI TTPOBOJIAII-
cs ¢ oMot audpakromerpa D8 Advance ¢pupmer Bruker. [To maHHBIM peHTreHO()a30BOr0 aHaIH-
3a IPUMMECHBIE MUHEPAIIBl B KBAPLUEBOM IECKE npencTaBiaeHbl nupkonoM ZrSiO, u Zr(Si0O,), pyTunom
TiO,, ncesnopytunom Fe,Ti,0,, cunepurom FeCO,.

Omnpenenenre BpeMEHN PacTBOPEHUS 3ePEH KBapIIEBOTO TIeCKa B CHIIMKATHOM PaCIlIaBe OCYIIeCTB-
JISIOCH 110 Pe3ysibTaTaM UCCIEeOBaHUs 00pasloB, MPOILIECIIINX TEPMHUECKYI0 00pabOTKy B TeMmIepa-
TypHoM untepsaiie 1 200—1 400 °C. [{ns pacueTa UCIOIb30BAJIN yPABHEHHUE:

dv

zr_ — 1
I B(Cy —Co), ey

dv
rae i CKOPOCTh PAaCTBOPEHHs BEIIECTBA B €MHHIY BpeMeHH; C, — KOHLEHTPAIMs HACBIIECHHUS;
Ix

C. — dakTHyeckas KOHIICHTpAIMsI B JAHHBIIT MOMEHT; 3 — KO3 PHUITHEHT MPONOPITUOHAIBHOCTH, 3aBH-
csamuii ot guddy3un BenecTsa B paciiaBe:

p= 35 @
rae D — koappunuent auddysuu; d — ronmuna AudHy3HOHHOTO CII0SL.

DaKkTHYECKYI0 KOHIICHTPALUIO OKCHJIA KPEMHHS YCTAaHABIMBAIN JKCIIEPUMEHTAIBHO JJIEKTPOH-
HO-30H/I0OBBIM MHKPOaHAJIN30M.

Ins pacuera kodpdurmenta qudGy3un UCIOTH30BAIN METOJ BEPOITHOCTHON JUATPaMMBI, TIO3BO-
JISIOUINH 10 9KCIEPUMEHTANIBFHO TOTYUYEHHOMY PacipeaesieHHI0 KOHIIEHTPaHid 31eMeHToB B Auddy3-
HOM CJIO€ Ha MHKPOYPOBHE BBIYUCIUTH KodhurueHT nuddy3nn oKcruaa KpeMHUS B MIPUTPAHUIHOM
CIJI0€ JJIsl pealIbHOM CUCTEMBI C YUETOM BCEX BIHSIOIIMX Ha mpotecc (hakTopos [17].

Oco0eHHOCTRIO METO/Ia SIBISIETCS TO, YTO ISl HaXOXKAeHus Koddpunmenta nuddysun He TpedyeT-
csl 3HaHMe Beeil kpuBol koHueHTpanuu C(x,Ty ), NOXYyYeHHOU npH AupPy3un MEXAYy KOMIIOHEHTaMH
CHCTEMBI ¢ MCXOAHBIMU KOoHIEHTpauusamu C, u C,, a J0CTaTOYHO HECKONBbKO 3HadeHui C(x, Ty ) aus
HEKOTOPBIX KOOPAUHAT X (IIPU U3BECTHOW MPONOKUTEIBHOCTH TEPMUUYECKO 00pabOTKH T) C mocieny-
IOIIIUM YCPETHEHNEM TOJTYYeHHBIX Pe3yIbTaTOB.

Juist muddy3noHHOHN 3a1a4u ¢ KpaeBbIMH (HA4aIbHBIMU M TPAHUYHBIMH) YCIOBUSIMH:

C(x<0,1=0)=Cy,
C(x>0,1=0)=C>, 3
C(x=0,1>0)=Cj,
C(x=40,7>0)=C,.

VYpaBHeHue 11 onpeaenenus kodhpunuenta 1updys3uu:

d(x,1) _ 02C(x,7)

4
it 2 )
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UMECT BU:

X
_Cxn-Ci 1), 2 2

0
C-C, 2| Jn §

e ‘day= %{1 —erf(2)},

rae erf(Z) — uarerpan omubok ['aycca (byuknums ['aycca), Z = ‘.
N Dt

I[J'ISI BBIYHCJICHUA KOS(l)(I)I/ILII/ICHTa ,Z[I/I(i)(l)YSI/II/I IO JaHHBIM TOYCYHOI'0O XMMHNYCCKOI'O aHaJIn3a Ha MUK-

C(x: T) _ Cl
POYPOBHE OMPENENAIOCh OTHOMICHUE C_c. KaK (GYHKIHS X U T, HAXOIUIIOCh 3HaueHue erf(Z):
1—C»2
C(x,71)—-C,
erf(Z)=1-2—————. 5
1(2) e )

[lo nalineHHOMY 3HauYeHUIO erf(Z) 1o MpoTadyIuPOBAaHHBIM 3HaYeHUSIM GyHKIMH [aycca onpene-
JATOCH 3HAUCHHE apryMeHTa Z M 110 U3BECTHBIM 3HAYCHUSM X, Z U T BRIUUCISUICS KOdQduImenT nud-

¢by3uu D:

x2

_4221.

6)

Pe3ynbTaTsl u ux odcy:kaenue. [lo3unnonHas TepMuyeckas 00padOTKa MUXTHI, TPU COCTABICHUH
KOTOPO# HCIIOJIb30BaJICSA KBapieBbid necok ¢paxuuit 0,1-0,315, 0,315-0,8 u 0,8—1,25 MM, npu Tem-
neparype 1 200 °C c Boigepxkoit 0,5—1 9 BeISBIAET pa3jielieHre OCTEKIOBAHHONW MacChl Ha JIBA CIIOS:
CTEKJI000pa3HbI (pacIuiaB) v CIOM KPEMHE3EMHUCTON KOPKH, BKITFOUAIOMINNA KPUCTAIITNIECKYIO0, CTEKIIO-
00pa3HyIo U Ta30BYIO (a3bl.

CornacHo IaHHBIM PEHTTEeHO(}A30BOI0 aHAIM3a M PAMaHOBCKOM CHEKTPOCKOIHH HCIIOJIb30BAaHUE
KBapueBoro necka gpaxmuu 0,8—1,25 MM 3aMeIIsIeT MPONECCH IIABIIEHUS TPOIYKTOB PEAKIIUN CHUITHU-
karooOpa3oBaHus. B ga3zoBoM cocTaBe maHHOTO 00pasia o Temmeparypbl TepmooopadoTku 1 200 °C
COXPaHSIOTCS CUITUKATHI KaJIbIMs U MarHus, B TO BpeMsl KaK B OCTaJIBHBIX 00pa3lax KpUcTaIndecKast
¢aza mpeacTaBieHa TOIBKO KPEMHE3EMOM, NP 3ToM B HHTepBaje Temneparyp 1 300—1 350 °C mpowuc-
XOIUT MpeBpalieHne KBapa B KpUCTOOAIHT.

Haubonpirast ckopocTh mpoliecca cTekao00pa3oBaHus XapakTepHa st o0pasia MUXTHI ¢ KBaplie-
BbIM TieckoM Qpakmuu 0,1-0,315 mMm: ipu Beigepxke ipu Temmnepatype 1 300 °C B Teuenne 0,5 u 1 u
Ha MMOBEPXHOCTH pacIuiaBa UMEIOTCS SIMHUIHBIC 3epHa KpeMHe3eMa B MX KoHrtoMmepartsl, mpu 1 400 °C
C BBIICP’KKOM 1 U mocTuraercss OMHOPOAHOCTh paciuiaBa. lMcronb3oBaHue KPYTTHOAUCIIEPCHOTO KBaplie-
Boro necka ¢paxuu 0,8—1,25 mm Tpedyet Gonbiei Temmneparyps (1o 1 500 °C) u mpomomKHTeNnbHO-
CTH TEPMHUUYECKOH 00pabOTKM AJIsI 3aBEPIICHHOCTH Ipolecca CTEKI000pa30BaHus: BBIACPKKA B Teye-
HUe | 4 obecnieynBaeT 3aBepLICHUE CTEKI000pa30BaHus, 3epHa KPEMHE3EMa TIOJIHOCTHIO PACTBOPSIOTCSL.

Hcnonp3oBaHne 35IEKTPOHHOIO MUKPOCKOIA C CUCTEMOM XMMHYECKOT0 aHaIu3a MO03BOJISIET MpOBe-
CTH HUCCIIEIOBaHME MPOLIECCOB PACTBOPEHHSI KpeMHe3eMa Ha CTaJuu cTekjIooOpasoBanus. s uzy-
YeHMS BIUSHHS T'PAHYJIOMETPUUECKOr0 COCTaBa KBapIIEBOIO MeCKa Ha CKOPOCTb PAacCTBOPEHHUS 3€peH
KpEeMHE3eMa UCTIOIbh30BAIHCH 00pas3Iibl, MPOIISAIIHE TTO3UIIHOHHYI0 TEPMUYECKYI0 00pabOTKyY TpH TeM-
nepatypax 1 200, 1 300 u 1 400 °C c pa3nuuHBIM BPEMEHEM BBIICPKKH.

Pe3ynprarsl uccnenoBaHus CTPYKTYpPbl 00pasLoB, IPU IOATOTOBKE KOTOPBIX MCIOb30Bajach (pax-
s kBapieBoro necka 0,1-0,315 mm, mokazansl Ha puc. 1. B cTpykType oOpasiia, mpoIeamnero TepMu-
yecKyto 00padotky mpu 1 200 °C, uMerOTCS KOHIJIIOMEpaThl 3¢peH KpeMHe3ema pazmepoM 150—170 mMxm.
[oeimenne Temneparypsl TepMooOpadoTku 1o 1 300 °C ¢ BeIaepkKOH B TeueHue 1 4 00ycIoBIMBaeT
YMEHBLICHUE KOJIMYECTBA U pa3Mepa 3epeH KpeMHezema, coctasisitoniero 50—70 mxm. Ilocnenoparens-
HO TIPOBEIEH aHAJW3 XMMHUYECKOI'0 COCTaBa OT IEHTpa KPHUCTAJIIUYECKOrO 3epHa C IIaroM 25 MKM
10 JIMHUAM, YKa3aHHBIM Ha OM-cHuMKax. Ha puc. 2 mpeacTaBieHbl KOHLIEHTpAlMOHHbBIE KPUBBIE CO-
Jep>KaHusl OKcHJa KpeMHUs B AU (GY3MOHHOM CJIO€ MPH Pa3HBIX TEMIIEPaTypPHO-BPEMEHHBIX YCIOBHUSX
TepMuIeckoir 00padboTku. Benmnunaa auddy3noHHOTO cos cocTtaBiseT 25—50 MKM B yMEHBIIAeTCs
C POCTOM TEMIIEpaTyphl.
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1200 °C 1300°C 1400 °C
Puc. 1. DM-uccnenoBanue o0pas3oB, CHHTE3NPOBAHHEIX C HCIONB30BaHNEM KBapreBoro necka ¢paxmuu 0,1-0,315 mm
npu Temneparypax 1 200, 1 300 u 1 400 °C 6e3 BeLepKKH (@) U ¢ BeLAEpxkKKoH 1 1 (b)

Fig. 1. Electron microscopy of samples synthesized using silica sand of fraction 0.1-0.315 mm at temperatures
of 1200, 1 300 and 1 400 °C without holding (@) and by holding for 1 h (b)
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Puc. 2. 3smenenue conepxanus SiO, o TMHMK aHANK3a A7 KBapuesoro necka ¢ppakuuu 0,1-0,315 mm

Fig. 2. Change in SiO, content along the analysis line for silica sand of fraction 0.1-0.315 mm

3epHa KpeMHe3eMa B 00pasle, nmoiayueHHoM npu temmeparype 1 400 °C 6e3 BelACpKKH, HE HMEIOT
4ETKO OYEPUEHHBIX KOHTYPOB (cM. puc. 1), a kpuBas pacnpenenenus SiO, 1o ucciaeryeMoil TMHUU UMe-
€T CBO€OOpa3HbIN BUJI.

OdeBnHO, TaHHOE KPYyITHOE 00pa30BaHME SIBISETCS KOHTIIOMEPATOM 3epeH KpeMHe3eMa, BKITFoda-
1oIKM cTekaodasy ¢ BeicokuM copepxkanueM SiO, (mopsaka 80 mac.%).

Pesynprarhl uccnenoBaHus CTPYKTYpbl 00pa3loB IIMXTHI, COAEPIKAIIEH KBapLEBbIH MecoK ¢pak-
nuu 0,315-0,8 MM, IpOIISAIINX TEPMUIECKYIO 00paboTKYy, pencTaBieHbl Ha puc. 3 u 4. PasMep 3epeH
KpeMHe3eMa B CTpYKType 00pa3noB coctapisier 200—450 MxkM. Y TpaHUIIBI 3epHA COCTAB CTEKIIO(]Aa3bI
XapaKTEPU3y€ETCs MOBBINIEHHBIM cofepkanueM Si0,, Janee ero couepKaHue CHUKACTCA 10 OIM3KOro
K 3alaHHOMY 3HaueHuIo. [Ipu ucnons3oBannn ppakuuu kBapuesoro necka 0,315—0,8 MM Tepmudeckas
obpabotka no Temmeparypsl 1 300 °C (6e3 BBIACPKKH) MPUBOAUT K YMEHBIICHUIO pa3Mepa YacTHIL
octaTouHoro kpemuezema a0 200-300 mxm. Beinepkka pu temmneparype 1 300 °C 3akoHOMEpHO TIPH-
BOJIMT K YMEHBILIEHUIO pa3Mepa 3€peH OCTaTOYHOro KpemHe3ema — oT 50—250 MKM npu BBIJIEPIKKE B Te-
yernwne 0,5 9 1o 50150 MmxM nipu Beiiepkke B TedeHue | 4. B mporiecce BeAepkku 00pasiia mpy TaHHOH
TeMIepaType MpH pacCTBOPEHUH KpeMHe3eMa cO37aeTcsl IepeXxoHasi 30Ha ¢ MOBBIIICHHON KOHIIEHTpa-
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@eee 19 34 18R 2
1200 °C 1300°C 1400 °C
Puc. 3. DM-uccienoBanue o0pas3ioB, CHHTE3UPOBAHHBIX C HCIOJIb30BaHHEM KBapieBoro rnecka ¢ppaxuun 0,315-0,8 mm
npu Temnepatypax 1 200, 1 300 u 1 400 °C 6e3 BeiaepKKH (@) U ¢ BbIACPKKOH 1 4 (b)

Fig. 3. Electron microscopy of samples synthesized using silica sand of fraction 0.315—0.8 mm at temperatures
of 1200, 1 300 and 1 400 °C without holding (@) and by holding for 1 h (b)
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Puc. 4. smenenue conepxanus SiO, 0 TMHUY aHAIK3a JUIA KBapleBoro necka gppakuuu 0,315-0,8 MM

Fig. 4. Change in SiO, content along the analysis line for silica sand of fraction 0.315-0.8 mm

nueii SiO, y 3epeH KpucTauinueckoi ¢asel. MizMeHeHne BpeMEHH BBIIEPKKHU T103BONISET OLECHUTH BIIU-
ssHue (paKTOpa BpeMEHHM Ha MPOLECC PACTBOPEHHS 3€peH KpemHe3ema. IIpu 3TOM BaXHBIM SIBIISETCS
HE TOJILKO BpPEMsl MOJTHOTO PACTBOPECHUS KPUCTAIITUYECKON (a3bl, HO H BPEMsl JOCTHIKECHUST XUMUYe-
CKOW OTHOPOJHOCTH CTeKJI0(]as3bl.

OCo0EHHOCTBIO UCCIIeAYeMbIX 00pa3loB SBISETCS HATNISIIHOE BBIJCTICHUE ITEPEXOHON 30HBI BOKPYT
3epeH KpemHe3eMa Ha DM-cHuMmKkax. Ha kaprax pacnpeneneHusl KpeMHHUS, TOITYUYEHHBIX Ha 00pasuax
0e3 BBIIEPKKH IIPH MaKCHMAJIBHON TeMIepaType, TPaHUIlbl 3epHa pa3MepoM nopsiaka 200 MKM 4eTKO
OYepyeHBI, IepexonHas 30Ha umeeT pasmep 25-30 MM (puc. 5). AHaJIOTHYHBIE 30HBI HUMEIOTCS B 00-
pasmax, TepMudeckas o0padoTka kotoperx mpu 1 400 °C mpoBoauiack ¢ Beaepxkkoi 0,5 u 1 4. Pasmep
KpUCTAIITNYEcKUX obpa3oBanuii coctaisieT 100—-160 Mxm.

Ha puc. 6 mpencTaBieHbl pe3yabTaThl HCCICAOBAHUS 00Pa3IOB, MOMYYSHHBIX MIPH HUCTIOIH30BAHUH
¢paxnuu necka 0,8—1,25 mm.

®a3oBHIiA cocTaB 00pa3ia, MOTyIEHHOTO TIPH MCIIOIB30BAHIH KPYITHO3EPHUCTOTO KBApIEBOTO TIe-
CKa mpu TeMIieparype Tepmooopadotku 1 200 °C, BKItoYaeT CUIMKATHI KaJIbIUs U Maruus. Beiaepxka
obpasna npu temreparype 1 200 °C B Teuenue 1 4 gocTaTodyHa AJisl TIJIaBICHHUS CUIIMKATOB. B cTpyk-
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Puc. 5. Kapra pacnpezeneHust KpeMHHs 10 cedeHHI0 obpasua, oopadotannoro npu temnepartype 1 400 °C

Fig. 5. Mapping of Si for sample section, heat treatment at 1 400 °C
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Puc. 6. OM-uccienoBanue 00pasioB, CHHTE3UPOBAaHHBIX C UCIIOJIB30BaHUEM KBapleBoro necka gppakuuu 0,8—1,25 Mmm
npu Temneparypax 1 200, 1 300 u 1 400 °C 6e3 BeLnepkKH (@) U ¢ BeLAepxkKol 1 4 (b)

Fig. 6. Electron microscopy of samples synthesized using silica sand of fraction 0.8—1.25 mm at temperatures
of 1200, 1 300 and 1 400 °C without holding (@) and by holding for 1 h (b)
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Fig. 7. Change in SiO, content along the analysis line for silica sand of fraction 0.8—1.25 mm
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Type obOpasia, MoJy4eHHOro npu o0paboTke muxThl npu Temneparype 1 200 °C ¢ Beimepxkoii 1 u,
UMEIOTCS 3epHa KpeMHezema pasmepoM a0 400 mxm. Ha paccrosuuu 70—150 MKM OT rpaHuULBI 3epHA
uMeeTcs 30Ha akKTUBHOM nud¢ys3un okcuna kpemuus (puc. 7). KapTel pacipeneneHus 31eMEHTOB CBU-
JETENBCTBYIOT O XMMHYECKOH HEOJHOPOIHOCTU cTekiodasbl. OTMeuaeTcs MEHBIIUH 00beM Ia30BOM
(a3zbl, 4eM B CiIyyae UCTOJIb30BAHUS MEIKOJUCIIEPCHOI'O KBAPLEBOTO MECKA.

Tepmuueckast 00paboTka 00Opasua IMUXTHI, COAEpKallel KpyIMHOAUCIIEPCHBIN KBaplEeBbI MECOK,
npu Temmneparype oopadotku 1 400 °C ¢ BeimepxKkoil B TeueHue 1 4 obecnieunBaeT Oojiee aKTHBHEIC
nuddysnonnsie npouecchl. [lepexoqHas 30Ha cTekI0(}as3bl BOKPYT 3epeH KpeMHE3eMa COCTaBIsEeT 10~
psaka 25 MKM, XUMHUYECKHUI cocTaB 0o0Jiee OHOPOJIEH, XOTS pa3Mep 3€peH OCTaTOYHOI0 KpeMHe3eMa
nocratouno Benuk — 200—400 mxm. Tepmuueckas o06padotka npu 1 400 °C ¢ Beiaepkkoii 1 1 He o0e-
CTeYHMBACT 3aBEPIICHHOCTH MPOLIECCOB CTEKIO00Pa30BaHMs B IIUXTE MPH UCIOIH30BAHUU KBapIIEBOTO
necka ¢paxuu 0,8—1,25 MM.

[lomy4yeHHBIE METOJIOM 3JIEKTPOHHON MUKPOCKOIHMH JaHHBIE SBISIOTCS IKCIIEPUMEHTAIbHBIM OC-
HOBaHWEM JJIsl pacueTa CKOPOCTH MpoIecca PacTBOPEHHS 3epeH KpeMHe3eMa B CTEKI000pa3yromeM
paciase.

[Ipu BBITIOTHEHUH PacyeTOB MCIOIB30BATH CIEAYIONUINE JOMYIIEHU: 3epHa KpeMHe3eMa COCTOST
13 MOHOJUCIIEPCHBIX YacTull pazmepom 0,1, 0,315, 0,8 u 1,25 MM; yacTULIBI KpeMHE3eMa UMEIOT chepu-
YeCKyI0 (JOPMY M COCTOSAT U3 YHCTOTO OKCHJIA KPEMHUsI; Ha4aJloM KOOpPIWHAT Ha BEIOPaHHOM pacriperie-
JICHUU SIBJISIETCS MpeJielibHas KOHIIGHTPAIIHsI OKCHJIa KPEeMHUs B 00OpasIie.

Tommuua 1uh(dHy3MOHHOTO CIIOsT YCTaHABIMBAJAch MO0 KOHIIEHTPAIMOHHBIM KPUBBIM paciperelie-
HUS OKCHJAa KPEeMHHS B MOTPAHUYHOM CJIO€ M OINpeensiiach Kak pacCTOSHHE MEXAY 30HaMH C Ipe-
JIEBHON M MUHUMAJIBHON KOHUEHTpanusMu (cMm. puc. 2, 4, 7). ns temneparypst 1 200 °C TonmmHa
cios cocraBisaeT 60-75 MM, st 1 300 °C — 40-50 mxm, miist 1 400 °C — 2025 MxM. Yron HakjIoOHa
KOHIICHTPAaLlHOHHOHM KPUBOH, XapaKTepU3Y IO HHTEHCUBHOCTH N (Py3MOHHOTO mporecca, ¢ pOCTOM
TEMITEpPaTyphl YBEITUIHBAETCS M ITOYTH HE 3aBUCHT OT pa3Mepa 3€peH KpeMHe3eMa.

Jns Beramcnenus kosdounuenta AudQy3un HEMpepsIBHOE paclpeiesieHre KOHIEHTpaIuu Jud-
(GYHAUPYIONIETO 3JIEMEHTa 3aMEHSIIH BEPOSATHOCTHOH (ceTouHON) dyHKIMeH. V3 skcriepuMeHTaIbHBIX

C(x,1)-C
JIAHHBIX OMPENCIISsIH OTHOIICHHE M KaK 3aBHCHMOCTH OT X U T M HAXOIWJIN 3HaUcHUE (QHyHK-

C1-C
uuu [aycca no popmyne (5). [lo HalineHHOMY 3HaYEHUIO erf (Z) IO MPOTa0yIHPOBAHHBIM 3HAYCHUSIM

¢yukuu [aycca onpenensiiock 3Ha4ueHHE apryMeHTa Z.
B tabnuue v Ha puc. 8 IpeACTaBICHBI PE3YIBTATH PACUETOB.

XapaKTepHCTl/lKa nmpouecca pacCTBOPEHU A KpeMHe3€eMa B CHIIMKAaTHOM pacIiiaBe

Characteristics of silica dissolution process in silicate melt

3epHa KpeMHe3eMa, MM
TTeyh;fgé_ ﬂnﬁﬁ}%ﬁﬁu%%nh;/c pacii;izi:, m/c 0l 0,315 0.8 1,25
Bpewms pacTBopeHus, 4
1400 2,29 - 10710 2,35 - 10 0,43 1,34 3,41 5,32
1300 8,90 - 1071 1,69 - 104 0,59 1,86 4,73 7,39
1200 2,50 - 1071 7,05 - 107 2,21 6,96 17,68 27,62

Kak BuHO M3 mpeacTaBiICHHON 3aBUCUMOCTH, ISl UCCIIEAOBAHHOW CHUCTEMBI U YCIOBHHM CHHTE3a
BpeMs pacTBOpeHMs yacTul pazmepoM 0,1 MM CyIIECTBEHHO HMKe, yeM yacTull pasmepom 0,315, 0,8
u 1,25 mm. B mepBom ciyuae mpouecc pacTBOpeHHS UAET ¢ OOJBIIEH CKOPOCTHIO BO BCEM paccMaTpu-
BaeMOM HMHTEpBaJIe TeMIepaTyp. Pa3HbIil HAKJIOH U3MEHEHHS] BPEMEHU PACTBOPEHUS OT pa3Mepa 3epHa
CBHICTEIBCTBYET O Pa3HON CKOPOCTH MOCTYILJICHUsI OKCHAa KPEMHUS OT KaKIoi (pakuuu B pacIijias.
[Ipu 3TOM YeM BhIlIE TEMIIEpaTypa pacijiaBa, TeM OOJIbIlIe CKOPOCTh PACTBOPEHHS (CM. pHC. 8).

W3 nonyuyeHHBIX JaHHBIX BUJIHO, CKOPOCTH IIpollecca MOAUYMUHSIETCS SKCIIOHEHIIMAJIBHOMY 3aKOHY,
YTO COOTBETCTBYET (PM3UKE MpoLEcca, U ¢ POCTOM TEMIepaTypsl yBeInduBaeTcs. bombioe BiIusHUE
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Puc. 8. Bpemst pacTBOpeHus 3epeH KpeMHe3eMa B CHIIMKATHOM PacIlaBe B 3aBUCUMOCTH
OT TeMIIepaTypbl BapKH U pa3mepa 3epHa

Fig. 8. Dissolution time of silica grains in silicate melt depending on the melting temperature and grain size

Ha BpeMsI PaCTBOPEHUS KpeMHe3eMa, CKOPOCTh MPOIiecca OKa3blBaeT TOMIIMHA U HY3HOHHOTO CIIOS.
B ycnoBusix ectecTBeHHOIN KOHBEKITNH (0€3 IepeMennBaHusl), KOTIa paciiaB IBHUKETCS OTHOCUTEIBHO
PACTBOPSIOIINXCS] YaCTHIT 33 CYET PA3HOCTH IJIOTHOCTEH 00pa3yloIIierocs pacruiaBa U CTEKIOMACCHI
(pacTBOpUTEIIS), CKOPOCTH MPOIIECCa PACTBOPEHUST MOXKET JTUMHUTHPOBATHCS TOJNBKO Auddy3ueii okcuaa
KPEMHHS U3 IPUTIOBEPXHOCTHOTO CJIOS YaCTHI] KpeMHe3eMa B 00BhEeM pacIijiaBa, TEM CaMbIM OKa3bIBas
HETMOCPEICTBEHHOE U CAMOE CHJIBHOE BIIUSIHUE HA MPOLECC PACTBOPECHUSL.

3akawuenue. [Ipy BCIIOTE30BaHUH IIEKTPOHHONH MUKPOCKOITHH H 3JICKTPOHHO-30HI0BOTO MUKPO-
aHaJU3a MOYYEHBI CBEICHUS O BIUSHUH TEMIIEPATYPHO-BPEMEHHBIX PEXKHMOB TEPMUUYECKON 00paboT-
KU Ha pa3Mephl 3¢peH 0CTAaTOYHOTO KPEeMHE3eMa U CTETICHb OJHOPOIHOCTH CTEKJIOpacCIjiaBa Ha CTa NN
CTEKIIO00pa30BaHMs. YCTAHOBIEHO, YTO BeTUYNHA UG (HY3UOHHOTO CIIOS OIPEIeNsIeTCsl TEMIIEPaTypon
TepMooOpaboTku: A Temnepatypsl 1 200 °C tonmuHa cnost cocrasisier 60—75 mxwm, 115 1 300 °C —
40-50 mxm, gt 1 400 °C — 25-30 MkM.

Pesynbratel Bccae0BaHusS METOAOM 3JIEKTPOHHON MHKPOCKOIHMH U PEHTT€HOCIIEKTPATIBHOTO aHAIH-
3a SBIISIIOTCS] SKCIIEPUMEHTAIbHBIM OCHOBAaHWEM JIJISl pacdeTa CKOPOCTH IpoIecca PacTBOPEHMUS TYTO-
IJIABKUX KPUCTAJUTHUECKUX (ha3. PacueTHbBIC JaHHBIC MOKA3BIBAIOT, YTO MpH Temrieparypax ao 1 200 °C
BpEMS PaCTBOPEHUSI TOCTATOTHO OOJBINOE: IS 3epHA KpeMHe3ema pazmepom 0,315 MM — mo 6,96 u;
0,8 MM — 10 17,68 4; 1,25 mm — 10 27,62 4. BpeMst pacTBopeHust KpeMHezema npu Temmneparype 1 400 °C
coctaisieT Juist yactuil pazmepom 0,1-0,315 mm g0 1,34 q; 0,315-0,8 mm — 1o 3,41 q4; 0,8—1,25 MM —
710 5,32 4.

Takum 00pa3om, ¢ yBeandeHueM temiepatypbl 00padotku ot 1 200 1o 1 400 °C Bpems pacTBOpPECHUSI
YacTHIl KpeMHe3eMa He3aBHCHMO OT WX pa3Mepa cHmkaetrcs B 5,2 pasa. B aToi cBsizm 3a cuer
MOBBILIEHNUS] MaKCUMaJIbHOW TemnepaTypsl Bapku oT 1 550 1o 1 600 °C B BBICOKOIIPOM3BOAUTENBHBIX
CTEKJIOBapEHHBIX Te€Yax MPEACTABIAETCS BOZMOKHBIM HCIIONB30BaTh KBAPIEBHIH IMTECOK C PACITPEHHBIM
(bpakIIMOHHBIM COCTABOM, B TOM YHCJIC BKIIOYAOIIUM 3epHa pasmepom 0,8—1,25 mm.
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