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0. C. Kynakosuy!, II. JI. Paeukuii', O. B. Bepmununa?, JI. JI. Tpouok!

"Unemumym ¢puzurxu umenu b. U. Cmenanosa HAH Benapycu, Munck, Berapyco
’Mockoeckuii pusuxo-mexuuueckuti uncmuniym, Jlonzonpyomnsiii, Poccus

CUHTE3 HAHOCTEPXKXHEM 30J10TA C IPUMEHEHUEM CMEIIAHHOI'O
BOCCTAHOBUTEJISA I'HIPOXUHOH-ACKOPEMHOBA S1 KNCJIOTA

Annortanus. [IpemioxkeHa HoBasi CMEIIaHHAs BOCCTAHOBUTENbHAs CHCTEMa IS CHHTE3a HAHOCTEpXKHEH 30I0Ta
(HC3), Brmrowaromasi ackopounoByto kuciaoty (AK) m ruapoxwHoH (I'X). BBISBIEHBI 3aBHCHMOCTH, CBSI3BIBAIOIINE
HOJIOKEHHUE MOJOCHI MTPOIOIBHOrO IIa3MOHHOT0 pe3oHanca HC3 ¢ KOHIEHTPAIUsIMU UCIIOIB3YEMBIX NTPH UX CHHTE3€ HOHOB
cepebpa, acKOpOMHOBOM KHUCIOTHI, THAPOXHUHOHA, Mo3BoJstonue norydars HC3 ¢ 3a1aHHBIMH ONTHYECKIMH CBOWCTBAMHU.
OGHapy’KEHO, YTO TPH HCIOIb30BAHHH CMEIIAHHOIO BOCCTAHOBUTENS MOTYT OBITh JAOCTHUTHYTHI OONBIIHE MOKa3aTeln
MOHOZMCIIEPCHOCTH U MOP(OJIOrHYECKOr0 BBIX0O/IA MO CPABHEHHUIO ¢ MHIMBUAYAJIBHBIMU BOCCTAHOBUTEISIMHU, YTO OCOOCHHO
aKTyaJIbHO JUIst HorydeHust kopoTkux HC3 ¢ MakCHMyMOM IPOJIOIBHOTO IJIa3MOHHOT0 pe3oHaHca B obiactu 600700 HM.

Ku1io4eBble cJI0Ba: HAHOCTEPIKHU 30JI0Ta, INIA3MOHHBIH PE30HAHC, THAPOXUHOH, ACKOPOMHOBAs KHCIIOTA

Jas nurnpoBanusi. CHHTE3 HAHOCTEPXKHEH 30J70Ta ¢ NPHUMEHEHHE CMEIIAHHOTO BOCCTAHOBUTENS T'MIPOXHHOH—
ackop6unoBas kucnora / O. C. Kynakosuu [u ap.] / Bec. Hau. akan. naByk benapyci. Cep. xiM. HaByk. — 2023. — T. 59, Ne 4. —
C. 271-284. https://doi.org/10.29235/1561-8331-2023-59-4-271-284

0. S. Kulakovich!, P. D. Raetsky', O. V. Vershinina?, L. L. Trotsyuk!

'B. I Stepanov Institute of Physics of the National Academy of Sciences of Belarus, Minsk, Belarus
’Moscow Institute of Physics and Technology, Dolgoprudny, Russia

SYNTHESIS OF GOLD NANORODS USING A MIXED REDUCING AGENT
HYDROQUINONE-ASCORBIC ACID

Abstract. A new mixed reduction system for the synthesis of gold nanorods (NRs), including ascorbic acid and hydro-
quinone, has been proposed. Dependence of NRs longitudinal plasmon resonance band position on the concentration of silver
ions, ascorbic acid and hydroquinone during synthesis were found, which makes it possible to obtain NRs with required op-
tical properties. It was found that when using a mixed reducing agent, higher monodispersity and morphological yield can be
achieved as compared to individual reducing agents, which is especially important for obtaining short NRs with a maximum
of longitudinal plasmon resonance in the region of 600-700 nm.

Keywords: gold nanorods, plasmon resonance, hydroquinone, ascorbic acid

For citation. Kulakovich O. S., Raetsky P. D., Vershinina O. V., Trotsyuk L. L. Synthesis of gold nanorods using a mixed
reducing agent hydroquinone—ascorbic acid. Vestsi Natsyyanal nai akademii navuk Belarusi. Seryya khimichnykh navuk =
Proceedings of the National Academy of Sciences of Belarus. Chemical series, 2023, vol. 59, no. 4, pp. 271-284 (in Russian).
https://doi.org/10.29235/1561-8331-2023-59-4-271-284

BBenenue. 3070Tbie HAHOCTEPKHU XAPAKTEPUBYIOTCS YHUKAJIBHBIMU ONTUYECKUMH CBOMCTBAMHU —
HAJIMYUEM J[BYX TTOJIOC TOTJIONICHUS B BUJIMMOM 001aCTH CIIEKTPa, 00yCIOBIEHHBIX IMOTIEPEYHBIM U TIPO-
JIOTTBHBIM JIOKAJTM30BaHHBIMH TTOBEPXHOCTHBIMU IUIa3MOHHBIMU pe3oHancamu (JIIIIIP). ITlomoxkenue
nponoasHoro JIIITIP cuiabHO 3aBUCUT OT COOTHOIICHUS PA3MEPOB CTOPOH HAHOCTEP)KHEH U MOKa3aTes
MIPEJIOMIICHHSI OKpYXKarolel cpebl, moatoMmy HC3 MOKHO HCTIONB30BAaTh B Pa3IMYHbBIX CEHCOPHBIX MPU-
JIO’KEHUSX, OCHOBAHHBIX Ha TIa3MOHHOM pe3oHaHce [1], B kauectBe ' KP-akTuBHBIX moanoxek [2], mms
ONTHUYECKOTO XpaHeHus nHpopMmanuu 1 B kKatanuse [1]. B menunuae HC3 nepcrieKTUBHBI B Ka4eCTBE
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KOHTPACTHBIX areHTOB AJIs BU3yanu3auuu [3], peanuzanun GoToTepMudeckoro 3dexra mpu yHUUTOXKe-
HUU OIyXOJIEBBIX KIETOK [4], afpecHOM T0CTaBKM MEIUIMHCKUX NpenaparoB [5]. [1o 3Toil npuunHe ak-
TyaJbHOW 3aja4eil SBIIETCs pa3padOTKa HOBBIX M YCOBEPIICHCTBOBAHNE UMEIOLIUXCS METOJIOB CUHTE3a
HC3.

CoBpemenHbIi TTpoTOKON cuHTe3a HC3 myTeM XMMHUYecKOro BOCCTAHOBIEHHS 30JI0TOXJIOPOBOIIO-
ponnoii kucnorel (HAuCl,) ¢ onocpenosannbiM poctom 3apossiieii (OP3) 6bu1 npennoxen Mépdu
B 2001 . [6]. B 2003 . M. Dnap-Caiieqy ¢ COTpYIHUKAMH YCOBEPIICHCTBOBAIN MPEIIOKEHHBIN TPOTO-
KOJI, BHECS /IBA MPUHLINITHAIBHBIX U3MEHEHUS: UCIIONB30Bas Opomua netuiaTpumeTinammonns (L[TAB)
BMECTO IIMTpaTa HaTpusl B KayecTBe CTaOWIN3aTopa IPH CHHTE3€ 3apOJbIIICH, YTO TO3BOJIWIO 3HAYHU-
TEBHO CHU3UTH JIOJIO MTPUMECHBIX HaHOC(EP B MPOAYKTE PEAKIINH, & TAaKXKe MPEIIIOKIIN BapbUPOBaTh
KOHIECHTPALUIO HOHOB cepeOpa B pEakIMOHHON CMECH JJIsl KOHTPOJISl COOTHOILICHHSI CTOPOH HAHOCTEPK-
Hell. HecMoTpst Ha TO 9TO B HACTOsIIEe BpeMs pa3paboTaHo MHOXecTBO Momudukanmii OP3-cuHTe3a
HC3, onucaHHbIi MPOTOKOJI Yallle BCETO IPUMEHSETCS B J1JaOOpaTOPHOH mpakTuke [7].

K ero HemocTarkaM B mepByro O4epeib CIeAyeT OTHECTH HU3KHIA BBIXO/I BOCCTAHOBIICHUS 30JI0Ta MTPH
HCIIONIB30BAaHUY HanOOJIee pacpocTpaHeHHOro BoccTanoBUTEN S — AK: cortacHo o0menpruHITOMY TIPO-
TOKOJIy CHHTE3a OHa 00aBmseTcs muib ¢ 5S—10%-HbIM H30BITKOM OTHOCHTEIBHO KOJIMYECTBa, HEOOX0AU-
Mmoro s mosHoro BocctanoBienus Au (111) mo Au (I) [7]. CnenoBarensho, aums 10-15 % mpexypcopa
30JI0Ta BOCCTaHABIUBAIOTCs 710 MeTauia [8]. [onbITky yBenn4YeHHs BEIXOAA Iy TEM MOBBIIIEHHS KOHLIEH-
Tpamyy BOCCTAHOBUTEIIS TPUBOMAT K CYIIECTBEHHOMY CHI)KEHUIO MOHOUCTIEPCHOCTH U OJHOPOIHOCTH
MOp(hosoTuN 00Pa3yIOUINXCSl HAHOYACTHI], YTO, BEPOSATHO, CBA3AHO CO BTOPUYHBIM 3apOABIIIE00pa3o-
BaHUEM B PEAKIMOHHOM CMecH NpH BBICOKOH KoHIEHTpanuu AK U ¢ BBICOKOH CKOPOCTBIO BOCCTAHOB-
nenus [9]. Kpome Toro, mpu cuateze HC3 dopmupyercs 6ombiias 101 chepruecKuX JacTHI] 30J10Ta,
0COOEHHO JUIsl KOPOTKUX HaHOCTEpXHeH ¢ MakcuMmymoM npojoisHoro JIIIIIP < 700 uM, nostomy i
MTOCJIEAYIONUX MPAKTHYECKUX MPUMEHEHUH MPHOETalT K MPOIeaype MPeIBapUTEIbHOTO Pa3/IeiIeHHS
HaHocTep:kHel oT HaHochep [10—12]. Cnenyer Takke OTMETUTh, 4TO MexaHu3M (opmuposanus HC3
JI0 CHX TIOP TOJIHOCTBIO HE OOBSCHEH, BIMSHUE KaXKJIOTO KOMIIOHEHTa PEaKI[MOHHOW CMECH U APYTUX
yCIIOBHIA Ha MOP(OIOTHIO JACTHII OITUCAHO B JIUTEpaType dacTto mpoTuBopeunBo [13—15]. Uccnenona-
HUeE BIUSAHUS yCJIOBUH cuHTe3a Ha cBoiicTBa HC3 ocnioykHsAeTCS HalMuneM BTOPUYHBIX B3aUMOJEHCTBUH
MEX/y pa3IMYHBIMHU ITapaMeTpaMy PEaKkIMOHHOW CMECH M, KaK CIIEJCTBHE, HEaJINTUBHOCTHIO UX BO3-
nevictBus [13, 16]. 1o aToit mpuuuHe 3aaa4n moucka yciaouil cunre3a HC3 ¢ 3a7aHHBIMYA ONITHYECKUMU
CBOMCTBaMU C TOYKH 3PEHUS TIOIYICHUST OAHOBPEMEHHO MaKCUMAIIBHOTO BBIXOZa CTEPKHEOOPa3HbIX Ha-
HOYACTHIl ¥ MAKCHMAJIBHOTO BBIXO/Ia PEAKIINU BOCCTAHOBIICHHUS SIBISIOTCS MO-TIPEKHEMY aKTyaIbHBIMH
U JIETJIM B OCHOBY JIaHHOH paOoThlI.

OcoObIit MHTEpEC TMPEACTABISICT HCTOoNb30BaHue B OP3-cuHTe3e Ooee MATKOTO BOCCTAaHABIIHNBAIO-
mero aredta I'X Bmecto AK, mo3Boisioniee BCAEACTBUE HAIMYUS TOMOJHUTEILHON CTagud MeEIIeH-
HOro auu3otrponHoro pocta [17] noayuats HC3 ¢ BBICOKUM COOTHOILLIEHUEM CTOPOH, COOTBETCTBYIOLIUM
JuHe BOHBI mipoposisHoro JIIIIIP G6onee 1 000 HM, 9TO BecbMa 3aTPYAHHUTEIHHO MPU UCIIOIH30Ba-
wun AK [18]. Onnako nanubie 00 ncnonb3oBanuu [ X st cunte3a HC3 ¢ MakcuMyMOM MPOAOIBHOTO
JITIIIP < 800 uM penku [19], cIeKTpbl ONTHYECKOH MIIOTHOCTH CBUIACTEIBCTBYIOT IIPH 3TOM O OOJIBIIOH
Jone cepruuecKux U Ipyrux HecTep:kHeoOpasHbIX HaHnoyactul [ 19, 20].

Lenp manHOW pabOTHI 3aKITI0OYANTACh B N3YYEHUH BIUSHUS KOHIIEHTPAIINH KOMIIOHEHTOB CMEIIaHHOM
BOCCTaHOBHUTEIIbHOM cucteMbl, cojepxaiieii ['X nu AK, Ha onTuueckre U MOp(oJIOTHYECKUE CBOMCTBA
HaHOCTEP)KHEH, T. €. UCCIe0BaHuU Bo3MoxHOCTH ynpasienus JI[IIIP B BugumMom criekrpaibHOM Jina-
nasone. [Ipeanonaranoce, 9To cMemIaHHBIA BOCCTAHOBUTENH 3aMETUT POCT 3apOJIBIIIEH 110 CPAaBHEHHIO
¢ npumeHeHneM AK, 4To JacT BO3MOXHOCTh KHHETHMUYECKOTO KOHTPOJIA MpOoLEecca U MOMyUeHHUs] HaHO-
CTepXHei ¢ 6osiee BRICOKIM MOP(OJIOTHYECKAM BBIXOIOM, YEM TIPH HCIIOIb30BaHUH MHINBUIYATbHBIX
BOCCTAHOBUTEIIEH.

MeToauka 3KCIIepUMEHTA.

Cunmes nanocmepoicneil 3onoma. llpucomosnenue pacmeopa 3apooviueti. K 5 mi 0,1 M LITAB
nob6asnsercs 69,5 mxn 0,0155 M HAuCl,, 3arem 30 mxn 0,1 M NaBH, — B 0,2 M NaOH. Pactsop nepen
UCIONIb30BaHkeM nepemenmuBany 30 MuH Juist pasnoxkenus octarkoB NaBH,. Onrudeckas mioTHOCTb
pactBopa 3apojsiiieit Ha 360 Hm cocTtasisuia 0,45-0,55.
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Cunmes ¢ ucnonvzosanuem AK. Jlns npurorosienus pactsopa pocta k 9,5 mi 0,1 M LUTAB no6as-
asmm 325 mxa 0,0155 M HAuCl,. pH pactsopa pocra cocraBuna 2,2, 4T0 HaXOAUTCS B ONTHMAIBHOM
Jarna3oHe i MakcuMasibHoro Mopdostoruueckoro Beixoga HC3 [21]. Mocie sToro k pactBopy pocTa
nonuBanu Tpedyemeiit 0obem 0,01 M pactBopa AgNO,. KonnenTpanus Ag" BappupoBanach B JUana3oHe
20-95 MxM (tabmn. 1). K momyuenHOMy pacTBOpy nipu nepememmnBanuu godasmsmu 60 mxm 0,1 M AK.
PacTBop ocTaBisiM Npu nepeMemnBaHuy JI0 TOMHOTO obecuBeunBanus (< 1 MuH). 3aTeM, MOCTOSIHHO
TTOMETIINBAsI, JOOABISUTH 12 MKII pacTBOpa 3apOABIIIcH, mepemMeInuBan B TeueHrne 30 ¢ ¥ OCTaBIISUTH TTPH
KOMHAaTHOH Temmneparype (22-24 °C) ne meHee yem Ha 12 .

Cunmes c ucnonvzosanuem I'’X. K5 mn 0,1 M LITAB no6asmsiiu 4,35 M JUCTHIITUPOBAHHOMN BOJIBI
1 490 mxi1 0,1 M I'X. 3arem mob6asmsuin HeoOxonumbiid oobeM 0,01 M pactBopa AgNO, Ui 10CTHKEHUS
koHteHTpanuu Ag" B quamasone 70—125 MxM (cM. Tabm. 1). PacTBOp OCTaBIsUTH TIPH TIOMEIITMBAHUH
Ha 5 muH. Jlanee k moaydeHHOMY pacTBopy fAobasnsam 325 mxi 0,0155 M pactsopa HAuCl,, pH = 2,2.
PacTBOp nepuoanvecku nepeMennBaii U OCTaBIsUIN A0 mosHoro obecupeunBanus (~10 mun). [Tocue
aToro nobaBisumk 12 MiT pacTBopa 3apomdbliieii 3010Ta. PactBop mepemenmuBanu B Teuenue 30 ¢, 3atem
OCTaBJISUTH ITPU KOMHATHOH Temmeparype (22—24 °C) e menee yem Ha 12 4.

Cunmes ¢ ucnonvzosanuem cmewannozo soccmanosumens (I'’X + AK). K5 mn 0,1 M LITAB no6asisi-
11 4,35 M1 TUCTHUTHPOBAHHON BOIBI M HeoOxomuMbIit oobem 0,1 M I'X. Konmentparus I'X BapsupoBa-
nack B quanasone 1,1-9,1 MM (tabn. 2). 3arem nob6asnsanu 0,01 M AgNO,, nepememmusanu 5 mus. Kon-
ueHTpaius Ag™ BappupoBajach B auana3zone 35-96 MxM (cM. tabi. 1). Jlanee kK moayd4eHHOMY pacTBOPY
no6asnsamu 325 mxn 0,0155 M pactsopa HAuCl, (pH = 2,2), pactsop ocrapismu Ha 10-15 mMun, nocne
yero pob6asmsm 25-40 mxa 0,1 M AK u ogaoBpemenHo 12 MKJ pacTtBopa 3apojsiiieil. Konnentpamnus
AK BapbeupoBaace B nuamnasone 250—400 mxM. PactBop nepemernBanu B reuenue emie 30 ¢ u ocTaBiis-
JIM TIpU KOMHATHOH Temneparype (2224 °C) ne meHee, ueM Ha 12 4.

Tadnuua . KoHneHTpauus HUTpaTa cepedpa, MCNOJb30BAHHAS NPU CPABHEHUH CHHTE30B
¢ pa3JIMYHbIMH BOCCTAHOBHTEIbHBIMH CHCTEMAMH

Table 1. Concentration of silver nitrate solutions used when comparing syntheses with different reducing systems

daxkTHUECKas KOHIIEHTpaLUs AgNO3, MKM
O0603HaYeHNEe KOHICHTPAI[HH
AK AK+T'X rx
Huskas 20 35 70
Cpennsist 45 65 95
Bricokas 95 95 125

Tabnuma 2. KOHHCHTpaHI/II/I BOCCTaHOBHTeJ’leﬁ, HCIO0JIb30BAHHbIEC IPU CPABHEHUHN CUHTE30B
C Pa3/IMYHBIMH BOCCTAHOBUTEJIbHBIMU CUCTEMAMHU

Table 2. Concentrations of reducing agent solutions used when comparing syntheses with various reducing systems

Konuentpanus, MkM
BoccranoBurtenpHas cuctemMa
AK X
AK 600 —
AK+TX 300 4 600
I'X - 4900

Xapaxmepuzauusn nanocmepcneii 30noma. Xapakrepuzauuo HC3 npoBoaunu nocsie ux AByKpat-
HOM 0TMBIBKH OT n30bITKa LITAB 1 npyrux peareHToB ¢ MOMOIIbI0 IeHTpUdyTrupoBanns. CIIeKTPBI ONTH-
YeCKOW IJIOTHOCTH BCEX PacTBOPOB perucTpupoBaiu Ha cnekrpodoromerpe Solar PB2201 (Benapycs).
N306paxkeHus: mpocBeUNBAIONIEH AEKTPOHHON MUKPOCKOMUH OBUIH MOyYEHBI C TIOMOIIHI0 MUKPOCKO-
o JEOL JEM-2100 u JEM-1011. Pactipenenenue 9acTuil 1o pasMepy ObIJIO pAaCCYUTAHO C UCIIOIB30-
BaHHMEM NporpaMMHOro obecnedenus Imagel. Msmepenune n3zera-norenuuana HC3 npoonuim MeTogom
MTHAMHIYECKOTO PAaCcCesTHISI CBETa ¢ HMCIOIb30BaHUEM Ipubopa Malvern Zetasizer Nano ZS90 (Bemu-
koOpuTanus). st onpeneneHus BbIX0Ja PEaKIUU BOCCTAHOBICHUS 5 Ml KojutongHoro pactsopa HC3
HEeHTPpHU(YTUPOBAIIH, PACTBOPSIIM B 1 Mi Tapckoi Boaku u nocie 100-kpaTHOro pasdaBieHus onpeness-
JI KOHIIEHTPALIMIO MOHOB 30J10Ta ¢ TIOMOIIBI0 MacC-CIEKTPOMETpa ¢ MHyKTUBHO-CBSI3aHHOMN IJIa3MOM
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iCAP-Q, Thermo Scientific. Bbrxon peakiuu onpenensiiv Kak OTHOIICHUE MOJTYYCHHON B pe3ynbTare
aHaJIM3a KOHIIEHTPAIM1 HOHOB 30JI0Ta K UX KOHLIEHTpaLuu B pacTBope pocrta. Cocras nosepxHoctu HC3
uccnenosann MetonoM MK-crekrpockonuu ¢ npeodpazoBanreM Dypbe B pekUMe MOTIOLICHUSA-0TPa-
xenust Ha cnekrpomerpe Nexus (Thermo Nicolet), o6opynoBannoro npucraskoii Perkin Elmer Micro
Specular Reflectance Accy-2x. O0Opa3ubl TOTOBWIM HAHECEHUEM PACTBOPA Ha (DOJIBIY C MOCIEAYIOMINM
BBICYIIIMBAHNEM Ha BO3YXE.

Pe3ynbrarel m ux o0cy:xkaenue. BoccranoBurenbHas cnocoOHOCTh NMPUMEHSIEMBIX JIJIsl CHHTE-
3a HC3 pearenToB ompenensier ckopocTs (GOPMHUPOBAHHS METAJUIMYECKOTO 30JI0Ta U, CIEeI0BaTEIbHO,
OKOHYaTeNbHYI0 (opMy Hu anuzoTpomnuio [22]. Crenens anuzorponnu HC3 BiauseT Ha UX ONTHYECKHE
CBOMCTBa, @ IMEHHO Ha MOIOKeHHE MakcuMyma npoxonbHoro JIIIP (Ay.) [23, 24]: yem Bblme ma-
pametp (L / d), onpenenstommii otHomenne anuabl HC3 k ux aumamerpy, TeM B Oonee JUTMHHOBOJHO-
Boit obnactu Haxogutcest MmakcumyM JIIITIP. B kauecTBe BoccTanoBuTeneil B pabore ucnoib3oBanich AK
(E° = 0,390 B [25]), 6onee msarkuit BoccranoButens ['X (E£° ~0,7 B [26]) u cmemmannas cuctema AK +
I'X, B koTopoii n30bIToK ['X 100aBIsIM B peakIMOHHYIO CMECh Ha cTaauu npeaBoccranosnenus Au (111)
10 Au (1), a 3arem HebobIoe kKomruecTBO AK BBOIMIIOCH B CHCTEMY OHOBPEMEHHO C 3apOAbIILIaMH.

Bnusinue nHa cBoiictBa HC3 KOHIEHTpAaMOHHBIX MTApaMETPOB PEaKIIMOHHOW CMecH MOAPOOHO H3Y-
YEHO B JIUTeparype JUlsl MHANBHIyanbHbIX BoccTaHoBuTeneld AK [13, 16] u I'X [18], onnako s cMme-
LIaHHOW BOCCTaHOBUTEIBHOM CHCTEMBI MOAOOHBIX HCCIIEIOBaHUI HE MPOBOAMIOCH. 1o 3Tol mpuunHe
OBUIN HCCIIeIOBaHBI B3aUMOCBSI3H MEXK/1y TIOJIOKEHHEM MakcuMyMa npoponsHoro JIIIIIP u cnienyromumu
napamMeTpamMy PeakIMOHHON CMECH: KOHLIEHTpAIMs HOHOB cepedpa U KOHIIEHTPALHsI BOCCTaHOBUTENEH.

3aBucumoctH nonoxeHust makcumyma JIIIIIP oT xoHIeHTpanuyu HOHOB cepedpa MPH MOCTOSIHHBIX
3HAYEHUSAX KOHLEHTPALUi BOCCTAaHOBUTENIEH IS TPEX THIIOB CUCTEM IpPHUBEIEHHI Ha puc. 1. B nanHoM
JMana3oHe KOHIEHTPalui HOHOB cepedpa 3aBUCHMOCTH MMEIOT JIMHEHHBIH XapakTep, AanHble 1t AK
1 I'X coOTBETCTBYIOT paHee NOITy4YeHHBIM pesyabsraram [7, 16, 20]. [y cMentaHHO BOCCTAaHOBUTENBHON
CHCTEMBI 3aBUCUMOCTD alllIpOKCUMUpYyeTcs ypaBHeHHeM y = 3,1x + 523,7.

AHanu3 TUTEpaTypHBIX JaHHBIX IOKA3BIBACT, YTO 3aBUCUMOCTD A OT KoHIEHTpauuu AK B Kiac-
CHUYECKOM BapHaHTE CHHTE3a UMEET JIBa SKCTpeMyMa U onpexaensiercs cootnomenuem [AK] / [Au (11D)].
MexaHu3M 3TOTO BIMSAHUS O CHX NOp MOJHOCTBIO HE M3ydeH. EciM cOoOTHOIIEHHE KOHIIEHTpalui
[AK] / [Au (III)] < 1, To HC3 He dopmupyrotcs [27], 4TO CBA3aHO C HEAOCTATOUYHBIM CTEXHOMETpPUYC-
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Puc. 1. BaBucumocTh Makcumyma rpogosibaoro JITITIP HC3 ot koHueHTpanun Ag”™ Uist pa3IiyHbIX BOCCTAHOBUTEIBHBIX
cUcTeM (3HAUCHHSI KOHIICHTPANil BOCCTAHOBUTEICH IIPHBEICHEI B Ta0I. 2)

Fig. 1. The dependence of the gold nanorods longitudinal LSPR maximum on the Ag" concentration for various reducing
systems. The reducing agents concentrations are given in table 2
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ckuM konruectBoM AK Ha ctaanu npegsoccranoBieHus (ypaBHeHue peakuuu 1). IloBblenne KoHIeH-
tparmu AK B nuamazone [AK] / [Au (II1)] = 1-1,5 npuBomuT k caBury Makcumyma rpogonsaoro JITITTP
B KOPOTKOBOJTHOBYIO oOmacts [13, 27, 28], mpu [AK] / [Au (III)] = 1,5-2 Habmromaercs 6aTOXpOMHBIH
casur [27], nanpreimree noseimenue [AK] / [Au (III)] > 2 ciocoOGCTBYeT THIICOXPOMHOMY CMETICHHUIO
M HC3 [29]. Tlockonbky urorosoe 3nauenue L/ d pactymux HC3 onpenensiercs COOTHOLIEHUEM CKO-
pocteii pocTa UX OOKOBBIX TPaHEH U KOHIIOB, TO MOXKHO HPEAIIONoKNTh, uto nipu [AK] / [Au (II)] < 1,5,
T. €. IpU cTexruomMeTpuieckoMm Hejpoctarke AK mo ypaBHEHHUIO 2, MOXKET yCHJINBATbCs BIMSHUE HA MPO-
[IECC BOCCTaHOBJICHHSI MOAMOTEHIMAIBHO OCAXICHHBIX MOHOB cepebpa [30], ancopOupoBaHHBIX Tpe-
UMYIIECTBEHHO Ha OOKOBBIX TpaHsx (peakmus 3). JloctaTodHoe IUisi BOCCTAHOBIEHHSI COOTHOIICHHE
[AK] / [Au (II)] =1,5-2 naeT BO3MOXKHOCTH OCaKJaThCs aToOMaM 30JI0Ta KOHTPOIHPYeMO Ha Hanbosee
akTHBHBIX KoHIax HC3 myTeM MmpsMOro BOCCTAHOBIICHHUS, 3a CUET Uero Mpoucxomut pocT L / d. Ilpu
6ompirom n36bITKe Bocctanosutens U [AK] / [Au (III)] > 2 mponcxoauT HEKOHTPOIUPYEMBIil OBICTPHIH
poct HC3 cpasy mo Bcem HarpaBICHUSIM.

B cMmemaHHON BOCCTaHOBUTEIIBHOM CHCTEME, MPEJICTAaBICHHON Ha puc. 2, a, popmupoBanue HC3
HaOJII0IaeTCs IPU COOTHOIIEHHH KoHuenTpauii [AK] / [Au*"] = 0,5-0,8, 4To coracyercst co cTeXxuome-
Tpueit peakiuu BocctanosieHus Au (1) mo Au (0) (ypaBrenue peakuuu 4). Takum o06pasom, 3a cuet ['X,
00ABIISIEMOTO Ha CTaJNU TPEIBOCCTAHOBICHUS (YpaBHEHHE S5), MBI UMEEM BO3MOXKHOCTb YMEHBIIHUTH
KOHIIEHTpAIMIo Oosee CHiIbHOTO BoccTaHoBuTeNd AK B cucTeMe u TeM caMbIM 3aMeTUTh MPOIIecC BOC-
CTaHOBJICHHMS, JeJasi ero 6osee KOHTPOIUPYEMBIM:

CH,0, + Au*— Au'*+ C,H,O, + 2H", )
3CHO,+ 2Au*"— 2Au’+ 3CH,O, + 6H", )
Au'+ Ag’ "— 2Au’+ Agl, 3)

CH O, + 2Au""— 2Au’+ C,H,O, + 2H", @)
CH(O,+ Av**— Au""+ CH,0,+ 2H", 5)
CH,0,+ 2AuM— 2Au’+ CH,0, + 2H". ©)

W3menenue konneHTpanuu AK B HeOOIBIINX TpeeNiaX OKa3bIBAeT CYIIECTBEHHOE BIHMSIHHE HA T10-
noxenue JITITIP HC3 (cM. puc. 2, a) Ipy HCIIONB30BaHUH CMEIIAaHHON BOCCTAHOBHUTEIHHON CUCTEMBI TaK
JKe, Kak ¥ n3MeHeHue KoHieHTpanuu ' X B auanazone 1,1-2 MM, T. €. ipu IByKpaTHOM U Ooiiee n30bITKe
1o oTHoweHuio K Au’" (puc. 2, b, ypaBaenune peakuyu 5). [Ipy qanbHelIneM MOBBIIIEHHH CONEPKAHMS
I'X BnustaEe ero n30bITKA Ha ToNokeHue Makcumyma JIIIIIP He3HaunTenpHO: M3MEHEHUE KOHIICHTpa-
nuu I'X B nuanazone 2—9 MM npuBOIUT K 6aTOXPOMHOMY CIBUTY MakcMMyMa He Oosiee yem Ha 30 HM.
Bepositho, 60m1b1m0# n3061TOK ['X M0 otHOMIEHUI0 B AK MuHmMum3upyet yuactue AK B porecce Boccra-
nopjieHus HC3. DxcTpeManbHblii BU 3aBUCUMOCTH A ;e OT KOHLEHTpauuu I'X (puc. 2, b) npu noCTosH-
Hoii koHIIeHTpanuu AK cBHIETeNbCTBYET 0 BcrioMorarenbHoM yuacTun ['X Ha cTauy BOCCTAaHOBICHHS
(peakmus 6), a HE TOJBKO Ha CTATUHU MPEIBOCCTAHOBJICHUS (peakius 5). Bo3aMOXKHOCTh alTUTHBHOTO
BOCCTaHOBUTEIIHHOTO JIEHCTBHS CMECH THAPOXUHOH + (DEHUIOH, CBI3aHHOTO C BOCCTAHOBICHUEM OKHC-
neHHOH Gopmbl Gperunmona ['X, onuckiBanachk paHee Jist Mpoliecca BOCCTaHOBIICHUs cepedpa [31].

IToMmumo Bo3MOKHOCTH yrpasiieHus: nonoxkenuem JIIIIIP B cmemaHHON BOCCTaHOBUTEIBHOM CH-
cTeMe s cpaBHEHHS ee d(PPEKTHUBHOCTU B COMOCTABICHUN C WHAWBUAYAIbHBIMH BOCCTAHOBUTEISIMH
MCCIIeIOBAIMCh TAK)KE BBIXOJ PEAaKIIMU BOCCTAHOBIICHHUS 30510Ta U Mopdonorudeckuii Boixox HC3 mpu
MIPUMEHEHUH TPEX THIIOB BOCCTAHOBUTEIEH.

C 371011 11e11b10 OBUTO CHHTE3UPOBAHO T10 TPH KOJUTOUIHBIX pacTBopa HC3 co 3HaYeHnsIMr MakcuMyMa
nponoasHoro JIIIP, nexxantumu B mranazonax okoio 630, 730 u 840 M. [1pu stom 3unauenus L / d HC3
JUIST BRIOpAaHHBIX 3HAYCHWH MAaKCHMYMOB COCTABIJISIET OPHEHTUPOBOYHO 1,5, 2,5 u 3,8 COOTBETCTBEHHO,
coryIacHO JaHHBIM [23, 24].
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Puc. 2. 3aBucumocts Makcumyma rpopoasaoro JIIITP HC3 ot konuentpaun: a — AK ([['X] = 2,3 MM, [Ag"'] = 35 MmxM);
b—TX ([AK] =300 mxM, [Ag"'] =35 MxM)

Fig. 2. Dependence of the LSPR maximum of gold nanorods on the concentration of (a) — ascorbic acid ([hydroquinone] =
2,3 uM, [Ag™] = 35 uM); (b) — hydroquinone ([ascorbic acid] = 300 uM; [Ag™] = 35 uM)

W3 ananuza puc. 1 u 2 cienyer, uto HauboJiee yI00HBIM CIIOCOO0M yrparieHus nosnoxeHuem JITITTP
HC3 B mmpokom criekTpallbHOM JAMaria3oHe SBJIseTCS BapbUpPOBAaHME KOHIIGHTpAIlMM MOHOB cepedpa,
nosTomy nosjoxenue makcumyma JIIIIIP 3apaBanoch UMEHHO TakuM 00pa3oM, HCXOs U3 IKCIIEPHMEH-
TaNbHBIX JIaHHBIX, MPEACTABICHHBIX HA pUC. |. 3HaUCHHs KOHLEHTpAIUH BOCCTAHOBUTEINCH BBHIOpAHBI
TaK, 4TOObl CyMMapHasl MX KOHLIEHTpalus Obljla OJJMHAKOBA BO BCEX OIBITAX (KPOME OMbITa C WHANWBHU-
nyanbHoi AK, mocKkosibKy OHA HE MOXKET OBITh B3STa B TAKOM K€ M30BITKE, KaK MHIUBHUIya bHbIH [ X 0e3
3HAUUTETHLHOTO CHIDKEHHSI MOHOJMCIIEPCHOCTH U MOP(OIOTHYECKOTO BBIX0/Ia; 3HaUCHHE KOHIICHTPALUH
AK 0b110 110100paHO 110 pe3yJibTaTaM JIOTIOJHUTEIBHBIX OIBITOB C IEJIbI0 00eCIIeUeHUs] MAKCHMAJIBHOTO
BBIX0JIa BOCCTAHOBJICHHSI IPH COXPaHEHUH MOPQOIOTHYECKOr0 BhIX0/a Ha rpreMieMoM ypoBHe). [Tox-
poOHBIe 3HaUEHHS KOHIICHTPALUil BOCCTAHOBUTEIICH U HUTpaTa cepedpa npuBeeHb! B Ta0m. 1 u 2.

BrIxon peakiiy BOCCTaHOBIICHHUS 30JI0Ta JJIsl TPEX TUIIOB BOCCTAHOBUTENBHBIX CUCTEM IOKa3aH Ha
puc. 3, a. Bugno, uro ucnons3oBanne AK u cMemaHHOro BOCCTaHOBUTENS IPUBOAUT K MIPUMEPHO OJTU-
HAKOBBIM pesynbraram (4548 %); I'X — k 3ameTHO Xymamemy. CiaenyeT OTMETUTh TCHICHIIUIO K HEKO-
TOPOMY YBEIMUCHHIO BBIXOAA MPH MOBBINICHUHM KOHIICHTPAIMH cepedpa, KOTOPYIO IEMOHCTPUPYIOT Kak
AK, Tak ¥ cMellIaHHbI BOCCTAHOBUTEIb.

HopmupoBannsie criekTpsl ontuyeckord miuotHocTh HC3, CHMHTE3MpPOBAHHBIX C HCIOJIb30BAaHUEM
pa3IYHbIX BOCCTAHOBHUTEIIBHBIX CUCTEM IPH PA3IMYHBIX KOHIECHTPALUSIX Ag" B PEaKIIHOHHOW CMECH,
MpeJCTaBiIeHBI Ha pucC. 3.

TunnyHyio CTPyKTypy CHEKTpa MOMIOIIEHUs KOUIOUAHBIX pacTBopoB HC3 nemoncTpupyet puc. 3:
B KOPOTKOBOJIHOBOM 001acTu (okomo 520-530 uM) HabmrogaeTCs MUK, COOTBETCTBYIONIUIN MOTIEPEIHOMY
JITIIIP, a B IJIMHHOBOJIHOBOM — 00Jiee MHTEHCUBHBIN, COOTBETCTBYOIIMHN 1TpogosibHomy JITIIIP. Hckiro-
4yeHue cocrapisier cucrema ¢ ['X B kadecTBe BOCCTaHOBUTENS (pHC. 3, b): CIIEKTP MPEACTaBIIsICT cO0OM
TUMHMYHBIA CIIEKTP MOMIOMICHUS! CPepUUECKUX HAHOYACTHI. DTO COMIACYETCs ¢ JaHHBIMU APYTHX pa-
60T 0 cinoxxHoctu noxydeHust HC3 ¢ MajabIM COOTHOLICHUEM JJIHHBI K THAMETPY MPH BOCCTAHOBICHUH
I'X[19, 20].

Haunbonee nHGOpMATUBHBIMUA C TOYKH 3pEHHS TOJIyYeHHs JaHHBIX 0 Mopdoiorun HC3 susior-
Csl CIeyIoIlne XapaKTepPUCTHUKU CIIEKTPOB ONTHYECKOM TUIOTHOCTH: MOJYHIMPUHA MHUKA MPOIOJIBHOTO
JIIIIP (xapakTtepusyeT nonuaucrepcHocTs noiaydeHHbix HC3) u cooTHoIIEHHE BBICOT MPOAOIBHOTO
(ITMHHOBOJIHOBOT'0) U MOIMEPEYHOro (KOPOTKOBOJIHOBOTO) MUKOB (Kaue€CTBEHHO XapaKTepu3yeT MPUMeCh
cepuueckux HaHo4acTull [32]: YyeM BBIIIC COOTHOIICHUE, TEM HUXKE NpUMECh HaHOc(hep, a 3HAYMT,
BbIIIIE MOP(OIOTHYECKUI BBIXOM). Pe3yabTarel aHamm3a STHX XapaKTePUCTUK JJIsl TPEX THUIIOB BOCCTAHO-
BUTEJIbHBIX CUCTEM IPEJCTABIEHBI HA pUC. 4, U3 KOTOPOTO CIEAYET, YTO C POCTOM COOTHOIIEHHS CTOPOH
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Puc. 3. HopmuposanHsle crieKTpsl ontrdeckoi motHoct HC3, cHHTE3npOBaHHBIX C UCHONIB30BAHUEM Pa3IHIHBIX BOCCTA-
HOBHUTEIBHBIX CHCTEM IIPU PA3IMYHBIX KOHICHTPAUUIX Ag" B pEaKIIMOHHON CMECH: ¢ — JaHHBIE O KOJIUYECTBECHHOM BBIXOJIE
peaKIiy BOCCTAHOBICHHUS 30J0Ta TSI PA3IHIHBIX BOCCTAHOBUTEIFHBIX CHCTEM; CPAaBHEHHE CIIEKTPOB OMTHYECKON MIOTHO-
ctu 3o07eit HC3, cuHTe3npOBaHHBIX IIPH UCIIOIB30BAaHUHU TPEX BUIOB BoccTaHOBUTENbHBIX cucTeM (AK, AK +I'X, I'X) u (b)
HU3KHX, () CPEIHUX U (d) BBICOKMX KOHIIEHTpALUAX Ag" (ToYHbIe 3HAUCHU S TIPUBEACHBI B Tab. 1). 3HaUCHHSI MAKCHMYMOB
npoposabroro JIIITP naxoastes B quanazonax 632 + 6 um (b), 726 + 11 um (c) u 842 + 5 um (d). Ha BctaBkax — GpoTo 3051€i
HC3 (cneBa nanpaso: AK, AK + I'X, I'X)

Fig. 3. Normalized optical density spectra of gold NRs synthesized using various reducing systems at different
concentrations of Ag" in the reaction mixture: (@) — Data on the quantitative yield of the gold reduction reaction for various
reduction systems. (b—d) Comparison of the optical density spectra of gold nanorod sols synthesized using three types
of reducing systems (ascorbic acid, ascorbic acid + hydroquinone, hydroquinone) and low (b), medium (c) and high (d)
concentrations of Ag” (see table 1 for exact data). The values of the longitudinal LSPR maxima are in the ranges
of 632 £ 6 nm (b), 726 + 11 nm (¢) and 842 + 5 nm (d). On inserts — photo of gold nanorods sols (left to right: ascorbic acid,
ascorbic acid + hydroquinone, hydroquinone)

HC3 (cmemennem makcumyma JITTIP B AmMHHOBOIHOBYIO 00J1aCTh) MOHOIUCTIEPCHOCTH 10 ymmHe HC3
MEHSIETCS] He3HAYUTEIBHO, HO TIPU 3TOM YMEHBIIIAeTCs IPUMECh C(hepUUSCKUX YaCTHIL.

Bo Bcex ciydasx MCHONB30BaHHE CMENMIAHHOW BOCCTAHOBUTEIHLHOW CHCTEMBI TIO3BONISIET JOOUTHCS
3HAYUTEIHHO MeHbIIel mupuHbl monockl JIIIIIP, yem wncmonp3oBaHMe WHIMBUAYAIBHBIX BOCCTAHOBH-
teneit (puc. 4, a). 3 nuHAMBUAYaTbHBIX BoccTaHOBHUTENEH it AK HaOmonaroTcss MEHbBITNE 3HAYCHUS
mwpuHbl, 9eM 11 ['X. Yto kacaeTcst COOTHOIIEHHUS BBICOT JTMHHO- M KOPOTKOBOITHOBOH ITOJIOC, TO UC-
nonp30Barre ['X MPHUBOAUT BO BCeX ciydasx K Ooiee HU3KOMY MX COOTHOIIeHuto. AK u cMernraHHbIi
BOCCTaHOBHUTEIb JICMOHCTPUPYIOT COITOCTAaBUMBIE PE3YJIbTaThl MPH HU3KUX W BHICOKUX KOHIIEHTPAITUSIX
cepedpa. OmHaKo ISl Ka9eCTBEHHOW OLEHKU MPUMECH Cc(hepruecKrX HaHOYACTHUIL CIEAYeT TaKkkKe YUu-
THIBaTh (JOPMY CIIEKTPOB TOTJIONIEHHS 30JIeH, & IMEHHO HAJIM4YWe JUTMHHOBOJHOBOTO KPhLIa B OOJACTH
nioriepeuHoit mostockl JITITIP 520-550 am: 9em oHO Oosiee BBIPAKEHO, TEM BHIIIE MPUMECh Chepude-
ckux Hanowactull [33]. Ha puc. 3, b u d 4eTKo BHIIHO, YTO JUIMHHOBOJIHOBOE KPBIJIO OOJIee BHIPAKEHO
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Puc. 4. [lannsie o noxymupuse monocs! npononsaoro JIIIIP (@) u coorHomennu BoicoT npogoisaoro JIIIITP
K nonepeyHomy (b) s HC3, momydeHHBIX ¢ UCTIOJIB30BAHUEM Pa3INYHBIX BOCCTAHOBUTEIBHBIX CUCTEM

Fig. 4. Data on the longitudinal LSPR half-width (@) and the longitudinal to transverse LSPR height ratios (b)
for gold nanorods synthesized with various reducing systems

y HC3, cunTe3npoBaHHbIX ¢ Hcnonb3oBaHueM AK, uem co cMenraHHbIM BoccTaHoBHUTeNeM. TakuM 00-
pa3oM, MOJKHO YTBEPKJaTh, YTO BO BCEX TPEX CEpUSAX CHMHTE3a MHUHHMAJIbHOE COAEPKaHUE MPUMECHBIX
cepuiecKknux 4acTHIl copepkanoch B 301X HC3, MomydYeHHBIX B yCIOBUSX MPUMEHEHHS CMEIIaHHOM
BoccraHoBuTenbHOH cuctembl AK + I'X. U3 puc. 4, b cnenyer, uro Hanbomee CylieCTBEHHBIE pa3iinyHs
[0 TIapamMeTpaM MOHOJHCIIEPCHOCTH M MakcHMaibHOro Mopdonoruueckoro Beixoga HC3, cuHTe3upo-
BaHHBIX C UCIIOJI30BAHUEM CMEIIaHHOW BOCCTAHOBUTEIILHOM CHCTEMBI, TI0 CPABHEHUIO C MHINBUYalb-
HBIMHU BOCCTaHOBHTEISIMU HaOmonanuck st HC3 ¢ mpoionbHBIM MakCUMyMOM B oOmactu 726 + 11 HM
(mns cpenHel KOHIIEHTPAIIMK HOHOB cepedpa B pacTBOPE POCTA).

J1J1st KOTMYEeCTBEHHOW XapaKTepu3alii MOPQOIOTHIECKOT0 BBIX0O/Ia ObLT IPOBE/ICH CTaTHCTHYECKUH
aHanmn3 GOpPMBI U pazMepa C UCIOJIb30BAHUEM JAHHBIX MPOCBEUNBAIOIICH IEKTPOHHON MUKPOCKOITHH
(puc. 5).

Pe3ynbrarhl aHanu3a THCTOTpaMM paclpeeleHnus YacTHIl 10 pa3MepaM MpeicTaBieHsl B Talm. 3.
Cpennue 3Haduenuns uHbI 1 quamerpa HC3 yBenmnuuBatotest npu nepexoae ot AK depes cmemanuyo
cucremy Kk ['X nipu 6nuzkom cootnomennu L / d HC3. B 1o ke Bpemst Ha puc. 5, d IPUCYTCTBYIOT YaCTH-
Il C 320CTPEHHBIMH KOHIIAMH BMECTE C KJIACCHYECKHMHU HAaHOCTEP)KHSIMHU, OTHAKO BCe HaOI01aeMble Ba-
puanTsl popmbl HC3 HecylecTBEHHO BIHUSIOT Ha OTKIOHEHHUS OT CPEJHET0 3HAYCHUS JUTMHBI U THaMeT-
pa, pa3dbpoc AaHHBIX 3HAYEHUH MEHBbIIIE, YeM B CITydae IPUMEHEHNS MHIMBUIYaTIbHBIX BOCCTAHOBHUTENEH
(Tabm. 4). O10 cormacyeTcsl ¢ JaHHBIMH PHC. 4, @ 0 MUHUMAJIBHON TOIYIIUPHHE MOJIOCHI IPOJOIHLHOTO
JIIIIP, a 3HauuT, U Gosee BHICOKOM creneHn MoHomucnepcHoctn HC3, Momy4eHHbIX ¢ MpUMEHEHHEM
CMEIIaHHOTO BOCCTaHOBUTES. 3a0CTpeHHas (hOpMa HAHOYACTHII 30JI0Ta [TO3BOJISIET AOCTHTaTh Oosiee NH-
TEHCUBHOW KOHIICHTPALIMH JIEKTPOMArHUTHOTO TIOJISI, M, CJIEA0BATENILHO, Ooliee BRICOKUX K0 huIeH-
TOB TJIA3MOHHOTO YCHJICHHSI BTOPUYHOTO M3ITydeHus [34], ueM 3TO BO3MOXKHO JIJIs HAHOCTEP>KHEH, CUH-
TE3UPOBAHHBIX C UCIOJB30BAHUEM MHANBUAYyATbHBIX BoccTaHoBuTenel. [1o qanaeiM Tabmn. 3, s HC3
¢ OJIM3KKUM COOTHOIIEHUEM L / d TpruMeHeHre CMEIIaHHOTO BOCCTAHOBHTEIS IA€T TAaK)Ke MUHUMAIIbHYIO
JIOJTI0 HECTEP KHEBUIHBIX YACTHIL, YTO COINIACYETCS C MPUBEACHHBIM paHee aHaiu3oM puc. 3, b—-d u 4, b.
Paccunranusie cooTHomenus L / d coctapmstior 2,0-2,1 st Hu3koit koHteHTpanuu [Ag'], 2,5-2,7 — mist
cpenueit u 3,4-3,8 — 17151 BEICOKOIA.

Jlig cpaBHEHUS XUMHYEcKoro cocrara nosepxnoctn HC3, momyyeHHBIX C TOMOIIBIO Pa3IMYHbIX TH-
MIOB BOCCTAaHOBMTENEH, ObUT BhIMOIHEH aHanu3 meTonoM UK-cnekrpockonuu (puc. 6).

B o6nmactu 2 850-3 000 cm!, 1 460—1 500 cm~!, 960 cm™! u 720 e as HC3 Bcex Tpex cucrem
NpOsIBNIAIOTCSA Hambonee MHTEHCHBHBbIE BajeHTHbIe konebanms C—H (CH,-rpymmer), N*-CH,, C-H
(CH;-rpynmer) u C-C coorBercTBeHHO, Xapakrepuble a1 LITAB [35, 36]. M3mepennslii n3eTTa-norex-
[[Majl MOBEPXHOCTU BCEX THUIIOB HAHOUYACTHUI[ HaxXoAwics B oonmactu +34...+44 mB. Otu nannasie cBumie-
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AK +TX, [Ag'] = 35 MmxM

T'X, [Ag'] =70 MxM
=

I'X, [Ag']=95 MxM

Puc. 5. U3o6paxenne [I9M HC3, nonyueHHbIX ¢ IPUMEHEHUEM TPEX THIIOB BOCCTAHOBHUTEIBHBIX cUCTEM: (¢, d, g) — AK,
(b, e, h) — [AK+TX], (¢, f; i) - T X u (a, b, ¢) — Hu3KuX, (d, e, f) cpenuux u (g, h, i) — BHICOKMX KOHIEHTpauit Ag”.
Macmrrabras nuneiika 200 Hm st a—c, g—i, 100 HM 1t d—f

Fig. 5. TEM image of gold nanorods synthesized using three types of reducing systems: (a, d, g) — ascorbic acid,
(b, e, h) — [ascorbic acid + hydroquinone], (c, f, i) — hydroquinone and low (a, b, ¢), medium (d, e, f) and high (g, A, i)
concentrations of Ag*. Scale bar is 200 nm for a—c, g—i, 100 nm for d—f

Tab6nuua 3. Pesyabrarsl [I9M-ananu3a pazmepoB u Mopgdoaorudeckoro Boixona HC3, cuHTe3MpoBaHHBIX NPH
HCI0JIb30BAHUH TPeX THIIOB BOCCTAHOBUTEIBHBIX CHCTEM

Table 3. Results of a TEM analysis of the size and morphological yield of gold nanorods synthesized using three types
of reducing systems

oo | gt | JHCO: | Rt @, et | e

HOH CUCTEMBI

AK 20 46,1+ 7,2 (15,6 %) 23,0+3.8 (16,5 %) 420 2,0

45 55,7+ 74 (13,3 %) 223+2,1 (94 %) 710 20 2,5

95 69,5+ 7,1 (10,2 %) 18,3 +2.3 (12,6 %) 3 3.8

AK +TX 35 56,2+ 6,1 (10,9 %) 273 +2.,5 (9,2 %) 10 17 2.1

65 64,3+ 5,7 (8,9 %) 23,4+ 1,6 (6,8 %) 3-13 27

95 771+ 6,5 (3.4 %) 19,9+ 1,0 (5,3 %) 7103 3,9

X 70 93,3+ 11,8 (12,6 %) 46,6 + 8,7 (18,7 %) 70 55 2,0

95 91,0 + 13,8 (15,2 %) 353 +4,3 (12,2 %) 30-40 2,6

125 102,8 + 17,8 (17,3 %) 30,4+ 3,8 (12,5 %) 21-36 3.4
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Puc. 6. UK-®ypbe criekTpbl TPONyCKaHUs, TOTYUYCHHBIX ¢ IPUMEHEHHEM TPeX BOCCTaHOBUTENBHBIX cuctem: AK (1),
AK+TIX (2),I'X (3), a raxxe cnextpsl LITAB (4), AK (5) uI'X (6)

Fig. 6. IR-Fourier transmission spectra of gold nanorods synthesized using three reducing systems: ascorbic acid (1),
ascorbic acid + hydroquinone (2), hydroquinone (3), as well as the spectra of cetriltrimethylammonium bromide CTAB (4),
ascorbic acid AA (5) and hydroquinone HQ (6)

TENbCTBYIOT O TOM, 4TO Ha noBepxHocTH HC3 ocHoBHBIM KomMnioHeHTOM sBisieTcst LITAD BHe 3aBucumMo-
CTH OT THIIa BoccTaHOBHUTENbHO crucTeMbl. Konebanus C=0 u C=C AK B o6nactu 1 750 cm ' 1 660 cm!
cooTBeTCTBEeHHO [37] BunHBI Takke B ciekTpe HC3, BoccTanoBinenHbix AK, v cMenieHs! B 0051acTh Ooee
Hu3kux actot (1 735 cm'u 1 580 cm!). Cnabast monoca konebanuiit C=0 cBsizeii B obnactu 1 735 cm !,
orcyTcTBytomas y uncroro ['X, nossnsercs u g HC3, BocctanoBiaeHHbIX ['X, 4TO MOXKET CBUAETENb-
CTBOBaTh 00 OKMCIICHNH 10 XMHOHA B nponecce cuHTe3a HC3 n yactuuHON ancopOunu BocCTaHOBUTENEH
1 TIPOYKTOB UX OKHcieHus Ha noBepxHocT HC3 npu cunrese.

BeiBoasl. [Ipennoxen HoBbIM noaxon k cuntesy HC3 — npumenenne cmecu BocctanoButeneit AK
u I'X. [locnequuii yuacTByeT KaK Ha CTaJuH MpeaBoccTaHoBieHus, Boccranasnusas Au (I1I) no Au (1),
TaK M SBISETCS BCIIOMOTATEIbHBIM BOCCTaHOBUTENIEM Ha craguu BoccTaHosieHus Au (I) mo Au (0).
Hcnonp3oBaHnue cMeaHHOW BOCCTaAaHOBUTENIBHOM crucTeMbl Mo3BoisieT noayunts HC3 ¢ mpononbHeIM
IUIa3MOHHBIM pe30HaHCcOM B obmactu 600—845 HM, XxapakTepu3syromuecs: OOIbIINMH 3HaUSHUSIMH MOHO-
JHUCIIEPCHOCTH ¥ MEHBIINM COJIEpKaHUEM MTPUMECH C(hepUIeCKHUX YacTHUI], YeM IPH UCTIOIBb30BaHUU HH-
nuBuAyanbHbIX BocctaHoBuTeneil — AK u I'X. Ilpu 3ToM BBIXOJ peakiuu BOCCTAHOBIEHHS JOCTUrAeT
48 %, 4TO COMOCTaBUMO C BBIXOJOM IpHu BoccTaHOBIeHHH AK 1Mo kinaccuueckoil METOAMKE MOTydeHHs
HC3 u 3HaunTensHO BhIIE, YeM NMpH BoccTaHoBIeHUH ['X.

Wccnenosansl 3aBUCUMOCTH MONIOKEHUST MakcuMmyMa nponoasHoro JITITIP HC3, cuntesnpoBaHHbBIX
C MCIOJIb30BaHUEM CMEIIaHHOTO BOCCTAHOBUTEIISI OT KOHLIEHTpauu HoHoB cepebpa, AK u I'X. Jlannsie
Pe3yNIbTaThl MO3BOJISIOT MOA00paTh YCIOBHsI CHHTE3a, HeoOxoauMeble ais nmonydyenuss HC3 ¢ Tpebyembim
MIOJIOKEHUEM MakcuMyMa nponosibHoro JITITIP.

Takum 06paszom, cMemmanHblil BocctanoBuTenb AK + I'X sBmsieTcst nepcneKTHBHON BOCCTaHOBUTEIb-
Holi cuctemoii ;g nonyyeruss HC3 ¢ makcumymom npononsaoro JITIIP, nexanm B BUAXMON/OIiK-
Heit UK-o6nactu, 1 0cOOEHHO A7l MOTYYEeHHUs] KOPOTKUX HAHOCTEPYKHEH ¢ MAaKCUMYMOM MPOAOIBHOTO
JIIIIP B obnactu 600-700 um. KonTpons 3a monoxenuem JIIIIIP oTkpbiBaeT BO3MOKHOCTH CHHTE3a
HC3 ¢ 3anannpIMu cBOWCTBAMH JUIsl KOHKPETHBIX ONTHYECKHUX U CIIEKTPOCKOMUYECKUX 3a/1au.

Baaronaprocru. Asrops! Gnarogapusl A. I Kaposa 3a Acknowledgements. Authors are grateful to A. G. Ka-
nomonp B u3mepenun MK-cnekrpos n B. B. Kupucy 3a co-  roza for assistance in measuring IR spectra and V. V. Kiris for
TPYAHUYECTBO IPH ONpE/ENCHIN KOHLIICHTPALMK HOHOB 30J10-  cooperation in determining the concentration of gold ions on

Ta Ha MacC-CIIEKTPOMETPE ¢ MHIYKTHBHO-CBS3aHHOM a3moil.  an inductively coupled plasma mass spectrometer.
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B. 1. KomeBap, B. I. lllkaapenosa, A. C. [lucbmeHnckas

Hnemumym obwett u neopeanuuecrou xumuu Hayuonanvnot akademuu nayk berapycu, Munck, benapyco

OMVYJIBbCUHU IUKEPUHTI'A QIIOKCUJHOT'O OJIUTOMEPA,
CTABMJIN3UPOBAHHBIE MUKPOYACTUIIAMHU
MOJUP®UIITPOBAHHOI'O TAJIBKA, U X CBOMCTBA

AHHoTanus. [InacTHHYATBIC MHKPOYACTHIBI Talbka, MOAU(MHLINPOBAHHOIO MTOBEPXHOCTHO-aKTUBHBIMHU BEIIECTBAMHU
(TTAB) aHHOHHOTO, HPECTABISIONET0 060l cymbhaTupoBanHoe kacToposoe Macio (LEUKONOL LBA-2) u ampoTrepHOro
(N-OKHCH aNKWIIJUMETHIAMUHA) THIIOB, HCIIOJIb30BAHbI B KAYECTBE TBEPAOr0 CTAOMIM3aTOPA SMYJIbcHH [InKeprHra 2-ro po-
Ja (Boa/Maciio) SIOKCHIHOTO OJIMroMepa. MUKpPOCTPYKTYpa 3TOH dMYJIbCHH B OTIMYHME OT HOJy4YaeMOi ¢ NPUMEHEHHEM
B KauecTBe CTaOMJIM3aTOpa HEMOAU(UIIMPOBAHHOIO MHHEpala XapaKTEepU3YeTCs 3HAUUTEIbHOH IMOJIHMIMCIEPCHOCTHIO,
HaJgu4ueM Oojee BHICOKOW KOHIIEHTpanuu Kamenb pasMepoMm 0,08—1 MKM, a Takxe NPUCYTCTBHEM OOJIBLIETO YHUCIa
KosmoujocoM fuameTpom 4-30 MxM. Xoporas cTabHIBHOCTD 3TOH 3MyJIbCHH 00yCIOBIEHA OTHOBPEMEHHBIM 00pa30BaHUEM
nucrtiepcHoit daspl u3 kamens guamerpom 0,02—0,04 MKM, OKa3bIBAIOIMX Ha Hee JOMOJHHUTENIbHOE CTaOHIN3UpYIOIee
neiictBue. Takue cTpyKTYpHBIE pa3inuus o0yclIoBHIHM 00jee BBICOKYIO CTENEeHb XUMHYECKOTO OTBEPIKIACHHS SMYJIbCHUH U
00pa3oBaHKE MOKPHITHI C OAHOPOJHONW MOPQOJIOrHel U NMOBBIICHHBIMH (U3MKO-MEXaHHYECKUE XapaKTEPUCTUKAMM, YTO
OTKPBIBAET MEPCIICKTUBBI X MCIIOIb30BAHUS B KAYECTBE MJICHKOOOpa30BaTelieH NP1 CO3JaHNH JIAKOKPACOUHBIX MAaTEPHAIOB
OTHE3alIMTHOIO JIEHCTBUS.
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PICKERING EMULSIONS OF EPOXY OLIGOMER STABILIZED BY MODIFIED TALC
MICROPARTICLES AND THEIR PROPERTIES

Abstract. Lamellar microparticles of talc modified with surfactants of anionic (LEUKONOL LBA-2) and cationic (al-
kyldimethylamine N-oxide) types were used as a solid stabilizer of the Pickering emulsion of the 2nd kind (water/oil) of the
epoxy oligomer. The microstructure of this emulsion, in contrast to that obtained using an unmodified mineral as a stabilizer,
is characterized by significant polydispersity, the presence of a higher concentration of drops of 0.08—1 microns in size, as
well as the presence of a larger number of colloidosomes with a diameter of 4-30 microns. The good stability of this emulsion
is due to the simultaneous formation of a dispersed phase from droplets with a diameter of 0.02—0.04 microns, which have an
additional stabilizing effect on it. Such structural differences led to a higher degree of chemical hardening of the emulsion and
the formation of coatings with homogeneous morphology and increased physical and mechanical characteristics, which opens
up prospects for its use as film-forming agents in the creation of flame-retardant paint materials.

Keywords: modified talc, Pickering emulsions, epoxy oligomer stabilizer, stability, emulsion structure, curing, films

For citation. Koshevar V. D., Shkadretsova V. G., Pismenskaya A. S. Pickering emulsions of epoxy oligomer stabilized
by modified talc microparticles and their properties. Vestsi Natsyyanal'nai akademii navuk Belarusi. Seryya khimichnykh
navuk = Proceedings of the National Academy of Sciences of Belarus. Chemical series, 2023, vol. 59, no. 4, pp. 285-294
(in Russian). https://doi.org/10.29235/1561-8331-2023-59-4-285-294

© Komesap B. /1., lkanpenosa B. I'., [Tucemenckas A. C., 2023



286 Proceedings of the National Academy of Sciences of Belarus, Chemical series, 2023, vol. 59, no. 4, pp. 285-294

Brenenne. Tanbk MHMPOKO MCIIONB3YETCS B Pa3IMYHBIX OTPACIAX MPOMBIIIJIEHHOCTH B KQUYECTBE I10-
IJIOTUTEJNIEH, BSOHKYIIINX, HATTOTHUTEIEH, a B TIOCIIEAHEE BpeMs U Kak cTabuiau3aTop sMyascuil [lukepunra
[1]. HemocraTkoM MCXOAHOTO TalbKa SIBISETCS HEBBICOKAs YCTOMYMBOCTD aJICOPOLIMOHHBIX CIOEB M3-32
cy1a00i CBSI3M €r0 YacTHIl ¢ TOBEPXHOCTSIMH HEKOTOPBIX CyOCTpaTroB, 0COOCHHO TP MHTCHCUBHOM MeXa-
HUYECKOM BO3/ICWCTBUH, YTO O0YCIIOBJICHO MO3aMYHOCTBIO TIOBEPXHOCTH 3TOTO MUHEpasia, CoAeprKalien
ruapodoOHble OazanbHble (KpaeBod yron cmauuBanus — 8§0-90°) u ruapodunsHbie OokoBbie (40-60°)
rpanu [ 1, 2]. Ilpn MexaHUYeCKUX Harpy3kax Ha MUHEPAJI B pe3yiIbTaTe pa3Modia IDIomaasb 0a3aabHBIX Ipa-
Hel Bo3pacrtaeT, CHWKask 3(Q(HEeKTHBHOCTD MOJSPHBIX B3auMoaercTBi ¢ yuyactueM OH-rpynm GOKoBBIX
rpaHeil. VI3MeHss XUMUIO TOBEPXHOCTH TaJIbKA IIyTeM MOAU(GHULNPOBAHUS, MOXKHO CYIIECTBEHHO BIHATDH
Ha €ro aJcopOIMOHHBIC U TEXHOJOrMuYecKue cBoiicTBa [3]. PaHee Obuia mcclieioBaHa YCTOHUHMBOCTB
MYJbCUH, CTAOMIN3NPOBAHHBIX MUKpOoYacTUIIaMH Tajibka «Tanskon» Mapku T-20 ¢ pasmepamu yacTuil
5-20 MKM, KOTOPBII HE TIO/IBEpraJics KAKUM-TTO0 MpeiBapuTeNbHbIM 00padoTkaM [1]. B kauecTBe daszbl
Maciia UCIOIb30BalU NpeesIbHBIN yriepon (H-TeKCaH) U OJIMBKOBOE Maciio. BbUTH MoirydeHbl SMyIbCHH
npssmoro Tuma (1-ro poma), ecinu Tambk OBUT MPEIBAPUTEIEHO MPOIUCIICPTHPOBAH B BOAE, U OOpaTHBIE
IMYJbcUH (2-T0 posia) — MpH AUCTIEPTUPOBAHKH €ro B yriiepoaHoi ¢ase. [Ipu sMynbrupoBaHuN OTMBKOBO-
ro Macia (popMHPOBAIUCH AMYJIBCUH TOIBKO OOPaTHOTO THUMA (BOAa—Macio). B npyrux MHOrOUMCIEHHBIX
yONMKAIHSIX,, TOCBSIICHHBIX UCCIIEI0BAHUIO dMYIbcuil [Inkepunra, B kauecTBe (a3l Macia TakKe Mpu-
MEHSUTHCh UCKITIOUNTENIHbHO HU3KOMOJIEKY/ISIPHBIE OPraHn4eCcKUe BelecTBa (TpeesibHbIe YIIIEBOAOPOIbI,
HEKOTOpBIE COpTa MPOMBIIIIICHHBIX Mace) [4—6]. IMeeTcst TUITb HECKOIBKO CTaTeH, B KOTOPBIX IMYIECHH
BBICOKOMOJICKYJISIPHBIX COCAMHEHUH CTaOMIM3UPOBAIN OTPUIATEIBHO 3apsSHKEHHBIMA MUKPOYACTHLIAMH
CHUHTETHYECKHX JIaTeKcoB [7, 8]. Omynbcun [InkeprHTa BRICOKOMOJIEKYIISIPHBIX COSMHEHUH, CTAOHIH3H-
POBaHHBIX MUHEPATbHBIMH MOPOIIKAMHU, UMEIOT 3HAYHUTENIbHBI HHTEPEC 0COOEHHO JJIsl peleHHs 3ajad
WHKAIICYJTMPOBAHNS XMMUYECKU aKTUBHBIX PEareHTOB, TaK KaK C UX UCIIOJIb30BAHUEM MOTYT OBITH MOJY-
YeHbI HAHO-, MUKPOKATICYJIb! (KOJITIOMAOCOMBI) C BeChbMa MPOYHOIN KOMITO3UTHOH 000JI0YKOM B OTHO- MIJIH
JIBYCTaIMIHOM TIPOLIECCE, A TAKXKE JIUISl PETYITMPOBAHUS TOPUCTOCTH MOTUMEPHBIX MOKPBHITHH.

Lesnp paboThl — UCCIIEIOBAHNE BO3MOXHOCTH ITOJIYUYEHHUS 3MYJIbCUI 3MOKCUAHOTO OJIMroMepa Ipu
UCIIOJIb30BaHUM B KaueCTBE CTAOMIIN3aTOpa MUKPOYACTHIL Tallbka, MofuduimposanHoro [TAB, ycnoswuii
(hopMHPOBaHMS MJICHOK U MOKPBHITUI Ha MX OCHOBE C MPOTHO3MPOBAHHEM BO3MOKHBIX BApHAHTOB MPH-
MEHEHHUSI.

JKcnepuMeHTaJIbHAs YacTh. B kauecTBe (a3pl Macna B paboTe MPUMEHSIIN STIOKCHIHBII OJTUTOMEp
mapkun CHS-EPOXX 530 (Spolchemie), B kauecTBe BOMHOM (ha3bl — MUCTHUTHPOBAHHYIO BOIY, ITOTY-
YCHHYIO OYUCTKOHN BOJOIPOBOJHON BOJIBI METOIOM IeperoHku B Oumuctuuistope UD-2016 (ULAB).
C nenpro camxenns Bsa3koctd CHS-EPOXX 530 mis obnerdeHus mporiecca SMYyIbrUpOBaHUS IPUMe-
HSUTM OpraHuueckuil pactBoputens kemiton Hersanoi (OAO «CnaBHedTh-SHOCY). CTaOHIH3AIHIO TT0-
Jy4aeMbIX SMYJIbCHUI OCYIIECTBISUIM MUKPOYACTUIIAMH TaJIbKa (TalbK MUKpoaucnepcHbli Mmapku 10—-80
(BAO «I'EOKOMy)), mpexcrasnstoniero codoi maramesrlii cumukar 4S10,- 3MgO - H,O co cpennum
pasmMepoM yacTull 5 MKM (puc. 1), KOTOpBIH MOABEpPrain XUMHUECKOMY MOTU(PHUINPOBAHUIO IS PETy-
JMPOBAHUS €r0 TMAPOPUIBHOCTH M aJCOPOLMH Ha MOBEPXHOCTH Kallelb 3MYJIbCHMM aHHOHHBIM I1AB,
TpeICTaBIAIONIUM co00ii cynbhartupoBanHoe kactoposoe Macio (LEUKONOL LBA-2, EBPO KOJIOP,
nosepxHocTHoe HaTspkeHue — 41 MH/M, copeprkanue cynbdaroB — 35 %), a Taxke KATHOHHBIM B KUCJIOH
cpene N-okucnom ankunaumerunamuna (OAIA): nmuna yrepoauoi nenu nocieanero — C ,—C, ., ax-
TuBHOTO BemectBa — 30 %, kpuTndeckas KOHIEHTpanus Muteiuiooopasosanust (KKM) — 0,1 %, mosepx-
HoctHoe HaTspkeHue mpu KKM — 30 MH/M. Beibop mannbix [TAB o0ycioBieH BRICOKOH pacTBOPHMOCTHIO
HX B BOAHBIX cpelax ¥ HAIMYHEM BCECTOPOHHEW MH(OpMAaLuU 0 UX CBOMCTBAX.

Moaudukannio Tanbka OCyIIeCTBIISUIN 110 CIeTyIOIIel METOIMKe: TOTOBMIIA BOAHBIE pacTBOphI [IAB
¢ xonuentpanueit 0,05-2 mac.%, B KOTOpble MPHU MEepeMEIINBaHUU C TIOMOIIbI0 MAarHUTHOW MENIAKU
C-MAG HS 7 (IKA) 1o kamisiMm BBOAMIM BOAHYIO CYCIICH3HIO TajbKa (COOTHOIIECHHE 00bEMOB PacTBO-
poB 1 cycnensuii 1 : 2). [Tpu 3ToM ncrnonb3oBany HeiirpanbHblii pactBop LEUKONOL LBA-2 u kucslif
pactBop OAJIA ¢ pH =4,5. Temneparypy nosydeHus cycrneH3uu noaaepxusaiu B uurepsaie 50-60 °C.
[locne mucneprupoBaHusi CyCIIEH3MM OCTABISUIM CTOSATH NPH MEPUOAMYECKOM INepeMelnBaHuM 24 4
JUIsl yCTaHOBJICHUSI paBHOBecHs nponecca. OcaJKu MOPOIIKOB MMOciie HeHTPU(yTrupoBaHus IPOMBIBAIH
B 3TUJIOBOM CIUPTE U BBICYLIMBAIM 10 MOCTOSIHHONM Macchl npu Temneparype 60 °C.
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Puc. 1. Kpucraminueckas cTpykTypa Tajabka [1]

Fig. 1. Crystal structure of talc [1]

HK-criekTpockonuyeckue uccienaoBanus tainbka npoBoawin Ha UK-cnekrpomerpe (Midac Corpo-
ration) ¢ @ypre-npeobpazosanneM M 2000 Series pupmer MTDAC (CIIA) B o6iacti 400-4 000 cm!
¢ paspemenrem 4 cM . 3aperucTpupoBaHHbIE CIIEKTPhI 00padaThIBAIIM C TOMOLIBIO IIporpamMmbl Grams/32
¢dupmbr Galactic (CLA).

JlepuBaTorpaMmbl UCCIIeAyeMbIX 00pa3ioB QukcupoBanu Ha jgepuBarorpadpe Q 1500D (pupma
MOM) B Temnieparypuom unrepsaie 293—173 K B BozaymiHoii arMmocdepe. Macca HaBeCKH cOCTaBIIsIa
200 Mr, CKOpPOCTh TIOIbEMa TEMIIEPATYphl — 5 TpaJi/MUH. B KauecTBe 3TajgoHa MCIOIb30BAIN MTPOKAJICH-
HBIN OKCHJ aJIIOMUHHSA MapKU «X. 4.».

OHpCI[eJ'ICHI/IC BCJIMYMHBI U 3HAKa JSJICKTPOKMHCTHYCCKOI'O IOTCHIMAJIa 4YaCTUl] TaJIbKa (é-HOTeH-
1uasa) u anekrpodopernyeckoit noasmwxkaocTy (DDIT) mpoBoauu Ha yctaHoBke «J[3eTa-90». Jlnanaszon
uaMepenus &-notennuana — +5-80 MB, morpemHocTs u3Mepenuit — +5 %, UIMTeNTbHOCTh U3MEPCHUH —
10 300 c, pazpemaromiasi clocoOHOCTh B CBETIIOM Mojie — 3—50 MkM, 006beM TpoObl — 5—50 mit. 3HaueHue
&-norennuana u DDII npu atom onpenensuim o popmyse [enbmromnbiia — CMoyxoBckoro [9].

OMyIbCUH TONTYYaIH MyTEM JUCIIEPTHPOBAHUS MHTPEINEHTOB Ha J1aOOPaTOPHOH JAUCTIEPTHUPYIOLIei
ycranoBke JIJIY-3MIIP (Poccus) B pexxume paboOThI JUCCOJIbBEpPA MPU CKOPOCTH BPAICHUS POTOpa
1 000—7 000 00/MuH, UCTIONBL3YsT METOJIBI U MPSIMOIO M 00paTHOrO 3MyJbrupoBanus. [Ipu 3Tom uccie-
JOBaJIM BIUsTHHE HA YP(PEKTUBHOCTH SMYIBIUPOBAHUS, TUI U YCTOHUUBOCTh dMYJILCHIA KOHIICHTPALIUH
HUCXOOJHOI'0O U MOI{I/I(bI/IHI/IpOBaHHOFO TalIbKOB. Bo Bcex ClIy4dasax NpUMCEHCHHUA JId CTa6I/IJ'H/I3a]_[I/II/I OMYJib-
CHIl CyCIIeH3UH TajibKa, IPUTOTOBJIEHHBIX MPEIBAPUTENILHO KaK B BOJIHOW, TaK U YIJIEBOAOPOIHOU CpEE,
OBUIN MOYYEHBI TOJILKO 00paTHbIE IMYJILCHU BoJla—Maciio. B pe3ysibrare Bcex MpoBEACHHBIX HCCIe0Ba-
HHUW OBLIA YCTAHOBJICHBI OINITUMAJIBHBIC YCJIOBUSA TMOJTYUCHUA YCTOﬁHHBOﬁ K KOoaJIECCOCHIIMU U CCAUMCH-
Tanuu dMyinbcuu [TuKeprHra SMOKCHIHOTO OJIMromMepa B Bojie 2-poja: MacisiHas (aza — pa3zdaBieHHast
cmona CHS-EPOXX 530 kcumosom 10 70 %, BogHast (haza — CycrieH3usl TajibKa B BOJIC C KOHIICHTpAIUCH
6r/100mi (Boza + macio), oobeMHOe cooTHomeHne ¢as — 1 : 1, Bpems smynsrupoBanus — 15 muH (BBe-
JICHUE CYCIICH3UHU TaJIbKa B pacTBOp cMoJibl) ipu 7 000 06/MuH u Temneparype 293 K.

Jnst XapakTepUCTUKK YCTOMYMBOCTH OMYJIbCUM UCII0Ib30BaIM SMYJIbCHOHHBIN HHIEKC E, [6]:

V

total

rae V, — o0bem smynbcuu, V, . — 00muii 00beM CMECH B MEPHOM LIMJIHHIPE.
Konnenrpanuro tanpka B cucreme (C,) BeIpaxanu B rpaMmax Ha 100 v xxuakoi (asbl (CyMMapHbIA
00beM Macia u Bozibl). C; pacCUUTBIBAIN 1O (hOpMyIIE:
m,

1

C=—"—
VW+ng

IJie m,; — Macca Talbka, V;,, — 00beM BOJEI, ng — 00BeM (Macio + KCHITo).
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Tun smynecuM ONpeAessTd CISAYIOMKMMH METOIaMH: Pa30aBICHUEM Kalluld SMYJIBCHH B MPOOHpPKE
C BOZIOM (ecyu Karuist paBHOMEPHO pacIpeersieTcs: B BOAE, TO 3TO AMYJIbCUS MACI0—BO/A; KAILI SIMYJIb-
CHH BOJIa—MAacll0 B BOJE JUCIIEPTUPOBAThCS HE OyJeT); HAaHeCEHNEM Kallld dMYJILCHH Ha IUIACTHHY, 1O-
KPBITYIO ciloeM mapaduHa (eciM Karulsi pacTeKaeTcsl IO MOBEPXHOCTH, TO SMYJIbCHsI 0OpaTHOTO THIIA,
€CITU HEe pacTeKaeTcs, TO MPSIMOTO).

Pasmeps! kanenpb qucnepcHoi (Gasbl IMYAbCHI U UX O0OBEMHYIO JTOKIN3ALUIO UCCIIS0BANIHN C IPHMe-
HEeHHEM onTudeckoro Mukpockona «Amsramu MET 1/1» ¢ mudposoit mukpoxamepoit E3CMOS6300KPA
(OO0 «Ansrammy») nipu yBenuuennn 200-2 000 kpat. C uensio GopMUpOBaHUS TUICHOK 3MYJIbCHU Ha-
HOCHJIM Ha JIUCTHI TOJIMATHIIeHA Hu3Koro maBieHus mapku 20808-024 (OAO «IIpomruract»), a 3atemM
MOJTyYeHHBIE TUIEHKU OTEISUTN OT MOJIOKKH JJ1s1 uccienoBanuii. [Iporiecc oTBepkaeHNS SMYIbCHI TIPO-
BOJMIIU C UCTIONB30BaHueM amuHoBoro ajgaykra Telalit 180. [TokpbITus momyyany Ha IIacTHHAX pa3Me-
pom 100 x 50 x 2 mm u3 cramm Mapku Ct3 (OAO «benopycckuii MeTamTyprudecKkuit 3aBomy ). st aToro
SMYJBCUIO0 HAHOCWIM B OIMH CJIOM TONMIIUHOM 120 MKM.

KuneTtnky oTBepxIeHMs M3ydaad 110 U3MEHEHHIO COAEPKaHMS Trelib-(ppakiuy 3KCTparupoBaHUEM
pacTBOPUMOM YaCTH dMOKCUAHOTO onuroMepa anetonoM (AO «9KOC-1») B anmapare Coxciera. Tep-
JIOCTH 00pa30BaHHBIX IOKPHITUN U3MEPSITH ¢ UcTonb3oBanneM TBepaomepa MTII 2124 (OAO «Tounpu-
60p»).

Pe3yabrarel n nx o6cy:xnenne. Ha npusenennsix UK-cniekrpax ncxonHoro tanbka (puc. 2, a) — cu-
JIMKATa CO CIIOUCTBIM KPEMHHH-KUCIOPOAHBIM MOTUBOM — 3a()MKCHPOBaHbI I10JIOCHI IIONJIOLICHHUS CPeAHel
UHTEHCUBHOCTH B o0nactsx 3 640-3 680 cm ! u 1 600—1 700 cm !, mpucyiuux BaneHTHBIM U qedopma-
[IMOHHBIM KOJIeOaHUSM CTPYKTYPHBIX U aacopOupoBanHbix OH-rpynm. B Gonee HU3k0O9acTOTHOM 0OMa-
cru HabmronaeTcs uaTteHcuBHas npu 1 020 cm! mosoca, npuHaaIeKamas CAMMETPHYHBIM KOJIEOAHHUAM
v, Si-O u acummerpuunbM Vv, Si—O-Si cBsi3ell cOOTBETCTBEHHO. MeHee MHTEHCHBHAs Ionoca (IpH
670 cM ') COOTBETCTBYET CHMMETPHYHBIM BaJIeHTHBIM KoneOanuam v, Si-O—Si. Huxe 500 cm ' mposiiis-
I0TCS TIOJIOCHI Jle(hopMaIOHHBIX Konebanuii csizeit S—O—Si u Si—-O—-Me.

Ha UK-cniekTpax MoaupuuupoBaHHoro Tajibka ¢ npuMenenneM LEUKONOL LBA-2 (puc 2, b, ¢)
u OAJIA (puc. 2, d) mosSBIAIOTCS HOBBIE MONOCH! morommeHus npu 2 910 u 3 048 em™! (b, ¢) u ipu 2 990
u 2 925 cm! (d), npucyiyue CUMMETPUYHBIM H aCHMMETPHUYHBIM Kostebanusim CH,-rpynn yriaepoaHoi
uenu [TAB, HHTEHCHBHOCTH KOTOPBIX BO3PAcTaET A0 ONPEEIICHHOIO Mpejesia C YBEIUICHNEM KOHIICH-
Tpauuu 3tux [TAB B Mopuunmpytomieii Banue (cM. puc. 2, b, ¢). Bce 3Tu m3MeHEeHUsI MOTYT CBUICTEIb-
cTBOBaTh 00 afcopbunu nanHbix [IAB nmoBepxHOCTHIO MUHEpaa.

[TonTBepkACHIEM 3TOMY CITyKaT TakKe Pe3yIbTaThl IepUBATOTpadUIeCcKOTO HecleaoBanus (puc. 3)
U JaHHBIC U3MEPEHUS A3eTa-MOTeHIMala yacTul TaiubKa (puc. 4). Ha puc. 3 3adukcupoBano cMemnieHue
supo0d¢dekra Tanpka pu 608 °C B 061acTh Ooslee HU3KUX TEMIIEpATyp, POCT IMMOTEPH MacChl 00pa3IoB
C yBeJIMUEHHEM KOHLeHTpalmu annonHoro [TAB B Mmogudummpyromeii Banne. Takyro e KapTHHY Ha-
Omrofany Ha AepuBaTorpaMMax Tajibka, oopadorannoro OAJIA. Ilpouecc Mmogudukanyuu Taabka 000UMH
[TAB, kaK yCTaHOBIIEHO, COTIPOBOXKIAETCSI MOHOTOHHBIM CHIDKEHHEM 110 20COIFOTHOW BEJIMYHUHE 3JTEKTPO-
KMHETHYECKOTo MOTEHIUaNa ero yactull (puc. 4, kpusbie /, 2), 4T0 MOXKET yKa3bIBaTh Ha JOMOTHUTEIb-
Hy10 THapodoOu3anmio moBepxaHoctn MuHepana [10]. ITomydeHHBIE pe3yabTaThl MO3BOJISIOT BBICKA3aTh
TpeanoNokeHne 0 MexaHusMe ajacopOiun nannbix [TAB Tanskom. Tponecc ancop6uun LEUKONOL
LBA-2 nmporekaer npeumylecTBeHHO 3a cueT Ban-nep-BaanbcoBoro B3auMoaeiCTBUS MEXKIY THIPO-
(hoOHBIM paJIMKaJIOM YIJICPOIHOM LIelu U 0a3ajbHON MMOBEPXHOCTHIO ajcopOeHTa. Bo3MOoXKHO Takke 00-
pa3oBaHKe BOAOPOIAHBIX cBszel ¢ yuactue OH-rpynmn GOKOBBIX rpaHeil Talbka ¢ KUCIOPOAOM CYIb(O-
rpy1i arnorHOro [TAB (nosiBnenwe nosoc nornomierus mpu 3 555 em ' u3 412 em ™V (em. puc. 2, 4, b, ¢).
Oxuch AKUIANMETHIIAMIAHA, UMes TIOJOKUATENBHBIN 3apsi P aTOME a30Ta, HapSAIAy C TUCTIEPCHOHHBIM
B3aumozeiicteuemM ero CH,-rpynmn ¢ 6a3anbHON MOBEPXHOCTHIO JAHHOIO MMHEpala, CIOCOOEH TaKke
as,copOrpoBaThCs U Ha OOKOBOM MOBEPXHOCTH 32 CUET HJIEKTPOCTATUYECKUX KYJIOHOBCKHUX CHIL

[Tomyuennsie sMyabcun [InkeprHra 3MOKCHIHOTO OJUToMepa, CTaOMIN3UPOBAHHbIE TaJIbKOM, MOJHU-
¢urmposanasiM LEUKONOL LBA-2 konuentpanueii 0,5 %, Bo Bcex cilydasx ObUIM TOJIBKO 2-TO poja
(puc. 5). C yBennueHneM conuepskaHusi MOIU(PHUIIMPOBAHHOTO TabKa X YCTOWYMBOCTD YBEINYNBACTCH,
JOCTHUrasi MakcuMyMa npH cozepxanuu ero 6 T Ha 100 mi (Macio + Boza), 0 4eM CBHIETEIbCTBYET He-
HW3MEHHOCTh B TEUCHUE MPOJOKUTEIBHOTO BPEMEHU SMYJILCHOHHOTO MHJCKCA SMYIILCHH (pHC. 5, Kpu-
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Puc. 2. UK-CIeKTpbl HCXOMHOTO TajbKa (@), Talbka, MOTU(UIMPOBAHHOTO B BaHHe, conepxkameii 0,05 mac.% LEUKONOL
LBA-2 (b), 2 mac.% (c), Tanpka, MogH(UIIIPOBAHHOTO B BaHHe, copepxkamiel 0,05 mac.% N-okucu ankuiaauMeTHIaMIHA (d).

Fig. 2. IR spectra of the original talc (a), talc modified in a bath containing 0.05 wt.% LEUKONOL LBA-2 (b), 2 wt% (c),
talc modified in a bath containing 0.05 wt.% N-oxide of alkyldimethylamine (d).
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Puc. 3. Iupdepenunansro-repmuueckue ([ITA) u repmorpaBumerpudeckue (TI') kpuBbie Tanapka, MOTUPHITTPOBAHHOTO
LEUKONOL LBA-2 paznuunoii kornentpauun: / — 0, 2 —0,05,3-0,1,4-0,5,5-2 %

Fig. 3. Differential thermal analysis (DTA) and thermogravimetric (TG) curves of talc modified with different concentrations
of LEUKONOL LBA-2: 1 - 0,2-0.05,3-0.1,4-0.5, 5 - 2%°
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Puc. 4. 3aBUCHMOCTB JIEKTPOKMHETHYECKOT0 OTEHIIHAIa MUKPOYAaCTHUI] TaIbKa, MOIU(PHIINPOBAaHHOTO
LEUKONOL LBA-2 (1) 1 OKHCBIO alKHIAUMETIVIAMIHA (2) ¢ pa3IMIHOIN KOHIEHTpanneil nX B MoguduIupyronel BaHue

Bast /). [lonoOHYI0 3aBUCHMOCTh YCTOHUMBOCTH K KOATYJSILIMU SMYJILCHIA 2-TO pojia HAOIIOAaIN U MpH
HM3MEHEHUH COJCpKaHMsl B HUX Tajibka, Moanuuupoanaoro OAJIA.

HecmoTpst Ha OMU3KyI0 MO BEIMYHHE CTAOMIBHOCTH SMYIBCHH 2-TO pOAa, CTaOMIN3UPOBaHHBIC He-
MOIU(PUIUPOBAHHBIM U MOTU(PHUIMPOBAHHBIM TAIBKOM, CYIIECTBEHHO Pa3InYaloTCs IO CBOCH CTPYKTY-
pe (puc. 6). Tak, mist SMynbCHid, CTAOMIM3UPOBAHHBIX HE MOAU(DUIMPOBAHHBIM (MCXOAHBIM) TaJIbKOM,
XapaKTEepHO HAJMYUEe MHOTOYMCIICHHBIX Kalelb AUCTIEPCHOM (a3bl Kpyrioi (opMbl MPEeUMyIIECTBEHHO
pasmepom 0,5-3 mMkmM (pHc. 6, a) 1 HEOOIBIIOTO KOMUYECTBa 00pa3oBaHMii Oosiee KPYIMHBIX pa3MepoB
BBIITYKJIOH apOBUIHON (HOPMBI, HATOMUHAIOIIEH KOJUIOMO0COMBI pasMepoM 6—15 MkM, HaOmonaemele
pu OoJiee BEICOKOM yBenudeHuH (puc. 6, b). CTpykTypa sMyabCHi, CTAOMIM3UPOBAHHBIX, B YACTHOCTH,
TaJbKOM, MOTU(QHUINPOBAHHBIM aHHOHOOOMEHHBIM [TAB, siBIsIeTCSI MEeHee yrnopsA0ueHHOH ¢ BBICOKOM
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Puc. 5. 3aBHCHMOCTB SMYJILCHOHHOT'O HH/ICKCA OT BPEMEHU XPaHEHU S SMYJIBCHHU BOJa/Macio ¢ KOHLEHTpannuen
snokcuiHoro onuromepa 70 % ot copepxanus mogupunuposantoro 0,5%-upim LEUKONOL LBA-2 tanbka:
1-2,2-4,3-61/100 Mmn

Fig. 5. Dependence of the emulsion index on the storage time of a water/oil emulsion with a concentration of epoxy oligomer
of 70 % of the content of talc modified with 0.5 % LEUKONOL LBA-2: / —2,2-4,3-6 g/ 100 ml

TTOJIUTUCTIEPCHOCTHIO 1 O0JIee BRICOKOM KOHIIEHTpaIuei karnens pazmepom 0,08—1 MxmM, a Takke pucyT-
CTBUEM KoJutonpocoM nuameTpom 4-30 MkMm (puc. 6, ¢, d). JloctaTouHO XOpOITyr0 CTaOUIBLHOCTH 3THUX
SMYJIBCHNA, HECMOTPS Ha HaJIMYME OTHOCUTEIBHO BEICOKOM KOHIIGHTPALMK KPYIIHBIX Kalellb, H0-BUIUMO-
My, MOXXKHO OOBSCHUTH 00pa30BaHNEM MHKPOIMYILCHH ¢ pasMepom Karenb 0,02—0,08 MM, mokanm3o-
BaHHBIX BONM3H 00JIee KPYIMHBIX U MPETSTCTBYIOMNX UX Koaryssuw [ 11].

¢ ' d

Puc. 6. U306paxenus smynbsenu [InkeprHra sMOKCHIHOTO OJIMTOMEpa THIIA BOa/Macio, CTa0MIN3NPOBAaHHOW MUKpOYa-
CTHTIAMH HCXOTHOTO TaibKa (a, b) 1 Mogummposarnroro LEUKONOL LBA ¢ xornenTparueit 0,5 % (c, d). Conepxanmue
tanbka — 6 /100 Mt (Macino + Boaa). Macuisinast dasa — 70%-Hblil pacTBOP MOKCHHOTO OJIUTOMEpa B KCHIIOJE, BPEMS JHC-
neprupoBanus — 15 mun npu 7 000 06/Mun!

Fig. 6. Images of the Pickering emulsion of a water/oil type epoxy oligomer stabilized with microparticles of the original talc
(a, b) and modified with LEUKONOL LBA at a concentration of 0.5% (c, d). Talc content — 6 g / 100 ml (oil + water). Oil
phase — 70 % solution of epoxy oligomer in xylene, dispersion time — 15 min at 7 000 rpm
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Puc. 7. 300parkeHNs MIICHOK, TIOJIyYEHHBIX OTBEPIKAEHUEM dMYyIbcun [InkepruHTa 3MOKCHIHOTO OJIuroMepa 2-ro posia
B T€YEHME JBYX CYTOK, CTAOMIN3UPOBAHHBIX HEMOMU(PHUITMPOBAHHBIM TaIbKOM (@, b) n MoanpunuposanusiM LEUKONOL
LBA c xonnentpanueii 0,5 % (c, d). Coctas smynbcun: MacisHast paza — 70%-s konnenTparus cmonsl CHS-EPOXX 530
B KCHJIOJE, BOAHAS (ha3za — CyCIEeH3HUs TajbKa B BOjie KoHIeHTpamuei 6 /100 M (Boxa + Macio), 00beMHOE COOTHOILICHHE
daz—1:1

Fig. 7. Images of films obtained by curing Pickering’s emulsion of an epoxy oligomer of the 2nd kind for 2 days, stabilized
with unmodified talc (a, b) and modified LEUKONOL LBA with a concentration of 0.5% (c, d). The composition of the
emulsion: oil phase — 70 % concentration of CHS-EPOXX 530 resin in xylene, aqueous phase - suspension of talc in water
with a concentration of 6 g/100 ml (water + oil), volume ratio of phases — 1 : 1

B npouecce GpopmupoBaHus IIIEHOK IPU OTBEPXKICHUN 3MYJIbCUM 000uX Bua0B oTBepaureieM Tela-
lit 180 cTpykTypa aMyabCH TIpeTepIieBaeT CyIIeCTBeHHbIE n3MeHeHus (puc. 7, a, b). Tak, Ha dororpa-
(v TUTEHKH OTBEPKACHHOW SMYIBCHH, CTAOMIN3NPOBAHHON HEMOAM(PHUIIMPOBAHHBIM TAITLKOM, HAOIFO-
JaeTcsl HaJIM4yue 4acTHLl, pazMepoM 4—17 MKM, HECKOJIBKO IPEBBIIAIOLINX pa3Mephl Kareib SMY/IbCUH.

CrpyKTypa IUICHOK, HOJIy4YEHHBIX OTBEp)KACHUEM 3Myibcuu [lnkepunra 2-ro pona, crabunusupo-
BaHHOW MOAN(DUIINPOBAHHBIM TAJBKOM, 3HAUYUTENHHO Ooniee omHOpoaHas (puc. 7, ¢, d), HE CONEPKUT
MHUKPOUYACTHUI] C YeTKUMH MeX(a3HbIMU I'PpaHULIAMU U 00JIee KPYIHBIX YaCTHLl, HATOMUHAIOLINX KOJIJIO-
HUAOCOMBI, YTO, TO-BUAMMOMY, BBI3BAHO JTMOO CHIDKEHMEM HX Pa3MEpOB B Pe3y/bTaTe UCIApPEHUs BOIbI,
100 YaCTUYHBIM Pa3pyLIEHUEM UX IIPU CIIMBKE MAKPOMOJIEKYJ SMOKCUAHOrO oiauromepa. Ecte Bce oc-
HOBaHUs MPEIoNaraTh, 4YTo Takas IuleHKa OyaeT 00s1anaTh HU3KOH MOPUCTOCThIO M MOBBIIIEHHBIMU Me-
XaHWYECKUMH CBOMCTBaMHU. B HEKOTOPOW CTENEeHH 3TO MOATBEPKAACTCS NaHHBIMU TAOJIHIIBI, B KOTOPOH
IIPUBEAEHB! CPABHUTEIIbHbIE BEJIMUMHbI CTETIEHN OTBEPIKICHHS IMYJIbCUNA STIOKCUIHOTIO OJINTOMepa 2-To
poza, cTabnIM3UPOBaHHBIX HEMOAN(DUIIMPOBAHHBIM U MOAU(DUIIMPOBAHHBIM TAJIbKAMH, a TAKKE are€3U1
1 TBEPIOCTH IOJIyYaeMbIX ITOKPHITUI HAa UX OCHOBE.

AHanu3 TabIMLBl CBUAETEIBCTBYET O TOM, YTO IPOBEACHHAs MOoAM(UKALXs [TOBEPXHOCTH TalbKa
3aMETHO yJIy4IlIaeT yCJIOBHS INIEHKOOOPa30BaHUsI IPU OTBEPKICHNH CTAOMIN3UPOBAHHBIX UM SMYJIbCUH
[TukepuHra SNOKCUAHOTO OJIMTOMEPA, YTO ITO3BOJISIET PEKOMEHI0BATh UX B Ka4e€CTBE IJICHKOOOpa3oBare-
JIeH npu pa3paboTKe PELUENTyp JAKOKPACOUYHBIX MTOKPBITUI, @ TAKXKE AJIs1 HHKAICYINPOBAHNS XUMHUECKI
AKTUBHBIX TUAPOPHIBHBIX COENUHEHNH (MHTHOMTOPHI KOPPO3WH, MHTYMECIIEHTHBIE JOOABKH) C IIEIBI0
JOCTaBKU B 3aLUTHBIC TIOKPHITHUS U IPUJAHUS UM CBOUCTB «CaMO3aJICUUBaHUI».

3akaouenne. Pazpaborana MeToanka MOTUGUITMPOBAHNS Tajlbka aHHOHO- M KaTHOHOOOMEHHBIMH
IMTAB LEUKONOL LBA u N-okucy ankuiauMeTHIaMiuHa. Ha 0CHOBaHWH MOTy4eHHBIX JaHHBIX C TPH-
meHenuem HMK-cnexrpockonuu, nepusarorpaduu U A3€Ta-METPUM IPEIIOKEH BEPOSTHBIH MEXaHU3M
ancop6uun nannsix ITAB Tamexom. LEUKONOL LBA MoxeT ancop6upoBaThcsi HPEUMYIIECTBEHHO 32
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CBoiicTBa NJIEHOK, MOJIy4aeMbIX yTeM XUMHYeCKOii cliuBKH dMYJbcuii [Ilnkepunra 2-ro poaa,
CcTA0MJIM3HPOBAHHBIX He MoAMpuUIMPOoBaHHBIM U MoguuuupoBanusiM LEUKONOL LBA Tajibskom

Properties of films obtained by chemical crosslinking of Pickering 2-vegetable garden emulsion
stabilized with unmodified and modified LEUKONOL LBA talc

Crenenb otBepxaeHus | CreleHb OTBEpKIe- N TBepaOCTh MOKPBHITHS
A}:[FGSI/ISI TIOKPBITHS,
CocTaBbl, MJI IIJICHOK Yepes JIBoe HHUS IUICHOK Yepes3 3 u (otBepxaeHue npu 293 K,
S o o o Gasl
cytok 1pu 20 °C, % npu 80 °C, % JIBOE CYTOK), YCII. €.

DMyIbCHsl, CTAOUTU3NPOBAHHAS
HEMOIHU(DUIIUPOBAHHBIM TaJIbKOM, C
KOHIIeHTpanuei Tanbka 6 r/100 mi;
00BEMHOC COOTHOIICHHE IMYITBCHS :
OTBEPAUTEIb

Telalit 180=1:1

DOMynbCHsi, CTAaOUIN3NPOBAHHAS
MOIUGHUITTPOBAHHBIM LEUKONOL
LBA tanbkoM ¢ KOHIIEHTpaIuei

6 1/100M11; 00BEMHOE COOTHOIIECHHE
OMYIBCHUS : OTBEPIUTEND

Telalit 180=1:1

77,15 81,47 12 0,58

84,63 91,23 0-1 0,68

*ATe3UI0 ONPEeIIsId METOIOM PELIeTUYAThIX HaIPE30B.

cuet cui Ban-nep-BaanbcoBoro B3auMoaeicTBUS MEX Y YITIEPOIHBIM PaAUKAIOM €ro yIJIepOoAHOU Lenu
ITAB u 6a3anpHON THAPOGOOHOI TOBEPXHOCTHIO MUHEpAIIa, a TakKe 00pa3oBaHUEM BOIOPOITHON CBSI3H
¢ yuactuemM OH-rpynm 60koBo# rpanu Tanbka u cynbdorpym [TAB. AncopOuuns ke OKHCH aTKUIIIH-
MeTHIIaMUHA TTPOTEKAET IPEUMYIIECTBEHHO Ha OOKOBOM I'paHy TalbKa OJlarofaps dJIeKTPOCTaTHIECKOMY
B3aMMOJICHCTBHUIO MPOTHUBOTIONIOXKHO 3aPsKEHHBIX TONSPHBIX TPy afcopOara U ancopOeHTa, a TaKkxke
JMCTIEPCHOHHOMY B3aumozelicTeuio CH,-rpynn yriesonopoHoi nenu ¢ ero 6a3aabHOM ITOBEPXHOCTHIO.
B 00oux ciydasx 3T0 MPUBOAXT K AOTIOTHUTEIHHON THAPOGOOH3aIIiH ITOBEPXHOCTA MUHEpaa.

C ucmonp30BaHUEM MOIU(PHUIIMPOBAHHBIX TAKIM 00pa30M MUKPOYACTHUIT TaJbKa B KaYeCTBE CTAOMIIH-
3aTropa MOJTy4YeHbI CTaOMIbHBIE K KOATYISAINN U CeAMMEHTAINH dMyiIbcun [Inkepurra 2-0r0 poja 31oK-
CHIHOTO OJINTOMEpa MpH CIEAYIONINX YCIOBHAX: MacisHas ¢a3a — 70 % xoHmentparus cmonsl CHS-
EPOXX 530 B xcuione, BogHas (aza — CycrieH3us Tajabka, MoauuimpoBanHoro 0,5%-HbIM pacTBOpOM
ITAB ¢ kornienTpanueii ero 6 r/100 mut (Boma + Macio), oobeMHoe cooTHomeHue a3z — 1 : 1, amymbrupo-
BaHHE — B TeueHue 15 muH npu 293 K u ckopocTu Bpamienus poropa 7 000 06/mMuH.

YCTaHOBIIEHBI CYIIECTBEHHBIE PA3INUUs CTPYKTYPHI SMYIbCUN, CTAOUIHN3UPOBAHHBIX MOAU(DUATIINPO-
BaHHBIM M HEMOJM(PHUIIMPOBAHHBIM TAJIbKaMH, TI0 TPAHYJIOMETPHUECKOMY COCTaBy, (hopMe M JIOKaIH3a-
IIUU AUCTIEPCHOM (pa3bl, BIUSIONINE HA CTETICHh NX XUMUYECKON CIIMBKH C IPUMEHEHHEM aMHUHOCO/IEp-
JKAIIIeTo OTBEPIUTENS M MEXaHUYECKUE CBOMCTBA 00Pa3yIONIUXCS TNIEHOK W MTOKPBITHIA.
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T. H. Bouxko!, IO. II. /Iy6oBux’, ¥O. A. CaBeibeBa?

Hnemumym menno- u maccooomena umenu A. B. Jloikoea Hayuonanshoti akademuu nayk benapycu,
Munck, benapyco
20A0 «ApomaJlaby, Munck, Benapyco

OIIPEJAEJIEHUE KOMIIOHEHTHOI'O COCTABA D®UPHBIX MACEJI IABAH/bI
LAVANDULA SPP.
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BBenenue. DdupHble Macia copepkar OMOIOTMYECKH aKTUBHBIE BEHIECTBA PACTHTEIHLHOTO IPO-
UCXOXKICHUS, OTHOCSAIIMECS K Pa3IMYHbIM KJjaccaM HU3KOMOJCKYJSIPHBIX, JYIIUCTBIX U JIETY4HUX Op-
TaHUYECKUX COCIMHEHMH. McToprs mpou3BoICcTBa dIPUPHBIX Macel M3BECTHA €lle C JIPEBHUX BPEMEH.
C pa3BUTHEM TEXHOJOTHIA OTPaCIib 00peia MacCOBOE paclpoOCTPaHEHHE, B PE3yJIbTaTe Yero YayqIniIoch
KaueCcTBO KOHEYHOTO MPOIyKTa, YIIPOCTUIOCH POU3BOACTBO U CHU3HMIIACH €r0 CTOMMOCTH [1]. Harypais-
HbIe 2(QUpPHBIC Maciia — YHHKaJIbHbIC TPUPOJIHBIC BEIECTBA, KOTOPhIE HEBO3MOXKHO WICHTHYHO CHHTE3U-
poBath, TO3TOMY 3(hUpHBIE Macia, coJepKallue BeIecTBa HCKYCCTBEHHOTO MPOUCXOXKICHNS, HE MOTYT
UMETh OOIIUX TIOJIE3HBIX XapaKTEPUCTUK C HACTOSIIMMU. VICTONb30BaHNE B MUILEBBIX, apoMaTepares-
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THYECKUX MM MEIUIMHCKUX LEJISIX HU3KOKaYeCTBEHHBIX 3()UPHBIX Maces MOXET OBbITh OMACHBIM IS
3JI0POBBSI YEJIOBEKa, TaK KaK UX MOAJMHHBIA XUMUYECKUH COCTaB HEM3BECTEH. B CBSA3M C 3THM yCTaHOB-
JICHUE UX KauecTBa UMeeT OOJIbILIoe 3HAYCHHUE.

KauecTBo 3(pupHBIX Macen yxXyauaeTrcs Opu BBEICHHHM CHHTETHYECKHX 100aBOK, OCOOEHHO Jellie-
BBIX CHHTETUYECKHX JIyIITHCTHIX BEIeCTB. TaKk, CHHTETHUECKUE JTMHATIO0M U JIMHAITUIIAETAT JOOaBISIOT
B 3(pupHOE MacIo sl yACUICBICHUS! KOHEYHOTO MPOIYKTA, MOJYYSeHHOTO M3 HU3KOKAYECTBEHHOTO CHIPhSI
U COAEPIKAILETO 3TH KOMIIOHEHTHI B KOHIIEHTpAIUAX HIbKe HOpMBI, peaycmoTrpennoit [OCT ISO 3515-
2017 «Macno a¢upHoe raBangooe» u 'OCT ISO 212-2014 «Macna s¢upabie. OTOOP IPoO».

OcHoBHas mpobiieMa MPUMEHEHN HEKadeCTBEHHBIX (HUPHBIX Macell 3aKJI0YaeTCsl B HCIOIb30Ba-
HUM BEIIECTB UCKYCCTBEHHOTO TIPOUCXOXK/ICHHUS, TaK Kak 3(pUpHbIC Maciia UMEIOT HU3KOMOJIECKYIISPHYIO
CTPYKTYPY, a 3HAYUT SBISIIOTCS DHXaHCEPaMH U 001a]al0T BHICOKOW peareHTHOW aKTHUBHOCTBIO C OpraHa-
MH, CUCTEMaMH1 U TKaHSIMH 4eJoBeKa. D(UpHbIe Macia, a BMECTe ¢ HUMU CUHTETHYECKHE HU3KOMOJIEKY-
JIsIpHBIE 100AaBKU MOT'YT CBOOOZHO NMPOHHUKAThH TAKXKE U BINIyOb IE€PMbI, CIIOCOOHBI BBI3bIBATH ajllepruye-
CKYIO PEaKIfio, OKCUIATUBHBIN CTpecc U ApyTrHe HexkenaTelbHble peakunn. KpoMe Toro, cuHTETHYECKHE
KOMIIOHEHTBI MOTYT BCTYIIaTh B CHHEPTHIO C APYTHMH COCTABISIOUIMMH MTPOIYKTa, YTO MOXKET ITOBBIIIAT
OMOJIOTMYECKYI0 aKTUBHOCTH OOJIBIIMHCTBA MMEIOIMXCSI KOMIIOHEHTOB JaHHOTO COCTaBa, BCICICTBHE
Yero HeraTUBHAsl PEAaKLUS CHHTETHUYECKUX IEMEHTOB YCUIINTCSL.

Jlo6aBKa M30JI1TOB B 3(HMPHOE MACIIO SIBIISICTCS PUUMHON HapyeHus! QyHKIIMOHATBHOCTH CHHEpTe-
THYECKOTO 0ajlaHca ero KOMIIOHEHTOB, B PE3yJIbTaTe Yero 3HaYMTEIbHO COKPAIAeTCsl UX OMOAKTUBHOCTD.
OTO MPOUCXOIUT U3-3a HEECTECTBEHHOIO Npeodiaganus 100aBICHHBIX KOMIIOHEHTOB U (DYHKIIMOHAIIb-
HOTO II0/IaBJIEHUS] KOMIIOHEHTOB MaJIoOi KOHLIEHTPALUH, KOTOPbIE HEPEIKO UIPAOT O0JIee BaXKHYIO POJIb,
4YeM OCHOBHBIC KOMIIOHEHTHI. [Ipu oboramennn u3onsaramu B 3GpupHOE Maciio J00aBISIFOT KOMIIOHEHT,
BBIJICJICHHBIN U3 IPYTrUX d3QHUPHBIX Maced, ¢ HeJIbl0 CTaHAapPTU3AIIH €ro Il KOMMEPUECKUX Lelei, 4To
CHMYKaeT ce0eCTOMMOCTb KOHEYHOTO MPOIYKTA.

Lesbro paboThI ABJISIETCS YCTAHOBICHHE OCHOBHBIX COCTABIISIIOLIMX 3()UPHOTO Macia JIaBaH bl IPO-
BeJICHUE UX aHall3a Ha TpeJiell JJOIYCTUMBIX KOHIICHTPAIIUH U ONpEJIeNICHHE NX XUMHYECKOW MPUPOJIBL.

MarepuaJnbl 1 MeTOABI HecienoBaHus. Bee nccnenyemsie o0pasipl orBedanu Tpedoanusiv [OCT
ISO 3515-2017 «Macno a¢upHOe JaBaHAOBOE» 110 OPTAHOICTITHYECKUM MPU3HAKAM, TAKUM KakK BHEIL-
HUH BUJ, KOHCUCTEHIIUS, LIBET, 3arax.

[IpoBeneH (QU3NKO-XUMHUUYSCKUHN aHAIN3 TpeX o0pas3IiloB MeTomoM pedpakToMeTpuu. Ilokazarensb
MIPeTIOMIICHHS UCTIONIb30BaJICs KaK KOHCTAHTA JIJIsl yCTaHOBIIEHUS MTOJUTMHHOCTH M YHCTOTHI MCCIIETyEeMbIX
BEIIECTB, KOTOPBIH MOT CBHJIETEIILCTBOBATH, B YACTHOCTH, O CBOEBPEMEHHOCTH cOOpa ChIpbs. TOYHO Tak-
K€ P AJTUTEIBHOM XPaHEHUN BBUY OKHCIICHUSI, IIOIMMEPHU3ALMU U IPYTUX MPOLECCOB, MPOTEKAOIINX
B Macie, pepakiius ero yBennyuBaiach. Mcnesiranne npoBoanian B cooTBeTcTBUN ¢ ODC «PedpakTo-
METPHSI».

Ilpobonoozomoska. VIzyuensl 00pasibl 3GpUpHOTO Macia jJaBaHbl (hpaHiry3ckoro (oOpaser 1), aH-
mmiickoro (oOpasen 2) u poccuiickoro (obpaser 3) nmpousBoautenei. [lepen onpeneneHneM KOMITOHEHT-
HOTO cocTaBa o0pasia METOAOM ra30BOH XpOMaTO-Macc-CIEKTPOMETPHH 3(PUPHOE MACIIO JIaBaHIbI pac-
TBOPSJIM B reKcaHe B 00beMHOM cooTHotnenuu 1 : 10.

T'azosasn xpomamo-macc-cnekmpomempus (I'’X-MC). ]I KaueCTBEHHOTO U KOIMYECTBEHHOTO OTpe-
JeNICHHsI KOMIIOHEHTHOT'O COCTaBa 00pa3oB UCIOJIb30BaH METO ra30BOM XpoMarorpaduu ¢ Macc-CrekK-
TpoMeTpuei. B kadecTBe raza-HOCHUTENS HCIIOIB30BAIH TeHA (CKOPOCTh MoToka — 1 Mi/mMuH). O6BeM
BBOAUMO# mpoOsl — 1 Mii. Temmeparypusiii rpaanent: 80 °C (Beiaepxka 3 muH), ¢ 80 mo 300 °C co
ckopoctbio 10 °C /muH, 300 °C (Beiaepkka 20 mun). [lapameTpsl Macc-CIeKTPOMETPUYECKOTO JIETEK-
TOpa: MOHU3ALMS AIEKTPOHHBIM YAapOM, SHeprus nonuzanuu — 70 3B, Temneparypa HOHHOTO HCTOYHU-
ka — 230 °C, Temneparypa kBaapymoins — 150 °C. neHTudukaniio coeTMHEeHNI TPOBOIMIN C TTOMOIIIBIO
o6ubmorexn macc-criekTpoB NIST17 B pesknMe MOoIHOTO CKaHUPOBAHUS Macc-AETEKTopa 10 BpeMeHaM
yaepKuBaHUA KoMIOHEeHTOB. CyMMapHas 1uromasr mukoB npuasTa 3a 100 %. KoaddumnuenTs 4yBcTBU-
TEJILHOCTH IS BCEX BELIECTB ObUIN YCIOBHO MPUHATHI PABHBIMU 1.

Pe3ynbrarbl U ux obcy:xaenue. [Ipy n3rotoBneHny 3pUPHOTO Macia UCIOJIB3YIOT BCE HA3EMHBIE
YacTH JIaBaHIbI.

Ha puc. 1 npencrasnena xpomarorpamma 3(hMpHOTO Macia JiaBaHabl 00pa3na 1, KOMIIOHEHTHBIH co-
CTaB KOTOPOI'O IIPEACTABIICH B TaOIMLIE.
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Puc. 1. Xpomarorpamma 3¢pupHOro Macia jgaBaH/ sl oopasia 1

Fig. 1. Chromatogram of lavender essential oil sample 1

XpomarorpamMma 3HUpPHOTo Macia JaBaHIpl 00pasia 2 okazaHa Ha pUcC. 2, KOMIIOHEHTHBIH COCTaB
HCCIIeyeMOro o0pasiia 0ToOpakeH B TaOIuIIE.

Ha puc. 3 u3o0paxena xpomarorpaMmma 3pUpPHOTo Maciio jaBaH sl 00pa3ia 3, KOMIOHEHTHBIN CO-
CTaB IIPE/CTABJICH B TAOJIHIIE.

IToka3zarenu npenomiieHus st 0opasuos 1, 2 u 3 cocrasuwu 1,46139; 1,46142 u 1,47939, B TO Bpe-
MSl KaK COTJIACHO HOPMAaTHUBHBIM JIOKYMEHTaM JIOITyCTUMBIH TMara3oH 3HAUCHHH COCTaBIIsICT He Ooiee
1,4660. Takum oOpa3om, obpazerr 3 He coorBeTcTBYeT cranaapTy [OCT ISO 3515-2017 «Macno a¢up-
HOE JIaBaHJI0BOE», a 3HAUYUT HE MOKET CUMTAThCS HATYPaJbHBIM MPOAYKTOM HMPUPOTHOTO MPOHUCXOXKIE-
HUSI, 3asBJICHHBIM KaK HaTypabHOE 3(pUPHOE MACIIO JTaBaH/IbI.

OOHapyKeHO, 4TO cOCTaB APHUPHBIX Maces BapbUPYETCsl B 3aBUCMOCTHU OT CTPAaHBI IPOU3BOAUTEIIS,
HO BO BcexX 00pasiax OblIi 00HapY)KEHBI perpe3eHTaTHBHBIC KOMIIOHEHTHI. B cpenHeM B 0Opasuax ObL10
BhIsiBJIeHO 10 100 pasnuunbix coeaunenuii. Kak ykazano B 'OCT ISO 3515-2017 «Macio adupHoe
nasannoBoe» U [OCT ISO 212-2014 «Macna s¢upnsie. OTO60p npod», OCHOBHBIM KOMIIOHEHTOM HCCIIe-
JIOBaHHBIX 00Pa3IOB SIBJISCTCS TMHATIOOI.

Crenyer OTMETUTB, YTO TOJBKO oOpaser | comeput JuHamunamnerar. Yto kacaercs obpasua 3, To
aJIbTEPHATUBHBIN JIMHAIMIALETATY KOMIIOHEHT — 1,6-0KTajueH-3-0j1, 3,7-TuMeTHiI-2-aMMHOOeH30aT —
JTMHATHIAMAHOOCH30aT WM aHTPaHWIATINHATI00N. [IpOn3BOIHbIC aHTPAHUIOBOW KUCIIOTHI SIBIISIOTCS
CUHTETUYECKUMH U MPUMEHSIOTCS B IPOM3BOJICTBE TYIIUCTHIX BemiecTs [3].

JlaBaHmyson ¥ JIaBaHIyNWIAlEeTaT ObUIM MICHTU(QHUIMPOBAHBI TOJIBLKO B 00pasie 1, 4To CBUAETEIb-
CTBYET O IPUPOJTHOM ITPOUCXOXKACHUH JaHHOTO 3()UPHOTO Macia.

Huc-B-onmMeH U TpaHC-B-OIMMEH — HEHACHIIIEHHBIE COCAWHEHHMS, [T0ITOMY OHH YyBCTBUTEIIHHBI
K OKHUCJICHHIO BO3yXoM. COBMECTHOE MX HaXOXJeHHE ObLIO OOHApYKEHO TOJBKO B OOpasie 1, 4ro
MOATBEPIKAACT CIeyIolIee: OKUCIUTEIbHAS ASCTPYKIUS SBISETCS OJHUM U3 HauboJee CylecTBEeHHBIX
(axTopoB, BIUSIOMIMX HA M3MEHEHHWE COCTaBa A(PHUPHOTO Macia B MpOIecce XpaHEHHs PACTUTEIBHOTO
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Fig. 2. Chromatogram of lavender essential oil sample 2
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Fig. 3. Chromatogram of lavender essential oil sample 3
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KommnoHneHTHBIIi cocTaB HCCJIeayeMbIX 06pa3u03 3q)ﬂpHLlX MaceJ JaBaH/Abl

Component composition of the studied samples of lavender essential oils

Coernerte OrHOcHUTEIBHOE coslepxkanue, %
Obpaser 1 Obpasern 2 Obpasen 3
alpha-Pinene 0,07 0,02 1,19
alpha-Thujene 0,07 0,09 —
Camphene 0,44 0,53 0,07
beta-Thujene 0,02 0,03 -
Sabinene 0,14 - -
beta-Pinene 0,37 0,81 0,55
beta.-Myrcene 0,64 — 0,45
D-Limonene — — 2,33
.beta.-Phellandrene 11,08 0,71 0,03
(+)-3-Carene 0,19 0,22 0,28
trans-.beta.-Ocimene 11,7 11,5 -
.beta.-Ocimene 2,83 2,93 0,17
Terpinene 0,16 0,11 0,01
Linalool 30,18 30,21 15,36
2.,4,6-Octatriene, 2,6-dimethyl- 1,06 1,19 -
Eucalyptol 0,33 0,11 0,6
Lavandulol 4,52 0,21 -
(+)-2-Bornanone - - 1,83
iso-Borneol 0,12 0,23 0,38
Iso-pulegol 1,27 1,71 —
.alpha.-Terpineol 2,12 0,13 1,67
1,6-Octadien-3-ol, 3,7-dimethyl-, 2-aminobenzoate - - 15,38
1,5-Dimethyl-1-vinyl-4-hexenyl butyrate — 24,18 —
Isobornyl acetate — — 2,08
(+)-4-Carene — — 1,12
(R)-lavandulyl acetate 26,3 4,9 -
Borneol 0,34 0,12 0,09
Nerol acetate 1,14 2.1 -
Geranyl acetate 1,98 2,12 0,23
alpha-Farnesene 0,15 0,08 -
4,7-Methano-1H-indenol, hexahydro- - - 6,0
Alloaromadendrene 3,66 - -
Caryophyllene 2,47 6,54 —
cis-.beta.-Farnesene 3,12 4.0 -
Humulene 0,12 0,25 0,50
.gamma.-Muurolene 0,23 - -
Caryophyllene oxide 0,38 0,04 -
beta.-Bisabolene — 0,13 —
Linalyl butanoate - 24,18 -
Bicyclo[3.1.1]heptane, 6-methyl-2-methylene-6-(4-methyl-3-pentenyl)-, - 0,05 —
Diethyl Phthalate — — 38

cheIpbs [2]. CemoBarensHO, BOZHUKACT IIPEIITOIOKEHNE, YTO 00pa3ibl 2 U 3 OBLIN MTPOU3BEACHBI TOPA3I0
paHbIIe U, BOBMOXKHO, HIMEET MECTO HCTECUCHHE CPOKA TOAHOCTH JaHHBIX dPHUPHBIX Macel.

a-TeprnuHeon — NeTy4nii MOHOTEPIICHOUTHBIN CITUPT — SIBJISIETCSI KOMIIOHEHTOM 3(HPHBIX Macel He-
CKOJIGKHX BUJIOB apOMaTHYECKUX pacTeHHi. o-TepriHeon ObuT 0OHApYKeH BO Bcex 00pasiiax, HO TOIBKO
B oOpasmax 2 u 3 KOHIIEHTPAIMA COOTBETCTBOBAIN HeoOoxomuMomy mipeneny mo [OCT ISO 3515-2017
«Macio »bupHOE ITaBaHIOBOEY». 1,8-ITMHEOT — MOHOITMKINICCKUA MOHOTEPIIEH — OB OOHApPYXEH BO
BCEX 00pasIax, BEPOSTHEE BCETO DITIOMPOBAJICS COBMECTHO ¢ B-demannperoM [1]. Eme omno Ha3Banme
JAHHOTO KOMITOHEHTA — 9BKaJIHIITOI.
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Hepomn u 2,6-okTanueH-1-01 Obin 00HApYXKEHbI B 00pasiie 1. HaxoxkeHue Heposa aie BCero CBu-
JIETEILCTBYET 00 MCIIOIb30BaHUK UMEHHO (PPaHIy3CKOH JaBaH bl IPU CO3MaHIK d3PUpHOTO Macia. B 00-
pasie 2 TaKXke MPUCYTCTBYET TUACTepeOoMep Heposa — repaHuoid u Hepomnarerar [4]. JlonomHuTenbHBIM
JI0Ka3aTeIbCTBOM UCKYCCTBEHHOTO MPOUCXOKACHHUS SBISETCS TO, YTO B XOJI€ TMPUPOIHBIX METa0oIHue-
CKHUX IMPOLIECCOB B PACTCHUSAX TEPAHUOI M HEPOJI BCET/a MIPUCYTCTBYIOT BMecTe [3].

Hanmuume B o6pasue 3 mudtmindranara (okoino 38 %) HE COOTBETCTBYET HOPMATUBHBIM JIOKYMEH-
TaM. YKa3aHHOE BEIECTBO BBIMOIHICT PYHKIIHIO (PUKCATOpa 3araxa U sSBISETCS TOKCHYHBIM COCIUHE-
Huewm [5].

3akawuenne. OrnpeenieHbl OPraHoJICNTUICCKUE U (PU3UKO-XUMHUYECKUE CBOMCTBA TpeX 00pa3IoB
a¢upHBIX Macel naBaHabl Lavandula spp. ppaHIly3cKOTO, aHIIIUHCKOTO U POCCHICKOTO TIPOUCXOXKICHHSI.
B uccrnenyembix obpasiax 3pUpHBIX Macen 00HAPYKEHbI MOHOTEPIICHBI, MOHOTEPIICHOJIBI, CECKBUTEP-
MIeHBI, (PUPBI U KETOHBI. YCTAHOBIICHO, UYTO BCE 00Opa3Iilbl OTBEUAIOT TPEOOBAHUSM CTaHIapTa IO Op-
TaHOJICTITHYECKUM XapakTepucTukaM. [lo mokasartento mperioMIIeHHs! TPOILIH TeCT TOJIBKO 0O0pa3Ilbl
3¢UpHBIX Macen (PaHIly3CKOrO U aHNIMKUCKOTO Mpou3BoauTeneld. HecooTBeTcTBHE TaHHOTO MapaMeTrpa
U cojiepikaHue TudITHI(TANaTa B 00pa3ie poOCCUCKOro MPOU3BOAUTENS YKA3bIBAIOT HA OUEBUIHBIN (pakT
€r0 HU3KOTO Ka4eCTBa.

[To pesynpraram ['X-MC aHanu3a moka3aHo, YT0 OCHOBHBIMU KOMITOHEHTaMU HUCCIIEyeMbIX 00pas3-
1IOB 3(DUPHBIX MacCe JaBaH bl SBISACTCS TUHAIOOM, |,8-1IMHEO, IUC-B-OUMEH U O-TePIIHHEOIL.

OO6HapyxeHo, 4to 3¢upHoe Macyo naBanel Lavandula spp. ¢gpanIiry3ckoro nmpousBoguTesns couep-
JKUT TaKWe BEIIECTBA TPUPOTHOTO MPOUCXOKICHHS, KaK JaBaH yTHJIAICTAT, JTaBaH YOI, TePIeH-4-07,
JTUHANWIaneTar, B-demanapeH, Hepol U IUc-B-0IMMEH, KOTOPbIE OTCYTCTBYIOT B IPYTHX MUCCIIETYEMbIX
oOpasnax. Takum 00pa3om, JaHHOE AIPUPHOE MACIIO COOTBETCTBYET YKa3aHHBIM HOpMaM U HOPMATUBHBIM
JIOKYMEHTaM, UMEET MTPUPOTHOC TIPOUCXOK/ICHHE IO €0 XEMOTHILY.

B xone pacmmdpoBkr xpomarorpaMM Bcex 00pa3iioB ObLIa YCTAHOBICHA MPUPOJIA PEIPE3CHTATHB-
HBIX KOMIIOHEHTOB W OITMCAHbl UCKYCCTBEHHO CHHTE3UPOBAHHBIC KOMIIOHEHTHI B 3(DUPHBIX Maciax Jia-
BaHJIbl POCCUICKOTO MTPOUCXOXKICHUSI.
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IKCTPAKIUA AHABOJINYECKUX CTEPOUI0B
OPTAHUYECKHUMHU PACTBOPUTEJAMHU U3 BOAHBIX PACTBOPOB

Annotanus. [Ipu 20 °C n3yueHa SKCTpaknus psaa aHaOOINIECKUX CTEPOUI0B (TECTOCTEPOH; IUTECTOCTEPOH; U~
MeTeHAHOo; 170-MeTunTecTocTepoH; 19-HopaTHOXONMAHONOH; 18-HOpMeTeHour; 19-HOpaHapocTepoH; 30-TUAPOKCU-20-Me-
Tii-5a-anapocran-17-on; 9a-drop-17,17-qumernin-18-nopanapocran-4,13-nmuen-113-omn-3-on; lo-mMetmi-Soa-angpocran-3o-
on-17-on; la-MeTun-So-angpocran-30,17f-1u0; SHHOKCAaHIPOJIOH; METACTEPOH; OKCaHIpOJIoH; (opmecran; 16B-ruapo-
Kkcudypas3aboa) OpraHMYeCKMMH PAaCTBOPHTEISIMH M3 BOJBI W BOJHO-COJICBBIX pacTBOpoB. Ha OCHOBAaHMM IIOJTyYEHHBIX
OKCIIEPUMEHTAIBHBIX TaHHBIX PAacCUMTaHBI KOHCTAHTHI pachpeneieHus: aHabonuueckux creponsoB (AC), koTopble ObUIH
HCIIONB30BAHBI JUUISl ONTUMU3AIMH CTAHAAPTHOW METOIUKH MPOOOIOJrOTOBKH B IIPOIECcCe ONpeeIeHNsT aHaOOIMIeCKUX
aHporeHHsx creponioB (AAC) 1 ux MeTabOIUTOB B MOUYE CIIOPTCMEHOB. YCTAaHOBIJICHO, YTO HAHOOIEe CeICKTHBHBIM JKC-
TPareHTOM U3 BOJHBIX M BOJHO-COJIEBBIX PACTBOPOB SIBIISICTCS T'€KCaH, H3BJIeKaOmuil 60npmrmHCTBO AAC. J{11s TOBBIMICHUS
CTEIICHU DKCTPAKIIMU TJIOX0 H3BIEeKaeMbIX rekcaHoM AAC nenecooOpa3HO NPUMEHATH BbICAIHBAaHHE CYJIb(ATOM HATPHU
WM aMMOHHS M HCIOJIB30BAaTh 00Jiee aKTHBHBIE OPraHHYECKHE SKCTPAreHTHI — XJIOPUCTHIH METHIICH WIIH JTUITHIIOBBIN dQUp.
Pa3paboTaHa SKCTpaKIMOHHASI METOAMKA ITPOOOIIOATOTOBKH MOYM CIIOPTCMEHOB JUISI MOCIIEAYIOMIETO OIPENSNICHHS B HeH
aHa0OJIMYECKUX CTEPOMJIOB U MX METa0OIMTOB METOJOM Ta30BOM XpoMaTrorpaduu ¢ Macc-CIeKTPOMETPUIECKUM JEeTEKTO-
poBanueM. [IpemioxkeHHass METOAMKA XapaKTepU3yeTCs CTaHIapTHBIM oTkiIoHeHHneM 10—15 % u mpenenoM oOHapy KeHHs
oxouto 10 Hr/Mi1 MOYH.

KuroueBsle ciioBa: aHa0OIMUECKHE CTEPOH B, META0OIHUTEI, MOYA, IKCTPAKIINS, KOHCTAHTHI PACIPE/IeIeH s, Ta30Bast
XpOMaTO-MacC-CHeKTPOMETPHUS

Jas nuTHpOBaHUs. DKCTPAaKINsA aHAOOIMUYECKNX CTEPOUI0B OPraHUIECKUMHU PAaCTBOPUTENSIMHU M3 BOAHBIX PAacTBO-
pos / C. M. Jlemes [u np.] / Bec. Ham. akan. HaByk bemapyci. Cep. xim. HaByk. — 2023. — T. 59, Ne 4. — C. 302-311. https://doi.
org/10.29235/1561-8331-2023-59-4-302-311
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ORGANIC SOLVENT EXTRACTION OF ANABOLIC STEROIDS
FROM AQUEOUS SOLUTIONS

Abstract. The extraction of anabolic steroids (testosterone; epitestosterone; epimethenediol; 170-methyltestosterone;
19-norethiocholanolone; 18-normethenol; 19-norandrosterone; 3a-hydroxy-2o-methyl-5a-androstan-17-one; 9a-fluoro-17,17-
dimethyl-18-norandrostan-4,13-dien-11p-o0l-3-one; la-methyl-Sa-androstan-3a-ol-17-one; la-methyl-50- androstan-3a,173-di-
ol; epioxandrolone; methasterone; oxandrolone; formestane; 16p-hydroxyfurazabol) with organic solvents from water and
aqueous salt solutions was studied at 20 © C. Based on the experimental data obtained, the partition ratios of anabolic steroids
(AS) were calculated, which were used to optimize the standard sample preparation procedure in the process of determin-
ing anabolic androgenic steroids (AAS) and their metabolites in the urine of athletes. It was found that the most selective
extractant from aqueous and aqueous salt solutions is hexane, which extracts the majority of AAS. To increase the recovery
of AAS, poorly extracted by hexane, it is advisable to use salting out with sodium or ammonium sulfate and use more active
organic extractants — methylene chloride or diethyl ether. An extraction sample preparation technique has been developed for
the subsequent determination of anabolic steroids and their metabolites in athletes’ urine by gas chromatography with mass
spectrometric detection method. The proposed method is characterized by a standard deviation of 10 — 15 % and a detection
limit of about 10 ng/ml of urine.

Keywords: anabolic steroids, metabolites, urine, extraction, partition ratios, gas chromatography-mass spectrometry
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Beenenue. [loBbiieHNE CIOPTUBHBIX PE3YJIBTATOB CIIOPTCMEHOB 3a CYET yIOTPEOJICHUS 3aMpeleH-
HEIX MPEIapaToB ABISICTCS TII00aBHOM Mpo0ieMoit coBpeMeHHoro Mupa [1-6]. M3-3a Gompioro gyncia
3alpelleHHbIX BEUIECTB pa3padoTaHbl CEPUU CKPHHUHTOBBIX MPOLEAY], HAllPaBJICHHBIX Ha 00HApYyKe-
HHE IITUPOKOT0 KPyTa BEIIESCTB H UX META0OIUTOB ¢ ONM3KUMH (PU3UKO-XUMUICCKUMHU CBOMCTBaMH [1].
W3 Bcex KiaccoB COCAUHEHUH, 3alpelleHHbIX K TpuMeHeHno, AAC 3aHMMAalOT epBOE MECTO IO 4a-
CTOTe ynoTpeOneHus ciopTcMernam [1].

Jnst BeIsiBIEHUS 9K30TeHHBIX AC 10CTaTOYHO MPOBEACHHUS NX KaUeCTBEHHOTO olpeaeneHus. B ciy-
yae AAC, KOTOpbIe MOTYT IPHCYTCTBOBATh B OPraHU3ME B Ka4eCTBE dHJIOTCHHBIX, BBIITOTHSETCS KOJIU-
YECTBEHHOE ONpE/CIICHNE AaHHBIX COCTUHEHUHN C NaTbHEUIUM ONpEeeIeHUEM HU30TOITHOW CTPYKTY-
PBI TS IOATBEPIKACHUSI X DK30T€HHOTO JIMO0 SHAOTEHHOro porcxokaeHus [1]. B HacTosiiee Bpems
B aHanmm3e AAC MIMPOKO HMCIONB3YeTCs XPOMAaTO-MacC-CIIEKTPOMETPHSI, B TOM YHCJIEe METOJ Ta30BOH
xpomarorpaduu ¢ mMacc-CIeKTPOMETPHYECKUM JIETEKTOPOM THIA «TPOiHOH kBaapymonby (I'X-MC-
MC), paboTatonuii B pexkiiMe MOHUTOPUHTa MHOXXEeCTBEHHBIX peaknuii (Multiple reaction monitoring,
nainee MRM) [7-14].

Ha ananutudeckoM sTame JOMIHT-KOHTPOJS ONMPEACNSIOT He TOIBKO MCXOAHBIE aHAOOINYECKHe
areHThI, BXOASIINE B COCTaB MPENapaToB B KAYeCTBE JCHCTBYIOIIETO BEIIECTBA, HO U UX METaOOIUTHI
[14—19]. OcHOBHBIM OOBEKTOM HCCIEIOBAHUS aHTHIONHMHTOBBIX J1ab0opaTopuii ABiIsieTCs Moda. boib-
mHCTBO A AC MOIIHOCTBHIO META0ONIH3UPYIOTCS B UEIIOBEYECKOM OpPraHu3Me, U TOJIBKO HEOOJBIIOE KO-
JIMYECTBO UCXOMHOTO MperapaTa B HEU3MEHEHHOM BHU/IE BEIBOAUTCS ¢ MO4OH [14-20]. CTOUT OTMETHUTH,
YTO, HECMOTPSI Ha BHICOKYIO UYBCTBUTEIHHOCTh M CEJIEKTHBHOCTH METOOB, IPUMEHSAEMBIX IS OIpe-
nenenuss AAC B po0ax CIIOPTCMEHOB, PE3yJIbTaThl aHAIM3a BO MHOI'OM 3aBHUCAT OT 3()()EeKTUBHOCTH
MpeaBapUTEILHON ITpodomonroToBKkH [7, 14-19, 21, 22].

Beisenenne 6onpmnHcTBa AAC 1 MX METa0OIHMTOB C MOYOW MTPOUCXOANT MOCIE KOHBIOTUPOBAHUS
CTepou/a ¢ TIIFOKYPOHOBOHM KUCIOTON MITH CYJIb(AaTOM ¢ 00pa30BaHUEM HEJIETYUHX IOJISIPHBIX COCIH-
HeHU#. BBy TOro 4T0 omnpeneneHne aHaOOINYECKUX CTEPOUIOB OOBIYHO OCYIIECTBISAETCS METOIOM
razoBoil xpomatorpaduun — macc-cnekrpomerpuu (I'’X-MC), KOHBIOTAaTBl CTEPOUAOB JOJKHBI TIO/IBEP-
raTbCsl THAPOIN3Y Iepen aHanu3oMm [14, 19, 23]. s qaHHOHN IETH MIMPOKO HCIIONIB3yeTCsS PepMEHT
TIIIOKypoHuaasa u3 E. coli. ®epMeHTaTHBHBIN TUAPONN3 BeIMONHAIOT npu pH ot 6,3 1o 6,5 (B cpene
docdarnoro Oydepa) u remmeparype 56 °C.

[pucyrcrBue rugpokcuibHbIX U Ketorpynn B AAC u ux mMeTabonuTax IPUBOIUT K TPYJHOCTSIM
npu ux ['X-MC onpeneneHnu, 9To CBsI3aHO TNIABHBIM 00pa30M ¢ UX HEIOCTATOYHBIM XpoMaTorpadude-
CKHUM paszperienuem u tepmonectpykiueit AAC B umxkektope, noatomy AAC nepen I'’X-MC ananuzom
00BIYHO JAepUBATH3UPYIOT peakmueil ¢ N-meTun-N(tpumetmicmini)Tpudropaneramunom (MSTFA)
[7, 19, 21, 22].

TI'mapokcmiibHBIe YHKITHOHATBHBIC TPYIIIEI KOMHMYeCTBEHHO pearupyotr ¢ MSTFA, o6pa3ys cra-
omnpHBIe TpuMeTHICIITIIBEHBIE (TMC) adupsl. JIOCTOMHCTBO ATOTO peareHTa 3aKI04aeTcs B TOM, UTO
OH OJTHOBPEMEHHO CITY)KHT PACTBOPUTEIEM M MOYKET HEMOCPEIACTBEHHO BBOJIUTHCS B HHIKEKTOP Ta30BOTO
xpomarorpada.

Ceronnss MSTFA saBnsieTcsi caMblM pacopOCTPaHEHHBIM PEareHTOM IPU JIOMMUHI-KOHTPOJIE JJIst
onpenenenust AC. [{ns obpazoBanus TMC-ipon3Bogasix AC ¢ KETOrpyIIaMy TOCPEICTBOM PEaKIIHH
C UX eHONBHBIMHU (hopMamu mpuMeHOT TpuMmeTwicunuauoana (TMCH) B kadecTBe karammszaropa.
IIpu >Tom mcnonb3oBanue noguaa ammonus (NH,I) omnoBpemenno ¢ MSTFA nossonsgeT nmomydars
TMCH HEenocpeACTBEHHO B PEAaKITMOHHON cMecH. J{JIsl MOBBIMIEHUS BRIXOAA PEaKIIUU TakKe peKOMEH-
JyeTcst 100aBIATh BOCCTAHOBUTEND, Hanipumep autnorpenton (DTT), aro cBoguT kK MUHIMYMY 00pa-
30BaHUE HO/a B cpefie YKAa3aHHOTO BhINIE peareHTa [21].

OnHUM U3 BaXXHBIX 3TAIOB MPOOOTOATOTOBKH HAPSIAY C THAPOIH30M KOHBIOTATOB M JepPUBATH3AIH-
el ABISIETCS KHUAKO-KUIKOCTHAS dKkcTpakmus (JKXKD) anHann3upyeMbIX coenMHEHUH 13 MOYH (OCHOB-
HOW THUT MaTPHIIbL, UCIIOIb3yeMol it aHanu3a) [19, 21]. Moua nipeicraBisieT co00i JOCTATOYHO CIIOK-
HYIO TI0 COCTaBy MaTPHILy, B KOTOPOH MOTYT IIPUCYTCTBOBATh HU3KOMOJIEKYJISIPHBIE POy KTHl METa00-
JIM3Ma aMUHOKHCIIOT M CaxapoB (AMUHBI, MOYEBHHA, KAPOOHOBBIEC KUCIIOTHI, COJIA KapOOHOBBIX KUCIIOT
U 1p.), HEOONBLINE KOJTMYECTBA MEMTHIOB, CTEPOUI0B, TUTMEHTa YPOOUIIMHA, OKPAIIUBAIOIIEIO MOYY
B KeNThIN 1BeT. JKUAKOCTHYIO SKCTPAKIMIO HCIONB3YIOT I yJIaJIeHHS MEIIAIONINX KOMIIOHEHTOB
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MaTpPULBI ¥ IEPEBO/Ia ONPEICIISIEMbIX BEIIECTB B HEBOAHYIO CPENY, B KOTOPOI BO3MOKHA PEAaKIIHs MOTY-
yeHust TMC-nipon3BoaHbiX JaHHbIX BewecTs [19, 21]. [Ipu aToM skctpakuus AAC B HacTos1Iee BpeMs
HEZ0CTATOYHO XOPOIIO U3yYeHa, TIOITOMY BBIOOD AKCTPAKIIMOHHONW CHCTEMBI JJISI IIPOOOIIOITOTOBKH
YacTO OCYIIECTBISAETCS IMITMPUUECKH.

Hcxogst n3 BhIIIEYKa3aHHOTO LENb IJAHHON pa0OoThI — OMpe/ieieHue KOHCTAHTBI paciipeielieH s psijia
AAC, 0CHOBHOI XapaKTepUCTUKH HKCTPAKIIMOHHBIX MPOIECCOB, B CUCTEMAax reKcaH—BOJla U BOJHO-
COJIEBBIC PACTBOPHI, AMITHIIOBBIN d(HUP—BOJA, XJIOPUCTHII METHUIICH—BO/Ia U HA OCHOBE MOJYYEHHBIX
JaHHBIX MOJ00p ONTUMAJIBHBIX YCIOBUH 3kcTpakuuu AC 13 BOIBI H MOYH CIIOPTCMEHOB IIPU IIPOBEe-
HUH JONUHT-aHAJIH3a.

JKcNepUMEHTAJNBHASA YaCTh. Peakmuessi. Vcionp30Bany cTaHAapTHBIE 00pa3Ilbl CIETYIONNX Be-
mecTB (pucyHok): Tectoctepon (USP Reference Standard, 46923, CIIIA), > 98,0 %; snutecTocTepoH
(USP Reference Standard, 1646031, CIILIA), > 98,0 %; srmmeTtenanon (National measurement Institute,
Asctpanus), 97,0 %; 17a-metunrecroctepoH (Sigma-Aldrich, CIIA), > 98,0 %; 19-HOpATHOXOJIAaHOIOH
(National measurement Institute, ABcrpanus), 99,8 %; 17,17-numernin-18-nop-5p-anapocran-1,13-nqueH-
3a-om (National measurement Institute, ABctpanus), > 98,0 %; 19-nHopanapocrepon (LGC GMBH, I'ep-
MaHus), 99,6 %; 2o-meTun-So-anapoctan-30-oa-17-o (National measurement Institute, ABcTpanusi),
> 98,0 %; 9a-¢prop-17,17-numernn-18-nopanapocran-4,13-nquen-11p-on-3-on (National measurement
Institute, ABctpanus), 99,6 %; lo-meTnn-Sa-aaapocran-30-oi-17-on (National measurement Institute,
Agcrpanus), > 98,0 %; la-metmn-Sa-anapoctan-3a,17B-auon (TRC, Kanana), > 98,0 %; 17-sinokcan-
nposion (National measurement Institute, Apctpanus), 99,3 %; meracrepon (National measurement
Institute, ABctpanus), 97,6 %; okcanapoision (Dr.Ehrenstorfer GmbH, ['epmanus), 99,0 %; popmecran
(Sigma-Aldrich, CILA), > 98,0 %; 16B-ruapokcudypazadon (National measurement Institute, ABctpa-
nus), > 98,0 %.

HUcnonb3oBanu pactBoputenu: rekcan (x. 4., OKOC-1, Poccus), > 99,9 %; meranon nns BOKX/MC
(Fisher Chemicals, CIIIA), > 99,9 %; amerorutpuin miss BOXKX/MC (Fisher Chemicals, CIIIA), > 99,9 %;
TUATUIIOBBIN ¢up (4. 1. a., JlenPeaxtus, Poccus), > 98,0 %; MeTuntperOyTrioBsii a¢up (4. 1. a., IKOC-1,
Poccus), > 99,0 %; xnopucteiit metriieH (X. 4., 9KOC-1, Poccus), > 99,8 %. JlenoHU3UPOBAaHHYIO BOIY
MOJTyYaji ¢ IOMOIIBIO CUCTEMBI MoAToTOBKH Bobl Direct-Q 3 UV System (Millipore, CIIIA). B xa-
yecTBe raza — Hocurens s ['X ucnonb3osanu renuid (HUM KM, Poccus), 99,9999 %, B kadectBe
rasa cronkHoBeHus1 — a3ot (Kpuon, benapycs), 99,999 %, a taxxe B-rmokyponunasy u3 E. coli K12
(BGALS-RO Roche, Cat. No. 03 707 601 001, IlBefinapus); N-meTnia-N-(TpumMeTHICHINI) TpUpTOpa-
neramun st ['X-nepusaruzarnuu (LiChropur, I'epmanmus), > 98,5 %.

Annapamypa. I'X-MC-MC-ananu3 mpoBOIuIn Ha razoBoM xpomatorpade Agilent 7890 (Agilent
Technologies, CIIIA) ¢ Macc-ClieKTpPOMETPUIECKIM JIETEKTOPOM THITA «TPOWHOW KBaJIpymoib» Agilent
7000 (Agilent Technologies, CIIIA) u ycTpOHCTBOM aBTOMAaTHUYECKOrO BBOJA KHMAKUX MPo0 Autosam-
pler 7693 (Agilent Technologies, CIIIA). Pa3nenenue BelecTB OCYIECTBISIN Ha KATUJUISIPHON KOJIOH-
ke aunHoi 30 M, BHyTpeHHUM nuameTpom 0,25 MM ¢ HaHeceHHO! HenoABMXHOH (a3zoit VF-1-MS rton-
muHou 0,25 mxm (Agilent, CILIA).

Yenosus xpomamoepaghuuecxoeo pasdenenus u oemexkmuposanus. B ucrapurens BBoguin 1 MK
oOpasma B pexxnMe 0e3 JIeleHrs] IOTOKa. TeMreparypy HCTapuTens TOAAEepPKHBATN MOCTOSHHONW Ha
ypore 280 °C, mOTOK rasa-HOCHTENsS Takke ObUT mocTosHHBIM (1,2 mu/mMuH). BemecTBa pasaensiim
B pEeXMME T'paJIMEHTHOr0 MOMAHATHUS TeMmIeparypsl TepmocTtaTta konouku: 140 °C (0 mun) — 290 °C
(16,7 mun) — 310 °C (20,7 mun) — 310 °C (21,7 mun). TemnepaTypy JUHUU NTepelaul Macc-1eTeKTopa Moj-
nepxxkuBanu Ha yposHe 310 °C. MoHn3auno ocymecTBIsIN eKTpoHHBIM yaapoM (70 3B) npu temre-
parype ucrounuka 230 °C. lanusle nomyyanu B peskume MRM 117151 OT0KUTEIBHO 3apsS)KEHHBIX HOHOB
¢ 10-if MuUHYTHI OCIie BBOJIA MPOOBL. Bpemst neTekTupoBaHus OHOTO HOHA cOCTaBIsLIO 20 MC.

KayecTBeHHBIN M KONMYECTBEHHBIH aHAJIN3 MPOBOAMIIN C UCIOIH30BAaHUEM BHYTPEHHEIO CTaH-
napta — MetunTectocreporna (MTSN).

[Iporpammuoe ob6ecneuenre MassHunter GC/MS Acquisition (Bepcust B.06.00.1116) ucnosnb3o-
Ball JUIS yIpaBlieHUs] TpUOOpoM; st 00padOTKKM NaHHBIX IporpamMmHoe obecrieueHue MassHunter
Workstation Software Quantitative Analysis (Bepcust B.05.00), pemaktop tadnui — Microsoft Office Ex-
cel 2007 (Bepcus 12.0.4518.1014).
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Tecrocrepon DUHTECTOCTCPOH
(Testo) (EpiTesto) DIMHMETEI IO
(MTDE-MI)
L
HO'

H
19-HOPATHOXOTAHOTIOH
(MTSN) (NETC) 17,17-gumerun- 18-nop-5B-anapocran-
1,13-nuen-30-on (MTDE-M2)

HO, H a1
JE
20-MeTun-50-aHapocTan-30-01-17-0H

(DRST-M1) 90-¢pTop-17,17-mumernn-18-nopanapocran-
4,13-nuen-11p-on-3-on (Flom-M2)

HOY

HO

19-HOpaHapocTEpOH
(19-NA) R — 1 0-MeTHI-50-aHapoCTan-

a AL - 3a,17p- MTSN-M1
30-011-17-01 (MTSN-M2) o, 17-muon (MTSN-M1)

OKcaHaPOJIOH
MeractepoH (Oxan)
(Methasterone) OH

17->moxcanzapornon (Epi-Oxan)

®opwmectan (FMSN) 16B-runpoxcudypazadon 16-OH-FUZB)

CtpyKTypHEIEe QOPMYIIHI N3y IEHHBIX COeIUHEHNN U UX 0003HATCHIUS

Structural formulas of the studied compounds and their designations

Onpedenenue koHcmanm pacnpeoenenus. KOHCTAaHTHI paclipe/ie]IieHus] CTEPOU/IOB B HCCIIEOBAH-
HBIX PKCTPAKIMOHHBIX CHUCTeMax ompenensau npu temneparype 20 = 1 °C npu paBHOBECHON KOHIICH-
Tpaluu CTEpOoU0B B opranuueckoi ¢paze ot 10 mo 350 Hr/mi. J{as 3KCTPaKIMOHHBIX CUCTEM JIHUITHU-
JIOBBIH UP—BOJa M XJIOPUCTHI METHICH—BOJIA TPOBOIMIIN TIPEABAPUTEIFHOE B3aUMHOE HACHIIIICHHUE
¢a3. it cucteM rekcaH—BoJia M F'eKCaH—BOJIHO-COJICBBIC PACTBOPHI B3aMMHOE HACKIIIEHUE (a3 HE 0Cy-
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Tao6numa 1. Koncrantel pacnpenenenus (P) ana601n4ecKHX CTEPONIOB B CHCTeMe FreKCaH—BO/1a
U CTENEeHH U3BJIeYeHus (R) cTepou 0B reKkCaHoM U3 BOABI IPU OJHOKPATHOMH IKCTPAKIHHA
M PAaBHOM COOTHOLIEHMHU 00beMOB (a3

Table 1. Distribution constants (P) of anabolic steroids in the hexane—water system and the recovery (R)
of steroids by hexane from water with a single extraction and an equal ratio of phase volumes

CoennHeHUE P R, %
17,17-numetnin-18-nop-5B-aunpocran-1,13-1uen-3o-om >200 > 99
DIUMETEH THOIT 20 95
19-HOpaHAPOCTEPOH 9,2 90
19-HOPATHOXOJIAHOJIOH 7,6 88
20-MeTHI-50-aHIPOCTaH-30-07-17-0H 26 96
9a-drop-17,17-mumerni-18-nopanapocran-4,13-nuen-11p-o1-3-on 17 94
lo-MeTun-So-aHapocTan-30-0i-17-0H 33 97
DNUTECTOCTEPOH 5,1 84
la-mMetun-So-aaapocran-3a,17p-nmnon 17 94
Tecroctepox 33 77
17-5nM0KCaHIPOIOH 4,5 82
MeTactepoH 50 98
OKcaHIpOJIOH 0,96 49
dopmecTan 7.8 89
16B-runpokcudypazadon 8,2 89
170-METUNTECTOCTEPOH (BHYTPEHHUM CTaHAAPT) 5,0 83

IIECTBIISAIOCH. DKCTPAKIIUIO TPOBOIMIIN MTyTeM TIEPEMENTNBAHUS HA POTAIIHOHHOM MHUKCEpe MPH CKO-
poctu BpamieHus 25 00/MuH B TeueHue 10 MuH.

KoncTaHTHI pacnpeneneHus aHaTU3NPYEMbIX COSIMHEHU paccuuTaHbl B pefaktope Microsoft Of-
fice Excel, mcxomst n3 OTHOCUTEIBHBIX TUIOMIAACH (C y4eTOM BHYyTpeHHETO cTanaapta ouc-TMC-17-a-me-
THJITECTOCTEPOHA) COOTBETCTBYIOIIUX MHUKOB, OTYYCHHBIX Ha XpomaTorpammax. Cpeau xapakTepu-
ctuyeckux MRM-niepexo10B /151 KOHKPETHOTO BEIIECTBA BEIOMpATU HanOoJiee HMHTCHCUBHBIN TTHK.

Koncrantsl pacnpenenenus AAC B 3KCTPAaKIIMOHHBIX CHCTEMax OPraHWYECKUM pacTBOPUTEIb—
BOJIa U TEKCAaH—BOJIHBIE PACTBOPHI COJICH PACCUUTHIBAIHN MO YOBUTH KOHIIEHTPAIIMH CTEPOUIA U3 Opra-
HUYECKOM (ha3bl 10 yPaBHEHUIO

P Copr COpF . VBOI[H (1)

- p—— >
CBOHH Copr _Copr VOPF

rae Copr, Cyop — PABHOBECHBIC KOHLICHTPALIMU PACHPE/ICIIAEMOr0 BEIIECTRA B OpraHUYeCKON U BOTHOU

dasax coorBeTcTBeHHO; Cop — HCXO/IHAS KOHLIEHTPAIHMSA PACTPENIENIEMOr0 BELECTBA B OPraHHYeCKOH

base; V,p> Vopr — 0OBEMBI BOTHOM M OpraHUYecKol (a3 COOTBETCTBEHHO, BEIOUpaeMble TaKUM 00pa-
30M, 9TOOBI YOBIJIb KOHIIEHTPAI[MHN BEIIECTBA B OpraHNIEeCKOM pacTBope Oblia He menee 30 %.

[lepen xpomaTorpadudeckum omnpeneseHneM KoHIeHTpanuii AAC B TEKCaHOBBIX PacTBOpaxX HX
MOJIBEPTaJIN JiepuBaTH3auu ¢ norydyeHrneM TMC-Tpou3BOIHBIX B UJICHTUYHBIX ycloBUsX. /|15 aTOro
HCXOJIHbIE U PaBHOBECHBIE PaCTBOPHI CTEPOUJIOB B OPraHUUECKOM PAcTBOPHUTENE, a TAKKE OpraHuye-
CKHE DKCTPaKThl M3 PAaBHOBECHBIX BOAHBIX PacTBOPOB 00beMOM 50 MKJI BHITApHBAIM JOCYyXa B TOKE
aszora rpu Temreparype 40 °C. 3aTeM K CyXOMy OCTaTKy B IPOOMpPKaX aBTOMATHYCCKOM MTUTIETKOM 00aB-
msuta o S0 MKJ1 pacTBopa BHyTpeHHero ctanmapta (MTSN) B Metanose ¢ konneHTpanuei 100 Hr/mi
Y CHOBa BBHITIAPWBAIIN JIOCyXa B Toke a3oTa rpu temmeparype 40 °C. K cyxoMmy ocTaTky B mpoOHpKax
aBTOMAaTHYeCKOW nunetkoi nobasnsnu 50 Mxa pactBopa aus aepusaruzanuu (MSTFA : NH,I : DTT =
2000 : 4 : 3, MKJI/MI/MKJ) 1 IEpEeMELINBaIH [IOJIYyUYECHHBIHA pacTBOP C UCIOJIB30BAaHUEM IICHKepa. 3aTeM
MPOOUPKHU TJIOTHO 3aKPhIBAJIM KPBIIIKONH M HarpeBaiu B OsiouHoM Tepmocrtate nipu 70 °C B TeueHUe
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20 muH. [locne 3TOr0 MPOOMPKH OXJIAXKIAIH IO KOMHATHON TeMIIepaTypbl U NIEPEHOCHIIA PACTBOPHI
aBTOMATHYECKOU MUTIETKON B CTEKJISTHHBIC BUAJIbI C KOHYCHBIMH BCTaBKaMHU.

PactBop nns nepuBarusanuu roropuny pacrsopenrem 5,0 mr NH,I u 3,8 mr DTT B 250 mxn MSTFA
¢ TmoclenyomuM paszbdaBiaeHueM noiaydeHHoro pactsopa B 10 paz3 MSTFA. OTHOocuTeNbHBIC CTaH-
JApTHBIE OTKJIOHEHMS PACCYNTAaHHBIX KOHCTAHT pactpeneienus P He npessimanu 30 % u cocTaBisum
B cpeaHem 15 %.

Pe3yasTaThl 1 X 00cy:KaeHue. B Ta0n. 1 mpuBeneHbl NOTy4YeHHBIE 3HAYCHH I KOHCTaHT pacipee-
JieHust 16 MccaeIoOBaHHBIX CTEPOUIOB B SKCTPAKIITMOHHOW CUCTEME I'eKCaH—BOJIa, a TAKXKE PacCUUTaH-
HBIC 110 KOHCTAHTaM pacipeaesieHns creneHu u3nieueHuss AAC rekcaHoM MPU COOTHOIICHUH 00BEMOB
(a3 rekcan—Boma, paBHoMm 1 : 1.

W3 naHHBIX, IPUBEACHHBIX B Ta0J. 1, BUIHO, YTO MOYTH BCE U3y4YCHHBIC CTEPOHJIBI — YMEPEHHO T'U-
npooOHbBIE BelecTBa, BEAUYMHBI X KOHCTAHT PACIpPE/C/ICHUs B CUCTEME T'eKCaH—BOJIa OOJIbIIE /U~
HHULBI U cocTaBisAoT oT 3 o 50, a B ciydae 17,17-mumetun-18-wop-Sp-anapocran-1,13-quen-3a-ona
(18-mopmeTenonma, MTDE-M2) xorctanTa 6omasiie 200. ['mapododHOCTE AAC cBsi3aHa ¢ HATUYHEM
B CTPYKTYpPE UX MOJICKYJ THAPOPOOHOT0 MUKIIONEHTAaHIEPruAPpO(hEeHAHTPEHOBOTO (hparMeHTa U yTJie-
BOJIOPOJTHBIX PaIMKaJIOB,

Bnarogaps ruapohoOHOCTH H3BICUECHUE CTEPOUIOB U3 BOJBI U BOJHBIX PACTBOPOB, K KOTOPBIM OT-
HOCATCS OMOJIOTUYECKHUE KUJIKOCTH, IIPEICTABIISICTCS JOBOJIBHO MPOCTOi 3aaueir. OO0 3TOM CBUIETENb-
CTBYIOT PacCUMTaHHBIE TI0 KOHCTAHTAM pacIpeesIeHns BRICOKHE cTerneHn u3BnedeHnst AAC rekcanom
U3 BOJIbI IPH OJHOKPATHOW 3KCTPAKI[UU U PABHOM COOTHOIICHUH 00beMOB (ha3. CTereHn U3BJICUCHUS
npeBbimaioT 77 % (nst TecTocTepoHa) U cocTaBIAOT B cpenneM 90 %. UckinroueHueM siBIsSETCS OK-
CaHJIPOJIOH, UMEIOIIHI KOHCTAaHTY 0,96 M M3BICKAIONIUICS TEeKCAHOM U3 PaBHOrO o0ObeMa BOJIBI IIPH
OJTHOKPATHOM 3KCcTpakiuu Ha 49 %. JI7s MOBBIIIEHNS TOTHOTH SKCTPAKIIHOHHOTO M3BJICUCHUS OKCaH-
JIPOJIOHA U3 BOJIbI, HauMeHee THAPohoOHOro u3 n3ydeHHbIX A AC, 11e51ec000pa3HO MOBBICUTh €0 KOH-
CTaHTYy PACIpEICICHHS, YTO JIETKO JOCTUTACTCS TPUMEHEHUEM 3(PQPEeKTa BbICAJIMBAHUS WU MPH UC-
MOJIL30BaHUH 0OJIee aKTUBHBIX PACTBOPUTEIICH.

KoncranTs! pacipeneneHuss HanMeHee THAPOPOOHBIX U3 n3yueHHBIX A AC TecToCTepoHa M OKCaH-
JIPOJIOHA MEXK]Iy Te€KCAaHOM U BOJIHBIMHU PAacTBOpPaMHU Cyib(aTa HaTpus, CyibhaTa aMMOHHUS U KapOOHAT
KaJIMs, a TAK)Ke pacCYMTaHHBIC 10 KOHCTAHTaM paclpeieNieHns cTeneHu n3pnedennss A AC rekcaHoM,
IPH COOTHOIIEHNN 00BbeMOB (a3 rekcaH—BojHas ¢a3za, paBHoM | : 1, mpuBeneHs! B Tabn. 2. BugHo,
YTO YK€ IPU OTHOCHTEIIEHO HEBBICOKOUM KOHIeHTpamuu Boicanusareiei (0,5—1,0 monb/m), Omaromaps
3HAYUTEIBHOMY POCTY KOHCTAHT pacnpenesneHns A AC obecriedanBaeTCsl BRICOKAs CTENEHb U3BIICUCHUS
JAHHBIX BEMIECTB rekcaHoM (R > 85 %).

Tabnuna 2. Koncranrel pacnpenejienus (P) TecToCTepOHA U OKCAHIPOJIOHA B CHCTEMAaX reKCaH—BOJHbIE PACTBOPHI
HEOPraHU4YecKHX coJeil u creneHu u3BiaedeHus (R) AAC rexkcaHom U3 BOAHON ()a3bl IPH OJHOKPATHOI IKCTPAKIMHI
U PABHOM COOTHOIIeHHH 00beMoB (a3

Table 2. Distribution constants (P) of testosterone and oxandrolone in systems hexane—aqueous solutions
of inorganic salts and the recovery (R) of AAS by hexane from the aqueous phase with a single extraction
and an equal ratio of phase volumes

TecTocTepoH OKcaHIPOJIOH
Conb KoHueHTpawus coiu, MOJb/I
P R, % P R, %
Na,SO, 0,5 24 96 88
1 > 120 >99 47 98
NHL).SO 0,5 15 94 4 80
(NH,),80, 1 68 99 18 95

J17151 IOBBIIIEHNSI CTETIEHN U3BJICUEHH S OKCAHIPOJIOHA U 3MHOKCaHAPOJIOHA HE CIEyeT IPUMEHSTh
TaKOW CHJIbHBIH BbICallMBaTellb, Kak KapOoHaT kanus. IIpu ero pacTBopeHnu B BOAHBIX PaCTBOPAxX CO3-
JTAeTCs CHJIBHO ILEJI0YHAS CPEad, YTO MOXKET MPUBOAUTE K THIPOIU3Y MOJEKYI JAHHBIX CTEPOUIOB IO
JIAKTOHHOM I'pyIIIe, YTO U HAOJI0aJI0Ch B XO€ IPOBEICHUS 3KCIIEPUMEHTA. 3aMeHa reKcaHa Ha 0oJiee
AKTHBHBIC PACTBOPHTENHN — IUATHIIOBBIN dQHUP U XJIOPUCTHI METHIICH TAKXKe IMO3BOJISET 3HAUUTEIBHO
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MOBBICUTH KOHCTAaHTHI pacnpenenenust AAC, a clieoBaTeNbHO, U CTEIICHH UX U3BJICYCHUS U3 BOAHBIX
pacTBopoB (Tadm. 3).

Tabnuna 3. Koncrantsl pacnpenesnenus (P) TecTocTepoOHA H OKCAHAPOJIOHA B CHCTEMAX IHITUJIOBBII d(pup—Boa,
XJOPUCTHIN MeTHIEH—BOJA U cTeneHn u3BJedenns (R) AAC oprannyecKkuM pacTBOpPUTeJIeM U3 BOAHOMH (pa3bl mpu
OHOKPATHOI IKCTPAKIHH U PABHOM COOTHOIIEHHH 00beMoB (a3

Table 3. Distribution constants (P) of testosterone and oxandrolone in systems diethyl ether—water, methylene
chloride—water and the recovery (R) of AAS by an organic solvent from the aqueous phase with a single extraction
and an equal ratio of phase volumes

TecrocTepon OxcaH1posIoH
DKCTpaKIMOHHAS CHCTEMA
P R, % P R, %
JlusTuioBslil apup—Boaa 33 97 12,1 92
XII0pUCTHII METUIIEH—BOJIA 42 98 23 96

[lomyuennrpie gaHHbIe N0 pacnpeneneHnio AAC B UCCIEOBAHHBIX AKCTPAKIIMOHHBIX CHCTEMax
CBUJIETEIIBCTBYIOT O BO3MOXKHOCTH I(PPEKTUBHOTO M3BJICUECHUS OOJIBIIMHCTBA M3YUEHHBIX CTEPOUIIOB
W3 BOABI M BOIHBIX MAaTPHUIl TeKcaHOM. B cimydae Hanmenee TuapodoOHsrx AAC It TOBBIIICHUS CTe-
MIEHW WX WU3BIICUCHHS MOXKHO 3PPEKTHBHO HUCIONIB30BaTh ) (EKT BhICATMBAHMS, & TAKKE IPUMCHSITh
OoJiee aKTUBHBIC PACTBOPHUTENH, TAKUE KaK JIUITHIOBBIN (DU U XJOPUCTHI METHIICH.

Onpedenenue aHaboruyeckux cmepoudos u ux memadoiumos 6 move cnopmemenos. Ha ocnopannu
MOJTyYEHHBIX KOHCTAHT paclpeAeieHus pa3padoTaHa METOAMKA MPOOOMOATOTOBKH ISl ONPEACTICHUS
AAC 1 ux MeTabOJIUTOB B MOYE CIIOPTCMEHOB.

JlaHHas MeTonuMKa BKIFOYaeT B ce0s oTOOp aduKBOTHI MouH, qobOaBieHue docharaoro Oydep-
Horo pactBopa ¢ pH 6,5 £ 0,1, rugponn3 MeTaboNUTOB MpH JieicTBUN (epMeHTa P-TITFOKYPOHH A3k
u3 E. coli npu temneparype 56 °C B Tedyenne 70 MuH. 3aTeM K pacTBOPY J00aBISIOT cyibdaT HATPHS,
TIIATEIRHO TIepeMemuBaoT U u3BnekaroT AAC rekcanoM. B ciyuae meree runpodoOubrx AC, Takux
KaK OKCaHJPOJIOH, JJIsl TIOBBIIICHHS CTETICHN M3BJICUCHUSI MOKHO MCIIOJIB30BaTh 0oJiee aKTHBHBIE Op-
FaHUYECKUE IKCTPATreHThI — XJIOPUCTHIA METHIIEH WU AUATHIIOBBIN 3¢up. [Ipu aTOM sKcTparupyrorcs
AAC 1 ruzipodoOHBIe KOMIIOHEHTBI MATPHUIIBL, & THAPOGUITBHBIE IPUMECH OTACsI0TCA. CTeneHb U3BJIe-
YEeHUs MCCIIEAYEMBIX CTEPOHJIOB U3 BOJHOTO PAaCTBOpPA B COOTBETCTBUHU C BEJIMYMHAMH KOHCTAHT pac-
MpEJICIICHUsI B TAHHBIX YCIOBUsIX mpeBbimacT 95 %. BonHyto da3y oTaesstor mocie neHTpudyrupona-
HUS ¥ 3aMOPKHBAHHMSI XKUJIKUM a30TOM, @ OPTraHHUYECKUI SKCTPAKT BHIMTAPUBAIOT JOCYXa B TOKE a30Ta.
JanpHeHunii 3Tan 3aKI0YaeTCs B IPOBEICHUM PEaKLUK AepUBaTH3alNU ¢ oaydyeHueM TMC-nipous-
BOIHBIX CTEPOHUIOB. 3aTeM MOTYICHHBIN pacTBOp aHATH3UPYIOT MeTomoM ' X-MC-MC.

CrenyeT OTMETHUTD, YTO UCTIOJIb30BAaHUE TeKCAHA U BhICATMBaHUS Oojiee MPpeIoYTHTEIBHO M0 CpaB-
HEHUIO C 9KCTPAKITUEH IeIEBBIX KOMIIOHEHTOB A(UPOM H XJIOPUCTHIM METHIIEHOM 0€3 TPUMEHEHHUS BbI-
canuBaHus. ITO 00YCIOBICHO HAMOOMIBIIEH CENIEKTUBHOCTHIO TeKCaHAa U MUHUMAILHON SKCTPaKIUeH
MaTPUYHBIX KOMIIOHEHTOB MOYH, KOTOPBIE MOT'YT OTPUIIATEIHHO BIUSATH HA MOJIy4aeMble PE3yIbTaThI.

[Ipennokennass MeToguka ampoOupoBaHa Ha oOpasmax MoOYH, comepkamux uzydeHHble AAC
U MX METa0OJHTHI, MO3BONMIIA OJHO3HAYHO HMIACHTH(OUIUPOBATH HCCIENyEMble aHAJIWUTHI, OTIMYAET-
csi cTaHAapTHEIM oTkjoHeHueM 10—-15 % u mpenenom o6HapykeHns AAC u UX MeTabOIHTOB OKOJIO
10 Hr/MIT MOYH.

3akJ/roueHue. YCTaHOBICHO, YTO OOJBIIMHCTBO HCCIIEIOBAHHBIX aHAOOIMYECKUX CTEPOUJIOB (-
(DEeKTHUBHO IKCTPArupyeTcs U3 BOJHBIX CPEll, B TOM YHCIIE MOYH, TeKCAHOM. JIJIs TIOBBIIIICHUSI CTEIICHH
nzpneuenusi AAC, ocobeHHo MeHee THAPO(POOHBIX, TAKUX KaK OKCaHIPOJIOH, LIEIecO00pa3Ho mpruMe-
HSTH BBICAJIMBaHHE CyTb()aTOM HATPHUS UM aMMOHHUS U UCTIOIH30BaTh O0JIee aKTUBHBIC OpraHUYeCKHUe
9KCTPATEeHTHI — XJIOPUCTHIM METUIICH UITH U THIIOBBIN dPHD.

Ha ocHoBe monmy4eHHBIX JaHHBIX pa3padoTaHa yCOBEPIICHCTBOBAHHAS METOINKA TTPOOOOATOTOB-
ku 1 onpeneneHus AAC u uX MeTabOJIUTOB B MOUYE CIIOPTCMEHOB, OCHOBaHHAS HA THAPOIN3E Me-
TaOOJIMTOB TIpH IeHCTBUH (epMeHTa B-TIIOKYypOHUa3sl U3 E. coli, SKCTpaKIIMOHHOM H3BIICUCHUHN aHa-
0O0TMYEeCKUX CTEPOU/IOB M3 aHAIM3UPYEMOro 0Opasiia MOYM T€KCaHOM B MPHCYTCTBHH Cylb(dara HaT-
pusi, BEIAPUBAHUH OPTaHMYECKOTO IKCTPAKTa AOCYyXa M CHIMIHNPOBAHHUH TIEPEd aHAIH30M METOIOM
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I'’X-MC-MC. Anpobanusi pa3padOoTaHHOW METOAMKHM Ha oOpaslax MOYHM, COACPKALINX H3YyUCHHBIC
AAC, nokazasia BO3MOKHOCTh €€ IPUMEHEHHS Ha aHAJTUTUYECKOM dTamne JONUHT-KOHTPOJISA Ha coziep-
JKaHHe aHaOOJIMYECKNX CTEPOUIOB  UX METa0OIUTOB. METOAMKA XapaKTepU3yeTCsl CTAaHIAPTHBIM OT-
kionenneM 10—15 % u npenenom obHapyskenust AC 1 1X MeTabOIUTOB 0KOJI0 10 HI/MII MOYH.
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TETPARMKO3ATHJIPOKCUDYJIEPEH C (OH),,:
ONTUMU3UPOBAHHBIN TPENAPATUBHBIN CUHTE3,
CBOWMCTBA Y IPUMEPBI IPUMEHEHUSI

Annorauus. Terpasiikozaruapoxcudymnnepen C, (OH),, o61azaeT MUPOKUM CIEKTPOM YHUKAIBHBIX U LETUTENbHBIX
CBOMCTB, MO3BOJISIIOLIMX C YCIIEXOM HCIIOJIB30BATh €r0 B IIEJIOM psie OTpacieil HapoAHOro X03sicTBa. BHUMaHUe K ATOMY
COEIMHEHHIO 00YCIIOBJICHO €r0 YPe3BbIuaifHO BHICOKUM OHOIIOTHUECKUM TOTEHIIHAIOM, TPOSIBIISIFOIIUMCS B IOTSHLU PY FOII[EM
ﬂeﬁCTBHH XUMHUOIIPENnapaToB MPOTUB 3JIOKAYCCTBEHHBIX H013006pa3013aﬂm?'1 (B YaCTHOCTH, IIPpHU COBMECTHOM IIPUMCHEHUHN
C MpernapaToM IHUCIJIATHH), a TAK)KEe B KaYeCTBE areHTa JOCTABKHM PAAUOAKTUBHBIX M30TOINOB B paJUAIlMOHHON MEIUIIMHE.
IMpencrapnena gerko MacmTabupyeMas MeTOAMKA CHHTE3a U OYMCTKHU TeTpaditkosaruapoxcudyniepena C,(OH),, myTem
KaTaJuTH4eCcKoro Opomuposanus ¢ynnepena Cg, B cpeje KUAKOro OpomMa B MPUCYTCTBHM METAJIMYECKOTO JKele3a.
Pa3paboTaHa TEXHOJIOTHS OUUCTKH ICJICBOTO MPOAYKTA C HCIOAb30BaHHEM HOHOOOMEHHBIX cMoJ1 AB-17-8 1 TOKEM-100.

KuroueBble ciioBa: QyiiepeH, TeTpasiko3aruapokcudyaepeH, Terpasiiko3a OpomMdysiepeH, HUCIIIATHH, MOTCHIIN-
pytoliee neicTeue
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TETRAEICOSAHYDROXYFULLERENE C,(OH),,:
OPTIMIZED PREPARATIVE SYNTHESIS, PROPERTIES AND APPLICATIONS

Abstract. Tetracicosahydroxyfullerene C(OH),, has a wide range of unique and useful properties that allow it to be
successfully used in a number of sectors of the national economy. Interest in this compound is due to its extremely high
biological potential, which manifests itself in a potentiating effect against malignant neoplasms (when used together with
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cisplatin) and as an agent for the delivery of radioactive isotopes in radiation medicine. This paper presents a convenient and
easily scalable procedure for the synthesis and purification of C,(OH),, tetraecicosahydroxyfullerene by catalytic bromination
of Cg, fullerene in liquid bromine in the presence of metallic iron. The technology of purification of the target product using
ion exchange resins AB-17-8 and TOKEM-100 has been developed.

Keywords: fullerene, tetracicosahydroxyfullerene, tetraeicosa bromofullerene, cisplatin, potentiating action
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Co(OH),,: optimized preparative synthesis, properties and applica-tions. Vestsi Natsyyanal’nai akademii navuk Belarusi.
Seryya khimichnykh navuk = Proceedings of the National Academy of Sciences of Belarus. Chemical series, 2023, vol. 59,
no. 4, pp. 312-317 (in Russian). https://doi.org/10.29235/1561-8331-2023-59-4-312-317

Terpasiikozarunpoxcudymiepen C ,(OH),, 3 o6namaeT IMPOKUM CIEKTPOM YHMKAIbHBIX U TIOJIE3-
HBIX CBOWCTB, TIO3BOJISIFOIIIMX C YCIIEXOM €T0 MCIOIbh30BaTh B HEKOTOPHIX OTPACIAX HAPOTHOTO XO3sii-
cTBa (7151 aAPECHOMN TOCTABKH JIEKAPCTBEHHBIX TPENapaToB B KJIETKU-MHUIICHN, B ONOIOTHH, METUITITHE
U CceIbCKOM Xo3siiicTBe) [1—6]. IHTepec k aToMy coeTMHEHHUIO OOYCIIOBJIEH €T0 YPE3BBIYATHO BHICOKHM
OMOIOrMYECKUM TTOTEHITNAIOM, TIPOSBISIONINMCS B MTOTEHIIUPYIOIIEM JIEHCTBUH MPOTHUB 3JI0KA4ECTBEH-
HBIX HOBOOOpAa30BaHMH (IIPH COBMECTHOM IPUMEHEHUH C IpPEmapaToM ITUCIUIATHH) [7] U B KadecTBe
areHTa JJOCTaBKU PaJMOaKTUBHBIX U30TOIMOB B pagualluoOHHON MenuinHe [8—10].

B Hacrosmieii padote mpecTaBieHa ynoOHas U JIETKO MacIITadupyeMas MeTOINKa CHHTEe3a U OYHCT-
k1 Terpasiikozaruapokcudymiepena C,(OH),, 3 myrem karannTuueckoro OpOMHpOBaHMs (yiiepeHa
Cy, 1 B cpezie xuakoro 6poma B MpUCYTCTBUM METAITMIECKOIO XKene3a. [1omydennblii TeTpasiikozadpom-
¢ymnepen CBr,, 2 6bu1 noaseprayt ruapoiusy 0,1 M pacTBopoM eKoro Harpa, B pe3ylIbTaTe 4€ro ObLI
MOTy4YeH pa30aBIieHHBIN BOJHBIN pacTBOP IENEBOT0 coeanaenus 3, cogepxamuii NaBr u NaOH:

Br, NaOH
Copy —— » C(Bry, » C.,(OH),,
1 Fe 2 H,0 3

OuncTtka 3 OT HEOPTaHWYECKUX MTPUMECEH MPOBOIMIIACH ITyTEM TPOITYCKaHHUsS BOAHOTO pacTBOpa ye-
pe3 IBe KOJIOHKH, 3alOJTHEHHBIC CHUIBHOOCHOBHBIM aHHOHUTOM AB-17 B OH -dopMe U CHIBHOKUCITBIM
katronuToM TOKEM-100 B H*-bopme (puc. 1). [TonydeHHbIH TOCIE MPOMYCKAHUS Yepe3 HOHOOOMEH-
HBIE CMOJIBI IEMOHU3UPOBAHHBIA BOTHBIA pacTBOP 3 ObLT CKOHIIEHTPHPOBAH MyTEM OTTOHKH BOJBI MTPH

Puc. 1. Ouncrka rerpasiikosaruapokcudynnepena C,(OH),, 3 oT Heopranudeckux npumeceil myTem IpoIyCcKaHus BOAHOTO
pacTBopa dYepe3 KOJIOHKH, 3anonHeHHbie annoHuToM AB-17 8 OH -dopme (/) u karrnornntrom TOKEM-100 8 H-hopme (2)

Fig. 1. Purification of tetraeicosahydroxyfullerene C,,(OH),, 3 from inorganic impurities by passing an aqueous solution
through columns filled with AV-17 anion exchanger in the OH™ form (/) and TOKEM-100 cation exchanger in the H* form (2)
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Puc. 2. Ctpoenne terpasiikozaruapokcudyinepena Co (OH),, 3 [11]

Fig. 2. Structure of of tetraeicosahydroxyfullerene C,(OH),, 3 [11]

arMoc(epHOM JaBJICHUU B yCIOBHUSX 3aIIUTHI OT BO3/eHcTBUS cBeTa. LleneBolt TeTpasiiko3aruapokcu-
¢dymneper 3 B MHAMBHIYATbHOM COCTOSIHUU OBLI IMOMYyYEH METOJOM JTMO(QUIFHON CYIIKU B BaKyyMe.

HauOonee BeposSTHBIM M TEPMOJMHAMHUYECKHU BBITOAHBIM CTPOCHUEM COCANHEHUS 3 SBIISIETCS CUMMe-
TPHYHOE TETPAdAPUUECKOE POCTpaHCcTBeHHOE pacnonoxenue [4 X C (OH)]-rpynm (puc. 2).

JkcnepuMenTanbHas yactb. UK-cekrp 3anucan Ha @ypoe-cnekrpodoromerpe Protege-460 dup-
Mbl Nikolet ¢ mpurorosienuem oopa3noB B Bue TadneTok ¢ KBr. DneMeHTHBIN aHaIU3 BHIMOIHIN Ha
CHNS-ananu3zarope Vario MICRO cube V1.9.7. Onpenenenue ocrarounoro coaepxanus Na u Br npo-
BOJMJIM HA aTOMHO-3MHCCHOHHOM CIIEKTPOMETPE Ha MHAYKTHBHO-CBsI3aHHOM tasme Vista-PRO. Jluno-
¢GunpHyI0 cymky BeinonHsnu Ha npuoope LY OQUEST-85 Telsar Technologies, S.L. ®ynnepen Cg ¢ un-
croroit 99,5 % ucnonszoBanu kommnanun 3A0 «MJINID» (Cankr-IlerepOypr, Poccus). Pearentsr Opom,
BOJIa, METAHOII, *keJe30 B Bue Gonbru (tonmmaoi 0,1 mm) nmenu uuctory 99,9 %. Kunkue peareHTs
MOABEPTaIn ABOMHON (pakMOHHON neperoHke. Mcmons30Banyu CHIIbHOOCHOBHBINA CTUPOIAMBUHUIIOCH-
3onbHBIH aHnOHUT AB-17-8 B Cl-popme (11O «TOKEM», 'OCT 20301-74) 1 cTUPONIMBHHUIOCH30IIb-
HbI# cynb(okarnonut B H-popme TOKEM-100 (ITO « TOKEM», TV 2227-023-72285630-2011).

Terpasiikozabpomdynepen 2. Cycnensuro 2,0 r (2,77531 mmons) dymiepena Cgy 1 B 50 mn
(1,0 monp) xuakoro 6poma B npucyrctBuu 3,0 T (53,7 Mmonb) xene3Hoi ¢oneru Tommmuon 0,1 MM
MOMEIANH B KPYIIOMOHHYIO T€PMETHYHO 3aKpBITYI0 MPOOKOH KoJOy Ha 5 CYTOK B 3aIllMLIEHHOM OT
cBeta Mecte npu 25 °C, nepuoanyYecKy MepeMelnBas MyTeM OCTOPOXKHOIO BCTpsxuBaHUs. LleneBoi
MPOIYKT OT(GUIBTPOBBIBAIN HA INIOTHOM cTekisiHHOM ¢uiibTpe LlotTa S5 (¢ 0TBEpCTHsIMU THAMETPOM
1,0—1,5 MKM) nociie ucnapeHust 0CTaTOYHOTO KoJMyecTBa Opoma (M30bITOK OpoMa MOKET OBITh UCIIONb-
30BaH MOBTOPHO IOCIIE TIEPETOHKH ), 0CAI0K 2 M Hellpopearuposasiasi sxene3nas donsra 20 pas mo 20 mu
IIPU TIIATEIBHOM MEPEMEIMBAHNN IPOMBIBATINCE METaHOJIOM. [10oTy4YeHHBIN CBETIIO-KENTHIH MbUICBHI-
HBIM MPOAYKT 2 cymwics Ha Bo3ayxe npH 25 °C 2 cyTok B 3allMILEHHOM OT CBeTa MecTe. Bec mpoaykra
cocraBun 7,2 T (Beixon 98,3 %). Haiineno, %: C 27,20; Br 72,88. C, Br,,. Beraucneno, %: C 27,31;
Br 72,69. M 2 638,34.

Terpasiikozarugpoxcudyiepen 3. Cycnenszuro 6,0 r (2,27420 MMomb) TeTpasiikozadbpomdysuie-
pena 2 B 1 1 0,1 M Bognoro pactBopa NaOH nepememmBain Ha MarHUTHOM Melllajke 2 CyTOK B 3a-
muIeHHoM oT cBeta mecte npu 25 °C. IlonyyeHHBI YepHO-KOPUUHEBBIA PACTBOP HPOIMYCKAIHU Yepe3
JIBE KOJIOHKH, 3anoiHeHHbie: 130 T cuimpHOOCHOBHOTO annoHuTa AB-17-8 B Cl™-dopme (miepen padoroii
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anuoHuT ObLT mepeBeneH B OH -hopmy 00pabotkoit BomHabiM pacTBopoM ~1 M NaOH B nuHamudHOM
PEKHUME C TIOCIIEAYIONICH OTMBIBKOW HOHHUTA OT PEarcHTOB JTUCTHIUIMPOBAHHOM BOIoH) 1 130 T cHiibHO-
KHCJIOTHOTO cyib(octuponbaoro katrnonuta TOKEM-100 B H -gopme. TIpeanonaranock, 4To eMKOCTb
MOHOOOMEHHBIX CMOJI Oy/IeT HCITONIb30BaHa He Ooee ueM Ha 50 %, m03ToMy OHH OBUTH B3SThI B OOJIBIIIOM
u30bITKe (~2,5 paza). [Iponyckanue ounraemoro ot noHoB Na*, Br™ u OH™ pactBopa 3 (cMm. puc. 1) mpo-
BOJIMJIOCH BHa4YaJje 4epe3 KOJIOHKY ¢ aHMOHUTOM (), a 3aTeM — ¢ KaTHOHUTOM (2), 4TO OBLJIO HEOOXOTH-
MO ISl TIPEIOTBPAICHUS 3arpsi3HeHMsI PIIIbTpaTa aMUHAMHU, a TaKKe HelomymieHus oobpasosanus HBr.
[omyueHHBIH TTOCIIE IPOITYCKaHUS Yepe3 NOHOOOMEHHBIE CMOJIBI JICMOHU3UPOBAHHBIN BOJHBIN PacTBOp
3 OBUT CKOHIIGHTPHUPOBAH ITyTeM OTTOHKH BOJIBI MPU aTMOC(HEPHOM JIaBJICHHH B YCJIOBHUSX 3aIUTHI OT
BO3/IelicTBUS cBeTa. lleneBoli TeTpastiko3aruapokcudyuiepeH 3 B MHIUBUIYAIEHOM COCTOSTHUHM OBLI IT0-
Jy4eH METOIOM JIno(MIIbHOM cylIku B Bakyyme. Bec mpoaykra — 2,0 r (Beixon — 77,9 %). UK- cnexrp, v,
cm': 3409 (OH), 2 956,2921,2 853, 1713 (C=C), 1 624 (C=C), 1372, 1342,1320,1 168, 1 058 (C-0),
1038 (C-0), 526, 469. Haiineno, %: C 64,07; H 2,20. C. H,,0,,. Beruncneno, %: C 63,84, H 2,14.
M 1 128,82. Conepxanne nonoB Na' u Br~, ompezieneHHOe METOOM aTOMHO-IMUCCHOHHOM CHEKTPO-
METPHH Ha WHIYKTUBHO-CBSI3aHHOM 11a3Me, He npessimaio 1074 %.

BuiBoasbl. Pazpaborana ynoOHas, Jierko MacmTabupyemasi METOAMKA CHHTE3a M OYUCTKU TETPAdUKO-
3aruApoKCcH(yUIepeHa ¢ HCIIOIB30BaHUEM JOCTATOYHO JOCTYITHOTO M OTHOCHTEIBHO JICHICBOTO CHIPHS
(dynnepena C)) 1 BCIIOMOraTeIbHBIX MaTepUanoB (MOHO0OMeHHbIX cMonl AB-17-8 u TOKEM-100). Le-
JIEBOM MPOAYKT UMEET YUCTOTY OKOJIO 99,99 % 1 1mo cBOMM XapaKTEpUCTUKAM IMPEBOCXOAUT KOMMeEpUe-
CKH JIOCTYITHBIE 00pas3IIbl.
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nopnepxkke I'TIHM «Konseprennus 2025». the financial support of SSRP “Convergence 2025”.

CnucokK ucnoJib30BaHHbIX HCTOYHHUKOB

1. TIpoTHBOOMyXOJ€Bast aKTUBHOCTH MPOM3BOAHBIX (yJJIepeHa U BO3SMOKHOCTH MX HCIOJIb30BAHMS JUIsS aJpECHOM J10-
craBku jgekapcts / M. A. Opiosa [u ap.] / Oukoremarosnorus. —2013. — Ne 2. — C. 83—89.

2. TerpakozaruapokcubakmuncrepdysiepeHon — peareut Oyayuiero / E. A. luxycap [u ap.] / XuMmudeckue peakTHBBI,
peareHThbl U npoueccsl ManoToHHaXHOH xumun: XXXI MexayHnap. Hayd.-TexH. KoH). «Peaktus-2018», 2—4 okt. 2018 1.,
Munck, benapycs: Te3. noki. — Munck: benapyckas naBsyka, 2018. — C. 22.

3. [Mnorposckwuii, JI. b. ®ynnepens: B 6nonoruu / JI. b. [Tnorposckwuii, O. 1. Kucenes. — CI16.: Poctok, 2006. — 335 c.

4. Pordevi¢, A. Fullerenol: A new nanopharmaceutic? / A. DPordevi¢, G. Bogdanovi¢ // Archive of Oncology. — 2008. —
Vol. 16, iss. 3—4. — P. 42—45. https://doi.org/10.2298/A000804042D

5. TIpousBoaHbIe (yulepeHa CTUMYJIMPYIOT MPOAYKIIMOHHBIH MpoLEece, POCT U YCTOWYMBOCTh K OKHUCIHTEIBHOMY
ctpeccy y pactenuit nmmennnsl u ssumens / I I [1anosa [u ap.] / Cenbpckoxo3s. 6uonorus. — 2018. — T. 53, Beim. 1. — C. 38—49.
https://doi.org/10.15389/agrobiology.2018.1.38rus

6. Semenov, K. N. Fullerenol synthesis and identification. Properties of fullerenol water solutions / K. N. Semenov,
N. A. Charykov, V. A. Keskinov // J. Chem. Eng. Data. — 2011. — Vol. 56, iss. 2. — P. 230-239. https://doi.org/10.1021/je100755v

7. DFT Study of the Biological Activity of Fullerenol — Cisplatin Conjugate as an Antitumor Therapy Agent /
A. Pushkarchuk [et al.] / J. Biomed. Res. Environ. Sci. —2023. — Vol. 4, iss. 2. — P. 179-183. https://doi.org/10.37871/jbres1661

8. KBaHTOBO-XUMHYECKOE MOJCIHPOBAHUE KOPTH3OH-(DYIIIICPEHOIOBBIX alC€HTOB TEPaIIUi OHKOJIOIHYECKUX 3a00iieBa-
uuit / E. A. lukycap [n np.] / Bec. Ham. akan. naByk bemapyci. Cep. xiMm. HaByk. — 2021. — T. 57, Ne 4. — C. 400—407. https:/
doi.org/10.29235/1561-8331-2021-57-4-400-407

9. IlepcrieKTUBHI CO3MaHMS PaJOHCONCPKAIINX areHTOB paauonykmuanHoi Tepanuu / E. A. J{ukycap [u np.] / Becth.
¢dapmarun. — 2021, — Ne 3 (93). — C. 64-72. https://doi.org/10.52540/2074-9457.2021.3.64

10. KBaHTOBO-XMMHYECKOE MOJCITHPOBAHUE JOKCOPYOHUIHH-(DYIICPEHONIOBBIX areHTOB TEPANU OHKOJIOTHYECKUX 3a-
6onesanwnii / E. A. [lukycap [u np.] // Bec. Hai. akan. naByk benapyci. Cep. xim. HaByk. — 2022. — T. 58, Ne 4. — C. 369-378.
https://doi.org/10.29235/1561-8331-2022-58-4-369-378

11. TeopeTuueckoe M DKCHEPUMEHTAIbHOE HCCIEIOBAaHUE MONEKyl U HoHoB ¢yanepenona C,(OH),, (OL)
u C,,(OH),,  (OL), L", nocrnenosaTenbHO 3aMEIEHHBIX aTOMaMH IIeNoYHbIX MeTanmnos L (n = 1-24) / O. I1. Yapkus [u ap.] /
Kypu. neopran. xumun. — 2011. — T. 56, Bein. 4. — C. 623—633.

References

1. Orlova M.A., Trofimova T.P., Orlov A.P., Shatalov O.A., Napolov Yu.K., Svistunov A.A., Chekhonin V.P. Antitumor
activity of fullerene derivatives and their possible use for target drug delivery. Onkogematologija = Oncohematology, 2013,
no. 2, pp. 83-92. https://doi.org/10.17650/1818-8346-2013-8-2-83-92 (in Russian).



316 Proceedings of the National Academy of Sciences of Belarus, Chemical series, 2023, vol. 59, no. 4, pp. 312-317

2. Dikusar E. A., Pushkarchuk A. L., Bezyazychnaya T. V., Kasandrovich E. G., Soldatov A. G., Kuten S. A., Stepin
S. G., Nizovtsev A. P, Kilin S. Ya. Tetracosehydroxybuckminsterfullerenol is a reagent of the future. Chemical reagents,
reagents and processes of small-scale chemistry. — Abstracts of the XXXI International scientific and technical conference
“React-2018”. — October 2—4, 2018, Minsk, Belarus. Minsk: Belarusian Science, 2018, p. 22 (in Russian).

3. Piotrovskiy L. B., Kiselev O. L. Fullerenes in biology. St. Petersburg, Rostock, 2006. 335 p. (in Russian).

4. Pordevi¢ A., Bogdanovi¢ G. Fullerenol: A new nanopharmaceutic? Archive of Oncology, 2008, vol. 16, no. 34,
pp- 42—-45. https://doi.org/10.2298/A000804042D

5. Panova G. G., Kanash E. V., Semenov K. N., Charykov N. A., Khomyakov Yu. V., Anikina L. M., Artem’eva A. M.,
Kornyukhin D. L., Vertebnyi V. E., Sinyavina N. G., Udalova O. R., Kulenova N. A., Blokhina S. Yu. Fullerene derivatives
stimulate the production process, growth and resistance to oxidative stress in wheat and barley plants. Sel skohozjajstvennaja
biologija = Agricultural Biology, 2018, vol. 53, no. 1, pp. 38—49. doi: 10.15389/agrobiology.2018.1.38rus (in Russian).

6. Semenov K.N., Charykov N.A., Keskinov V.A. Fullerenol synthesis and identification. Properties of fullerenol water solu-
tions. Journal of Chemical and Engineering Data, 2011, vol. 56, nn. 2, pp. 230-239. doi: https://pubs.acs.org/doi/10.1021/je100755v

7. Pushkarchuk A., Bezyazychnaya T., Potkin V., Dikusar E., Soldatov A., Kilin S., Nizovtsev A., Kuten S., Ermak D.,
Pushkarchuk V., Zhou H., Kulchitsky V. DFT Study of the Biological Activity of Fullerenol — Cisplatin Conjugate as an
Antitumor Therapy Agent. Journal of Biomedical Research & Environmental Sciences, 2023, vol. 4, no. 2, pp. 179-183. doi:
10.37871/jbres1661

8. Dikusar E. A., Pushkarchuk A. L., Bezyazychnaya T. V., Akishina E. A., Soldatov A. G., Kuten S. A., Stepin S. G., Nizov-
tsev A. P, Kilin S. Ya., Potkin V. I. Quantum-chemical modeling of cortisone-fullerenol agents of cancer therapy. Vestsi Na-
tsyyanal ‘nai akademii navuk Belarusi. Seryya khimichnykh navuk = Proceedings of the National Academy of Sciences of Belarus.

Chemical Series, 2021, vol. 57, no. 4, pp. 400—407 (doi: https://doi.org/10.29235/1561-8331-2021-57-4-400-407 (in Russian).

9. Dikusar E. A., Pushkarchuk A. L., Bezyazychnaya T. V., Akishina E. A., Soldatov A. G., Kuten S. A., Stepin S. G.,
Nizovtsev A. P, Kilin S. Ya., Babichev L. F., Potkin V. 1. Prospects for creating radon containing agents in radionuclide ther-
apy. Vestnik farmacii = Pharmacy bulletin, 2021, no. 3 (93), pp. 64-72 (in Russian).

10. Dikusar E. A., Pushkarchuk A. L., Bezyazychnaya T. V., Akishina E. A., Soldatov A. G., Kuten S. A., Stepin S. G.,
Nizovtsev A. P., Kilin S. Ya., Kulchitsky V. A., Potkin V. I. Quantum-chemical modeling of doxorubicino-fullerenol agents
of cancer therapy. Vestsi Natsyyanal 'nai akademii navuk Belarusi. Seryya khimichnykh navuk = Proceedings of the National
Academy of Sciences of Belarus. Chemical series, 2022, vol. 58, no. 4, pp. 369-378 (in Russian).

11. Charkin O. P., Klimenko N. M., Wang Y.-S., Wang C.-C., Chen C.-H., Lin S. H. Theoretical and experimental study
of fullerenol molecules and ions C,(OH),, , (OL), and C,(OH),, ((OL) L" successively substituted by alkali metal atoms I
(N =1-24). Zhurnal neorganicheskoj himii = Russian journal of inorganic chemistry, 2011, vol. 56, no. 4, pp. 623—633 (in Russian).

HNudopmanus o6 aBTopax

Juxycap Eeeenuii Anamonvesuy — KaHANIAT XUMH-
YECKMX HayK, CTapIIMil HayuyHbIH COTpyAHUK. MHCTUTYT
¢usuko-oprannueckoit xumun HAH Benapycu (yn. Cypra-
HOBa, 13, 220072, MuHck, Pecnyonuka benapyce). E-mail:
dikusar@ifoch.bas-net.by

Ilywkapuyk Anexcandp Jleonudosuy — kaunuaat Gpusn-
KO-MaTeMaTHYECKUX HAyK, CTApIIMH HAay4HBIH COTPYAHHUK.
HucTuTyT Qusuko-opranndeckoii xumuun HAH Bemapycu
(yn. Cypranosa, 13, 220072, Munck, Pecnyonuka bena-
pycs). E-mail: alexp51@bk.ru

besvasviunaa Tamvana Braoumuposna — xanauaar ¢u-
3MKO-MAaTEMaTHYECKUX HayK, CTApIIMI HAY4YHBIH COTPYIHUK.
WHetutyT dusrko-oprannyeckoi xuMun HarmonansHol aka-
nemun Hayk bemapycu (yn. Cypranosa, 13, 220072, MuHCK,
Pecrry6mmka benapyce). E-mail: kvant@ifoch.bas-net.by

Axuwuna Examepuna Anexcanoposena — HaydHBIH CO-
TpynHuK. MHCTUTYT (Dusuko-opranmueckod xumuu HAH
Benapycu (yn. Cypranosa, 13, 220072, Munck, PeciyOnuka
Benapycs). E-mail: che.semenovaea@mail.ru

Kocanoposuu Egeenuii I'enpuxoéuy — JOKTOp XUMHYe-
CKHUX HayK, JOLCHT, 3aBeyonuii tabopatopueit. UHCTHTYT
¢usuko-oprannueckoit xumun HAH benapycu (yn. Cyp-
raHosa, 13, 220072, Munck, Pecnybnuka benapycs).
E-mail: kosandrovich@ifoch.bas-net.by

Conoamos Anopeii I'ennadvesuy — 3aBenylomuii 1abo-
paropueii. Hayuno-npaktuueckuit nentp HAH benapycu
o matepuaioBeaeHuto (yi. I1. bposku, 19, 220072, MuHCK,
Pecnybmnuka Benapycs). E-mail: andreisoldatov@mail.ru.

Information about the authors

Dikusar Evgenij A. — Ph. D. (Chemistry), Senior
Researcher. Institute of Physical Organic Chemistry of the
National Academy of Sciences of Belarus (13, Surganov Str.,
220072, Minsk, Republic of Belarus). E-mail: dikusar@
ifoch.bas-net.by

Pushkarchuk Alexander L. — Ph. D. (Physics and
Mathematics), Senior Researcher. Institute of Physical
Organic Chemistry of the National Academy of Sciences
of Belarus (13, Surganov Str., 220072, Minsk, Republic of
Belarus). E-mail: alexpS1@bk.ru

Bezyazychnaya Tatsiana V. — Ph. D. (Physics and
Mathematics), Senior Researcher. Institute of Physical
Organic Chemistry of the National Academy of Sciences
of Belarus (13, Surganov Str., 220072, Minsk, Republic of
Belarus). E-mail: kvant@jifoch.bas-net.by

Akishina Ekaterina A. — Researcher. Institute of Physical
Organic Chemistry of the National Academy of Sciences
of Belarus (13, Surganov Str., 220072, Minsk, Republic of
Belarus). E-mail: che.semenovaea@mail.ru

Kasandrovich Evgenij G. —D. Sc. (Chemistry), Associate
Professor, Head of the Laboratory. Institute of Physical
Organic Chemistry of the National Academy of Sciences
of Belarus (13, Surganov Str., 220072, Minsk, Republic of
Belarus). E-mail: kosandrovich@ifoch.bas-net.by

Soldatov Andrei G. — Head of the Laboratory. Scientific-
Practical Materials Research Center of the National Academy
of Sciences of Belarus (19, P. Brovka Str., 220072, Minsk,
Republic of Belarus). E-mail: andreisoldatov@mail.ru



Becnii Hamrprsrnanpnait akagpmii HaByk bemapyci. Cepois XiMigabIX HaBYK. 2023. T. 59, Ne 4. C. 312317

317

Kymenv Cemen Aoamosuuy — xaHIUAAT (PU3UKO-MaTeE-
MaTHYeCKMX HayK, 3aBenylomuil mabopatopueit. MHCTH-
TyT saepHbIX npobiaem BI'Y (yn. Bobpyiickas, 11, 220030,
MuHck, Pecniybnuka bemapycs). E-mail: kut@inp.bsu.by

Cménun Ceamocnas ['enpuxosuy — KaHAUAAT XUMUYE-
CKHMX HayK, JOLEHT. ButeOCkuii rocyapcTBEHHBIH OpacHa
JpyxObl HapOIOB MEAUIIMHCKUI yHUBEpCUTET (TIp-T PpyH-
3e, 27, 210023, Butebck, Pecnybnuka Bemapycs). E-mail:
stepins@tut.by

Huszosyes Anexcanop Ilasnosuy — NOKTOp (QHU3MKO-Ma-
TEMAaTUYEeCKNX HayK, BEAYIIWH HAay4HBIH cOTpyIHUK. VH-
crutyt ¢m3uku nmenu b. . Cremanosa HAH benapycn
(mp-t HezaBucumoctn, 68, 220072, Munck, Pecrmybmuka
Benapycs). E-mail: apniz@ifanbel.bas-net.by

Kunun Cepeeii Hkoenesuuy — akageMuk, TOKTOp (u3u-
KO-MaTeMaTH4eCKUX HayK, Mpodeccop, 3aBeiyomnil eHT-
pom. MuctutyT dusuku umenu b. Y. Cremanoa HAH Be-
napycu (MuHck, np-T HezaBucumocTtu, 68, 220072, MuHCK,
Pecrrybnuka bemapycs); E-mail: kilin@ifanbel.bas-net.by

Kynvuuyxuii Braoumup Aoamosuy — akaieMuK, TOKTOP
MEIUIIMHCKAX HayK, Mpodeccop, PyKOBOAWTENb IEHTpA.
WuctutyT dusuonornn HAH Bemapycu (yn. Axamemude-
ckas, 28, 220072, MuHck, Pecniybnuka benapycs). E-mail:
vladi@fizio.bas-net.by

THomxun Braoumup Heanouu — akageMuk, TOKTOp XU-
MHUYECKUX HayK, mpodeccop, 3aBenyomuii sadopaTopueii.
WnctutyT dusnko-oprannveckor xumun HAH Benapycn
(yn. CypranoBa, 13, 220072, Munck, Pecny6nuka Bena-
pycs). E-mail: potkin@ifoch.bas-net.by

Kutsen Siamion A. — Ph. D. (Physics and Mathematics),
Head of the Laboratory. Institute for Nuclear Problems of the
Belarusian State University (11, Bobruiskaya Str., 220030,
Minsk, Republic of Belarus). E-mail: kut@inp.bsu.by

Stepin Svjatoslav G. — Ph. D. (Chemistry), Associate
Professor. Vitebsk State Order of Peoples’ Friendship
Medical University (17, Frunze Ave., 210023, Vitebsk,
Republic of Belarus). E-mail: stepins@tut.by

Nizovtsev Alexander P. — D. Sc. (Physics and
Mathematics), Leading Researcher. B. 1. Stepanov Institute
of Physics of the National Academy of Sciences of Belarus
(68, Nezavisimosti Ave., 220072, Minsk, Republic of Be-
larus). E-mail: apniz@ifanbel.bas-net.by

Kilin Sergei Ya. — Academician, D. Sc. (Physics and
Mathematics), Professor, Head of the Center. B. I. Stepanov
Institute of Physics of the National Academy of Sciences of
Belarus (68, Nezavisimosti Ave., 220072, Minsk, Republic
of Belarus). E-mail: kilin@ifanbel.bas-net.by

Kulchitsky Viadimir A. — Academician, D. Sc. (Me-
dicine), Professor, Head of the Center (28, Akademicheskaya
Str., 220072, Minsk, Republic of Belarus). E-mail: vladi@
fizio.bas-net.by

Potkin Viadimir I. — Academician, D. Sc. (Chemistry),
Professor, Head of the Laboratory. Institute of Physical
Organic Chemistry of the National Academy of Sciences
of Belarus (13, Surganov Str., 220072, Minsk, Republic of
Belarus). E-mail: potkin@ifoch.bas-net.by



318 Proceedings of the National Academy of Sciences of Belarus, Chemical series, 2023, vol. 59, no. 4, pp. 318-333

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

TOXHIYHAA XIMIA I XIMIYHAA TOXHAJIOT'TA
TECHNICAL CHEMISTRY AND CHEMICAL ENGINEERING

YK 544.431+62-977 [loctynuna B penaxiuio 04.04.2023
https://doi.org/10.29235/1561-8331-2023-59-4-318-333 Received 04.04.2023
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UCCJEJOBAHUE KNHETUKH TEPMAYECKOMU KOHBEPCHUH
ABUALIHNOHHBIX MACEJI BHEN30TEPMUYECKHUX YCJOBUAX

AnnoTtauus. O6Cy X Jar0TCs pe3yJIbTaThl KHHETHYECKOT 0 UCCIIEI0BAHH S TEPMHYECKOT0 Pa3JI0KEH I aBHAL[HOHHBIX Macel
MC-8I1, TH-98 u TH-600 B yciioBUsIX HEIPEPBHIBHOIO HATPEBa ¢ MOCTOSTHHOM ckopocThio 5 K/muH 1o Temmneparyps 1 073 K.
JInst onucaHusl MEXaHW3Ma PEaKIHK U ONPEACICHNs] MAKPOKHHETHUECKUX MapaMEeTPOB IIPUMEHSIICS MHTETPAIbHBII METO/I.
VcTaHOBICHO, YTO ¢ ()eHOMEHOJIOTHYECKOH TOYKH 3PEHUS YCPEIHEHHAs Peaklnsi TePMOKOHBEPCHH aBHaMacell B YCIOBUSX
OIBITOB COOTBETCTBYET DEAKIMOHHOW MOJETH, OMMCHIBAEMON YpaBHEHHEM pEaKINH, OrPAaHMYCHHOW IMOBEPXHOCTHIO
(MC-8I1), crenennbiM 3akoHOM (TH-98), m Momenu, ommchiBaeMOll ypaBHEHHEM pEaKIIMH, OT'PAaHUYCHHOW TpPEeXMEpHOH
mudpoysueit (TH-600). [Ipu paspeneHnn ycpenHEHHOH peakIMH Ha JBE peakluu (epBas 3aBepUIaeTCs MPH TEMIepaType
550-600 K, Bropas — 638—655 K) ompenesneHo, 4To TepBas peaklys OMHCHIBACTCS YPAaBHEHHEM pEaKIHH 2-TO MOpsAKa
(MC-81I1), 1-ro mopsinka (TH-98) u ypaBHeHuem peakumu oxnomepHoil auddysun (TH-600), a BTOpas — ypaBHCHHEM
peakunu 1-ro mopsiaka (Tpu Tuma Macia). [Ipu 5ToM SHeprus akTHBAIMK IepBoi peakuuu coctasuia 99 kJx/mons (MC-8I1),
145,6 xJIx/monb (TH-98) u 57,4 xJlx/Mons (TH-600), 3Ha4eHME MpendKCIOHEHIMANBHOTO (akropa — 144 241 567 mun~!
(MC-8IT), 62 161 395 942 mun~' (TH-98) 1 236,16 mun~' (TH-600). DHeprus akTMBaIMu BTOPOi peakunu pasHa 160 kJ[x/Momb
(MC-8IT), 91,6 x/lx/monb (TH-98) u 127,1 xJx/mons (TH-600), npenskcrnonennuansupii Gaxrop — 8,81 - 10 mun!
(MC-8IT), 1,26 - 10* mun~' (TH-98) u 2,04 - 10 mun' (TH-600). [Tokaszano, 4TO UCMOIB30BAHHME ITUX 3HAYEHUH DHEPTUH
aKTHBALMM U TIPEIIKCIIOHEHIIMAIBHOTO (aKTopa NPHUBOAMT K COINIACHIO PACYETHBIX 3HAYCHHH CTENEHH DPAa3JIOKCHUS
N3YUYECHHBIX 00Pa3LOB Macia ¢ SKCIEPUMEHTAIbHBIMUI B HHTEPBaJIe 3HAUCHUIT cTeneHu pasioxkenus ot 0 1o 1.

KuaioueBble cj10Ba: TepMUUuecKas KOHBEPCHS, aBUALIMOHHOE MAcio, KHHETHKA, MEXaHNW3M PEaKLUH, appPEeHNYCOBCKHE
rapameTpbl
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S. V. Vasilevich, E. A. Shaporova, S. O. Stoyko

Belarusian State Aviation Academy, Minsk, Belarus

STUDY OF THE KINETICS OF AVIATION OILS THERMAL CONVERSION
UNDER NON-ISOTHERMAL CONDITIONS

Abstract. The paper discusses the results of a kinetic study of the thermal decomposition of MS-8P, TN-98, and TN-600
aviation oils under conditions of continuous heating at a constant rate of 5 K/min to a temperature of 1 073 K. An integral
method was used to describe the reaction mechanism and determine the macrokinetic parameters. It has been established that,
from a phenomenological point of view, the average reaction of aviation oils conversion under the experimental conditions
corresponds to the reaction model described by the surface-limited reaction equation (MS-8P), the power law (TN-98) and the
model described by the three-dimensional diffusion-limited reaction equation (TN-600). When dividing the averaged reaction
into two reactions (the first is completed at a temperature of 550—600 K, the second at a temperature of 638—655 K), it is de-
termined that the first reaction is described by the reaction equation of the 2nd order (MS-8P), the first order (TN-98) and the
reaction equation of one-dimensional diffusion (TN-600), and the second - the reaction equation of the first order (three types
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of oil). The activation energy of the first reaction was 99 kJ/mol (MS-8P), 145.6 kJ/mol (TN-98) and 57.4 kJ/mol (TN-600), the
value of the pre-exponential factor was — 144 241 567 min~! (MS-8P), 62 161 395 942 min~! (TN-98) and 236.16 min~! (TN-
600). The activation energy of the second reaction is 160 kJ/mol (MS-8P), 91.6 kJ/mol (TN-98) and 127.1 kJ/mol (TN-600),
the pre-exponential factor is 8.81 - 10! min~' (MS-8P), 1.26 - 10* min~! (TN-98) and 2.04 - 10® min~!' (TN-600). It is shown
that the use of these values of the activation energy and the pre-exponential factor leads to agreement between the calculated
values of the degree of decomposition of the studied oil samples and the experimental ones in the range of values of the degree
of decomposition from 0 to 1.

Keywords: thermal conversion, aviation oil, kinetics, reaction mechanism, Arrhenius parameters

For citation. Vasilevich S. V., Shaporova E. A., Stoyko S. O. Study of the kinetics of aviation oils thermal conversion
under non-isothermal conditions. Vestsi Natsyyanal nai akademii navuk Belarusi. Seryya khimichnyh navuk = Proceedings
of the National Academy of Sciences of Belarus. Chemical series, 2023, vol. 59, no. 4, pp. 318-333 (in Russian). https://doi.
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BBenenune. ABnaninoHHbIe Maciia — JKUAKOCTH, IPUMEHsIeMbIE JIUIsl CMa3KH ABUraTeseil u pe1yKTopoB
CHJIOBBIX YCTAHOBOK JIETATENIBHBIX ammapaToB [1]. OHu paboTaroT IpH pa3HBIX peKUMax TPEHHS, BBICO-
KHX TeMIlepaTypax, Harpy3Kax, CKOPOCTSX, B KOHTAKTE C pa3JIM4YHbIMH KOHCTPYKIIMOHHBIMU MaTepuaa-
MH, B YCJIOBHUSX BBICOKOW a’parti.

Tak, coBpeMeHHbIE ra30TypOMHHBIE ABUTaTENIN XapaKTePU3YIOTCS )KECTKIMU YCIOBUSIMH PAOOTHI: BbI-
cokue remneparypsl — 10 300 °C u Bblie, OoNbIIMe YacTOThl BpamieHus: Typous — 12 000-20 000 mun-'.
HanpspkenHocTs paboThl Macia B TakKuUX YCJIOBUSAX JKCIUIyaTalldM Ta30TYpOMHHBIX JBUraTeneH
(I'TH) ompenensieTcst KOIMYESCTBOM TEIUIa, KOTOPOE HEOOXOAMMO OTBECTH OT ITOBEPXHOCTEH TpeHHS Jie-
TaJel, ¥ PH MPOYNX PABHBIX YCIOBUAX XapaKTEPHU3YETCsl CKOPOCTHIO MPOKAYNBaHUSI Maciia 4epes3 JIBHU-
rarens [2, 3].

Temneparypa macna Ha Bxojie B ['T/] konebnercst ot 20 g0 50 °C, a Ha BbIX0Jie 3aBUCUT OT TEIUIOHA-
MPSLKEHHOCTHU IBUraTensi, kotopas nocruraet 125 °C npu nonerax ¢ 103ByKOBbIMH cKopocTsiMu 1 200 °C
MIPU CKOPOCTH MoJieTa ¢ ynciaoM Maxa M = 2. JIng ucKIIIoueHus eperpeBa y3ja0B TPEHUS Macjo Hempe-
PBIBHO IOABOJUTCS K TAKUM 3JI€MEHTaM ABMIaTellsl, KaK MOALIMITHUKY, 3yOuaTble Kojieca, KOHTAKTHbIE
VIUIOTHUTENN W IUIMLEBbIe coenuHenus. [Ipu sTom Hanbosee BHICOKUN YPOBEHb TEIUIOBBIACICHUS Ha-
OmonaeTcs B moammumarKax poropos I T/, BocmpuHIMaromux oceByio Harpys3ky [3, 4].

B nmporuecce HarpeBa Maces MpOUCXOIUT UX TEPMUUECKas KOHBEPCHUS, B PE3YJIbTaTe Yero MEHSIOTCS
uX (PU3MKO-XMMHUYECKHE CBOWCTBA. B 3TOM CBs3M MpEACTaBIISETCS HEOOXOIUMBIM HCCIICIOBAHUE KUHE-
THKHU TEPMOKOHBEPCUH MAceJI C LIEJIbI0 BBIACHEHNSI MEXaHN3Ma MX TEPMUUECKOTO [IPEBPALLCHNUS, & TAKXKE
BIIMSIHUS TEMIIEPATyp Ha CKOPOCTh KOHBEPCHUHU.

Lenbto nanHON paboThI OBUIO ONpeE/IeeHue MEXaHU3Ma PEaKIMi TePMHUECKOTO Pa3lIoKEHUs aBHU-
AIIMOHHOTO MAcJla, a TaKKe MAKPOKMHETHUYECKUX MapaMeTpoB (PHEPrusi aKTHBALMH W MPEIIKCIIOHEH-
UaJbHBINA (HaKTOp) C MPUMEHEHHEM HHTETPalibHOTO MeTo/ia Ha ipuMepe Maced MC-8I1, TH-98 u TH-600.

Onucanue MeTOAMKH JKCIepUMMeHTA. DKCIIEPUMEHTaJIbHOE MCCICAOBAaHUE DPA3JIOKEHUs aBHa-
IIUOHHBIX Mace IMpH HEU30TEPMUYECKUX YCIOBMSIX BBIMOJIHSIIOCH C HCIOJIB30BAaHUEM TEPMOTpaBH-
METPUIECKOTO METOIa MPH HarpeBe co CKOpocThio 5 K/MuH OT kKoMHaTHOW TemmepaTypsl 1o 1 073 K
B arMocdepe yIIIeKUCIIOoro rasa.

i mpoBeneHusT UCCIeI0BAHNS Pa3IoKEHHs TOPIOYEro MaTepuaia C OmNpenesieHHeM MaKpOKHHe-
THYECKUX XapaKTEPUCTHK IIpoliecca KOHBEPCHH NPUMEHSIACh YCTaHOBKa [uisl Anu(depeHnInaibHO-Tep-
muueckoro ananusa (JTA) u tepmorpaBumerpuueckoro ananuza (TT'A) «Thermoscan-2» (USB, TTA
MonupuKaIus).

B kadecTBe uccinenyemMoro Marepuana UCHoONb30Baduch aBuanuonnele Macia MC-8I1, TYPBOHU-
KOJI 98 (TH-98) u TYPBOHMKOWMJI 600 (TH-600), mHUpoKO HCIONIb3yeMble B HACTOAIIEE BPEMs
B TpakJIaHCKOH aBuanuu Pecnyonmuku bemapyce.

HccnenoBanne NpoBOANUIIOCH CIEIYIONIUM 00pa3oM.

[Ipu u3yuyeHun pasznokeHHst Macjia B KIOBETE€ TEPMOIPaBUMETPUUECKOTIO Ipubopa rnoMernanach Ha-
BeCKa HccieayeMoro BemecTsa (318 Mr) u momaBasicsl yIJIEKUCIIBIN Ta3 JJisl BBITECHEHUS BO3AyXa. 3aTeM
YCTaHABIIMBAJICA PEKUM HarpeBa C MOCTOSHHON CKOpocThio (5 K/MHUH) oT Temreparypsl oKpysKaromiei
cpenbl 1o 1 073 K. B npotiecce Harpesa annaparypbl HENPEPHIBHO CHUMAIUCh MOKA3aHUSI TEMIIEPATYPhI
Y U3MEHEHUS MacChl 00pasiia yepe3 onpeieiCHHbIC TPOMEKYTKH BpeMenu (1,56 ¢).
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AHanu3 SKCICPUMEHTAIIBHBIX JAHHBIX TEPMUYECKOTO Pa3JIOKCHHS Maciia BBITIONHSIICS Ha OCHOBE

CTETICHU KOHBEPCHH:
o, = mo=m) 0
mo

TJe mo ¥ m; —Macca HaBeKH Macia B HayaJbHBII MOMEHT BpEMEHH U B MOMEHT BPEMEHH { COOTBETCTBEH-
HO, T.

Ha puc. 1 mpencrasnensl rpaduku n3MeHEeHHs cTenieHn koaBepenn macesr MC-8I1 (a), (b), TH-98 (¢),
(d) m TH-600 (e), (f) mpu HETIpepbIBHOM Harpese co ckopocthio 5 K/mun mo 1 073 K.

B xone 3amepoB 0b110 cHATO 4 335 TOKa3aHMIA TEMITepaTyphl U ITOTEPH MACCHl Mace TP UX HarpeBe
B arMoc(epe YIIeKHCIoro rasa.
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Puc. 1. 3aBucumocTs crenenu paznoxenus macen MC-8I1 (a), (b), TH-98 (c), (d) u TH-600 (e), (f) oT BpemeHu
U TeMIIepaTy pbl

Fig. 1. Dependence of the degree of decomposition of oils MS-8P (), (b), TN-98 (c), (d) and TN-600 (e), (f) on time
and temperature
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U3 puc. 1 BuaHO, uTo 3aMeTHOE pasnoxkeHnue Maciia MC-8I1 HaunHaeTcs mpu TeMIepaType npumep-
HO 425 K, macima TH-98 — mpu Temmnieparype 475 K, macina TH-600 — npu temmieparype 505 K. Haummas
C 3TOH TEMIIEPaTypPhl CTEIICHb PA3JIOKESHUS MACE]I U3MEHSIETCS] C POCTOM TEMIIEpAaTyphl ITOYTH I10 JINHEH-
HoMYy 3akoHy. [locie moctmkenus temmeparypsl mpumepHo 600 K (s Bcex Tpex macen) HaOmronaercs
3aMETHOE U3MEHCHHE CKOPOCTH Pa3IOkKEHHUs 00pa3ioB. DTO BUIHO 0 HAJIMYHUIO Meperuda Ha KPHUBBIX
o — 7' u o — t. BeposaTHO, ieperud xapakTepru3yeT MOMEHT M3MEHEHHUS] MEXaHU3Ma PEeaKIiy JIN0O h3Me-
HCHUS MAaKPOKMHETUYCCKUX IMapaMETPOB, YTO MOXKET OBLITH BBI3BAHO BOBJICUCHUEM B peaKHI/IOHHBII\/‘I po-
recc Oosiee CTaOMIIBHBIX KOMIIOHEHTOB Maciia.

OnucaHue ycpelHeHHO peakuuM. B cBsI3U CO CIOKHOCTBIO COCTaBa Macei IPH pacCMOTPEHUU
ycpenHeHHOH peakiuu koHBepcun aBUanmoHHbIX Macen MC-8I1, TH-98 u TH-600 anann3 KMHETHKH
Pa3IoKEHUS BBITTOIHSIICS HAa OCHOBAHUH TIPEAIIONIOKESHHS, YTO TEPMUIECKOE PA3TIOKESHNE BKITFOUALT PSiJT
napauiebHbIX XUMHUECKUX PEaKIMi, KOTOPhIE MOYKHO 3aMEHUTh HEKOTOPOU (hopMabHOMN peakinei:

Macno — MpOnyKTHI, £, 2

7€ kK — KOHCTaHTa CKOPOCTHU PEAKIIUK TEPMHUYECKOTO Pa3IOKEH s, MHH .

Takol momxom cCBOAUT HaOOp MapajuIeIbHBIX M MOCIEAOBATEIBHBIX PEAKIIU, B KOTOPBIX yUaCTBY-
10T Pa3JINYHbBIC YIJIICBOAOPOJIbI, K HEKOTOPOH €IMHON XUMUYECKON peaKIuu ¢ KOHCTAaHTOH CKOPOCTH k
W DHEpTHeH akTHBanuu F, MpencTaBisaiomux d((EeKTHBHOE Pa3IoKeHHe BCEH TPYMITBI TSKENbIX yIyie-
BOJIOPOJIOB.

YKka3aHHOE TIPEIONIOKEHNE TTO3BOJSET MCIIONB30BaTh IS aHAJM3a KMHETHKU Pa3ioKEHUS Maceln
METOJIbI UCCIICIOBAHNS, TPUMEHIEMBIC B YCIOBHIX HArPeBa C MOCTOSIHHON CKOPOCTHIO.

M3BECTHO HECKOIBKO METOIOB aHAIM3a Pa3IOKECHUS MaTepuaia B YCJIOBHUIX HarpeBa ¢ IOCTOSHHOM
ckopocThio. Cpemn Hanbosee M3BECTHRIX — MeTon Kuccunmkepa, Axkaxupsl u Canose [5, 6], meton @pu-
MeHa [7], meton ®nunHa, Yoruta u O3asel [8, 9], meton Koyrca u Pendepna [10] u metox Kpuamo [11].

B nacrosmieit pabote ObLT HCITOTB30BaH HHTETPANBHBIN MeTo [ 12—14], CyITHOCTH KOTOPOTO 3aKJTIO-
YaeTcs B CIEAYIOLIEM.

KoHcTaHTa CKOPOCTH peakiiii TEPMHUYECKOTO PA3IIOKESHHS OTPEICTISAETCS 110 BHIPAKEHHIO:

*
p=8i(on) o)
t
e g (am) — 3HAUYCHME MHTETPATbHON (QYHKIMHU, PACCYUTAHHOE MO AKCHEPHUMEHTAIEHOMY 3HAUYCHUIO
CTETICHH PA3JIOKEHUSI; ¢ — BPeMsl PEAKIUH, MHH.

B Tabn. 1 npexncraBnensl HHTErpabHble QYHKINH g(0,), COOTBETCTBYIOIINE PA3THYHBIM MEXaHU3MaM
pasNoKeHus UccieryeMoro Mmarepuaia [5—20].

Jst ka0l MOJENH peakyy CTPOUTCs TpadUK 3aBUCHMOCTH JiorapupmMa KOHCTAaHThI CKOPOCTH OT
BeNIMYMHBI 00patHO Temrepatypsbl (Ln(k) = f(1 / T)). I'paduk, xapakrepuzyeMblii HAWITy4Illel JIMHEHHOM
anmpoKCcUMaIied, COOTBETCTBYET MOJICIN PeaKIiy, Hanboee aJeKBaTHO ONMMCHIBAIOIICH MEXaHH3M KOH-
BEpCHHU. 3HAYCHHS SHEPTUH aKTUBALIMH U TTPEAIKCIIOHEHTHI ONPECIISIFOTCS U3 YPaBHEHHUS alllIPOKCUMALTIH:

y=—a-x+b,

€ Y U X — IEPEMEHHbIE BEJINUMHBI, @ — IOCTOSTHHBIM MHOXUTEINb IIPU X; b — CBOOOJHBIH YIeH ypaBHEHUS.

Tak kak KOHCTAHTa CKOPOCTHU Oompenensercs u3 ypasHenust Appenunyca (k = 4 - Exp(E / RT)), nuneu-
Hasl alNnpoKCUMaLus rpaduka 3aBUCUMOCTH JIoTapr(Ma KOHCTaHTBl CKOPOCTH OT BEIMYMHBI 00PaTHOH
Temreparypsl nact Beipakenune Ln(k) = LnA — E / RT.

OHeprus akTUBaLUUH £ BHICUUTHIBAETCS IIyTEM YMHOKEHHSI [IOCTOSIHHOTO MHOXKHTEIIS ¢ HA 3HAYEHUE
R (ynuBepcanbpHast ra3oBast mocTosiHHast, paBHas 8,314 Jlx/mons-K). Benmunna npenskcrnonenTsr 4 pac-
CUMTHIBACTCS] BO3BEICHUEM UHcla e (Ynuciio Disiepa) B CTENEHb, PABHYIO 3HAUCHHIO CBOOOTHOTO WIeHA
YpaBHEHUS alPOKCUMALIHH.

B xozne nccnenoBanuii ObIJIO BBISBICHO, YTO OOIIAs YCpPEIHEHHAs peaklusi TEPMUYECKOTO Pa3ioikKe-
HUSI HCCIIEIyEeMBIX Macell HanboJiee TOYHO OTMCHIBACTCS CICAYIOIINMH 3aKOHAMH:

MC-8II — 3akoHOM R, (MOIENL PEAKIMHU, OTPAHMYEHHON IIOBEPXHOCTEIO);

TH-98 — crenennbM 3aKOHOM P,

TH-600 — 3axonOM D, (MOZEb pEaKIMK, OTPAHMIEHHOM TpexMepHOU quddysuei).
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Ta6nuna 1. UaTerpaabHble KHHeTHYECKHE GYHKIINHT, COOTBETCTBYIOIHE PA3IHIHBIM MeXaHH3MaM
XHMHYECKUX peaKkiuii

Table 1. Integral kinetic functions corresponding to various mechanisms of chemical reactions

Moienb peaium O6osHatcH1C )
CreneHHol 3aK0H P, o
CrernenHoOit 3aK0H P, a?B
CrenenHoii 3aK0H P, al”?
CrenenHoit 3aK0H P, al
CreneHHoii 3aK0H P, al
Aspamu—Epodees Ay, [FIn(1 — a)]??
Aspamn—Epodeen 4, [FIn(1 — a)]"?
Aspamn—Epodeen A, [In(1 — o))"
Aspamu—Epodees A, [FIn(1 — a)]"4
IIpoyr-TomkuHC B, Infa/ (1 — a)]
IToBepXHOCTH R, 1-(1-w"”?
O6bem R, 1-(1-w"”
OnHomepHast tuddy3us D, a?
JBymepHas nuddysus D, (l-o)-Inl-o)+a
TpexmepHas qudpdysus D, (1-(1 — )'?3)?
Peakuus 1-ro nopsinka F, —In(1 —a)
Peakuus 2-ro nopsiaka F, 1-o0)'-1
Peakuus 3-ro nopsiaka Fy [A-0)2-1]/2

Ha puc. 2 npeacraBneHsl rpagyKi 3aBUCHMOCTH JIoTapru()Ma KOHCTAHTBI CKOPOCTH pEaKIuH, ycTa-
HOBJICHHBIC MIPU UCTIOJIb30BAaHUH MHTETPAJIHHOTO METO/A JJIs ClIydaeB MOJICIH PEaKiiH, OTpaHHYCHHOM
HOBEPXHOCTBIO (@), CTENEHHOTO 3aKkoHa P, (b) u Mozneny peakuuu, orpaHuueHHON auddysueii (c) oT
00paTHOM BEIMYHHBI TEMIIEPATYPHI.

1T 0

00015 0,002 00015 00017 YT

y =-6596,8x + 6,177 - y=-11371x + 14,375
R? =0,9923 R%=0,8248

a b

0 0,0015 0,0017 0,00191/T

X
c —10 \
-

- y=-15524x + 17,385
R? = 0,997

c

Puc. 2. 3aBucumocTsb JiorapudmMa KOHCTAHTBI CKOPOCTH TepMHuUecKoro pasinoxeHus maciaa MC-8I1 (a), TH-98 (b)
n TH-600 (c) oT Benn4uHBI 00paTHOH TeMIIepaTyphl

Fig. 2. Dependence of the logarithm of the rate constant of thermal decomposition of oil MS-8P (a), TN-98 (b)
and TN-600 (¢) on the value of the return temperature
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g maciia MC-8I1 BelpakeHue /17151 CTENEHN KOHBEPCUH pacCMaTPUBAEMBIX Macell UMEET BU:
a,=1-(1 -kt “)
YpaBHeHHE annpoKCHMaIMi UMeeT BUL:
y=-6596,8 - x+6,1177. )

ITocTossHHBINH MHOKUTENH paBeH (10 MoTyIro) 6 596,8. Torma sHeprus akTUBAIIUH OTIPENIEISeTCS Clie-
nyromuM oopazom: £ =6 596,8 - 8,314 = 54 845,8 JIx/MOJIb.

CBobonubIil wieH ypaBHeHuWs paseH 6,1177. IlpemokcrionenTa omnpenensercs kak 4 = 477 =
453,8197mun".

BripakeHue Ui KOHCTaHTBI CKOPOCTH YCPEAHEHHON peakIMH TEPMHUYECKOTO Pa3lIoKEHUsS! aBHa-
norHoro Maciaa MC-8I1 BRI ANT caemyonuM o0pa3oMm:

k= 453,8197 - Exp(~54 845,8 / RT). 6)

Taxum e 00pa3oM OoTpeesUINCh 3HAYSHHST JHEPTUN aKTHBAIINH U TIPEIIKCIIOHEHTHI Au1st Macen TH-
98 u TH-600.
Jns macna TH-98 BeIpaskeHue JJ1s CTETIEHH KOHBEPCUHU pacCMaTpUBaeMbIX Macesl UMEeT BUJL:

a, = kt, (7
ypaBHEHHUE aAMMPOKCUMAIINN UMEET BUJL:
=—1 1371 - x + 14,375. ®)

E=11371-8314 =94 538,5 Jl:xx/monb. A =¢'437° =1 749 7789 mun"'.
BripaxkeHue /111 KOHCTaHTBhI CKOPOCTH YCPEAHCHHOM PEeaKIMi TEPMUUECKOTO PA3JIOKCHHs aBUAIlH-
onnoro Macia TH-98 nmeer cnemyromuii BuA:

k = 1749 778,9 - Exp(-94 538,5 / RT) 9)

Jst macna TH-600 mis cTeneHN KOHBEPCHU PacCMaTPHBACMBIX Macell MPUMEHSETCS CIICAYIOIIee
BBbIpaXKCHUE:

3
aczl—(l—JE) (10)
YpaBHEHHE annpoKCUMAIH UMEET BHL:
y =15 524 x + 17,385. (11)

E=15524"-8314 =129 066,5 [l)x/Monb. A = '-35 = 35 498 465 mun".
BripakeHue 151 KOHCTaHTBI CKOPOCTH YCPETHEHHOW PEakiMy TEPMUYECKOTO PAa3lIOKEHUs aBUAIlU-
onnoro Macia TH-600 BEIIAINAT CIETyIONTIM 00pa3oM:

k= 35 498 465 - Exp(~129 066,5 / RT). (12)

Ha puc. 3 npuBeneHbl CpaBHUTENBHBIE TPa(UKH 3aBUCUMOCTH CTETICHH KOHBEPCUH aBHAIIMOHHBIX
macenr MC-8I1 (a), (b), TH-98 (¢), (d) u TH-600 (e), (f) oT BpeMeH: U TeMIIepaTyphl.

DKCIIepUMEHTAIBHO TTOTyYeHHBIC 3HAUEHUS CTENICHH KOHBEPCHH CPABHUBAJIHCH C IAHHBIMH, PACCUH-
TaHHBIMU C UCIIOJIH30BAHNEM OMUCAHHBIX BhIIIe Gpopmyi. OeHKa MPUMEHUMOCTH (HOPMYIT OCYIIIECTBIIS-
Jlach CpaBHEHNEM 3HAYCHHI OTHOCHUTEIBHBIX CpeqHeKkBaaparndeckux otkionennii (CKO). OTHocuTens-
Hoe CKO onpenensinock o hopmyie:

c
d=——-—, (13)
X max — O min
e 6 — CKO, onpenensemoe no popmyane (14); o, — HanOonbIee 3HAYEHUE CTEIEHH KOHBEPCUM B Mac-
CHUBC TAaHHBIX, a’min — HAUMCHBIICC 3HAUYCHUE CTCIICHU KOHBECPCUN B MaCCHUBC NaHHBIX.

G:\/li(ai,c —aim)’, (14)
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Puc. 3. CpaBHUTETBHBIE TPAQUKN H3MEHEHUS CTEIICHN KOHBepcnu aBHannoHHbIX Macesr MC-8I1 (a), (b), TH-98 (c), (d)
u TH-600 (e), (f) oT BpeMeHH U TeMIIepaTypbl

Fig. 3. Comparative graphs of changes in the degree of conversion of aviation oils MS-8P (a), (b), TN-98 (c), (d)
and TN-600 (e), (f) from time and temperature

IJie 71 — KOIIMYECTBO SKCIIEPHMMEHTANIbHBIX TOUEK; O; . — PACUETHOE 3HAYEHUE CTEIICHH KOHBEPCUH; O, —
HU3MEpPEHHOE 3HaYCHUE CTETIEHN KOHBEPCHH. ’ '

Bruto onpeneneno, uto orHocutenbHoe CKO skcriepiMeHTANBHBIX 3HAaUCHUH CTETIEHH KOHBEPCUHU
OT PacCUNTaHHBIX MO YPaBHEHMIO Ul YCPEIHEHHON peakuuu coctaBwio: it macia MC-8I1 — 0,0205
(2,05 %); st macima TH-98 — 0,0435 (4,35 %); nns macna TH-600 — 0,00883 (0,88 %).

Huanazon npumenumocTu Gopmyi (4) — (12) mo remneparype: 293—-638 K (MC-81I1); 293-622 K (TH-
98); 293—678 K (TH-600).

Huanazon npumenumoctu popmyi (4) — (12) mo Bpemenu pasznoxenust: 0-55 mun (MC-8I1); 0-47 mun
(TH-98); 0—-88 mun (TH-600).

Onucanne otTaebHbIX peakumii. Kak BunHO u3 puc. 1, rpadyk n3MeHeHUs CTENICHN KOHBEPCHHU aBHU-
aronHoro macina MC-8 xapakTepusyeTrcsl HaJludueM Tepernda, cooTBeTCTByomIero remmneparype 550 K
(st maca MC-8IT), 600 K (ms macna TH-98) u 575 (s macima TH-600).

st Ooee TOYHOTO MareMaTH4ecKOro OMHMCAHUS IpoLecca TEPMOKOHBEPCHH Macel o01ast yCpeaHeH-
Hasl peakiys OblUIa pacCMOTPEHa KakK JIBE yCPEIHEHHbIE PEaKIMH, TPOTEKAIOIINE HE3aBUCHMO JIPYT OT ApyTa.
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Puc. 4. 3aBUCHMOCTH CTEIIEHU KOHBEPCUU (TIEpBOI peakiuu) aBuannonubix Macen MC-8I1 (a), (b), TH-98 (¢), (d)
u TH-600 (e), (f) OT BpeMeHH U TeMIIEpaTy pbl

Fig. 4. Dependence of the degree of conversion (first reaction) of aviation oils MS-8P (a), (b), TN-98 (c), (d)
and TN-600 (e), (f) on time and temperature

[epsas 3aBepraercs npu remmeparype 550 K (macno MC-8IT), 600 K (macmo TH-98) u 575 K (macno TH-
600), Bropas — nipu Temrieparype 638 K (macio MC-8I1), 655 K (macio TH-98) u 685 K (macmo TH-600).
[y aTOrO BHaYasie ObUIH OIPE/ICIICHbI 3HAYCHHUSI CTEIICHU KOHBEPCUU JIJIS TICPBOM PeaKIuu:

Qi =220, (15)
(9]

e O] — CTeIeHb KOHBEPCHM Maclia, COOTBETCTBYIOIIAs Meperudy Ha rpaduke (3aBepIICHHUIO TEPBOM
peaxium).

Jns macna MC-8IT: ocT =0,35; mius macina TH-98: ocT =0,55; g macna TH-600: OL]k =0,25.

I'padpuky 3aBUCMMOCTH CTEIIEHW KOHBEPCHH OT BPEMEHHM M OT TEMIIEPATyphl Ui MEPBOM PEaKIvu
pasnoxxenust macen MC-8I1, TH-98 u TH-600 npusenens! Ha puc. 4.

Bru10 onpeeneHo, 4To mpoIece TePMUIECKOTO pas3iiokeHus apuainoHHoro Maciia MC-8I1 nauboree
TOYHO OIKCHIBACTCS YPABHCHHEM PEAKIIMH 2-T'0 TIOPSIIKA:

o, =1—(1/(1+k,p. (16)
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Puc. 5. 3aBucumocTs Jorapudma KOHCTAHTHI CKOPOCTHU MEPBON PeaKIINH TepMHUUECKOro pasnokeHus maciaa MC-8I1 (a),
TH-98 (b) 1 TH-600 (c) oT BenuunHbI 00paTHON TEMIIEpaTy pbl

Fig. 5. Dependence of the logarithm of the rate constant of the first reaction of thermal decomposition of oil MS-8P (a),
TN-98 (b) and TN-600 (c) on the reciprocal temperature

Tepmudeckoe paznokeHne aBHamoHHOTO Macia TH-98 Hanbosee TOYHO COOTBETCTBYET ypaBHEHHIO
peakuuu 1-ro mopsiaka:
o, = 1- Exp(~k ). a7)
Jist ciydast TEpMHUECKOTO pas3iioxkeHus: aBuanuonHoro Macia TH-600 naubonee TOYHO MOAXOAUT
ypaBHEHUE OHOMEPHOH nudy3uu:
a,, = (k)" (18)

Ha puc. 5 mpeacrasiens! Tpa@uky 3aBUCUMOCTH JIorapru()Ma KOHCTAHTBI CKOPOCTH TIEPBOM PEaKIIHH
pasnoxenus: macen MC-8I1 (a), TH-98 (b) u TH-600 (c), ycTaHOBJICHHBIC TIPU HCIIOJIL30BAaHUH UHTET-
pa’TpHOTO METOAA NS ciydas peakiuu 2-ro nopsiaka (ams maciaa MC-8I1), peakiuu 1-ro mopsiaka (s
macisia TH-98) u peakuuu ogHomeproit tuddysuu (s macina TH-600) ot 0OpaTHON BEIMUHUHBI TEMIIC-

parypsl.
st macnia MC-8I1 ypaBHeHHE anmpOKCUMAIIN UMEET BUJ:

y=—11821 - x + 18,889. (19)

E=11821-8,314 =98 280 JI:x/monb, A = e'®8% = 159 730 727 mun"'.
BrIpaskeHHe KOHCTAHTBI CKOPOCTH TIEPBOH PeaKIUK TEPMHUIECKOTO PAa3I0kKEHUs MAcia UMEET CIeLy-
FOIIUI BUI:

k, =159 730 727 - Exp(-98 280 / RT). (20)
YpaBHeHue armpoxkcuMariu it Macina TH-98 BEIIAIUT cieayromum o0pa3om:
y=-17 519 - x + 24,853. 21

E=17519 - 8,314 = 145 653 JIxx/moinb, A = ¢*75° = 62 161 395 942 mun .
KoncranTy ckopocTH nepBoil peakiui TEPMUUYECKOTO Pa3IOKEHNs Maciia MOXKHO BBIPa3UTh TaK:

k, = 62 161 395 942 - Exp (145 653 / RT). 22)
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s macna TH-600 ypaBHeHHe anmipoKCUMAIMA UMEET BHI:
=-14 969 - x + 21,29. (23)

E=14969 - 8,314 =124 452 Jlx/Monb, A = €*'* =1 762 501 599 mun'.
BripakeHust 111 KOHCTaHTBI CKOPOCTH MEPBOM PEAKIIMU TEPMUYECKOTO PA3JIOKEHUSI Macjia UMEIOT
CIEAYIOUIUN BUIL:

k, = 1762 501 599 - Exp (—124 452 / RT). (24)

3HaueHUE CTETICHN KOHBEPCUH BTOPOU PEAKIINN OTIPEACISLIOCH CICTYIOITIM 00pa3oM:

oy, = (o, —ay, o)/ (1-ay). (25)

I'paduku 3aBUCHMOCTH CTEIIEHH KOHBEPCHUHU OT BPEMEHU M OT TEMIeEpaTyphl AJIsl BTOPOH peakuuu
tepmuueckoro paznoxenust macen MC-811, TH-98 u TH-600 npuBeneHs! Ha puc. 6.
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Puc. 6. 3aBUCUMOCTB CTETIEHU KOHBEPCHH (BTOPOU peakiny) aBuaninoHHbIX Macen MC-8I1 (a), (b), TH-98 (¢), (d)
u TH-600 (e), (f) OT BpeMeHH U TeMIIepaTy pbl

Fig. 6. Dependence of the degree of conversion (second reaction) of aviation oils MS-8P (a), (b), TN-98 (¢), (d)
and TN-600 (e), (f) on time and temperature
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Puc. 7. 3aBucuMocTs JtoraprdmMa KOHCTAHTEI CKOPOCTH BTOPOH peaKIIUU TEPMUIECKOT0 Pa3JI0KEHNS aBHAITHOHHBIX Macell
MC-8I1 (a), TH-98 (b) n TH-600 (c) oT BennIuHBI 00paTHOH TeMIIepaTyphl

Fig. 7. Dependence of the logarithm of the rate constant of the second reaction of thermal decomposition of aviation oils
MS-8P (a), TN-98 (b) and TN-600 (c) on the reciprocal temperature

BTOpaH peaKkuusa ():[J'Iﬂ BCCX TpEX MaCCJ’I) HanbojIee TOYHO OMUCHIBACTCS YpaBHEHUCM pE€aKIIuu I-ro
nopsiaka:

o, =1-e™, (26)

Ha puc. 7 npencrasiensl rpaguKi 3aBUCUMOCTH JIOTapr(Ma KOHCTaHTBI CKOPOCTH BTOPOH peaklnuu
Tepmuueckoro paznoxenust macen MC-8I1 (a), TH-98 (b) u TH-600 (c), ycTaHOBIECHHBIE IPX HCTIOIB30-
BaHUM UHTETPAIBHOTO METO/Ia TSl Cllydast peakyu 1-ro mopsaka, T 00OpaTHON BEIWYHHBI TEMIIEPATYPHI.

B cnyuae ncnonb3oBanus macia MC-8I1 ypaBHeHHE anpOKCUMAaNy UMEET BU:

y=-19 284 - x + 27,504 @7

E=19284-8,314 =160 327 Ixx/monb, A = >3 = 8,807 - 10" mun".
KoHcTaHTa CKOPOCTH BTOPOit peaKiliy TePMUUESCKOTO Pa3IoKeH s Macia BEIYUCISIETCS 110 hopmyre:

k,= 8,807 - 10" - Exp(-160 327 / RT). (28)
VYpaBHeHue annpokcuManuu 11 maciaa TH-98:
y=-18236 - x +20,957. (29)

E=18236-8314=151 614 l)/mMonb, A = ¢*>952 =75 848 214 304 mun'.
BripakeHune Ui KOHCTaHTBI CKOPOCTH BTOPOW peakIMU TEPMHUYECKOTO Pa3jIOKEeHUsl Macia MMEeT
CleyOUril BUA;

k, =175 848 214 304 - Exp(~151 614 / RT). (30)
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s cnyqast macna TH-600 ypaBHeHHE anpoKcUMAanuy UMEeT BUA:

y=-15284-x+19,134. 31
E=15284-8314=127071,2 [lxx/mMonb, A = €'%134 =204 075 381,4 muu'.
BrIpaskeHre KOHCTaHTBI CKOPOCTH BTOPOH peakiiui TEPMUUYECKOTO pas3IokKEeHNs Maca:

k, =204 075 381,4 - Exp(—127 071,2 / RT). (32)

BunHo, 9yTO SHEpPrust aKTUBALIMK BTOPOW PEaKIiy OOJbIIEe SHEPTHN aKTHBAIUN MTEPBOH. ITO MOKHO
O6’I)51CHI/ITI), TEM, YTO NIE€pBasA pCaKUUs XapaKTCPU3YECT TCPMUUYCCKUM PA3JIOKCHHUEM MCHEC CTaOMIIBLHBIX
KOMITOHCHTOB MaceJI, a BTOpasi peakius — 0ojiee CTaOMIIbHBIX.

[TonHOE ypaBHEHME, OMKMCHIBAIOIIECE TEPMOKOHBEPCHIO Macesl C y4eTOM 00eHX peaKIlnii, UMeeT clie-
JIYIOIIMM BU/I;

occzaf- 0L16+(1—0c;‘)-a26. (33)

C y4eroM MOIyYCHHBIX DKCIIEPUMEHTABHBIX JTAHHBIX UTOTOBBIC BBIPAKEHHUS JIJISI CTETICHH KOHBEp-
cun (6e3 ydeTa pa3/eNieHHs] peakiiy Ha MepBYI0 U BTOPYIO, OTJICIbHO AJIS KayKAOW peakuuy U MOIHOe
YpaBHEHUE C YUETOM pa3/IeieHUs] PeaKlMi) KOHBEPCUU HCCIIEIOBAaHHBIX aBHAI[MOHHBIX Macell U KOH-
CTaHT CKOPOCTH NPHUBEJICHBI B TA0JI. 2.

Tabnu ma 2. BLlpaH(el-lP[ﬂ JJIA CTENNEHU KOHBEPCUH ABHAITMOHHBIX MaceJl U KOHCTAHT CKOPOCTH

Table 2. Equations for the degree of conversion of aviation oils and rate constants

Hanwverosanue vaciia | BhipasKeHHE 15 CTETICHH KOHBCPCHIH | BhIpasKeHHe /15 KOHCTAHTEI CKOPOCTH, MHH !
be3 yuera pa3iejieHHsi peakMy Ha NIEPBYI0 U BTOPYIO
MC-8I1 a,=1-1-k)? k=453,8197 - Exp(-54 845,8 / RT)
TH-98 o, =kt k=1749 778,9 - Exp(—94 538,5 / RT)
TH-600 o =1-(1-kt )3 k=35 498 465 - Exp(~129 066,5 / RT)
C yueToM pa3jiesieHHsl peaKluu (epBasi peaKkus)
MC-8I1 a,.=1-0/1+k) k, =159 730 727 - Exp (-98 280/ RT)
TH-98 o,=1-¢eh k, =62 161 395 942 - Exp (145 653 / RT)
TH-600 o, = (k0> k,=1762501 599 - Exp (124 452/ RT)
C yueToM pa3jiesieHHsI peakuuu (BTOpasi peaKkiusi)
MC-8I1 k,=18,807 - 10" - Exp (-160 327 / RT)
TH-98 azczl—e’kﬂ k,=1263 308 613 - Exp (-151 614/ RT)
TH-600 k, =204 075381,4 - Exp (=127 071,2 / RT)
IlosiHOe ypaBHeHMe (C YUeTOM pa3/ie/leHHs peaKliH HA ePBYI0 U BTOPYIO)
v omoss{iop o -]
om0 nas(ie)
R A (g R e L Er

Ha puc. 8 npuBeneHbl cCpaBHUTENbHBIC TPAPUKH U3MEHEHHUS CTEIICHN KOHBEPCUN aBHAIIMOHHBIX Ma-
cen MC-8II (a), (b), TH-98 (c), (d) u TH-600 (e), (f). TemHas muHHUS — SKCIIEpUMEHTAIBHBIE JaHHEIE,
CBETJIas — 3HAUCHHUS, MOJYYCHHBIC PACUETHBIM MYTEM C TIOMOIIIBIO ypaBHeHus (33).

Juarmazon npumeHnMocta popmyisl (33) mo remneparype: 293—775 K (MC-811); 293—775 K (TH-98);
293-775 K (TH-600).
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Puc. 8. CpaBuuTenbHbIe rpaduky M3MeHeHus creneHu kousepceun Macen MC-8I1 (a), (b), TH-98 (c), (d) u TH-600 (e), (f)
OT BPEMEHU M OT TEMIIEPATY PbI

Fig. 8. Comparative graphs of changes in the degree of conversion of oils MS-8P (a), (b), TN-98 (c), (d) and TN-600 (e), (f)

over time and

temperature

Juanazon npuMmernMoctr Gopmyisl (33) mo Bpemern pasznokenus: 0—-80 mun (MC-8I1); 0—-60 Mun

(TH-98); 0~100 mus (T

H-600).

Paccuurannoe ¢ momonrsto ypasuenuit (13) u (14) otHocutensaoe CKO 3KcmiepuMeHTaIbHBIX 3HA-
yeHnii crenern koaBepcuu Macia MC-8I1 ot paccuntannbix coctasmio 0,0084, nmm 0,84 % (B 2,4 paza
HWKE, YeM TIPH pacydeTe Ui yCpeaHeHHO (opmanbHoi peakmn); macia TH-98 — 0,00803, wm 0,803 %
(B 5,4 paza HIDKe, YeM TIPU pacueTe s yepeaHeHHon popmanbHoi peakiuun; macia TH-600 — 0,00876,
niu 0,876 % (B 1,01 pa3a Hioke, yeM MpH pacueTe TS YCpeAHSHHOH (DOpMaTbHON peakiinm).
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J1OTIOTHUTENEHBIM PEUMYIIICCTBOM Pa3/IeIICHHS PEaKIIMU 110 OTHOIICHHUIO K YCPEIHEHHOM (opMalib-
HOW peakiuu SBiIseTcs 0ojee MUPOKUH JTUana3oH MPUMEHUMOCTH IOJYYCHHBIX (DOPMYII, OIHCHIBAFO-
IIMX KHHETHKY TPOoIlecca TEPMUYECKOTO PA3TIOKECHUS UCCIICAYEMbIX Macel.

[IpencraBineHHbIe pe3yabTaThl UCCICIOBAHNS KHHETUKHA TEPMHUECKOTO Pa3JIOKESHUS Maciia MpHu He-
M30TEPMHUUECKUX yCIOBHIX IMOKA3aJIH, YTO B OTIIMYUE OT YCPEAHCHHOTO MEXaHH3Ma PEaKIIUU pa3ielicHue
€ro Ha OT/ICJIbHBIC HE3aBUCUMBIC PEAKIIUH TO3BOJISIET 3HAYUTEIHHO MOBBICUTh TOYHOCTh PACUECTHON MO-
JICJIA, a TAK)KE BBISIBUTH HEKOTOPBIE 0COOCHHOCTH XUMHUECKOW TEPMOTMHAMHKH HCCIIEyeMOTO MPOoIiec-
ca. B wacTHOCTH, pa3nuuue MEeXIy CKOPOCTSIMH CTaHi TEPMOKOHBEPCHUU HEKOTOPBIX CIIOKHBIX OpPTraHH-
YECKUX BEIECTB (HApUMeEp, IMUPOJIH3 JPEBECUHBI) MOKET OBITh OOBSICHEHO B TOM YHCJIE M TEM, YTO OJIHA
CTa/Ius, MPOTEKAIOIIast IPU OoJiee HU3KOW TeMIIEpaType, CONPOBOXKIASTCS MOTIIOMEHUEM TeTlIa, a BTOPas
(BBICOKOTEMITEpATypHasi) — BBIICIICHHEM.

Crnemyer OTMETUTb, YTO B JAHHOH paboTe peakiui TePMOKOHBEPCHH aBHAITMOHHBIX MAaCeIl OIHCAHBI
C MTOMOIIIBIO (POPMATTEHBIX YCPEIHEHHBIX peakiuid. Touku neperundoB, KOTOPhIE XapaKTepU3YIOT 3aBepIIe-
HUE MEPBOH PEaKIIUK U HA4aJI0 BTOPOIA, MOTYT BO3HUKATh IPU TEMIIEPATYPaX, HECKOIBKO OTIIHYAIOIIUXCS
OT YKa3aHHBIX B CTaThe (B 3aBUCHMOCTH OT BHEIIHHMX YCIIOBHIA, TAKUX KaK JABJICHUE B PCAKIMOHHOW
30HE, COCTaB aTMOC(epsl, B KOTOPOU MPOUCXOTUT KOHBEPCHsI, HATMYHE KaTallu3aTOPOB MU WHTHOUTO-
poB u Jp.). OcoOeHHOCTH Pa0OThI HE TO3BOJIMIIM HAWTH OTBET HA Psijl OUYCHb BaXKHBIX BOMPOCOB. B uacrt-
HOCTH, HE SICHO, KaKyI0 POJIb UTPAET KUCIOPOJ, MPUCYTCTBYIOIIUI B PEAKIIHOHHON 30HE Pa3IOKCHHUS
Macell, Kak MEHSICTCsI BKJIaJl OT/ICIbHBIX KOMIIOHEHTOB B CYMMAapHOE Pa3JIOKCHHE Macesl C U3MECHEHUEM
Temreparypbl? JlJist TOro 94To0bl OTBETHTH HA 3TH BOIIPOCHI, HEOOXOANMO MIPOBECTH JIETAILHOE HCCIE0-
BaHUE TEPMUYECCKOTO PA3JIOKEHUS OT/IEIBHBIX KOMIIOHCHTOB aBUAIIMOHHBIX Macen. OJIHAKO B HACTOSAIICE
BpEMsI pCIICHUC )IaHHOﬁ HpO6HeMI)I 3aTPyAHUTCIIBHO B CBA3U C TEM, YTO aBHAILIMOHHBIC Macjia IpeaCTaB-
JISTFOT CMECh M3 JICCATKOB KOMITOHEHTOB, MEXaHU3MBI Pa3JIOKEHUST KOTOPBIX H3YYEeHBI HE TOCTATOYHO. DTO
YKa3bIBaeT Ha TO, YTO PE3YJbTAThl, yCTAHOBJICHHBIC B paboTe, UMEIOT OrpaHUYEeHHOE 3HAYCHUE, a HCCIIe-
JIOBaHUsI 10 0003HAYCHHOM TeMaTHKe Oy/TyT MPOOKCHBI.
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M. A. Camanuii, b. V. Adayniaes, U. U. YemanoB

Aneuepckuii punuan TawkeHmcko2o XumMuKko-mexnoi02u4ecko2o uncmumyma, Aneuep, Yzoexucman

TEXHOJIOTUSA IOJNYYEHUSA CYJIbPATA KAJIUA U3 MUPABUJINTA
N XJIOPUJJA KAJINA TIOBETATAHCKOI'O MECTOPOXJIEHUSA

AnHoTanus. [IpuBeneHs!l pe3ynbTaThl U3yUEHUS COCTaBA M PEONIOTHYECKUX CBOWCTB PACTBOPOB TOCIE OTACICHUS
T7Ia3€pUTa, a TakXKe BIMAHUSA TEXHOJIOTHMUECKHX MapaMeTPOB Ha MPOIECC BBIMAPKH MATOUYHBIX PACTBOPOB MPH TOTYUEHHH
cynbdara KaJus KOHBepCcHeH (GIOTALMOHHOIO XJIOpHUIA Kaldus MUpaOminToM TyMprokckoro mectopoxieHus. HanbGonee
MHTEHCHUBHO Npouecc Bbinapku nporexaet npu 120 °C. Ilpu aTom yepe3 60 MuH 00beM yapuBaeMOro pacTBOpa CHUIKAETCS
Ha 50 %. YBennuenue oObema BoimapuBaeMoii Biaru ot 20 10 40 % crocoOGCTByeT MOBBIMIEHUIO BbIX0oaa ocaika oT 11,8 1o
22,9 %. IInoTHOCTH PacTBOPOB C yBEIHMYECHHEM 00BbeMa BBITAPEHHOH KHUIKOCTH TTOBBIIIACTCS, @ BI3KOCTh HE3HAYHTEIBHO
cumkaercst. [Ipy BbImapke MIOTHOCTS noBbimaeTcest 10 1,298 r/em® npu ynanenun 20 % snaru u go 1,358 r/cm® npu ucnape-
Huu 40 % Baaru npu temneparype 20 °C. IIpu a3Tom BsiskocTs cHuxkaered ¢ 2,072 no 2,007 mIla-c. Ilokazano, 4To npu coot-
HOIIECHHH CyNb(daTa HATPHS TI1a3epuTa K xinopuay kamus 1 : 1, remneparype 30 °C 1 mponomKuTensHOCTH Tponecca 40 MUH
CTETIeHb KOHBEPCUH JocTHTaeT 86,65 % B mepecdeTe HA KaIni.

KiroueBble ci10Ba: XJ0pua U Cynb(at Kaausi, KOHBEPCHS, MUPAaOUINT, Cyab(aT HaTPHUs, HEPACTBOPHUMBIH B BOIE OCTaTOK

s nutupoBanus: Camanuii, M. A. TexHonorus noiaydeHus cyiabpaTta Kaaus U3 MUpaOUIUTa U XJIOpUIA Kadus
Troberaranckoro mectopoxxaenus / M. A. Camanuii, b. V. Adnynnaes, . Y. Yemanos / Bec. Har. akan. HaByk Bemapyci.
Cep. xim. HaBYK. — 2023. — T. 59, Ne 4. — C. 334-340. https://doi.org/10.29235/1561-8331-2023-59-4-334-340

M. A. Samadiy, B. U. Abdullaev, I. I. Usmanov

Yangiyer Branch of the Tashkent Chemical Technological Institute, Yangiyer, Uzbekistan

TECHNOLOGY FOR THE PRODUCTION OF POTASSIUM SULPHATE FROM MIRABILITE
AND POTASSIUM CHLORIDE OF THE TYUBEGATAN DEPOSIT

Abstract. The results of studying the composition and rheological properties of solutions after separation of glaser-
ite, as well as the influence of technological parameters on the process of evaporation of mother liquors in the production
of potassium sulfate by conversion of flotation potassium chloride with mirabilite of the Tumryuk deposit, are presented.
The evaporation process proceeds most intensively at 120 °C. In this case, after 60 minutes, the volume of the evaporated
solution is reduced by 50 %. An increase in the volume of evaporated moisture from 20 to 40 % contributes to an increase
in the sludge yield from 11.8 to 22.9 %. The density of solutions increases with an increase in the volume of evaporated liquid,
and the viscosity slightly decreases. During evaporation, the density increases from 1.298 g/cm? when 20 % moisture is re-
moved to 1.358 g/cm? when 40 % moisture is evaporated at a temperature of 20 °C. In this case, the viscosity decreases from
2.072 to 2.007 mPa-s. It is shown that at a ratio of glaserite sodium sulfate to potassium chloride equal to 1 : 1, a temperature
of 30 °C and process duration of 40 minutes, the degree of conversion reaches 86.65 % in terms of potassium.

Keywords: potassium chloride, potassium sulfate, conversion, mirabilite, sodium sulfate, insoluble residue in water

For citation. Samadiy M. A., Abdullaev B. U., Usmanov I. I. Technology for the production of potassium sulphate from
mirabilite and potassium chloride of the Tyubegatan deposit. Vestsi Natsyyanal nai akademii navuk Belarusi. Seryya kh-
imichnyh navuk = Proceedings of the National Academy of Science of Belarus. Chemical series, 2023, vol. 59, no. 4,
pp. 334-340 (in Russian). https://doi.org/10.29235/1561-8331-2023-59-4-334-340

BBenenue. CoBpeMeHHBIH TPOrpecc CeThCKOT0 X035HCTBA HAPALY C BHEIPEHHEM HOBBIX BBICOKOY-
POKalfHBIX COPTOB, MOBHIIIIEHUEM YPOBHS MEXaHU3AIINH MTOJIEBBIX pa0OT U HPPHUTAINH B 3HAYUTEIHHOM
CTEIIEHHU OIPEAEIISIETCS CTENEHBIO €r0 XUMU3ALUU U MIPEK/I€ BCETO NIPUMEHEHUEM MUHEPAJIbHBIX YJI0-
OpeHMIA, CTUMYIISITOPOB POCTA U Pa3BUTHS PACTEHUH, XHMHUECKUX CPEACTB 3alUTHI.

[Ipon3BoACTBO MUHEpAJIBHBIX YHAOOpPEHMI B pecmyOJiMKe pa3BUBAETCS YCKOPEHHBIMH TEMITaMU.
DTO pa3BUTUE UMEET HE TOIBKO KOJIMYECTBEHHYIO, HO M KAUECTBEHHYIO CTOPOHY: PACILIUPSAETCS ChIPbEBast
0a3a, COBEpIICHCTBYETCS TEXHOJIOTUS U allllapaTypa, YBEINIUBACTCS ACCOPTHMEHT H TIOBBIIIIASTCS Kade-
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CTBO MUHEPAJIbHBIX yI0OpEeHUl. 3a TObI HE3aBUCUMOCTH pellieHa pobdieMa odecrieueHus GocopHbIX
3aBOJIOB COOCTBEHHBIMHU (hocoputamu MecTopoxkaeHust LienTpanbabix Kbe3buikymoB. C MycKOM BTOpPOM
ouepeu 3aBoja KAJIMUHBIX yI0OpeHUH Y30€KUCTaH MOJHOCTBIO 00ECIEUMBACT CEIIBCKOE XO3SIHCTBO
COOCTBEHHBIMU KaJIMHHBIMU ynoOpeHusMu. OHAKO MHTEHCHBHOE BHEJPCHUE IMEPEIOBBIX TEXHOJIO-
TUH BBIPAIMBAHUS CETbCKOXO3AMCTBEHHBIX KYJIBTYP, UCTIOIb30BaHNE KAMIIISIPHBIX CHCTEM BHECEHUS
yI0OpeHU# YBETWYUIIN CIIPOC Ha OecXJIOpHBIE KaJluiHbIe yIoOpeHus, U B YaCTHOCTH Ha Cynb(dar Ka-
nust ogHOTo 13 KoMImoHeHTOB N PK-ynoopennii. Cynbdar kanus mpuMeHsieTcs ATl pa3InYHbIX KYJIBTYP
Y TUTIOB TI0YB, U B IEPBYI0 OUepeab MO/ KyJIbTYPhl, 4yBCTBUTEIbHBIE K XJI0py. [Ipon3BoacTBo cynbdara
KaJlusl MyTeM KOHBEPCHH XJIOpHJIA KaJusl CylIb(paToM HaTpus — HanOojee mpuemMieMsblii croco0. Panee
MPOBE/ICHBI MCCIIEA0BAHMS 110 KOHBEPCUU XJIOpUJA Kallusg MUPaOHInTOM TyMpPIOKCKOTO MECTOPOXKIe-
HUSI, OTIPEJIeNICHbl PEOJIOTMYECKIe CBOMCTBA PACTBOPOB M YCTAHOBIICHBI OCHOBHBIC TTAPAMETPhI TEXHOJIO-
rudeckoro mpomecca [1-3].

O0beKTHI H MeTObI HCCJIeN0BaHUA. B paboTe MpUBOIATCS pe3yiabTaThl H3YUYSHHS PEOJIOT MIeCKUX
CBOMCTB pacTBOPOB IOCIIE BBIJICICHUS T1a3€PHUTA, a TAKKE BIHSHUE TEXHOJIOTHYSCKUX TTApaMETPOB Ha
BBIJICJICHUE XJIOPH1a HATPHS [IPH UX BhIapke. /st ncciienoBanuii HCMoab30BaIn (IIOTALlMOHHBIHN XJI0-
puz Kanus ciexyromero cocrasa (Mac.%): KCI —95,3; NaCl - 2,97; n. o. — 1,1; H,0 — 0,43 u mupabunut
cocrasa (mac.%): Na,SO, —44,8; MgSO, — 0,72; CaSO, — 2,50; NaCl - 0,3; 1. 0. — 7,0; Bozia — ocTajnbsHoe.

XUMHUUYECKUI aHalM3 PacTBOPOB M BBIJCICHHBIX OCAJIKOB, PEOJIOTHUECKUE CBOWCTBA PACTBOPOB
onpenesu contacHo MetonukaM [4], a Takoke [OCT 20851.3-93 «VYnoOpenus MuHepaibHbie. MeTombl
ompeneneuus MaccoBoi gonu Kanusy; [OCT 24024.12-81 «Dochop n HeopraHndeckue COCIHMHEHUS
docdopa. Merozsl onpenencuust cyiabharoBy; [OCT 20851.4-75 «YmoOpenus muHepaibHbie. MeTon
onpenenennst Boab»; [OCT 18995.1-73 «IIpomyKThl XUMHYECKHE KUIKUE. METOIbI OTIPEICIICHUS TIOT-
Hoctiy; [OCT 10028-81 «Brucko3uMeTpsl KAMMJUISIPHBIE CTEKIISTHHBIC.

JKcnepuMeHTabHas YacTh. Cynbdar Kaaus Mmoryyasd KOHBepCUel XJiopuaa Kalus cyiabhaToM
HaTpus npu temneparype 50 °C, T : XK =1 : 1, npogomxutensHocTH npouecca 60 MUH U MOJIBHOM
coornomenuu KCI : Na,SO, = 1 : 1. Ilony4eHHbli Ha NepPBOH CTaJUM INIA3€PUT PACTBOPSIIM B BOJE
¢ noOaBleHHEM XJIopHa Kanus. Paznenenne TBEpaod U )KHIKOM (a3 mpoBOAMIN Ha (QUIBTPOBATIBHOM
ycTanoBke npu gasienuu 300 mm pr. cr. [nomans GuisTpyromeil mosepxuocT Boporku — 0,005 m?2.
HccrnenoBanne peoloTHYECKUX CBOMCTB TJIA3€PUTOBOTO PACTBOpA OCYIIECTBIISUIM TPH Pa3IWYHBIX
TEeMITepaTypax U pa3IudHON CTENIeHH yIapKu pacTBOpa.

Pe3yasTaThl U UX 00cy:kaAeHue. [Ipu KoHBepcuu xiopuia Kaius cylb(aToM HaTpus TOCIE OTIe-
JICHH S TIIa3epuTa o0pa3yTcs MaTOYHbIC PACTBOPHI, 00OTaIeHHbIE XJI0puIoM HaTpus. C IeNbI0 1alb-
HEWIIero NOBTOPHOTO UCIIOJIb30BAHUSI MATOYHBIX PACTBOPOB MPOBEACHBI MCCIICIOBAHUS 110 UX BBIMAPKE
nipu temneparype 60, 80 u 100 °C B 3aBUCUMOCTH OT NMPOAOCIKUTENBHOCTH Tipotiecca. Ha puc. 1 npencras-
JICHBI JJAHHBIE 110 YMEHBIICHUIO 00beMa MaTOYHOTO PacTBOPA B 32aBUCHMOCTH OT BPEMEHH BBITIAPKH.

HanGonee nHTEHCHBHO MpOIIecC BBIMTAPKA MAaTOYHOTO PAcTBOpA ITOCIIE OTAEICHHS TJla3epuTa Mmpo-
tekaeT npu temreparype 100 °C. IIpu stom gepe3 60 MUH 00beM pacTBOpa yMEHBIIAETCs OOJiee yeM
Ha 50 %, B To Bpems kak npu 80 u 60 °C >t nokazarenu paBubl 20 u 5 % coorBercTBeHHO. B Tad. 1
MPUBECHBI JaHHBIE U3MEHEHHUS COCTaBa MAaTOYHOI'O PACTBOPA U KOJIMYECTBO BBHINABIIETO XJIOPHAA Ha-
TpHS OT U3MEHEHHUsI 00beMa MaTOYHOTO pacTBOpa MpH Bbinapke. C yBennueHHeM o0beMa yHapeHHOH
KUAKOCTH 0T 5 10 40 % KOJIMYECTBO BBHIMIABIIETO B OCAJIOK XJOpPHUJA HATpHs MOBBIMAaeTcs ot 3,1 10
22,9 % 0T Macchl HCXOAHOIO MAaTOYHOIO PacTBOpa, coxepaxamero (Mac.%): K,0O — 6,86, Na,O — 11,67,
SO,* — 3,46, CI" — 16,02, H,O — 66,26. 113 npuBeACHHBIX NaHHBIX BHUIHO, YTO yMAaPCHHBINH PacTBOP
oOoraimaeTcsi He3HAYUTEIBHO MOHAMH HATPHUS U XJIOpa IMPU MaJioM CHHIKCHHH B MaTOYHOM pacTBOpPE
1oHOB Kanus 1 SO, BeimaBuimii 0cagiok B OCHOBHOM COIACPHKUT XJIOPUJ] HATPHS C MIPHMECSIMHU KaIHs
U cyJib(haT-nOHOB.

IIpu Bemapke 40 % o0bEMa UCXOAHOrO MaTOYHOro pactsopa coxepxkanue K,O cuuxaercs ¢ 6,86
10 5,20 %, cynbdat-nonos — ¢ 3,46 1o 2,00 %. Conepxanue Na,O noseimaercs ot 11,67 no 12,25 %,
a xyopa — ¢ 16,02 no 16,48 %.

B Tabn. 2 mpuBeneHsl pe3ynbTaThl M3MEHEHUS PEOJIOTHYECKUX CBOWCTB MaTOYHBIX PAacTBOPOB
B 3aBHCHMOCTH OT YMEHBIIIEHUsI 00beMa YITapeHHOTO pacTBOpa U TeMrepaTyphl. [[T0THOCTh MaTOYHBIX
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Bpems, MuH

Puc. 1. Biusiaue NPOAOJIKUTCIIBHOCTH ITPpOoLECCa U TEMIIEPATYPbI BbINIAPKHU HA 00beM PICHapPIBLHeﬁcﬂ BJIaru

Fig. 1. Influence of process duration and evaporation temperature on the volume of evaporated moisture

PacTBOPOB € YBEIMYEHHEM 00bEMA YIIAPEHHOr0 pacTBopa nossimaercs ¢ 1,250 go 1,358 r/cm? npu tem-
neparype 20 °C u ot 1,210 10 1,330 r/em? — ipu 80 °C. C NOBBIILIEHHEM TEMIIEPATY PbI IIIOTHOCTH MAaTOU-
HBIX PaCTBOPOB HE3aBUCHMO OT KOJWYECTBA YIIAPEHHOHN KMAKOCTH CHUKAETCSL.

Tabnuna 1. U3MeHeHHe XHMHYECKOI0 COCTABA MATOYHOI0 PACTBOPA NPHU BhINAPKe

Table 1. Change in the chemical composition of the mother liquor during evaporation

OBsen ynaperoii CocTap ynapeHHoro MaTouHOro pacTeopa, Mac.% Mocen ocanca %
KUAKOCTH, % K,0 Na,0 S0 cr '
5 6,50 11,83 3,17 16,11 3,1
10 6,17 11,94 2,88 16,20 6,2
20 5,83 12,05 2,59 16,29 11,8
30 5,49 12,17 2,30 16,38 17,4
40 5,20 12,25 2,00 16,48 22,9

Tabnmu Ima 2. Peosiormueckue cBoiicTBa YHapeHHbIX MATOYHBLIX PACTBOPOB II0CJI€ BBIJICJICHUS IJIa3epuTa

Table 2. Rheological properties of boiled off mother liquors after isolation of glaserite

OGbem ynapemsoii TI10THOCTS, T/eM? BsizkocTs, mITac

HKUAKOCTH, % 20°C 40°C 60 °C 80 °C 20°C 40°C 60 °C 80 °C
0 1,250 1,238 1,224 1,210 2,126 1,713 1,316 0,914

5 1,262 1,253 1,240 1,227 2,112 1,699 1,300 0,896

10 1,274 1,265 1,254 1,241 2,100 1,685 1,284 0,879

15 1,286 1,278 1,265 1,254 2,086 1,672 1,269 0,864

20 1,298 1,290 1,278 1,265 2,072 1,657 1,254 0,846

25 1,312 1,302 1,292 1,280 2,058 1,642 1,237 0,830

30 1,325 1,315 1,306 1,295 2,042 1,626 1,221 0,813

35 1,341 1,330 1,322 1,311 2,025 1,611 1,204 0,798

40 1,358 1,350 1,340 1,330 2,007 1,594 1,187 0,785
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Puc. 2. [IpuanunuanbHas annapaTypHO-TEXHOJIOTHUECKAsI CXeMa MOTyUeHHU CynbdaTa Kaaus
U3 XJOpUAA Kanus 1 MUPaOuiInTa

Fig. 2. The hardware-technological scheme for the production of potassium sulfate from potassium chloride
and mirabilite

BsI3KOCTH pacTBOPOB TOCIIE OTIEJICHUS OCaJIKa XJIOPUAA HATPHS C yBEJIIMYCHUEM 00beMa yrapeH-
HOMW *UJKOCTH U MOBBIIIEHNEM TeMIepaTypbl cHukaercs. Tak, nmpu 20 °C Ba3kocTs ¢ 2,126 cHkaercs
no 2,007 mllac mpu ucnapeann 40 % Bnaru u no 0,914 mlla'c mpu noBeieHnn Temmnepatypst ot 20
1o 80 °C. IlonmyueHHbIE pe3yabTaThl CBUAETEIBCTBYIOT O MIPUEMIIEMBIX PEOJIOTHYECKUX CBOWCTBAX Ma-
TOYHBIX PACTBOPOB TIOCJIC OTAEICHUS T1a3€PUTa U UX BBIAPKH.

Jns monyuenus cyiabdaTa Kajaus IJa3epuT pacTBOPSJIN B BOJE ¢ AOOABICHUEM XJIOPUAA KaJHs
JI0 COOTHOILICHUsI Cynb(daTa HATPUS IIa3epuTa K XJIopuay Kaius, pasHoro 1 : 1, mpu temmeparype 30 °C
u nponoipkutenbHocT npouecca 40 muH. Coornomenue T : XK pactBopa nonnep:xuBanu 1 : 1 ucxons
M3 CyMMapHO# HOpPMBI TJla3epuTa U XJjiopuaa kanud. [Ipu aTom nomyden cynbdar Kaaus, CoaepKaIni
(mac.%): K,SO, —98,44; Na,SO, — 0,22; NaCl - 0,45; H,0O — 0,89. Crenens xonsepcuu — 86,65 % B 11e-
pecueTe Ha Kainuil. Takum 0Opa3oM, MPOBEICHHBIC HCCICAOBAHMS 110 KOHBEPCHHU (IIOTALIMOHHOTO XJIO-
puna kanust TroderaraHCcKOro MECTOPOXKICHHSI MUPAOUIUTOM TyMPIOKCKOTO MECTOPOK/ICHHUS MTOKa3a-
T BO3MOXKHOCTBH MOy YEHUsI Cylb(ara Kaiaus U XJIOPHIa HATPHSL.

Ha puc. 2 npencrasiieHa TEXHOJIOTHYECKAs cxeMa Noly4yeHus cynbdara kanus. CyIHOCTb TEXHO-
JIOTUYECKOTO Ipoliecca 3aKIovaeTcs B CIEAYIOMEM: TPUPOIHBIH MUPAOUIUT KOHBEHEpOM ToaaeTcs
B NIpUEeMHBIH OyHKep (/) U JIEHTOYHBIM muTaTeneM (2) 1o3upyercst B peakTop (3), KyJa OIHOBPEMEHHO
nojiaeTcs Boaa JJisi pacTBOpeHus. [lomydeHHbIi pacTBOp GUIBTPYETCS OT MEXaHUUYECKUX U HEPACTBO-
pUMBIX mipuMeceil (). PunbTpar noctynaet B peaktop (J), Kyaa nogaercs xjaopu kanus. Ilomyyen-
Has TyJnbna uaet Ha punsTpanuio (6). TBepmas dasza — riiazeput ¢ BIAKHOCTHIO 6—8 % momaeTcs Ha
II craguto konBepcuu (7), KyAa BBOAUTCS PacUETHOE KOJIMUECTBO XJIOPHIa KaJlsl U BOJA JI0 MacCOBOIO
cootHomenus T : XK =1 : 1, mynpna nepememuBaerca u ¢unbrpyercs (8). ConeBoit ocamok cynbdara
KaJlusl HaIpaBisieTcss B 0apabaHHy0 CymmiKy (9), a MaTOUHBIM pacTBOP BO3BpaIacTCs Ha pacTBOpE-
HUe MupadbunuTa. MaTouHBIH pacTBOp MOCIe OTAeIeHUS Ta3epuTa yrnapusaercs (10), punbrpyercs (11)
U TaK)Ke Bo3BparaeTcs Ha | cranuio koaBepcuu (12).

Ha puc. 3 npuBenen MaTepuanbHbli OajgaHc ModydeHHs cyibdara Kaaus u3 GIOTalHOHHOIO XJIO-
puaa kanust Tro0eraTaHCKOTO MECTOPOKICHUS B Mupadbunuta TyMpykckoro mectopoxkaeans Ha 1 000 xr
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Puc. 3. MatepuanbHblii 0alaHC MOAYUCHHUS CYyIb(ara Kajlus KOHBEPCHOHHBIM METOIOM U3 XJIOPHIa Kaus
TroberaTaHCKOTO MECTOPOXKACHUS U MUpaduauTa TyMpPyKCKOT0 MECTOPOKICHUS

Fig. 3. Material balance of obtaining potassium sulfate by the conversion method from potassium chloride
of the Tyubegatan deposit and mirabilite of the Tumruk deposit

TOTOBOI'O MPOAyKTa. B Tabi. 3 mpeacTaBiieHbl HOPMBI TEXHOJIOTMYECKOTO PeKrUMa TIPOU3BOJCTBA CYIIb-
(hara xamms.

Tabnu I a 3. HOle)I TEXHOJOTHYECKOI'0 pesKuMa Nnmpou3BoJAcTBa Cyﬂb(l)aTa KaJiusl KOHBEPCUOHHBIM ME€TOAOM

Table 3. Norms of the technological regime for the production of potassium sulfate by the conversion method

HaumenoBanue napamMeTpoB | 3Hauenue

Pacmeopenue mupabunuma

Temneparypa, °C 50—-60
Cootnomenue T : 2K 1:2
Kongepcus xnopuda kanus u mupabuiuma
Temneparypa, °C 50—-60
[IpomoiKUTENBHOCTH IIpoLEecca, MUH 50—-60

Cootnomenne T : XK 1:1
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Oxonuanue maobin. 3

HaumeHoBanue napamMeTpoB 3HaueHue
T110THOCTB MyJIBIbI, KI/M? 1338-1 426
Dunempayus enazepuma
Temnepatypa, °C 50-60
Bnaxxnocts conu, % 6—8

Koneepcus enazepuma xaopuoom kanus

Temnepatypa, °C 30-40
Cootnomenwne T : XK B cyciensun 1:1
TLI0THOCTE MYJIBIIBI, KT/M3 1 450-1 500
Bnaxxnocts conu, % 6-8

Cywixa u oxaasrcoeHue npooykma

Temnepatypa CyLIKH:

TeMIIepaTypa TOIOYHBIX ra30B Ha Bxozxe, °C 300-350

TEeMIIEpaTypa TOMOYHBIX Ta30B Ha BeIxoze, °C 90-100
BJIQXKHOCTH NIPOAYKTA, %o 0,4-0,8
TeMIeparypa npoaykra, °C 50-60

3akJ0ueHne. YCTaHOBJICHBI ONTHMAJIbHBIC TEXHOJOTHYECKUE MapaMeTphl Mpolecca KOHBEPCHH
GboTanoHHOrO XJopHaa Kanus Tro0eraraHcKoro MEeCTOPOXKJICHUST MUPAOUITUTOM TYMPIOKCKOTO Me-
CTOPOXICHUS, pa3paboTaHa TEXHOJIOTHUYECKAs CXeMa MPOU3BOICTBA U PACCUUTAHBI CXEMbI MaTEPUATTh-
HBIX TIOTOKOB. IIpoBefieHHBIE MCCIIENOBAHUS COCTaBA W CBOMCTB MAaTOYHBIX PACTBOPOB IOCTE OTIENe-
HUS TNIa3epUTa TP KOHBEPCHH XJIOPHIA KANUs CYJIb()aToM HATPHUS MOKA3aJn MPUHIIMITHATBLHYIO BO3-
MOXHOCTH TIOTYUYCHHSI XJIOPH/IA HATPHUS U3 MATOYHBIX PACTBOPOB. MaTOUHBIC M YIAPEHHBIE PACTBOPHI
001a1af0T MPHEMIIEMBIMH PEOJOTHYECKMMH CBOMCTBAMH M XOPOIIIO TIEPEKauNBaIOTCS.

Cnucok ucnoJib30BaHHBIX HCTOUYHHUKOB

1. Peosornueckue cBoiicTBa U paszeneHue (a3 cycrneHsuii B mpouecce nonydeHus cynbdara kaaus / M. A. Camanuii
[1 op.] // Xumus u xum. TexHonorus. — 2013. — Ne 1. — C. 2-5.

2. ony4enune cynabdara xkanus n3 (IOTAUOHHOTO XJIOPHAA Kanus U Mupadunuta TyMpIOKCKOTO MECTOPOXKAEHUS /
M. A. Camanwuii [u ap.] / Xumus u xum. texnosuorus. — 2013. — Ne 4. — C. 10-15.

3. TexHOJIOTUs MOJTYy4YCHHS Cylb(aTa Kajaus KOHBEPCHOHHBIM METOJOM U3 MUpaOuiinTa TyMpPIOKCKOTO MECTOPOIXKICHHUS
n xaopuzaa kanaus Troberaranckoro mectopoxaenust / M. A. Camaanii [u 1p.] / AHanUTHK KUME GaHUHUHT J013ap0 MyaMm-
mouapu — 2010: 111 Pecriy6. Hay4.-TexH. koH(}., Tepmus, 31-23 anp. 2010 r. — Tepmus, 2010. — C. 227-228.

4. MeToas!l aHanmu3a GochaTHOTO CHIPBs, POCHOPHBIX M KOMIIJICKCHBIX yI00peHuid, KOpMOBEIX (ocdaroB / M. M. Bun-
HUK [u 1p.]. — M.: Xumus, 1975. - 218 c.

References

1. Samadiy M. A., Mirzakulova I. B., Boinazarov B. T., Mirzakulov Kh. Ch. Rheological properties and phase separation
of suspensions in the process of obtaining potassium sulfate. Khimiya i khimicheskaya tekhnologiya = Chemistry and Chemical
Engineering, 2013, no. 1, pp. 2-5 (in Russian).

2. Samadiy M. A., Mirzakulova I. B., Melikulova G. E., Mirzakulov Kh. Ch. Obtaining potassium sulfate from flotation
potassium chloride and mirabilite of the Tumryuk deposit. Khimiya i khimicheskaya tekhnologiya = Chemistry and Chemical
Engineering, 2013, no. 4, pp. 10—15 (in Russian).

3. Samadiy M. A., Mirzakulov Kh. Ch., Kucharov B. Kh., Juraeva G. S. Technology for obtaining potassium sulfate by
the conversion method from mirabilite of the Tumruk deposit and potassium chloride of the Tyubegatan deposit. Analyst
kimyo fanining dolzarb muammolari — 2010: III Republican scientific and technical conference, Termiz, April 31-23, 2010.
Termiz, 2010, pp. 227-228 (in Russian).

4. Vinnik M. M., Erbanova L. N., Zaitsev P. M., Ionova L. A., Krotova I. K., Kuvshinnikov I. M. [et al.]. Methods for
analizing phosphate raw matherials, phosphate and complex fert, lizers, feed phosphates. Moscow: Khimiya Publ., 1975.
218 p. (in Russian).

HNndopmanus 00 aBTopax Information about the authors

Camaouii Mypooacon A6Oycarumszoda — KaHIUIAT Samadiy Murodjon — Ph. D. (Engineering), Associate
TEXHUYECKUX HayK, JOLEHT, 3aMECTUTENb JUpeKTopa o Hayd-  Professor, Deputy Director for Research and Innovation.
Holl pabore 1 MHHOBauMAM. SHruepckuit Gunnan TamkeHT-  Yangiyer branch of the Tashkent Chemical Technological In-



340 Proceedings of the National Academy of Sciences of Belarus, Chemical series, 2023, vol. 59, no. 4, pp. 334-340

CKOT'0 XUMHUKO-TEXHOJIOTHYECKOro MHCTUTYTa (Y. THHWINK,
1, 121000, SAuruep, CoiprapsuHckas obnacts, PecriyOnuka ¥3-
6exucran). E-mail: samadiy@inbox.ru

A6oynnaes Baxooup Ypan yenu — acCUCTEHT. SIHruep-
ckuil ¢prinan TamKeHTCKOr0 XMMHKO-TEXHOJIOIHYECKOT 0
uaCcTUTyTa (yA. Turunuk, 1, 121000, SAuruep, Ceipaapbus-
ckas oOmacte, Pecnybnuka Y36ekucran). E-mail: bahodir.
abdullayev.92@mail.ru

Vemanos Hnxam Hxpamosuu — JOKTOP TEXHUYECKHX
HayK, mnpodeccop. Suruepckuii ¢uiauan TalIKeHTCKOro
XMMHUKO-TEXHOJOTH4Yeckoro uHeturyra (yn. TuHunmk, 1,
121000, Suruep, CeipmapbuHckas oOmactb, PecrmyOnuka
V36ekucran). E-mail: ilkham_usmanov@inbox.ru

stitute (1, Tinchlik Str., 121000, Yangiyer, Syrdarya region,
Republic of Uzbekistan). E-mail: samadiy@inbox.ru
Abdullaev Bakhodir — Assistant. Yangiyer branch of
the Tashkent Chemical Technological Institute (1, Tinch-
lik Str., 121000, Yangiyer, Syrdarya region, Republic of
Uzbekistan). E-mail: bahodir.abdullayev.92@mail.ru
Usmanov Ilkham I. — D. Sc. (Engineering), Professor. Yan-
giyer branch of the Tashkent Chemical Technological Insti-
tute (1, Tinchlik Str., 121000, Yangiyer, Syrdarya region,
Republic of Uzbekistan). E-mail: ilkham usmanov@inbox.ru



Becnii HansissnansHait akagamii HaByk bemapyci. Cepsist ximigabix HaByk. 2023. T. 59, Ne 4. C. 341-352 341

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

T'EAXIMIA
GEOCHEMISTRY
YK 691.421 IToctynuna B pepakiuro 21.11.2022
https://doi.org/10.29235/1561-8331-2023-59-4-341-352 Received 21.11.2022

P. 1O. ITonos!, ®. U. IManTeneenxo?, E. M. Iamiosa', B. A. Buprok?, O. II. Mox*, 1. P. I'yaa 5,
A. H. Ilumanckas', A. C. Camconona'

!Benopycckuil 2ocydapcmeennniti mexnonoeuueckut ynusepcumem, Munck, Berapyco
’Benopycckuii nayuonaishwlii mexnuueckutl ynusepcumem, Munck, Berapyco
$Vuusepcumem epascoanckoti sawumer Munucmepcemea no upessviuaiinsim cumyayusm Pecnybnuxu Benapyce,
Munck, Benapycw
‘Munucmepcmeo npupoOHbIX pecypcos u oxparbl okpysicaioweti cpedvt Pecnybnuxu Benapyce, Munck, Berapyce
S[Ipoussodcmeennoe ynumaprnoe npeonpusmue «J10e6ckutl KoMOUHAm CmpoumenbHblX Mamepuaiosy
OAO «Ilonecvecmpoti», Jloes, benapyco

OCOBEHHOCTHU NPUMEHEHU S ITUH
MECTOPOXJEHUS «KPYIEMUCKUM CAJI»
JIJIS1 MIPOU3BOJCTBA KEPAMUKHU CTPOUTEJBHOT'O HASHAUYEHU S

AHHOTamus. PaccMOTpeHBI 0COOEHHOCTH MHHEPAJIOrHYECKOro, I'PaHyJIOMETPUIECKOT0 ¥ XHMHYECKOTO COCTaBOB IJIH-
HUCTOI'O ChIpbsa MecTopoxaeHus «Kpyneiickuii cany, IpeAcTaBlIeHbl €r0 OCHOBHBIE TEXHOJIOTMYECKUE CBOMCTBA U L[BETOBBIC
XapaKTEePUCTUKH, UCCIIEIOBAHEI IPOIECCHI, IIPOTEKAIOMINE IPH TePMHUIECKO 00paboTKe. BBISIBIEHO, YTO M3yUeHHBIC TITHHEI
OTJIMYAIOTCS BEICOKHM COZIepKaHFEeM MOHTMOPHIUIOHNTA M KBAapIEBOH COCTAaBIISAIONIEH B BUJE TOHKHX (PAKIMH, 9TO OKa3bl-
BAaeT OTPUIIATEIILHOE BIMSHNIE HA TEXHOJIOTHYHOCTD TTOMYUSHHUS KEPAMHUECKHX U3/eIUi Ha UX ocHOBe. Pa3paboTaHbl COCTABEI
KepaMHUYECKUX MacC, BKIIOUAIOMINE YKAa3aHHOE IIIHHUCTOE ChIPhE, OTOIMIAIONINH (KBapIEBbIN TTECOK MIIM TPAHUTOUIHBIE OTCE-
BbI) U BBITOPAIOIIUI KOMIIOHEHTBI, @ TAK)KE TEXHOJIOTUS MONYyUYeHHs KEPAMHUYECKOr0 KHPMHYa, B TOM YHCIIE MOPU30BAHHOTO.
YCcTaHOBIICHO, YTO B KAYE€CTBE OTOIUTEIS LeJIeCO00Pa3HO IPUMEHSATh I'PAHUTOUIHBIE OTCEBbI, KOTOPbIC 00eCIeurBaloT Ooee
BBICOKHE IPOYHOCTHBIE XapaKTEPUCTUKU M3/ICTHSIM BCICACTBHE OCOOCHHOCTEH MHHEPAIOrHYECKOTr0 cocTaBa U (GOpMBI 3epeH.
Omnpe/eneHo ONTHMAIEHOE COAEPIXKAaHUe ONMIIOK CMEHIAaHHBIX MOPOA JpeBecuHbI (He Goiee 3,5 Mac.%), O3BOIISIONIEe HHTCH-
CH(UIIPOBATH IPOIECCH CYIIKN U 00KHUTra Marepuaa. TeXHHIKO-dKOHOMUYecKast 3 GeKTHBHOCTH pa3paboTaHHBIX COCTABOB
Macc ¥ TeXHOJIOTHYECKUX PEKUMOB TIOTyUSHHUSI KePAMUIECKOT0 KHPINYa TOATBEPKACHA alpodaIieil B yCIOBHIX IIPOM3BOI-
CTBEHHOTO YHUTAPHOTO MpeanpusiTus «JloeBckuit KOMOMHAT cTpOUTENbHBIX MaTepraioB» OAO «IloneckecTpoii».

KiroueBble ci0Ba: riMHA, XUMHUYECKAN U MUHEPAJOTHYECKHIA COCTaBBI, KEpaMHKa, CTPYKTypa, (pa3oBBIi cOCTaB,
KHPIHY, SKCIITyaTallHOHHBIC XapaKTePHUCTUKH
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APPLICATION FEATURES OF CLAY RAW MATERIALS FROM THE "KRUPEISKY SAD" DEPOSIT
FOR OBTAINING CERAMIC BUILDING MATERIAL

Abstract. The article considers chemical, mineralogical and granulometric features of clay raw materials from the "Kru-
peisky Sad" deposit, presents its technological and color properties. The thermal transformation of clays under firing con-
ditions were studied. It was revealed that clays from the "Krupeisky Sad" deposit were characterized by a high content of
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montmorillonite and fine-grained quartz, which had a negative impact on the technological effectiveness of the process of
manufacturing ceramic products. Compositions, including clay raw materials from the "Krupeysky Sad" deposit, quartz sand
or granite screenings, burnout additive, as well as a technology for producing ceramic bricks, were developed. It had been
established that it is advisable to use granite screenings, because it provides higher strength characteristics of products due
to the peculiarities of the mineralogical composition and the shape of the grains. In addition, the optimal content of sawdust
(not more than 3.5 wt.%), which allowed to intensify the processes of drying and firing of the material, was determined. The
technical and economic efficiency of the developed compositions and technological modes to obtain ceramic bricks were
confirmed by test in the conditions of the Production Unitary Enterprise "Loyevsky Combine of Building Materials" JSC
"Polesestroy".
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BBenenue. Ananu3 CeIpheBOW 0a3bl NIMHUCTOTO ChIpbs PecryOnmku benapych mo3BoisieT caenarh
BBIBOJIBI O TOM, UTO Ha TEPPUTOPUU CTPAHBI 3aJIE€TaI0T MPEUMYILIECTBEHHO JIETKOIIaBKUE TIIMHBI, COACP-
JKalllie B CBOEM COCTaBe KPOME IIMHHUCTBIX MUHEPATIOB (MOHTMOPWIIOHUT (OCHTOHUT), THIPOCIIONA,
peke KaoJIMHUT), MPUMECH KBapIia (B BUE IIECKa), MOJIEBOTO IITaTa, KapOOHATOB (MeIl, MEeprelib, Mpamop
U 7p.)), COSAMHEHUS JKene3a, pa3InyHble CMEIIaHOCIOWHbIe 00pa3oBaHus, HHOTAA THrc [1-5].

KavecTBO TIIMHUCTBIX CHIPHEBBIX MATEpPHANIOB YIIY4IIACTCS 10 Mepe MPUOIMKSHUS K FOXKHBIM Tpa-
HuLaM peciryonuku [ 1-5]. Hanpumep, MECTOpOXISHYSI TYTOIJIABKUAX IIIUH PaCIoJaraloTcsi B OCHOBHOM
B ['omennckoit u bpecrckoit 00i1., conepxkanue Al O, B nux nocturaer 17-25 mac.% (IIpu MaKCHMaNbHO
noctmxumoM 27 mac.%) (puc. 1).
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Puc. 1. [IpubnusutensHoe pacnpeiesieHle TYTOIUIaBKOT0 M OTHEYTTOPHOTO TITHHUCTOTO CHIPbhS
Ha Tepputopun Pecny6nnku benapych

Fig. 1. Approximate distribution of hard-melting and refractory clay raw materials across the territory
of the Republic of Belarus
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KommuiekcHOe M3yuyeHHE CBOMCTB IIIMHHUCTOTO CBHIPbS, OCOOCHHOCTEH €ro MPUMEHEHUS MO3BOJISIET
pacIIMpUTh CHIPLEBYIO 0a3y MPEANPHUATHH, aCCOPTUMEHT BBITYCKAaeMOH MPOAYKIMH, YTO CIIOCOOCTBYET
Pa3BUTHIO OTEUECTBEHHOTO ITPOM3BOACTBA, CHIXKACT 3aBUCUMOCTD NPEAIIPUATHH OT 3apyOeKHBIX OCTaB-
IIMKOB CBHIPbS, YAYUIIaeT JJOTUCTHKY U MOJIOKUTENBHO CKa3bIBAETCSI HA CTOMMOCTH KOHEYHOTO IIPOTYKTa.
[Ipu 3TOM HagO yUMTHIBATH BaXKHBIM (aKTOp — JOCTHXKEHHE HEOOXOANMBIX XapaKTEPUCTHK Marepuaa,
COXpaHEHHE €ro SKCIITyaTallHOHHBIX CBOMCTB.

Craenyer OTMETUTh, YTO KayecTBO IIMHUCTOTO chipbsi PecnyOnuku bemapych HeBBICOKOE, OJHAKO
NPUMEHEHHUE CENIEKTUBHOTO (M30MPaTeIbHOTO0) MOAX0/Aa K OTPEOICHHUIO [IMH UMEIOIIUXCSI MECTOPOXKIE-
HUI MOXKET HECKOJIBKO PACIIUPUTH BO3MOXKHOCTH MPETPUATHH.

Llenpro HACTOAIIETO UCCIEIOBAHNS SBJISETCS U3yUEHNE BO3MOKHOCTH HCIIOJIb30BAaHUS [IMH MECTO-
poxaenns «Kpymnelckuii camg A IpOU3BOJCTBA KEPAMUUYECKOTO KUPIIHYA.

OcHoBHas yacTh. [ TuHKCcTOE CBHIpHE MecTopokaeHus «Kpymeiickuii camy» (I'omenbekas 0011.) OTanvaeT-
Cs1 IOCTATOYHO CJIOKHBIM MUHEPAIOTHYECKUM COCTABOM, ITUPOKHUM JHANIa30HOM TEXHOIOTMUECKUX CBOMCTB
Y LIBETOBBIX XapaKTEPHUCTHK. [IMHBI yKa3aHHOTO MECTOPOXKJIEHUS CYHIECTBEHHO OTIIMYAIOTCS 10 XMMHUYe-
CKOMY, MUHEPaJIOTHYECKOMY M TPaHyJIOMETPHUYECKOMY COCTaBaM M 3aJIEraroT B 4eThIpe ciost (puc. 2) [5].
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Puc. 2. XapakTepHoe pacroyioKeHHe CJI0EB ININHUCTOIO ChIPbs MecTopoxaAeHus «Kpynelickuii can»

Fig. 2. Location of layers of clay raw materials from the “Krupeisky Sad” deposit

XapakTepucTHKa IFIMHUCTOTO ChIPhs MecTOpokaAcHUs «Kpynelickuii camy npuBeeHa B Tao. 1.

BckpblIlIHbIE TOPOJIBI IPEJICTABIICHBI IOUBEHHO-PACTUTEIILHBIM CJIOEM, IIECKAMH OT TOHKO- JI0 MEJl-
KO3EPHUCTBIX, CYNEChIO, a TAKXKE TJIMHAMHU C BBICOKHM COJCPIKAHUEM KPYITHO3EPHHUCTHIX KapOOHATHBIX
BKJIIOUeHUN. MOIIHOCTE uX cocTapisieT 0,7-3,6 M.

OO011ee KOJIMYECTBO TIIMHUCTOTO ChIPhsi MeCTOpokIeHusI «Kpyrelickuii cajp, BKIIOYask BCKPBIIIHbIC
HOPOJIbI, COCTABIISAET 878,6 ThIC. M.

I'muHuCTOE CHIPHE YKA3aHHOTO MECTOPOXKICHHS CYIIECTBEHHO OTIIMYACTCS 10 TaKHUM TEXHOJIOTH-
YECKUM TapaMeTpaM, KaK TIACTUYHOCTh, YCaJKa, CIIEKaeMOCTh U T. JI., @ TAKXKEe 1O IBETOBBIM Xapak-
TEPUCTUKAM, KOTOPBIC 3aBUCST OT COOTHOIIICHUS OCHOBHBIX MUHEPAIO00PA3yIOIIUX KOMIIOHCHTOB, Ha-
JIMYUS TEX VI MHBIX MPUMECed, MX KOJIMYSCTBCHHOTO CojepkaHusl. Tak, B HEKOTOPBIX IJIMHAX KPOME
TUJIPOCITIONBI U MOHTMOPUJUIOHUTA TPUCYTCTBYIOT KAOJIMHUT, MOHOTEPMHUT CO CTPYKTYpPHOU (POPMYIIOW
0,2R-Al1,0,-3510,-2H,0 (rne R - K,0, Na,O, CaO, MgO), sapnsromuiics TOHKOH MEXaHUYECKOH CMEChIO
TUJIPOCITIONBI ¥ KaonauHuTa. [lecuanas momuMuHEepaibHas COCTABIISIONIAS TIIMHUCTOTO ChIPhS CJIaraeTcs
MPEUMYIIECTBEHHO M3 TBUICBUIHBIX TOHKO- U MEJIKO3EPHHUCTHIX (DpaKIUil KPUCTAJUIMYECKOTO KBapIia,
TMOJICBBIX IIIITATOB M TPAaHUTOHIOB. Kpome Toro, hparMeHTapHO MOTYT BCTPEUAThCS KPYITHBIC BKPAILJICHHS
1 00pa3oBaHUs KapOOHATOB B BUJIC JOJIOMHTA, MeJia, M3BECTHsIKA, Meprest (cM. Tadi. 1).

Jiis knaccuuKanyy IMHUCTOTO ChIPhS PACCMATPUBAEMOT0 MECTOPOXKICHHSI IIPOBEICHBI UCTILITAHUS,
cornacHo ['OCT 4069, 'OCT 2642.4, TOCT 21216, xoTopble TO3BOJIMWIN YCTAHOBUTD, YTO BCE TIIMHBI Me-
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Tab6numna 1. XapakTepHCTHKA INIMHHCTOTO CHIPbSI MecTopoxkaenus « Kpyneiicknii cam»

Table 1. Characteristics of clay raw materials from the “Krupeisky Sad” deposit

Hanwme-
HOBaHHUEC
KOMIIO-
HEHTa

IBer

YcpeaHeHHbIH XHMHYECKHI cocTaB, Mac. %

MuHepanorunieckuii cocran

T'my6una
3ajiera-
HUS, M

ALO,

Si0,

Fe,O,

TiO,

CaO

MgO

Na,O

K,0

noTepu
TpU MpoKa-
JTHBAaHUU

TJIMHUCTBIC
MHHEpabl

WHBIC KOMIIOHEHThI

0,5-3,5

I'muna
Ne 1

Proxuii

8,46

83,15

2,58

0,84

0,24

0,42

0,08

0,85

3,38

MouTmopui-
JIOHUT

Ilecku nonu-
MUHEpaIbHbIe
(kBapueBas

1 TIOJIEBOIIIIA-
TOBasI COCTAB-
nsronas), Kap-
OOHATHBIE MTPH-
MecH (Mepreb,
JIOJIOMHT, U3-
BECTHSIK, MeJ),
JKEIIe30Coaep-
JKaIue CoeTu-
HEHHS

0,7-8,0

I'muna
Ne 2

Cepbiit

24,23

62,84

2.23

0,95

0,37

0,40

0,04

0,14

8,80

MouTm™mopuI-
JIOHUT,
TUAPOCIIONA,
KAOJINHUT,
MOHOTEPMHUT

Ilecku monu-
MUHEpPAJIbHbIE
(kBapueBas u 1o-
JIeBOIINATOBAs
COCTABJISIOIIAs),
JKEJIEe30COoAEp-
JKalue coeau-
HEHUS

1,5-2,8

I'muna
Ne 3

Kpacno-
cepbli

14,53

65,09

8,55

1,20

0,59

0,49

0,04

0,14

9,37

I'muna
Ne 4

Proxe-
cephlit

15,59

64,29

6,03

1,03

0,95

0,82

0,10

0,61

10,58

MonT™mOpuII-
JIOHUT,
TUApOCIIoa

Ilecku nonu-
MHUHepaIbHEIC
(kBapueBas 1
TI0JIEBOIIIIATOBAS
COCTAaBJISIONIAS),
KapOoOHATHBIE
npuMecH (Mep-
Tellb, IOJIOMUT,
W3BECTHSIK,
Me), )KeIe30-
cozepIKanye
COCIMHCHHUS

3,5-6,0

0,5-3,5

cropoxaenns «Kpymerickuii cam», kpome TIUHBI Ne 2, oTHOCATCS K serkormiaskomy Ty (IOCT 9169),
B TO BpeMsI Kak ITOCIICTHSS SIBIISIETCS TyroriaBkoi. [1o cogepxanmro okcuna amromuaust ([OCT 9169) mpo-
OBl NIMH Pa3JIMYHBIX CIIOEB ABJIAIOTCA KMCIbIMU (Menee 14 mac.% Al O,) n nonykucnbivu (14-28 mac.%
AlLO,) ¢ BBICOKMM CONEPKAaHMEM CBOOOTHOTO KpEMHE3eMa B cocTase (Oomee 25 mac.%).

Hcxonst M3 MPOBEICHHBIX HCCIEIOBAHUI T'PaHYJIOMETPHUECKOTO COCTaBa MOXKHO CJIENaTh BBIBOJL,
9TO TIO0 comep:kaHuio dactuil pazmepoM MmeHee 0,001 MM TIIMHBI OTHOCSTCS K CPEIHEIUCTICPCHBIM
(F'OCT 9169), pesxe — BBICOKOTUCTICPCHBIM.

B 3aBucumoctn ot mactuaroct (TOCT 9169) mmHICTOE ChIphe OTHOCUTCS K TPYIIE YMEPEHHO-
Y CPEIIHEIIACTUYHBIX, & MPH HAIMYUHA MOHTMOPUIIJIOHUTA — BBICOKOTIJIACTUYHBIX.

OrieHKa 4yBCTBUTEILHOCTH INIMH K CYIITKE TOKA3alla, YTO OHU SIBIISIFOTCS PEIKE CPETHETYBCTBUTEILHBI-
MU H Yalle BEICOKOYYBCTBUTEIBHBIMU, YTO OOBSICHSETCS IPUCYTCTBHEM MHHEPATa MOHTMOPUILIOHUTA.

HuddepenmmanpHo-ckanupyromas karopumerpus (DSC 404 F3 Pegasus Netzsch) mo3Bosmia BEI-
SIBUTh, YTO ylaJeHue QU3MUECKU CBSI3AaHHOW BOJIBI TPOUCXOIHUT IIPH TEPMUUECKOH 00pabOTKe ChIPhI JI0
300 °C, nmpuueM ¢uzndeckas Biara yaamsieTcsl CTyIeHYaTo, YTO CBHACTEILCTBYET O JOCTATOYHO CIIOXK-
HOM MHHEPAJIOrHYECKOM COCTABE IIMH U HAJIMYUH B ChIPhE OJTHOBPEMEHHO HECKOJIBKUX TIIMHUCTHIX MH-
HepaJoB, HAIIPUMEP THAPOCITIONGI, MOHTMOPHUJUIOHUTA U JIp. (puC. 3).
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Temneparypa, °C
9251

104,0

Puc. 3. Pesynbratsl nuddepeHInaibHO-CKaHUPY IOIIEH KaJTOPUMETPUH TTTUHUCTOTO ChIPhS
mecTtopoxaeHus «Kpyneickuit can»: a — rmuaa Ne 1; b — rmuHa Ne 2; ¢ — rmmaa Ne 3; d — riimaa Ne 4

Fig. 3. Differential scanning calorimetry results of clay raw materials from the “Krupeisky Sad” deposit:
a—clayN 1; b—clay N 2; ¢ —clay N 3; d — clay N 4

AKTHBH3aNHs TPOIECCOB JIETHIPATAIlUN TJIMHUCTOTO CHIpbS HaOMIomaeTcs B WHTEpBajie TeMIlepa-
Typ 480-580 °C. DHnorepmudeckue d3PPEeKTh YETKO BRIPAKEHBI U TaK)Ke UMEIOT HECKOJIBKO CTYyTICHEH.
B ykazanHOM TeMmIiepaTypHOM MHTEpBAJIE OJHOBPEMEHHO MPOTEKAIOT MOIUMOpGHBIE TPeoOpa3oBaHU
HU3KOTEMIIEpaTypPHON MOAN(HUKAIINY KBApIIa B €T0 BEICOKOTEMIIEPATYPHYIO (hOpMYy.

O6pamaer Ha ce0sS BHUMaHHWE SHIOTCPMHYECCKUN A(H(EKT, PUKCHPYIOMUNCS TPU TeMIIepaTrype
530 °C, XOTOpBI MOXXHO OOBSICHUTH XapaKTEPHBIM ITOBEACHUEM MOHTMOPHIUIOHHTA B CHIPHE TPH €TI0
TepMUIECKON 00padoTKe. DK30TepMudecKuid 3P ekT, HabmomaeMbIii B inHax BoIie 890-905 °C, cBs-
3aH C IMePECTPONKON CTPYKTYphI MaTepHaia [6].

OO0pasupl KepaMHUKH, TTOJYYeHHBIE HA OCHOBE TIIMHUCTOTO CHIPbS MecTopoxaeHus «Kpymeickuii
cas» B u"teppaie temneparyp 900—1 050 °C, comacHo gjaHHBIM « KprMuHaIMCTUYECKOTO aTiiaca IBETOB
OTY MBJI CCCP» (Boinepsxku u3 u3ganus «1000-mBeTHBIH aTac CTaHIAPTHBIX 00Pa3IoB IIBETa, Pa3-
pabotannsblii u Beimyckaemsiii HIIO BHUMM uwm. /1. . Menaeneesa), XxapakTepru30BaJINCh CIIEAYIOICH
1IBeTOBOW rammoii: rmnHa Ne 1 — ot kpacHo-opamkeBoit 4.0—12/2 mo xopuuHeBo-opamkeBor 4.0-2/8;
mrHa Ne 2 — o1 Genoit 0 po3oBo-0exkeBoit 4.3—10/2; rmuHa Ne 3 — kpacHo-kopudHeBo# 4.0-6/10; rmuHa
No 4 — xopuaneBoii 17.0-2/2 (puc. 4).
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a b
c d

Puc. 4. ILIBeTOBBIC XapaKTEPUCTHKH 00Pa3110B KEPAMUKH, TIOJyUYEHHBIX Ha OCHOBE TIIMHHCTOTO ChIPbsi MECTOPOXKICHHUS
«Kpyneiickuii cagy: @ — rmuaa Ne 1; b — riuna Ne 2; ¢ — riauna Ne 3; d — rnmuna Ne 4 (temmnieparypa odxura — 1 000 °C)

Fig. 4. Color properties of the ceramic samples obtained on the basis of clay raw materials from the “Krupeisky Sad” deposit:
a—clay N 1; b—clay N 2; ¢ — clay N 3; d — clay N 4 (firing temperature — 1 000 °C)

Ha cnenytomem stare paboThl H3ydanach BO3MOKHOCTh CEIEKTUBHOTO IPUMEHEHHSI YKa3aHHOTO Chl-
PBsl IUTS OTyYEHHsI KEPaMUUECKOr0 KUPIKYa, B TOM YHCJIE TIOPU30BAHHOTO.

JUist M3roTOBJICHUS OIBITHBIX OOpa3LOB HCIOJIB30BAIUCh OTOOpPAaHHBIC NPOOBI Pa3sHBIX CIOEB IIIMH
paccmarpuBaemoro Mectopoxaenus (OCT 21-78-88), B kauecTBe OTOIIUTENS BHICTYIIAT KBapIEBBIH Tie-
COK MECTOpPOXKIeHHUS «JIoeB» WM TpaHUTOHMIHBIE OTCeBBI MukareBudckoro mecropokaeHus (TY BY
200161167.003). ComeprkaHue OTOMIAIOIINX KOMIOHEHTOB B COCTaBaX KePaMHUECKUX MAcC BapbHpOBa-
nock B npegenax 30-35 mac.%, 4To cBA3aHO C OCOOCHHOCTHIO MUHEPAIBHOTO COCTaBa IIIMH (HaIUuue
3HAUUTEIBHOTO KOJIMYECTBA MOHTMOPWIIOHUTA). [10AroTOBKA IIIMHBI OCYLIECTBISIIACH ITyTEM €€ CYIIKH
B naboparopHoit anekrpuueckor cymmiake SNOL 58/350 npu temmneparype 100-110 °C u panee us-
MEJIBUCHUS 10 MPOXOKICHUS depe3 cuTo ¢ ceTkoi No 1. OTomaroniiii 1 BRITOPAONINAN KOMITOHCHTHI
HCTIOJIb30BAITUCH TAKXKE B CYXOM BHUJIE, UX TIPEIBAPUTEILHO MPOCEUBAITN Yepe3 aHaIoruaHoe cuto. Kepa-
MHYECKYIO MaccCy Moiy4yajid MyTeM TIIAaTeIbHOTO NepeMElIMBaHusI KOMIIOHEHTOB U YBIQYKHEHHS BOIOH
I10 BIaXHOCTH 16—18 mMac.% ¢ mocienyonmm BUICKUBAHUEM B TeUeHHE | CyTOK.

OO6pasupl KepaMUKH B BUJIE KUPIIUYUKOB pa3MepoM 58 x 30 x 15 MM M3roTaBIuBald METOIOM Ha-
OMBKM Macchl B MeTaInuecKyto ¢opmy. IlonyueHnsle u3nenns NOABSIMBAINCE, BEICYIIUBAIIUCH B CY-
muibHOM Ikady mpu Temmeparype 100 + 10 °C, mocie 4ero moaseprajiuch 00KUTY B JICKTPHUCCKOM
neun SNOL 1,6,2,5.1/13,5-Y 1 npu Temneparypax 900—1 050 °C ¢ BbIIEPKKOM MTPH MAKCUMAJILHOM TEM-
neparype 1 4.

TexHONMOTMYECKNE XapaKTEPUCTHKH KEPaMHUYECKHUX MacC, a Takke (PU3MKO-XUMHUYECKHE CBOM-
CTBa TOJYYEHHBIX 00pasloB H3ydalnch Mo Meronukam, omucaHHeM B 'OCT 21216, 'OCT 7025,
I'OCT P 58527, 'OCT 2409, pe3ynsraTsl HCCIEIOBAHUNA CBEICHBI B TA0M. 2.
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Tab6numna 2. Pe3yabTaTsl NpoBeIeHHBIX HCCIETOBAHMTIT

Table 2. Research results

. o IIpenen npounocTu

(zli:pasum Obmas yeanxa, %, Kasymascs miI0THOCTh, Kr/M?, | OTKpbITas HOpUCTOCTh, Y%, Boponornomenue, %, npu cxaruu, MIla,

puuYa | temmepaTypa o0KHTa, o, o o
Ha OCHOBE oC Temneparypa obxura, °C: Temnepatypa obxkura, °C: | temneparypa odxura, °C: TemnepaTgpaOGnmra,
TIAHUCTO- C:
TO KOMIIO-

menta | 900[950 1000|1050 900 950 | 1000 | 1050 | 900 | 950 | 1000|1050| 900 | 950 | 1000 [ 1050 900|950 1000|1050

OTomamuii KOMIOHEHT — TPaHUTOUJHBIE OTCEBBI
JI;J:I;Ha 8,018,2| 8,4 19,7 (2080[2094|2118|2133|23,2(22,0{199|19.4 | 11,1 [10,5]| 94 | 9,1 |26 |34 | 42 48
I'muna
No 2 34(39(55(63|1841|1844|1880(1943(29,5(29,3|28,9(272|16,0|159|154]14,0(29 |38 | 43 | 44
T'nuna
Ne 3 6,716,9| 7,1 | 7,8 [2060|2 068 [2090|2 107|25,1(24,7(22,8|21,0|12,2|11,9| 10,9 [10,0| 27 | 34| 39 41
I'nmuna
No 4 5456|6563 (193319481973 |1988|27,126,3|24,8(23,9| 14,0 13,5|12,6[12,0]27|30| 32 | 35
Oromaromuii KOMIOHEHT — KBAPIEBBIH NECOK

;J:];Ha 8,118,9110,5[12,0(1957[1960|1981|2013|26,5(25,3(24,7(23,9(13,5(12,9|12,5(11,9|20 23| 29 35
I'muna
Ne 2 3,5[6,5( 9,0 [ 9,1 |1800|1804|1819|1858|32,6(32,6(32,1|30,1 18,1 [ 18,1 17,6 16,224 |27 | 28 | 30
Tnuna
No 3 6,818,190 [10,5[1835|1855]|1902|1932(28,3|28,1|27,1259]| 154 (152|142 |13,4| 16| 18 | 23 23
I'muna
No 4 551591622 |6,5[1978(2002|2042(2066|29,9|29,6/28,1[26,8| 15,1 | 14,8 13,8 (12,9 10| 12| 15 18

Kak BuiHO M3 NPUBEICHHBIX JaHHBIX, UCIOIb30BAHUE I'PAHUTOUAHBIX OTCEBOB B KAaUyeCTBE OTOIIA-
IOLIEr0 KOMIIOHEHTa siBjsieTcst Oonee 3(h(heKTUBHBIM, ITOCKOJIbKY KEPaMUKa, BKIIOYAOLIAsl YKa3aHHbIHN
NPUPOIHBIN MaTepuall, oonanaer 0oiee BHICOKUMH MEXaHHYECKUMH XapaKTePUCTHKAMU, YTO, TIO-BHU-
MOMY, CBSI3aHO C JIEHIaJIHOCThIO OTCEBOB, TO €CTh C HAJIWYHEM B MaTepHalleé YacTHIl MTOJbYaTON WM
TUIACTHHYATON (DOPMBI, COAEpKaHHE KOTOPBIX, COINIACHO HOPMAaTHBHO-TEXHUUYECKOH JOKyMEHTAlluH, He
JOJKHO npeBbimath 15-35 mac.%. [IpucyrcTBre 3epeH Uroas4aToil Wiy miacTUuHYaTol GopMbl HapsiLy
C OTOILLAIOIINM JI€HCTBUEM MOXET OKa3bIBaTh apPMUPYIOIIUH 3D (EKT.

Crnenyer OTMETHTh, YTO IPAHUTOUIHBIE OTCEBBI B COCTAaBE MOT'YT COZIEpPXkKAaTh Pa3IMYHbIC IPUMECH
(amopdHBIC Pa3HOBUAHOCTH KBaplia, CIIOMbI, CYIb(UIbI, CYIb(AThI, TaJOUHbIC COCAMHEHUS, OPraHu-
YecKHe BKIIIOUCHHUS], TNTMHUCThIE KOMIIOHEHTBI) U NIbUICBUAHbBIC (PPaKIIMM OCHOBHOTO BEIIECTBA, BKIIOUA-
IOLIETO B 3HAUUTENIBHBIX KOJMUYECTBAX OKCUABI IIEJTOYHBIX U IIEJIOYHO3EMENBHBIX METAJIJIOB, BXOAALINX
B COCTaB IIOJICBBIX ILIMATOB M SBJSIFOIIUXCS IIABHSMH, KOTOPbIE IIPHU OINPEICIICHHBIX 00CTOSATENbCTBAX
(Harmpumep, Ipy U3MEHEHHUH CPEbl 00KHTa) MOTYT CIIOCOOCTBOBATH (POPMHUPOBAHHIO JIETKOTIABKHUX JB-
TEKTUK CaMOCTOSITENIFHO JTMOO TPY KOHTAKTe C TOHKUMHU (QPaKIFsIMA aMOP(HOTO MITH KPUCTAIUINIECKO-
ro KBapla, a TaKke COeJIMHeHMsIMU xeesa [7-9]. Hanmnune amopdHBIX MeTacTa0MIBbHBIX KOMIIOHEHTOB
Y COCIMHECHUH C THIPaTHBIMUA 000JIOUKAaMH B KEPAMHUUECKUX Maccax ClI0OCOOCTBYET MOBBIMICHHIO CKOPO-
CTH peakUUi M alJIOTPONHBIX MPEBPALICHNH B MPoOLEcce TePMOOOPAOOTKH U, CIIEI0BATEIbHO, CTCIICHH
CIEKaHUs MaTepHaia. XJIOpUbl, Cyab(arsl, CyIb(pUIbl, CIIOABI MOTYT aKTUBU3UPOBAaTh IPOTEKAHNE XU-
MHUYECKUX PEaKIMi, ClIOCOOCTBOBATH OOPA30BAHUIO JIETKOIJIABKMX IBTEKTHK IPU O0JIee HU3KHUX TEMIIe-
parypax, a OpraHn4ecKkre IpruMecH — U3MEHATH ycloBus ooxkura [9]. Koneuno, ykazaHHbIE TPUMECHBIE
COCTABJISIOIIME HE BCEI/a OKa3bIBAIOT MOJIOKUTENBHOE BIMSHHUE, ITOCKOJIBKY IIPH MX HEPAaBHOMEPHOM
pacnpeneneHuy B 00beMe MaTepraia MOTyT 00pa30BbIBaThCS JePEKThI KEpaMHUKH (HapuMep, BBILIBETHI,
BBICOJIBI, lyTUKHU H T. ).

B nenom n3MeHeHune nokasareneil CrieKaHusl KepaMUYeCKHX Macc B yKa3aHHOM TeMIepaTypHOM HH-
TepBajie NPOTEKaeT MEIUIEHHO, 3HaYe€HUs! (PU3NKO-XUMHUECKUX CBOMCTB MaTrepuana OTIHYAIOTCs HEeCy-
IIECTBEHHO, YTO CBS3aHO, MO-HAIIEMY MHEHHIO, CO 3HAYUTEIHHBIM COJIEPKaHHEM B COCTaBaX IKCIIEPH-
MeHTanbHbIX Macc Si0,, KOTOPBIi, HAXOAACh B TNIMHUCTOM ChIPhE B BUJIE TIBIIEBUAHBIX (QpaKiuii, Xapak-
TEPU3YETCSI MAIOH aKTUBHOCTBIO.
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HecmoTps Ha TO YTO HCTIOJIB30BaHUE TPAHUTOUIHBIX OTCEBOB JIAeT PSAJ] IPEUMYLIECTB (HU3Kasi CTOU-
MOCTb, YyCTOWYMBOCTb OBEACHUS IIPU TepMUUECcKoi 00padoTke, 3pPeKTUBHOCTL MPUMEHEHUS IIPU CYIL-
K€ U 00XKHre KepaMUIeCKHX Macc, I0CTaTOYHast IPOYHOCTH), HAIMYKE JICHIaJHOCTH MaTepyaa Ipy ero
JIOCTaTOYHOH TBepaocTH (6,0—6,5 mo mkane Mooca) u npoanocts (100-300 MIla mpu cxxaTwin) cka3piBa-
€TCsl Ha U3HOCE TEXHOJIOTMYECKOT0 000pya0BaHUs (IpOOMIIKH, IPECCHI U T. 1I.) M OCHACTKH (MYHALITYKH,
CTPYHBI PE3YMKOB U Ap.) (pHc. 5).

Puc. 5. M3HOC 1m1Heka BakyyM-Iipecca, BBI3BAHHBIN JIITUTEIbHBIM BO3JCHCTBUEM KEpaMUYECKHX Macc,
COZICPXKAIUX I'PAHUTOUTHBIC OTCEBBI

Fig. 5. Wear of the screw of extruder caused by prolonged exposure to ceramic masses containing granite screenings

[IpumeHeHne KBapIleBOTO Mecka B KaueCTBE OTOIIMTENS, B CBOIO O4Yepe/b, TOXKE MMEET PsiJi Helo-
CTaTKOB: MOJIMMOP(HU3M TIPH TEPMOOOPAOOTKE, UTO YCIOKHSCT M YIOPOKAET MPOLECC CYIIKA U OOKHUTa
KHpIHYa, a TAaK)Ke HaJuuue KapOOHATHBIX MPUMECEH B COCTaBe.

HccnenoBanust BO3MOKHOCTH HCIOJIB30BAHUS KBAPIIEBOTO MeCKa MECTOPOXKACHUS «JIoeBy» ams moiy-
YEeHUsI KePaMUUECKOTO KHPITUYa, MPOBEJCHHBIE B JJa0OPAaTOPHBIX YCIOBHSIX bernopycckoro rocyaapcTBeH-
HOTO TEXHOJIOTHUECKOTO YHUBEPCUTETA, a Tarke Ha JIOeBCKOM KOMOHMHATe CTPOUTENHHBIX MaTepHajoB,
MOKa3aJIi, YTO 3aMEHa TPAHUTOUHBIX OTCEBOB Ha JIAHHBIN CHIPHEBOM MaTepuall CyIECTBEHHBIM 00pa3oM
YCIIOKHSIET TEXHOJIOIHYeCKui nporiece. Tak, TpeOyeTcss U3MEHSITh YCIIOBHSI BAKYYMHPOBAHUS KepamMuyie-
CKHMX MAacc ¥ JIaBJICHUE TPECCOBAHMUS NPH (POPMOBAHUH U3ACINH, YBEIHIUBATH IPOJOKUTEIEHOCTD CYIIKH
u o0ura Marepuana. BHenHui BUJ] U3eius, MOTyYSeHHOTO B IPOU3BOACTBEHHBIX YCIOBHUSX C HCTIONB30-
BaHMEM B Ka4eCTBE OTOLIUTENSI KBapILIEBOTO MeCKa MeCTOpOXKIeHNUs «JloeBy, mpecTaBiieH Ha puc. 6.

Jedextsr
CTPYKTYPBI

KapGonatabie
IPUMECH

Puc. 6. Buenrauii Bu Kupnuya, MOTyYSHHOTO B TPOU3BOACTBEHHBIX YCIOBHAX C HCIIOIb30BAHUEM
B KQUECTBE OTOIIMTENS KBAPIEBOTO IECKa MECTOPOXKACHHS «JloeB»

Fig. 6. The appearance of a brick obtained under production conditions using quartz sand from the “Loev” deposit
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C 1enplo Noay4eHHs MOPU30BAHHBIX M3/EIMHA B KEpaMHUYECKHE MacChl, BKIIIOYAIONINE ITIMHHCTOE
ceIppe MecTopokaeHUs «Kpyrelcknii cag» u rpaHUTOMIHBIE OTCEBBI, BBOAWINCH JPEBECHBIE OMWIKH
CMEIIaHHBIX MOPOJ APEBECHHEI B KoauuecTse 3,5-6,5 mac.% cepx 100 %.

[IpuroroBneHne KepaMUIeCKHX Macc M MOITy4YeHHE 00pa3LoB OCYIIECTBISUIMCH IO METOAMKE, OIH-
CaHHOM BbIlIe. Pe3ynpraTsl SKCIIepUMEHTAIBHBIX UCCIIEIOBAaHUMN IPUBEACHBI B Ta0M. 3.

Ta6numna 3. TexHosorn4eckne XapakKTePHCTHKH KePpaMHYeCKHX Macc U (HU3UKO-XHMHYECKHe CBOHCTBA
MOPU30BAHHBIX U3/1eJHii, MOJYYeHHBIX B HHTepBaJie Temmepatyp 900-1 050 °C

Table 3. Technological characteristics of ceramic masses and physicochemical properties
of porous products obtained in the temperature range 900-1050 °C

O0pa3sibl Kupnuya
O6mast Kaxymrascs OTKpbITast o Tpenen npouHocTH
Ha OCHOBE TIMHUCTOTO o 3 o Bononormnomenwue, %
ycanka, % TIOTHOCTH, KT/M MOPUCTOCTB, Yo npu cxatun, MIla
KOMIIOHEHTA

I'muna Ne 1 4,8-9,1 1 450-1 530 35,7-46,4 23,5-31,8 12,5-17,5

Tnnna Ne 2 54-11,1 1749-1 916 23,2-35.8 12,2-20,5 26,5-42,0

I'munaa Ne 3 6,0-12,1 1 585-1 803 28,6—41,1 14,7-26,0 17,5-23,5

I'muna Ne 4 5,9-13,1 1 728-1 887 23,0-35,4 12,2-20,5 17,0-24,0

[IpoBeneHHbIC UCCIENOBaHUS MTOKA3aU, YTO BBHITOPAIONINA KOMIIOHEHT OKa3bIBA€T HEOJHO3HAYHOE
BJIMSIHME Ha (POPMHUPOBAHUE CTPYKTYPbl Marepuaja B npoiecce odkura. Hanpumep, mpy MUHUMaJIbHOM
CONlep’KaHUH APEBECHBIX OMIIIOK (110 3,5 mMac.%) 000X KCHHBIC M3ICTUS XapaKTePU3yIOTCS TTOBBIIICHHU-
€M MEXaHMYECKOH MPOYHOCTH TIpH ckaTtuu Ha 8—10 %, 9T0, BO3MOXKHO, CBSI3aHO ¢ MHTCHCHU(HUKAITUEH
OKHUCJIUTEIIbHO-BOCCTAHOBHUTEIBHBIX TPOIIECCOB B MaTepHalie, JOMOJHUTEILHBIM BBIJICIICHUEM SHEPIHH
B M3/ICJIMSIX B PE3YJbTATE CTOPAaHUS PABHOMEPHO PACIIPEIEIEHHOTO OPraHNYECKOTO KOMITOHEHTa B 00b-
eMe monrydabprkara. BeenmeHrne ommIOK TakKe CIIOCOOCTBYET TOBBIMICHUIO KOA(PDHUITHEHTA BIArOIpo-
BOJIHOCTH C(POPMOBAHHOIO M3/ICINIUs, HHTCHCU(DHUIIUPYET MPOLIECC CYIIKH, Yero MPH HAIMYMHA B COCTABE
KEepaMHUYECKHUX MacC MHHEpaJia MOHTMOPHJUIOHUTA ¥ 3HAYUTEIILHOTO KOJIMYECTBA MBUICBUIHBIX (hPaKITHii
KBapIia He BCET/Ia BO3SMOMKHO TOCTUTHYTh. ONMIIKK 00€CTIEYNBAIOT IEPEHOC BJIaryd U3 BHYTPEHHUX CIOEB
nonyhabpukara HapyKy 0e3 BOSHHKHOBEHUS 3HAUNTEIIbHBIX COTPOTUBICHUN W HANPSHKEHHH, CHIDKAIOT
BEPOSITHOCTh 00pa30BaHMsI B pe3yibrare CymKu aedekToB u TpeuwH [7, §]. Crenyer Takke OTMETHUTD,
YTO MPUMEHEHHUE BHITOPAFOIIETO KOMIIOHEHTA B COCTaBaX KePaMUYECKUX Macc B KonmdecTBe 3,5 mac.%
MO3BOJISIET CHU3UTH DHEPreTHYEeCKHE 3aTparhl NPEANpPUATHS Ha CymIKy ¥ oOxur manenuid Ha 10-12 %.
YBenuueHne cojiiepiKaHus OMWIOK BhIME 3,5 mac.% MPHUBOIUT K O0Opa30BaHUIO YEPHOW CEPIICBHHBI
B KHPIHYE, TaK HA3pIBAEMOMY HAyIJIEPOKMBAHUIO YEPETKa, YTO YXyAIaeT (PU3UKO-XUMHUIECKUE CBOMI-
CTBA M3IEJIHSL.

[Ipu Tepmudeckoit 00pabOTKe KePaMUIECKOTO KHPITHYA B YCIOBUAX H30BITOYHOTO COICPKAHUS Ta30-
BOH COCTaBJISIONICH B CMECH CTOPAcMOro TOILIMBA B TEIJIOBOM arperare BO3MOXKHO MPOTEKAHHUE CIIENY-
FOIIUX TIPOIIECCOB:

1o Temreparypst 570 °C:

3Fe,0,+ CO = 2Fe,0, + CO, + Q (3x30TepMUYECKUii IIPOLECC);
npu Temneparype Beime 570 °C:
Fe,0,+ CO = 3FeO + CO, -~ Q (3HI0TEpMUYECKHUH TIPOLIECC).

YkazaHHbIE HIDKE IIPOLECChI TAKKE TCOPETUUCCKN BO3MOKHBI (B 0COOEHHOCTH nmpu N30BITKE coean-
HEHHH JKeJie3a B COCTaBax Mace):

Fe,0,+4CO = 3Fe + CO, + Q (3K30T€pMHYECKHI ITPOLECC);
FeO + CO = Fe + CO, + Q (3k30T€pMHUYECKHI TPOLIECC).

OnHOBpEeMEHHO B yKa3aHHOM TemrepaTypHoM uHTepBaie (570-580 °C) maer npouecc neruapara-
[IUU [JIMHUCTOTO BEIIEeCTBa, B PE3y/IbTaTe Yero MOr'yT IPOTEKaTh peaklui B3aUMOEHCTBUS JKele3a ¢ na-
paMu BOJbl ¢ 0Opa30BaHUEM Ha IIEPBOM 3Talle THAPOKCHUIA XKejle3a, a 3aTeM ero okcunos. Kpome toro,
BO3MOKHO OKHCJIEHHUE XKeJIe3a KHUCIOPOIOM:
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4Fe + 6H,0 + 30, = 4Fe(OH),;
2Fe(OH), = Fe,O, + 3H,0;
2Fe + O,= 2FeO (mpu HEIOCTAaTKE KUCIOPOA);
3Fe + 20, = Fe,0, (npu u30bITKE KUCIOPO/A).
[Tpu n30bITKE KUCIOPO/a B Ta30BO3AYIIHON CMECH TOILIMBA HJIET CIIEAyIolIee Mpeodpa3oBaHue:
4FeO + O, = 2Fe,0;;
4Fe,0,+ O,= 6Fe,0,.

[Iporiecc mMoMHOTO BHITOPaHHUS OPTAHUYECKUX KOMIIOHEHTOB HE MPHUBOAUT K YXYAIICHHUIO IIBETOBBIX
XapaKTEPUCTHK KUPIIMYA, OH OCTAETCS KPAacHOIO LBETA, OJHAKO B BOCCTAHOBHUTEIBHOW cpene oOxura
pu ¢popmupoBannu FeO oOpasyercs uepHasi cepLeBHHA, a OKpacka KHPINYa MOXKET CyIIECTBEHHO U3-
MEHSATBCS OT KPAaCHOTO J10 JKEJITOro, MHOTa — J10 3ej1eHoro. [Ipu 3HaunTenbHOM Coiep )KaHnuu B COCTaBax
KHPIUYHBIX MAccC jKeJIe30COoAep KaliX KOMIIOHEHTOB BO3MO)KHBI BBITIJIaBKH MeTaa (Ipu BOCCTAHOBU-
TENBHOM cpenie ooKura).

Mop030CTOMKOCTH HACHIIIIEHHBIX BOJAOW TOPHU30BAHHBIX U3CIIHH, 000K KCHHBIX B MHTEPBAJIEC TEMIIC-
patyp 900-950 °C, cocraBuia 30—40 HUKIOB «3aMOpaKMBaHUE — OTTauBaHuE». [loBbIIIEHHE Temnepa-
Typsl oOxura 10 1 000—1 050 °C npuBesno K yBeIHYSHUIO MOpo30cTorKocTH 10 40—60 LUKIOB.

[To manubIM pentreHodasosoro ananusa (D8 Advance ¢upmbr Bruker), B cTpyKType MOTHOTENIOTO
U TTOPU30BAHHOTO KHPIHYA TPUCYTCTBYIOT CIEAYIONINE KPUCTAJUINYecKHe (a3bl: KBapll, KPHCTOOAIHT,
(hasut u remarut. Kak n3BeCTHO, KPUCTOOATUT MOXKET 00€CIeunBaTh MOBBIIIICHNE MEXaHMYECKHUX Xa-
PaKTEpPUCTHK MaTepuasa, HO IPU 3TOM CHI)KaTh TEPMUUYECKHE CBONCTBA KEPAMHUKH BCIICICTBHE BBICOKHX
3HAUEHHUH TeMIIEePaTypHOro k03 (PUIMEHTa JIMHEHHOTO PACIIUPEHUS (UTO TAKXKE CIEAYEeT YUUTHIBATh IIPH
OXJIQKJCHUH M3JENTUI B TYHHETIbHOM Meun).

BruiBoabl. 30bITOMHOE cofepikaHie MOHTMOPWIIJIOHUTA M KBapLEBOW COCTABIISIONICH B BHJIE TOH-
KUX (paxiuii B IMUHACTOM ChIPhE CYIIECTBEHHBIM 00pa30M OCIIOKHSET MPOIECChl MOMYyYeHUsT KepaMu-
KM, TEXHOJIOTHYHOCTh MMPOBOJAMMBIX Onepauid. Macchl Ha OCHOBE TaKMX TJIMH CKIIOHHBI K 00pa30BaHHIO
TPELIMH NPH MOTYYCHNUH U3ETUH B IPOU3BOICTBEHHBIX YCIOBUSX MPEATIPHUATHS, IPU 3TOM YBEINYCHHUE
MIPOJIOIKUTEILHOCTH CYILIKH U 00KHUra c()OPMOBAHHBIX M3EIUH NPUBOAMT K MOBBILICHUIO PACcX0na TO-
IUTMBHO-?HEPIETUYECKHUX PECYPCOB, a TAKKE CE0ECTOMMOCTH KOHEUHOI'O IPOLYKTA.

JocTikeHrne MUHIMATBHO BO3MOYKHBIX 3aTpaT Mpu TepMooOpaboTke monydadpukara Kupuya Jo-
MyCTUMO JIMIIB TPU TOBBIIIEHUH COJICPKaHMsI B COCTAaBaxX OTOLIAIOIINX KepaMUYecKnx macc. OnTuMaib-
HBIM OTOIIAIOIIMM KOMIIOHEHTOM B paccCMaTpHBaeMOM CIIydae SIBISIOTCS TPAHUTOWIHBIE OTCEBBI (He-
CMOTps1 Ha UX BBICOKOE aOpaszuBHOE BozneicTBue). IlonoxurenbHoe BIMSAHUE TPAHUTOUIHBIX OTCEBOB
Ha MEXaHWYECKHE XapaKTEPUCTUKU KePaMHKH, 110 HALIEMy MHEHUIO, OOBSICHIETCS], BO-IIEPBbIX, JIelal-
HOCTBIO, KOTOpasi CHOCOOCTBYET YHPOUHEHUIO CTPYKTYpPbl Marepuana, BO-BTOPbIX, IPUCYTCTBUEM IpU-
MECHOHM COCTaBIISIFOIICH, a TakKe MbIICBUIHBIX (PaKIUil IPaHUTOU/IOB, KOTOPBIE 00ecIeunBarT Gop-
MHpPOBaHHUE JIETKOIJIABKUX 3BTEKTHK. lcronb30BaHue BHITOPAIONIEr0 KOMIIOHEHTA (OMUJIOK) B KOJIHYe-
ctBe He Oonee 3,5 Mac.% MO3BOJISIET YAYUIIUTh TEXHOJOTHYECKUE XapAKTEPUCTUKH KEPAMHYECKHX Macc,
YCKOPHUTD MPOLIECC CYLIKH Oaroaapsi MoJOKUTEILHOMY BIMSIHUIO Ha TpolLecc BHyTpeHHel nuddysun
BJard U oOxura noiygadpukara 3a c4eT CO31aHHsI HEOOXOAMMBIX OKHUCIUTEIbHO-BOCCTAHOBUTEIBHBIX
YCIIOBHH B MaTepHuale U TeIJIOBOM arperare, COJIEHCTBYIONINX CIIEKAHNIO0 KEPAMUKH.

UcnbiTanus pa3pabOTaHHBIX KEPAMHUYECKHUX Macc B YCJIOBHIX JIOEBCKOTO KOMOMHATA CTPOUTENBHBIX
MaTepualoB MMOKa3all UX MPUTOAHOCTD JUIsl OMyYeHHs Kepamudeckoro kupnuda. O6 addexruBHOCTH
MpeasiaracMoi TEXHOJIOTHH TaKKe CBUIETEILCTBYET CHIYKCHUE YHEPTeTUIECKHX 3aTpar MPH CyIIKe U 00-
xwure noiydadprkara Ha 10—-12 %.

Takum 00pa3oM, JeTanabHbIE HCCIEAOBAHUS ITIMHUCTOTO ChIPhSI, PACIIUPEHHE ChIPhEBOM 0a3bl Kepa-
MUYECKUX MPENNPUATHH, H3ydeHHE HOBBIX MECTOPOXKACHNHN, CEIEKTUBHAS Pa3pabOoTKa MECTOPOXKICHHH
CIOCOOCTBYIOT MOBBIIIEHUIO Ka4€CTBA BBIITYCKaeMOM MPOYKIIMH U OTKPBIBAIOT HOBBIE BO3MOXKHOCTH IS
MIPOU3BOINTENEN KEpAaMUYECKUX MaTepHaJIOB.
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