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MICRO- AND NANOCAPULES WITH SHELL
OF POLYURETHANE/POLYUREA AND CORE FROM DCOIT.
I. SYNTHESIS OF MICRO- AND NANOCCAPSULES

Abstract. Microbiological contamination of surfaces is a general and everyday phenomenon, which, however,
is often underestimated or not taken into account at all. The formation of a microorganism film is the first stage of
such an unpleasant phenomenon as biofouling [1-4], from which shipping, as well as sea and port infrastructure,
suffer particularly.

This article discusses the synthesis and properties of micro- and nanocapsules with a polyurethane/polyurea
shell and a 4,5-dichloro-2-n-octyl-4-isothiazolin-3-one (DCOIT) biocide core using surface polycondensation. The
obtained capsules were characterized by the scanning electron microscope SEM, laser correlation spectroscopy,
energy dispersive X-ray spectroscopy of the EDXS, and by method thermogravimetric analysis.

Key words: emulsion, micro- and nanoconteiners, microencapsulation, emulsification, biocide.

A. B. Hcaea', C. B. Aiinapoa', A. A. Illapunosa’, A. B. Tueyoa’, /I. O. I'puropbes’

'Kasaxckuii HAIMOHANBHBIN HCCIIEI0BATENbCKHI TeXHIUecKuii yausepcuteT um. K. U. Carmaesa,
Anmartsl, Kazaxcran,
*JOxH0-KasaxcraHcKkuil rocyapcTBeHHbIH yHUBepcHTeT uM. M. Ays3osa, IlIsivkenT, Kaszaxcran,
*Uncrutyt Gpaynrodepa /i IPUKIAIHOTO HecaeaoBanus noaumepos (IAP), TTorcaam/IonbM, Tepmanns

MMUKPO- 1 HAHOKAIICYJIbI C OBOJIOUKOM
N3 IMOJINYPETAHA/ITIOJIMMOYEBHUHBI U AA/IPOM U3 DCOIT
I. CHHTE3 MHUKPO- U HAHOKAIICY.I

AnHoTanus. MuKpoOHOJIOTHYECKOE 3arps3HEHUE MMOBEPXHOCTEH MpEACTaBiIsieT cOOOH MOBCEMECTHOE W TO-
BCEIHEBHOE SBJIICHUE, KOTOPOE, OJHAKO, YaCTO HEIOOIECHUBAIOT MO0 BOOOIIE HE MPUHUMAIOT BO BHUMaHHe. O0Opa-
30BaHHUE IJICHKH MUKPOOPTaHU3MOB IIPENCTABIsET cOOO0M MEpBHIil 3Talm TaKOro HEMPUATHOTO SBICHUS, Kak 0n000-
pactanue [1-4], OT KOTOPOro 0COOEHHO CTPagaeT CyJOXOJCTBO, a TAK)KEe MOPCKAast U IOPTOBAst HHPPACTPYKTYpa.

B cratee paccmMaTpuBarOTCS CHHTE3 M CBOMCTBA MHUKPO- M HAHOKAICYJI C OOOJOYKONH W3 IONNypeTaHa/mo-
JMMOYEBHHBI M SIpoM U3 Ouonmaa 4,5-muxmnop-2-n-oktui-4-usorpuazonu-3-on (DCOIT) npu nomou moBepx-
HOCTHOU MOJIMKOHIeHCAauuu. [1omy4eHHbIe KarcyJibl ObLTH 0XapaKTePU30BaHbl CKAHUPYIOIIEH IEKTPOHHONH MUKPO-
ckoneir COM, na3epHON KOPPETSILHUOHHON CHEKTPOCKONHMEN, SHEproAUCIEpPCHOHHON PEHTTEHOBCKOM CHEKTPOCKO-
nueit OPC 1 MeTonoM TepMOrpaBUMETPUYECKOTO AHAIN3A.

KiloueBble ci10Ba: SMyJnbCHM, MHUKPO- W HAHOKOHTEHHEPHI, AMYJBIHPOBAHUE, MHKPOKAINCYJIUPOBaHUE,
Oouonu.

BBenenue. ['mrantckoe KONMYECTBO OaKkTepHil, MHUKPOCKOIMYECKUX TPHOOB (IIECEHH, IPOXKIKH
U T.1.), IPOCTEHIINX OOHMTaeT B BOZAE, MOYBE, B KUBBIX OpraHM3Max-HOCHTENAX [S5], HaxogurTcs BO
B3BELICHHOM COCTOSIHMHM B Bo3ayxe [6]. Ilepemeriascey mo Bo3LyXy Ha YaCTHYKAX MBUIM MM MUKPOKAIUIAX
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JKUIKOCTH, MUKPOOPTAaHM3MBI MOTYT TIOMAIaTh Ha MTOBEPXHOCTH CaMBIX Pa3HOOOpa3HBIX 00BEKTOB [7, §].
HakammBasick TakuM 00pa3oM Ha caMbIX pa3HOOOpa3HBIX y9acTKaX MOBepXHOcTel [9], MUKpOOBI HauH-
HAIOT, Ja)kKe NPU HAJMYMK CaMBIX MUHUMAJIBHBIX BO3MOXHOCTEH, MHTEHCUBHO Pa3MHOKAThCs, JOBOJIBHO
ObICTpO 00pa3ysi MOBEPXHOCTHYIO IUICHKY (WM OMO(WIBEM), COCTOSIIYI0O H3 KOJOHHH pazIHMYHBIX
MHUKPOOPTaHU3MOB, DAaCIPENIEICHHBIX BCIUIOIIHOW MAaTpUIle BHE KIETOYHOTO TOJIMMEPOIIOI00HOTO
Bemecta [10, 11]. BpeMst oT BpeMeHHU OT 3TOH IUICHKH MPOUCXOIUT OTACICHHE MUKPOKOJIOHUH TE€X WIIH
WHBIX MUKPOOPTaHU3MOB, KOTOpbIE, MPUKPEIUISICh K HOBBIM IOBEPXHOCTSIM, CIIOCOOCTBYIOT IalbHEH-
IeMy pPacIpOCTPAaHEHHIO MHUKPOOHOTO 3arps3HeHwms/3apaxeHus. l[lodToMy I TpenoTBpalleHds |
3alIUTHl OT TOJIOOHBIX SKCIIECCOB, ISl BHYTPEHHHUX IMOMEIIEHU MOMOOHBIX YUPEeKISHHH, a TakKe Il
00BEKTOB M 00OPYJOBAaHUS MPUMEHSIOTCS pa3iIMYHble aHTUMHUKPOOHbIe MOKpHITUS [12, 13], KOHKpeTHas
cneunuKa KOTOPHIX ONpeNeNsIeTcsl BUIAOM MOAJNESKAIIUX YHHUTOXKEHUI0 MUKPOOPraHu3MoB (OakTepuH,
MHKPOCKOTTYECKHE TpUOBI U T.11.) [14].

OCHOBHBIM HalpaBJIeHHEM MPEJOTBpalleHUus] U O0pbOBl ¢ MUKPOOMOJIOTHYECKUM 3arpsi3HEHHEM U
COITyTCTBYIOUIMMH MHKpPO- M MakpoOnooOpacTaHMEM SIBISIOTCS MPUMEHEHWE 3allUTHBIX TOKPBHITUH,
CoJleprKaIInX aHTUMUKPOOHBIE KOMITOHEHTBI/MHTPeTUEHTHI (OMOLIUIBI) B TOW WM HHOU (popme.

B mocnengnee Bpemsi BecbMa MOMYJSAPHBIM KJaccoM OWOIM/IOB CTaH YeTBEPTHYHBIE aMMOHHEBBIC
OCHOBaHUS U uX npou3BonHble [13, 15]. OHM ycremHo NMpUMEHSIOTCS B aHTUMHUKPOOHBIX M aHTUTPHO-
KOBBIX TIOKPBITUSX, @ TAK)KE B ITOKPBITHIX JJISl PEOTBPAILIEHUS POCTa MPOCTEHIINX B BOAHBIX cpefax. C
TEYCHWEM BPEMEHHU BHEIIHHE CJIOM TOKPBITHS, HAXOISIINECS B MOCTOSHHOM KOHTaKTe C OKpPY)Karomlei
CpeoH, MOCTENEHHO TEPSIOT OMOIM U3-32 ero TUPPY3Ud U APYTHX JECTPYKTUBHBIX (PAKTOPOB, TAKUX
KakK JAeHCTBHE CBETa, OKUCIUTENCH, COeIMHEHNH, CIOCOOHBIX O0pa30BBIBAaTh C AKTUBHBIM HMHIPEANEHTOM
MaJIOpacTBOPUMBIE COJIM WIIM KOMIUIEKCHI U T.J. B pe3ynprare HaOmromaercss oOeqHeHnE OHOIUIOM BHETII-
HEro CJIOSl TIOKPBITHSA W TPHU JOCTHKEHWH HEKOTOPOTrO HIDKHEr0 KPUTHUYECKOTO TOopora KOHILIEHTpAIus
Ovounaa B TOKPBITHA CTAHOBUTCS HEAOCTATOYHOM st ero 3(h(eKTUBHOTO aHTUMHKPOOHOTO NEHCTBUSL.
Jns Toro, 94ToObl M30€KaTh TaKOW JEaKTUBAIUHM aHTUMHUKPOOHOTO TMOKPHITHSA, OBUIH Pa3pa0dOoTaHBl Tak
Ha3bIBaGMbBIE «CaMOTOJUpPYIOMHKEcs» MOKpBITHA [16-18]. Marepran Takoro IOKPBITHS COCTOWUT U3
MOJIUMEPa, CIIOCOOHOTO C TEUYEHHEM BPEMEHH MEJUICHHO pa3pyliaTbes (HampuMmep, pacTBOPATHCS) MPHU
KOHTaKTe ¢ OKpy:karwoien cpenoit [13, 19, 20]. Tak kak Takoil KOHTaKT MPOUCXOIUT CO CTOPOHBI BHEILIHEN
MMOBEPXHOCTH TOKPHITHS, CHadala OTCIaWBAIOTCA BHEIIHWE, 00eTHEHHbIE OMOLMIOM CIIOW W TOJ HUMH
OTKPBIBAIOTCSI HOBEIE, ¢ 3P QeKTUBHON KOHLeHTpanueil Ouonuna. OqHOBpeMEeHHOe 00CTHEHUE BHEIIHUX
CJIOCB TOKPBITUS U MX MOCTENEHHOE OTCIIAaUBaHKE (CaMO-TIOJIMPOBKA) COXPAHSIIOTCS IMOCTOSHHBIMU IS
BCEX TOCJEIYIONINX CIOEB, 32 CUET YeTO MOKPHITHE XOTh M YTOHBIIACTCS, HO BCET/Ia COXPAHSET BBICOKUI
YpOBEHb aHTUMUKPOOHOW aKTHUBHOCTH.

O01ee perieHre TPOOIEMBI MPEXKICBPEMEHHOT0 00STHEHUsT OUOIUIOM aHTUMUKPOOHBIX MOKPBITHIA
OBLIO TIPEUIOKEHO Ha OCHOBE MUKPO- M HAHOMHKATICYJISIIIMHA aKTUBHBIX WHTPEIUEHTOB Iepel UX BBeJe-
HUEM B JJAKOKPACOYHYIO CMECh M TTIOTOM — B MaTpHIly MOKPHITH [21]. Takoi momxom sBisieTcsl IpUMEHH-
MbIM Kak B ciiygae DCOIT B kauecTBe O6uoruaa, Tak U IS APYTHUX «3EJICHBIX» OnMonuaoB. Tak, MUKpoO-
nakancymsiqust DCOIT s mocnenyromiero BBEAEHHS B aHTHMUKPOOHBIE TUAPO(OOHBIE MOKPBITHS,
WCTIOTIB3yeMble IS (hacaioB JKMIIBIX CTPOEHHH [22] mpuBeNa K CyIeCTBEHHOMY CHHIKEHHIO €T0 MOTeph U3
9TUX TOKPHITUH M K YBEJIWYEHHMIO CpPOKa JKCIUTyaTallMd MOCIeIHUX. MUKpPOKAICyJbl, cojepxarinue
ononma n-oktwim3oTHazonuHoH (OIT), ObUIM HCIONB30BaHBI B AHTUMHUKPOOHBIX (aHTHUIPUOKOBBIX)
MOKPHITUAX [23] 17151 BHYyTPEHHUX OMELICHUH.

Cunre3 Mukpo- W HaHOKoHTeWHEpoB ¢ DCOIT ObuT mMpoBeACH HECKOIBLKHMH Pa3IAIHBIMH CITO-
cobaMu Il IOCJIEAYIONIEro UX MPUMEHEHUs B KayecTBe N0OABKH (aIIUTHBA) B aHTUMHKPOOHBIC BHYT-
pEHHHE TOKPHITUS Ha BOJHOM OCHOBE, a TaKKe€ BO BHEIIHHE MOKPBITUS MPOTHUB OmooOpactanus. [lomy-
YeHHBIE MUKPO- M HAHOKOHTEHHEPHI OBUTH OXapaKTePH30BAHbI ITPH MOMOIIH UX KOJIOWAHO-XUMHUIECKHIX
cBOIcTB, BenmmuuHbl 3arpy3kd DCOIT B Hux.

3KCl'lepHMeHTaJIl)Haﬂ qacTtb

Mamepuanwvi. B pabote OBLIH HCIIOJIE30BaHbI TOJIMBHHUIOBEIA CIIUPT C MOJICKYJISIPHBIM BECOM OKOJIO
9000 u 80% creneHpI0 TUAPONN3A, TIUIEPUH, KaTtanu3aTop 1,4-amazodunmkiio-2,2,2-oxtan (JJABKO),
MOYEBHHA U TeTpadTaHoimeHTaMuH (TOIIA), n3onraHaTHEIN PEmoIuMep ¢ MOJIEKYIIIpHBIM BecoM 400 u
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¢ comepxanueM u3onmaHaTHBIX rpynn 3,2, ouwommn DCOIT, rekcagexan (Bce peacemmul, ucnonvzo-
6anHble B HACTOSIIEM HCCIIEIOBAHUY MMPOU3BOACTBA hupmbtr Sigma-Aldrich Co.).

Ilpucomosnenue nepeuunou smyavcuu M/B. Ha mepBom miare ObLIM NPUTOTOBJICHBI MAacCisiHas U
BOJIHBIE (Da3bl, UCIONB30BaHHBIC TMOTOM Ui co3faHusi M/B sMmynbcum M ee mocienyrouiel monume-
pusaruu. llepBas BogHas (aza cocrtosma u3 2,5 % Bec. pacTBOopa MOJUBHHHIIOBOIO crlHpTa. Bropas
BomHAs (aza mpencraBisuia coboit 22 % Bec. pactBop rimieprHa ¢ 2 % Bec. m00aBKOW KaTtamm3aTopa
JABKO. B cinyuyae ¢gopmupoBanuss 000JOYKH KOHTCHHEPOB M3 IMOJMMOYEBMHBI, BTOpas BoxHas ¢asa
¥MeJia MTHOM COCTaB U cOoZeprKaja 1o 2 BECOBBIX MpoIeHTa MOYeBUHBI 1 TOIIA.

MacnsHas ¢daza cocTosyila M3 HM30I[HAHATHOTO TMPEmojinMepa, OT 5 70 25 BECOBBIX NPOIEHTOB
Omoruaa, BCIIOMOTATEeNIbHOTO PACTBOPUTENS ITUKJIOT€KCAaHOHA JUIA JIyYIedl TOMOTEHHOCTH MAacCisTHON
¢a3sl 1 HeOONMBIION N00aBKH THAPOPOOHOrO areHTa rekcajekana. TUINMYHBIN COCTaB MacisiHOW (a3bl
MOJKHO TIPEICTaBUTh B BHUE CIEAYIONIETO COOTHOIIECHHUS KOMIIOHEHTOB: IperoinMep : Ouomwup : pac-
TBOPUTEND : TUAPOGOOHEIH areHT = 31,5%:15%:52%:1,5% (Bce mpOIIeHTHI — BECOBBIC).

Hns momyuenuss smynscuun M/B MacnsHas ¢asa noGaBisiiack K IEpBOM BOXHOW (asze mpu
BBICOKOMHTCHCUBHOM II€PEMEIINBAHIHA CMECH IIPH ITOMOIIM BBICOKOCKOPOCTHOTO TOMOT€HH3aTopa C
potop-cratopaoii koHpuryparueit (tuma Ultra-Turrax, IKA-Werke, I'epmanus). CKopocTs BpalieHHS
potopa 6suta 24000 060pOTOB B MUHYTY, JIIUTEIHHOCTh COCTABIISIIA OT 3 10 5 MUHYT.

Memoowt uccreoosanuu. Mopdororus MHKpOKAncyn ObUTa M3ydeHa C HWCHOJIh30BAHMEM CKaHH-
pytomiedt anekTponHo# Mukpockonuu (COM, ControlLEO 1550). O6pasmsr ;s COM ObUTH MTOATOTOB-
JICHBI ITyTEM BBICYIIMBAHUS Karelb pa30aBiICHHbBIX IMYJIbCHI Ha CTIEUANbHBIX MOTOKKAX.

Jns uccrnemoBanus pazMepa W J3€Ta-NOTEHLMANA YacTUI HAHO3MYJIBCHH HCIOJB30BaIM METOJ
Ja3epHO KoppemsaiuoHHoN cnekTpockormu (Zetasizer Nano ZS ZEN3500, Malvern Instruments) mpu
25°C. JlnaMeTpbl 4acTUIl U HHJEKC TMOJUIUCIEPCHOCTH OBLIM PAaCCUMTAHBl C yUETOM pacIpeesieHus
pasmepoB yactull. [lepen usmepennem npubdop Tectupyercs ctanaapToM Malvern Zeta Potential Transfer
Standard co 3HayeHmMeM noreHnmana -42mB nubo -68MB.

TepmorpaBumetpuuecknii aHann3 (TGA) ObUT WCIIONB30BaH IS KOJMYECTBEHHOTO OIPEICIICHUS
3¢ (EeKTUBHOCTA MHKAMCYJIAIUU. V3MepeHusl MPOBOIMIIMCH C MCIIONIb3oBaHueM mpudopa NetzschTG 209
F1 (Tepmanns) co ckopocThio Harpesa 10 K-min" B armocdepe asora.

s onpenencaus conepkannss DCOIT B smpe MEKPOKOHTEHHEPOB HUCIIONH30BAIACh METO SHEPTO-
JIMCTIEPCUOHHON peHTreHoBckor crnekTpockornuu DPC. OPC mpoBonuiack Ha aBTORJEKTPOHHOM CKaHH-
pytomeM mukpockone JEOLISM-6700F ¢pupmer JEOLGmbH (I'epmanus).

Pe3yabTaTthl 1 ux o0cy:KkIeHue

Cunme3s Mukpo- u Hanoxkoumetinepog. KoHteiiHepb! ObIIIM MOTYYEHBI IPU HOMOLIM METO/AA MOBEPX-
HOCTHOM TTOIMKOHICHCAIINN Ha KaIuIsIx dMyJibenn «Macio-B-Bozae» (M/B). [1pu Takoit peanmnsamuu 3T0ro
METO/1a, KaK MUHUMYM OJIUH peareHT, Y4acTBYIOMINH B GOpMUPOBaHUN 00OJIOYKH KOHTEHHEPOB, pacipe-
JieNieH B AMCIICPCHOHHON cpelie ¢ BHEIIHEW CTOPOHBI IO OTHOLICHHIO K TIOBEPXHOCTH Kamelb SMYJIbCHU.
Bropoii peareHT, WMEIOMHMIA TPOTHBOIOJIIOKHYIO MOJSIPHOCTh (THAPOGOOHEII), PacTBOPEH B KaIUIAX
smyJbcun. KOHTakT 000MX peareHTOB Ha rPpaHuIle pa3jiesia BOJHOM U MaclisiHOM (a3 (MOBEPXHOCTH Kareib
M/B smynbcun) BeAeT K peakiuu oOpa3oBaHHs 000I0YKM KOHTEHepoB. B Toi xe ruapodoOHOM amc-
nepcHoi ¢ase (Karm 5MyJbCHW) OBUT TpeABapUTENbHO pacTBopeH ruapodobusiii o6worun DCOIT,
KOTOPOH, IOcje 3aBepllieHHs peakuuu o0pa3oBaHMA O0OJOYKM KOHTEHHEPOB OKa3bIBAICS WHKAICYJIU-
POBaHHBIM B UX S/Ipax.

OMyJbCHs, IPUTOTOBJICHHAS KaK OMUCAHO B MyHKTE 2.2, 100aBIsUIaCh IPU [TOCTOSSHHOM YMEPECHHOM
nepemermmBanun (300400 o6/MuH.) B cocyn, comepkamuii BTOpyio BoaHyl (a3y. B cmydae cuaTe3a
KOHTeHepOoB ¢ 000JI0UKON U3 MOJUYypeTaHa, TaKoe MepeMelInBaHue MmpoBoausock mpu 65°C B TedeHue
1 yaca, mocinie 4ero HarpeB M NepeMeNIMBaHUE MPEKPAILAINCH U CMECh OCTaBIISIach Ha HOYB IS OKOH-
YaTeJIbHOTO 3aBEPIICHNUS CHHTE3a.

B cnydae xe cuHTe3a KOHTEHHEPOB ¢ 000NOYKON M3 MOJUMOYEBUHBI pEakius UAeT Oojee MHTEH-
CHBHO, [TI0O3TOMY IIepeMeIINBaHne MPOBOIMIN Bcero 10 MUHYT 1 0e3 HarpeBaHus peaKIMOHHOW CMECH.

CuHTE3 MONMMEPHON MONUYPETaHOBOH O0ONOYKH MPOUCXOAMI COIJIACHO CICAYIOLIEMY YPaBHEHHIO
peakuuu:
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nOCN — R— NCO +nHO - R' — OH — [- R — NHC(O)OR' -], (1)

B ciydae xe cuHTe3a KOHTEHHEPOB ¢ 00OJIOUKON M3 MOJMMOYEBHHBI pEakius uaeT Ooyiee WHTEH-
CUBHO, MO3TOMY TepEeMEIIMBaHUE MPOBOAWIN Bcero 10 MUHYT U 0e3 HarpeBaHUS PEaKIIMOHHOW CMECH.
CoOTBeTCTBYIOIAS PeaKIUsI MOKET OBITH 3alcaHa CIeayIoNM 00pa3oM:

nOCN —R— NCO+nH,N —R' -~ NH, —[-OC~NH — R— NH —CO—- NH —R'— NH -], (2)

[ocne sToro cMech, Kak U B MEPBOM Cllydyae, OCTaBJsUIach Ha HOYb JJIsi TAPAHTUPOBAHHOTO OKOH-
YaHUS PEAKIIHH.

[lomrydennsie TakuM 0Opa3oM KOHTEHHEPH MOABEPraiiCh AWANH3Y B IHAU3HBIX MEIIKax C
MWCO = 10 0000 B Teuerne 6—8 4acoB JIsl OTMBIBKH OCTaTKOB IOJMBUHUJIOBOTO CIIMPTa U INIMIEPUHA U
3aTeM OTHeNsINCh neHTpudyrupopanueM npu 13 000 06/MHUH. U 3aTeM CYNIMIUCh B TCUCHUES HOYH MPHU
35°C.

Ceoticmea muxpokonmetinepog. JIMaM30BaHHBIC CYCIICH3UH KOHTCHHEPOB TIPEICTABIUIH COOOMH
MIOJMTUCTIEPCHBIC KOJUIOMTHBIE CUCTEMBI, KOTOPBIE 0XapaKTePH30BbIBAIHCH IIPU MIOMOIIN CBETOPACCESHUSI
(pactpeneneHue mo pa3MepaM) W U3MEPEHHIA A3eTa-MMOTeHI[MaIa Ipy oMOIIU npudopa Zeta Sizer Nano
ZS (Malvern Instruments, BenukoOputanus). TUIUYHBIE pe3yIbTaThl, MOMYyYEHHBIC TSI IBYX IPOU3-
BOJILHO BBIOpAHHBIX MApTUH KOHTECHHEPOB ¢ 000J0YKAMHU M3 MOJUYpPETaHA U MOJIUMOYCBUHBI IPUBEICHBI
Ha pucyHKax 1, 2 u 3, 4, COOTBETCTBEHHO.

piecEsibrlanb i eS| Size Distribution by Intensity
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Pucynok 3 — JIzeta-noreniman (pH = 7) u11 MUKPOKOHTEHHEPOB ¢ 000JI0YKOH U3 Oy peTaHa
u 3arpy3koii 6normaa DCOIT B siape
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Zeta Potential Distribution
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Pucynox 4 — I3era-norennuan (pH = 7) w1 MUKpOKOHTEHHEPOB ¢ 000JI0YKOH 13 MOINMOYECBHHEI
u 3arpyskoii 6nonmna DCOIT B sinpe

Kak crnemyer M3 XMUMHUYECKOTO cocTaBa 00OJOYKH, B O0OMX CIydasx B HEH MPUCYTCTBYIOT aMHUHO-
TPy, NpUAIONINEe KOHTEHHEpaM MpU HEHTpanbHOM 3HaueHUHM pH MOnoXHUTENbHBIN MOBEPXHOCTHBIN
3apsil ¥ TEM CaMbIM CTaOMIM3HPYIOMIMH CYyCIIEH3UI0 MUKPOKOHTEHHEPOB M0 OTHOLICHHUIO K KOAryJIsHH.
B cnydyae 00010YKM U3 HOJIMMOYEBUHBI IOBEPXHOCTHAsI IUIOTHOCTh AMHUHOIPYMII 3aMETHO BBIIIE, YTO
oTpakaeTcsl Ha 3HaueHuM /[3era-morennmana (pucyHkd 3 u 4). MOHOANUCIIEPCHOCTh MUKPOKOHTEHHEPOB
TaKXe BBILIEC B Cllyyae KOHTEHHEPOB C 000IOYKOW U3 IMOJIMMOYEBHHBI, YTO HAXOIAUT CBOE OTPaKEHHE Ha
COOTBETCBYIOLIMX PUCYHKax 1 u 2.

JlanHbIe cBeTOpaccessHUs I paclpeae’eHnss MUKPOKOHTEHHEPOB 10 pa3MepaM HaXoAsTCs B XOpo-
[IeM COOTBETCTBHUM C JAHHBIMH BH3YaJbHOTO HAOJIIOJCHUS KOHTEHHEPOB MpPU MOMOLIM CKaHUPYIOLIEH
3JIEKTPOHHOU Mukpockonuu (COM), mpuBeeHHBIMU Ha PUCYHKaxX 5 U 6 U1 KOHTEHHEPOB ¢ 000J0YKaMH
13 MOJIMypeTaHa U MOJIMMOYEBHHBI, COOTBETCTBEHHO.

3aMeTHa TaK)Ke pa3HHUIla B TOBEPXHOCTHOH MOP(OIIOTHH MUKPOKOHTEHHEPOB C pa3HBIM XUMHUECKUM
COCTaBOM: €CIIM TIOBEPXHOCTH 000JIOYEK MHKPOKOHTCHHEPOB M3 IOJHMypeTaHa HMEET HNpPaKTHYECKH
IJIAAKYI0 MOP(OJIOTHIO, TOBEPXHOCTh 000JI0YEK KOHTECHHEPOB U3 MOJIMMOYEBUHBI H300MITyeT CKIIaAKaMH,
YTO OTpaXkaeT YMEHbIIEHHUs o01ero oobema 4acTull (MUKPOKOHTEIHEPOB) B IMpOLIECCe MOBEPXHOCTHOM
NOJMMEpH3alul 3MyJbcud. Emie He 10 KOHIA MOIMMEpU30BaHHAS 000JOYKa CKUMAETCS M OIHOBpE-
MEHHO OBICTPO 3aTBEPIEBAET, JEMOHCTPUPYS B KOHIIE KOHIIOB CKJIa{4aTyI0 MOPQOIOTHIO.

Coxpanenne 6mornuaa DCOIT B siampe MUKPOKOHTEHHEPOB MOCJIC OKOHYAHUS UX CHHTE3a OBUIO Ha
KayeCTBEHHOM YpPOBHE MOATBEP)KIEHO IpPHU MOMOIIM METOAa 3SHEProJUCIIEPCHOHHOW PEHTI€HOBCKOM
cnekrpockonuu DPC (anrn. EDX wim EDS) (pucysok 7).

Pucynok 5 — Mukpodotorpadus COM,
HOJTy4YeHHast JUII MUKPOKOHTEHHEPOB ¢ 000J109K0 U3 oy peTanan 3arpyskoit 6uonnna DCOIT B snpe
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Pucynok 6 — Muxkpocdororpapus COM,
HOJTy4YEeHHas! Ul MUKPOKOHTEHHEPOB ¢ 000JI04KOH M3 MOJIMMOYEBHHBI U 3arpy3koii ononuna DCOIT B sinpe

EDS

Pucynok 7 — Crextp OPC u muxpodoTorpadus COM c nosurueil TOUKH H3MEPEHNS,
HOJTy4YEeHHBIE 1T MUKPOKOHTEIHEPOB ¢ 000JI0UKO U3 IOJIMMOYEBHHBI 1 3arpy3koii 6uormaa DCOIT B sape

Cy1iecTBeHHBIE TUIOIIAAN MMUKOB, XapaKTEPHBIX JJIS CEPhl U XJIOPa, AIEMEHTOB MPHUCYTCTBYIONINX B
mpobe Tompko B MoJiekyiaax DCOIT, omHO3HAYHO yKa3BIBAIOT Ha €ro 3aMETHOE COJAepKaHHEe B KOHTCH-
Hepax.

KonmuectBenno konneHTparuss DCOIT B MukpokoHTeiHepax ¢ 00O0JI0OYKaMH W3 TMOJIUypEeTaHa |
MTOJINMOYCBUHBI ObllTa W3MEpEHa TPH IMOMOIIHM METoAa TepMmorpaBuMerpudeckoro anamusa (TT'A). Jlns
aHanm3a 3()(HEeKTUBHOCTH WHKANCYJSIUHA OBbUI HCIONB30BaH TepMOTpaBHUMeTpUueckuii npubop Netzsch
TG 209 F1 (I'epmanusi) co ckopoctbio Harpesa 10 K-min™' B armocdepe N,).CyTh METOIMKH COCTOHT B
OTpeieNieHNH TIOTEpU Beca NPW IOCTEIICHHOM YBEIHYEHHH TeMIIEpaTypbl oOpasla ¢ KOHTPOJIUPYEeMOil
CKOPOCTBIO B aTMOC(]epe HCKYCCTBEHHOT'O BO3AyXa WIM HHEPTHOTO ra3a (PUCYHOK §).

[Ipu BBITTOTHEHUH SKCIIEPHIMEHTA MCCIEAYEeMOe BEIIECTBO TOMEIIAIOT B IMIOCTOSHHO B3BEIIMBAEMBIi
TUTENb, HAXOAIIUICA B M€Y U PAaBHOMEPHO YBEIMYMBAIOT TEMIIEpaTypy HarpeBaHus, Kotopas (Qukcu-
pyeTcs TepMmonapoil. B ciyuae, ecnu mpu mpomecce HarpeBa MPOUCXOAAT (GU3UUECKUE WM XUMHUYECKHUE
MpeBpalieHus1, oopasel] HaYMHaeT U3MEHATh CBOHM BeC, YTO MOXKHO HaOJIr0AaTh Ha rpaduke 3aBUCUMOCTH
Am (oTHOCHUTENBbHAS OTEPsI Beca) oT Temmepatypsl 1°C (pucynku 9 u 10).
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Pucynok 9 — CpaBHuTenbHbIe pe3ynsTatel TTA Pucynok 10 — CpaBHuTenbHbIe pe3yabTaTel TI'A

TSI MUKPOKOHTEHHEPOB ¢ 000JI09KO M3 OJIHypeTaHa T MEKPOKOHTEHHEPOB € 000I0YKOH U3 MOTMMOYCBHHBI

u 3arpy3skoit onoruaa DCOIT B sape u s yrctoro Ouonuaa u 3arpy3skoit onoruaa DCOIT B sape u st yrctoro Ouonuaa

Kak crmenayer u3 kpuBbix TI'A, mpuBeneHHBIX Ha pucyHKax 9 w 10 s MHUKPOKOHTEHHEPOB ¢ 000-
JIOYKOHM M3 MOJMypeTaHa U MOJIMMOYECBHHBI, COOTBETCTBEHHO, COJCpXKAaHUE OHOIMAA B TOTOBBIX KOHTEH-
Hepax cocraBisuio 25% Bec. (monmyperaHoBas obonouka) U 30+32% (00onouka M3 MOJMMOYEBUHBI).
CpaBHEeHHE C HadaJIbHBIM COCTaBOM THUIMYHOW MACISHOW (a3bl, HCMOIB30BAHHOW MPH CHHTE3E MHUKPO-
KOHTEHHEPOB, MO3BOJISIET TOBOPUTH O MPAKTHUECKH TOJHOM YXOJ€ BCIIOMOTATEILHOTO PACTBOPUTEINS U3
KOHTCHHEPOB B MPOIECCE WX CHUHTE3a, YTO CBSA3aHO C YBEIMYCHHEM OOBeMa PEaKIMOHHON CMecH B
HECKOJIBKO Pa3 M €€ HArpeBOM Ha 3aBEPIIAIOIICH CTaauu CUHTE3a. B UTOre OTHOCHTEIBHOE MacCOBOE
cojiepkaHue OMOITNIa B TOTOBBIX KOHTEHHEpax MOBHIIIATIOCH B cpeaHeM B 1,7—2,2 pasa 1Mo cpaBHECHHUIO C
€ro HauaJIbHOU KOHIIEHTpAIUeH B MacIsTHOH (a3se.

3akaouenne. Pazpaboran HaydyHO-000CHOBAHHBIHN MOIX0/, TIO3BOJISIONINIA CHHTE3UPOBATh MUKPO- H
HaHOKAIICYJIBI ¢ 000JI0YKOH U3 monmypeTaHa u moanModeBuHBI 1 siapoM u3 DCOIT. IlomydenHbie MUKPO-
U HAHOKOHTEWHEpPHI OBLIM OXapaKTepU30BaHBI C TOYKH 3pCHHUS WX MOPQOJIOTUU M UX KOJLIOUIHO-
XUMHYECKAX CBOHCTB W MOTYT OBITh HCIIOJNB30BaHBI JJIsi BHEAPEHHUS B HOBBIE (DYHKIIMOHAIBHBIE Mate-
pHaNBl ¥ TOKPBITHS, 0OecreunBas UM [UIHTEIbHYI0 aKTHBHOCTH 1O OTHOIICHHIO K IIHUPOKOMY CIEKTPY
MHUKPOOPTaHU3MOB.
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MHNOJINYPETAH/ITIOJINMMOYEBHUHA KABBIKIIACBIMEH KOHE
DCOIT AAPOCBIMEH KAIITAJIFAH MUKPO- )KOHE HAHOKAIICYJIAJIAP
I. MUKPO- ’KOHE HAHOKAIICYJIAJIAPIbI CUHTE3JIEY

AnHoranusi. berki KabOaTTapiblH MHKPOOHONOTHSIIBIK JACTAHYbl KYHICTIKTI OONAThIH KYOBUIBIC OOJIBII
TabblIagsl. MUKOpar3aiapAblH KaObIPIIAKTAPBIHBIH TY31Iyl OnooOpacTaHue CHSIKTBI YKaFbIMCBHI3 KYOBUIBICTAapIbIH
OipiHmi aTanbiHA >karanbl. by KyObuibicTapiaH keOiHe cy acThl, TEHi3 JKOHE IOPTTHl MH(QPAaKYpHUIBIM 3apiarl
meresi. Makanazia HonnypeTaH/oJIMMOYeBHHA KaObIKIIACKIMEH JKoHE 4,5-TMXII0p-2-n-0KTHII-4-U30TPHA30JIMH-3-0H
(DCOIT) siapoceiHAaH KypalfaH MHKpO- JKOHE HaHOKAICyNalapIbl CHHTE3/ICy JKOHE KacHeTTepi KapacTHIPHUIFaH,
JKOHE MHKpPO- JKOHE HaHOKAICyJalapAsl KaJBIITACTHIPYIBIH FBUIBIMH HETi3EpiHIH HOTIDKENepl KOpCEeTUIreH.
XKympicta OeiceHIl CKaHUPJICYINi 3JIEKTPOHIBI MHUKPOCKOIHS, JIA3epiiK KOPPEISALMSUIBIK CIIEKTPOCKOIHUS JKOHE
SHEPrOJUCIEPCTI PEHTIeH i CIIEKTPOCKONHS JKOHE TEPMOIPaBUMETPIIIK aHAM3 9JIiC1 KOIJaHBUIABL.

Tyiiin ce31ep: SMyJIbCHS, MHKPO- KOHE HAaHOKOHTEHHEpIIep, MUKPOUHKAIICYIIALIAIAY, SMYJIBTUpIIeY, OUOLH.
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