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MexaHOXiMIYHUM (TBepA0(ha30BUM) 1 XiMIYHUM (piIk0o(a30BUM) CHHTE3aMH OTPHUMAHO II0Ji-
AHUTIH 1 KOMITIO3UTH Ha OCHOBI IIEOJITY Ta MOJIIAHUTIHY 3 HU3BKHM BMICTOM HOJIMEpy. Y TBOPEHHS
KOMIIO3UTIB  IEOJIT/TIONIaHIIIH MATBEPIKEeHO peHTreHodazoBumM, [U—-OIl-cnekrpanbHuM i
TEpMOTPaBIMETPUYHUM aHamizaMu. [IOpIBHSHO CIEKTpaibHi, TEPMIUHI Ta EIEKTPUYHI BIACTUBOCTI
CHHTE30BaHUX 3pa3KiB TMOJIaHUIIHY 1 KoMIo3uTa IieoiT/moniaHinidn. [loka3aHo, MO CTPyKTypa
3pa3KiB INOJIIAHLTIHY CHHTE30BaHUX SK MEXaHOXIMIYHHM, TaK i XIMIYHHM METOJaMH € aMOp(HOIO.
CTpyKTypa TMOJIIAHUTIHY B KOMIIO3UTaX IICONIT/TIONIAHIIIH TaKOX €, TOJOBHO, KPHUCTAJiYHO-
aMOp(HOIO 3 BKIIOYCHHSAM KPHUCTANIYHUX YaCTHHOK ILEONITYy SK MATpHIb, Ha SKUX cHOPMOBaHO
YaCTUHKH TIONIaHUTIHY Y BHIJIAAI eMepalibINHOBOI cOMi Cynb(aTHOI KUCIOTH. 3’SCOBAHO, MO0 MiX
MaKpOMOJIEKYJIaMH{ TIONIAHUTIHY Ta YacTHHKAaMH IIEOJIITY HasBHa ciabka MiK¢a3oBa B3aEMOIis 3a
JIOTIOMOTOI0 BOJHEBHX 3B’SI3KIB MK TMOBEPXHEBHMH TiIpDOKCH TpyNaMyd IEONITy Ta IMiHHUMH
aTOMaMHd  MAaKpPOMOJICKYJIIPDHUX  JIAHIIOTIB  ToiaHimiHy. TepMiuHa CTiHKICTh  KOMIIO3HTIB
IEONIT/TIOMIaHTIH € Habararo BUIOI0, HiK 4yucToro [TAH, 10 3yMOBICHO BMICTOM IICOJNITY B
KOMIO3UTi. XiMiYHI CKJTad KOMIIO3HTIB € MPAaKTHYHO iACHTHYHMMH. BH3HAUeHO, MO MHTOMA
CJISKTPOTIPOBIIHICTh ~ MEXaHOXIMIYHO  CHHTE30BaHUX  3pa3KiB  IOJIiaHUNIHY 1  KOMIIO3HTa
LEOJIIT/MONIAHITIH € y AEKLTbKa pa3iB BUILOIO 32 MUTOMY €JIEKTPOIPOBIIHICTh XIMIYHO CHHTE30BaHUX
3pa3sKiB.

Kniouoei cnosa: cuaTtes, TOMiaHIIIH, IIEOJIT, KOMIIO3UT, CTPYKTYpa, MOP(OIOTIs.
DOI: https://doi.org/10.30970/vch.5902.363

ChOroiHi CHHTE30BaHO LIMPOKUH CIEKTP KOMIIO3MTHHX MaTepiajiB Ha OCHOBI
TPAIUIIIHHUX IOJIMEPIB, SAK-OT MOJICTHICH, MOJIMPOIIJICH, MOTIMETHIMETaKPHUIIAT,
eMOKCHIHA CMOJIa, TTOTIKAIIPOIAKTOH, MOJIiypeTaH TOMIO Ta MPUPOAHKX (MiHEpalIbHHX) a0
CHHTETHYHUX TJIMH Y NPUPOAHUX MiHepamiB [1-5]. ITicist BIAKPHUTTS HOBOTO Kiacy TAKMX
OpraHiYHUX IOJIMEPIB, SK TOJIANCTUIICH, MMOJIaHUIIH, MOMIMIPOoi TOWIO [6, 7], BUCHI aKTHBHO
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B3SUTUCS 32 CHHTE3 KOMIIO3WTHHX MaTepiamiB Ha ocHOBI momianiminy (I[IAn) Ta
MminepanbHux mH (MI) i mpupomuux wminepanis (IIM) [2]. T'oxoBHOIO TNPHYHUHOIO
3amiKaBIICHHS BUYEHHMX € OTPHMaHHSA HOBOTO BHAY KOMIIOZWIIHHHX MarepialiB i3
CHHEPreTUYHOI0 a00 KOMIUIEMEHTapHOIO IOBEIIHKOIO, SKi OTpUMald Ha3By TiOpuaHi
marepianu [1-7]. SIk npuposaHi MiHepanu, s CHHTE3Y KOMIIO3UTIB BUKOPHUCTOBYIOTH HE
TaK 0arato pi3HUX MiHEpaJbHUX IJIMH Ta NPUPOTHHMX MiHepamiB. ['00BHO, 1 mapysarti
MI' (moHTMOpWiIOHITH) yM KapkacHi [IM (ueomitu) [8]. YTBOpeHI KOMIIO3UTH MOXYTb
Oyt sK MIKpo-, Tak 1 HaHOMaTepiajamu. 3arajloM Ii KOMIIO3UTH, OCOOJIMBO
HaHOKoMmo3uTH Ha ocHOBI [IAH Ta IIM 3 TiOpMIHMMH BIACTHBOCTSMH, PO3IJISIAIOTH
JOCIIITHUKY SIK JTy>Ke TIEPCIEKTUBHI MaTepiaiay Ui Pi3HUX TEXHOJIOTIYHHUX 3aCTOCYBaHb [3,
9]. OmHak y OaraThOX BHIAIKaX BHHUKae mpobirema wmomudikamii moBepxoHs [IM
CJICKTPOAKTHBHUMH MOJIMEpaMH 3 METOI0 HaJaHHS M IHIIMX BJIACTUBOCTEH, 30KpeMa
COpOUIHIX, eIEKTPOIIPOBITHIX, KATATITHIHUX TOIIIO.

VY TexHinmi moxiMepHi HaHOKOMMO3UTH i3 [IM € HOBHM KilacoM KOMMO3HIIHHIX
MaTepianiB, y skux [IM 3a HHE3BKHX KOHIIEHTpaliii abo 00’e€MiB 3 HAaHOMETPOBUMH
pO3MipaMH YacCTHHOK AMCIIEPrOBaHWW SIK HAINOBHIOBaY Yy moJjiMepHid marpuui [4, 8].
HasBHicts y HaHokommo3utax [IM y kijgbkocTsix, 10 5 %, MoOXe BHMKIMKATH 3HAYHE
MOCWJICHHS ~ MexXaHiYyHuX  (MiuHicte,  TBepmictb)  [10],  ¢i3uunux  (mUTOMA
CJIEKTPOIIPOBIIHICTb, ~ ONTHYHI, TOIJIMHAHHS  €JEKTPOMArHITHUX  BHIIPOMIHIOBAHb,
copbuiiini) [11] Ta XiMiyHMX (OKHCHO-BIMHOBHI, KaTaJliTH4YHI, PE3UCTCHTHOCTI
3aiiMucTocTi) BmactuBocter [1AH [2, 4].

Barato poOiT mpHCBSYEHO CHHTE3y KOMITO3HMTIB Ha oOcHOBi meormity (LIr) Ta
emextporpoBimanx momiMepiB (EINI). Leomit — momikpucTamiqvHni, MIiKpONOPUCTHI
Marepian 3 MPaKTUIHO PIBHOMIPHUM PO3MOALIIOM TOp 33 po3MipamMu. 3aBISIKH YHIKaJTbHUM
¢i3mgHEIM 1 XIMIYHAM ~ BIIACTUBOCTAM  (KPHCTAIIYHOCTi, TEpMi4HI CTaOULIBHOCTI,
10HOOOMIHHOCTI TOIIO) LEONITH JaBHO BHUKOPHCTOBYIOTH SIK aJCOPOCHTH Ba)KKUX METAIIB,
XIMiYHI cHTa Ui oM’ sKiieHHs Boau [12, 13]. V CBITI aKTUBHO MPOBOISTH TOCITIKCHHS
MOXKJIMBOCTI  3aCTOCYBaHHsI IICOJITIB JJIsi CTBOPEHHS KOMIIO3UTHUX MarepiaiiB i3
MOJTIaHLTIHOM Ta iXHpOro BuKOpucTaHHs [14—18]. B Ykpaiui icHye Oarato pooBHII LIEOJITY,
30kpema CokupHsiHCbke Ha 3akaprnarti. OJHAK MEOoNiTH YKPaiHCHKOTO IMOXOJKEHHS
MPaKTHYHO HE AOCIIKEH]I Ha MmpeaAMeT cTBopeHHs kommo3uTiB i3 EIII. 3aBnsku noegHaHHIO
BiactuBocter neomity ta EINIT i ITAH, 30kpema, MOKHA BUPIIIUTH MUTAHHS 3MEHIIECHHA a0
MOBHOTO YHHKHEHHsI iporiecy crapinns EININ, sike npu3BoauTE 10 HEOOOPOTHOTO 3MEHIICHHS
enexrpornposigaocti EINIT i € ronoBHUM OOMEXEHHSIM IXHBOTO BHKOPHCTAHHS B CyYacHHX
TEXHOJIOTiAX TMiJ Yac BHUIOTOBJICHHS AaHTHCTATHYHUX ITOKPUTTIB, COHAYHUX Oarape,
SJIEKTPOHHUX HPHUCTPOIB 1 T. A. CTapiHHS — me CKIAJHHUM TpOIEC, OB’ A3aHMI 3 BTPATOO
JIOIY0YO1 TOMIIIIKH, XJIOPYBAHHAM KiJIeIlb, OKICHEHHSM, TiI[POJIi30M i 3[IMBAHHSAM JIAHITIOT1B.
OuikyeTbcs, IO 3a JIONOMOTOI0 HEOPraHIYHWX PEYOBHH NPHPOTHOTO TOXOMKEHHS 3
[IAPYBATOIO 1 IOPUCTOIO CTPYKTYPOIO, HAPUKIIA, MOHTMOPHIIOHITIB, IIEOJIITIB TOIIO, MOXHA
CIOBUIBHHUTH IIPOLIEC CTapiHHS MOJIMEPIB Ta MiJBULINTH IXHIO €JIEKTPOIPOBIAHICT, K 0YIJIO
MOKa3aHOo Ha NpUKIIaai amopduoro momimipoy [19].

Merta Hamoi nparmi mosisraja B OTpUMaHHI KOMIO3UTIB nieomit/momianiiid (L1/I1AH)
3 mamuMm BMmicToM ITAH 3a JONOMOro0 MEXaHOXIMIYHOTO Ta XIMIYHOTO CHHTE3IB i
MOPIBHSAHHI JIeAKUX IXHIX (I3UKO-XIMIYHHX BIacTUBOCTeH. [ IBOTO s CUHTE3IB
komito3uTiB LIT/[IAH BukoprcTOBYBaIM Malli KUIbKOCTI aHiiH cynabdarty (AHCT) CTOCOBHO
Ir. CunisBignomenns AHCT:Ilr cranoBuiao ~1:10, a AHCT:OKHCHHK —
amoHinepokcoaucynbdar (AIIC) — 1 : 1,1.
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Juisg XiMi9HUX TIEpeTBOPEHP MH BHKOPHCTOBYBAIHM TaKi PEaKTHBH Ta MaTepiau:
AHCT Ta AIIC (BuUpoOHWK ALDRICH), Bommmii 0,5 M po3umn H,SO, roryBamm 3
¢ikcanamiBs ¢ipmu  “Merck”. [Ing CcHHTE3y KOMIO3HTIB BHUKOPHUCTOBYBAJIH IIEOJIT
CoKMpHSHCBHKOTO pojoBuIIa (3akaprarcbka 00i1.) 3 po3MipoM 4acTHHOK a0 20 mMkm [13].
Po34nHHMKY — TUCTUILOBaHA BOJA 1 IEPErHAHUH alleTOH.

Metoauka MmexanoxiMmiunoro cunrte3y ITAH Ta komnosury IiT/IIAH

MexaHOXIMIYHMH CHHTE3 3pa3ka NoJliaHiaiHy (yMoBHe mo3HauyeHHS — [IAH (M))
npoBoanu po3tupanssM HaBaxxku AHCT (3,08 1) y dapdoposiii ctynui Bupogosx 10 XB 3
HacTynmHUM noaaBaHHAM HaBaxku AIIC (5,46 r) 1 po3THpaHHIM CyMilli BIPOAOBX 2 TOJ.
CmisBigHomernHs: (Monb) AH : AIIC y Bcix cuHTe3ax crtanoBmio 1 1,1. IpurortoBieny
TaKUM CIIOCOOOM CyMIIll 3aJIMIIAIN Ha 24 TOX B €KCHKATOPI.

MexaHOXIMIYHUM CHHTE3 3pa3ka IICONIT/IONiaHImiH (YMOBHE TIO3HAYECHHI —
Hr/TTAr(M)) npoBoanmu y dhapdoposiit ctynmi. Cymim HaBaxkok AHCT (0,308 1) i Lt (2,0
T) po3Tupany mectTukoM yrponosx 10 xB. [Ticis goro mo miei cymimi 1omaBaiy MOPOIIOK
AIIC (0,546 1) i 3HOBY pO3THpAaIH BIIPOAOBXK 2 T'OJ i 3aiUIIany Ha 24 TOX B eKCHKATOPI.

Metoauka ximiunoro cunredy ITAH Ta xomnosura I1/ITAH

Jnst XiMiYHOTO CHHTe3y 3pas3ka MojiaHuniHy (ymMoBHe mno3HaueHHS — [TAH(X))
HaBaxxkun AHCT (3,08 1) 1 AIIC (5,46 T) pO3UMHSIM B OKpeMHX mopuisix mo 50 wmi
nuctuiboBaHoi Boau. o 50 mn pozumny AHCT momaBanu 12,5 ma H,SO, (0,5 M).
OTpHMaHi pO3YMHH 3JMBAIH Ta MEPEMILTYBAIA MEXaHIYHOIO MILIAJIKOK BIIPOJOBXK 2 ToOJ i
3aJIUIIaid Ha 24 Tof.

Jus  XIMIYHOTO CHHTE3y 3pa3Ka IICONIT/TONiaHuTiH (YMOBHE TIO3HAYCHHA —
Hr/TTAH(x)) HaBaxkkn AHCT (0,308 1) i AIIC (0,546 T) pO3UMHSIN B OKPEMEX IOPIISX IO
50 mn guctmnpoBaHoi Bomu. o po3umHy nomaBany 2 T LT i mepeMinryBaiii BIPOJOBXK
roguad. 1o 50 mi pozunay AHCT momaamu 12,5 mn H,SO,4 (0,5 M). OtpumMani po3unHH
3JIMBAJI T TIEPEMIIITyBaIM MEXaHIYHOIO MIIIAJIKOIO BIIPOJIOBIK 2 TOJ 1 3aJIMIIaN Ha 24 ToxI.

MeTtoauka miaroToBKH 3pa3kKiB A5 10CTiAKEeHb

OTpuMaHi MeXaHOXIMIYHUM cIIOCOOOM 3pa3ku BBOAMIH y 100 M IUCTHUIBOBAHOT
BOJM. 3 pO34YMHIB 3pa3KiB, OTPUMAHHUX XIMIYHUM CIIOCOOOM, JIEKaHTYyBaJld BOJHY a3y i
nonasany 100 Mt TUCTHIIbOBAHOT BOAM. Y Cl HOTHPH 3pa3KH, sKi nepedyBaiu y BOJHOMY
CepeIoBUINI, MiIaBaiu Iil yJIbTPa3BYKOBHX XBWJIb ynponoBk 10 XB st pylHYyBaHHs
arperatiB ITAH. Ilicns woro 3pasku ¢inpTpyBanu 3a JAONOMOror BOpoHKH broxHepa i
konbu byH3ena Ta mochimoBHo mpommBamu 400 M guctmiaboBaHoi Boam i 100 M
aleTOHy Ha TmamnepoBoMy (inbTpi JUIs BHJAJEHHS HENPOPEaroBaHWX 3aJIMIIKIB
iHimiaTopa, MoHOMepa i oxiromepiB [TAH. OTpuMaHI TeMHO-3€JeHI OCald CYIIHIH Y
BakyyMHii 1wadi Bmpomosxk 24 rox 3a Temmeparypu 60 °C. Bucymeni 3pasku
JOCIIKYBAJIH 32 TOTIOMOTOO Pi3HUX METO/IIB.

Judpakrorpamu 3pa3KkiB peecTpyBaiH 3a JIOTIOMOTOI0 In(paKToMeTpa Mapku JpoH-
4 3 Cu Ko Bunpominoanssm (L = 1,54060 A) y pexumi Bin6usauns. IndpauepBonnii
criekTpanbHuii aHaniz i3 @yp’e nepersopennsm (IU-DIT) nopomkiB 3pa3kiB y aiana3oHi
4 000—650 cv ' mpoBomH 3a momomoroko crekrpooromerpa mMapku NICOLET IS 10 y
pexxuMi BiIOMBaHHSA, KW Mi3HiME TpaHCHOPMYBATH B PEXKHUM IPOIYCKaHHA. TepMidyHHIHA
aHai3 MOPOIIKOMOAIOHNX 3pa3KiB BUKOHYBaJIHM 3a jonomoroto JlepuBatorpada mapku Q
1500-D B temneparypHoMy inTepani 20-900 °C 3i mBuakicTio Harpisanus 10 rpajg/xs B
atmocepi mositps. Turmi kopyHzmoBi, eranoH Al,O;. Maca 3paska cranoBmia 100 wr.
Mopdoomnorito gactmHOk Ta ckian IIAH 1 kommosutiB LT/[IAH mocmimkyBamu 3a
MikpodoTorpadismu Ta eHeproaucnepciiaiMu criektpamu (EJl-criexTpu), BinoBiaHO.
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Jlnist 4oro 3pasku qucnepryBaiy yiIbTPa3BYKOM Y BOJIi, HAHOCHJIM Ha IUIATHHOBY IUIACTUHKY
1 BUCyIIyBany 3a KiMHaTHOI Temneparypu. [IpuckoproBanbHa Hanpyra craHoBmia 20 kB.
EmexTponpoBinHiCTh 3pa3kiB BU3HAYAIN BUMiPIOBAHHSAM IXHBOTO OIOPY y YapyHKax THILY
“caHmBIiY’ Ta KOMIUIEKCY amapaTypu Ui BumiproBaHHsA omopy Rigol DM 3068 3a
temneparypu 293+ 1 K 3 HacTymHUM pO3paxyHKOM IIHTOMOI eJeKTporpoBigHOCTI [20].
JUis pOro TOPOIITKOMOAIOHI 3pa3Kd MOJMIMEpy YM KOMITO3WTa MPEeCcyBalld y TaOIeTKH
TOBIIMHOK ~2 MM i JiamMerpoM 9 MM y MeTanesiii mpecopmi mpu 3ycuam 150 atm/cm®
YIPOIOBXK 5 XB 3a Temrieparypu 293 + 1 K.

Crpykrypa [IAH Ta komno3utiB H1/IIAH

JudpakrorpaMn CHHTE30BaHUX 3pa3kiB, a Takox L[t 300paxkeno Ha puc. 1 i
BIJIMIOBIZIAIOTh TakuM, sKi omucani B [21-23]. Sk Gauumo 3 puc. 1, kpuBa [, mus
mudpaxrorpamu [TAH BacTHBa HasiBHICTH cepii AudpakiifHUX MikiB Ha (OHI aMOpHHOTO
rano B Mexax 20 = 15-35°. Jludpakrorpama 3pa3ska KOMIIO3UTA MIiCTHTh HNPAKTHYHO Ti
cami miky, o # aqudpaxrorpama 3paska [1AH, TUIBKY 3HAYHO MEHILOT IHTEHCUBHOCTI (JTUB.
puc. 1, kpuBa 2). Ha 1iifi nudpakrorpami MPOCTEKYIOThCS IHTCHCHBHI IKH, SIKI
BIJIMTOBIAAFOTH 1EOiTY (AMB. pHC. 1, kpuBa 3) [17]. Sk 6aunmo 3 qudpakrorpam (puc. 1, a i
6, xpuBi 1), 3pasku [TAH(M) i [TAH(X) MafOTh aMOPHY CTPYKTYpPY (HASIBHICTH ITHPOKOTO
rajgo 3 IBOMa MakCUMyMaMH B Mexax 20 = 12-33°). Buma iHTeHCUBHICTh MAKCUMyMY HPH
20=21° cBim4aTe PO BMIIMMA BMICT emepanbAuHOBOi OCHOBHM IIAH, Hix i#oro EmC
(MakcumyMm mpu 20 =26°) y Burmami rigpocynsdary ITAm [24]. Jns audpaxrorpam
MEXaHOXIMIYHO 1 XiMIi4YHO cHHTe30BaHWX kKommno3utiB LIT/TIAH (puc. 1, a i 6, xpusi 2)
BJIACTHMBA HASBHICTH OUIBIIOTO YHCIIAa XapaKTEPUCTHYHHX MIKIB, 110 3yMOBJICHO BMICTOM Y
CKJIa/Ii KOMIIO3UTA LEOJITY.
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Puc. 1. X-npomenesi audpaxrorpamu 3paskis: a — [TAu(M) — I, LIT/TIAH(M) — 2;
6 — ITAu(x) — 1, Hr/ITAu(x) — 2; Lt - 3
Fig. 1. X-ray difraction patterns: @ — PAn(m) — /, Zt/PAn(m) — 2;
6 —PAn(c) — 1, Zt/PAn(c) — 2; Zt - 3

HeonmT € NOMKPHUCTANIYHOIO PEYOBHHOIO 1 ST HBOTO XapakTepHUH Habip
IudpakifHuX MiKiB, HAMIHTEHCUBHIITUME cepell AKUX € miku mpu 20 = 23,8, 26,5, 21,9,
31,4, 35,7° [15]. i niku mackyroth xapakrepuctudni miku ITAH npu 20 =2°126° y
KOMIIO3UTaX, IO HE Ja€ 3MOTH OJHO3HAYHO XapakTrepm3yBaTu Ii miku. HasBHi Ha
mudpakrorpamax IIAH 1 KOMIO3WTIB iHIII TOCTpi MIKM MOXYTh BiINOBIAAaTH pPi3HIH
OpraHizamii MOJEKYJISPHUX JIAHIFOKKIB [TAH, sKi NPH3BOJATE N0 MOSBH JEKUTBKOX
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nopsiakiB Manoi manpHOCTI. [lopiBHIOIOYH KpuBY (2) i kpuBYy (3) Ha puc. 1, 6aunmo, 1Mo
mudpaxmis 3pazka komro3uta LIT/ITAH moxi6Ha mo Takoi meomity. Lle Takox mokasye, mo
Lt npakTHYHO HE BIUIMBA€ Ha KpUCTATigHICTh [1AH.

IY-DII-crieKTpH JOCHiKeHNX 3paskiB y Mexax 4 000—650 cm ' 306paxeHo Ha
puc. 2. ®opma IY-O®II cnexrpiB 3paskiB (puc. 2, a, 6, kpuBa [/ i Tabn. 1) i HaOip
XapaKTepUCTUYHUX cMyr Binmosimae ITAH [21-23]. JIBi IHTEHCHBHI XapaKTEpPHCTHYHI
cmyru mpu ~1557 i ~1489cvm” (quB. puc. 2 i Tabn. 1) BiANOBIZAIOTH BaICHTHHM
KOJIMBaHHsIM XiHOinHOTO () 1 Gen3eHoinHoro (B) Kineup Makpomosnekyn [TAH i € 03HaKoI0
qutst inenTugikanii [TAH sIK CTPYKTYpH 3 YepryBaHHIM XIHOIIHHUX 1 OEH3CHOIMHUX KiTenpb y
MaKpOMOJIEKYIIpHOMY JaHIiory [21-23].
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Puc. 2. IY-®II cnextpu 3pa3kis: a — [T1Au(m) — 7, H1/TIAH(M) — 2, LT - 3;
6 — TTAu(x) — 1, Hr/TTAH(x) — 2, LIt - 3
Fig. 2. FTIR spectra of samples: a — PAn(m) — /, Zt/PAn(m) — 2, Zt — 3;
6 —PAn(c) — 1, Zt/PAn(c) — 2, Zt — 3

[HTEeHCHBHOCTI XapaKTEpUCTHYHUX CMYT XiMidHO cuHTe30BaHOTO [1AH 1 L{1/I1AH €
BUIIIMMH 3a IHTEHCHUBHOCTI MOAIOHMX CMYI MEXaHOXIMIYHO CHHTE30BaHHX 3Pa3KiB (IHB.
puc. 2, a, xpusi / i1 2). lle moxe 3acBimuyBaTd mpo Oinbhry TOBIIMHY Iapy ITAH Ha
noBepxHi L.

Tabauys 1
OCHOBHI XapakTepucTu4Hi cMyTu 3paskiB [1AH i LT/[1AH
Table 1
The main characteristic bands of PAn and Zt/PAn samples
XBHIbOBI YHCIIA KOTHBAHb IPYII ATOMIB, cM '
3pasku II\I\I};%—CI; N:Q=Ng N—B—Ng C—Ng C7N+.K C7N+K C—HM
TTAH(M) 3404 1557 1489 1332 1225 1145 814
r/TTAH(M) 3404 1 586 1518 1410 1307 1205 736
[TAH(X) 3404 1557 1 489 1342 1235 1147 844
LIT/TTAH(X) 3 404 1577 1518 1391 1303 1207 746

[MpumiTKa: ¢ — CHMETPHUYHI; 6 — BAJICHTHI; 7 — IUIOIIUHHI; /171 — MO3aIUTONHHHI; O —
XIHOTIHUI LMK, B — OEH3CHOITHMHA [IUKIL.
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Cwmyra npu 1 332 oM ' Biznosinae Banentrnm komuBanHsM C—N TPy BTOPHHHHX
apoMaTHUYHEX aMiHiB. HasBHiCT XapakTepucTHuHOi cMyru pu 1 225 cM ', sika Biamosinae
BaneHTHUM KonusaHHaM C—N' rpymm, cBizumTh mpo mpoToHoBaHuii ctan ITAH, To6TO
YTBOpeHHs1 eMepaibanHoBoi comi [TAH [21-23]. TIpoTe Aist KOMIIO3HTIB MPOCTEXKYETHCS
3MIIIEHHS OCHOBHHUX XapaKTePUCTHIHHX cMYT (ouB. Tabn. 1) mos’s3ane 3 BrumBoM LT Ha
cTpykTypy I1AH, 1110 BUKJIMKaHO YTBOPEHHSM BOJHEBOTrO 3B’SI3KYy MiXk IOBEpXHEBUMH —O—
H rpynmamu L[t Ta —-N= rpynamu makpomounekyn [T1AH [21-25].

ChiBBiHOIIEHHS 1HTEHCHBHOCTEH (R) IBOX OCHOBHHMX XapaKTEPUCTHYHUX CMYT
npu ~1 586 i ~1 518 cM ' cBiguaTh npo cTyminb okucHeHHs [TAH, AKHil po3paxoBaHuil 3a
dhopmynoro: R =(I; sge-1557/11 518+1 489). Pe3yJIbTaTH PO3paxyHKIB 3aHECCHO 10 TabI. 2.

Tabauys 2
InTeHcuBHICTH a0copOwLii (/) Ta CIIiBBITHOIIECHHS IHTEHCUBHOCTEH CMYT KOJIMBAaHHS
XIHOTTHUX 1 OCH3CHOITHUX UKIIB y 3pa3kax [1AH i LIT/TIAH

Table 2
The absorption intensity (I) and ratio of the intensity of oscillation bands
(quinoid/benzenoid rings) for the PAn and Zt/PAn samples
3pasok | 1} 5861 557 | 1 5181 489 | R+0,02
ITAH(M) 8,52 9,93 0,86
LIT/TIAH(M) 79,55 81,67 0,97
ITAH(X) 10,86 13,86 0,78
LIT/TIAH(X) 67,99 70,95 0,96

Sk 6aunmo 3 Tabn. 2, cTymiHb OKUCHEHHS [IAH y KOMITO3UTax mepedyBae B MeXax
0,96+ 0,02, 1m0 CBiAYUTH MPO MPAKTUYHO OJHAKOBE YHUCIIO XIHOIMHMX 1 OCH3CHOITHHX
IUKJIIB Yy MakpoMoseKynax [IAH y Kkommo3urax. Y BUMaAKy XIMiYHO CHHTE30BaHOTO 3pa3Ka
CTYyMiHb OKHCHeHHs cTaHoBuUTH 0,78+ 0,02, mo 3acBimguye Jemo HWKYY KUIBKICTh
XIHOITHUX LUKJIIB Y MakpoMoJekynax [TAH.

JepuBartorpadiunmii anamui3

TepmivHi BacTUBOCTI, BI3HAa4eHI 3a TepMorpaBiMerpraanmu (T1) i mudepeHmiansHuMu
tepmorpasiMerpuunumu  (ITI) kpuBumu y mexax 20-850 °C, 300pakeHo Ha puc. 3,
UTFOCTPYIOTH BIIMIHHICTH TIPOIIECY BTpatu Macu 3paskamu [TAH Ta komno3utiB 1[T/ITAH, siki
BiIOYBaIOTHCS 3 PI3HOIO BTPATOIO0 MacH, 110 3yMOBJICHO BMicToM L. BTpara macu 3pazkamu
ITAH cranoButh ~98 % 1 mpoxoauTh y TpW craiii, a Brpata Mmacu 3paskamu LT/[1AH
cTaHoBUTH 16,4+0,2 %, 3 axux 10,1+0,2 % npunanae Ha rpary macu Llt. [lepma € B mexax
50-150 °C, mpyra — 150-220 °C, tperss — 230-750 °C (mmB. puc. 3, a—2). Jpyra cramis
poskiany 3paska LIT/TIAH(X) nounHaetbes npu 260 °C i tpusae no 818 °C. YV nepiiii crazii
BUALIAETHCS (i3UUHO 3B’s13aHa (aacopOoOBaHa) BOa, y APYTii — JIOMyroUa pevYoBHHA 1 BOJA, Y
TpeTiii BiNOYBAa€ThCS TEPMOOKHCHIOBaNbHA JecTpykmis [IAH 1 CMONHCTHX MPOIYKTIB
okucHeHHs [TAH 3 Bu/IIeHHSIM ra3onotiOHuX npoaykTiB [25]. Sk 6auumo 3 puc. 3, kpusi 21 5,
JpyTra cTajiist He € SICKpaBO BHPaXXEHOIO 4epe3 HU3bKMI BMICT JonanTa B [IAH, oca/ykeHOMY
Ha uactuHkax LIT. TepmookucHioBanbHa paectpykuis [IAH y xommosuti LIT/TTAH(M)
BimOyBaeThCs MOMIOHO 3pa3ka umctoro I[TAH y TpH cTamil, mpoTe BOHA 3aKiHUYETHCS IPU
~620 °C, na BigMminy Bin 3paskis umcroro ITAu. CymapHa BTpaTa Macu 3paskamu IIAH
craHoBUTh ~98 %, a 3pa3kamMu KOMHO3UTIB — ~16 %. MeHmui BiZCOTOK BTpaTH MacH
KOMITO3UTaMH 3YMOBIICHHH HAsBHICTIO B HUX IepeBakarouoi kipkocTi LT crocoBHO TTAH.
[Mix wac HarpiBanus LT BTpauyae ~11,2 % Macu BHACHiZOK BHUIIAPOBYBAaHHS aJiIcOpPOOBaHOI
BOJIM T4 BOJIH, SIKa YTBOPIOETHCSI BHACIIZIOK BifmmeruieHHs moBepxHeBux O—H rpym [26].

binem Bunmyknmit xapakrep TIT kpuBoi BTpatm Macu 3paskoMm [TAH(X) Moxe
CBIIUYHTH TIPO [EAKY BIAMIHHICTE MakpomoiekysipHux mnaHmoriB IIAH. IATI xpwusi
HiATBEP/KYIOTh CTaIIHHICTh BTPAaTH MacH 3pa3kaMu (IUB. puc. 3, 61 2).
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Puc. 3. TT (a, 6), ATT (s, 2) i ATA (0, e) — xpusi 3pa3kis [1Ar(M) — 7, L1/TTAH(M) — 2, LT —
3, TAu(x) — 4, Ut/TTAHX) — 5
Fig. 3. TG (a, 6), DTG (s, 2) and DTA (0, e) — curve of the PAn(m) — /, Zt/PAn(m) — 2, Zt —
3, PAn(c) — 4, Zt/PAn(m) — 5 samples

Ha puc. 3 (0, e) 306paxeno JITA-kpuBi nociipkeHux 3paskiB. Li kKpuBi sk ckiIagoBi

JepuBatorpadiyHOro aHamizy CIyrylOThb XapaKTepUCTUKaMH TEIUIOBHUX e(eKTiB, M0
NPOSIBISIIOTECSL 32 HarpiBaHHA 3pas3kiB. [y Bcix 3paskiB B IHTEpBali TeMIlepaTyp

~200-600 °C BracTHBa HASBHICTH €K30TEPMIUHUX IIKiB,

3YMOBJICHUX IIpOoLeCaMn

TEPMOOKHUCHIOBANLHOT necTpykuii [TAH, kUi € OJHUM 13 OCHOBHHX KOMIIOHEHTIB 3pa3KiB
ITAH Ta L1/TTAH.



Y. Uiko, M. AumnwimnH, H. FepmaH T1a iH.
370 ISSN 2078-5615. BicHuk JTbiBCbKOro yHiBepcuteTy. Cepis ximiyHa. 2018. Bunyck 59. Y. 2

3a BusHaueHMMH Opyrro-twiomamu min JTA xpuBumu (nuB. Tabn. 3) BH3HAUEHO,
10 CyMapHUI TEIUTOBHH e(eKT peakiliii, ki BiIOYBarOTHCS IIiJ] 9ac HarpiBaHHS 3pa3KiB It
I1AH, € nmpubmu3HO B 1Ba pa3u Oimpmmi, HiX i1 koMno3utiB LIT/ITAH, mo 3ymoBIeHO
MeHIIUM BMicToM [IAH y 3paskax kommno3uTiB. TemaoBi edexkTH MeXaHOXIMIUYHO
CHHTE30BaHMX 3Pa3KiB € MEHIIMMH 32 3HaYEHHS TEIUIOBUX €(DEKTIB XiMIYHO CHHTE30BaHUX
3pas3kiB, II0 MOXKe OyTH 3yMOBJICHO MeXaHOXIMiuHOIO nectpykuiero [IAH y mnpoueci
CHHTE3Y.

Tabauys 3
3naveHHs BigHOCHUX Twton mig JATA KpuUBHMH [T ZOCTIIKECHUX 3pa3KiB
Table 3
The values of relative areas under DTA curves for the studied samples
3pa3zok | ITnoma, B.o.
ITAH(M) 69299,18
TTAH(X) 96428,44
T1/TTAH(M) 37819,15
T1/TTAH(X) 4453795

Eneproaucnepciiinuii mikpoanaJis ta CEM-300pa:keHHs1 3pa3KiB

3a JOMOMOTOK PEHTTCHIBCHKOTO MiKpOaHaji3y BH3HAUCHO eneMeHTHHi cknan LT,
ITAH ta xomnosutiB L1/IIAH. 3 EJl-cniekTpy 1ieomity (auB. puc. 4 i tabdia. 4) 6auumo, 110
e 3pa3oK IEOJITy, roJ0BHO, CKiagaethcs 3 atoMiB Al, Si Ta O. CEM 300pakeHHs
MOPOILIKONOIIOHKMX 3pa3KiB BIANOBIIAIOTh HaBeIeHUM aBTOopamu [14].

0 2 4 G g 10 12 14
Puc. 4. EJl-ciextp neomnity
Fig. 4. EDX spectrum of zeolite

Tabauys 4
EnemeHTHHI CKIIa/ TIEOITITY
Table 4
The elemental composition of zeolite
Enement ‘ Macoswuii % ATtomHmi % Enement ‘ Macosuii % | ATtomuuii %
C 7,41 11,74 Si 28,40 19,24
(0] 51,84 61,66 K 2,63 1,28
Na 0,66 0,55 Ca 1,58 0,75
Mg 0,35 0,27 Fe 1,43 0,49
Al 5,69 4,01
Pazom 100,00 100,00
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Ha puc. 5, a i 6 HaBeneno EJI-criektpu 3paskiB I1AH. [aTencuBHuit mik mpu 0,4 xeB
BignoBigae aromam kapoOory (C), cmabkmit mixk mpu 0,55 keB — okcurenmy (O), a mik
cepenHboi iHTeHcHBHOCTI Tpu 2,3 keB — cympdypy (S), mo miareepmkye HasBHiCTh [IAH
nonosanoro H,SO, y mpoueci cunresy. 3 Mikpodororpadiii mopomkonoaioHux 3paskiB
[TAH (muB. puc. 5, 6 1 2) 6auumo, 1m0 HaHOPO3MipHI YacTHHKU [TAH y 3pasky I[1AH(M) €
MEHII arperoBaHMMH B MIKpPOpPO3MIpHi arperartd, Tofl sk y 3pasky I[TAH(X) wi arperartu €
3HAYHO OIJIBLIMX PO3MIpIB.

Cnekrp 3

S0mKm 3nekTpoHHoe naobpaxeHue 1

S0mim b BnekTpotHoe naotpaxemHie 1

1} 2 4 B g 10
6 2
Puc. 5. E/l-ctiektpH (a, ) Ta €neKTPOHHI 300paxkeHHs (6, 2)
3paskiB [TAH(M) (a, 6) 1 [TAH(X) (8, 2)
Fig. 5. EDX spectra (a, ) and SEM images (0, 2) of PAn(m) (a, 6)
and PAn(c) (8, ) samples

Ha E/I-criextpi komno3utiB LIT/ITAH (muB. puc. 6), KpiM mikiB, BiracTuBux [1AH,

HasBHI IHTCHCHBHI MKW, SKi BiJIOBITalOTH aToMaM, ski € ckiamoBumu L[T. CyMmipHIiCTBh

iHTeHCHBHOCTeH mikiB Ha EJ[-crekTpax KOMITO3UTIB 3acBiIdye Mpo Te, MO KibKICTh [TAH
Ha MoBepxHi LIT € mpakTHIHO 0JTHAKOBOIO.

MikpodoTorpadii 3paskiB (auB. puc. 6, 6, 2) monibHi A0 HaBeneHWx y [27],

1TFOCTPYIOTH, II0 YACTWHKH KOMITO3HTIB € arperOBaHUMH 1 CKJIAAlOTHCS 3 HAHOPO3MipHUX
MakpoMoJeKysipHuX arperartis LT/ITAH.
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[

S0MEM ] SNeKTpoHHDe wwGpeHwe1
8 2
Puc. 6. EJl-cniektpu (a, 6) Ta eneKTpOHHI 300paxeHHs (6, 2)
3paskiB LIT/ITAH(M) (a, 6) i UT/TIAH(X) (8, 2)
Fig. 6. EDX spectra (a, ) and SEM images (0, 2) of Zt/PAn(m) (a, 6) and Zt/PAn(c) (s, 2) samples

EnexrponpoBignicTs 3pa3kiB.

[omianinin y dopmi EMC Oynb-skux KHCIOT (HEOPraHIYHMX Ta OpraHIuyHHX)
BOJIOZIIE EJIEKTPOHHOI TpoBigHICTIO [1-3]. Pe3ynpraTd BUMIpIOBaHb Ta OOYHCIICHHS
3Ha4eHb EJIEKTPOIIPOBIIHOCTI (0) Ul OTPUMAHKX 3pa3KiB HaBEJIEHO B TaOI. 5.

Leonit BoJOAie€ ayKe HHU3bKUM 3HAYCHHSIM €JEKTPONpoBigHOCTI. Sk Oaunmo 3
pesynbratiB, kommo3utd L[T/[IAH BOMOHIIOTH y [eKidbKa pa3iB BHIIOK ITHTOMOIO
eNeKTpOonpoBiHICTIO  crocoBHO [IAH. YV cmiBBigHomenni Lr:ITAx (10:1)
enekTponpoBiHicTh Kommo3uta L[T/[IAH mepeBumiye emekTponpoBimHICTh [IAH, mo €
nyxke IikaBuM edextoMm. [lomiOHME epeKT MH MPOCTeXKYBalM B  KOMIIO3HUTaX
KaoJiHiT/momaHuTiH [25], IpoTe CHiBBiAHOIICHHS KOMIIOHEHTIB Y KOMITO3UTI CTAHOBHIIO
1 : 1. ABropu [19] Bu3Hauwmmy, mo 30impmreHHs BMicTy LIT y kommo3uti 3 [IAH npakTudHO
He BIUIMBAa€E Ha EJEKTPOIPOBINHICTh, TOAI K 30unbmIeHHs BMicTy LIT y xommosuTi 3
MOJIITIPOJIOM TPUBOIUTH JO 3POCTAHHS EJEKTPONPOBIAHOCTI. MeXaHOXIMIYHUN CHHTE3
KOMITO3UTa TPHU3BOJUTH JIO BUIINOTO CTYMEHS MOApiOHEeHHS YacTWHOK LT, mo 30imbmrye
IUIONTY KOHTaKkTy Makpomonekyn [TAH. OdeBumHo, 1o HasBHICT, [IAH Ha TOBEpxHi
yacTUHOK L[T chpuse yTBOPEHHIO CTPYMONPOBIAHWX JOPLKOK 3 MiHIMAIbHUM
CJIEKTpUYHUM omopoM. OJHAK HE MOXKHAa OCTATOYHO ITHOpPYBaTH BIUIMBOM Ha
€JICKTPOIIPOBIIHICTh 10HIB CyNb(haTHOI KHCIIOTH, siKa € nonanToM ITAH, xoua ii KiJbKOCTi €
HaI3BUYAIHO MaJli.
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Tabauys 5
[TuToma enexTponpoBiAHICTD AOCTIIKECHUX 3pa3KiB
Table 5
Specific electrical conductivity of the studied samples
3pasok | 5£0,005(Cyrem)
[TAH(M) 0,026
[NAH(X) 0,005
Lt/TTAH(M) 2,066
L1/TTAR(X) 1,979
It 1,31-10°%

MexaHoxiMiYHUM (TBepao]a3oBHM) 1 XIMIYHUM (B PO3UYMHI) CHHTE3aMH OTPHUMaHO
3pasku nomianininy (ITAu(m) i (ITAH(X)) Ta 3pa3kd KOMIIO3HMTIB Ha OCHOBI LEOJITY i
nomiarininy (L1/ITAH(M) 1 L1/ITAH(X)) Ta MpOBeACHO MOPIBHAIBHY XapaKTEPUCTUKY IXHIX
BJIACTHBOCTEH. 3a JIONMOMOTOI PEHTIeHO(a30BOr0 aHANi3y IOKa3aHO, IO CTPYKTYypa
MoJiaHiIiHy B oTpuMaHuX 3paskax [TAH(X) i kommosurta LIT/ITAH(X) € mepeBaxHO
aMOp(HOIO 3 MaJIIM BMICTOM KpHCTaIi9HOI (pa3u. 3’sCOBaHO, MO MiXK MaKpOMOJICKYJIaMHU
ITAH Ta MOBepXHEIO MEONITY iCHYE MiXK(pa3z0Ba B3a€EMOIis 3aBIITKH BOTHEBUM 3B’si3kaM. [U-
@Il cnexkTpanbHUl aHadi3 3pa3KiB MIATBEPAMB, IO MaKpOMOJEKYJIH HONiaHUTiHY
YTBOPIOIOTBCS  1,4-TIpUEHAHHAM aHITIHOBHX JIaHOK. TepMiuHa CTIHKICTh XIMI4HO
cuHTe30BaHoro kommosuta LIT/ITAH(X) € BUIIOIO 32 TEPMiUHY CTIHKICTH MEXaHOXIMIYHO
cuHTe30BaHoro kommnosuta LIT/[IAH(M), 1m0, OYEBHIHO, 3yMOBJEHO YaCTKOBOIO
MEXaHOXIMIYHOIO AecTpykuiero ITAH y mporeci MexaHOXIMIYHOTO CcHHTe3y. TepmiuHa
CTIMKICTh XiMiUYHO CUHTE30BaHOrO kKommo3uTa LT/TIAH(X) € HabaraTo BHUIIOO, HIK YUCTOTO
[1AH, 110, OYEBUIIHO, 3yMOBJICHO YTBOPEHHM [IAH y mopax [eoJiTy Ta BMICTOM LICOJITY B
xoMro3uti. CHHTE30BaHi 3pa3Ky IiJl 4ac HarpiBaHHs MMOCTAIIHHO BTPAYAOTh Macy 3aBJsKH
BUJIIJICHHIO BOJH, JOIMYKOYOr0 KOMIIOHEHTa i BOJHM Ta TEPMOOKHCHIOBAIBHOI NECTPYKIIi
noniainiHy. [InToMa eIeKTPOIPOBIAHICTF MEXaHOXIMIYHO CHHTE30BaHUX 3pa3kiB [TAH(M)
i kommosuta L[1T/TIAH(M) € y mekimpka pa3iB BHUINOI 3a MHTOMY EJICKTPONPOBIIHICTH
ximMiuHO cmHTe30BaHUX 3pa3kiB IIAH(X) i kommosuta LIT/ITAH(X). 3a mMMH O3HaKaMu
KOMITO3UTH II€OJIIT/TIONIaHITIH BOJIOJIIOTh TIOPUIHUMH BJIACTUBOCTSMHU 1 € TiOpUIHUMH
MaTepiasamH.
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Polyaniline and polyaniline-mineral composites on the base of zeolite with low polymer

content have been synthesized mechanochemically (by solid phase synthesis) and chemically (by
liquid phase synthesis). The formation of zeolite/polyaniline composites was confirmed by the results
of X-ray phase, FTIR spectral and thermogravimetric analysis. The comparative analysis of spectral,
thermal and electrical properties of the synthesized samples of polyaniline and zeolite/polyaniline
composites has been carried out. It was shown that the structure of samples of polyaniline synthesized
both by mechanochemical and chemical methods is amorphous. The structure of polyaniline in
zeolite/polyaniline composites is also mainly crystalline-amorphous with the inclusion of crystalline
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particles of zeolite as matrices on which particles of polyaniline in the form of emeraldine salt of
sulfate acid are formed. It was found that weak interphase interaction between macromolecule of
polyaniline and particles of zeolite is possible due to the interaction of hydrogen bonds between
surface hydroxy groups of zeolite and imino atoms of the macromolecular chains of polyaniline. The
thermal stability of zeolite/polyaniline composites is much higher than pure polyaniline due to the
presence of zeolite in the composite. Chemical composition of the composites is practically identical.
It was established that the electrical conductivity of mechanically synthesized samples of polyaniline
and zeolite/polyaniline composites is several times as high as the electrical conductivity of chemically
synthesized samples.

The physico-chemical analysis of samples properties has been carried out using a Dron-4
diffractometer (Cu Ka radiation; A=1.54060 A) in the reflection mode. Fourier-transform infrared
(FTIR) spectra of powders sample were recorded in the range of 4 000-650 cm ™' using a NICOLET
IS 10 spectrophotometer in the mode of reflection, which was later transformed into transmission
mode. Thermal properties of synthesized samples have been analyzed using Q 1 500-D derivatograph
(MOM Paulik-Paulik-Erdei, Hungary) in the temperature range of 20900 °C under a heating rate of
10 K/min in the atmosphere of air (corundum crucibles; standard — Al,O3; weight of samples — 100
mg). The morphology and composition of the polyaniline and zeolite / polyaniline composites were
studied by scanning electron microscopy (SEM) and energy-dispersive X-ray spectroscopy (EDX)
methods respectively (accelerated voltage — 20 kV). For these studies, the samples were dispersed by
ultrasound in water, put on the platinum plate and dried at room temperature. The electrical
conductivity of the pelleted samples was determined by measuring their resistance in the "sandwich"
type cells at the temperature of 293+1 K using a Rigol DM 3 068 set of equipment for resistance
measuring.

Keywords: synthesis, polyaniline, zeolite, composite, structure, morphology.
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