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XiMiuHOI0 OKUCHIOBAILHOI NONIMEPU3AYIEI0  AHINIHY AMOHIUNEPOKCOOUCYIbPAMOM Y
600nux 0,5 M posuunax gopmiammnoi, ayemamnoi ma yumpamHoi KUciom cUuHme308aHo
3pasku noaianininy donoganozo 6 npoyeci cunmesy yumu kuciomamu (IIAn-@K, I[1An-AK
ma [1An-LK). 3a miero sc memoouxoio minbku 3a HasgHocmi cycnensii mikpogiopunapnoi
Yenono3u CUHmMe306aHO 3pA3Ku KOMHO3UMIE YemoNo3u 3 NONIAHINIHOM OONOBAHUM Y
npoyeci cunmesy yumu ¢ kuciomamu (Len/TIAu-®OK, Len/IIAn-AK ma Len/IIAn-1[K). 3a
00nomMo2010 depuamozpadiunoco ananizy OOCHONCEHO | NOPIGHAHO MEPMIUHI snacmusocmi
Yux 3paskie. 3a pezynemamamu aAHanizy GUSHAYUIU MPUCMAOIUHY GMPANY MACU 3paA3KAMU
noniauinin-opeaniyna Kucioma ma n’smucmaoiuny empamy macu 3paskamu Llen/TIAn-
opeaniuna KUCIOma 3a60saKu 000amKO8UM Cmaodiam mepmodecmpyKkyii yenonosu. 3a
MEPMIYHUM AHATIZ0M BUBHAYEHA CIAOIUHICMb MEPMOOKUCHIOBANbHOT 0eCMPYKYii 3pa3Kie,
memnepamypui mexci cmaodiil ma weuoKocmi empamu mac y npoyeci nepebicy yux
cmaoil, 3paskamu NOAIAHITIHY MA KOMHO3UmMie yenionosa/noaiauinin. 3’sacosano, wo
Yenon03a 6 KOMRO3UMI MepMOOeCmMPYKMY€e 3d 3HAYHO HUINCHUX MeMNepamyp, Hidc Yucma
yentonosa. 3azanom mepmooecmpyKyia 6cix 3paskié 8iobysaecmuvca npaxmuuyno Ha 98—
99 % 0o memnepamypu 800 °C 3pasxamu [IAn-DK, [1An-AK ma 850 °C 3pasxom I1An-
LK. Posknao xomnosumie Llen/IIAn-opeaniuna kucroma sasepuyemocs 0o ~680°C. 3a
00NOMO2010 IHPPAUEPEOHO20 CNEKMPATLHO2O AHANIZY BUABUNU, WO MINC KOMHIOHEHMAMU
KOMRO3Umie Has8Hull 600HEBUI 36 A30K.

Jocnidowcenna enexmponpogionocmi 3pasKié nokazanu, wo 8oHu nepedysaiomv y dopmi
eMepanbOUHOBUX coneli NOAIAHINIHY ma 6I0N0GIOHUX OP2AHIUHUX KUCTOM.

Kniouosi cnoea: noniawninin, yenonosa, cunmes, KOMnO3umu, mepmMivHuLl anais, Cmpykmypa.

Beryn

Enexrponposinni mosimepu (EIIII) BhoponoBxk OCTaHHIX JAEKUIBKOX JECATHIITH
aKTUBHO JOCIIJIKYIOTh Pi3Hi Tpyny HaykoBILB [ 1-4]. Take 3anikasnerns EITIT 3ymoBieHO
iXHIMU (DI3MKO-XIMIYHUMH BJIACTUBOCTSIMU Ta MOJMJIMBOCTSMHU 3aCTOCYBaHHS B PI3HHX
TaTy3sX HayK Ta eJeKTpoHiku [1-8].
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[Momianinia (ITAH) € BaXXIMBUM MPEICTABHUKOM KJIACY €JIEKTPOIPOBIIHUX IMOJIIMEPIB
[9]. I3 Benukoro nepeniky EINIT came ITAH Moxe HaOyBaTH 3a NEBHUX yMOB HAHOLIbIIY
KUTBKICTh (hopM-CTaHiB [7], 0 € Horo Haa3BUYaiHO BaKIIMBOIO BIIACTUBICTIO 1 BHOKPEM-
moe cepen iHmux npeacrapaukiB EINTT. HIsunkuit nepexin [TAH 3 oaniel popmu-crany
B IHIIYy BHUKOPHCTOBYIOTH JJII CTBOPEHHS PIi3HHX MPHUCTPOIB a00 BAXKIMBHUX IXHIX
KOMITOHCHTIB y Cy4acHHX HaHoTexHojorisx [10, 11]. OmHak, BOJOMIFOYH IIMPOKUM
CIeKTpoM (i3MIHUX 1 XIMIYHUX BIacTHBOCTEH, [IAH € KpUXKHUM — MOPOIIKOIIOMIOHAM
NOJIMEpOM 1 B 0araTboX BHUIMAIKaX JUIs 3aCTOCYBaHHS, HOro HAHOCSTDH Ha Pi3HI MaTpHLi—
HOCIT HEOpPTaHIYHOi Ta OpraHiYHOI MOJIMEepPHOI MPUPOAN. BakKITMBUM TIPHPOITHUAM ITOJTi-
MepoM, SIKMH YCHIITHO BUKOPUCTOBYIOTH Uil MaTpuilb-HOciiB [IAH, € nemonosa (Llen)
[10-15]. Bizomo, mio Ilen BOIOKHUCTHI MOJIIMEp 1 Mae 3HAYHUN TIOTUT JJISi CTBOPEHHS
KOMIO3UTHHUX MatepiajiB 3aBJIsIKH BUCOKIH CIIOPIAHEHOCTI 10 Pi3HUX PEYOBHH, XIMIYHUM i
MEXaHIYHAM BIACTHBOCTSM [16].

Jis Llen BnacTvBiI BHUCOKI XiMiYHA CTIHKICTH 10 PI3HUX KHCJIOT 1 TigpodiJbHICTH
[16], AKi € BaXXTUBMMH YMHHWKAMU U1 CHHTE3y KOMIO3UTIB i3 pizHuME EIIIT i T1AH,
30kpema [12]. Tomyk MOIIMBOCTI MO€IHAHHS €JIEKTPOIPOBIAHUX Ta OKMCHO-BIJIHOBHHX
BractuBocteid [TAH 3 XopommMuy (Hi3MIHAMH Ta XiIMIYHUMU BIacTuBocTsMU Llen, a came
BHCOKOI0 MECXaHIYHOK MILIHICTIO Ta XIMIYHOI CTIHKICTIO y BHTIIAAI TIOPUIHUX KOMIIO-
3UTHHX MaTtepiaiB akTuBHO TpuBae [17-19].

BaxnBoro xapakTepucTHKOI0 Kommo3uTiB memntono3u 3 EINI € tepmivna cTabinb-
HiCTh, 00 BOHA BHU3HAYa€ TEMIIEPATYPHI MEXi €KCIUTyaTallil TAKUX KOMIIO3MTIB, a TAKOX
3MiHY 1XHiX (i3UKO-XIMIYHHUX BIACTUBOCTEH IIiJ BILIMBOM Temmepartypu [12, 20, 21]. B
OCHOBI BCIX METO/IIB TEPMIYHOTO aHAJI3Y € CIIOCTEPENKEHHS 32 MaTepiajioM 1 BU3HAUCHHS
HOTO XapaKTepUCTHK B YMOBaX MPOTPAMOBAHOI 3MiHM TemrepaTypH. JlocmimKyroun
¢i3uKo-ximiuHi BiacTuBOCTI [TAH 1 KOMIO3UTIB Ha HOro OCHOBI B 0araTbox mNparpx
HaBOJSITH Pe3yJbTaTH IOCIIKSHHS IXHbO1 TepMiuHO1 cTabimbHOCTI. 1lle oqHiero Bax -
BOIO BiacTuBicTio [TAH, sIKy 1HKOJIN OITUCYIOTh, € HOTO 3JaTHICTh BIUIMBATH HA XapaKTe-
PUCTHKH CTIaJIaXy Ta TOPiHHS KOMIIO3MTIB 13 iHIIMMH IMOJTIMEPHUMHU KOMIIOHEHTaMU [22—
24].

HadimomupeHimuii METOI0 CHHTE3Y mojianitiny [1-4] i KOMIIO3UTHHUX MaTepiantiB Ha
OCHOBI nojianiiHy Ta neinronosu (Llen/ITAH) € XiMiuHe OKMCHEHHS aHUTiHY (AH) pI3HUMH
OKHMCHUKaMHU TOJIOBHO B BOJHHMX PO3YHMHAX PI3HUX KHCJIOT 32 HASBHOCTI enrono3u [10—
18]. ¥ mpoueci cuHTE3y yTBOPIOIOTHCS JONOBAHI IMOJIAHUIIHOBI IIApW HA IOBEPXHI
Mikpo- Ta HaHodiopw [len. CHHTE3 KOMITO3UTIB METOJIOM i7 Sit Ma€ BayKJIMBE IPAKTHIHE
3Ha4YCHHs. AJDKE 1€ 3HAYHO CIPOIIye CrIocoOu moeaHanHs BiaactuBocteit Len ta [TAH, a
B IMJICYMKY YTBOPIOIOTHCS HOBI KOMITO3UTHI MaTepiaiy 3 MIKaBUMH (i3HKO-XiMITHUMHU
BJIACTHBOCTSIMH.

EdexruBnicts ocamkenns [TAH Ha moBepxHio Llenm 3amexuTh Big BHOOPY yMOB
NPOBEJCHHS peakiii OKHUCHEHHS AH, NPUPOJM KHCIOTH—IONAHTa, TIPUPOIN OKHCHUKA,
CITIBBiTHOIIICHHSI KOHIICHTpAIliii MOHOMEP/OKHCHHUK 1 CITIBBITHOIIIEHHS Mac MOHOMEp/T1e-
JIF0JIO3a, TEMIIEPAaTypHU CHHTE3Y, CTYIEHsS IHUCIEPCHOCTI Ta IONEPEAHBOI IiJIrOTOBKH
noBepxHi I{en. BukopucTaHHs SK JOMAHTIB OPraHiYHUX KHCIOT 3 Pi3HOIO KiIBKICTIO
KapOOKCHJIBHHX IPYIl Y IXHIX MOJIEKyJIax IIOCHIIIOE XIMIYHY CIIOPiIHEHICTh KOMIIOHEHTIB
B kKommo3uTHUX Matepianax Llen/ITAn. CunTte3 kommno3utiB [TAH 3 MikpodiOpHISIpHOIO
Len y po3umnHax ¢opMmiaTHOI, aleTaTHOI Ta IMTPATHOI KUCIOT 1 JOCIHIKCHHS IXHIX
BJIACTHUBOCTEH, 30KpeMa TEPMITHIX € TEMOIO IIFOTO JOCHTiHKEHHS.
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2. PeakTuBU, MaTepiajan Ta METOAUKH J0CITiTKeHHS

2.1. PeakTHBH Ta MaTepiajau

Jlist cuHTE31B MOMiaHiaiHy Ta KOMITO3HTIB 1eirono3a/momaninin (Lea/ITAH) Mu Bu-
KOPHMCTOBYBAJIM TaKi PEaKTUBM: aHUIIH, aMOHIM nepokcoaucyibdar (NHy)2S,0s (AIIC),
BupoOHuK Aldrich, dbopmiaTHy, ameraTtHy, LUTPATHY KHCJIOTH, Ta CyMiln MikpodiOpu-
JIIPHHX IIEJII0JIO3, a caMe: Liearoi103a Topriseiasnol Mapku (TM) Linters, momen 1 290 um,
B s3kicTh 37 050 mlla-c, crymins nomimepuzaiii 2 050, supoounk ADM, CIIIA Ta asa
3pasku nemoao3n TM Biofloc (HV+MYV), momen 1290 3 B’s3kictio 24 700 mIlac i
10 530 mlla:c ta crymemsmu nomimepmsarii 1400 1 1150, BiAHmOBiAHO, BHUPOOHMK
Tembec, Canada, 3a macoBoro cmiBBigHOImEeHHS (B %) 50,0 : 37,5 : 12,5. SIk pOo3UMHHUK
BHUKOPUCTOBYBAIIU TUCTHIBOBAHY BOIY.

2.2. Metoauka cunte3y ITAn

HaBaxky An (1 1) pozunnsiim B 80 mur 0,5 M BogHOMY po3umHi (opMiaTHOI abo
aneratHoi, abo nurparHoi kucnot. 2,67 r AIIC tex pozunssutu B 20 mut 0,5 M po3uuHiB
TepesiyeHnx KUCIoT. Brpoaosxk roauHu 10 po3unHy AH npukamyBain po3dud ATIC ta
nepeMinryBaiay e roguny. OTpuMaHy CycIieH3110 3anuiaiy Ha 24 roa, BiaQiibTpoBy-
Balli Ta MpoMHUBaNM Ha jiini broxaepa 400 My TUCTHUIIBEOBAHOT BOIM O HEHUTpaIbHOL
peakuii GpinbTpaTy 3a I0MOMOTr0OI0 BOAOCTPYMEHEBOI IOMITH 1 KosiOu byH3eHa.

2.3. Meroanka cunTe3y komno3utis Ilea/IIAn

st cuntesy 3paskiB komnosutiB Len/IIAH HaBaxky AH (1 r) pozunHsii B 80 M
0,5 M posunny ¢opmiaTtHOi, a00 areraTHoi, a00 MUTPATHOI KUCIIOT, a HaBaxkKy AIIC
(2,67 1) pozunnsu B 20 mut 0,5 M po3umHiB 3a3HaYEHUX KHUCIOT. [0 po3unHy aHUIIHY
nmomaBanmu 11 Ilenm i 3a TOMOMOTOI0 MEXaHIYHOI MIMIAJKK TMEPEMIITyBaIH BIIPOIOBK
TOAMHHM, TIOTIM BIPOJOBX JPYyroi roauHy npukamysainu pozunH AIIC i mepemimrysann
me roauny. Kommosutu Len/ITAH npoMuBamy Ta BUAUTSIIA 5K 1 [TAH.

2.4. MeToauka miaroToBKu 3pa3KkiB Al T0CiAxKeHb

CuHTe30BaHI 3pa3Ky CyIIWIN y BakyyMHii madi 3a remneparypu 50 °C 1 3pimpkeHHi
0,9 kG cM2, noapibHoBany i gocmimkysamd. Otpumani 3pasku I1AH i Len/TIAn Oynn
JIOTIOBAaHUMHU B NPOLIEC] CHHTE3Y 1 MaJIM TEMHO-3€JIeHE 3a0apBIICHHS.

2.5. MeToau A0C/IiIKeHb BJIaCTUBOCTEl 3pa3KiB

TepmiuHni aHATI3 MOPOMIKOMOAIOHUX 3pa3KiB BUKOHYBAJIM 32 JIOIIOMOTOIO JIepHBa-
torpada mapku Q 1500-D (MOM, VYropiwmHa) B TemiepatyprHomy intepsami 20—-900 °C
31 mBHUIKicTIO HarpiBanHsA 10 rpam/xB B atMocdepi noBitps. Turiai kKopyHAOBI, eTaloH
Al,O;3. Maca 3paska cranoBwia 100 mr. Tepmiunuii aHami3 3paskiB NPOBOAWIN Iij
KBapIIOBOIO CKIITHKOI0. Ha mifcraBi TOCTiKeHb OTPUMYBAIIN JIepUBATOTpaMH, Ha SKAX
300paX€HO TpHM KpHBI, a came KpuBYy TepmoprpasiMerpuynoro asanmizy (TI), xpusy
nudepeHmiansHoro TepMorpasiMerpuaHoro ananizy (JTI) i kpuBy audepeHItiaabHOTO
TepMmivHoro ananizy (JTA).

[n¢pauepBonuii ciexTpanpHuii anaiis i3 @yp’e neperBopennsiM (IY—DIT) nmposoaum
3a joromoroto criekrpodoromerpa mapku NICOLET IS 10 ATR y nianaszoni 4 000—
650 cM™' 3 KpOKOM CKaHyBaHHS 4 cM ™', po3/iibya 30aTHICTE 0,5, KIIBKICTh CKaHyBaHb 32.

EnexTponpoBiaHICTh TabNCTOBAHKUX 3pa3KiB BH3HAYAIM 32 METOJMKOW [25]. Busna-
YeHHsI OTopy MpoBoavIH 10-TH pa30BUM BUMIiPIOBAHHSIM OIOPIB 3pa3KiB 3a JTOTIOMOTOIO
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npuiaxy mapku Rigol DM 3 068.

3. Pe3ysabTaTH Ta 00rOBOpEHHS

Tepmiunuii ananiz [TAH 1 KOMIIO3UTIB Ha Or0 OCHOBI € Jy)K€ CKJIQJHUM 3aBJIaHHSIM.
3a3BHyail Horo CIpOIYIOTh, PO3TIISAOM TiJIBKH TPHOX OCHOBHHUX cTaii 3a T -kpuBumMu
3MiHHM MacH, iHKosu BukopucToBytoTh kpuBi ATT i pinme JITA un xpuBi nudepeHiiaib-
HOI CKaHyI040i KaJlopuMeTpii. [HOI MPOBOIATH MaCcCIIEKTPOMETPHUYHUI aHaIi3 MPOAYKTIiB
TepmoaecTpykuii 3paskiB [TAH 1 xommosuriB [21, 26], mo nae 3MOry OIZHO3HAYHO
CTBEP/KYBATH TPO TepeOir Tiel uu iHmoi ctamii. I Bu3HauYeHHS TeMIepaTypHUX MEX
CTaJiii BUKOPHCTOBYIOTH JIBa MiJXOH — 38 TOYKaMH IIEPETHHY NOTHYHUX [27] (IuB. puc.
1, a) abo 3a minimymamu JITT-kpuBHX, TOOTO AUISHOK KPWUBUX OIM3BKHX 10 0a30BOi
minii [21]. Jdpyruit migxin Oinbin edpexTuBHIMMA. ToUYkn NepeTHHy TOTUYHHUX 3HAXOASTh
3a TeMIepaTypu BHIIOI 3a Temmeparypy MiHimymy JITT-kpuBoi. OgHaK 1Jis 1eTaTbHOTO
ananizy TI'-kpuBUX pOUIIBHILIE TIOEJHIOBATH L IBa MiAX0H TOMY, L0, SIK BUIHO 3 PHUC.
1, BuzHauuTH 3a 3aranbHUM BUTIAAOM JITT-kpuBOi MeXy MK JPYrolo i TPEeThOIO
CTaJI€I0 JIETIIE 1 TOYHIIIE 32 TOYKOIO NEPETUHY JAOTUYHHUX, HAPUKIAM, TOUKA IEPETHHY
TiHIA 41 5.

Ha puc. 1 6aunmo TI'-, ATT- i ATA-kpusi 3paskiB ITAH, oTpuMaHMX Yy BOAHHUX
po3unHax (opmiataoi (ITAH-DK), ameratHoi (ITAH-AK) Ta murpartHoi kxucior (ITAH-
1K), BigmoBimHo. ExcriepuMeHTa bHI JaHI OTpUMaHi MiJ 9ac aHali3y MpeCTaBJICHI y
BUTJISAI KPUBUX, NOOY/NOBaHUX y BIANOBIAHUX KoopauHaTax (muB. puc. 1). s mosic-
HEHHSI METOAVKH OTPAIIOBaHHS JaHWX HA pUC. 1, @ IPOBEACHI BiAMOBIIHI TOTHYHI /06,
3a TOYKaMH{ NEPETUHY SKUX BU3HAYAIM TEMIIEpaTypH I0YaTKy Ta 3aBEpILUECHHS IpOLEecy,
a TakoX BTpaTty Macu (Am, %) BIPOTOBX BiMOBINHOI cTafii, a goTruHi 7 1 § € 6a30BUMHU
ninissmu JITT- Ta AT A-kpuBUX, BIAIOBIIHO.

Amnani3 TI-kpuBux 3paskiB [IAH-KHCIIOTa-I0MAHT 3aCBiMYYeE, IO i Yac HarpiBaHHS
BiIOYBaIOThCS CKJIAJIHI MPOIIECH, SKi CYIPOBOIKYIOTBCS CTaliiHUM 3MEHIICHHS IXHBOT
MAacH 3aBJISIKM HACTYITHHM TIpoLiecaM: Ha TIepIii cTajii BUMApOBYEThCS (Di3MUHO 3B’ s3aHA
(ancopboBana Boja); Ha JApYrid — BiIOyBaeTbCs BTpaTa JOMAHTY, MPOLEC 3IIMBAHHS
MaKpOMOJIEKYJT 1 TI0YaTOK TEPMOOKHUCHIOBAIBHOI CTPYKTYPHOI JIECTPYKIIT MAaKpOMOJIEKYIT
ITAH i Ha TperTiii — TepMOOKHCHIOBaIbHA JlecTpyKList [IAH, sika CynpOBOJIKYETHCS BUIIA-
POBYBaHHSIM JIETKUX TPOAYKTIB [26] kapOoHi3ali€lo Ta TOPIHHAM TBEPIUX YU OCMO-
JICHUX TPOAYKTIB nectpykuii (auB. puc. 1 1 Tabm. 1). Hainpocrimoro aist aHamizy €
nepma crafis. Jpyra i Tpets ctaii ckiagHi A aHami3y, 10 OB’ A3aH0 3 TapajieIbHAM
nepebirom MeKiIbpKoX pisHUX mpouecis [21, 26, 28-30]. TI'-kpuBi TepMOOKHCHIOBAIBHOT
nectpykuii [TAH B Mexax Apyroi i TpeThoi cTafiit moaioHi 10 HaBeneHux y [31-33].

MiX HepIoro i Ipyroo CTaii€lo MPOCTEXYEThCsS HE3HAYHA BTpaTa MacH 3pasKaMu
(Am=~2,5 %), BoHa € Oinbl BupaxkeHoio B 3pasky ITAH-LIK (Am=15,8 %) (nuB.
puc. 1, 6) 1 BiINOBiAa€ BUAAIECHHIO 3AJIWILKIB BOJAM Pa3oM i3 HE3HAYHOI KUIBKICTIO
KHCIIOT-IONAaHTiB [34]. Pe3ynpTaTul ompaiioBaHHA MUISHKH MiX TEPIIOD 1 JPYroro
CTaJisIMU 3amucaHo B Tabia. 1 B 3B’3Ky 3 TuM, 1m0 Ha JITA-KpuBUX HasBHUH €HIOTEp-
MiyHUH MiHIMyM 3a ~220 °C, skuii oB’si3anui 3 wi€to ainsHkoro TI-kpuBoi. Sk BUIHO 3
TT-kpuBHX, Apyra cTalis MEepeXoJUTh B TPETIO 0€3 YiTKOro BUPAXKEHHS CTaAIHHOCTI Ha
JTT-kpuBuX, 10 3yMOBJICHO HaKJIaJaHHSIM JEKiTbKOX MapayenbHux mporeci. Ha TT-
kpuBux 3paskiB ITAH-®DK, ITAH-AK i ITAH-LIK npocrexyerbcsi nepervH (IepeTHH
notnyHMX 4 1 5, Ha puc. 1 6 1 6 He 300paxxennit) 3a Temneparyp ~510 °C, ~508 °C i
~530 °C, BinmoBigHo (mmB. puc. 1).
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Bimomo, mo TemmnepaTypa aecTpyKiii HeaonoBaHoro [TAH — eMepabJUHOBOI OCHOBH
B atMoc(epi moBiTps posmounHaeTbes 3a 1= ~400 °C (mik ma JTI-kpusiii 3a 440 °C)
[35, 36], Toxi sik po3knaxa gonoanoro [TAH posnounHaeTbes 3a 7= ~290 °C. OuyeBunHoO,
1110 IONIAHT BIUIMBAE Ha npouec aectpykuii [TAH.

[IBunkocTi BUuganeHHs Boau 3pa3kamu [TAH Ha meprriit cTanii € mpuOIM3HO OJHAKO-
BUMH (AMB. TaOJ. 2), a MIBUIKOCTI JECTPYKLil Ha Apyrii i TpeTiit craxii € pi3Hi (1uB.
tabn. 2). Sk Buano 3 puc. 1, Bci JJTT-kpusi micist nepioro mMinimymy 3a 7= ~80 °C He
BUXOJSTh Ha piBeHb 0a30Boi JiHil (nuB. puc. 1,a, domuuna 7), WO 3acBigdye 1po
MTOYATOK 1 YaCTKOBE HAKJIAJAHHS 1HIIOTO TPOIECY BTPATH MacH Ha TONEpenHid (IuB.
puc. 1) [37]. llle OimpIa HETOCSKHICTH 0a30BOI JIHIT MPOCTEKYETHCS MK IPYroMO 1
TPETHOIO CTaAisIMU TepMoecTpyKkiii [TAH moaibHo, sk 1 B neskux npangx [21, 37, 38],
OJIHAK aBTOpH iX He aHai3ytoTh. ITA-KpuUBi BCiX TPHOX 3pa3KiB MOIOHI €K30TEPMIYHUMHU
kpuBnMu B Mexax 20-800 °C (muB. puc. 1) 3 4iTKO BHpaXEHUMH EHIAOTESPMITHUMU
MiHiMyMamu 3a ~80 °C, siki 3yMOBJICHI BUTIapOBYBaHHAM BOJH, 3a ~235 °C — BUMApOBY-
BaHHSM KHCJIOT-JIOTIAHTIB 1 JISTKUX MPOAYKTIB 3i cknany [TAH, IIMPOKUM €K30TEPMITHIM
MaKCUMyMOM y Mexax ~240-525 °C, 3yMOBJICHUM TPOLIECAMH 3IIUBaHHSI B MaKpOMOJIe-
kynax [TAH 3aBISKH 3’€THAHHS JBOX CYCIIHIX XiHOITHUX 1 OEH3EHOIMHUX Kijerb [34] Ta
TEPMOOKHCHIOBATEHUMHU TpoLiecamu MoB’si3anuMu 3 [TAH [39], a Takok eHAOTEPMIYHUM
MiHIMyMOM 3a ~525°C 3yMOBJIICHMM BUIIapOBYBAaHHSM HPOAYKTIB aecTpykuii ITAH.
®opma ITA mika B Mexax ~240-525°C moxe OyTH 3yMOBJIEHa MaJMM BMICTOM
MIOBITPS, a BiAMOBIMHO 1 KKCHIO B 30HI peakmii. [Toxi6nicte TI'-, ATT- i JITA-kpuBux
tepmivHoro ananizy [TAu-OK, I[TAx AK ta [TAB-1IK 3acBiguye iICHTUYHICTH MPOLIECIB,
SIKi BiTOYBalOThCS Yy pasi HarpiBaHHS 3pa3KiB.

Brpara macu 3pazkom ITAH-1IK BinOyBaeTbcs A€o NO—iHIIOMY OCOOJIMBO B MEXax
~40 —202 °C. 3 puc. 1, 6 6baunmo, mo mouyaTkoBa BTpara macu (Am =4,3 %) BinOyBa-
ethes Bim ~40 mo ~118 °C i onmcyetbes minimymoMm Ha JITT -kpusiii 3a 88,6 °C, i BinOy-
Ba€eThCS 3aBAAKH BHIaNEeHHIO Bosiord 3 [TAH. HeBenuka momaTkoBa BTpaTa MacH, a came
3,2 % Bix 118 no 202 °C Tta minimym Ha AT -kpuBiit 3a 156,2 °C 3acBinuye, 110 3pa3ok
ITAH BTpauae Macy TOJIOBHO 3aBISIKH po3kiany momnanty — LK Ta sumapoByBanHio H,O,
SIK T1ipaTHOT 000JIOHKH 10HIB KucnoTu. Bixg ~202 °C BinOyBaeThcsl He3HAUHA BTpaTa Macu
3aBISIKM JIETKUM nponykram y ckiani [TAH mo 270 °C i Bin wiei temmepaTypu 3pa3ok
[MAs-IIK nmounnae aktuBHO BTpagaté Macy (Am = 90,1 %) ax mo 850 °C (gus. puc. 1, 6
i Tabn. 1). i aBi ocTtaHHi cTajil BIANOBIIAIOTH MpOLEcaM, sIKi OB’ s3aHi 3 AECTPYKIIEKO
ITAH i BinOyBaroThCs 3 PI3HUMHU IIBHIKOCTSAMHU TOAIOHO sk 1 ans 3paskiB [TAH-OK i
IMTAH-AK (nuB. Tabxn. 2). Busnaueni 3a Haxmwiamu TI-KpUBHUX LIBHIKOCTI BTPAaTH MacH
BIIPOJIOBX JIBOX OCTAHHIX CTaJliii HaBeACHO B Ta0. 2.

3 puc. 2 6aunmo, mo TI'-, ITA-, JTT-kpusi komnosuriB L{en/[IAH, oTpumaHux y
BoaHmx po3unHax ¢opmiatHoi (Len/TIAH-DK), aneratHoi (Len/TIAH-AK) Ta nuTparHoi
kuciot (Len/TTAn-LIK), BiAMOBiqHO, MPAKTUYHO iA€HTHYHI. TOYKM NepeTHHY AOTHYHUX
JiHIA /-8 BIAMOBIAAIOTH TOYATKY a00 3aBEPIICHHIO TIEBHOI CTaii BTpATH MacH 3pa3KaMH
koMno3uTiB. Jlotuuni niuii 2, 4, 5, 6, 7 1 8 no ginsHok TI-kpHUBOT NMPakTHYHO BiAIMOBI-
AIOTHh CTaJAisM BTPAaTH Macd 3pa3kaMy, 3yMOBJICHHMH BIUTMBOM TEMIIEPaTypH HArpiBY.
Sk BUIHO 3 pHcC. 2, BTpaTa Macu 3pa3kaMH KOMIIO3HTIB € 0araTtocTaIiifHUM MpPOLIECOM.
[epmra cramis BinOyBaeThesa B Mexkax ~40—120 °C (Am = ~6,0 %), OSICHIOEThCSI BHA-
nennsm Bojoru (H,O), amcopOoBanoi B koMIo3uTi; apyra — B mexax ~180-265 °C
(Am =18,3 %) 3ymoBneHa tepmomecTpykuieto Llen y wommoswmti [13, 21]; Tpers — B
Mexax ~265— 347 °C (Am = 9,3 %) 3yMOBII€Ha NPOJIOBXKEHHSIM OKHCHIOBaJIbHOI TEPMO-
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nectpykii Le, npomecamu 3mmBanHsA [34] 1 mogaTtkoM poskiany I1AH [26], HaneceHOTO
Ha roBepxHio Mikpodiopwi Llen, yverBepra B Mexax ~347-445 °C (Am = 19,8 %) 3ymoB-
JieHa TepMoaecTpykKiiero came [TAH 1 mpoaykTiB Horo poskmany [13, 21, 26] i m’ara B
Mexax 445-690 °C (Am = 19,8 %) € mpoNOBXKEHHSIM YCETBEPTOi CTamii i BiAMOBigae
3aBepIIeHHIO po3kiany I1AH i TBRepaAUX (OCMOJIEHHX) MIPOAYKTIB HOTO pO3KIaTy.

Ex3oTepMmiuHi ITikM TEpMOOKHCHIOBaJIbHOI AecTpykuii 3paskiB Llen/[IAn-opraniuna
kuciora Ha JITA-kpuBHX momiOHI MiX CO0OI0, OJHAK BOHHU BiIPi3HSIOTHCS BiX IIKiB
nectpykuii 3paskiB I[TAH HasBHiCTIO MiHIMyMy 3a 346,9 °C (ouB. puc. 1) 1 TxHi Mexi
3MmimeHi B Oik Hmwk4mx temmepaTtyp 1o ~220-500 °C (muB. puc. 2). OdeBumHO, IO
BigminHicTs Mix TT-, JITT- Ta ATA-kpuBuMH 3yMOBIIeHa HASBHICTIO B CKJIaJi 3pa3KiB
Hen. ¥V mexax ~260-370 °C minsaku I TA-KpuBHUX pi3Hi, IO MATBEPIKYE MPO NEAKY
BiAMiHHICTB Y Tepmoaectpykuii Llen i [TAH B ux mMexax Temreparyp.

3 puc. 3 6aunmo, o TT'-, ATA-, AT -xpusi 3pa3ka Llein, 3a HaIBHOCTI KO CHHTE-
syBanmu komno3utH Llen/ITAH. HeBennka Brpara macu 4,4 % 3paskom yuctoi Llen Ha
nepmriii crazii 7o 130°C ronoBHO MOB’si3aHa 3 BUAajdeHHsM Boau [21]. B mexax Bix 130
1o ~250 °C BinOyBaeTbcs He3HauHa BTpara Macu (Am = 1,2 %) 3pazkom Llen, mo mMoxe
OyTH 3yMOBJICHO TaKO BHIUICHHSIM BOJIH, SIKa € TIOMDXK HaHO-(iOpHIaMu, sIKi yITakoBaHi B
Mikpodioprmm e
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Puc. 2. TT-, ATA- i AT -xpuBi 3pa3kiB:
a — [en/TTAH-OK; 6 — Len/TTAH-AK; B — Lea/TTAB-TTK.

Fig. 2. TG-, DTA- and DTG-curves of samples:
a— Cel/PAn-FA; b — Cel/PAn-AA and ¢ — Cel/PAn-.
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Fig. 3. TG-, DTA- and DTG-curves of pure Cel sample.

o

TepmookucHIoBanbHa AecTpykuis Llen, BU3HaueHa 3a TOYKOIO MEPETHHY AOTHYHUX
npoBeneHux 1m0 TI'-kpuBoi, posmounHaeThes 3a ~277 °C BimOyBaeThes y TPU CTamii i
CYNPOBOKYETHCSI BTpaTol0 Macu: B Mexax I =200-345°C (Am = 62,6 %); B Mexax
T=345-440°C (Am=8,0%) i B mexax 440-564°C (Am=22,5%). 3amumox
craHoBuTh 2,5 %. Sk 3’scyBamm aBtopu [21], B mpoueci mectpykuii Llen Ha apyrii
cranii Buninsgerbes HyO ta CO; 1 Ha Tpetiit crazii Tinbku CO,. Onnak H>O i CO; Bumi-
JSIEThCS TAKOX y Mexax ~250-490 °C [21]. OcHoBHa cTajis mpolecy TepMOASCTPYKIIT
en ommcyeThest roctpum mikom Ha JITT-kpugiii 3a 316,6 °C. HasBHICTh TpeThOi cTamii
TepmonecTpykmii Ilen minTBepmkyroTh nBa ek3orepMmidni miku JTA-kpuBoi B Mexax
~340-420 °C noxibHo six y mpai [40].

[TouaTok TEPMOOKHCHIOBAJILHOI IECTPYKIIii KOMITO3UTIB PO3MOYNHAETHCS 3 TECTPYKITii
Len [21] (apyra cranist auB. puc. 2) 3a ~210 °C, mo Ha ~100 °C, HIKYe, HIK JECTPYyK-
mist aucroi Len (nuB. puc. 3). 3arasoM TepMOAESCTPYKITisi KOMITO3UTIB 3MIIIY€EThCS B OiK
MEHIIINX TeMIepaTyp noaioHo sk 1 nectpykuis Llen. Tperst cranist nectpykuii KOMIIO3UTIB
CKIIaZHa ¥ OXOIUTIOE TIPOJOBXKEHHS NecTpyKIlii Llenm i mporecu 3yMOBIIEHI 3 MOYaTKOM
TEPMOOKHCHIOBaNIbHOT aecTpykuii ITAH, Hampukian, crTpykrypHa pectpykuis [40].
OcraHHill etam BTpaTH MacH MPOCTEXYEThCs mpuomm3Ho Big 480 mo 690 °C i BimOy-
BAEThCSI B PE3YJIBTATI TEPMOOKHMCHIOBaJIBbHOI pecTpyKuii ITAH 1 HeJeTKHX NpPOIYKTIiB
Horo po3kiany. Sk BUAHO, TepMidHa CTaOIIBHICTD L[ea MOMITHO 3MEHIIYETHCS 3aBISIKA
HaHeceHOro Ha Mikpodiopwm wapy ITAH. Pe3ynbrarty, siKi MU OTPUMAaIIH, y3TOKYIOTHCS
3 pe3ynbratamu [21].

Makcumymu Ha JITA- ta minimymu Ha JITT-kpuBux (amB. puc. 2) ne aBa pi3Hi
TIPOIIECH, 3YMOBJICHI cuHepridHuM edektom mnoeaHanas llem i [TAH B kommo3uTax
Len/TTAH-opraHiuHa KUCJIOTa Ha iXHIO TEPMIYHY CTIHKiCTh. BIUNIMB OpraHiuHMX KHCIIOT
Ha TepMiuHy cTilikicTh 3pa3kiB [1AH i [len/[TAH He3HAUHMIA.

Sk BugHo 3 puc. 1 1 2, Bei ATI-kpuBi micias MiHIMyMy He BHXOISTH Ha piBEHb
6azoBoi miHil (nuB. puc. 1, @), MO CBIAYATH TPO HAKIANAHHSA HACTYITHOTO MPOIIECY
BTpaTH MacH Ha nonepenHid (auB. puc. 1 i1 2). He3naunuii naxun TI-kpuBHX 3paskiB
ITAH, a Takox Len/TTAH-®OK i [{en/TTAH-AK B Mmexax ~110 — 200 °C mosxe BianoBigatu
BUIIAPOBYBAaHHIO KpiM BOAM 3 TiIpaTHUX OOOJIOHOK 10HIB KHCJIOT—IONAHTIB Ta 3
MDK(QIOpHIEHUX MPOCTOPIB, TAKOXK YaCTKOBOMY BUITAPOBYBAHHIO KHUCIIOT-IOTIAHTIB, SIKi
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€ JNeTKUMHU crioyiykamu Ha BigMiny Big LK, sxa 3a 3BH9alilHUX YMOB € KPHCTaJIigHOIO
pedoBuHOIO cTabinpHO0 10 ~153 °C. [ns kommo3uty llen/ITAH-IIK BnactuBa BTpaTa
macu 3,8 % B mexax —40—120 °C. IMoxibui pe3ynbraTé MOXHA CIOCTEpiraT i it
[TAH, nomoBanoro @K ta AK. s 3py4HOCTI aHami3y pe3ynbTaT mojai B Tabm. |
nonapHo ITAn-kucnoTa ta Llen/IIAun-Bianosigna kucnora. CymapHa BTpata Macu Anicyy
3pa3kaMu CTaHOBUTH ~98—99 % (nuB. Tabi. 1), 3amumok — 1,5-2,2 %.

Tabauys 1
Pe3yabTaTu aHami3y JepuBaTOrpaM A0CIiIKYBaHUX 3pa3KiB
Table 1
Results of the analysis of studied samples derivatograms
JATA-kpusi JATI -xpusi Am
i B OCHOBHHUX
mika 1 1,0°,°C +0,5°,°C +0,5,°%
77,5 €HJI0 39-178 76,5 5,9
AR DK 2274 engo* - - 2,4
451,1 €K30 178-536 340,1 39,5
535,6 €HJI0 536-795 610,3 50,0
Ameyn 97,8
3anumok 2,2
72,8 €HII0 34-110 73,0 6,0
—* - 110-180 - 2,6
216,4 €HJI0 181-265 227,6 18,3
Hen/TIAE-OK 309,3 €K30 265-347 - 9,3
347,0 €HJI0 347-445 - 19,8
422,0 €K30 445-540 503,0 -
508,2 €HJI0 540-670 573,3 42,0
Anicym 98,0
auniok 2,0
79,0 €HI0 33-165 80,1 7,3
2323 €HJI0 166-237 205,0 2,7
MAn-AK 433,0 exs0 239-515 334,1 373
550,0 €HJI0 526-790 6233 51,2
Amicyn 98,5
3aumok 1,5
68,8 €HJII0 40-120 69,0 5,4
—* - 120-196 - 1,1
227,2 €HJI0 196-260 229.,4 17,3
Len/TIAE—AK 313,7 €K30 260-350 314,2 12,8
3493 eH1o* - - -
404,8 eK30* - - 18,9
499,3 €HJI0 340-500 500,0 42,4
Amcyn 97,9
3anumok 2,1




TEPMIUHUI AHAJII3 TIOJITAHIIIHY TA KOMITO3UTIB IEJIFOJIO3A/TIOJIIAHUIIH, CUHTE3OBAHHUX....

161

3axinuenns maon. 1

JATA-kpusi JATI -xpusi Am
; B OCHOBHHUX
3pa30K TniKaiO,S °oC npn‘poz{a Tel\qh/{cl:lff)iflﬁlil Thika CTaZLiSIX
miKa +1,0°,°C +0,5°,°C +0,5,°%
88,6 eHJI0 36-118 89,0 43
156,2 eHJI0 118-203 156,2 3,2
MMAs-IIK 228,0 eHI0 204-275 230,1 2,6
4349 €K30 275-541 435,0 35,0
591,0 eHJI0 541-800 6123 52,2
Amcyn 97,3
3anumok 2,7
76,7 eHJI0 42-122 77,4 3,8
155,0 €HJIO 122-172 156,0 2,4
212,0 SHJIO 205-247 2283 18,8
Lea/MAr-LIK 2983 ex30 247-343 - 20,2
432,2 €K30 343-465 - 17,4
496,3 €HJIO 432-675 523,1 36,3
Amicyn 98,9
3anuiok 1,1
66,1 CHJI0 30-130 66,0 4,4
Ten** 316,2 €K30 250-345 316,6 62,6
353,8 €K30 345-420 — 8,0
500,3 €K30 345-560 500,1 22,5
Amicyn 97,5
3anniok 2,5
IMpumitka:

*[Tiku va ATT -kpuBiii He mpocTexyroThes; ** ex30 mik 3a 386,6 °C B Tabin. | He 3a3Ha4YCHHUI.

IIBnaxocTi BiTHOCHOT BTpaTa MacH (®n) 3paskamu ITAH-opraniuna kuc/aorTa
HA Pi3HHUX CTaifgX TepMoaecTPyKuil

The rate of relative mass loss (®,) by PAn-organic acid samples
at different stages of thermal decomposition

Tabauys 2

Table 2

3pasox om £ 0,05, %/xB
1 cramist | 2 cramist | 3 cranmist
ITAu-OK 0,91 1,43 1,73
IMAH-AK 0,77 1,20 2,13
ITAu-1IK 0,58 1,23 1,62

Ham3euuaitno mami BTpatét Macu 1o ~3,0 % 3paskamu [TAH i Len/IIAH B Mexax
~120-209 °C cBinuath, 110 3pa3Ky BHIIAPOBYIOTH 3aJIMIIKOBY Boay, yactkoBo ®OK, AK,
sk gormaHTH Ta HySO4, sk 3anmmmky nponykty BigHOoBIeHHS AIIC.

3a pesynbTatamu onpairoBanas TI'-KpUBUX MU BH3HAYMIU IBHIKOCTI BTPATH Macu
JIOCITIHPKYBAaHUMH 3pa3KaMH B OCHOBHHX CTalisX JECTPYKIII 3pa3kiB (quB. Tadm. 2 i 3).
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Sk BUOHO 3 TaOJ. 2, MIBUAKICTh BHITAPOBYBAHHS BOJM Ha TEPIIiN CTalii € HAWHIKIOO
1t 3paska [TAB-11K, mo oueBHIHO 3yMOBICHO BUILUM CTYIIEHEM 3B’ 3yBaHHS MOJIEKYJI
H,0 kap6oxcmipaumu rpynamu 1K, Hwwkdoro Takok € IMBHAKICTh BTpAaTH Macd Ha
Tperiii cranmii nmectpykuii 3paska ITAH-IIK, mo Moxxe OyTu 3yMOBIEHO OUIBIIONO
KIUTBKICTIO BOJHEBUX 3B’SI3KiB MK Makpomosekynamu [TAH, chopMOBaHUX y Tpoleci
CHUHTE3Y.

Sk BUAHO 3 MaHWX TaON. 2 1 3, TEHACHIlS 3MEHIICHHS IBHIKOCTI BTpaTH Boau (1
CTajisl) MPOCTESIKYETHCS 1 ISl 3pa3KiB KOMITO3UTIB. HaliMeHIa mBUAKICTh BTPATH BOIH
BracTtuBa g 3paska Len/TTAn-ITIK (quB. Tadm. 3).

[IBuAKICTE BTpaTH Macu 3pa3KaMH KOMIIO3HTIB IIiJ] 4aC YETBEPTOI CTaIil TepMO-
nectpyknii HaBuma s [en/TTAB-1IK, ogHak mBUAKICTE BTpATH MacH ITUM 3pa3KoM
miJ 9ac 1’AToi CTalii € HAMEHIIOK cepe] KOMIO3UTIB NoAioHo m0 3paska [TAH-IIK
(muB. Tabm. 2).

[IIBunkicTs BTpaTM MacH KOMIIO3UTAaMH, 3yMOBJIEHa TepMmoaecTpykuieto Ilei,
NpUOIU3HO B YOTHPH Pa3d MEHIIA 3a BTpaTy Macu 3paskoMm llem (mumB. Tabm. 3), mo
MOJKE CBIIYHUTHU MPO HASBHICTH Mixk(hazoBoi B3aemoii Mixk Llen ta [TAH. JI1s BUSBICHHS
HasBHOCTI Mik(}a30Boi B3aemoii Ta 11 mMpUPOIN MU MPOBENM CTPYKTYPHI JOCITIIHKEHHS
3pasKiB.

[4Y—@II-cniextpu 3paskiB [1AH i Llen/[IAH, cMHTE30BaHUX B PI3HUX OPraHIYHMX KUC-
noTax, a Takok Ilenm 300paxkeHo Ha puc. 4, € iIEHTHYHUMHU Ta BIAMOBITAIOTH CIIEKTPaM
HaBeJeHUM B [25, 41-43]. B cnekTpax HasBHI BC1 XapaKTepUCTHYHI CMYTH HMOTJIHMHAHHS
BIIACTMBI JUIs MoJiaHininy (auB. Tabn. 4), a came: cmyra 3a ~3 245-3 250 cm !, sky
3aYUCISAIOTh J0 PI3HUX THUIB BHYTPIIIHHOMOJICKYJISPHHX BaJCHTHHX KoiuBaHb N—H
Tpym, siKi IOB’s13aHi 3 BogHeBHM 3B’ s13koM (H-3B’s13k0M) [21, 25, 40—43]; mymutet cmyr 3a
~1 577 ta ~1 475 cm'!, ski BiAmoBigaroTh BaJleHTHHM KonmBaHHAM —C=C— XiHOHOIIHUX
(Q) 1 6enzeHoinHUX (B) Kijelb y MaKpOMOJCKYJIIPHOMY JIaHITI031, BiamoBigHo [21, 25,
40, 41]; cmyra i mieue 3a ~1 300 i ~1240 cm™!, sKi BiANOBiNAOTE BAJICHTHUM KOJUBAH-
msaM C—N i C—N** 3B’s13KiB, 5IKi € 03HAKOIO IIPOTOHOBAHOIO cTany ITAH — HassBHOCTI HOTO
eMepatbIUHOBOL coi (IuB. Tabm. 4).

Ha criekTpax KOMIO3HTIB IPOCTEXKYIOTHCS IIi K caMmi CMYTH, TUTBKH JEII0 3MIlleHi B
pi3ui 6oku. HaitGinpmre 3mimenns Bnactuse it cmyr [U-@I1-cnexrpis Len/TTAn-1IK,
10 MOKe OyTH 3yMOBJICHO BIUIMBOM KHCIIOTH-JOTIAHTA HA CTPYKTYPY MaKpOMOJIEKYIIp-
HUX JaHioriB ITAH ta nocuwieHusm H-38’s3ky Mixk QyHkuionansHuMu rpynamu Llen i
[TA#H. ITinTBepKeHHIM KOMITO3UTHOTO XapakTepy 3paskiB Ilen/I[IAH-opraHiuHa KucioTa
€ HAagBHICTb B iXHIX CIEKTpax rocTpoi cMyru 3a ~1 025 cM™, gka BiANoBigac BaleHTHUM
komuBaHHSIM C—O—C rpyn e [42].

XapakrepuctuuHi st Llen cmyru 3a (auB. puc. 4, 2 1 Ta0u. 4) B cekrpax 3pasKiB
KOMITO3UTIB (IIUB. pHC. 3, a—8) MPAKTUIHO HE MPOSBISIOTHCS 32 BUHATKOM BHCOKOIHTEH-
cuBHOi cMyrH 3a ~1 025 cM™!, MO 3yMOBIICHO €JIEKTPOMATHITHHM €KPaHyBaHHIM
MikpoBosiokoH Llen mapom ITAH [12]. [HTeHCHBHICTD CUTHANIB Bia moriauHaHHS [TAH
NepeBHILY€E IHTCHCUBHICTh CUI'HaNIB QyHKIioOHaNbHUX rpyn Llen, ocodmuo —O—H rpyn
3a ~3 440 cM ' HesBaxarouu Ha Bucokuii BMicT Ilen ~50 % y 3paskax KOMIIO3HTIB.
BigcyrHicts cmyru 3a ~3 440 cM™' migTBepIKye CHIIBHY Mik(a30By B3a€MOJII0 Mik
Makpomodiekynamu I[TAH 1 moBepxuero [len 3aBnsku H-3’s13ky [42]. XapakTepucTHIHAN
nik Llen 3a 1 021,8 cM ™! 3i 36iMbIIEHHAM KiTLKOCTI (PYHKI[IOHATBHHUX IPYI 3MIillly€ThCS B
6ik OLTPIIMX 3HA4YEHb XBHIHOBHX umcen 10 1 024,6 cm! mist ®K i AK ta 1 032,9 cm!

LK.
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Puc. 4. [U-®I1-ciexrpu 3pa3kis [TAH (kpusi /) Ta komno3suriB Len/IIAn (kpusi 2) 1onoBaHux
OK (a), AK (6) ta IIK (6). Jnst mopiBHSIHHS Ha pUCYHKY (T) HaBeieHO cnekTp Buxiguoi Ller.

Fig. 4. FTIR-spectra of the PAn (curves /) and Cel/PAn composites (curves 2) samples doped by
FA (a), AA (b) and CA (c). Spectrum of the initial Cel is presented on the figure (d) for
comparison.

Tabauys 3

IIBuaxocti BigTHOCHOI BTpaTa MacH (®.) 3paskamu Llen/IIAH-opraniuna Kucjaora
Ha Pi3HHUX CTaifgX TepMoJecTPyKuil

Table 3
Speed of relative mass loss (o) by Cel/PAn-organic acids samples
at different stages of thermal decomposition
om £ 0,05, %/xB
3pazku ; . - : .
1 crazis | 2 cTagis | 3 cragis | 4 crapis 5 crazis
Hen/TTAr-OK 0,84 3,28 1,96 1,32 2,24
Len/TTIAH-AK 0,79 3,73 2,05 1,60 1,73
Hen/TTAB-ITK 0,40 3,68 2,11 1,76 1,70
Hen 0,59 15,3 1,16 1,46 —
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Tabnuys 4
XBHIbOBI Ync/Ia (V ) XapaKTePUCTHYHHUX CMYT KOJIHBAaHb IPYII aTOMIB, inenTudikoBani
y IY—®II-cnekrpax 3pa3kisB IIAH i komno3utis Lles/ITAH-opranivyni kuciaoru
Table 4

Wave numbers (v ) of the characteristic bands for the vibrations of groups of atoms identified
in the FT-IR spectra of the samples of PAn and Cel/PAn-organic acids composites

KonuBauns rpyn atomi*
3pasku N=0=N, | N-B-N, | C-N, C—N+e | C-N¥ C—Hum
p+0,5, cm!
TTAH-OK 15573 14753 12852 12352 11175 7893
Len/TIAH-®K 1570,5 14912 1301,9 1239,0 11315 802.4
IMAH-AK 15576 1 484.,6 12870 1232,6 11175 792,5
e/ TIAH-AK 1567,6 14944 12910 12326  1131,0  800,5
TAR-1IK 1562,8 14774 12878 12397 11115 7845
Len/TIAH-1TK 1574,5 14882 1301,1 12374 11355 799,9
*[Ipumitka:

6 — BAJICHTHI, 7 — IUIOIINHI, 711 — NO3aIUTONHHHI, Q — XIHOIAHUI UK, B — OCH3CHOITHUIN UK.

30BHINIHIM BUIJIS MIMPOKOi CMyTrW TMOTIMHAHHA B Mexax 3 500—1 750 cm™! Ta 3mi-
IIEHHS XapaKTePUCTUYHOI CMYTH KOJIMBAaHb B-IMKITy 3acBiAdye Mpo HasBHICTH H-3B 513Ky
MDK Makpomosekyinamu IIAH, kuciororo-pomaHtoM 1 Mikpogiopuiaamu Llen uepes
B3aemozito Mixk N=0=N rpymamu [TAH, —C(O)OH rpynamu KucjaoTH Ta (HYHKIIIOHATb-
uumu rpynamu Len [41, 42]. llupokuii xapakrep cMyru B Mexax ~1 200-900 cm™!
OB’ SI3aHUN 3 BHCOKHM CTYICHEM NeJOoKalli3amii eNeKTPOHa, SKH JTOCITAEThCS depes
BUIMA cTymiHb okucHeHHs [TAH [40]. JlocniKeHHs eNeKTPONPOBITHUX BIACTUBOCTEH
3pa3KiB MiATBEPIIIO IXHIH JOMOBAHWH OPTaHIYHUMHU KHCJIOTAMH CTaH K eMEPaIbINHOBY
¢dopmy ITAH BinnoBigHoi kucnotu (auB. Tabim. 5).

Jnst minTBepmkeHHs ctany-gopmu [TAH y CHHTE30BaHUX 3pa3kax MH JTOCHIIHAIH
TXHIO TUTOMY €JIEKTPOIIPOBIIHICTB 1 pe3yJIbTAaTH 3aIicany 10 Taoi. 5.

Tabauys 5
Iutoma enexTpuyHa npoBiaHicTh 3pa3kiB IIAH i komnosutis Hen/IIAH
Table 5
Specific electrical conductivity of the samples of PAn and Cel/PAn composites
3pasok 0x1075, Cmxem™!
[TAH-OK 0,58
Hea/TIAn-OK 0,30
ITAH-AK 0,26
Hew/TTAH-AK 0,06
ITAB-1IK 0,17
Hew/TTAR-LIK 0,11
Hen —

HaliBumorw nHUTOMOIO eJICKTPONPOBIAHICTIO BOJOAie 3pa3ok uymctoro I[TAH-OK,
menor — [TAH-AK, 1 Haiimenmioro — [TAH-1IK, a 3pa3zok Ilen — mienekTpuk. 3MEeHIICHHS
€JIEKTPOIPOBIHOCTI KOMITO3UTIB MOPIiBHAHO 3 unuctuM [IAH 3ymoBiene BmictoM e,
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sIKa € NesKUM Oap’€poM Ha NUIAXY MPOTiKaHHS eJIeKTpoHiB. OHAK pe3yIbTaTH CBiT4aTh,
mo [IAH y 3pa3kax mepeOyBae y QoOpMi-cTaHi eMepajbIHHOBOI COJIi BiIIOBIAHOT
KHCIIOTH, SIKa 1 3yMOBITIOE €JIEKTPONPOBITHICT [TAH.

BucHoBKH

OKHUCHIOBAJILHOIO TIOJIIMEPHU3ALI€I0 aHUTIHY aMOHINNepoKcoanCcynbhaToM y BOIHUX
0,5 M poszumHax QopmiaTHOi, aneTaTHOl Ta HIUTPATHOI KUCIOT CHHTE30BAHO 3Pa3KH
NOJTIaHUIIHY Ta KOMITO3UTIB LIE€JI0JI03a/TIOTIaHIIH, B SIKUX MOJIIaHLIiH OYB JOIIOBaHUM y
Tporieci CUHTE3y. 3a pe3yabTaTaMHu TEPMIYHOTO aHai3y BHSBIICHO TPHUCTAIIHHY BTpaTy
Macu 3pa3kamu IIAH-opraHiyHa KuClOTa Ta IIATHCTaJiiHa BTpaTa MacH 3pa3kaMH
Hen/TIAH-opraHidyHa KHCIOTa 3aBIIKH JIBOM JIOJATKOBHM CTaJisiM TEPMOJECTPYKITi
LEJI0JIO3H. 32 TEPMOrpaBIMETPUYHUM aHAJII30M BHM3HAYEHO MIBMIKOCTI BTpPAaTH Mac
3pa3kaM¥ TIOJIIaHUTIHY Ta KOMITO3WTIB IIEJI0JI03a/TIOMIaHUTiH y Tpomeci mepediry mumx
CTajiifi Ta TeMmIepaTypHi MeXi CTIHKOCTI 3pa3kiB. 3’sCOBaHO, IO LENI0JI03a B
KOMIIO3UTaX TEPMOAECTPYKTYE 3a 3HAYHO HIDKYMX TEMIIepaTyp HDK 4HCTa LeJoIIo3a. 3a
JIOTIOMOT'0I0 1H(pPaYepBOHOTO CIIEKTPAILHOTO aHANII3Y BUSBWIIH, 110 M)XK KOMIIOHEHTAMH
KOMITO3UTIB HAasBHHA BOJHEBUH 3B’S30K. JIOCHIKEHHS E€JIEKTPONPOBIAHOCTI 3pa3KiB
JIOBEJIN, 110 TIOJIIaHUIIH Y HUX nepebyBae y (GopMi eMepabANHOBUX COJIEH ITOJiaHiIiHy
Ta BiJIMTOBITHUX OPTaHIYHUX KHUCIIOT.
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SUMMARY

Marta KOLODII', Oleg VERESHCHAGIN?, Mykhaylo YATSYSHYN', Oleksandr RESHETNYAK!

THERMAL ANALYSIS OF POLYANILINE AND CELLULOSE/POLYANILINE COMPOSITES,
SYNTHESIZED IN THE WATER SOLUTIONS OF ORGANIC ACIDS

'Ivan Franko National University of Lviv,
Kyryla and Mefodiya Str., 6, 79005 Lviv, Ukraine
e-mail: mykhaylo.yatsyshyn@Inu.edu.ua

2SE T yviose GmbH & Co. KG, Wiesbaden, Germany
e-mail: oleh.vereshchagin@googlemail.com

The samples of polyaniline doped by formic, acetate and citric acids (PAn-FA, PAn-AA and PAn-CA)
were synthesized by chemical oxidative polymerization of aniline using ammonium peroxodisulphate in
aqueous 0,5 M solutions of these acids. The composites of the microfibril cellulose with polyaniline doped
with abovementioned acids (Cel/PAn-FA, Cel/PAn-AA and Cel/PAn-CA) were synthesized using the same
technique.

Thermal analysis of the powder samples was investigated by using Q 1500-D derivatograph in the
temperature range of 20°C to 900°C with a heating rate of 10 degrees/min in air atmosphere. Fourier-transform
infrared spectroscopy (FTIR) was carried out using spectrophotometer NICOLET IS 10 ATR, in the
wavenumber range of 4 000 to 650 cm™' with scan-step of 4 cm™'. For establishment of resistance of the tablet
samples 10-fold measurement was performed with the assistance of Rigol DM 3 068.

Thermal properties of these samples were investigated and compared with the assistance of
thermogravimetric analysis. According to results has been established three stage of the weight loss of
polyaniline-organic acid samples and five stage of the weight loss of cellulose/polyaniline-organic acid
samples due to additional tvo stage thermal destruction of cellulose. The stages of thermo-oxidative
destruction, the temperature limits of the stages and the rate of mass loss during destruction of the samples of
polyaniline and cellulose/polyaniline composites were determined by thermal analysis method. It has been
shown that thermo-destruction of cellulose in abovementioned composites occurs at much lower temperatures
than for pure cellulose. Generally, the thermal destruction of most polyaniline samples (PAn-FA, PAn-AA) to
98-99% occurs under the temperatures to 800°C, while for the PAn-CA sample - to 850°C. The decomposition
of cellulose/polyaniline-organic acid composites completes to 650°C. According to FTIR spectra, we come to
conclusion that between the components of the composites exist H-bonding. Electrical conductivity of the
composites has shown, that they are in the state form emeraldine salts of polyaniline and abovementioned
organic acids.

Keywords: polyaniline, cellulose, organic acid, composites, thermal analysis, structure.
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