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B koHTpone npouecca oTBepXaeHUsA anokcnaHon cmonsl Mmapku 3-20 ncnonb3osanu meTo-
OVKY onpeaeneHnst B Hew cBobopHoro 6ucgerona A (B®A) ¢ nomowbio TCX B coyeTaHnm ¢ und-
poBon uBeTtomeTpuen (LLLUM). [Ons nposBneHns xpomaTtorpadpuyeckux nateH BOA npumensanu aese
LBETHbIX peakumn. o uBeTOMETPUYECKMM NapamMmeTpaM OBYX 3NEKTPOHHbIX n3o0bpakeHunin NposiB-
NEeHHbIX NATEH B LBeTOBON Moaenu RGB ctpounu nenectkosble gnarpammsl (JIA), reomeTtpudeckme
napameTpbl KOTOPbIX (Mnowaab, nepumMmeTp, PopmMa) 3aBUCAT OT NPUPOAbLI U KOHLIEHTpaUUK aHanuTa.
B nccnegosaHuax ncnonb3oBanu oTBepaUTENN aMUHHOIO TUNa — nonuatuneHnonuamud (M3MA) n
Otan—45M. ®opmanbHas KnHeTuka npespaweHnin BAA B peakLMOHHON Macce YAOBNETBOPUTENbHO
nogvMHaeTCs ypaBHEeHUI0 NepBoro nopsaka. B xoae peakuunun otsepxaeHnsa cmonesl 3-20 oTBepamn-
Tenem M3MNA npu 100 °C nepuog nonynpeBpaiieHmst BOA paseH ~ 14 MyHyTam, a npu Ucnosnb3o0Ba-
Hum Itan-45M npu 50 °C oOH cokpawaeTcs 4o ~ 6 MUHYT. KOHTpOnb OTBEPXKAEHUS OCYLLECTBNANN
Takxe metogom WNK-cnektpockonuu. OTOT MeToA NO3BOMNSET KOHTPONMPOBaTb M3MEHEHUe coaepxa-
HUS B CMOJI€ 3NOKCUAHbIX FPYMM Mo MU3MEHEHUIO OMTUYECKOW NIIOTHOCTU XapakKTEPUCTUYECKUX NONOC
(915 cm"), HO HegocTaToO4YHO adhdPEKTMBEH B KOHTpOse coaepxanus rpynn —OH deHonbHoro tuna.
[aHHble, nony4veHHble MeTogoM TCX B TaHaeme ¢ LILIM, xopowo gononHaoT VK-cnekTpockonuye-
CKYH0 MHpOpMaLnio, AEMOHCTPUPYIOT BbICOKYIO CNEeLMMUYHOCTb METOAMKN NO OTHOLLEHUIO K rpynnam
—OH deHonbHOro TMna, 4YTo NO3BONIAET KOHTPONMPOBATbL copepkaHne ceoboaHoro BOA B obpasuax
OTBEPXAEHHbIX 3MOKCUOHbLIX CMOT.

Knro4desnie cnoea: bucteHon A, ToHkocnonHasa xpomatorpadus (TCX), UK-cnektpockonus, und-
poBasi LBETOMETPUSI, ANMOKCUAHAsA CMona.
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A method of determination of free bisphenol A (BPA) by TLC in combination with digital colorimetry
(DC) was used to control the curing process of ED-20 brand epoxy resin. For the development of BPA
chromatographic stains, 2 color reactions were used. According to the colorimetric parameters of the 2
electronic images of the developed spots in the RGB color model, petal diagrams (PD) were constructed
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whose geometric parameters (area, perimeter, shape) depend on the nature and concentration of the analyte.
Amin type hardeners - polyethylene polyamine (PEPA) and Ethal-45M were used in these studies. The
formal kinetics of BPA transformations in the reaction mass satisfies the first-order equation satisfactorily.
During the curing reaction of ED-20 resin with PEPA hardener at 100 °C, the BPA half-conversion period is
~ 14 min, and when using Ethal-45M at 50 °C it is reduced to ~ 6 min. The curing control was carried out b
y the IR- spectroscopy method. This method makes it possible to control the change of the content of the
epoxy groups in the resin based on the variation of the characteristic bands (915 cm™) optical density, but
it is not sufficiently effective in controlling the content of the hydroxyl groups of the phenolic type. The data
obtained by the TLC method in tandem with the DC complement the IR- spectroscopic information well and
demonstrate the high specificity of this technique with respect to the -OH groups of the phenolic type, which

makes it possible to control the content of the free BPA in the samples of cured epoxy resins.
Key words: thin layer chromatography (TLC), digital colorimetry, bisphenol A, epoxy resin, IR spectroscopy.

BBepgeHue

OnokcuaHble cmonbl (C) — 0OUH K3 LUMPOKO UcC-
Nonb3yeMblX KIacCcoB peakuMoHHOCMOCOOHbIX Onro-
mepoB. Hanbonee pacnpoctpaHéHHble OC — npoayk-
Tbl NOMNVKOHAEHCALMM 3ANUXTTOPrnapuHa ¢ peHonamu,
Yale Bcero co cBobogHbiM 6ucceHonom A (BPA)
(4,4-onrnppokcmn-2,2-andeHnnnponaHx), KoTopbi Takum
0bpa3om ABNAETCS O4HUM M3 KITHOYEBLIX MOHOMEPOB
B npoussogcTee 3C n nonmkapboHaTHbIX NIACTUKOB.
MpocTas acupHas CBS3b N HAaNM4Me apoMaTUYECKMX
Korew NpmaatoT 3TMM CMOMaM BbICOKYH XUMUYECKYHO
WHEPTHOCTb 1 TEPMOCTOMKOCTb, @ TaKxe cnocobcTay-
t0T BbiCOKOM agre3mmn 3C. T cMonbl UICNONb3YOT A4
n3genui n3 cTeknonnacTuka nocne oTInBeKku B hopmy,
KOTOpble NP1 HEOHXOAMMOCTU MOXXHO JOMNOMHUTENBHO
obpabaTtbiBaTb 06pe3kon 1 LWNMGOBKON.

OC 4acTo NpUMEHSIOT ANS U3rOTOBMEHNSA NO-
NOBbIX MOKPbLITUIA, KAK METOAOM HanuBa, Tak 1 B CO-
CTaBe NapKeTHbIX U34ENuin, Hanpumep, TopueBbIX [1,
2]. KayecTBO OTBEPKAEHHOIO 3MOKCUAHOIO ONMroMe-
pa onpegensoT He TONMbKO (hrU3MKOo-MexaHN4eckme
CBOVICTBa Martepwuarna, KOHCTPYKLUN NN N3OENUs, HO
N XMMUKO-3KOMNOTMYECKme nokasaTenu, KoTopble cy-
LLIeCTBEHHO BNUAIOT Ha 06nacT NpMMEHEeHNs, 0co-
GEHHO B rpaXkgaHCKOM CTPOUTENbCTBE, IAe 3KONoru-
Yyeckune TpeboBaHMA OKka3biBalOTCA peLlatowmmm [3-5].
Ho onpegenenne ceobopgHoro B®A B 3C obycnosne-
HO HEe TONbKO HEOBXOAUMOCTLIO KOHTPOIIS KaYecTBa U
6e3onacHOCTM NnonuMepcoaepXaLlux matepmanos u
n3aenuvn, BaXkHblM acrekToM XMMUYECKON TEXHOMNOrMK
OC gaBnsieTcs KOHTPOnb COOTHoLWeHUs BOA n gpyrux
KOMMOHEHTOB B peakuuv Ans nonyyeHns ontumars-
HOro no cBovcTBaM nonumepa. [Ans uexosbix nabopa-
TOpPWI NPEACTaBNAIT MHTEpEC GroaXeTHbIE CNOCcobbI
koHTpons BOA, k koTopbim oTHocuteca TCX [6, 7]. B
paborte [7] onucaHa meToauka onpepeneHns bOA B
nnacTukax ¢ npumeHeHmem TCX B coyeTtaHum ¢ Lmd-
poson usetomeTtpuen (LILIM). B otnuume ot ctaHgapt-
HOro npvema— 1cnonb30BaHWUsA 0AHON XPOMOGOPHON
peakumm onsi NPosiBNeHnst xpoMmartorpaduyeckmx ns-
TeH 1 onpejeneHus nx nnowaamn ¢ NoMoLLbo BUaeo-
JeHcuUToMeTpa, NpeanoXeHo UCNoNbL30BaTh ABe LiBET-
HbIX peakumun. LiBeTomeTpuyeckne napameTpbl OBYX
3NEeKTPOHHbIX M306paxkeHunii B LLBeTOBON Moaenu RGB
npeacTaBnsioT B BUAE NenectkoBow gnarpammsl (J14),

156

reoMeTpu4eckue napameTpbl KOTopon (nnowagp, ne-
puMeTp, opmMa) 3aBUCAT OT NMPUPOAbLI U KOHLEHTpa-
uuun aHanuta. Takon npuem paHee UCNonb3oBanu ons
naeHTMdmKaLum n KONMYECTBEHHOTO aHanu3a aM1Ho-
KMCIOT M (peHONOoB B BOAHbLIX pacTBOpax C MOMOLLbIO
LLLM [8-10]. Mpumenss LILIM, MOXXHO KOHTpONupoBaTb
aHanuTbl He TONbKO B pacTBopax, HO U aHanuTbl, CO-
pbrpoBaHHbIE Ha TBEPAON NOBEPXHOCTH MOPU30OBaH-
HbIX MaTepuarnos [8-11], B Tom Yncne Ha xpomarorpa-
duyeckux nnacTmHax.

B npgeHtudmkaumm, koHTpone kavectsa u 6e3o-
MacHOCTU MONMMEPHBIX MaTepuanos O6OMbLLUYIO porb
urpaet metog NK-cnekTpockonum, KOTOPbIN CAYXUT He
TONbKO CNOCOBOM NONYyYEHMst «KOTNEYATKOB NasnbLEBY
aHanuta B Buze VIK-cnekTpoB, xapaKTepHbIX AN TOro
WU MHOrO NonumMepa. ATUM METOA0M MOXHO Konnye-
CTBEHHO KOHTpPONMpoBaTb B TBEPAON MaTpuULe Monu-
Mepa codepXKaHue TeX UNn NHbIX PYHKLUMOHANbHbIX
rpynm, B 4YaCTHOCTU 3nokcuaHbix B OC [12-15].

Llenbto paboTbl 9BUNOCH M3yYeHne BO3MOXHO-
CTW KOHTpOns cogepxaHus ceobogHoro 6PA B 06-
pasuax otBepxxgaemon IC ¢ npumeHeHnem TCX B
coyeTaHuu ¢ LILUM n anbTepHaTMBHbIA KOHTPOSb NpO-
LeccoB B3aMmogencTeust oteepautenen n 3C ¢ no-
moLbto NK-cnektpockonumm.

JKcnepuMeHTaJibHas 4acTb

OObeKTbl MccnegoBaHNS: ANOKCUAHO-ANaHO-
Bas HeoTBepXXAeHHass cmorna mapku 3[-20 (TOCT
10587-84), nonyyeHHasa nonukoHaeHcaumen BOA n
anuxnoprugpvHa. [ns ee oTBepXaeHNSI TPUMEHSANN
amuHHble oTBepauTenu MN3MA (TY 2413-357-00203447-
99) n 3tan—45M (TY 2257-045-18826195-01). M3AMNA
npencTaBnseT cobon CMeCh NMHENHbBIX U pa3BETBIIEH-
HbIX 3TUIEHOBBIX U MUMNEPa3MHCOoAEPKaLLMX STUIEHO-
BbIX NOSIMAMWHOB CO CPEAHUM MOJSIEKYIISIPHBIM BECOM
~220-250 1 wnpokomn nonugucnepcHocTbo. B coctas
M3MMA BXoaaT npoayKThl OT AnatuneHTpuamuHa (O3TA)
n N-B-amnHO3TMNNMNEpa3nHa A0 COeaNHEHUN ¢ 6-7
aToMamu a3oTa B Lenu. HecMoTps Ha BapuaTtuBHOCTb
cocTtaBa [13l1A, 3TOT 0OTBEPANTESb LLUMPOKO NPUMEHSI-
eTCA n3-3a AeLleBU3HbI U AOCTYNHOCTU Chipbs 4111 ero
nonyyeHus. Yto kacaetca orsepautens 3tan-45M,
npomnssoaumoro pupmon «3Anutany (Mocksa), up-
Ma He pacKpbiBaeT CTPYKTYPY NpOAyKTOB, coobuias
TOJBKO TO, YTO OHW ABMNSATCSA NPOU3BOLHBIMU apoMa-
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TUYeckMx amnHoB. B coctae 3tan-45M no HeKOTOpLIM
JaHHbIM BXOAUT TaKxXe canuuunoBas kucrnota [16].

lpoyedypa omeepxdeHusi. C NOMOLLbIO CTe-
KNsHHOM nanoyku 6panu Hasecky 3C ~10 r n nomelua-
nu B AiBe cyxue konbbl emkocTbio 100 cm®. Mo pasHocTu
Macc MycTomn Konobl 1 konbbl C HABECKOW ONpeaenanm
TOYHYIO MaccCy HaBeCKkM cMorbl. 3aTtem nomewanm 1
oTtBepautens MN3MA B konby ¢ HaBecKon cMorbl (Co-
oTHoweHue 3C / M3IMA =10 : 1) n 5 r otBepguTens
Otan—45M B konby ¢ HaBeCcKoW CMOIbl (COOTHOLLEHWE
OC/3Tan-45M —2: 1). MNocne 4yero cnocobom oTnme-
kv B (hopMy roToBMnmM naptum obpasuos Ky6oB ¢ Anu-
How pebpa 10 mm. Mony4yeHHble 06pa3ubl BblgEPKU-
Banu B CylunnbHOM wwkadpy npu temnepatype 100 +
5°C (gnga M3MNA) n npu Temnepatype 50 + 5 °C (gns
Otan-45M) B TedeHue ot 7.5 go 120 muH.

OnpedeneHue memodom TCX, coemeuwieH-
HbIM ¢ UM. O6pa3supbl uamensyanu u B3seLunBanu
Ha aHanMTU4eCKMX Becax maccy HaBeckun ~0.5 ¢ Tou-
HocTbto £0.002 r. HaBecky nomMeLlanu B KOHNYECKYHO
NNOCKOOOHHY0 KOoNnBy 1 Npunusanu MepHbIM LUMWH-
apom 10 cm® cmechb aueToHUTpun — aTunauertar (85 :
15 06. %). Konby 3akpbiBanu nputepTon npobkon un
BCTpsIXuBanu 15 MMHYT Ha opbuTanbHOM LLenkepe
08S-20. Mocne aToro MykpoLwnpuLem oTéupanu 5 Mkn
pacTBopa ansa aHanu3a metogom TCX. OnpegeneHve
NPOBOAWIIM HA TOHKOCIIOMHOW NnacTuHe mapku Sorbfil
(KpacHogap), pasmepom 12.5%5 cm, copbeHT — cunu-
Karenb ¢ 3epHeHnem 5-12 mkm. [lMpoby — 5 mkn aHa-
NM3npyemMoro pacTeopa, HAaHOCWIW Ha NIUHKIO cTapTa.
MnacTuHy nomeLLanu B CTEKNsSHHYO kamepy ¢ 30 cm®
noaBWXHOM pasbl (XNopodopm — aTunauerTar — yk-
cycHas kucnota, 50 : 50 : 1). [ns nposBneHus xpo-
maTorpadmyeckux nateH bOA npumeHann aee uBert-
HbIX peakumu: 1) obpabotka 0.1 H. pacTBopom KMnO, B
pa30aBneHHON YKCYCHOM KUCNOTE (keNnTble NsiTHa Ha
po30BOM hoHeE); 2) 06paboTka CMeChbIo XNIopuAaa xe-
ne3a (lll) n peppuumannga kanus (CuHue naTHa). Ons
peructpauum BugeocurHana ncnonb3oBanu nopra-
TuBHbIV py4Hon ckaHep ION COPYCAT. N3o6paxeHus
CBEXMX XpomaTorpadmyeckmx NATeH perucTpmpoBa-
N1 1 aHanNn3npoBanu ¢ NoMoLLbIo Nporpammel Adobe
Photoshop (Bepcusa CS3). lNMony4yeHHble LBETOMETPU-
yeckue gaHHble npeacTtasnanu B Buae J1[ ¢ 6 ocamum
B MOMSIPHBIX KOOPAWHATaX, OTPaXaroLWmMX 3HAYEHNS
VHTEHCWMBHOCTM (F) LIBETOBbLIX KOOPAMHAT B MOAENU
RGB B eguHon nocnegosatensHoct1 R, G,, B, R,,
G,, B,, rae nHgekc 1 n 2 0THOCATCS K NepBoii U BTOPOK
uBeTHbIM peakuunsam. durypa J1[] — nHTerpanbHbIn no-
KasaTterb, ABMNSIOWMNCA BTOPUYHBIM LU(POBLIM CUT-
Harnom, Nofny4eHHbIM B pe3ynsrate uugposon obpa-
GOTKM OBYX 3NEKTPOHHbIX N300paxeHnii B 060oYke
MO Microsoft Excel. B atom xe MO peanusoBaH an-
ropuTm pacdeTta reomeTpudeckmnx pasmepos J1[ — ne-
pumeTtpa P u nnowagm S.

[pagympoBOYHOE ypaBHEHME 3aBUCMMOCTM NS10-
waawm J1 ot KoHueHTpaumm BOA (cTeneHb annpokcu-
mMaumm R?=0.991):

S=[(-34.2+1.1) C + (15.0 + 0.9)]10° (1)

[paaynpoBOYHOE YpaBHEHME 3aBUCUMOCTH Me-
pumeTpa J1[ oT koHUeHTpauum BOA (cTeneHb annpok-
cumauum R?=0,983):

P=[(-74+0.2)C+ (5.1 % 0.3)]10% )

[nanasoH koHueHTpauun BOA coctasnsan C =
0.05-0.5 r/n.

NaoeHTudmkaumo xpomatorpapunyecknx 30oH
OCYLLECTBANMN TaKxXe Mo BenuunHe R, aHanuta, n3-
BneyeHHoro ns 9C n TectoBoro obpasua.

Memoduka UK cnekmpockonuu 3C. VIK-cnek-
Tpbl perncTpupoBanm ¢ npumeHeHnem VMK-dypoe crnek-
TpomeTpa «MHdppalllOM OT-08» (Poccus). Cnektp
nornoweHusa n obpaboTky pe3ynsTaToB NPOBOAWMIN C
npumeHeHuem MO CnektpalllOM. [Ina ymeHbLUeHUS
BMWSHWSA LYMOB U MOSIBIIEHNS BTOPUYHBIX IKCTPEMY-
MOB npoBoaunu anogunsauno beccens. C uenbto no-
ny4yeHns ONTUManNbHOrO 3HAYEHUSA CUrHan/Wwym onTu-
MU3MPOBaNN BPEMs HAKOMNMEHWUS U KONMYECTBO CKAHOB.

[ns aHanu3a )unakux obpasuLoB CMOSblI MapKu
9[1-20 ncnonb3oBanu NPUCTaBKY MHOIOKpPaTHO Hapy-
LLIEHHOTrO NOSHOro BHyTpeHHero oTpaxenusi (MHIMBO)
dupmbl PIKE TECHNOLOGIES ¢ kpuctannom us ce-
neHuga umHka. AHanu3 NPoBOAUNN C NMPUMEHEHUEM
NPUCTaBKM C KPUCTaNMYECKOM NITAaCTUHOW C yriybne-
HueM, 1 cm® obpasua cmonbl 3[-20 BHOoCUNK B yrny-
BbneHne Takum obpasom, YTobbl NOBEPXHOCTL Obina
MOSTHOCTbIO MOKPbITa CIIOEM XMAKon dasbl. MnactuHy
rnomMeLlany B MPUCTaBKy M HaKpbIBanu CBEPXY KpbILL-
kon. N3amepenusa nposogunu B agnanasoHe ot 800 go
4000 cm, BpeMs Hakonnexusi — 60 ¢, KoNMYeCcTBO Cka-
HoB — 50, paspelueHne cnekTpa — 2 cM™.

AHanu3 TBepAbix 06pa3yoB BbINOMHANN C NpK-
mMeHeHuneM npuctasku EasiDiff™, npuHuun paboTkl ko-
TOPOM OCHOBAH Ha siBfeHun Andy3HOro OTpaxxeHus.
Bagewwmsann 10.0 r KBr mapku anga VK-cnekTpocko-
num (PIKE TECHNOLOGIES) n 0.5 r TBepgoro o6pas-
La, pacTmpanu CMecCb B araToBOW CTYrKe 4O COCTOAHUS
opHopogHow nyapsbl. lNonyyYeHHy cMechb NoMeLLanu B
0fHy 13 koBeT npucTaeku EasiDiff™, nnoTHo yTpam6o-
BbIBas M BbIpaBHMBas NOBEPXHOCTb Ckpebkom. Bo BTO-
pylo KIOBETY MOMeLLanu YNCTbIN n3MenbyeHHbln KBr
(obpaseL, cpaBHEHUS). YCNOBUSI NPOBEAEHMS aHanNu-
3a Ha npucTaske EasiDiff™: Bpems HakonneHus — 60
C, KONMYECTBO CKaHOB — 50, rpaHnLbl CNEKTPanbHOro
JunanasoHa ot 800 go 4000 cm™.

Pe3ynbratbl U UX 06CyXAeHue

KayecmeeHHast udenmudpukayusi BOA no daH-
HbiM TCX u M. Kak nokasanu gaHHble TCX (tabn.
1), R, cBO60AHbIX (hEHONMbHBLIX KOMMOHEHTOB, BblAe-
NALWNXCA U3 HEOTBEPXKAEHHON N oTBEPXAEHHON OC
NpakTM4eCKu coBnaaatoT ¢ R, TectoBoro obpasua BOA.
MonyyeHHble 13 LM poBLIX N306pakeHn napameTpsbl
LBETHOCTU ABYX peakuun B Buae J1 noaseprnm mop-
hoMeTPUYECKOMY aHaNM3y No METOAMNKE, NPEeANOXEH-
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Tabnuua 1

MapameTpbl yaepxuBaHus Ha cunukarene «Sorbfil» cBo-

604HbIX PEHONBbHBIX KOMMNOHEHTOB, BblAeNEHHbIX 13 3C.

MopBuxHasa paza xnopodopm — aTunaLeTar — yKCycHas
kmcnota (50 : 50 :1)

Table 1

Retention parameters on the silica gel “Sorbfil” of the free

phenolic components isolated from the ER. The mobile

phase of chloroform-ethyl acetate-acetic acid (50:50: 1)

AHanut R,

BDA (cTaHpapT) 0.73

KoMMnoHeHT, BblaeneHHbin n3 3-20 0.72

KoMMoHeHT, BblAENeHHbIN N3 OTBEPX- 072
neHHomn cMonbl (3-20+M3MMA) '

KomnoHeHT, BblAeNeHHbIN N3 OTBEPX- 0.70
AeHHol cmonbl (JM1-20+31an—45M) '

®eHon (TECTOBOE BELLECTBO) 0.67

Hou B paboTe [8]. Cyas no BM3yarnbHOM oLeHke hopm
A (puc. 1), n no ntoram conocTaBneHns AaHHbIX Tabn.
2, B KOTOPOW NpUBEAEHbI KpUTepun nogobus € uryp
NnA (yem 6nuxe k 0 BENMYMHA € CpaBHMBAEMbIX Uryp,
Tem 6onblUe CTeNeHb UOEHTUYHOCTUN) MOXHO 3aKnio-
YUTb, YTO NO NapameTpam LBETHOCTU, KOMMNOHEHTHI,

: - ~\ -

B) r)

Puc. 1. Npodunn N1: a — ctaHpapTHbIN 06paseL, BOA;
© — KOMMOHEHT, BblAeNeHHbIn n3 cmecn 31-20 +
OTtan-45M(2: 1) yepes 15 MMHYT peakunn; B — KOM-
MOHEHT, BblAESIEHHbIN N3 HeOTBEepPXAeHHOM B [1-20;
I — KOMMOHEHT, BblaeNieHHbI n3 cmecun 3-20+ME-
MA (10 : 1) yepes 30 MuH peakumm

Fig. 1 PD profiles: a—a standard BPA sample; 6 — acomponent
isolated from a mixture of ED-20 + Ethal-45M (2: 1)
after 15 min of reaction; B — a component isolated
from uncured ED-20; r — a component isolated
from a mixture of ED-20 + PEPA (10 : 1) after 30
min of reaction

Ta6bnuua 2
MapameTpbl nopobus € duryp 1, ana BPA n komno-
HEHTOB, BblAENIEHHbIX N3 HEOTBEPXAEHHOM 1 OTBEPX-
neHHo cmonbl 9-20

Table 2
Similarity parameters € of PD figures for BPAand components
isolated from the uncertified and rejected ED-20 resin

BeluecTtBo €
B®A (cTaHgapr) 0.000
®eHOoMNbHbIM KOMMNOHEHT, BblAENEHHbIN 13
0.058
3[-20
®DeHOoMNbHbIM KOMMNOHEHT, BblAENEHHbIN 13 0.068
oTBepxAeHHoi cmonbl (3-20 + MAMA) '
PeHONbHbIN KOMMNOHEHT, BblAENEHHbIN 13
oTBepXxaeHHon cmonbl (O-20+3Ttan — 0.099
45M)
deHon (TecToBOE BELLECTBO) 0.350

BblAeNsiemMble U3 HEOTBEPKAEHHON Y OTBEPXKAEHHbIX
o6pasuos 3C, nuwb Ha 6-10 % oTnnyaloTCs OT CTaH-
aapTHoro obpasua BPA. 3To ykasbiBaeT Ha TO, YTO
Bblgensetcsa umeHHo B®A, Ho B obpasuax OC moryT
ObITb CBOOOAHBIE NPUMECU U APYTUX KOMMOHEHTOB, Aa-
IOLWLMX LUBETHbIE peakLuMn ¢ NCMOSb30BaHHLIMU XPO-
MO OpHbLIMKU peareHTamu. Kak nssectHo, BOA Bbiny-
CKaeTCsi B 3aBUCMMOCTM OT CTENEHN YACTOTbI BbICLLETO,
1-ro u 2-ro copTa u MOXeT coaepxatb npumecu. B oT-
BepauTene Jtan-45M, no-sMaMmomy, Takxe npucyT-
CTBYIOT pearupytomne ¢ XxpoMohopamMm KOMMOHEHTbI.

KonuyecmeeHHble onpedesnieHus1 codepxa-
Husi BOA e 3C. T[eomeTpurdeckue pasmepsl J11 (P vunu
S curypsl), kKak nokasaHo B [8], oO6paTHO Nponopumo-
HanbHbl KOHLIEHTpaLMmM aHanuTa. 3To NO3BONAET HANTK
no napameTpam LIBETHOCTM rpagyMpOBOYHbIE YpaB-
HeHus 1 onpedenuTb cogepxaHne BPA Ha pasHbix
cTagmsix otBepxaeHuns 3C. Pasamep TOHKOCNOMHOro
NsiTHa Yallle BCEro HEMMHENHO 3aBMCUT OT KOHLIEHTpa-
Lun aHanuTa u, No BCcew BUANMOCTK, ONpeaensieTcs ¢
GonbLUEl NOrPELLHOCTLI0, YEM NapamMeTpbl LBETHOCTM
[17]. B Tabn. 3 npuBeneHbl pesynsraThl IPOBEPKM Me-
TOOOM «BBEAEHO-HaNOeHO» TOYHOCTW onpeaeneHus
KOHLeHTpauumn beHona (TectoBoe BewecTso) u BOA
¢ nomoLubto TCX, coBmelleHHon ¢ LILIM.

Ha pwvc. 2 npefctaBneHbl pe3ynbsTaTthl onpege-
neHus cogepxxaHust ceobogHoro BOA B obpasuax 3C
B 3aBMCUMOCTU OT BpeMeHU oTBepxaeHus. OTBepx-
aexne 3C 3TO CNOXHbIN MHOTOCTAaAMIHBIA NpoLecce,
OH BKIHOYaEeT pasnmyHble cTagmm obpasoBaHusi npo-
CTPaHCTBEHHO-CLUMTON NOSIMMEPHOM MaTpuLbl U op-
MUPOBaHUS ee CTPYKTypbl. B 3aBncnumocTn ot Tmna
OTBEpAMTENS STOT NpoLEecC NpoBoAAT Npu Temnepa-
Typax oT 20 go 200 °C [15-16]. BmecTe ¢ Tem nony-
YeHHbIe KMHETUYECKMNE KpUBbIE B AnanasoHe coaep-
XaHus cBobogHoro BPA B akcTpakTe n3 9C, paBHOM
C = 0.05-0.5 r/n, ynoBneTBOPUTENBLHO NIMHEAPU3YIOT-
ca B koopauHatax In (C,/ C) — 1, T.e. NpoLecc MOXeT
ObITb hopManbHO onMcaH KUHETUYECKUM YPaBHEHNEM
1 nopsaka. YCTaHOBMNEHO, YTO NPX MCMONb30BaHUK B
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Tabnuua 3

Pe3ynbraTbl NpoOBEPKM TOYHOCTM ONpeaeneHnst KoHUeHTpauni dpeHonos ¢ nomolubio TCX, coBMelleHHom ¢ LILLM me-
TOOOM «BBeAEeHO-HanmaeHo» (n =5, P=0.95)

Table 3

Results of testing the accuracy of determination of phenol concentrations by TLC, combined with the DC by the
«introduced-found» method (n =5, P=0.95)

AHanut BeeaeHo Hanaero
C.rn W, % C, rin W, %
deHon 0.100 0.102+0.004 4.2 0.092+0.007 7.3
BDA 0.100 0.088+0.008 9.5 0.087+0.011 9.1
MpumeyaHne: C, — KOHUEHTpauua, HanaeHHasa no sesmymHe S; C, — KOHUEHTpauus, onpeaeneHHas no seamymHe P.

kayecTtBe oTBepamTens NOINA ycpegHeHHasa KOHCTaH-
Ta CKOpPOCTU pacxogoBaHusa cBobogHoro bOA ncee-
Jornepeoro nopsiaka coctaensiet 8.7-10* ¢, nepuoga
nonynpespalleHns — 13.9 £ 1.1 muH. B To Bpems kak
npu gobaenennn 3tan-45M k 3[-20 KOHCTaHTa CKo-
pocTu pacxofosaHusa BOA BospacTaeT Ha NOpPSJOK U
cTaHoBuTcA paBHon 19.8-10* ¢, a nepnog nonynpe-
BpaweHnsa BOA cokpalwaetca 4o 5.9 £ 0.6 MuHyT. [pu
ucnonb3oBaHum otBepautens N3MA yepes oanH yac
B OTBEPXXJEHHOM CMOrie coaepKanunch TOMbKO cneabl
BDA, a npu npumeHeHun Atan-45M cogepxxaHmne BOA
CHUXaeTcd o cnefoBoro yxe yepes 30 MUHyT. Taknum
06pa3om, MOXXHO caenaTb BbIBO O TOM, YTO NpK MoJi-
Hom oTBepxaeHun OC murpauus BOA B okpyxatoLLyto
cpeay NpakTUYeckn OTCYTCTBYET, a 3HauuT, matepua-
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Puc. 2. 3aBucumocTun koHueHTpaunn BPA oT Bpeme-
HU oTBEepPXAeHNs B cMmecsix O-20+T3MMA (10 : 1):
1 — HalioeHHasa No rpadynpoBOYHOMY YPaABHEHWIO
(1); 2 — HampgeHHas No rpagyvupoBOYHOMY ypaB-
HeHwio (2); a Takxe B cMecsix 9-20 + 3tan -45M
(2:1); 3 — HaipeHHas No rpagyMpOBOYHOMY YPaB-
HeHuio (1); 4 — HangeHHas no rpagyMpoBOYHOMY
ypaBHEHMIO (2)

Fig. 2 Dependence of BPA concentration on curing time
in ED-20 + PEPA (10 : 1) mixtures: 1 — found by the
calibration equation (1); 2 — found from the calibration
equation (2); aswell asin mixtures of ED-20 + Ethal-
45M (2 : 1); 3 — found from the calibration equation
(1); 4 - found from the calibration equation (2)

nbl HA OCHOBaHUN oTBepXxaeHHon 3[-20 Ge3onacHbI
MpuW KX AKCnnyaTauum.

OpHVM 13 OCHOBHbIX NApamMeTpoB, KBanMuLm-
pytoLLmMX cnocobHocTb AC BCTynaTh B peaKkL Mo Nonn-
Mepu3sauun, SBNSeTCS MaccoBasi 40N SMOKCUAHbIX
rpynn. OHa xapakTepu3yeT CpeHIo MOSNEKYTAPHYHO
Maccy 1 ABNSIeTCA OCHOBHbIM MOKa3aTesnieM kayecTsa
npu BxoaHoM koHTpone OC[13-16]. B UK-cnekTpe 3C
UOeHTUULMPOBaHbI XapakTepucTuyeckue nNukn ae-
hOopMaLMOHHBIX konebaHui CBA3en 3NOKCUAHOrO (OK-
cupaHoBoro) uukna C-0 npu 915 cm™, C—O-C npwu
830 cm, —=C—H npu 3057 cm™'. B ka4ecTBe aHanUTK-
YeCKOW MOMoChl NPU 3TOM Yalle BCEro Mcnonb3yoT
nonocy nornoweHus B oénactu ot 915 cm'[13-15]. B
WK-cnekTpe aMMHHOro otTBepanTens (OUKCUPYIOT LIK-
pOKUWe norockl nornoweHus B obnactn 650-900 cm,
COOTBETCTBYHOLLME NEPBMUYHOM aMmuHorpynne. [Ang nep-
BMYHbIX aMWHOB XapaKTepHbl TakXke ABe Mosochkl Mo-
rrnoweHns B obnactn 3300-3500 cm'. B aTolh e 0b6-
nacTv peanusyeTcsi LUIMPOKas Nnosioca MormnoLeHns
(3200-3500 cm™) BTOpPMYHBIX TMAPOKCUIBHBIX TPy,
06pasyroLLmxcsa Npy NOMMKOHAEHCALMN.

PaccmoTprmM B3aumoencTeme HeOTBEPXKAEHHO-
ro anoKcugHoro onuromepa c orsepautenamu MNMorA
n 31an-45M npu nomoLm metoga MK-cnektpockonuu.
Ha puc. 3 npusegeH UK-cnekTpbl HEOTBEPXOAEHHON
cmonbl 31-20 n BPA, Ha puc. 4 — UK-cnekTpbl OC no-
cne oTBepXaeHus B npucyTcTBum otBepamTens MN3rA
n 9tan-45M. B Tabn. 4 gaHa nHTepnpeTaumsi Habnto-
OaeMbIX XxapakTepMCTUYECKNX nonoc. B cBsasu ¢ Tem,
470 UK-CnekTpbl HEOTBEPXKAEHHOMO U OTBEPXKAEHHbIX
obpasuos 3C pernctpnpoBany B pasHbiX YCIOBUSIX, HE
BMOJIHE KOPPEKTHBIM SIBISIETCA CONOCTaBneHne abeo-
NOTHBIX 3HAYEHUA ONTUYECKMX NIIOTHOCTEN B MaKCcu-
MyMax Mosioc NornoLleHnst. B cBasm ¢ aTum Ha puc. 5
npeacTaBreHa QUHaMMka OTHOCUTENbHBLIX U3MeHe-
HWIA ONTUYECKON NNOTHOCTU B MaKCUMyMe XapaKkTepu-
CTMYECKUX MOoSoc nornolleHns AJ/A,, rae B kKadecTse
CTaHOapTHOM NOMOChkI NOrnoLeHns BolbpaHbl kone-
6aHua anudaTnyeckoro dpparmerTa —CH,— cpeaHen
WHTEHCMBHOCTM Npun 1362 cm™, cnabo nsmeHsiowmnecs
OT cTeneHu otBepxaeHus. B UNK-cnektpe obpasuos
OTBEPXXAEHHOro NpoAdyKTa Nuk AeopmMaumrOHHbIX KO-
neGanui npu 915 cm™, xapakTepHbI 415 3NOKCUAHON
rpynnel, Hanboree 4acTo NPMMEHSIEMbIV AN KOHTPO-
ns creneHun oreepxaeHusa 3C, 3akOHOMEPHO YMEHb-
LIAEeTCA B OTBEPXKAEHHBIX CMONax B 3aBUCUMOCTHU OT
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Puc. 3. UK-cnekTpsbl: a — K-cnekTp BDA; 6 — HeoTBEPXX-
AeHHol cmonbl 9-20

Fig. 3. IR- spectra: a — IR- spectrum of BPA; 6 — uncured
resin ED-20
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Puc. 4. WK-cnekTpsbl: 1 — cmecn B0-20 + M3AMNA (10 : 1)
nocne oreepxaeHus yepes 15 munyT; 2 — 30 Mmu-
HyT; 3 — 1u4ac; 4 - cmecu 91-20 + Btan — 45M
(2 : 1) nocne otBepxaeHus yepes 30 MUHYT; 5 —
cmecn 30-20 + 3tan-45M (2 : 1) yepes 14ac

Fig. 4. IR- spectra: 1 — a mixture of ED-20 + PEPA (10 : 1)
after curing for 15 min; 2 — 30 min; 3 — 1 hour;
4 —amixture of ED-20 + Ethal-45M (2 : 1) after curing
for 30 min; 5 — a mixture of ED-20 + Ethal -45M
(2: 1) after 1 hour

Ta6bnuua 4

XapakTepucTMyeckmne nonochl NOrnoWweHnsa GyHKUNOHANbHBIX FPYMM M MONEKYNSPHBLIX dparMeHToB [12-15]

Table 4

Characteristic absorption bands of functional groups and molecular fragments [12-15]

BonHoBoe uucrno, cm™! OTHeceHMe Nonoc K PyHKLMOHaNbHbLIM rpynnaM 1 MonekynspHeim dpar-
MeHTaM
830 C-0 (anokcupbl)
915, 925 —CH,—O—-CH (anokcuapl, adumpbl)
1035 —C—-0O-C- (anokcuabl, acpupbl)
1081, 1132 —0O-C-C (npocTon achup)
1184, 1247 C-0
1362, 1372 —CH,—, C—(CH,),
1455 —CH,—, —CH,
1502 C-C (apomar. KonbLo)
1608 C=C (apomar. konbL0)
2850 —CH,—, —CH,
2925, 2967 —CH,— C—H (apomar. v anudar.)
3057 —C—H (anokcuabt)
3340 —NH, n >NH
3400 —-C-OH
3646 Ph—OH (B®A)
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Puc. 5. AuHamunka n3MeHeHuUst OTHOLLEHUI ONTUYECKNX
MJ0THOCTE NoNoc nornoweHns A /A B pasHbix 00-
pasuax: a — 3C oTBepxaeHHas dtan-45M; 6 — 3C
oteepxaeHHan MIAMA. 1 - A, /A, ...0 2 = Ay /A
3= Aga/Araers 4~ Auas/Piass O~ Ausac/Aizen

Fig. 5. Dynamics of the change in the ratio of the optical
densities of the absorption bands of A /A_ in different
samples: a— ER cured Etal-45M; 6 — ER cured PEPA.
;_Asso/Amsz; 2-Ay /A = Agoa/ A 4 ™ Ausas/

915/7 "1362 7

915 1362; 3

1620 9~ Auza/Aizes

BpeMeHn oTBepxaeHust. OTHOCUTENbHOE YMEHbLUE-
HWE MHTEHCUMBHOCTWN OT BPEMEHU OTBEPXAEHMUSA Xa-
paktepHo 1 ans nuka 830 cm™ (konebaHna C-O B
3MoKcKuae), HO TONbKO ANs OTBEpPXAeHHbIX AC ¢ no-
moLubto MIMA. B aTon 0b6nactv KOHTPOSb Hag, SNoK-
CVAHOWN rpynnon 3aTpygHeH, Tak Kak MeLlaeT normo-
LLIeHME MEePBUYHBIX aMUHOB. OTUM OOCTOATENBCTBOM
MOXHO 06BbACHUTE HabN4AaEMbIE Pa3NUYNS B UHTEH-
cnBHOCTU nuka 830 cM™' HEOTBEPXKAEHHOIO N OTBEPXK-
AeHHbIx obpasuoB 3C. Muk gedhopmMaLmMOHHBIX Kore-
6aHun ceasn —C—H anokcugHoro umkna npu 3057 cm
B OTBEPXAEHHBLIX OOpasuax bonee nHpopmaTmBeH,
OH MMeeT TEHAEHUMIO YMEHbLLATbCA B OTBEPXKOEH-
HbIX o6pasuax. KoHTponMpoBaTb OTHOCUTENbHYIO UH-
TEHCUBHOCTb nornockl nornowexus rpynnsl —OH de-

HomnbHoro Tuna (ans B®A oHa HabnogaeTcs npy 3646
cM’) cnoxHee, Tak kak B 6rM3kon 06nacTu UHTEHCUB-
HO nornoLaroT cnupTtosble rpynnel —OH, anndaTtnye-
CKne 1 apoMaTmnyeckme aMmuHbl. Ecnn B npucyTcTBum
M3MNA mbl Habnogaem oXXnagaeMmoe yMeHbLUEHME no-
rnoweHns B 3Ton obracTtu, To B NpMcyTCTBUKM JTan-
45M ckopee Bcero MMeeT MECTO Cynepno3nuums NMMKoB
NOrNOLEHMS TMOPOKCUIIOB ¥ aMUHOTPYMN Pa3fMyHOro
xapakTtepa. O Hanuuum B 0TBEPXX4AEMON CMOrS1e pasHo-
ro TMNa oTBepAMUTENEN 1 pa3HOro xapakTepa npouec-
ca OTBEPXAEHMSI MOXXHO CyauTb TakKXXe Mo MornotLle-
HMIO NEPBUYHBIX Y BTOPUYHBIX aMUHOTPYNn B 0b6nactu
3340 cm. OHo 6nK3Ko K POHOBOMY B HEOTBEPXKAEH-
HOW cMore (OTCYTCTBYHOT oTBepauTenu). B obpasuax
nocrie oTBepPXAeHUs co BpeMmeHem ot 15 4o 60 MuHyT
WHTEHCMBHOCTb NOTTOLWEHNsT B 3TON 06nacTn ymeHb-
LwaeTcs, CBUAETENLCTBYA O OOMbLUEen NonHoTe pac-
Xo[a oTBepauTens.

BbiBOAbI

MpumeHeHne TaHaema TCX 1 ungpoBow LiBETO-
MEeTpUN Ansi onpeaeneHnsi KOHUeHTpauum cBob6ogHoro
B®A B oTBEpXAEHHOM cMore Mmapku 3[1-20, noBbliwa-
€T MHPOPMATUBHOCTb XpoMaTorpadn4eckoro cnoco-
6a 3a cyeT yBeNnnYeHUst KONUYeCTBa PErMCTpUpyembix
aHanuMTM4yecKkux curHanos. Hapsay ¢ napameTtpamu
XpomaTtorpadnyeckoro yaepxmaHusa B naeHtudum-
KauMW YYUTbIBAOTCA UHTEHCMBHOCTM TPEX LIBETOBbLIX
KOMMOHEHT R, G 1 B OByX LBETHbIX peakuui, KOTo-
pble 3aBUCAT He TOJbKO OT KOHLIEHTpaUmMmK heHona, Ho
1 OT ero nNpupoasbl.

Mpennaraemas metoguka TCX otnuyaeTcs Npo-
CTOTON NMPUEMOB NOATOTOBKMW NPO6bI, HU3KOW CTOU-
MOCTbI0 €ANHNYHOIO aHanm3a, 3KCNPECCHOCThbIO, B
OTNMYMe OT KOJTOHOYHOWM ra3oBOM UMK XUOKOCTHOMN
xpomatorpadum npu npobonoarotoeke He TpebyeT-
Cs1 0TAENATL CMOMY OT pacTBOpa aHanuTa C NOMOLLbHO
3KCTPAKLMOHHbBIX UM COPOLMOHHBIX CNOCOBOB, Tak
Kak CMOJ1a OCTaeTCs Ha CTapTe Ha NnacTuHe, npume-
HSleMOW 04HOPAa30BO, YTO COKpallaeT BpeMsi aHanu-
3a Ha 40-50 MUHYT.

JaHHble, nonyyeHHble metogoMm TCX xopoLuo
pononHsT MK-cnekTpockonnyeckyo nHpopmMaLmio
0 npoLecce OTBEPXKAEHNS, AEMOHCTPUPYIOT BbICOKYHO
cneundUYHOCTb METOAUKM MO OTHOLLEHUIO K rpynnam
—OH ¢eHonbHOro TMna, 4To NO3BONSET KOHTPONNPO-
BaTb cofepxaHune csobogHoro B®A B obpasLax anok-
CUOHbIX CMOI.
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