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oTxon0B nonudTuiaeHtepedranara (II9TD) (Hanpumep, UCIIONB30BAaHHBIX OYTBUIOK Pa3HBIX
[[BETOB JJIsI HATUTKOB) U MOXKET OBITh HMCMOJB30BaHO Kak i monyudenus TOK, tak u nmus
ytunuzanuu otxonoB [IDT®d. Cnocob nomyuenuss TOK BkiatoyaeT n3Meabu€HHE OTXOJI0B
[I2T®, BeIIEpKKY UX B HUTpHUpYIOUIeH atMocdepe, MOJydeHHONH B pe3ysbTare UCIapeHus
12 Monw/n azoTHOU KMCHOTHI, Ipu Temneparype 130-190°C B teuenue 5-24 4, 06pabOTKy
pacTBOPOM THUIPOKCHIA HaTpus ¢ oOpaszoBanuem nmHaTpueBod comu TOK m ocaxmenue
TOK ogHOOCHOBHON MHHEPATBHON KUCIOTON € MOCIEAYIOIMUMEI (GUIbTpALHeii, TPOMBIBKOM
u cymkoil. [IpeumymiectBaMu u300peTeHUs SABIAIOTCA MOJMydeHUE TepedTaneBOil KHUCIOTHI
U3 OTXOJOB MOJUATUIEHTepedTasaTa 0e3 HCIOIb30BAHUS TOKCHYHBIX BELIECTB, a TaK¥kKe
BO3MOKHOCTh HCIOJB30BaHHMS €ro Ui yTWIu3anuu oTrxonoB [IDTD 06e3 wux
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N3o0perenune oTHOCUTCS K criocoOy nmonyuenus tepedraneBoii kucnoTsl (TOK) us
orxonoB nonaudtuienrepedpranara (II13TD) (nanpumep, UCIIOJIB30BAHHBIX OYTHIJIOK pPa3HbIX
IBETOB ISl HATUTKOB). 3asiBIISIEMbIN CIOCO0 BKJIO4YaeT u3MenbueHrue oTxo0B [I1DTD,
BBIJICPKKY UX B HUTPHUPYIOIIEH aTMocdepe, monydeHHON B pe3ynbTare ucnapeHus 12 Mois/
J a30THOW KucnoThl, npu Temmeparype 130-190°C B Teuenue 5-24 4, 06paboTKy pacTBOpOM
TUIPOKCHA HaTpHs ¢ oOpa3zoBanueM quHaTpueBoit conu TOK u ocaxnenne TOK
OJIHOOCHOBHOI MUHEPaJIbHOM KUCIOTOH € MOCIeayOMUMH GUIbTpaluei, TPOMBIBKONH U
CYLIKOM.

N3Becten cnoco6 nmonyuenuss TOK ombuiennem [I9TD, KOTOPBII HCTIOIB3YETCS MPH
M3TOTOBJICHUU MJIACTUKOBBIX OyTBHIIOK /I HAIUTKOB, OJarogaps 4eMy OH JErKoJOCTYIIEH.
ITponiecc oMbLIEHUS TPOBOJAT MYTEM HAarpeBaHHUsl TOHKUX KycoukoB [IDT® co menoyamu.
CyuiecTByeT BO3MOKHOCTh IPOBECTU OMBIJIEHHE NTPU KOMHATHOM TeMmepaType, s 4ero
O0epyT cnabbIit pacTBOp TUAPOOKCHAA HATPHs B 75%-HOM pacTBOpe METaHOJA.
[TpogomKuTeNbHOCTh peakuuu npumepHo 1 Mecsi. s ObICTPOTHI Ipolecca MpeayiokeHo
UCIIOJIb30BaTh PACTBOP FUAPOKCUA HATPUS B STUIICHIIIUKOJIE, HarpeToM a0 kunenus (195-
200°C). [A.Oku, L.-C. Hu, E. Yamada. J. Appl. Polim. Sci. 1997. 63.595]. Henoctarkamu
croco0a SABISAI0TCS JUTUTEIBHOCTH POIecca M UCIIOIb30BaHNE TOKCHYHBIX BEIIECTB:
MeTaHoja - Tpetui kiacc onacHocty 1o 'OCT 12.1.007-76 1 3TUIEHITIUKONA - TPETUH
kiacc onacHoctu [['OCT 12.1.005-88].

N3BecTeH Takke criocod XUMUYECKOH peyTuinn3anuu orpadborannoro [19Td, ocobenHO
HeKJIacCu(PpUIUpyeMoil KPOIIKH OT UCIOIb30BAaHHBIX OYTHUIOK M3-T10]] HATUTKOB, C LIEJIbIO
nenonumepuszanuu [I3TO u nonyuenus TOK u stunenrnukons [mareHt PO Ne2263658,
omy6ut. 10.11.2005, Bros. Ne10]. Crtoco6 COCTOHUT U3 CASAYIOMMX ITAMOB: OTACICHUS
HNOJIMATUIIEHTEpE(PTATaTHOTO KOMIIOHEHTA UCXOAHOTO CHIPhsl IyTEM €ro nepeBoja B
XpyHKyIo GopMy NMpU MOMOIIY IPOLECCOB KPUCTAIUIM3ALNHU, TIOMOJIA U MOCIEAYIONIEro
MPOCEUBAHUS; HENPEPHIBHOTO ABYXCTyneH4yaToro ruaponusa [I13T®, npoBoaumoro Ha
NEepBOM CTYIEHU yTEM MHXKEKLUH BOJSHOIO Iapa B paciulaB MOJIMMeEpa, a Ha BTOPOH
CTYIIEHH - IIYTEM OCYIIECTBICHUS PEAKLIMU FUIPOIN3a NPOAYKTOB IEPBOM CTYIIEHU C
TUJPOOKHMCHI0 aMMOHHS, [TOCJIE Yero ocymecTBIsAT ocaxaenne TOK u3 BogHoro pacrtsopa
IPOAYKTOB TMAPOJIH3a BTOPOU CTYIIEHU HEOPTaHUYECKOU KUCIOTOM U OTIEIICHUE €€
¢unprpanueii. Ilocae 3TOro n3BIEKAIOT STUICHIIIUKOIL PEKTHU(UKAIIUEH pacTBOpa
MPOAYKTOB THAPOIN3a BTOPOU CTYIIEHU HEOpraHUu4eCcKor KuciaoTon u otaenenue TOK
¢unprpanueit. Hegoctarkom 3T0ro n300peTeHus ABISETCS TO, YTO B KOHEUHBIX IPOIYKTaX
MPUCYTCTBYET TOKCUYHOE BEIIECTBO, & UMEHHO 3TUJICHIIUKOIb.

Haubonee 61M3KuUM 10 TEXHUUYECKOM CYIIHOCTH siBiIsieTcs crioco6 nonydenus TOK,
onucaHHbli B mateHTe PO No2616299, ony6n. 14.04.2017 B bron. Nell. D10 uzobperenue
OTHOCHUTCS K CIIOCO0Y IIET0YHOTO FUAPOJIN3a U3MEIbUeHHBIX 0TX0/10B [IOT® ¢
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BoiiesieHneM TOK. Cioco6 BkirodaeT 00padoTky orxom0B [I9T®D rugpokcuaomMm HaTpHs B
cpene ¢uotopeareHTa nIpu HarpeBaHuu ¢ oOpa3zoBaHuem AuHaTpueBoit conu TOK,
ocaxaeHueM TOK KOHLEHTPpUPOBAHHOW COJISTHOW KUCJIOTOU C MOCIEAYOIUMHI
dbunprpanueit, npomeiBkoi U cymkoir TOK. HegocraTtkom 3TOr0 M300peTeHUsl ABISETCS
HCTIOJIb30BaHue (hIoTOpeareHTa - okcaiab 1-92, KOTOphI MpeacTaBiIsieT cO00M TOPIOUYIO
JIETKO BOCILIAMEHSIOIIYIOCS KUIKOCTh, 00JaJjaeT SBHO HETaTUBHBIM BO3JIEHCTBUEM Ha
LEHTPaJbHY0 HEPBHYIO CUCTEMY M HAKaINIMBAaeTCA B opraHax u TkaHax [TY 2452-029-
05766801-94, TOCT 12.1.007-76].

[{enbro n3o0peTeHus ABIsETCS MONydeHne TepeTanieBoil KHCIOTH U3 OTXOJ0B
noiaudTHWICHTepedTanaTa 63 UCIOIb30BaHUS TOKCUYHBIX BEIIECTB.

TexHuyeckuil pe3ynabTar JOCTUTACTCS TEM, YTO CIIOCO0 mosiyueHus TepedraneBoi
KHCJIOTHI U3 OTXOJIOB MOJUAITUIIEHTepedTanaTa BKIOYaeT H3MelbueHue, 00paboTKy
TUAPOKCUIOM HATPHS ¢ 00pa3oBaHUEM JTUHATPUEBOM colu TepedTaneBoil KUCIOTHI,
ocaxJeHue TepedTaneBoil KHCIOTHI OTHOOCHOBHONW MUHEPAIBLHOW KUCIOTOM ¢
nocineayouuMy QuiIbTpanuei, MPOMBIBKON U CYIIKOH, U OTJIMYAeTCs TeM, YTO BHaJae
M3MENBYCHHBIC OTXO/IBI MOMUATUIIEHTEpE(PTaaTa BEIACPKUBAIOT B HUTPUPYIOIIEH
atMocdepe, MOJIYyYEHHOW B pe3ynbrare ucnapeHus 12 Momb/11 a30THOM KHCIOTHI, IPU
temneparype 130-190°C B teuenune 5-24 4, a 3aTeM pacTBOPAIOT B paCTBOPE THAPOKCHUIA
HaTpus ¢ KoHueHTpauueit 0,5-1,0 monn/m.

CymHoCTh U300peTeHus NOSICHAETCS YepTeXaMHt, TJie MOKa3aHo CleaAyolIee.

Ha ¢ur. 1 - UK-cnextp aunarpuesoit conn TOK CgH404Na, [4].

Ha ¢ur. 2 - UK-crexTpsl 0caJ k0B, MOJIYyUYEHHBIX B PE3yJIbTaTe YIIapuBaHUs PacTBOPOB,
oOpaszoBaBmuxcs npu pactsopeHuu B 0.5 monp/n pactBope NaOH o6pasna [I19TD
3eJICHOTO I[BETa, BBIJEPKAHHBIX B HUTPHUPYIOIIEH aTMocdepe, MOoTydeHHON B pe3ynbTare
ucnapeHus 12 Moab/n a30THOHM KUCTOTHI, ipu Temneparype 130°C npu pa3HbIX BpeMeHax
BBIJIEPKKHU, T1€ IPUHATHI ClIeayoLue 0003HaYEHHUs:

1 - Bpems BbLAEPKKH S U,

2 - Bpems Bbiaepxkku 10 4,

3 - BpeMs BBIACPXKKH 24 4.

Ha ¢ur. 3 - UK-crexTpsl 0caJkoB, MOJYyYEHHBIX B PE3yJbTaTe YIIapuBaHUs PacTBOPOB,
ob6pazoBaBmmxcs npu pactopenuu B 0.5 mons/n1 NaOH o6pasuos [19T® 3enenoro nsera,
BBIJIEP)KaHHBIX B HUTPUpPYIOLIEH atMochepe, MoaydeHHOH B pe3yapTaTe ucrnapeHus 12
MOJIb/JT @30THOM KUCIIOTHI, B TE€UEHUE 5 4 MPU pa3HBIX TeMIepaTypax, IJe NPUHSITHI
cienyroume 0003HaueHHUs:

4 - remneparypa 130°C,

5 - remnepatrypa 150°C,

6 - remneparypa 170°C,

7 - remneparypa 190°C.

Ha ¢ur. 4 - UK-criexTpbl 0CaJKoB, MOJIYyUYEHHBIX B PE3yJIbTaTE YIIapUBaHUs PACTBOPOB,
obpazoBapmmxcs npu pactBopeHuu B 0.5 monbs/n NaOH o6pazuos [19T®, BeiiepkaHHBIX B
HUTpUpYIOLIel atMocdepe, MoIyueHHOI B pe3yiapTaTe ucnapeHus 12 Mosib/a1 a30THOU
KHCIOTHI, Ipu Temneparype 190°C B teuenue 24 4, rae NpUHSTHI CIEAYIOIINE
0003HaUYCHUS:

8 - mBeT o6pasna [IDTD 3enenslid,

9 - uBer obpazua [I19TD kopuyHEBbIH,

10 - BeT o6pasmna [IDTD romyOoid.

Ha ¢ur. 5 - UK-cnextpsl oOpasnoB TOK, nonydeHHbIX B pe3ynbrare fo0aBneHus 12
moub/1 HNO3 u 24%-noro pactBopa HCI k pacTBopy, oOpazoBaBuieMycs MpH pacCTBOPEHUU
B 0.5 mons/n1 NaOH o6pa3ioB [IDT® 3enenoro 1sera, BbIAep>KaHHBIX B HUTPUPYIOLIEH
atMocdepe, MOTyYEeHHON B pe3ysbTaTe ucnapeHus 12 MoJb/1 a30THON KUCIIOTHI, PH
temmeparype 190°C B teuenue 24 4, a Takxe UK-cnekrp TOK, npuBeneHHbIN B 0a3e
nanHbeiX NIST [4], rne npuHATH cieayiomue 0003HaAYCHUS

11 - no6aBnenue 12 mons/n HNO3 k pacTBOpy, 00pazoBaBIIeMyCsl IPU PACTBOPEHUH B

0.5 monw/n NaOH o6pa3zuos II9T® 3eneHoro 1peTa, BblAEpAKAHHBIX B HUTPUPYIOILEH
aTMocdepe, NOoJy4eHHON B pe3yibTare UcapeHus 12 MoJb/l1 a30THOM KHMCIIOTHI, IPU
temneparype 190°C B teuenue 24 .

12 - no6asnenue 24%-noro pacreopa HCI x pactBopy, oOpazoBaBmemycs npu
pactBopenuu B 0.5 mons/1 NaOH o6pazmnos [I3T® 3eneHoro nupera, BolIep)KaHHBIX B
HUTpUpYIOoLIel atMocdepe, MoIydeHHOH B pe3yiapTaTe ucnapeHus 12 Mosb/i1 a30THOU
KUCIOTHI, ipu Temneparype 190°C B Teuenue 24 4.



13 - UK-cnextp T®K, npuBeneuubiii B 6a3e nanubix NIST [4].
Ha ¢ur. 6 - [Topomxkossie audpakrorpammsl 06pasnos TOK, nmonyyeHHbIX TpU
no6asienun pactBopa 12 mons/n1 HNO3 u 24%-noro pactBopa HCl k pactBopy,

obpaszoBapuiemycs npu pacrBopernu B 0.5 mons/m NaOH o6pasos [IDT® 3enenoro nsera,
BBIJIEP)KaHHBIX B HUTpUpYIOLIEH atMocdepe, MoaydeHHOH B pe3yabTaTe nucnapeHus 12
MOJIb/JT @30THOM KUCIOTHI, pu Temmeparype 190°C B Teuenue 24 4, a Tak)ke MOPOLIKOBas
penrrenorpamma TOK, npuseaennas B 6aze nanubix JCPDS [5], rae npuHATH cneayomue
0003HaUYeHUS:

14 - no6asnenue 12 mons/n HNO3 k pacTBOpy, 00pa3oBaBLIeEMYCs IIPU PAaCTBOPEHUU B

0.5 monw/n NaOH o6pa3zuos II9T® 3eneHoro 1seTa, BblAEpAKAHHBIX B HUTPUPYIOILEH
aTMocdepe, MONIYyYEHHOW B pe3ynbrare ucnapeHus 12 Momb/11 a30THOM KHCIOTHI, TPU
temneparype 190°C B teuenue 24 u.

15 - no6aBnenue 24%-noro pactsopa HCI k pactBopy, oOpa3oBaBuiemMycs npu
pactBopenuu B 0.5 monb/1 NaOH o6paszmnos [I3T® 3eneHoro npera, BolIep)KaHHBIX B
HUTpUpYIoLel atMocdepe, MoIyueHHO! B pe3yiabpTaTe ucnapeHus 12 Moisb/i1 a30THOU
KUCIOTHI, ipu Temneparype 190°C B Teuenue 24 4.

16 - mopomkoBasi pentreHorpamma TOK, npuBenennas B 6aze ganasix JCPDS [5].

Cnoco0 ocymiecTBisiercs ciaeayromuM oopazom. BHauane npouecca u3MenbueHHbIE
orxonbl [I9T® BeIAepKUBAIOT B HUTPUPYIOLIEH aTMOocdepe, MOTydeHHOH B pe3yabTaTe
ucnapeHus 12 Mo/ a30THOHM KUCTOTHI, ipu Temneparype 130-190°C B Treuenue 5-24 4, a
3aTeM OCYIIECTBISIOT 00paboTKy pacTBopoM 0,5-1,0 MO/ THAPOKCHIA HATPHUS C
oOpaszoBanueM nuHaTpueBoi conu TOK u ocaxxnenne TOK ogHOOCHOBHOW MUHEpaTbHOM
KUCJIOTOH € MOCHeAYIOMUMU (UIbTpaueid, TpOMBIBKON U CyIIkoi. B pe3ynbrare
BBIJIEPKKH B HUTPUpPYIOLIEH aTMoc(epe, MoJydeHHOHN B pe3yabpTaTe ucnapeHus 12 monb/n
a30THOM KucCIOTHI, pu Temmeparypax 130-190°C Bce yacTtuibl otxoa0B [I13TD pa3ubix
LIBETOB MEHSIOT CBOM IIBET Ha O€JIbId, TEPAIOT NPO3PAYHOCTh U CTAHOBATCS OYEHB
xpynkumu. [Ipu o6paboTke 3Tux npoaykroB pactBopamu NaOH ¢ xonnentpanueii 0,5-1,0
MOJIB/T 00pa3yroTCs KeNThle pacTBOpbl AuHaTpueBoil conu TOK, uro noarBepxaaercs NK-
CIIEKTpaMHU OCaJKOB, [TOJIyUYEHHBIX B pe3yJbTaTe ylapuBaHUs MOJy4YEHHBIX pacTBOPOB, U
cpaBHeHneM ux ¢ UK-cnexktpom nuHatpueBoit conu TOK, npuBeaeHHbIM B 6a3e TaHHBIX
NIST [4] (cm. dur. 1-4). lanee npoonsT ocaxaeHne TOK omHOOCHOBHON MUHEpaIbHON
KHCJIOTOH € MOCJIeNyMUMH GuiIbTpanuei, npoMbiBKoi u cymkoil. O0pasoBanue TOK u3
pactBopoB nuHatpueBoit conu TOK myrem mo0aBieHUs OAHOOCHOBHBIX KHCIOT MOXKET
OBITH MPEICTABICHO PEaKIUe:

C8H4O4Naz+2HA—>C8H4O4H2+2N3A,

rae A - NOy~, CI'.

Jlnst 06pa3oBaBIIMXCS OCAKOB Takxke ObuH nonydeHbl MK cekTpsl v mopomkossie
nudpaxrorpammel (cM. ¢ur. 5 u 6). Ux cpaBuenue ¢ UK-crnexkTpom u nopomkKkoBon
nudpakrorpammoiri TOK, mpusenennbiMu B 6a3ax manubix NIST u JCPDS [4, 5],
noarsepxaaeT nonyyenne TOK 3asBnsembimM criocobom.

[Ipenmy1iecTBOM MpeaiaraeMoro crnocoba sBiaseTcs noixyyeHue repedranieBoi KUCIOTH
U3 OTXOJ0B MOJUATUIIEHTepedTanaTa 0e3 CIOIb30BaHUSI TOKCUYHBIX BEIIECTB, a TAKKE
BO3MOKHOCTb UCIIOJIb30BaHUA €T0 ISl yTuian3anuu orxonos [I19T® Ge3 ux
MpeIBapUTEIbHOTO JIeJICHUS 110 IBETOBOU raMMe.
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dopmyna n3006peTeHus
Cnoco6 nmomydeHnus TepedTaaeBoil KUCIOTH U3 OTXOA0B MOTUITHIEHTEepedTanaTa,
BKJIIOYAIONIUI W3MeNIbueHHe, 00paboTKy THAPOKCUIOM HATPpUs ¢ 00pa3oBaHUEM
JUHATPUEBO conu TepedTaneBoil KUCIOTHI, OCaXKIeHHE TepedTaneBoi KUCIOTHI
OJIHOOCHOBHOM MUHEPAJIbHOM KHCIOTOH € MOCIEeAYIOMUMU GUIbTpaLlei, IPOMBIBKON U
CYIIKOW, OTIMYAIONIUKCS TEM, YTO BHaYalle U3MEIbUCHHBIE OTXOIbI
noJMATUIIeHTepeTanaTa BbIACPKUBAIOT B HUTPUPYIOILEH aTMocdepe, moydeHHOH B



pe3ynprare ucnapeHus 12 Mojb/J1 a30THOM KUCIOTHI, Ipu Temieparype 130-190°C B
TedyeHue 5-24 4, a 3aTeM pacTBOPAIOT B paCTBOpPE THAPOKCHUIA HATPUS C KOHI[EHTpaluel
0,5-1,0 moub/11.
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