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CUHTE3 U UCCINTIEQOBAHUE CBONCTB BOPO®OC®ATHbLIX CTEKOI
C BKIMIOYEHUEM LiCl KAK UMUTATOPA OTPABOTAHHOI'O
COJIEBOIO 3NEKTPONIUTA MMPOXUMUYECKOW NEPEPABOTKN OAT
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2MHcmumym ebicoKkomemrepamypHoU 371eKmpoxumuu Ypanscko2o omdeneHus Pocculickoli akade-
muu Hayk (UBT3 YpO PAH), EkamepuH6ype

B nabopamopHsbix ycrnosusix paspabomar 6opoghocchamHbili cmekrnomamepuas 0518 umMmobunusayuu ompa-
bomaHHO20 ariekmposiuma onepauyuu «Memarsnu3ayuuy nupoxumudeckoeo nepedena MIN OL43K. Paspabo-
maH, U320moesieH U Ucfbimax rpomomurl ycmpoticmea npuema-rnepedadyu ompabomaHHO20 afiekmposnuma.
lNodmeep:x0eHa 803MoxHOCMb Nepepabomku ompabomaHHO20 afiekmpouma onepayuu «Memarnausajyuu»
nupoxumuyeckoeo nepedesia Ha nosIHoMacwmabHOM Makeme OrbIMHO-NPOMbIUIeHHOU ycmaHosku UMXT ¢
npumeHeHuem paspabomaHHO20 rpomomurna ycmpolicmea npuema-rnepedayu ompabomaHHO20 371eKMpo-
numa. OnpedeneHbl Nokazamesiu kadyecmea rosy4YeHHbIx bopoghocghamHbix cmekiomamepuanos, Komopbie
coomeemcmeytom mpebogaHusiM HopMamueHoU doKyMeHmauuu.

KnroueBblie cnosa: PAO nupoxumuyeckon nepepaboTkun, ocTeknoBbiBaHue, xnopuaHsle PAO, UMNXT, anek-
TPOHHAA MUKPOCKOMWS, XUMUYecKkasi YCTOMYMBOCTb, rMAPONUTMYECcKas YCTOMYMBOCTb, BA3KOCTb pacrninasa,
XNOpUCTLIV BOJopoA, mogdynb KOHra, BHyTpeHHee TpeHue, TeMnepaTyponpoBOAHOCTb, paMaHOBCKas CNekTpo-
cKomnusi.

INVESTIGATION OF THE OF BOROPHOSPHATE GLASS PROPERTIES
WITH THE INCLUSION OF LiCl AS A SIMULATOR OF SPENT SALT
ELECTROLYTE AFTER PYROCHEMICAL PROCESSING OF SNF
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1JSC « A. A. Bochvar High-tech Research Institute of Inorganic Materials», Moscow
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(IVTE Ural Branch RAS), Yekaterinburg

In laboratory conditions, a boron phosphate glass material has been developed for the immobilization of the
spent electrolyte from the “metallization” operation of the pyrochemical processing section of MP ODEK. A
prototype device for receiving and transmitting spent electrolyte has been developed, manufactured and
tested. The possibility of processing the spent electrolyte from the “metallization” operation of the pyrochemical
processing stage on a full-scale mock-up of a pilot industrial installation of the ICP using the developed proto-
type of a device for receiving and transmitting spent electrolyte has been confirmed. The quality indicators of
the obtained boron phosphate glass materials, which meet the requirements of regulatory documentation,
have been determined.

Key words: RW from pyrochemical processing, vitrification, chloride RW, IMCC, electron microscopy, chem-
ical stability, hydrolytic stability, melt viscosity, hydrogen chloride, Young's modulus, internal friction, thermal
diffusivity, Raman spectroscopy.
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BBeaeHune

OcHoBHbIM ncTtodHukoMm PAO, obpasytowmxcs
npy nupoxumuyeckon nepepabotke OAT, aBna-
eTca oTpaboTaHHbLIN ANEKTPONUT Ha OCHOBE XIO-
pUOOB LLENOYHbIX MeTanmnos.

B paHee npoBegeHHbix B AO «BHUMHM»
paboTax ObISI0 NOKa3aHO, YTO BeNM4YMHa BKIOYe-
HWUS XITOPUAOB, codepXawuxca B oTpaboTaHHOM
3NeKTponuTe, NMMMUTUPYETCHA COAEPXKAHMEM B HEM
Xnopuga nuTusi, KOTOPbIA MO CPaBHEHUIO C ApY-
MMMWU  XIopuaaMy  LLENOoYHbIX MeTannoB WMeeT
HaVMMEHbLUYI0O PacTBOPUMOCTb B dpoccpaTHbIX pac-
nnaeax.

Tak, gna oTpaboTaHHOro anekTponuTa Ha Oc-
HoBe aBTekTuyeckoro pacnnaea (3Li,2K)CI 6bino
onpefeneHo, 4YTo BenuYMHaA €ro  BKIYEeHUd
B OopodochaTtHoe  CTEKNo  He  AorkHa
npesbiwaTb 5%.

MpeBblWeHne yka3zaHHOW BENUYMHbBI NPUBOANT
K HapyLIEHUO FOMOTreHHOCTN KOHEYHOrO CTEKNob-
noka n obpas3oBaHN0 Ha ero NOBEPXHOCTU JErko-
pacTBopuMon dasbl.

B cooTBeTCTBUM C NOCNEAHUMU U3MEHEHUSIMU
B TexHonormdeckom cxeme obpaweHus ¢ PAO, 06-
pasylwmMMmuca npu  NMPOXMMUYECKON nepepa-
6oTke OAT npw npoBegeHWM onepauun dneKTpo-
XUMUYECKOTO  BOCCTAHOBMEHMS 40 MeTanna
uenesblx komnoHeHToB (U, Pu, Np, Am 1 Cm), co-
aepxawmxcsa B Tabnetkax okmcneHHoro OAT, 6y-
OeT MCrnonb30BaTbCA pacnras 3MeKTponmTa Ha oc-
HoBe LiCI-Li20.

Mpun pa3paboTke MeToda KOHAMLUNOHMPOBAHUS
anekTponuTta Ha ocHoBe LiCl 6binu y4TeHbl Hego-
CTaTKM, BbISIBIIEHHbIE MO pe3ynbTaTaMm paHee npo-
BeLEHHbIX paboT no MMMOGMNU3auMM 3NEKTPo-
nuta Ha ocHoBe aBTekTukM (3Li,2K)Cl. MNpuHat
MPOUEHT BKMoYeHus 5 mac. %.

Momumo aToro, Takke Obino obpalieHo
BHMMaHMe Ha 6onee BbICOKYHO TeMnepartypy nnas-
neHus atoro anekTponuta (600 °C) no cpaBHEHMIO
C 3NEKTPONNTOM Ha OCHOBE 3BTEKTUYECKOro pac-
nnasa (3Li,2K)Cl, nmetownm TemnepaTypy nnas-
neHus 350 °C.

Mony4yeHue 6opodopcdaTHoro crekna

CvHTe3 umwutaTopa OTpabOTaHHOIro 3MeKkTpo-
nTa NPoBOAUNN NyTEM MNIIaBneHnNs Npu Temnepa-
Type 650 °C cmecu, cocTosiwien ns xnopmaos Li, Sr
n Ba.

BopodocaTHoe cTekno nonyyanu U3 WnxThl,
COCTOSILLEN N3 UMUTaTOPa 3MEKTPONMTa U CTEKITO-
obpasylwmux KOMMOHEHTOB, MNpW TemnepaType
950 °C. lNpoBeaeHHbI peHTreHoda3oBbI aHanms
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(puc. 1.) nokasan oTcyTCcTBME 00pa3oBaHUs KakuX-
nmbo Kpuctannuyecknx a3 npu  MeaneHHoOM
oxnaxgeHun BblIbpaHHOro Ansa umMmobunusaumm
3MeKTponMTa Ha OCHOBE Xropuaa fnuTus coctaea
BopodocdartHoro crekna.

Intunsity, counts

29,0 0 4 e

Puc. 1 - PeHmzeHozpamma obpa3sya 6opoghocghamHo20
cmekna ¢ 371eKmponumom

B xome TexHOnmorMyecknx WUCNbITaHMN Ha
OMNbITHO-NPOMbILWIEHHoN ycTaHoBke UTMXT cuHTe-
3mpoBaHo 6opodhocaTHoe cTekno nogobpaHHOro
cocTaBa u nccnegosaHbl ero cnegyouime ouanko-
XUMUYECKMNE XapaKTEPUCTUKU:

- BSI3KOCTb pacnnasa;

- TMaponuTuyYecKkast yCTOM4MBOCTb KOHEYHOTO
cTeKna;

- TOMOreHHOCTb (paBHOMEpPHOCTb pacnpese-
NEHNST OCHOBHBIX KOMMOHEHTOB CTEKIOMaTpuLbl
no o6bemy creknobnoka);

- YHOC XJ1OpYA-UOHOB.

B TexHomnornyeckon cxeme npolecca nmpoxu-
mudeckon nepepabotkm OAT npepnonaraeTcs,
YTO MO Mepe HacbIWEHUA WUCMOMb3ylLerocs B
3TOM npouecce anekTponuta npogykramu aene-
HWS1 OH ByAeT YaCTUYHO BbIBOAUTCS U3 SNEKTPONU-
3epa Onis OYUCTKU C MOCNeayoLwen peunpkyns-
uven wunm noctynate B Buae PAO ansa
MMMOBUNN3aLMN METOLOM OCTEKIOBLIBAHUS.

YpaneHne  pacnnaBneHHOro  anekTponurta
npegnonaraeTcs OCYLLEeCTBNATbL MyTEM ero nepe-
OaBNUBaHUS N3 OCHOBHOIO annapara no oborpe-
BaeMoMy TpybonposBogy B MNPUEMHYKD E€MKOCTb
(6bupgoH), kKoTopas 3atem OyaeT nepemelleHa B Ka-
Mepy ¢ Haxogswenca Tam yctaHoskon UMXT.

OpHUM 13 HeoBXOAMMbIX YCMOBUIA NPOBEAEHMS
npouecca OCTEKIOBbIBaHUS ABnseTcs Heobxoau-
MOCTb B NpeABapuTENbHOM CMELLEHMN OTBepXaa-
eMblx PAO C HyXHbIMK ANS NONy4YeHUs1 CTEKOIb-
Horo pacnnasa drocyowmnmmn gobaskamu.

B ncnonbaytowmxcsa u paspaboTaHHbIX K HACTo-
AllemMy BpeMeHun annapartax Ans CMeLleHus 1 Jo-
3UPOBKM KOMMOHEHTOB CTEKNO0OBPasyoLLen LWNXTbI
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HeobxoaMMble ONs ee NoNyYeHUs UCXoaHble MaTe-
pvanbl 4OMKHbI ObITb B BUAE rpaHy Uiy NOPOLLKa.

OpHUM 13 BapyaHTOB OpraHv3auum 4o3MpoBa-
HUA OTpaGOTaHHOFO ANEKTPpOoNnTa ABNAETCA Cyxoe
003MpOBaHNe MNpefBapuUTENbHO  FpaHynMpoBaH-
HOro UM uU3Menb4eHHOro B MOPOLUOK npoayKta.
MpopaboTka 3TOro BapuaHTa ¢ NPMMEHEeHNeM Bbl-
nyCckaeMbIX NMPOMbILLIIEHHOCTbIO annapaTtoB MokKa-
3ana Hanuuyme CIOXHbIX TeXHUYecKux npobnem,
Kak o6LMX, TaK U Ons peanusauun B pagnoxmMmm-
YECKOM MCMOMHEHUWN; KpOMe TOro, TexXHOMorny-
HOCTb [aHHOro Mnoaxoda Bbl3blBAET COMHEHUs B
CBSI3M C HEOOXOAMMOCTbIO BBEAEHWUsl OOMOfHU-
TeNbHbIX BbICOKOTEMMEPATYPHBLIX CTaAWUN B TEXHO-
TNOrMYECKYIo CXemy.

Moatomy ObINO pa3paboTaHO, M3rOTOBEHO U
UCMbITAHO 3KCNEepUMeHTanbHOe YCTPOMCTBO Npwu-
ema 1 nepeaaym otTpaboTaHHOro anekTponuTa ans
BbIpabOTKM NpMHUMNA ero nepegayn n go3NpoBa-
HUA B XOJ'IO,IJ,HbII7I TUrenb Npu OCTEKIoBbIBaHUW.

Bonpockl aTOMHON HayKn U TEXHUKN.
Cepus: MaTeprnanoBefeHue u HoBble MaTepuansbl

YCTpPOWCTBO, NpeacTaBnsioLLee cobo nepeaBux-
HYIO 31EKTpOneYyb C MeTaniM4eckum KOHTEMHEPOM
M CMMBHbIM YCTPOWCTBOM, NOKa3aHO Ha puc. 2.
3nekTponuTaHne yCTPOMCTBaA OCYLLECTBNANN Npun
MCMONb30BaHUN perynatopa MOLHOCTU «Tepmo-
ntokc 010».

MpeoBaputenbHble  UCMbITAHUS  YCTPOMCTBA
npuema u nepegaym otpaboTaHHOro anekTponuTa
NPOBOAWMY C LIENbHO:

- onpegeneHns pexmnmoB MiaBku CMECcK Xro-
puaoB (MMuTaTopa oTpaboTaHHOro anekTponuTa);

- npoBepkn paboTocnocobHOCTN CIIMBHOIO
YCTPOWCTBA;

- NPUHLMNManNbHON BO3MOXHOCTU MacCOBOIo
O03/pOBaHNS pacnnaBa umutatopa otpaboTaH-
HOrO 3NEKTPONMTa B XONOAHbIN TUrenb s nocne-
OYIOLLEro OCTEKIOBbIBAHUS;

- onpefeneHns TeEXHONOrMYeCcKMx napameTpoB
MacCOBOro JO3UpOBaHMsA pacnnasa mmmrartopa.

8)
Puc. 2. Yempoticmeo npuema u nepedaqyu ompabomaHHO20 3riekmponuma: rneys (a), peaynsamop mouwHocmu (6), éHympeHHul
KoHmeliHep 0n1s pacnnasea srekmponauma (8)
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MmutaTop maccom 2 Kr ObliT NPUroToBMNEH HeMo-
CpeOcTBEHHO B YCTPOMCTBE Mpvema v nepepavdv
oTpaboTaHHOro anekTponuTa.

B npouecce npenBapuTenbHbIX 3KCNEPUMEH-
TOB YCTPOWCTBO MNpuvemMa u nepefadv npoLuno
yCrneLlHble UCMbITAHUA NpU CUHTE3e MmuTaTopa
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0TpaboTaHHOro 3NeKTpoNnTa U MaccoBOW Bblgauu
ero B KoHTewHep. lpouecc cnuBa npeacrasrieH
Ha puc. 3. a napameTpbl — B Tabnuue 1. CpegHas

CKOpPOCTb nogayvn nMmuTaTopa AneKkTponnta
cocTtaBuna 35 r/c.

Puc. 3. Mpouyecc cnusa u3 ycmpolicmea npuema u nepedayu umumamopa 31eKmponuma

Tabnuua 1

MapameTpbl cnivBa anekTponuTa

Bpems oTKpbITUS CMBHOIO YCTPOWUCTBA, C Macca cnutoro umutaTopa anexkrponura, r
1 35
2 70
45 1580

OpHOBpPEMEHHO C 3TUM OblNM 3adUKCUPOBaHbI
HekoTopble 3amedaHus. [NepBas Bepcusa BHYTPEH-
Hero KoHTelnHepa Obina N3roToBneHa U3 TOHKONU-
CTOBOM HepKaBewlLllen cTanu, Kotopas B npo-
uecce HarpeBa Kopobunacb, a BepXHAA 4acTb
noasepranacb kopposuu. Moatomy ona ganbHemn-
LWIMX MUCMbITAHUA BHYTPEHHUWA KOHTENHep Obin ne-
pedenaH v n3rotoBrnieH bonee HageXHbIM U3 TOr-
CTOCTEHHOW HepXaBeloLLen cTanu.

[na npoBefeHUs aKCNepuMEHTOB Ha MOSHO-
MacWTabHOM MaKeTe OnbITHO-NPOMbILLNIEHHON
yctaHoBkm WIMXT oH Obin  MOAEpHWU3MPOBaH
C LUenbl oOpraHuMsauuMuM MaccoBOM nogayuv
pacnnasa nmuTaTopa OoTpaboTaHHOro
3NEeKTponMTa U MacCoBOM  ModavnM  Cyxux
cTeknoobpasyowmnx [obaBok. BHewHun Bug
MOAEPHU3NPOBAHHOW YCTaAHOBKW MpeAcTaBrieH
Ha puc. 4-7.

MHemocxema [03upyloLLero kKomnnekca npea-
cTaBrieHa Ha puc. 8, a TexHM4yeckue xapakrepu-
CTUKU OMbITHO-NPOMBILLNIEHHON ycTaHoBku UIMXT —
B Tabnuue 2.

MoaepHusauusa ycTaHOBKW 3akroyaeTcs B OO-
6aBneHun yana, obecneynBaroLLEero pasorpes 4o
TemnepaTypbl NraBneHns 1 Jo3UpoBaHNE UMUTa-
Topa oTpaboTtaHHoro anektponuta. Cocras yana:

- YCTPOWCTBO MpMema u nepegayu aMekTpo-
nuTa;

- perynsitop TemnepaTypbl;

- CNVBHOW LUTOK C NPVMBOAOM;

- BbITSKHAs BEHTUNAUMS;

- Tpyba nogaum pacnfnaBfeHHOro 3eKTpo-
nvta B UNMXT;

- wkad ynpaeneHus O3VpYOLWLUM KOMMMAEK-
com;

- pajapHbIn ypoBHEMEP.
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Puc. 5. ModepHu3upoeaHHasi ycmaHoeka UIMXT. Obwut eud
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Puc. 7. ModepHu3uposaHHasi ycmaHoeka UIMXT. Ycmpolicmeo npuema u nepeaaqu ompabomaHHo20 3neKmponuma
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[O3UPYIOLIAA KOMINEKC
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PRIATPY A

Puc. 8. MHemocxema 0o3upyrou,e2o Komriekca

Tabnuua 2
OCHOBHbIE TEXHUYECKNE XapaKTEPUCTUKMN OMbITHO-NPOMbILLNEHHON ycTaHoBku MIMNXT
HanmeHoBaHWe nokasatens | 3HayeHne
Turenb
Temnepartypa npouecca nnaenenus, °C, He Gonee 1500
O6vem cnuBaemoro pacnnaea 3a 1 umkn, am3 5
Mnowagb 3epkana pacnnaea, gM2 5
Pacxop oxnaxpatouwen Boabl, M3/4, He bonee 5
Temnepatypa oxnaxgatoLen sogbl, °C
- Ha Bxoge 205
- Ha BbIxoge 45+ 5
[asneHne nogasaemown Bogbl, MlMa (krc/cm2), He MeHee 0,4 (4,0
YpaenbHoe anekTpuyeckoe conpoTmerieHme Bogpl, kKOM-cm, He 60- 20
nee
PaspexeHue BHyTpu Tums, MNa 200
UHaykTop
KonebatenbHasa MouwlHOCTb, KBT, He bonee 60
YacTtoTa Toka, My, 1,76
HanpspkeHune Ha nHgykTope, kB, He Bonee 7,5
Pacxog oxnaxgatowien sBogbl, M3/4, HE MeHee 0,5
YaenbHoe anekTpuyeckoe conpoTmereHme Bodbl, KOM-cm, He 60- 20
nee
KoHTelnHep ans cteknomaccsl
BmectumocTb nonHas, m3 1,0
BmecTumocTb paboyas, M3 0,9
BaBelunBaemas macca, kr 170 — 250
Y3en o3upoBaHus
MpounsBoauTenbLHOCTL BUOponuTaTens creknoobpasyroLmx goba- 0.05 — 2.00
BOK, Kr/MOpLMIO 3arpy3ku ! !
Paboyasi TemnepaTtypa ycTpoicTBa npMemMa-nepenaqm anekTpo- 700
nuTa, °C
CKkopOoCTb Bblgayun aneKkTponuTa u3 yCTpoucTBa npuema-nepeaadu, 35

r/c
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Kpome Toro, ans ygobcrea nogaym Bcex KOM-
MOHEHTOB CTeKna BHECEHbl W3MEHEHWS B y3en
Jo3npoBaHua 6opodpocaTHON LINXTLI, KOTOpbIE
3aknovatotca B gobasneHun BubponuTaTtens,
OyHkepa C 3aTBOPOM, 3acCfOHKM C MPUBOOOM,
TpyObl MNOAayn LWKUXTbl, KOMMpeccopa CxaToro
BO3ayxa.

B npouecce npoBeaeHus akcnepMmMeHTa mone-
KyrnsIpHOrO Xfiopa 1 XopoBOAOPOAa B OTXOASALLMNX
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rasax He oOHapyxeHo. V3mepeHve npoBoaunnu
C  UCMOMb30BaHVWEM  MHOWKATOPHbIX  TPYyOOK
TW-CI2-0,2 n TU-HCI-0,15.

Macca cnuTtoro creknomarepuana coctasuna
13,6 «kr. OueHoyHad  NPOU3BOAUTENBHOCTb
y3na nnaBneHus npu WUCMNOMb3yeMOM pexunuve
3arpyskm coctasuna 6,8 kr/d no cTekny.
OcHoBHblE CTagun npouecca npeacTasreHbl Ha
puc. 9.

Puc. 9. OcHosHble cmaduu npoyecca 0CMekK108bl8aHUs UMumamopa ompabomaHHO20 3/1eKMpPosIuma Ha OfbIMHO-MPOMbILWIIEH-
Hou ycmaHoske UMXT: npuzomosneHue cmeknoobpasyroujux 006asok (a), norydeHue rnepeoHavyasibHol 8aHHbI pacrnnasa (6), 3a-
epy3ka nopyuu cmeknoobpa3syuwux obasok u umumamopa ompabomaHHO20 sriekmponuma (8), NpornasneHue 3a2pyXeHHoU nopyuu
(2), sud 3epkana pacrninasa neped Ha4asom 3agpy3ku credyroujel nopyuu (6), cmeksio rocne cruea 8 KOHMeUHep (e), cmekso rnocne
ocmblgaHusi (x), bopoghocghamHasi cmeknogpumma (u)
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Pusunko-xmmmnyeckme ceomcrtea 6opodocdar-
HOro cTekna, Nosly4eHHOro nNpu NnpoBeAeHnU
TEeXHOJIOrM4ecKux ucnbiTaHUn

OueHka opgHopogHocTn  BopodhocdaTHoro
CTeka NpoBoAUIach C UCNONb30BaHNEM METOA0B

=
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3NEKTPOHHOW MUWKPOCKOMUMW. PesynbTathl
KapTUpOBaHMS MOBEPXHOCTWU CTeKna, MpuBeLEeH-
Hble Ha puc. 10, cBMOETENbCTBYIOT O paBHOMEp-
HOM pacnpegeneHnn no obbemy cTeknobnoka
OCHOBHbIX KOMMOHEHTOB, BXOASLMX B COCTaB
MaTpuubl.

300Mm PKat 300mxm OKat

e e— on—
300MKkm AlKat M Sooman ' Fekat
| T |
300Mkm Batat

Puc. 10. Pe3ynbmamabi Kapmupog8aHusi 1o8epxHocmu cmekrna, nosy4eHHozo 8 UMXT

McnbiTaHna XMMNYeckon yCTOMYMBOCTHN NPOBO-

annm B COOTBEeTCTBUU C Tpe6OBaHVIF|MI/I
FOCT P 52126-2003 [1]:

- TemMneparypa npoeegeHnA ncnblTaHUM
(25 + 3) °C:

- otbop npo6 BOAbI AOnA  MNOCNeaylLLero
onpeaeneHust B Hel KOHLEHTpaLMy HyKNMaoB nNpo-
Boaunu Ha 1, 3, 7, 10, 14, 21 n 28 cyT. KOHTaKTa
o0pasuoB CcTekna C AUCTUINIMPOBAHHOW BOAOW.
CKOpOoCTb  BhILENavYMBaHNSA OTAENbHbIX paguno-
HyKNUZoB (Mnu ux cmecu) Rn, (r/(cm? cyT)) BblumUC-
nanuv no copmyne:

Ri, = -2 )
nooAbsty’

ede ai — akmusHocmb (Bk) unu macca (2) om-
OenbHo20 Hyknuda (Unu ux cMecu), 8blULesIoHeH-
HO20 3a OaHHbIl UHmMepsasn epemMeHu;

Ao — yOenbHas akmusHocms (bk/2) unu macco-
8asi KOHUeHmpauus (2/2) Hyknuda (unu ux cmecu)
8 ucxodHom obpasue;

S — nowadb omkpbimol 2eomempuyeckol
rnosepxHocmu obpasuya, cm?;

th — npodosmkumenibHocMe i-20 rnepuoda ebiuje-
naqueaHusi, cym.
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KOHUEHTpaumio KOMMOHEHTOB B KOHTAKTHOM
BOAE onpeaensann MeTo4oM MNilaMeHHOWN CMeKTpPo-
ckonun (aTOMHO-abCOPOLIMOHHBIN CcnekTpodoTo-
meTp Analytik Jena contrAA 800, rocpeectp
CWn 69708-17).
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PesynbTatbl UCMbITAHUW  TMOPONUTUYECKOMN
YCTOMYMBOCTKN, paccynTaHHble Kak cpegHee
apudmeTuyeckoe Tpex napannenbHbIX

n3mepeHun, npmeeaeHsl B Tabnuue 3.

Tabnuua 3
PesynbTaTthl UCNbITAHWUI TMAPONUTUYECKON YCTONYMBOCTH

CkopocThb BbllLienadmnBaHus, r/(cm2-cyT)
onemeHT

1cyt 14 cyt 1cyr
Hatpuii 5,9:10°% HaTpui 5,9:10°%
Jintuin 1,710° Jintun 1,710°
CTpoHuuni <110 CTpoHuunii <110°¢
Bapun <1-10% Bapun <1-10%

AHanua npegcTasneHHbIX B Tabnuue 3 pesynb-
TaTOB MOKa3bIBAET, YTO CKOPOCTY BbiLLENaYnNBaHUSA
Na u Li B ycTaHOBUBLLUEMCS pEXUME Ha 28 CYT. KOH-
Takta c BOAOW cocTaBnAlT BenuduHbl 0,8-10-°
r/(cm?-cyt.) u 1,4:10-5 r/(cm?-cyT.) cooTBET-
cTBeHHo. CrnegyeT OTMETUTb, YTO NOMNY4YUTb KOMU-
YECTBEHHYIO OLIEHKY MfMOPONUTUYECKON YCTONYMBO-
cTn GopodocaTHOro crekna no CTPOHUUK He
yaanocb NO MpuyvHe HEeAOCTaTOYHOW YyBCTBM-
TENbHOCTU MPUMEHSIOLEroca MeToda aHanusa
KOHTaKTHOW BOAbl.

0.0125 s
460.7331 nm
0.0100] _ | H

0.0075) |
0.0050] ..

El
=
n
=
a
£

0.0025,

a 0.1 0.2 0.3 0.4 0.5
Conc. [mg/L]

Ha npuBegeHHoM Ha puc. 11. kKanMbpoBOYHOM
rpacuke, NOCTPOEHHOM ans aHanusa
KOHTaKTHOW BOAbl Ha  CoOAepXaHue  UWoHa
CTPOHUMSA, BUOHO, YTO Npeden ero obHapyxeHus
coctaBnseT BenuuuHy He meHee 0,01 mr/gms.
AHanna npob KOHTAKTHOW BOAbl, OTOOpPaHHOWN
B X0Z€e NpoBefeHUs UCTbITaHWUIA TMAPONTMTUYECKON
yCTOMYMBOCTM, MNOKasasn, 4YTO KOHLUEeHTpauus
CTpOHUMA BO Bcex npobax okasanacb MeHee
npegena obHapyxeHus, T.e. MeHee 0,01 mr/gms.

Table Parameters Residuals LOD /LOQ

Conc.

AFIE
Line: Calibration function:
Sr460 i nonlin. ratio. i
4 o Attenuation:
off @

Type [mgrL] Ints. Rem.

Cal-Zerol 0| -0.00062

Cal-Std1 0.01| 0.00050

Cal-Std2 0.05| 0.00083

Cal-Std3 0.1| 0.00170

Cal-Std4 0.5| 0.01149

< >
LJsb Delete Std.
[JRSD%
Last calibrated: 22.04.2022 13:45

Puc. 11. KanubpogoyHbili epachuk Os1si orpedesieHus1 KoHUeHmpauyuu cmpoHyus

HecMoTps Ha  OTCYTCTBUE  KOHKPETHbIX
3HaYeHui no KOHLIeHTpaLum CTPOHUUS
B KOHTaKTHOW BoAe, MOMyYeHHble pe3yrnbTaThl
MoryT ObITb NCMoNb30BaHbI ans

OPUEHTUPOBOYHON OLIEHKN CKOPOCTW €ro BbllLiena-
YMBaHUS.

Onsa atoro 6binu
aonyLieHus:

caenaHbl  cnepywowine

10

- KOHUEeHTpauusi Sr?* B KOHTaKTHOWN
ai < 0,01 mr/gm3;

- yCpeOHeHHbI OObEeM KOHTAKTHOWM BOAbI
30 cwm3;

- nnowagb noBepxHocTn obpasua S = 10 cm?;

- ypenbHoe cogepxaHue Sr* Ao = 0,0007 r/r.

Mpu oueHke no copmyne (1) ckopocTu Boille-
nayMBaHNsi CTPOHLIMS MOXHO YBEPEHHO CKasaTb,

BOfE
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YTO NPW MPUHSATBIX JOMNYLLEHNsX oHa OyaeT MeHee
4-10% r/(cm?-cyT.) yxKe 3a 1 CyT. KOHTaKTa noBepx-
HoCcTu oBpasua ¢ aucTunnupoBaHHon sogon. MNpu
yBENMYEHUN ANUTENBHOCTM UCMbITAHWIA OO0 28 CyT.
cnegyeT OXuAaTb CHUXKEHUS CKOPOCTU BbiLLenayn-
BaHWUs 4O 3HayYeHun meHee 1-10°6 r/(cm?-cyT.).

Mony4yeHHOe 3Ha4eHMe COOTBETCTBYET NPUHS-
TbiM B Poccuiickon degepaumm KputepmusiMm kade-
CTBa MaTpW4HbIX MaTepuarnoB, COAepXKallmX
BAO, no ckopocTu BhilLenavmanus Sr [2].

Ons namepeHus BA3KOCTU pacniaBoB MCMOSb-
30BanM BMOPALMOHHBIA BWUCKO3MMETP, MNPUHLMNM
paboTbl KOTOPOrOo OCHOBaH Ha npeobpa3oBaHMK
amnnuTyabl konebaHui gaTtynka, NOMELLEHHOIO B
pacnnaeneHHbIN MaTepuan, B COOTBETCTBYHOLLUN
anekTpuyeckmmn curHan [3].

MpyHUMNuanbHas cxema yCcTaHOBKM Ang onpe-
JeneHns BA3KOCTM pacnfaBa CTEKNoMacChbl npu-
BeAeHa Ha pwuc. 12.

"pagyvpoBky Buckosumetpa (puc. 13) Bbinon-
HSMW NO 3TanoHHbIM XMAkocTaM cdoupmbl Cannon
Instrument Company (CLUA) B nHtepsane 3Hade-
HUM BA3KocTM oT 5 go 200 alla-c. [ns Harpesa
pacrnnaBoB B MNPOLECCE U3MEPEHMUS BSA3KOCTU UC-
nonb3oBanu nevb CONPOTMBIIEHUS C CUNNTOBLIMM
HarpeBaTenamu (SiC). Temnepatypy B neuu
noggepXuBanu ¢ TOMHOCTbO £ 5 °C npy nomoLum
TUPUCTOPHOTO perynaTopa TemnepaTypbl
«Tepmogar».

HY-renepatop

D/

|
N >
]

1

P-133

5 4

Puc. 12. lNpuHyunuanbHasi cxema ycmaHO8KU USMEPEHUS 8513-

Kocmu pacrinaeos: 1 — nodeecka 0amyuka, 2 — afeKmpomaa-

HUMHble kamywku; 3 — dam4uk ¢ Pt HakoHeYHUKoM; 4 — mep-
monapa; 5 — neyb conpomuerneHusi
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Puc. 13. [padyupo8oyHblli epaghuk Ornsi usMepeHust
esi3kocmu

Ha puc. 14. npuBegeHbl AaHHble MO BSA3KOCTU
nony4deHHoro B UMXT pacnnaea 6opodgocdaTHoro
cTekna.

[Nsi OLEeHKN CTEMNEHN BKIMOYEHUS XOpuaoB 0b-
pasLbl MOMYYEHHOro Ha OMbITHO-NPOMBILLSIEHHOW
ycTaHoBke UIMXT 6opodocdaTHoro crekna buinm
npoaHann3MpoBaHbl Ha cogepXXaHwe B HUX XIOo-
pUa-NOHOB.

MaccoByto KOHUEHTpauumo Xrnopua-uoHoB B
oTobpaHHbIX Npobax cTtekna n 6apboTepHON *ua-
KOCTWU onpeaensnn NoTEHLMOMETPUYECKUM METO-
OOM C UCMNONb30BaHNEM MOHOCENEKTUBHOIO drekK-
Tpoaa Ha pH-meTpe / noHomepe UTAH.

1 -

21,4

20 AN S S
v
©
=
<
3 15 182 i
g | A
x ' i
% | |
3
o

10

5
700 750 800 850 900 95¢

Temneparypa, °C

Puc. 14. 3asucumocms 8s3kocmu pacnnasa 6opogocgham-
HO20 Cmeka om memrepamypbi

Ons aHanusa cogepXXaHus XnopucToro BoZo-
poda B rasoBoun (hase UCMONb30Bann KONOPUCTU-
YECKYH MHAMKATOPHYK TPYyOKy Ha XNOpPOBOLOPOL
TW-[HCI-0,15], koTopas obecneunmBaeT KOHTPOSb
cogepxaHus B rasoBoM hase XNopucTtoro BOAO-
poaa B ananasoHe1-10 mr/m2.

CyLHOCTb MeTOAa 3aKknio4yaeTcs B U3MEHEeHUN
OKpacKy MHOMKaATOPHOro MOpoLllka B pesynbTaTte
peakunu ¢ BpedHbIM BELLEeCTBOM (ra3om unu na-
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poM) B aHanuM3vMpyemom BO34yxe, MpocacbiBae-
MOM 4epe3 TpyOky. V3amepeHne KOHLEeHTpauuu
BPEeAHOro BeLLeCcTBa NpoOM3BOAMTCSA NO ANIUHE U3-
MEHUBLLEro NepBOHaYanbHy OKpacky Crost UHAn-
KaToOpHOro nopoLuka B Tpybke [4].

PesynbTatbl OLeEHKM coaepXaHusi B rasoBoOMU
hase XnoOpuCTOro Bogopoaa M xmnopa no nokasa-
HUAM B KOMOPUCTUYECKON WHOUKATOPHOW TPYOKM
rokasanum ux oTcyTCTBue.

MoMMMO OLEeHKM Aenokanusauun XnopucToro
BOLOPOAA B rasoByto dpasy bbin NnpoBedeH aHanm3
cofepXaHus XIopua-MOHOB B MOMYy4YEHHOM B
WIMXT crekne. Ansa atoro obpasel, 6opodocdar-
HOro CTekna pacTBOPSANN B a30THOW KICIOTE, a 3a-
TEM OnNpedensann KOHUEHTpauui C UCMNONb30Ba-
Hnem pH-meTpa / noHomepa NTAH.

KanmbpoBoYHble 3TanoOHbl TOTOBMAM MyTEM
pacTBOPEHUS1 He  COAepXalero  XnopuaoB
bopodocdaTtHOro crekna B as3OTHOW KMCNOTe C
nocrnegywowmMMm  BBEAEHWEM  Xnopuga  nuTus,
obecneynBatoLLEro psag KannbpoBOYHbIX
KOHUEHTpaumi no xnopua-noHy. Mo pesynbraram
n3MmepeHuni maccoBas aons XNOpVAOoB
B cTekne coctaBuro 86,33 % oT BBeAEHHOIO.
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MpuHATBIM BapvaHToOM obpalyeHus
C oOTpaboTaHHbIM  3MEKTPOSIUTOM  onepauun
«MeTannu3auuny SABMSETCS OCTEKNOBbIBaHWE B
6opodochaTHoe cTekno. [na aToro nepea
nogayen B WIMXT HeobxogMmo npoBecTun
cMmelleHue pacnnaBneHHoro anekTponuTta
co cTteknoobpasywowmmn gobaskamun. KoHedHbIM
npoaykTom siBnsietca 6opodocdaTHas matpuua,
a OTXoAsime rasbl OCTEKIOBbIBAHUS NOCTYNaoT B
cuctemy rasoouncTkn. Cxema npouecca npega-
cTaBneHa Ha puc. 15.

BHyTpeHHee TpeHve (BT) wn  moaynb
YyNpyrocT M3MepeHbl B aMNUTyAHO-He3aBUCK-
Mo obrmacTu npu yYactoTax [AgedopmMauum

1,0 Ty, B TemnepaTtypHoM mHTepBane 25-400 °C,
METOAOM BbIHY)XXAEHHbIX KonebaHuin Ha ouHaMuye-
CKOM MexaHuyeckom aHanm3atope «DMA Q800».
BennunHa BHyTpeHHero TpeHusi — tg (9) (=Q1),
roe @— pasHOCTb a3 Mexagy nNPUNoXeHHbIM
HanpskeHnem o " pe3ynbTupytoLen
aedopmaunen €. BHyTpeHHee TpeHue
aBnsieTca 6e3pa3mMepHON BENTUUMHOM U TOYHOCTb
ee onpegeneHns B gaHHom padote + 1-105.

O1paboTaHEeIf -
a A CrekmoodpazviomHe
PO KOMIIOHEHTE
ocHoee LiCl
¥ ¥
O2HpPOEIHHE
Aosip Cyxoe J0o3HMpORaHHE
pacIlIaea
Bopodocdataoe
podoct OcCTeKI0BEE2HHE » OTXoZAIIHE T33E

CTEETO

Puc. 15. Cxema ocmekrosbigaHusi ompabomaHHO20 aiekmposiuma «Memarniusayuu»

B paHHon pabote mogynb KOHra npu KomHaT-
HOW Temnepatype Ans Bcex obpasuos (3a Ucknio-
YEeHMEeM HEeKOTOpbIX) Onpeaensancsa MeToaoM
HaMMeHbLUMX KBagpaTtoB Mo 16 ucnbiTaHUSM
(no 4 ucnbiTaHNst Ha KaXaoWM CTOpoHe obpasLa).

B pabote amnnutyga gedopmaumn — 10 MKM,
yactoTta gecdopmauuin 1 'y,

PesynbTatbl onpeaeneHuns
npeacTasreHbl B Tabnuue 4.

TemnepaTtypHasi 3aBUCMMOCTb Moaynsi FOHra u
BHYTPEHHero TpeHus npeacTtasneHa Ha puc. 16.

Ha Bcex obpasuax Habnoganicb MUKW BHYT-
peHHero TpeHus (Mx Npupoda He onpegeneHa),

moayna HOHra

12

NMPUCYTCTBYET POCT BHYTPEHHErO TPeHUs (B y3KOM
AvanasoHe TemnepaTyp) C BbIXOAOM Ha HOBOe ¢ho-
HOBOE 3Ha4YeHWe BHYTPEHHEro TpeHus (Mocne nuka
noska BHYTPEHHEro TPEeHUs yBENMYMNach), U aTo
conpoBoXaaeTcst pe3knM (Mpu Temnepartype nuka)
yMeHbLueHneM moayns HOHra (obpasey 3 paspy-
lwmnca npyv Temnepatypax B AuanasoHe nuvka).
Takoe pe3koe yBennyeHne BHYTPEHHETO TPEHUS U
MOAyns ynpyroctu MOXeT CBUOETeNbCTBOBaTb O
¢aszoBoM nepexoae (M3MEHEHUsT B CTPYKType 06-
pasua).

PesynbTaTbl U3MepeHUn TeMmnepaTyponpoBoa-
HocTu o6pasuya 10x10x2 mm ©GopodrocdaTHoro
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ctekna c gobaskon LiCl (TpoekpaTHble n3amepeHusi n 1,0 MIp, npeacTasneHbl Ha puc. 17.

ogHoro obpasua Metogom LFA), a Takke Ha puc. 18 npeacraBneHbl gaHHbIE pamaHOB-

OZHOKPAaTHbIX M3MEPEeHUNn aHanormyHblx obpas- CKOW CNEKTPOCKONWUW, NoslydyeHHble Ha obpa3suax

uoB, npeasaputenbHo ob6nyyeHHblx aposon 0,1 B6opodocdartHoro cTtekna ¢ gobaskon LiCl.
Tabnuua 4

Pesynbtathl onpegenexns moayns KOHra

Mogynb KOHra E, ITla

CTtopoHa 1 | CTtopoHa 2 | CTtopoHa 3 | CtopoHa 4
O6pasey 1. 0,88 x 2,34 mm

48,5 49,9 47,4 49,6
47,3 49,6 49,5 50,3
49,8 50,4 51,2 49,2
49,5 49,4 49,5 49,6
48,5 49,9 47,4 49,6
Ecp 49,41 + 0,53 (1,073 %), P = 0,95

O6pasen 2. 1,02 x 2,4 mm
VcnbiTaH TOMbko Mo ABYM CTOpOHaM (HEPOBHbIV obpasel)

48,9 48,9 ; ;
48,2 48,6 - ;
49,9 47,9 - -
48,5 49,3 - ;
Ecp 48,77 + 0,53 (1,079 %), P = 0,95

O6pasey 3, 1,87 x 0,89 mm
McnbiTaH TonbKo No ABYM CTOpOHaM (HEpPOBHbIV obpasel)

46,8 47,5 - ;
46,2 471 - ;
47,5 47,8 - ;
45,8 47,4 - ;
Ecp 47,01 + 0,59 (1,245 %), P = 0,95

O6wwasn norpewHOCTb (CpeaHss no Tpem obpasuam): E¢, = 70,69 + 0,34 (0,479 %), P = 0,95

File: ...\Obr.1. 20-400C, 10 mcm, 1 Hz, 1 isp
Size: 20.0000 x 2.3400 x 0.8800 mm DMA

Run Date: 26-Sep-2023 11:10

Instrument: DMA Q800 V21.3 Build 96

50000 0.035

48000
~0.030

46000
0.025

44000

0.020

Tan Delta

42000

Flexural Modulus (MPa)

r0.015
40000

r0.010
38000

36000

T T T T T T T 0.005
50 100 150 200 250 300 350 400
Temperature (°C) Universal V4.5A TA Instruments

Puc. 16. TemnepamypHas 3agucumocmb MoOyrisi FOHea (Mla) u eHympeHHe2o mpeHusi (Tan Delta) 5@C LiCl.
Ob6pasey 1, yacmoma 1 I'y.

13



Bonpocbl aTOMHOW HAaYKU Y TEXHUKN.
Cepusa: MaTepuanosegeH1e 1 HOBble Matepuansl

Boinyck 3(129) 2025

0,36

o
]
1]

o
W
B

o
w
w

0,32

0,31

TemnepartyponposogHocTb x 108, mm2/c

2
W
o

0,29
0 50 100 150 200 250 300 350
Temnepatypa, °C
@ BPC+ LiCl @ BPC+ LiCl+ o6ny4enme 0.1 MIp B®C+ LiCl + o6ny4eHne 1 Mlp

Puc. 17. Pesynbmamel uaMmepeHusi memrepamypornpogsodHocmu obpasyos bopoghocghamHozo cmekna ¢ 0obaskoli LiCl

—— LiCl initial
—— LiCl 100kGy
——LIiCl IMGy
10000 -
8000 -
= )
[1y] r ’
~ 6000 - f
4000 - Yo
_"wn"
2000 I T I T I
500 1000 1500

Raman shift, cm-1

Puc. 18. Pesynbmamsl pamaHosckol criekmpockonuu obpa3syos 6opoghopcghamHozo cmekna ¢ dobaskoli LiCl
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3akntoyeHue HbIXx BopodocdaTHbIX CTEeKNnoMaTepuanos, KOTO-
pble COOTBETCTBYIOT TpeboBaHUSIM HOPMAaTVBHON

B nabopatopHbix ycrnoBusx paspaboTaH JOKyMeHTauuu.
6opodocdaTHbIn cTeknomarepuan ans [anbHenwasa paspaboTtka TexHonornm obpa-
nmMmMobunmsaumm oTpaboTaHHOro  anekTponuTa LeHMa ¢ oTpaboTaHHbIM 3MNEKTPONUTOM MNpeano-
onepauun «MeTannusaummy  NUPOXMMUYECKOrO naraet nogbop TEXHONOTMMYECKUX PEXUMOB U OT-
nepegena MM O43K. paboTKy TEexXHOMorMM Ha nonHOMacLITabHOM
PaspaboTtaH, n3rotoBneH u UcnbiTaH NpoToTMN MakeTe  OMbITHO-NPOMbILIMIEHHON  YCTAHOBKU
yCTpoOWCTBa nNpuema-nepegayunm oTpaboTaHHOro WMNXT. Onsa aToro Heobxoanmo NpoBecTM MOAep-
anekTponuTa. Hu3aumto (4opaboTKy) norTHoMaclTabHOro obopy-
MogTBEpXXOEHa BO3MOXHOCTE MNepepaboTku OOBaHusa anst obpalleHnsa ¢ umuTatopom oTpabo-
oTpaboTaHHOoro anekTponuTa onepauun TaHHOro anekTponuta (cMctema MNOArOTOBKU
«MeTannm3aummM» NUPOXMMUYECKOro nepegena MCXOOHOr0 NPOAYKTa, y3en A03UPOBaHUS NMPOLYK-
Ha NornHomMaclITabHOM MakeTe OMbITHO-MPOMBbILL- TOB, CUCTEMA ra3004MCTKW, y3en MNnaBMeHus, Cu-

neHHon yctaHoBkm WIMXT ¢ npumeHeHnem ctema ACYTI).
paspaboTaHHOro npoToTuna yCcTponcTBa Paboma ebinonHeHa 8 pamkax 0ozosopa
npuema-nepenaym otpaboTaHHOro anekTponuTa. om 06.06.2023 Ne 740/1199-/]-04/26/11406-/],
OnpepgeneHbl nokasatenu KayecTtBa MoryyeH- 3akno4yeHHo2o o doezosopy om 06.06.2023

Ne 740/1199-/.
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