Mpepnaraemoe u3obpeTeHVe OTHOCUTCA K aHaNMTAYECKON XMUM, @ WMEHHO K cnocobam mnonyveHus
nanyyaTenen npyu noaroToBke Npob Kk peHTreHodnyopecueHTHOMY aHanuady (PPnA), u MoOXeT ObiTb UCMONB30BAHO
ANs aHanusa pacTBOpOB.

M3BecTeH cnocob nogrotosku Npob k PONA pacTBOpoB nyTeM M3roTOBMNEHMWS TBEPAOro U3nydaTenst HAaHeCeHUEM
aHanusMpyemoro pacteopa Ha noanokKy n3 gunsTtpoansHon 6ymarm [ABT. cB. CCCP Ne 1409905, kn. G 01 23/223,
1988]. ABTOpbl 3TOrO0 crnocoba nepen HaHeCeHMeM aHa/m3MpyeMoro pacTBopa MOMELAnu Ha MoAJIOKKY
HaCbILLEHHbIN NPXU HOPMarkbHbIX YCIOBUSAX BOAHbLIA pacTBOp kapboHaTa aMMOHUS B KONMYECTBE, JOCTAaTOMHOM Ans
HenTpanusaumm KUCIbIX U LLEMOYHbIX PacTBOPOB, W BbICYLUMBANW. YKasaHHbIA crnoco® Tpyooemok, T.K. BKIYaeT
OOMOMHUTENBHYIO OMNepauuio HaHECEHNS PaCcCYMTAHHOIO KONMYeCTBa HeWTparmaylowero BellecTBa, ANUTENeH, T.K.
BpEMS CYWKWM 3a cveT BBeAEHUA kapboHaTta amMMOHUA YANUHAETCS; MOBEPXHOCTb u3nydaTens nonydaetcs
LepoxoBaTom.

M3BecTeH cnocob MCnonb30BaHWA PEHTIEHOBCKOW dryopecueHun Ans onpefeneHvst cynbdaT-aHMoOHOB B
cynbdaTcoaepxawmx Bogax, 3aknovamwmincs B gobasneHnm K aHanusvpyeMomy BOAHOMY pacTBOpPY U3BECTHOIO
konnyectea BaCl,, otdunbTpoBbiBaHMM obpasytowerocs ocagka BaSOs wu  nocnegyiowem aHanuse
HenocpeacTBEHHO XWUOKOro unbTpaTa, codepXallero usbbiToK MOHOB Ba® [MaTenT FOP Ne295919, kn. G 01 N
23/223, 199]. 10T cnocob Tpyooemok u AnuTeneH us-3a 60MbLIOro KOrmM4yecTsa MOAroTOBUTESbHbLIX Onepauuni,
nposegeHne npamoro P®nA dunbTpaToB KpaHe HeygqoOGHO M pacCcynmTaHO TOMbKO Ha PEHTreHOBCKUE
CNEKTPOMETPbI, B KOTOPbLIX UCTOYHMK NEPBUYHOIO U3NY4EHWsI pacrnonoxeH Hag obpa3uom nubo TpebyeT npuMeHeHUs
cneumanbHbIX KIOBET.

MmeeTcs Takke cnocob M3roTOBMEHMS 3TarloOHOB (M3nyyaTenen) Ans peHTreHonyopecueHTHOro aHanmsa c
NCronb30BaHMEM B KayeCTBE OCHOBbI arap-arapa, no KOTopomy aBTopbl 4o6aBnamm B aHanM3upyemblii pacTBop
WHEPTHbIW HaMonMHUTENb (arap-arap), NepemMelLMBany, BbICYLUMBanNM MOMYMEHHYIO >xeneobpasHylo Maccy B
BaKyyMHOM CylLMNbHOM LUKadpy u npeccoBanu B Tabnetky [Garsia E.L., Paz Castro M., Martin Espinazo C. Inform,
quim, anal. - 1972. - Vol. 26. - Ne4. - P. 184-191].

OT0T cnocob TpygoeMok, AnuTeneH, a paboyasi NOBEPXHOCTb U3rOTOBMNEHHBIX U3nydaTenemn wepoxosaTa.

Takmm 006pa3om, HegocTaTkaMy OMMCaHHbIX CMOCODOB SBMSIETCA TPYAOEMKOCTb WM ANUTENbHOCTb. OCHOBHBLIM
HeJoCTaTKOM 3TUX CnocobO0B SABMAETCA Takke TO, YTO aHanu3 XapakTepu3yeTcs 3HaUMTENbHbIMU MOrPELUHOCTAMMY,
00ycnoBneHHbIMU LLEPOXOBATOCTLI0 paboyelt NOBEPXHOCTH.

Hanbonee 6nnskum Kk npeanaraemomy crnocoby siBnsieTcst cnocob NoAroTtoBkM npobbl k PORA, BknovatoLwmi
N3roTOBMNEHWE CTEKMNOBUAHbIX U3NydaTenel nyrTeM CnnaBneHust aHannampyeMoro BeLLecTBa CO CTEKIT000pasyoLLmm
BELLeCTBOM - (HriOCOM Ha OCHoBe MmeTadocdaTta nuTus. Takume msnydatenu UMeIoT MMagkyld NoBEpXHOCTb, YTO
obecneuvBaeT HU3KWI YpOBEHb NOMPELLHOCTEN U ynydLwaeT 4OCTOBEPHOCTL pesynbTaTa aHanuaa.

Ons  wnsrotoBneHuss ocdaTHOrO CTEKMOBUMAHOIO W3NydaTenst HaBecky Cyxol npobbl CcMeLlmMBalT C
meTtacdocdaTtom nNMTMA M cinaenslT npu Temnepatype 750°C B TeveHne 50 muH. PacnnaB BbiMMBalT B
dopMmupyloLmMin TUrenb 13 crteknoyrmnepoga. Nocne oxnaxaeHns B TedeHre 10 MUH nomnyyaroT nanydatens B BUAe
CTeknoobpasHoro gucka ¢ rmagkord NOBEpPXHOCTbIO. M3roToBneHHbIM mM3nydaTens nomelaloT B npoboaepxkarerns
CNeKkTpoMeTpa W Npou3BOAAT peHTreHoBckue mnamepeHuns [MateHT PO Ne1599734, kn. G 01 N 23/223, onybnuk.
1990].

Hepoctatkamun paccvaTpvBaemMoro crnocoba ABRseTcs ero orpaHMYyeHHoe WCofb3oBaHMe, T.K. OH MpUrogeH
nMWb Ans aHanusa TBepAblXx OOBLEKTOB - HepacTBOPUMbIX B BOAE MPOCTbIX M CMOXHbIX OKCuaos, Gonblias
ONUTENBHOCTb, TPYAOEMKOCTb, 0OYCNoBneHHas HEOOXOAMMOCTLH0 CO3[aHMsl BbICOKOW TemnepaTypbl U Tpebytowiast
cneumanbHbIX HarpeBaTelbHbIX NMPUOOPOB M OrHEYNMOPHOW MOCyabl ANs OCYWECTBNeHWs npouecca (MydenbHas
neyb, CTEKMOYIMEePOAHbIE TUMN).

B ocHoBy n3obpeTteHuss noctaeneHa 3ajava paspaboTatb cnocob M3roTOBMEHUS CTEKNIOBUOHOMO M3nyqaTens,
KoTopbI No3Bonun 6bl NponsBoaTs PPnA pacTBopoB, CHM3UTL TemnepaTypy NpoBeAeHWst mpouecca, CoKpaTUTh
Bpems NpoBONOAroTOBKM 1 YNPOCTUTL NPOLIEAYPY M3rOTOBMEHUSA n3nyqaTens.

PelleHne nocTaBneHHon 3agaymn obecrneynBaeTcs TeM, YTO B M3BECTHOM CrlOCODE NonydeHUs uanydatenen ans
P®OnA, BkniovarLleM CMeELLMBaHWE aHamM3vpyemMoro BeLIeCcTBa CO CTEKN00Opasyllmm BeLLeCTBOM, HarpeBaHue
cMecu 1 opMMpOBaHMe M3nydaTens MyreM CamOnpOM3BOJSIBHOTO 3acCTbiBaHWS Maccbl B (DOPMOBOYHOM KOIbLE,
cornacHo wu3obpeTeHuto, B KayecTBe CTeknoobpasyllero BellecTBa WCMNONb3YIT Ccaxapo3y, BBOAAT B
aHanusmpyemblin pacteop, umetoumin pH = 2-9 B cooTHoweHuun ot 1:3 go 3:1, HarpeBatoT npu TemnepaType 250-
300°C po Havana kapamernmsauuu, 06pasyoLLylocs cMponoodpasHyto Maccy NnepeBoAAaT B POPMOBOYHOE KOMbLIO U
OpPMUPYIOT M3NydaTenb U3BECTHBIM MPUEMOM.

Mcnonb3oBaHne B KadvecTBe CTeknoobpasylolero BellecTBa Caxapo3bl NO3BOMMMO CYLWECTBEHHO CHU3UTH
TemnepaTypy npouecca, 4YTo [4ano BO3MOXHOCTb ocylecTBuTb P®nA pacTBopoB, T.K. kapamenMsaunsi caxapo3bl
npoucxoguT npu Temnepatype 250-300°C B BoaHbIX pacTteopax, umelowmx pH = 2-9. Ncnonb3oBaHne ana aHanvsa
BOAHbIX PACTBOPOB, MMelLWMX pH 3a npegenamy ykasaHHOIO MHTepBana, OTKIIOHEHWE TemnepaTypHOro pexumma ot
nHTepeana 250-300°C, a Takke UCNONb30BaHWE COOTHOLLEHWSI caxapo3bl K aHanmM3vpyemMoMy p-py, Bbl XOAALLETO 3a
npegensl 3aaBnsemoro uHTepsana (ot 1:3 0o 3:1) He NpUBOASAT kK 06pPa30BaHMIO CTEKIIOBUAHON Macchl.

CHwKeHve TemnepaTypbl MO3BONUIIO YIPOCTUTL annapaTtypHoe od)opMIIEHNE NpoLiecca U CHN3NTL NoTpebrneHve
3MNEKTPOIHEPIUMN.

MpoBeaeHne npouecca € UCNONb30BaHMEM Caxapo3bl U HarpeBaHWE CMECKU ee C aHammaupyeMbiM pacTBOPOM
npw HeBblcokor TemnepaType (250-300°C) no3Bonurio CokpaTuTL BPEMS U3rOTOBMEHUE MU3NydaTens.

Mpepnaraembin cnocob COCTOUT BTOM, YTO B aHaNU3“pyeMblin pacTBop, umetowmn pH B nHtepeane 2-9 BBoasT
HaBeCKy CTeknoobpasylollero BeLlecTBa - caxapo3bl - B COOTHoweHun ot 1:3 go 3:1 no macce v MNpoBOAsAT
Kapamenusauuio npu TemnepaTtype 250-300°C po Havana 3arycteBaHua B TeudeHue 3-5 MuH. [opsuyio
cuponoobpasHyto maccy nepeBogsT B ¢opmoobpasoBatens u3 mapodobHoro maTtepvana v oOpMUpYIOT
nanyyaTtenb MpU KOHTaKTe MOBEPXHOCTM 3acTbiBaloLWEeW Maccbl C rmapodobHON NOBEPXHOCTbH, LIEPOXOBATOCTb
KoTopon cootBeTcTBYeT 12-14 knaccy 4MCTOTbl MONMPOBaHHOW MoBepxHOCTU. [locne 3acTbiBaHWSA nonyyatroT
TBEPAbl CTEKMOBUAHBLIN M3MNydaTenb C rMagkov MOBEPXHOCTbI, KOTOPbIM UCMOMb3yiT Ans PPnA pacTtBopos.



M3nyyaTenb npurogeH Anst MHOTOKPaTHOTO MCMOMb30BaHUSA B YCIIOBUSIX XPaHEHUS €r0 B 3KCUKaTope.

Mpumep 1. B CTEKNSHHBLIM TUrenb NOMELWAKT 3 MJT aHaNU3MpPyeMoro TEXHUYECKOro pacTBopa, OCTaBLUErocs
nocne BblpalUMBaHUA MOHOKPUCTANMOB ceneHnaa unHka, nmetowero pH - 9, copepxkawero 0,04-1,0 /n Semn 10 r
caxapo3sbl (cooTHoWeHWe 3:1), HarpeBaloT Ha anekTponnuike npu Temnepatype 250°C B TeyeHne 5 MUH Jo Havana
3arycteBaHusi, CMecb ObICTPO nepeBoAAT BO (OTOPONMAcToBOE KOMbLO, Nexalee Ha [Magkon CTEKNAHHON
NMOBEPXHOCTW, MOKPbLITON (ITOPOMNIACTOBOM MIEHKOW, N npuaasnuBatoT. Yepe3 1 MUH MONYYEHHbIA CTEKNOBUOHBIN
uanydatens BMECTe C KONbLUOM BCTaBMnsiioT B npobofepxaTenb CrNekTpoMeTpa M U3MEepSitoT WHTEHCUBHOCTb
PEHTTEHOBCKOTO  UM3My4eHWst Ha MopTaTMUBHOM peHTreHoBckoMm crnekTpomeTpe CIMAPK-1. OTtHocuTenbHoe
CTaHAapTHOE OTKIIOHEHVE, XapaKTepu3yoLlee CryvanHylo norpewHocTb, pasHo 0,07.

Takmum obpa3om, N3rOTOBMEHHbLIN NpeanaraembiM cnocobom usnyqatens No3eornmn 3a Gonee KOpoTKoe, YeM no
npoToTMNY, BpEMS ONpeaenuTb Se B TEXHMYECKOM pacTBope,

Mpumep 2. B cTekngHHbIM TUrenb nomewg@wT 1 MN aHanmMsnpyemoro pacteopa, umetowero pH = 2 n
copgepxawero 0,05-1,0 r/n Cu, 20 mac.% CsJ u 3,0 r caxapo3bl (cooTHoweHue 1:3), HarpeBalT OO 3arycteHus
Maccbl M panee MocTynawT, kak onucaHo B npumepe 1. [orpewHocts aHanuia Sr - 0,05, C nomowpio
W3roTOBMNEHHOIO M3nyqaTens BbIMOMHANM UCCMea0BaHUA MO U3YYMEeHUID cerperauum npuMecen npu HanpasreHHoW
KpucTtannusaumMM BOJAHO-CONEBbIX PacTBOPOB 3BTEKTUYECKOrO COT cTaBa, And 4ero onpegensim Cu B BOAHbIX
KOHLeHTpaTax, Mofy4eHHbIX MOCMNe KPUCTannM3aumoHHOro KOHLEHTPMPOBAHUS.

Mpumep 3. B cTeknaHHbIM TUrenb nomewarT 2 M aHanmmMsvpyemoro pacteopa, umetowero pH = 10 u
cogepxatlero 0,05-1,0 r/n Cu n 1,0 r caxapo3bl (cooTHoweHne 2:1), HarpesatoT npu TemnepaTtype 250°C. B atnx
ycnosuax (HebnaronpusaTHoe pH aHarm3upyemoro pacTBopa) BMECTO BHA3KOrO pacTBopa MnpwW  HarpeBaHuu
nonyyaeTcs KOMKOBaTas My3bIpsLIAACA Macca, U3 KOTOPOW HEBO3MOXHO CGOPMUpOBaTb M3nydatenb. To xe
HabntogaeTcs Npu UCNoNb30BaHMM aHaNM3NPyeMoro pacTeopa, uMmetoLero pH < 2.

Mpumep 4. B cTeknsgHHbIM TUrenb nNoMeLw@wT 2 M aHanMsnpyemoro pacteopa, umetowero pH = 7 n
cogepxawero 0,05-1,0 /n Cu n 1,0 r caxapo3bl (cooTHoweHue 1:4), HarpeBatoT npu TemnepaType 200°C. B atux
yCroBusIX (HapyweH TemnepaTypHblA peXuM) BCA BOAA, COAepKallasics B aHanuavpyeMoM pactBope, MearieHHO
ucnapsieTcsl, He y4acTBys B MpOLIeCCce Kapamenu3aumu; B pe3yrnbTaTe B TUITE OCTaeTCsi KpucTannmyeckas caxaposa.
HarpeBanne npu Temnepatype 400°C npuBoauT K ObICTPOMY WCMNaApeHUO BCel BOAbI, coaepXallenca B
aHanusmpyeMoMm pacTBope, BOAa He ycreBaeT NpUHATbL ydacTue B Kapamenvsauum; B pe3ynbTate B TUIMe octaeTcst
KpucTannuueckasi caxaposa, KoTopas Npu AansHeleM HarpeBaHum obyrnmBaeTcst U cropaeT.

[ns BbIABNEHUA MperMyLWecTB npegnaraemoro cnocoba NpoBOAMMM CPaBHEHWE YCMOBUIA W3rOTOBMEHWS
CTEKINOBWOHOIO M3nyyaTens, Nony4eHHOro nNo JaHHOMY cnocoby n no npoTtoTvny. AcnbiTaHus no npeararaeMomy
cnocoby NpoBOAUIIM @HANOMMYHO ONMCaAHHOMY Bbille. icnbiTaHMe No NPOTOTMNY NPOBOAUNM CREAYIOLWLMM 0Opa3oMm.

K 2 mn aHamm3upyemoro pacTBopa, MOMELUEHHOrO B CTEKNOYIMepoaHbin Turenb, pobasnsrm 10,0 r
meTadocdaTta NMTUA, BbICYLLMBaNM B CyLLMNbHOM Lwkady npu TemnepaTtype 80°, a 3aTem nnaevunu B Teyenue 50
MVH B MydenbHoi neun npu TemnepaType 750°C. B mydenbHyi0 neyb ONA CO34aHAst MHEPTHOW aTmocdepbl u
npefoTBpalleHus CropaHWsa CTEKMoyrnepoaHOro TUIMMSA MoMeLlann Kycku rpadguta. PacnnaeBneHHyto Mmaccy
BbINMBaANu B APYroll CTEKINOYIMEPOAHbIA TUrenb, B KOTOPOM hOpMUpOBanu uanyyatens NyTemM Camonpou3BOSIbHOMO
ocTbiBaHus. [Nocne oxnaxzaeHus B Tedene 10 MUH CTEKNSHHbIE OMCKU BblHUMAarm, BCTaBNanv B npobogepxarterns
CrekTpoMeTpa 1 MPOBOAWIN PEHTIEHOBCKUE N3MEPEHNS.

Pe3ynbTaThl TaKOro cpaBHEHUS NpUBEAEHbI B Tabnuue.

M3 paHHbIX Tabnuubl M NpuMepoB peanu3aumMm BUOHO, YTO M3FOTOBMEHWE wu3nydatenen npegnaraembiM
CcnocoboM Mo CpaBHEHMHO CO CMOCOBOM-NPOTOTUMNOM MO3BOSAET CYLLECTBEHHO COKpaTUTb BpeMs NpobonoAroToBKM,
T.K. BpEMS, 3aTpayeHHOe Ha nnaereHMe CMecu aHammampyemMoro pactesopa C caxapo30i, COCTaBnsieT 5 MuH, T.e. B
10 pa3 MeHblle, YeM MO NPOTOTUMY; 3HAYUTENBHO YPOCTUTL MpoLedypy NPoboNoAroTOBKM B CBSA3U C TEM, YTO BO
BpEMS M3rOTOBMEHUA u3nydaTenen no npegraraeMmoMmy crnocoby CMecb He BbICYLMBAETCA, MO3TOMY HeT
HeobXoOUMOCTV MCMONb30BaTbh CYLUMIbHBIV LWKag; NnasneHue npomsBogaT npy Temnepatype 250-300°C, nostomy
BMECTO CIOXHbIX HarpeBaTesfibHbIX NMPUMOOPOB MOXHO WKCMOMb3oBaTb 0OblYHbIE, MOTPEONsoWLME 3HAYMTENBHO
MeHbLLE 3MNeKTPo3Heprnn. Tak, MOLIHOCTb 3MEKTPONNUTKA B 5 pa3 MeHbLle MOLHOCTM MydenbHon neun (4 kBT) n
coctaBnset 0,8 kBT. MNonyyeHHble CTeKkNOBMAHbIE M3MyyaTeNu B OTAMYME OT MPOTOTMNA MO3BOMSAKT NPOBOAMTH
aHanus pacTBOpOB.

MorpelwHOCTb aHammM3a HeBervka M cpaBHUMa C MOTPELUHOCTLI0 aHanM3a NpU UCNOoNb30BaHMM U3nydaTenen,
N3roTOBMNEHHbIX N0 MPOTOTUMNY.

MpumeHeHne cnocoba NO3BOSMIIO pPeWnTb paf aHaNMTUYECKUX 3a4ad, MPaKkTUYEeCKN He paspeLLaeMblX ApYrMMun
cnocobamu.

YCNoBKA UaroTosneHmn CTEKNOBUAHEIX nanydatenen

Cnocob Bpema, mun . | Temnepary- | Morpew-
(e]
Cyuwixa Mnas. Oxnaw. | 0 onh €| ihoen,
(Sn)
MNpotoTn 30 50 10 750 . 0,05-0,09
MNpeanaraemuiz - 5 1 250 0.05-0,07




