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(IlpeacraBiesa HayuHbM cemMuHApOM Kapeapw paguaumounoin xumun XTd)

Hauaabnpie paGoThl 1O pafuMONH3y a3HAOB NPOBOAHJIHCH B OO0LIeM
naase paboT N0 H3YUEeHHIO BJIHAHUSA H3JYyUeHHS HA Pas3IHYHBIE KJacChl TBep-
IOBbIX XHMHUECKHX COE€JHWHEHUH, AJA BbIACHEHHS OOIHX 3aXKOHOMEPHOCTeH H
ocoOeHHOCTell MpOTeKaHHsl paJHONH3a B KaxJAOM kKiacce coegunenuit. Ha-
uboJiee NONHO PAJMONU3 A3UAA HATPHSA TOA JNEHCTBHEM MATKOrO PEHTIEHOB-
CKOTO M3JyueHusi Obl1 u3yueH B paGorax Xuuaua [1, 21,

Pa6otbl craBuau CcBOeH OCHOBHOI LEJbIO HAaXOXAGHHE XHMHUCCKHMH
MeTONaMd B OOJYYEHHDBIX KPHCTaJJaX OCHOBHBIX MPOAYKTOB PAa3J0MKEeHHS.

IIpu aTom npeAnoJiarajuch BO3MOXKHBIE peakIHH.
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Cucrema 3neMeHTapHBIX CTaJWil PajJHONH3a asuja HaTpHs pas3pabaThl-
BaJach aBTopoM [l, 2] ucxons u3 ompeneseHHs BTOPUYHBIX NPOAYKTOB, aHa-
JHU3HPYEMBIX NOCJe pa3pyLIEHUS KPHCTAJNIMYECKOH pelleTKH pacTBOPEHHEeM,
C IpHBJEYeHHEeM THIOTe3 O Pa3JUYHBIX B3aUMOAECHCTBHSX MEPBHUHBLIX MPO-
LYyKTOB pajHO/NH3a C pacTBopHTeseM. IIpoAyKThl, KOTOpble OBIIH ompesese-
Hbl Mocje pactBopenusi obmyuenHoi coqu NaN; B Bome — asor, THApO-
KCHJbHBIE HOHBI H aMMHaK — HaxoAsitTcs B cooTHolleHuu 4:3:1. Cocras
rasa iocJe pacTBOpPEHHSI OGJIyYeHHOH COJH B KHJIKOM aMMHake He OTJIH-
YyaeTcs OT rasa, BBIAEJEHHOTO TMPH PacTBOpeHUU B BoJe. OCHOBHBIE BBLIBOXDL,
Kacaiolxecss HAKOMJEHWS BTOPHYHBIX NPOAYKTOB pajfHOJN3a, CJAeaykoliye:

1. JIuHe#HOCT, HAKOIJIEHHS NPOAYKTOB B H3yueHHOH 00J1acTu IOIVIO-
IeHHBIX 103 g0 3-10%3 ssfe.

2. Coornouenre Bbixoga Ng:OH:NHj; mano 3aBuCHT OT TeMmmepartypbl
00/1yueHUsI KPHUCTAJJOB a3Hia.

3. Bechb a30T yAepxkuBaercs MaTpHLled asujga HaTpHA.

B Hacrosime#i paGoTe Mbl IPeXIPHHAMNH MONLITKY pas3spaboTaTh METOMb
BO3MOXHO O0oJjiee IOJHOrO aHaJH3a TPOAYKTOB DpafHO/H3a B pe3yJbTaTe
KOMILJIEKCHOT'O ONpeaeJeHUsl HPOAYKTOB PaAMOJH3a B Pa3pyIIeHHOX H He-
pa3pyLICHHOH MaTpHLE as3ujia.

HaunGonee ynoGubiM crmoco6oM aHajH3a SBJAAETCH, eCTeCTBEHHO, Hemno-
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CpeACTBeHHOe OlpefeJeHHe NePBHYHBIX MPOAYKTOB pafHogH3a 6e3 paspy-
IIeHHsl KPHCTAAAuuYecKo# pemetkyn coad. Ilpu pacrBopennu xe o6ayueHHO-
ro KPHCTaJjjla MOXKeT NPOHCXOAHTb B3aHMOMACHCTBHE NPOAYKTOB paiHOJH3a
M peaklHUy CaMOro BeLlecTBa ¢ pacTBopHTeneM. B psale caydyaeB 3TO MOXKeT
NIPUBOAUTL K OGPA30BAHHIO HOHHBIX NPOAYKTOB K3 PaAMKAJbHHIX, YTO 3Ha-
YHTEJbHO YCJHOXKHSAET H 6e3 TOro [OCTATOYHO CJIOXKHYIO KapTHHY paaHOJIH-
3a. Ilpu pactBOpeHHH OOJYYeHHOFO a3uia HATPHS HAYT CJAeAYIOLIHE MpPO-
UeCChl:

Na -+ H,O = Na+ + OH— +H, (3)
‘e + H;0 = OH— + H, (4)

H + H = H,, (5)

H + N3~ - NH;, (6)

NaN; + HoO==Na* + OH—+ HN;. (7)

B cBSI3H C H3JA0XKeHHBIM, HAMHU NpPeANPHHATA IONbITKA HENOCPEeICTBEH-
HOI'0 omnpejefeHHst ra3oo6pa3HblX NPOAYKTOB 0e3 paspylleHHs a3uZHON
matpunbl. OnucaHHble HHXKe CIOCOObI pacCUdTaHbl Ha OnpeaesieHHe OCHOB-
HBIX NMPOAYKTOB PAfMOJN3a a3HJAO0B C HCNOJb30BaHHEM OMHOH HAaBECKH COJIH,
NPHMEHAS CJAEIYIOUIYI0 TIOCAEJ0BaTeJbHOCTh Ollepalltii: onpeaescHHe Bbi-
JEeJeHHOrO M3 KpHCTaJjjla as30Ta, olpefle/ieHHe YAep:KaHHOro KPHCTaJJIoM
a3oTa pacTBOPeHHEM, aHaJu3 B pacTBOpe ocTajbHbIXx mnpoaykrtos (OH-—,
NH;) u HepasaoxuBuieicss a3sHIHON TPYIIbI.

Onpepenenne Ny

AszoT o0pa3syercsi, BepOSITHO, U3 CJEAYIOIHX PeaKIMil:

2N3_*——)3N2+2€, (8)
2Ng"—+3N,, (9
N3™?+Ny'—3N:+-€ (10)

H HaKalJHKBAaercsi B KPUCTaJanuecKoH pemerke. HacTh asora, KoTropas Ha-
XOIHTCS BOJH3M MOBEPXHOCTH MAKM 06pa3yerc HAa NMOBEPXHOCTH, BbIAEJsIET-
csl W3 KpHCTanJa. BplZesJeHHbli a30T MOXHO ONPELEJNHTh IO YBEJHYEHHUIO
laBJieHHSI B 3aMKHYTOM KaJu0OpoBaHHOM oObeMe Ha YyCTaHOBKe, NMOKa3aH-
Hoit Ha puc. 1.

Puc. | BakyymHasa ycTaHoBKa [LJg ompegede-
HHUS rasa, BBASAAIOIIErOCH NPH DPAaJgHOJH3E
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Hasecka asuna (1) nomemaercs B sigeiiky Aas obayucnus (2). Cucre-
Ma oTkaumBaercst 1o Aasserus 10—* + 10—° rop u TpeHupyercs B BakyyMe
10 NOJHOro obGesraxkupanns. JlaBlenne onpejessieTcst IPH MOMOIIH TepMO-
napuoro patuuka JIT-2 (3) u wuonmsanmonxworo manomerpa JIM-2 (4) c
3aIMCBbIO TIOKa3aHHi Ha JeHTe camonucna Tura [1C wau IDTITT-09 (7).

[lepekpri kpan (H), CHUMAIOT KPHBYIO HaTekauus. OOJayueHHe Hauu-
HAIOT NPOBOJAHTB, €CAM HATEKaHHe B CHCTeMY Ju0O0 OTCYTCTBYET, AHGO AB-
JeTCS He3HAUNTEAbHEIM. 3aNMCEIBAlOT KPHBYIO Das3/IOKEHHS M OMpefessioT
yBennyeHrne AaBjends AP no rpaiyMpoBOYHON KPHBOK. 3Has 00beM CHCTe-
Mbl, OTCeKaeMblil KpaHoM (D), Jerko onpeaesHTb 00DLEM BLIAEACHHOIO
raza Vg

AP.V
760

VBbl€:

Hem OoJipllle COOTHOIIEHHE TMOBEPXHOCTH K 06beMy, TeM G6oJblle KO-
JHYECTBO a30Ta BBHIARJAETCS M3 KpucTadna. OnbITH, NPOBeAeHHBle HAMH C
kpucrajiamu NaNs pasiauuHbiX JHCIepCHOCTeH, NMOKA3aJH, 4To TPH pa3me-
pax KPHCTAJJIHKOB asnga MeHbule 50 MHKDOH, BeChb 430T BBIAEJSCTCS H3
asunod Matpuupl. Ilpu aucnepcrocrsax ot 100 go 1000 MHKpPOH Bblaeasger-
ca b 40 -~ 10Y ot ob6mero KoauyecTBa a30Ta. TOUHOCTb TAHHOIO Me-
TOJA MPEBOCXOMMT TOYHOCTL ONpeJeseHHs] a30Ta, YAePKHUBAEMOrO B KDH-
CTAJIJIMYECKON pelleTKe TNOCJe PacTBOPeHHst. DTO HaeT €IMHCTBEHHYI BO3-
MOKHOCTb ONpe/leJIeHHs] PAAMONHTHUCCKOTO a30Ta npu Jdo3ax nuxe 1019 ag/e.
[lpn 6Goibinx fgo3ax OGAyuYeHHS BO3MOMKHO ONpPeJeJeHHe BLILCJEHHOTO
as3oTa 0O moTepe Beca IpenaparoM, B3BELUEeHHBIM A0 H rocde OBJyueHHs C
toydocThio 10 105 2,

L

Onpepnenenne a3ora, yaepKUBAEeMOr0 KPHUCTAJNIMYECKOH pelleTKOH

Meron, onncaHHblfl B paGoTe [3] # COCTOSIIIMA B ONpPEASNEHAN TOJ MHK-
pPOCKONIOM NYy3bIPbKA TIasa, BLLACGJCHHOTO TIPH PACTBOPEHHH OOGJYUYEHHBIX
KPHCTaJJIO0B, 00JafaeT psIIOM HeJLOCTATKOB, HalpuMep, Heo6X0AUMOCTh
paboTH C MOHOKpHCTaadaMH, 06JdydeHHBIMH 1030H He nuxke 10'9 sg/e. Hamu
paspaboTaHbl siuedKH IJis ONpejeseHHs! YAEepPKUBAEMOrO a30Ta B IMOJHKDPH-
CTaJ/IMueCKux npenapartax. OJHH U3 THUIOB 3THX siY€eK MOKA3aH Ha pHC. 2.
[Ipumenenune paspaboTaHHBIX siueek YAOGHO TeM, UYTO AaeT BO3MOKHOCTb
COMOCTaBHTbh KOJHYECTBO a30Ta, BBIAEJAIOUIETOCS B BAKYYM H YAepXKHBae-
MOrO MaTpulled. YBelHUHBasi HaBeCKY a3uja HATpHS, MOXKHO HOGHTLCS KO-
JAYEeCTBEHHOH OLEHKH PAaAHOJHTHYECKOrO as3oTa B 06JAaCTH MaJblX [I03.

| & meprracmarmy

Puc. 2. Sluefixa nas1 onpefeneHusi MalblX KOJHYECTB rasa,
BLIIEASIOMErocss TPH PAacTBOPeHHH KpHCTaala
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[Ipu paGore c siuelikoit B JoAouKy (l) momemaioT ucciaeryeMmMyro Ha-
BECKY H ONYCKAaKT e€e Ha BOAY, HAJUTYI0 BO BHYTDCHHHH cTakan sidellKu
(2). Tlpu oTKpHITHIX KpaHax [3, 6, 8] BcTaBAAIOT BHYTPEHHHH CTakaH B NpH-
IIKH(OBAHHbI ¢ HAM Hapy:Kublil, [lepekpriBator kpanbl (3, 8) u Tepmocra-
Tupylor (9), KOrja Kaneabka >KHAKOCTH (4) B Kanuaaape (5) yCTaHOBHTCH
Ha OIHOM MeCTe, JIOJOYKY C HaBeCKOH ONPOKMUIALIBAXOT MAarHUTOM HJH XKe
J00BM  gpyruM croco6oM. 'as, Belgenswomuiics NnpH pPacTBOpPEHHH, Mepe-
IBHHET XHUAKOCTHHIH 3aTBOP B KANUJAJIsApe HA HOBOE MECTO. 3Hasl HHaAMETp
Kanuaaapa ¥ BeJUYMHY [epeMellleHHsl, JerKO ONpelesnTh 00DheM BbileJseH-
Horo asota. ®@opba/uton (7) npeXoxpaHseT CHCTeMy OT KoJebGaHHil aTMOC-
depHoro AasJeHHs. JLJUTEJbHOCTb ONpele/eHHsi 3aBHCHT OT CKOPOCTH pa-
CTBOpEHHs1 H cocTaBasier B cpegHeM 1—2 waca. Ilpu KoHCTpYHpOBaHWH H
pa6oTe HEOOXOAMMO INPHAEPKHBATBCH CJAeAYIOIHX peKOMeHIaumi: o6beM
CBOGOAHOrO MPOCTPAHCTBA HAJ MJaBalollell JOL0UKON AOJKEH ObITh CBELEH
10 MHHHMYyMa; IIpH BBIBEJeHUH KaNUAIspa M3 TOPH30HTAJBHOLO IMOJOKEHHS
KarnJas >KHAKOCTH IOJKHa CBOGOAHO Oe3 OCTAHOBKH fepeMellathCsi BIOJDL
Kanuaasapa. Mcrnonb3ys KaTeToMeTp, MOXKHO ONpefeliTh H3MeHeHHs 00be-
Ma, MeHbiie | mm®, npu guamerpe Kanusnisipa | ma. IIOBBICMTH TOYHOCTD
MOXHO TakXe MpOBeleHHeM H3MepeHHH IOJA MNOHHZKeHHBIM [ABJICHHEM B
cucteme. JIAsi H3MepPeHHsT GOJBLINX KOJHYECTB Ta3a HeOGXOAHMO YBENHUHTD
AUaMeTp Kaluuisipa ¥ ero JJHHY.

B suelikax, THIla NOKa3aHHBIX HA PHUC. 2, MOXKHO NPOBOANTb aHAJIHTH-
yecKMe ONpEAEJeHHs1 TPH YCJOBHH, €CJIM peaKUMsl COIPOBOMKAAETCS] BbIIE-
JeHHEeM WJH IMOTJIOIIeHHeM rasa. ['panuibl NPUMEHHMOCTH ONpeAeNsioTCA
KOJMY4eCTBOM BLIJIENIGHHOTO ra3a ¥ ero coctasoM. B caysae COBMeCTHOro
BBIIEJNEHUST BOAOPOAA M asoTa 00beM BoJOpoja MoxKeT GBITb onpeleleH
CXKMTaHMEeM, MPONycKasl paspsjabl Mexly MIaTHHOBBIMM 3JICKTPOAAMH, Bna-
SIHHBIMM B TIPOCTPAHCTBO Haj JOJOYKOH.

Onpenenenne OH—

OnpeflefieHne OCHOBAHO HA KaTaJH3e HEKOTODHIX Peaklui HOHAMH THI-
pokcuna. Ilpw 3ToM HeoGxoaMMO, uTOOH KaTamud OblI crielH(pUYecK oc-
HOBHOH M KaTaJu3Hpyemasi peaklUHs INIPOMCXOAMAa C BbIACJEHHEM Trasa.
DTOMY VCJIOBHIO YAOBJETBODSET DPeaKIMs Pas/oKEHH:A HUTPO30aLETOHAMH
non AeiicTBHeM Ieacuel [4].

CH,- (CHa)q OH~— CH:C(CHa).
co< >N-NO—> CcO <
CH,-C(CHs): CH:C(CHj),

Pas/oxeHHe TPOMCXOAHT MO peaKIuH MNepBOro MOpsAKa N0 KOHUEHT-
paurn OH okoso 0,05 N, xoHCTanTa CKOpOCTH He 3aBMCHT OT BH/Ia HLICJO4YH.
Onpeenesne IeJOYH OCHOBAHO HA TPSMO# 3aBHCHMOCTH CKOpOCTY pasJo-
JKeHHs (B HameM ciydae o6beMa BHIJIEJIEHHOrO rasa) OT KOHICHTPALHHK
HOHA THIAPOKCHIA.

+Ns+H:O. (11)

OnpejencHie Hepa3JoXuBIieiics a3NTHON TPyRNbl
Onpenesnenyie OCHOBAHO Ha peakUuy

3N;~+NO;—-+4H+—5N,+2H.0, (12)

MeToJ TpHMEeHHM NpH pasioxesun nopsainka 10% npas ceefeHAs fananca

[0 BCEeM NIPOAYKTaM.
I/ICHOJII)SYH BLILIEOMHCAHHYIO MOCAeA0BaTEJIbHOCTD onepaunﬁr, Mbl H3Y-
YHM KHHETHKY paauoJH3a NaN3 B IOJAX PEHTIEHOBCKOro H MMPOTOHHOTO
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H3JlyyeHHs1 W HEKOTOpblE BOTPOCH BJIHSHHA MNpHMEcedl Ha paAMalHOHHYVIO
crabuapHocts NaNj. [lonyuennble IpH 3TOM pPe3yabTaThl COCTABJAIOT CO-
nepxaHue paboTel 5]
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