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IIpennoxena TpexcranuiiHas (M30upareIbHOE KOHIIECHTPUPOBAHUE a30TUCTHIX COCAMHEHHUH, MUHEPAJIU-
3anust, HHIO(QEHOIbHAsT (POTOKOIOPUMETPHSI) METOMKA ONPEIETICHUs] MUKPOKOJIMIECTB a30Ta B IIPO-
nykrax HedrenepepaboTku MoaudupoBaHHbM MeTooM Keenbaaist. [Ipu 3amene merona Heccniepa
UHAO(EHOIBHBIM UL (JOTOKOIOPUMETPUUECKOTO ONpeeTIeHUs] CTAHOBUTCS BO3MOMKHBIM HCKIIFOUYUTh
TPYJOEMKYIO CTa[JHIO NEPErOHKN aMMHaKa II0Cie MUHEpaIM3aliy. BHeceHre Takoro H3MeHeHusI 110-
3BOJISIET YBEJIMYUTH YyBCTBUTEIBHOCTD JJAHHOTO METO/IA.

KiroueBnle ciioBa: OIIPECACICHUE a30Ta, METOH KI:CJ'IBZ[ZUIH; HC(I)T}IHI)Ie TOIUIMBA MW CMAa304YHBIC

Marcpualbl.

XoTs MeTo ompeiescHHus OOINEro CoACpKaHUs a30Ta
obu1 TpeioxkeH Keenpaanem B 1883 1., B HEKOTOPBIX 00-
nactsax (B MEIUIMHE, MUAIEBOW MPOMBIIIICHHOCTH H IIp.)

I ®I'bOY BIIO Camapckuii TocyaapcTBeHHBbII TeXHHUECKHiT YHU-
Bepcutert, I. Camapa, Poccus; e-mail: spase07@yandex.ru

ero ucrnonp3yroT u B Hamm jaHu. C 1883 . Mmeron
npeTepres] MHOKECTBEHHBbIE HM3MEHEHHS, OOJIBITHHCTBO
KOTOPBIX ~KacaeTcs MakpoaHanu3a Keenpaans (o
0,01 % macc.), 4TO MpHUBENO K CO3JAHHUIO LIEJOTr0 psiaa

npubopoB-aBTOMAToB, Hanpumep, Y/IK 152, xkotopsrii mo-
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Puc. 1. 3aBUCUMOCTb CTEINEHU MHUHEPAIM3aLUM OT BPEMEHU U
TeMIIepaTypsl

3BOJIAET TPOBOAMTH Ompesenenne Ha yposHe 0,1 mr/r.
AHanu3aropsl Ha ocHOBe Metoja Keenbaans oTianyaroTcs
XOpOILIel BOCIIPOU3BOAUMOCTBIO, SKCIIPECCHOCTHIO U BO3-
MOYKHOCTBIO OJTHOBPEMEHHOTO aHaIIN3a HECKOJIBKHUX MPO0
[1]. McropuueckuM NPUHLMIIMAIBHBIM U3MEHEHHEM Me-
Tona Keenpaans crano npuMeHeHue (poTOKOIOPUMETPHH,
YTO TOBBICUJIO €r0 YYBCTBUTENIBHOCTb Ha J(BA MOPSIKA U
CHU3WIO TPYIOEMKOCTb aHAJIM3a.

[IpuMeHeHue SKCTPaKIKH MO3BOJISET MOHU3HUTD OIpe-
jensieMoe copepxkanue g0 yposHs 1,1 ppm [2]. Pomb
TeMIleparypsl uzydeHa B ctarbe [3]: npu 320 °C peakuuu
nporekatot ¢ BeixonoM 20 %, a mpu 380 °C — npaktuue-
CKM KOJW4YeCTBeHHO. ONTHMajbHOE BpEMs MPOBEICHHUS
npolecca MUHEpaIN3alli, yCTaHOBICHHOE B pabote [4],
COCTABIISIET JIBA Yaca MOCJIe OCBETICHHUS MPOIYKTA.

BosIbIIMHCTBO METONMK OIpENeNieHUs] a30TUCTBIX
COCAMHECHNH B HE(PTIHOM CHIpHE MOAPA3yMEBAET UCIIONb-
30BaHME Ta30BOM XpoMarorpad W Macc-CHEKTPO-
METPHH, OFHAKO B CIyYae TSHKEIOTO CHIPhS WM HEO0OXO-
IVMOCTH aHali3a OOJBIIOTro YHCIa MPO0 MPEaIodTeHUE
otnaercst metony Keenbaans [4]. B Hacrosiiee Bpemst Ji1st
aHa3a HeQTAHBIX TOILIMB M CMa30YHBIX MAacell IIHPOKO
UCIIONB3YIOT MOOU(HUIUPOBAaHHEI MeTon Krempmans
AMepHUKaHCKOro OOIIeCTBa MO MCIBITAHUIO MaTepHalioB
(ASTM) [5].

ABTOpamMu JaHHOH pabOoThI MPEATIOKEHO UCIIONb30Ba-
HUe nHA0(eHoIpHOrO MeTosa [6] (¢ MpUMEHEHUEeM XJIO-
paMmHa BMECTO THUIIOXJIOPUTA HATPHUs COITIACHO METOJIHKE
[7]) B3amen TpamunmoHHoro meroxa Heccnepa. [lanHoe
W3MEHEHHE TI03BOJISIET HCKIIIOYHTH CTAJUI0 TIEPETOHKH
aMMHaKa B KIIaCCHYECKOM MeToje Krenbaans, 94To moBbI-
[IaeT YyBCTBUTEIBHOCTh IAHHOTO METO/IA.
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Puc. 2. I'pagynpoBoyHbIii rpaduK Ui KOJTOPHUMETPUIECKOTO OIIpe-
JIeJIeHUs a30Ta

H36upamenvroe KonyeHmMpuposauue a30MUCmuIx
coeduHerutl. JKCTPAKIUIO a30TUCTHIX COCTUHCHUN IieTie-
c000pa3HO MPOBOAUTH TOJIBKO B CIIydae COACP KaHH a30-
Ta B chipbe He Oonee 20 ppm [8]. [IpoBenenue 3kcrpax-
IIMM BO3MOXXHO TOJNBKO JJISI CBETJIBIX HE(TEIPOTYKTOB.
IIpoBOIAT OBYKpaTHyrO 3KCTpakuuio 96 %-Holl cepHoOM
KHCJIOTOH (X4) M3 HaBecku HedTenpoaykra (5 r). CepHo-
KHCJIOTHBIE SKCTPAaKTHl CIMBAIOT B TPOOHMPKY M pas-
JOXeHHWs. B mpoOupKy mpemBapUTENbHO MOMEMaoT 1 T
K,SO, (x4) nnst mMOBBIIEHUST TEMITEPATyPhl PA3IOKESHHUS,
npumuBatotr 1 ma H,SO,4 (x4) u 0,4 ma 30 %-Horo nep-
okcuaa Bogopoaa (x4) [9].

Munepanuzayus. IIpoOUPKY ¢ peaKIMOHHONW CMECHIO
Ha IIECYaHOM OaHe WOMEMAIOT B My(ENbHYI0 IeYb.
HarpeBanne mnpoBomsT co ckopocteio 4 °C/MuH 110
390 °C u BBIACP:KUBAIOT NIPU ITOI TeMmIeparype B Teue-
HHUE JIBYX YacOB.

Huoogpenonvnas gpomoronopumempus. Peakunon-
HYIO CMECh IMOMEIIAIOT B MEPHYO KO0y oobemom 50 mi,
no6asmsiror 5,0 Mt 5 %-HOTO pacTBOpa OOPHON KHCIIOTHI
(x4) u paz0aBisrOT 10 25 MJ1 BOZIOK. PacTBOp oXJakaaroT
aeaoM A0 —3 °C. 3areM BBOAST MUTIETKOM MPH MTOMEIINBA-
Huu 4,0 M 5 %-Horo BogHOro pacreopa xyopamuHa T
(ana). Yepes 20 + 2 ¢ ObICTPO TOOABISIOT MTPH TIOMEIIIHNBA-
arH 10 Ma 8 %-HOro BOJHOTO pacTBOpa (eHona (X4) H
MOMENIAOT cocyn B BoasHyro Oanto (60 °C), Harpepas
pactBop B TeueHue 16 muH (+ 30 c). M3BnekaroT cocyn u
MPUOABIIAIOT MUTICTKOM Tpu momemuBanud 5,0 M 3 M
NaOH (xu). [Tomy4eHHBIN OKpalleHHBIH pacTBOp Mepe-
HOCSIT B JCTHTEIHHYIO0 BOPOHKY Ha 100 MJI, ormoiackuBa-
10T CKJISTHKY 10 MJI BOIIBI, IPUCOSIUHSS CMBIB K OCHOBHO-
My pactBopy. JobGasmsitor uneTkor 10 M n3o0yTaHoNa
(x4) n B36anTeBatoT 1 MuH. OTCTAaUBAIOT U YJAJIAIOT BOJ-
HyI0 (a3y. OpraHudeckuii cioil OTHUIETPOBBIBAIOT Yepe3
OyMaXKHBIH (UIBTP B KIOBETY MPUOOpa M U3MEPSIOT CBe-
TomoroneHue npu 625 HM Ha  (POTOKOIOPUMETPE
Shimadzu UV-1700.

Onpedenenue noanomul nepexooa aszoma 8 Gopmy
NH, na cmaduu munepaiuzayuu 6 3a6UCUMOCMU OM ee

onumenvHocmu U memnepamypsl. YCIOBHUS TPOBEICHHS
SKCIEPUMEHTA: STAIIOHHOE BEIECTBO — MHUPHUINH (0CY) B
n3ookTane (x4), 100 ppm azora; remneparypa — 390 °C;
BpEMSI POBEICHHST — 2 9 TTOCIIC OCBETICHUS.
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CozepxaHHe a30Ta B Pa3INIHBIX KOHTPOIBHBIX oOpasnax, ppm (n =5; P =0,95)
Oo6pa3er (comeprkaHue a30Ta, ppm) 1 2 3 4 5 xt9d
Jwstunamus (10) 9,8 10,1 10,1 9,7 9,8 9,90 + 0,23
Hupuaun (10) 9,2 9,7 9.4 9,1 9,5 9,38 +£0,29
XunounuH (10) 9,3 8,7 9.4 9,0 9,4 9,16 £0,37
Hwstunamus (100) 98,4 99,2 99,4 98,7 99,1 99,0 + 0,50
Mupuaus (100) 95,2 94,6 97,4 95,7 97,1 96,0 = 1,50
Xwunomnux (100) 96,1 92,8 90,6 93,3 92,1 94,1 £2,51
JuzenbHas ppakuust (THAPOOUHIIECHHAS) 285 340 298 412 403 348 +73
BakyyMHBI# ra30ii1b (THIPOOYHIICHHBII) 682 608 780 632 651 671 £ 83

[omy4eHHbIE pe3yabTaThl IPEACTABICHB] Ha pUC. 1.

Pesynbrarsl MOKa3bIBalOT, YTO ONTHMAJIBHBIM SIBIIS-
eTcs MPOBEACHHE MMHEpANIU3alli B TeUeHUEe 2 4 mocie
nonHoro ocsemieHus. Ilocnenyromee CHUXEHHE COAEP-
JKAHUS a30Ta, BEPOSITHO, OOYCJIOBJICHO €ro MOCTENEHHBIM
okucnenreM (10 N,). Pe3ynsraTsl XOpoIIo coracyrTcs ¢
JTAaHHBIMH, IPUBEACHHBIMU B padote [3]. IIpu Temnepary-
pe 320 °C reTepolMKIMYECKH CBSI3aHHBIN a30T MpaKTH4e-
CKH He mepexoaut B ¢opmy NHY, ogHako mpu mosblmie-

HuM TeMueparypst 10 380 — 400 °C a30T MuHepanusyeTcs
MPAKTUYECKU KOJTMYECTBEHHO.

Koumponsnoe onpedenenue azoma. I1ocTpoeHHbII 1O
CTaHIAPTHBIM PacTBOpaM CEPHOKUCIIOTO AMMOHUS Tpa-
JTYUPOBOUHBIN Trpaduk HpeacTaBicH Ha puc. 2. Bumxo,
4TO JIMHCHHBIA JUHAMWYECKHH JMana30H COCTAaBISAET
0 — 50 Mmkr asora.

J1s1 KOHTPOJIBHOTO OTpPE/IeNICHNsT a30Ta UCIOJIb30Ba-
JM TUSTUIIAMUH (X4) B M300KTaHE (X4), TUPUAUH (OCY) B
M300KTaHe (X4), XMHOJIMH (X4) B M300KTaHe (X4), coaep-
skampe 100 m 10 ppm a3ora; Bpems mpoBeneHust — 2 4
rmocJe ocBemieHus; temmneparypa — 390 °C.

[omy4ennsle pe3yapTaThl MPEACTABICHEI B TAOIHUIIC.

st BceX KOHTPOJBHBIX 00pa3lioB BBEICHHOE COMIEP-
JKaHNE HECKOJIBKO OOJIbINe HAIEHHOTO M HE IIOTaacT B
€ro JIoBepuTenbHbIN naTepsan npu P = 0,95. Jlannast cuc-
TeMaTudeckast OrpelrHoCTh UMEET MECTO, II0-BUANMOMY,
13-3a HETOJIHOTHI NIepexo/ia a30Ta Kak MPpH IKCTPAKLUHU Ha
HayaJIbHOM CTajuu, Tak U MPH IKCTPaKUKUU UHIO(]EHo A,
a TaKKe Ha CTaJAUKU MUHEpaIU3alliy.

Takum 00pa3zom, MOKa3aHO, YTO IMOJHOTA MEepeBoaa
azora B (hopmy, onpenensieMyo (pOTOMETPUUECKH, 3aBHU-
CHUT OT BPEMEHH U TeMIIepaTypbl IPOBEIECHUs UCIBITAHUM.
Buecenue uameHeHuil B (hOTOKOIIOPUMETPUUECKOE OMpe-
JIeJIeHUE U UCKIIFOYeHHE CTaluU MIEPEerOHKH aMMHaKa 1o3-
BOJISIFOT YBEIMYUTh YYBCTBUTEIILHOCTD JAHHOTO METO/IA.
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