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OITPEJEJIEHUE CEPEBPA U MAJUIAINS METOJAMU ATOMHON
CIIEKTPOMETPUN I1IOCJE COPBIIMOHHOI'O KOHIIEHTPUPOBAHUA

HA YIVIEPOJAHbIX HAHOTPYBKAX

© C. C. I'paxyaene, I'. @. Teaernn, H. . 3onorapesa, A. H. Peapkun'

Cmamosa nocmynuna 10 gpespans 2015 2.

Hcenenosanbl copOLus U iecopOLus HOHOB cepeOpa U Iajula iis U3 BOJHBIX PACTBOPOB Ha YIIIEPOIHBIX
HAHOTPYOKax, CUHTE3UPOBAHHbIX NPU Pa3IMYHbIX YCIOBUSIX METOAOM OCAXIEHUS U3 ra3oBOil (a3bl
(CVD) u okuciauTebHO (pyHKIIMOHAIM3UPOBAaHHBIX MOCTIEAyoIIei 00paboTkoii. [TokazaHo, uTo 3HAYH-
TEeJbHOE pa3jniie B COPOLMOHHOW E€MKOCTH O0pasloB, OKUCIECHHBIX IMPH OIMHAKOBBIX YCIOBHSIX
(HNO; ko1, 7= 120 °C), 00ycnoBI€HO U3MEHEHUEM YCIIOBHI CHHTE3a (TeMIIEpaTyphl U TUIIA KaTalll-
3aropa). VI3yueHsl OCHOBHBIE XapaKTEPHCTUKU COPOEHTa M MOKA3aHO €T0 MPEHMYIIECTBO B CPAaBHEHUH
C aKTHBUPOBAHHBIM YIJIEM U APyruME copOenTamu. Mccenosansl m30Tepmbl copoumu Ag' u Pd> B 3a-
BHCHMOCTH OT Pa3JIMYHbIX MapaMeTPOB, HANICHBI ONTUMAIIBHBIC YCIOBHSI KOHIICHTPHPOBAHUS dIEMEH-
TOB B AMHAMHYECKOM pekuMe. Tlocienyronmii anaan3 KOHIEHTpara B IMIOMPOBAHHOM PAacTBOPE OCY-
HIECTBISUIA METOJIOM aTOMHO-a0COPOLIMOHHON CIIEKTpoMeTpun ¢ artomu3zanued B ruiameHu (AAC),
a B TBEPJIOH (aze, U3BICUCHHON U3 KOJOHKH, — METOJIOM aTOMHO-3MUCCHOHHON CIIEKTPOMETPUH C JTy-
roBeiM paspsiioMm (ADC). TIponeMOHCTpUPOBaHbI BBICOKask CTENeHb KoHLEHTpupoBaHus (200 — 600)
1 TIOTHOTA M3BJIeUeHus (BBIILE 95 %) ncclieJOBaHHBIX NIeMEHTOB. [10ydeHHBIE B 3THX YCIIOBHSX Ipe-
nensl onpenenennst (I10) Agh u Pd* npu K, = 300 meromom ADC — 5-10% u 1 - 107 % macc.;
AAC — 0,3 1 0,8 HIr,/MJI COOTBETCTBEHHO, YTO Ha J(Ba TTOPSIKA Jy4Ille, YEM IIPH IPSIMOM OIPEIEIEHIN.
[IpaBuIBHOCTE ONpeee st HOATBEPIKIEHa METOIOM «BBEICHO — HAlIEHO», a TaK)Ke CpaBHEHHEM pe-
3yIIBTaTOB 0OOHMX METOJIOB.

KitoueBble ciioBa: copOLMs; YIICpOJHbIC HAHOTPYOKH; MOHBI cepedpa M Maiuiaaus; TUIAMEHHBIH

aTOMHO-a0COPOIMOHHBIN aHAITH3; TyTOBOM aTOMHO-3MHUCCHOHHBIN aHAIIH3.

HecmoTpst Ha ycriexu aHAIUTHYSCKOH XHUMHUU B OOIaCTH
OIpeNIeIeHUs] MAJIbIX COAEP KaHUH 3JIEMEHTOB, B TOM YHUC-
ne Omaroponusix meramioB (BM), ¢ ucnosib3oBaHuem
COpPOLIMOHHBIX METOJIOB KOHLIEHTpUpoBaHUs [1] mouck
HOBBIX 3()()EKTUBHBIX COPOEHTOB B COYETAHHWU C TPO-
CTHIMH METOJAaMM aHalu3a, 00JadarolIiMHI HU3KOH ceoe-
CTOMMOCTHIO, mpojoikaercs. Ilpocteie u 3¢dexTuBHbIC
YTOIIbHBIE COPOCHTHI JABHO M YCIICITHO MCIIONB3YIOT B XH-
MU4eckoM aHajmu3e. OTKpBITHE HOBBIX aJIJIOTPOIHBIX
(dhopm yrieposa, B 4acTHOCTH, QYIUIEPEHOB, YITICPOIHBIX
HaHOTPYyOOK (YHT), rpadeHOB M MX MPOU3BOAHBIX, CIIO-
cOOCTBOBaJIO MHTCHCU(UKAIIMH UCCIICIOBaHUI B 3TOI 00-
nactu. CopOenthl Ha ocHoBe YHT mpuBiiekarenbHbl Olia-
rozapsi X BBICOKOH COPOIIMOHHON €MKOCTH, OBICTPOH KH-
HETHKE MaccooOMEeHa, MOJIHOTE COpOIHMU U JecopOuuw,
JICTKOCTH pereHepanuu. VX ¢ ycrexoM MPUMEHSIOT Kak
B QHAJMTHYECKUX, TaK M MPENapaTUBHBIX HENIX IS H3-
BJICUCHISI MHUKPOJIEMEHTOB U3 PA3IMIHBIX TEXHOJIOTHYEC-
CKHUX Cpe[l, a TAaKXKe B IEIIX 3aIIUTHI OKPYKAIOIIEeH CpeIIbl

! ®I'BYH UucTUTYT Npo6ieM TEXHOJOTUH MUKPOAIEKTPOHUKH 1
ocobouncteix MarepuaioB PAH, . YepHoromoBka, MockoBcKkas
0011., Poccust; e-mail: grazhule@iptm.ru

OT TOKCHYHBIX DJIEMEHTOB. 3a IOCIEIHUE TOIbI IOSBH-
J0Ch OOJBIIOE KOJNUYECTBO MYOJIMKALMN, MOCBSIICHHBIX
M3BJIEYEHHI0O MOHOB MeTauioB ¢ nomomipio YHT. Kak
MPABHJIO, B KAUECTBE COPOCHTOB UCIONIB3YIOT MOAHDHUIIHU-
pOBaHHBIC HAHOTPYOKH, B OCHOBHOM OKHCJICHHBIC ITOCIIC
UX CUHTE3a pa3iuyHbIMU criocobamu [2 — 6]. IToutn BO
BCEX LUTHPYEMBIX paboTax O0OCYXKIaeTcs 3aBHCHMOCTb
KOHIICHTPAIUU BBEJICHHBIX TaKUM 00pa3oM (YHKIIHO-
HaJBHBIX TPYIIT OT THIIA OKHUCIIHTENS, TeMIeparypbl U
BpeMeHH 00paboTku. [TokazaHo, 4TO MaKCHMaJIbHON KOH-
HEHTPAIK KHUCIOPOJICOACPKAIUX TPYII yaaeTcs J0cC-
THYh B JIOCTATOYHO KECTKHX YCJIOBHUSX OKHCIICHUS MPH
HCIIOIb30BAHMHM MOIIHBIX OKHUCIUTEICH M BBICOKHUX TEM-
nepatyp. BBeneHHbIe QyHKIIMOHATBHbBIC TPyl (KapOo-
KCUJIbHBIC, KapOOHWMIIBHBIE) TOBBIMIAIOT OTPHUIIATEIHHBIN
3apsijl MOBEPXHOCTH YIVIEpPOZa, YBEIMYMBAs KaTHOHOOO-
MeHHyt0 emkocTh YHT. Halinena 3aBucuMocth copOiu-
OHHOHM €MKOCTH IO Pa3jiH4YHBIM DJIEMEHTaM OT KOHIICH-
TpaIuu BBEICHHBIX KUCIOPOAcoAepkamux rpynmn. Oxana-
KO, Ka3aJI0Ch ObI, IIPU COBEPIIICHHO HICHTHYHBIX YCIOBH-
SIX OKHCIICHHS CITOCOOHOCTh K Moaudukanun YHT cyme-
CTBEHHBIM 00pa3oM 3aBHCHT OT IPEIBICTOPHH 00pasia,
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Puc. 1. V3orepmer copbumu Ag®, Pd** ma VHT, moau¢punuposas-
HBIX pa3nudHbIMU okuciutensmu: [ — HNO; koHIL; 2 — KMnO,;
3 — 6e3 obpadotku (7 cuntesa YHT 400 °C, karanusarop Ni)

a IMEHHO, OT eT0 MOP(OIIOTHH, B 3HAYUTEILHON CTCTICHH
00yCIIOBJICHHOW YCIIOBHSIMM CHHTe3a. B ciydae merona
KaTaJIMTHYECKOTO OCAXICHUs 13 razoBou ¢a3el (CVD) —
9TO Temmeparypa W Buj Karanuzaropa [7, 8]. C nHamei
TOYKHM 3pPEHHUs, OTCYTCTBUE YETKOrO IOHUMAHHUS B3aUMO-
CBSI3U (PH3UKO-XUMHUYECKUX CBOHCTB C YCIOBHSMU CHHTE-
3a YHT nmpuBOAUT K MOJIyYEHHUIO IPOTHUBOPEUHUBLIX COPO-
LIMOHHBIX XapaKTEPUCTHK I OJHUX U TeX ke 00bEKTOB,
YTO CAEPKHUBAET LIMPOKOE MPAKTUYECKOE MUCIIOIb30BaHUE
VHT B xauectBe copbenTa. B Hameli npenpiayieit pado-
Te [9] moxazaHbl NPUHIMIKAIBHBIE IEPCIEKTUBBI HC-
nonb3oBanuss YHT kak copOeHTa a1l KOHIIEHTPUPOBAHUS
HMOHOB Pas3iIMYHBIX METAJUIOB M3 BOAHBIX pacTBOpoB. Ha-
cTosiIasi paboTa MOCBAIICHA M3YUYCHUIO Mpolecca KOH-
[IEHTPUPOBAHUSI HOHOB cepebpa u naytaaus Ha YHT B 3a-
BHUCHMOCTH OT YCJIOBHH CHHTE3a COPOCHTA (TEeMIepaTypsl
W KaTanu3aTopa) u nocienyroomei moguduxanuu. [Tocra-
HOBKA 3aJ[a4M MPOJMKTOBAHA KaK aHATUTUYCCKUMH TIeIs-
MU (HaXOXJICHHE ONTHMAaJbHBIX YCIOBUH KOHIECHTPH-
pOBaHUs, CHIKCHHUE TIPEACIIOB OOHAPY)KEHUS ), TaK U He-
00XOMMOCTBIO JTAIBHEHIIIETO M3YYCHUsT BO3MOXKHOCTEH
VYHT nuis u3BJI€UEHUS 2IEMEHTOB U3 Pa3IMYHbIX TEXHOIIO-
THYCCKUX PAaCTBOPOB M OOBEKTOB OKPYKAIOIICH CpEIbl.
Cepebpo ¥ mayanuil MpeCTaBISIOT WHTEPEC C TOUKH
3peHHsI 00OMX aCIEKTOB, MPHYEM IS MX H3BJICUCHUS W3
00X 00BEMOB PACTBOPOB 3aUACTYIO BaXKEH SKOHOMHU-
YeCKUi (akTop, CBS3aHHBIM ¢ MAaKCUMAJIBHOW €MKOCTBIO
copbenTa. Tak, B ocieaHee BpeMs JUIsl OYMCTKHU BOIBI U
MHKpPOOHOIOTHIECKOTO KOHTPOJISI HCIIONB3YIOT (HIIBTPEI,
UMIPErHUPOBaHHbIE cepedpOM B KOHLEHTpauusx oT 50
110 200 ur/mit. Mowsl cepeOpa, 0OGHAPYKEHHbBIE B €CTECT-
BEHHBIX BOJHBIX UCTOYHUKAX, MOTYT TAKXKe CIYKHUTh Ie0-
XMUMUYECKUM HHANKAaTOPOM cepedpocoaepskalux MecTo-
poxaenuil. C npyroif cTopoHs!, HHYOpPMAIUS O IPOIYK-
Tax B3aUMOJICHCTBUS cepedpa C JKU3HEHHO Ba)KHBIMU
KOMITOHEHTaMH, TaKUMH Kak BuTaMuHubl E n B,, a Takxke
CCJICHOM U MEe[IbI0, IPUBJICKAECT BHUMAHHE H3-32 MPEIIIO-
JaraeMoi TOKCHYHOCTH 3THX Iponykros [10]. Baxuyro
OMOJIOTMYECKYIO POJIb UTPAIOT U APYTHE METAUIbI TIaTH-

HOBOH rpynnsl. Jloiroe BpeMs U3-3a HEBBICOKOH pacIpo-
CTPaHEHHOCTU U UHEPTHOCTU BM UX TOKCHYHOCTb BCEPB-
e3 He paccMarpuBaid. ONHAKO 1O MEpPEe MHTCHCHBHOTO
MpUMCHCHU, HallpuMeEp, Nauiaaus B aBTOMO6I/IHLHI)IX
JIBUTATEINIAX €ro KOHIEHTpaIMsi B OKpYXKarlleh cpene
SHAYUTCJIIBHO YBCIUYWIACh, YTO IMPUBJICKJIO BHUMAaHUC
MEIUKOB M OnonoroB. Tak, yCTaHOBJICHO, YTO MaJUIaHid
SIBIIIETCS OJHUM M3 CHiIbHeHmux amiepreHon [3]. U ko-
HEYHO, HE IMOTEepsIa aKTyaIbHOCTH HEOOXOIUMOCTH CO3-
JaHUs HOBBIX 3KOHOMHWYHBIX MCTOJOB aHaJIn3a TCXHOJIO-
THYECKHUX PACTBOPOB W TEOJOTHYECKHX 00pasioB. XOTs
Cym€CTBYET MHOXCCTBO BBICOKOYYBCTBUTCIBHBIX METO-
JIOB OIpejieNieH s cepedpa U naymianus (3MUCCHOHHAS U
Macc-CHEeKTPOMETPHSI C UHAYKTUBHO-CBSI3aHHOH IJIa3MOH,
AAC ¢ 2JIeKTpOTEepPMUYECKOIM aTOMU3AIUEH) B COYETaHUN
C pa3nMYHBIMH MeTojaMu KoHmeHTpupoBanus, AAC c
aTOMHU3aIMeil B TUIAMEHH BBITOMHO OTIMYAETCS OT HUX
CBOEH PKOHOMHYHOCTHIO M CYIIECTBEHHO MEHBIINM (3a-
4acTyl0 OTCYTCTBYIOIIUM) MaTpHYHBIM 3(P(PEKTOM, 4YTO
IPEAIoaraeT €€ yCIEIHOe HCIIOIh30BaHNe TP BEICO-
KAX KOHIEHTPAIWSIX MAaTPHYHBIX DJIEMCHTOB B aHAJM3C
CIOXHBIX 1po6. He motepsuta cBoero 3navuenus u ADC ¢
IYTOBBIM DPa3psiioM, He TpeOyromas pacTBOPCHUS KOH-
[ICHTpaTa WX JOIONHHUTEIHFHOTO H3BJICUCHUS AHAINTA.
[Toaromy paspaboTka 3pPeKTHBHBIX CIOCOOOB KOHIICH-
TPHUPOBAHMS IIATHHOBBIX METAJIOB M3 Pa3TUUHBIX CPEJ C
MOCIEYIOMNM aTOMHO-CIIEKTPOMETPUIECKAM OTIpe/erie-
HIEM TIPENICTAaBIIETCS IEIeco00pa3HoO.

Hcnons3yembie B pabore ob6pasupsl YHT cunresu-
poBansl metogoM CVD mpu 400 — 550 °C [11], pacxone
9TaHonaa 1 MJI/MHUH, CKOPOCTH Ta3a-HOCHTENsS (aproHa)
1 /4. TIpemkaranu3aTopoM CIYKHJI HHTPAT HUKEIS,
KOTOPBII HENOCPeNCTBEHHO mnepen ocaxaeHuem YHT
tepmudecku pasznaranu. Ocaxnennsie YHT nocne cunre-
3a oTMbIBaIM OT Karanusaropa 30 %-noit HNO;, 3arem
MPOMBIBAIH BBl CHOHHPOBAHHOW BOMOW, BHICYIIH-
BaJIM, IPOCEUBAIIM YePe3 CUTO U MOABEPraIl OKUCIUTENb-
HOW MOJM(HUKALINY.

Panee namm mokazano [7,8], uTo HauOombIIeH
CIIOCOOHOCTBIO K OKHCIHTEIBHON MOgU(HUKanuy odiana-
10T 06pasnsl YHT, nonyuennsie mpu 6osiee MATKHX yCIIO-
Busix cuHTe3a (400 °C, karamuzatop Ni), 4to 00ycioB-
JeHo Oombmiel MeeKTHOCTRIO O0pasyIoIelcss B 3THX
ycnoBusx moBepxHoctu. Ha puc. 1 mpencraBneHsl u30-
TepMbl copOuun Agt u Pd*" Ha MoaM(pHUIMPOBAHHBIX
YHT B 3aBUCUMOCTH OT B OKHCIIHTEIIS, HCIIOJIb3YEMO-
ro st Momudukarmu: HNO; kontr. ipu 120 °C B TeueHue
1 yu 5 %-us1it pactBop KMnO, ipu 90 °C B Teuenue 3 4,
a TaKke Ha HEMOTU(PHUINPOBAHHBIX 00pa3nax Mmocje CHH-
Tesa.

O0paboTKy BBIMOIHSIN B aHATUTHISCKOM aBTOKJIABE
npu temneparype 90 — 120 °C. Copbuust 060ux 31eMeH-
TOB MaKCHMaJbHa MpU 00pabOTKEe KOHLEHTPHUPOBAHHOM
HNOj;. Camxenne temieparypsl 00pabOTKU IPUBOIUT K
CYIIECTBEHHOMY YMEHbIIIEHHIO copOrmu. O6paboTka pac-
tBopoM KMnO, (kpuBbie 2) MeHee 3(h(eKTUBHA, 4YeM
HNO;. Hemonuduuuposannsie obpasnsl YHT (kpusbie
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Puc. 2. Cop6uuonnas emrocth okucienusix YHT no Ag’ B 3aBu-
CHMOCTH OT KaTaJn3aropa v TeMIeparypsl ux cunresa: / — Ni, 2 —
Co, 3 —Fe

3) IeMOHCTPUPYIOT OoJiee HU3KHE 3HAYEHUSI COPOLMOH-
HOW €MKOCTH. XapaKTep 3aBUCUMOCTH COPOLIMH OT THIIA U
ycnoBuil 00paboTKH coxpaHseTcs A1 BceX 00pasLoB, ofl-
HAKO €€ 3HaYCHUE CYIIECTBCHHO MEHSETCS B 3aBUCUMOCTH
oT ux renesuca. Ha puc. 2 mpuBeieHa 3aBUCUMOCTb COpPO-
IIHOHHOM eMKOCTH 10 HoHaM cepebpa YHT, nomydeHHbIX
IpU pa3NUYHBIX Temreparypax cuHre3sa (ot 400 1o
550 °C), pa3nuuHBIX Karanu3aropax (HHKeJb, KOOAaJbT,
JKENle30) ¥ OKHCIICHHBIX B OIMCAHHBIX BBIIIE ONTHMAIb-
HBIX YCJIOBUSIX.

BuaHo, 94T0 MakcHManabHOM eMKoCcThIO (70 1 20 Mr/T
1o cepedpy W MaIaguio COOTBETCTBEHHO) 00IaIaloT 00-
pa3upl, noiaydenssle npu 7 = 400 °C Ha HUKeJIeBOM KaTa-
mu3arope. IloiaydeHHble 3HaYeHHsS 3HAYUTEIHHO IPEBbI-
LIAI0T JaHHBIE, olyOnnkoBaHHbIe B padote [10] qms YHT,
YTO, [TO-BUJUMOMY, 00YCIIOBJIEHO pa3inuyHON MOp(doIIoru-
eil o0pa3loB, a TaKxke MpuBeIeHHbIE B padorax [12, 13]
JUISL U3BECTHBIX COpOeHTOB (ambepiuta XAD-16 u 2-mep-
KanToOCH30THA30JI-CUIIMKaress). MaTtepuai, CHUHTE3UpO-
BaHHBI TIpU BBIIIETPUBEACHHBIX YCIOBUAX, OOmamaer
TaK)Ke HAWIYyYNIMMH HACBITHBIMU XapaKTEPUCTHUKAMH H
ONITHMAJICH JUI HAOMBKH KOJIOHOK. VI3BECTHO, 4TO TOHS-
THEe 3QPEKTUBHOCTH COpOCHTA, TIOMUMO €ro (PU3UKO-XH-
MHUYECKHX CBOHCTB (€MKOCTH, CEJIEKTUBHOCTH, IOJHOTHI
W3BJICUCHIS, KWHETUKU W JIp.), BKIIOYAET TAKXKE UX BOC-
MPOM3BOIUMOCTD ISl PA3IMYHBIX MApTHHA copOeHTa, cTa-
OWIBHOCTH M HAJICKHOCTH PEreHepanny, a TakKe PeHTa-
OCIBPHOCTh TMPOLIECCOB pasfesieHus: (M3BJICUCHHUS), 4YTO
OCOOEHHO CYIIECTBEHHO IPH KpyIHOMAacIITaOHOM INpak-
TUYECKOM HCIIOJIb30BaHUHU. BOCpon3BOANMOCTD pe3yiib-
TaTOB MPH HCIOJIb30BAHUU TAKHUX KOJIOHOK COXpPaHAETCs
B TEYEHHE HECKOJIBKHX JIeT. AHAJOTMYHas 3aBUCHUMOCTb
HabIroaeTcs U 115l HOHOB Naljiaiusl.

g mpuroToBieHuss COPOLIMOHHOM KOJIOHKH MOpPO-
mok YHT nocie Mogudukanuy u 0XJIaxJIeHUs] aBTOKJIa-
Ba, IIPOMBIBKU U CYIIKH MPOCEUBAIN Y€Pe3 CUTO C pazMe-
pom otBepctuii 60 memr. HeGonpmmmu noprusimu 50 Mr
YHT uepe3 cTEKISHHYIO BOPOHKY IOMEIIATIHN BO (ropo-
ractoByro Tpyoky (30 x 2,5 MMm). Bepx u HU3 KOJIOHKH
3aKpBIBANIN IMPOOKaMH U3 CTEKIOBOJIOKHA. KomoHky mpo-
mbiBan 1| M HNOj;, aBaxknpl JeMOHMPOBAHHON BOION U
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Puc. 3. 3aBucumocts copbrmu Ag*, Pd>* ot pH pactsopos (C dre-
MeHTOB — 10 MKr/mi)

3 mn OydepHoro pactBopa ¢ TpedyeMbiM 3HaueHueM pH.
Paboune pactBopsl cepedpa 1 nayiaaus s COpOIuu ro-
TOBWJIM  pa30aBiICHHWEM  CTaHIAPTHBIX  PAacTBOPOB
(1000 mMxr/mu). HeoGxomumoe ajis Kamoro 3JeMEHTa
3Hauenne pH ycranarmmamu ¢ nomomnsio 0,1 M HCI u
0,1 M NH,OH. Ha pwuc. 3 npencraiena 3aBUCHMOCTH
cop6uuu Pd*" u Ag™ ot pH pacTBOpOB B BHI€ OTHOIICHHS
copOIH TpHu pa3nmuaHbBIX pH K X MakcHManbHOU COpO-
MM B ONTHUMAJBHBIX yCIOBUSIX. BHAHO, 4TO omTUMaib-
uele 3Hadenus pH cocrapusror 5—7 u 6 — 7 g Pd?*t u
Ag" COOTBETCTBEHHO.

1 srroupoBaHus 3JI€MEHTOB U3 KOJIOHKH UCIIOJIb30-
Basu 2 mi 0,5 M HNO;. PacTBops! ipomyckanu yepes Ko-
JIOHKY, UCTONB3ysl mepuctamsruueckuil Hacoc 040KCIA
(HIBenmst). OnTuManbHas CKOPOCTh DIIOMPOBAHHS CO-
craBsna 2,0 mii/muH. CTEIEHb H3BJICYCHUS DIIEMEHTOB
OTIPECTISUTH TI0 Pa3HOCTH MEXIy MCXOIHOHM KOHIIEHTpa-
1Mel 1 HalJCHHOH B 3iroare. Perenepariiio KOJIOHKH OCy-
mectBisun 1,0 M HNO; ¢ mocnenyronim npoMbIBAHHEM
JUCTHIUTMPOBAHHOMN BOJIOH. YCTAHOBJICHO, UTO O€3 MOTEepH
COPOIIMOHHEIX CBOMCTB M CTA0MIBHOCTH COPOCHTA KOJIOH-
KM BbLIEepKUBatoT 6osiee 100 MUKIOB pereHepaluy.

KoHneHTpauro 371eMEHTOB B PACTBOPAX OMPEICIISLIN
metonoM AAC ¢ ucnonb3oBaHueM criekrpomerpa AAS-3
IpU CTaHAApPTHBIX ycioBusix. ComepikaHue 3JIEMEHTOB B
TBepaoil (aze copOeHTa 6€3 IIOMPOBAHUSA KOHILIEHTpAaTa
onpenensiu MetonoM ADC ¢ MOMOUIbIO CHEKTPOMETpa
PGS-2 ¢ pemerkoii 651 mtp/Mm, obecrneunBaromieii 06-
partHyro nuHelnyro aucnepcuto 0,74 Hm/MM. B kadecTBe
HCTOYHHKA BO30YXKICHHS CIEKTPA HCIIONB30BATH YTy
noctostHHOoro Toka 10 A. IlpoOy HaOWBaJM B HIKHHMA
ANIEKTpo (aHOM) THIA «PIOMKay. Kparep «proMKm» mMen
DIyOMHY U AMaMeTp 4 MM, TOJILMHY CTEHOK | MM M Iei-
Ky JuaMeTpoM 2,5 MM u BbicoToil 4 MM. Koner BepxHero
aJIeKTpoAa ObUI 3aTOYeH Ha KOHyc. PaccrosHue Mexmy
3JIEKTPOAAMHU COCTaBIIO 4 MM. Vcronb30Banu TpexJInH-
30BYIO CUCTEMY OCBEIICHUS eI U (POTOIIEKTPUIECKYIO
peructpanuio crekrpa Ha ocHoBe juHeek I13C. Panee
HaMu HaineHo [14], 4To ONTHUMAaNIbHBIM SIBISIETCSI COOT-
Homenue YHT k rpadury, paBHoe 1:19. B 3tom ciyuae
HCTIApEHHE JIEMEHTOB B TUIa3My JyTU IIPOUCXOAUT Oojiee
PaBHOMEPHO W WMHTEHCHBHOCTH CIIEKTPAJbHBIX JHHUAN
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Puc. 4. Nzotepmsr cop6mmm moros Ag™ n Pd*" (pH = 6,0 — 6,5) Ha
oxucnenHbix YHT (temmeparypa cunresa YHT T =400 °C, kara-
mm3arop Ni) ¥ Ha OKUCIICHHOM aKTUBHPOBAHHOM yTJIE

70 C, MKr/MIt

yBenmuuBaercs. [1oaToMy mpu BEITOTHEHNH aHATH3a KOH-
LIEHTpaTa €ro IpeIBapUTEIbHO CMEIIUBAIU C rpaduTo-
BbIM IMOPOIIKOM MMCHHO B TAKOM COOTHOLICHHU. Ananuz
BBITIONHSJIM C TIPAMEHEHHEM 00pas3IoB CpaBHEHMUS, TPH-
TOTOBJICHHBIX Ha OCHOBE I'pa()UTOBOrO MOPOLIKA KBaJU-
¢ukannu ocu 8 —4. Ilpumecn BBOTWIN B IpadUTOBBIH
MIOPOIIIOK B BHUJIE OKCHIOB 0c000# 4rcTOTH. Beio cepuio
00pa3LoB CPaBHEHUSI TOTOBUIM METOJOM IOCIIEA0BATENb-
HOTO pa30aBJieHHs TOJOBHOTO ATAJIOHA C KOHICHTpaLUeH
npumeceit 0,1 % macc. [l cooTBeTCTBUS COCTaBa aHAJIU-
3upyeMoro obpasna ¥ 00pa3loB CPAaBHECHUS IIOCICIHUC
CMCIIMUBAJIK C OTMBITBIMU OT KaTaJin3aTopa MocCJI€ CUHTE3a
VHT rtaksxe B cootHoueHuu 19:1.

Tadmuua 1. XapakTepUCTUKU KOHLEHTPUPOBAHUS HOHOB METall-
108 Ha Mukpokononke ¢ YHT (K, = 300) ¢ mocnexyromum aHa-
J30M mroara MerongoM AAC

Copbiws, Jlecopus Tomrota Cyjpy, ir/min Cjypy, HT/MIT

DneMeHT u3Biaede-  (IpsAMOHl  (C KOHIIEHTpU-
MKT MKT' o
Hus, % METOJ) poBaHUEM)
Ag* 0,493 0,478 97,0 80 0,3
Pd** 0,492 0,462 94,0 500 0,8

Tadauua 2. Pesynbratel aTOMHO-aOCOPOLMOHHOIO OINpEAeIeHUs
Ag +u Pd*" meTonom «BBeneHo — Haiineno» (n = 10; P = 0,95)

O6BeKT Ag", ur/mn Pd2", ur/mn
aHanmsa BBEJICHO HaiiieHO BBEJICHO HaliIeHO
H,O nutseBas 0 — 0 —
10 9,8+0,7 5 49+0,9
15 14,8 £ 0,8 10 10,0 £ 0,8
H,0 0 — 0 —
JIeHOHUPOBAHHAS 10 10,0+ 0,7 5 5,0+0,5
15 149+0,9 10 9,9+0,4

Tabanua 3. Pesynbrarsl onpenenenus Agh u Pd*" B koHueHTpare
Ha YHT merogamu AAC u ADC (n=4; P=10,95)

Beezeno, AAC ADC
DeMeHT
mr HaleHO, MI' S, HaieHO, MI' S,
Agt 0,05 0,048+0,005 0,06 0,042+0,009 0,14
Pdz* 0,03 0,027+0,004 0,09 0,025+0,008 0,20

Pesynbrarsl KoHIIEHTpUpOBaHus deMeHToB Ha YHT,
a TaKKe OTHOCHUTENbHbIE Ipeaessl ux onpeaenenus (Cyy,)
npuBeicHbl B Tabn. 1. Buano, uro npu kodddunmente
KOHLEHTpUpoBaHus (K,,,), paBHOM 300, OTHOCUTENEHBIE
IPEe/IeNbl ONPEACTICHHUS HICMEHTOB HA JIBA TIOPSIKA HIKE
[0 CPAaBHEHUIO C MPSAMBIM aHau3oM. [IpaBuiabHOCTH On-
peneneHus TMPOBEPSUI METOJOM «BBEICHO — HaACHO»
(Tabm. 2)

[IpaBUIBbHOCTD OMpeeNeH s DIEMEHTOB, CBUACTENb-
CTBYyIOIIast 00 OTCYTCTBHU CHCTEMAaTHYECKHX ITOTPEIIHO-
CTeH, TMONATBEpXkJACHA CpPaBHEHHEM C pe3yJabTaTaMu
aTOMHO-3MHUCCHOHHOTO aHaym3a (Tadi. 3). B Tabm. 3 mpo-
JEMOHCTPHUPOBAHA XOPOIIas BOCIHPOU3BOIUMOCTH OIIpe-
JeNeHnsT 000MMH MeTomamH. lIpenmensr aToMHO-OMHUCCH-
oHHOTO ompenencHuss Ag™ u Pd** npu ux KOHIIEHTPHPO-
Bauun Ha YHT (K, =300) cocraBumm 5-10% wu
1 - 1077 % wmacc. coorBercTBenHo. IO B 060MX MeTomax
(Cjiy,) OILICHMBAIIM TO HIDKHEHW TOYKE TPAAYyHPOBOYHOTO
rpajuka, MOTyYeHHOUH C MpHEMIEMOH TOYHOCTBIO [15].
IMonyuennsiit 110 nns nonoB Ag" B JBa paza HUXKE, 4eM
HpuBeIeHHBINA B padoTe [10] mpu O1M3KHUX yCIOBHAX aHa-
mm3a (momuduuuposanusie YHT, AAC). Heob6xomumo ot-
METHTB, 4TO B padote [10], Tak e KaK U paHee B HalICH
crarbe [9], mokazaHO OTCYTCTBHE BIMSAHHUS 3HAYUTEIb-
HOTO M30BITKA Psijia TIOCTOPOHHUX MOHOB, YTO MO3BOJISCT
IPOBOIUTH aHAIHM3 OoJiee CIOKHBIX 00pa3loB, B YacT-
HOCTH Ie0JIOTHYeCKUX 00beKkToB [10].

W3 puc. 4, Ha KOTOPOM MTOKa3aHBI U30TEPMBI COPOLIUHU
Ag" u Pd*" Ha pasHbIX copOeHTax, BUAHO, YTO MOJYYCH-
Hele Hamu YHT mpeBocXomsT 1o COpOLIMOHHBIM Xapak-
TEPUCTUKAM OKHCJICHHBI B aQHAJIOTHYHBIX YCJIOBUAX
aKTUBHPOBaHHBIA yroib (AY): copOIMOHHAasT €MKOCTh
VHT mnpeBbllIaeT aHAJIOTHMYHYIO XapaKTEpUCTUKY AY
MIPUMEPHO BIIBOE.

CpaBHUTEJIbHBIE XapAKTEPUCTHKU Pa3IMYHBIX COp-
OeHTOB TSI MaJUTaaus (OTHOCHTENBHBIC TIPECIBl O0OHAPY-
JKEHHMS TpU Pas3iINyHBIX (DakTopax KOHIEHTPUPOBAHUS),
NpUBEJCHHBIE B pabore [16], B OONBIIMHCTBE Cly4acB
CBUETENBCTBYIOT 0 npeumymectse YHT. Onnako, ¢ Ha-
1IeH TOUKY 3pEHHs], TAKUE CPAaBHUTEIIbHbBIE Pe3y/IbTaThl HE
BIIOJTHE KOPPEKTHBI, TaK KaK OHU TMOJyYeHBbI AJIS pa3ind-
HBIX YCJIOBUI U METOJIOB aHAJIM3a.

Taxkum 00pa3oM, B pe3ylibTare MpoAeIaHHOi padoThbl
MIOKA3aHO, YTO Pa3IN4ne YCIOBHH CHHTE3a (TeMIepaTyphl
U THIIA KaTajJu3aTtopa) NPUBOAUT K M3MEHEHHUIO CIOCO0-
Hocti YHT k Mogudukanum u B KOHEYHOM UTOTEe — U3-
Mmenenuto copbuuu Agt or 25 no 70, a Pd*" — ot 8 mo
28 Mr/T 11t 06pasIOB, OKUCIEHHBIX TIPU OJMHAKOBBIX YC-
noBusax (HNO;xonn., 7= 120 °C). Haiizensl ontumans-
HEBIE YCIIOBHS KOHIEHTpHpoBanus Ag', Pd*" ¢ ux mocie-
IyrommM omnpezaeneHueM meronom AAC B amroare Win
Metogom ayroBoii ADC B konmentpare Ha YHT, T.e. B
TBepIoi (aze copbeHTa Ha KoioHKe. [IpogemMoHCTpUpO-
BaHBI BBICOKasl CTeNeHb KoHIeHTprpoBaHus (200 — 600) u
MOJTHOTA W3BIeueHust (BbIe 95 %) M3y4YCHHBIX SJIEMEH-
ToB. [IpaBUIBHOCTH ONpeAeNeHn TOATBEPKIeHA CpaBHe-
HueM pesynsraroB AAC u ADC. Iloka3aHbl CylI€CTBEHHO
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Oonpmas copbunonHas emkoctb YHT u Oonee Huzkue
npezensl O0HAPYKEHUSI B CPAaBHEHUH C aKTUBUPOBAHHBIM
yIJIeM W ONMyOJIMKOBaHHBIMH IJTUTEPATypHBIMU JTAHHBIMHU
st YHT u npyrux copbeHToB. B kauecTBe mpeumyiecTs
YHT HeoOX0aMMO OTMETUTh OBICTPYIO KHHETHKY Macco0-
MEHa, a TaKXe IIPOCTOTY U 3KOHOMHYHOCTb KaK KOHILIEH-
TPUPOBAHHUs, TAK U aHAJIN3a IIpU ucnonb3oBanuu YHT mo
CPaBHECHHUIO C JPYTUMH COpOCHTaMH, YTO CYIIECTBEHHO
JUIS pELICHUsS] aHAJIMTUYECKUX, TEXHOJIOTMYECKUX 3aJa4d 1
po6JIeM OKPY>KaroLei cpebl.
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YCTPOMICTBO JJIS ONPEAEJEHUA OPTAHUYECKOTO YIJIEPOJA B BOJE
C ®OTOXUMHNYECKUM HNEPCYJIb®PATHBIM OKUCJIEHUEM

B CUCTEME HEITPEPBIBHOI'O I'A30BOI'O ITIOTOKA

N UK-OPYPBE CIIEKTPOMETPUYECKUM AETEKTUPOBAHUEM

© M. B. 306k0B, M. B. 3006ko0Ba’

Cmamus nocmynuna 6 mapma 2015 2.

IpennoxxeHo aBTOMAaTU3UPOBAHHOE TIPOCTOE B M3TOTOBICHUH YCTPOHCTBO /IS ONPEIeICHUsI OpraHnde-
CKOTO yIJIepoyia B MPECHBIX MPUPOIHBIX, 3arPA3HEHHBIX U CTOYHBIX Bonax. [IpHHIIUIT IeHCTBHS yCTPOi-
CTBa OCHOBaH Ha (JOTOXUMUYECKOM OKHCJIEHHH OPraHUIECKOro BEIeCTBa IPOObI BOIBI B IPUCYTCTBUU
nepcyib(ara aMMOHHSI B CHCTEME HETIPEPBIBHOTO ra30Boro notoka 10 CO, ¢ moCIeyonmm onpeese-
HHEeM ero KoimuecTsa ¢ momoripio MK-®Dypre criekrpomMeTpa. BaxkHbIMU IperMMyIIecTBaMHU YCTPOHCTBA
nepen CCpHﬁHbIMPI O6p3,3]_13.Ml/l SABJIIFOTCS TIPOCTOTAa KOHCTPYKIIMM U BO3MOXKHOCTH €TI0 U3IOTOBJICHUSA
B BHUe AononHutensHoro Moayist kK MK-®ypee criekrpomerpy. YCTpOHCTBO MO3BOJSIET OMPENENsTh
OOLIMi, PacCTBOPEHHBII M B3BEILCHHBI OPraHUYECKUH YIIEPON NPH CONEP)KAHHU MOCIETHEro 10
470 mr/n. CraHmapTHOe OTKJIOHEHWE B [MANa3OHE OMNpeneNeHds or 5,5 mo 21 Mr/a cocrasnser
0,1 mMr/m1, a npu BBeIEHMH BHyTpeHHero cTanmapta — 0,5 mr/i. [Ipenen onpenenenus yrmepoga —
0,5 mr/m.

KiioueBble cj10Ba: yCTPONCTBO; OpPraHUYECKUH yIepos; HOTOXMMHUIECKOE OKUCICHUE; XUMUUECKUH

ananm3; nepcynbdar ammonus; MK-Dypbe criekrpomerp.

Opranndeckoe BemectBo (OB) — HeoTheMIIEMBIH KOM-
MOHEHT BOJHBIX 3KOCHCTEM, OHO MOXKET 00pa30BBIBATHCA
B CAMOM BOJIO€ME WJIM TMOCTYIaTh C BOJOCOOpHOU TeppH-
TOpPHUH, B TOM YHCIIE CO CTOYHBIMHU Bojgamu. OB sBrnseTcs
BO)XHON XapaKTEPUCTUKON KaXJIOTO BOJHOTO OOBEKTA, a
TAKIKE TOKa3aTejICcM Ka4d€CTBa INMPUPOAHBIX, MHUTHEBBIX U
CTOYHBIX BOJ. B HacTosee Bpems i OnpeesieHus ero
COJICpKaHHUs B BOJC IIMPOKO HCIOJIB3YIOT KOCBEHHBIE TO-
Ka3aTeNH, TaKue KaKk XUMUYIECKOe MOTpedIeHne KUCIOPO-
na (XTIK), mepmanranatHas okucisieMocTs (I10) u nBer-
HOCTB, TOT/Ia KaK KOHIICHTPAIIMS OPraHMYECKOTr0 yIiiepoa
ABJICTCA NPAMBIM XUMHUYCCKHUM IMOKa3aTeJIeM, OTpaxKaro-
muM koinndectso OB B Bozme. BmecTe ¢ TeM CTOMMOCTD
IIPOMBIIIJIEHHBIX aHAJIM3aTOPOB OPIaHUYECKOrO YIvIepoaa
JOCTaTOYHO BBICOKA, M UX MpHOOpeTeHne He BCerma Mo-
JKeT ObITh SKOHOMHUYECKH OIpaBIaHo. B 3Toit cBsI3u akTy-
aJbHBIM SIBJII€TCSl CO3JAHME JONOJIHUTEIBHOIO MOIYJIS

! ®I'BYH unctutyT Boausix npodinem Cesepa Kapenbckoro Hayd-
Horo ueHtpa Poccuiickoii akagemun Hayk, I. Ilerpo3aBozck, Poc-
cust; e-mail: duet@onego.ru

U1 MEHOTO(QYHKITOHaIBHOTO 00opynoBanus (UK-Dypre
CIIEKTPOMETPA), KOTOPLIH MO3BOJIUT BHEIPUTH OTIpeserie-
HHE OPTaHMYECKOTO YITIepoia B IPOU3BOACTBEHHBIN ITUKII
XMMUYECKOH J1abopaTopuu. B CBsI3U ¢ 3TUM OCHOBHOM 3a-
Jladeil JaHHOW paboThI ABJSUIOCH CO3JAaHUE aBTOMATH3H-
POBaHHOTO, IPOCTOTO B H3TOTOBJICHWH YCTPOWMCTBA LIS
3¢ (deKTUBHOTO OmMpeeNeH!s] PaCTBOPEHHOIO, B3BEIICH-
HOTO U OOILIEro OpraHuYeckoro yrepoja B mpodax npu-
POIHOM, 3arpsI3HEHHON U CTOYHOM BOJBI.

B nacrosiiee BpeMst CyIIeCTBYeT JOCTaTOUYHO OOJIb-
I0€ YUCIO METOJUK ONPENENICHHsI OPraHUYECKOro yrile-
pona (C,,), KOTOPbIE OCHOBAHBI HA MPUHIMIUAILHO Pa3-
IUYHBIX moaxopax. OgHako HEOOXOAUMO OTMETHTh, YTO
HE BCE U3 HUX MO3BOJIIOT MOMy4YaTh HAJEKHBIC JaHHbIC
o conepxanuio C,,. B MOBEPXHOCTHBIX BOIAX CYIIH.
CyliecTByIOIMKE METOAUKH PasIMdaloTcs IO CIOCo0y
pasnoxenuss OB: cxuraHue B BBICOKOTEMIIEPATYPHOMI
neun npu temmeparype 600 — 1000° C [1 — 4], o6paboTka
OKHCIIUTEIIIMH JTHO0 (POTOXUMHUYECKOE Pa3IoKEHUE YIIbT-
paduoneroBrM m3mydeHueM [5 — 7]. IlpoxgykTsl okucie-





