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[Ipennoxxena onTUMH3HpPOBaHHAS U yHUOuUIMpoBanHas Mmeroanka CHN-amammsa ¢yHKIno-
HaIIbHBIX MaTE€PUAJIOB, [TO3BOJIMBIIAS TOBBICUTh TOYHOCTh PE3YJILTATOB 32 CUET TOJHOTHI Cro-
panus mpob u ynydinenus paspenicaus nukoB C u N. [TomydeHHbIe pe3ynbTaThl COJCPKAHUS
yIiIeposa, a30Ta U BOJOPOa XOPOILO COTJIACYIOTCS C PACYETHBIMU U B OOJIBIIMHCTBE CITy4aeB
MOJITBEPIKTIAIOTCS CTPYKTYPHBIMH UCCIICTOBAHHUSIMU.

KawueBsie cuoBa: Qyakunonansaeie Marepuainsi, CHN-anamms.

CHN-anamu3 — oiMH U3 BOXXHBIX METOJIOB OINPE/ICIICHHsSI OCHOBHOT'O cOCTaBa (hyHKIIMOHATBHBIX
MaTepHaioB. 3HaHUE MPOIEHTHOT'O COICPKaHMS a30Ta, YIiepoa U BOJOPOIa TIO3BOJISIET MOITBEPAUTh
MIPEIOIOKUTEIBLHYI0 (POPMYITY COSIMHEHUS, a B CITydasX BEIIECTB C HEOIPEICIICHHOW CTEXHOMETPH-
eil, TaKuX KaK HAaHOTPYOBI M KOOPAWHAIIMOHHBIC TIOJUMEPBI, HECET BAKHYIO HHPOPMAIHIO O PealbHOM
cocTaBe mojrydeHHoro marepmana. IIpum maccopom CHN-aHanm3e BO3HHUKAIOT TPOOJIEMBI, 00yCIIOB-
JICHHBIC BBICOKHMM pPacxXxoAOM KaTaJIn3aTOPOB OKHCJIICHUA W BOCCTAHOBJICHUA. Ananuz ®YHKHHOH3HL-
HBIX MaTepuanioB TpeOyeT BBICOKOH ToYHOCTH. HeynoBneTBOpHUTENbHAS TOYHOCTH AHANIM3a MOXKET
OBITH 00YCIIOBJICHA HEMOIHBIM CrOpaHHEM MPOO WK MOTPEIIHOCTHI0 HHTETPUPOBAHUS TUKOB MPH MX
IUIOXOM paspelieHuy. sk yMEHbUIEHUS OIPEIHOCTH PE3YJIbTATOB U CHUXKEHMS pacxoa KaTaau3a-
TOPOB OKHCJICHHST M BOCCTAHOBJICHHS HaMH MPEUIOKEHa YyCOBepileHcTBOBaHHas Meronuka CHN-
aHanmm3a.

SKCHEPUMEHTAJIBHAS YACTb

CHN-ananu3 BeIMOMHSIN Ha npuoope ¢upmbel EuroVector EA 3000 (Mrtamus), ocHaIlIEeHHOM Ta-
30XpoMarorpaduieckoil KOJOHKOW JUIMHOW 2 M. B ocHOBe AeHCTBHS 3JEMEHTHOTO aHalM3aTopa
EuroEA-3000 neKUT NpUHIKN JUHAMUYECKOTO CKUTaHHUs MPOObl Ha KaTaau3aTope OKUCICHUS B MO-
TOKE TeJIus IPYU BBEICHUU MOPLHUH KUCIOPOAA C IMOCISAYIOINM BOCCTAHOBICHHEM OKHCIIOB a30Ta 10
MOJICKYJISIPHOTO a30Ta U YTHJIM3alMel M30bITKa KUCIOpOa Ha TpaHyJIMPOBAHHON MEIW M XPOMAaTo-
rpaduuecKuM pasaesieHueM oOpasyromuxcs razooopasusix npoaykros (CO,, SO,, H,0, N,) ¢ ux ae-
TEKTUPOBAHUEM IIPH TIOMOLIM KaTapomeTpa. B3sithe HaBecok mpob Ajsl aHaiau3a U CTaHAApPTOB B 0JIO-
BSIHHBIC KaIlCyJIbl TPOBOIMIN Ha MukpoBecax Sartorius CP2P (I'epmanms).

[Ipeanaraemble Hamu ycoBeplueHCTBOBaHM MeToaukn CHN-ananusa npuseaeHs! B Ta0m. 1.

PE3YJIbTATBI U UX OBCYXKIEHUE

Nsmenenune meroaukun CHN-aHaim3a ObLI0 apryMEHTHPOBAHO CIICAYIOIUM 00pa3oMm.

3ameHna okcuaHON KoMno3uuuu. OKCUA XpOMa B COCTaBE OKCUIHON KOMITO3ULIUU IIPU BBICOKOM
TeMIlepaType OKHCIUTEIHHOW TI€YM BBI3BIBACT KOPPO3HMIO KBAPIIEBOTO peakTopa (KBapl[ MyTHEET
u kpomuTtcst). Kpome Toro, Mcmosib30BaHue OKCHIa XpoMa M OKCHJIa KoOanbTa Ha cepeOpe B KauecTBe

* E-mail: koshcheeva@ngs.ru
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Tabnuma 1

Cpasnenue ycnosuii CHN-ananuza, pexomenoyemvix ¢pupmoi EuroVector u npednosicennvix ¢ pabome

Meroanka CHN-ananmm3sa EuroVector Ipennaraemeie n3menenust meroaukn CHN-anammza
1. Karanuszatop okucnenusi: Cr,0;, Co30,/Ag, xatamu- | 1. Karanuzatop oxucnenus: WO;, kaTaauzaTop BoccTa-
3aTOp BOCCTAHOBIICHHS: MEHbIE TPaHYJIbl WIIH MPO- HOBJICHUSI: ME/IHbIE TPaHYJIbl WM IIPOBOJIOKA C 100aB-
BOJIOKA JICHUEM KBapIeBOH KPOLIKH B BEPXHEM CII0€ MEAN
2. JIByXpeakTOpHBII pexuM (KaTanu3aTopbl okucie- | 2. OZHOpeaKTOPHBIH pekuM (KaTalu3aTOPbl OKUCICHUS
HUS 1 BOCCTAHOBJICHUS 3arpy’KaloT B pa3Hble peak- U BOCCTAHOBJIEHMs 3arpy’karoT II0CJIeA0BaTEIbHO
TOpBbI) B OJIUH PEAKTOP)
3. T'azoxpomarorpaduueckas (I'X) komonka mimuHoM | 3. ['azoxpomaTorpaduueckas KOJOHKA JTHHOM 1 M
2M
4. Temneparypa I'X kononku 115 °C 4. Temnepatypa I'X xonounku 80 °C
5. Temmepatypa okuciauTenpHOT0 peakropa 1150 °C, 5. Temmepatypa peakropa 1000 °C
TeMIepaTypa BOCCTAHOBUTEIILHOTO PEakTopa
800 °C
6. laBnenne He 80 kITa (motok okomno 120 mit/muH) 6. laBnenne He 22—25 xITa (motok 41—43 mi/MuH)
7. MaBnenune kucnopoxaa, AP(O,), 30 kIla 7. MaBnenue kuciopoaa, AP(0O,), 20 kIla
8. 'pagyupoBka 1o 5—6 HaBeckam aleTaHWInaa 8. l'agyupoBka 1o Tpem cTaHAapTHBIM o0Opasuam (Moue-
BUHA, alleTAaHWINA U aTPOIHHCYIb(aT)

KaTaJN3aTOPOB OKHUCIICHHUS HE 1aeT BO3MOKHOCTH ONPEACICHUS Cepbl N3-3a yICPKUBAaHUS OKCHIA ce-
poI Ha cepebpe (cM. pucyHOK). Kak kaTann3aTtop OKUCICHHUS Mbl UCIIOJIb30BAJIM OKCHJT BOJIb(ppama BbI-
COKOH 4HMCTOTHI, MosyyaeMblii o metoauke [ 1 | uz mapaBonbdpamara ammonust. Oxcup Bonbdpama,
B OTJIMYME OT OKCHJIA XpOMa, HE BBI3bIBAET KOPPO3UH KBAPLIEBOI'O PEAKTOPa MPU BBICOKUX TEMIIEPaTy-
pax ¥ B OHOPEAKTOPHOM PEXHMME HE YAEP/KUBAET Cepy, YTO JAeT NPUHIHUINAIBHYIO BO3MOXKHOCTD €€
oTpeieTICHHS.

Ilepexon k oxHOpeaKTOPHOMY pe:RKUMY. [[ByXpeaKTOpHBIA pexuM TpeOyeT B 4 pa3a OONbIIero
pacxoia KaTaJn3aTopoB, YeM OJHOPEAKTOPHBIN, PH 3TOM OJHON HAOMBKM PEaKTOPOB XBATAeT MPH-

v a
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Xpomarorpammel CHN-aHanmsa: @) B yCIOBHSX,
PCKOMCHIIOBAaHHBIX (PUPMOIA; 6) B TpPEII0KEH-
HBIX HAMH YCIIOBUSIX

500004

Bpemst, ¢



S180 0.C. KOIEEBA, A.IT. 3YBAPEBA, A.U. CATIPBIKH

Taonuma 2 Tabnuma 3
Cmanoapmmuvie OmKIOHeHUst pe3yTbmamos Teopemuueckoe cooepoicanue N, C u H
onpeoenenus N, C u H 6 ayemanunuoe 6 cmanoapmublx obpaszyax, mac.%

10 PeKOMEeHOOBAHHOU U NPediazaeMoti MEMmoOUKAM
OnemeHt | AtponuH-cyibdar | Aueranmnua | ModeBuna

CraHapTHOE OTKJIIOHEHHE, Mac.%
Onement METOIUKA npearaemMas N 4,0 10,4 46,65
EuroVector METO/IMKA C 58,8 71,1 20,0
H 7,25 6,7 6,7
N 0,11 0,02
C 0,64 0,26 MepHO Ha ~200 coX’KEeHUMH, Torga Kak B OJHOPEaK-
H 0,18 0,20

TopaoM — Ha ~300 coxokenuit. [IpumanHoit Oonee

IIpuMmeuanue. Comepkanue B aleTaHWIA- HHU3KOTO KOJMYECTBA BO3ZMOKHBIX CKUTAHUH B JIBYX-

ne N 10,36, C 71,09, H 6,71 mac.%. PEaKTOPHOM PEXHUME SBIACTCS HEOOXOAUMOCTD BbI-

COKOM cKOpocTH raza-Hocutensa. Kpome Ttoro, npu

MCTIOJIb30BAHUHU JIBYXPEaKTOPHOIO PEKUMa B XpOMATOTrpaMMe OTCYTCTBYET NMHK CEephl MPHU JH0O0H OK-
CUIHOI KOMITO3UIIMH, YTO HE JJaeT BO3MOKHOCTHU €€ ONPECIICHUSI.

CHu:kenne temnepatypbl I'X kosonkm. IIpu temnepatype I'X xomonku 115 °C muku N u C
MOYTH CIUBAIOTCS, YTO BHOCHT OOJBIIYIO MOTPEIIHOCTh B OIpEIeNIeHHe 3TUX 3JEeMEHTOB (OoibIie
0,5 %) (cM. pucyHok, Tadm. 2). CHmkenune temneparypbl I'X kononku 10 80 °C mo3BosisieT mpoBecTH
nostHOe paspenieHre ko N u C, TeM caMbIM MOBBICHB TOYHOCTh PE3yJIbTaTOB N3MEPEHUH.

JaunHa xpomaTorpadguueckoii KOJIOHKH, JaBJIeHUe IeJiusl M KHCJI0Poaa, TeMIepaTtypa ne4m.
Hcnonb3oBanue xpoMaTorpaguyeckoil KOJOHKU AJMHOM | M MO3BOJISIET CHU3HMTH AABJICHUE M MOTOK
raza-Hocutens (renusi) B 4 pasa. [Ipu 5ToM yMeHbIIaeTcss pacxXoJ refids W YBEeITHMYHWBAETCs MOJTHOTA
cropanus mpo0. JTo JaeT BO3MOKHOCTh CHH3UTH Temreparypy mneun jo 1000 °C, npoaneBas cpok ee
cirykO0Bbl, ¥ peau30BaTh OJHOPEAKTOPHBIA PEXHUM, IMPU KOTOPOM TeMIIEpaTypa peakTopa OrpaHHYeHa
cnexkanuem Mmenu. laBnenue xucinoponaa 20 xITA 6puto BeIOpaHo BO m36ekaHHe OBICTPON OTPaOOTKH
rpaHyJIMPOBAaHHOHN MEH.

IMocTpoenue rpaxyMpoBKHU U B3siTHEe HaBecOK Mpo0. [[upokuil quanazoH rpalyupoBKH MO3BO-
nset npoBoauTh CHN-aHanm3 BemecTBa ¢ HU3KUM COJIEpPKAHWEM OJHOTO DJIEMEHTa W BBICOKHM CO-
Jiep’KaHUeM JPyToro 1Mo OJHON HaBecKe, T.€. COKPAaTUTh YMCIO MapaulebHBIX U3MEPEHHH U TeM ca-
MBIM PAcXoJ] MPOOBI M BpeMs aHanm3a. [ pacimmpeHns AuanazoHa IpagydpPOBOYHBIX TPAPUKOB MBI
HCTIOTB30BANIM TPU CTAHAAPTHBIX 00pasiia ¢ pa3HbIM COICPIKaHUEM OIPEISIIEMbIX JIEMEHTOB (Tadr. 3).

Just rpagyupoBku O6panu mo 0,5 Mr arponuHCyIb(ara 1 MOUYEBUHBI U 10 | MI' MOYEBUHBI U ale-
TaHWJIM]IA, T.C. MAJICHbKHE HABECKU CTaHAAPTHBIX 00Pa3LOB C HU3KUM COAEPKAaHHEM a30Ta M yIiepo-
Ja 1 Oonpiue ¢ BRICOKUM. UToObI pe3ynbTarel CHN-aHanm3a momnagany B Juama3oHbl TPaayupoBOU-
HbeIX TpaduxoB mist N, C u H, macca HaBeckn TpoOBI JOJDKHA TTOMAgaTh B 00JIaCTh MTEPECCUCHUS WH-
TEpPBaJIOB, PACCYMTHIBAEMBIX ISl KQXKJOT0 3JIEMEHTa 10 (opMyJie:

C, min (cT.00p.) C, max (€T.00D.)
=+ M, (c1.00p.) ———
C.(1p.) C, (mp.)
e Mpyin(cT.00p.) — MUHUMANBHAS U M, (CT.00p.) — MaKcHMalbHAs Macca HAaBECKH CTAaHIAPTHOTO
00pasna; Cymin(CT.00p.) — MUHUMATBHOE U Cj ax(CT.00p.) — MaKcHMalbHOE M3 TPEX CTaHAAPTHBIX
00pasioB cojepxkanne meMenTa B Mac.%; C,(1p.) — mpenoiaraeMoe cojiepkaHne JIeMeHTa B Ipo-

6e B Mac.% (x — N, C nwim H).

OmnpIT Mmokasall, 4YTO MPEAJIOKEHHAs METOJIMKa T03BoJisieT npoBoauth CHN-aHanu3 mupoxoro
Kpyra (DyHKIIMOHAIBHBIX MaTEPHAJIOB U WX MPEKYPCOPOB, TAKUX KaK yriepoanbie HaHOTpyOs! (YHT),
MOM(UITUPOBAHHBIN a3POCHII, KaTAIN3aTOPhI, MTPEKYPCOPHI HAHOPA3MEPHBIX TBEPIBIX PACTBOPOB Me-
TAJJIOB, KOMIUICKCHBIE COCAMHEHHS, 00Nalaloiie MAarHUTHBIMA CBOMCTBaMH, TIOPUCTBIE KOOPIUHA-
LUOHHBIE TTOJIMMEPHI ISl CTEPEOCENICKTUBHOM COPOLIMU U KaTalu3a, XMMUYECKUE CEHCOPHI, JIIOMUHEC-
[IEHTHBIE MaTePHaJbl, IPEKYPCOPHI I MOTyYEeHUSI CMEIIaHHBIX METAITIOKCHTHBIX KepaMuK. B Tab:. 4
npuBeneHsl pe3ynbratel CHN-aHanmm3a HeKoTOpeIX M3 HuX. lloimyueHHBIE pe3ysbTaThl COBIAAAIOT
C pacueTHBIM WM OKUJIAEMBIM COJIEPKAHUEM 3JIEMEHTOB. B OoNbIIMHCTBE CilyyaeB pe3ysIbTaThl COOT-
BETCTBYIOT OpyTTO-(pOpMyJIe, TOITBEPKIACHHON PEHTTEHOCTPYKTYPHBIMU UCCIIE0OBAHUSMHU.

M i (cT.00D.) -

b
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Taonuma 4

Ipumepvr CHN-ananuza ¢pynkyuonanshulx mamepuanog

Tun - . N, C. m, -
HKIIUOHAJIBHOT O NMCPBI CBIJIKa MMCYAHUEC
by M];Tepnana pumep Mmac.%|mac.%|mac.% p
A3oTcomepikarime CN, 351726 — Hewussectablit
VHT 3,5 172,8 coCTaB
MonudunupoBaHHBIH Anspocun H-20 02 (12103 PesynbraTs!
adpPOCUII 0,2 | 1,2 | 0,3 | coBnanu ¢ npen-
Anspocun b/ 0,05 (0,05]0,06 | 1oIaraéMbIMH
Karanusaropsr W;3S4(PPh;3);Brs(PhCHOHCOO)(MeCN)| [2] | 0,6 (40,8 | 2,8
0,7 140,5| 2,9
Fe;Te(CO)oAsI [31 | — |16,7] —
17,0
Fe;(CO)yTeAs-Py [37]20]24,5] 0,8
2,0 |24,0| 0,6
[Ipexypcopsl HaHOpA3- [Au(C4N3H;3)CI](ReOy), [4]1 | 5,0 | 5,7 | 1,6 PesynETaTh
MCPHBIX  TBCPIIBIX 50|58 | 16 COOTBETCTBYIOT
pacTBOpOB MeTall- cocTagy,
108 MTOITBEPKICHHOMY
Komrrekcsl, 001amaro- (Cu,L,Bry),, tne L = C3NgH;q, [5]1 |17,7|32,6] 2,2 CTPYKTYpHBIMH
e MAaTrHUTHBIMHU CuC3H(N¢Br, 17,7 (33,0 | 2,1 | uccnenopanusmu
CBOHCTBAMH CuLCl,, rae L = C;NyH 4L, [6]1 |93 (222125
CuC;H4,CLILN, 95 224 24
[Topucteie KoOpaUHA- Co0,(C4H50,4N),(CoHgN») [71 |10,1]40,6] 3,65
IIUOHHBIC TIOJTMME- 10,5 40,3 | 3,4
pBl Ans crepeoce-
JIEKTUBHOH  copO-
MY ¥ KaTaJlu3a

I[Tpumeqanwue. XXupaeM mpnToM BEIIEICHO pacieTHOE COCP/KaHNE SITEMEHTOB.

Pazpaborana yHU(HUIUpPOBaHHAS METOJIMKA, TO3BOJISIONIAs IMOBBICHTH TOYHOCTH PE3YJIbTATOB
CHN-ananu3za. [IpaBuabHOCTE MPEIOKEHHON METOAMKH M €€ MPUMEHHMOCTD JUIsl IIHPOKOro Kpyra
(yHKUMOHANBHBIX MaTepHalioB MOATBEP)KAAIOTCS coriacueM pesyibratoB CHN-ananmusza c pacuer-
HBIMU WIN IIPEIIOJIAraéMbIMU 3HAYEHUSIMH U C PEHTTCHOCTPYKTYPHBIMM JaHHbBIMH. OrpaHUYeHHEM
METOAMKH SIBJISIIOTCSl TIPOOBI C BBICOKUM cojepkanueM ¢ropa (> 40 %) u onpezpereHue BOAOpona
C HU3KHMM IPOLEHTHBIM cofepxkanueM (< 0,5 %) B mpobax rpadura.

ABTOPBI BBIPKAIOT OJIAr0apHOCTh COTPYAHUKAM JabopaTopun Mukpoananmsa MOX CO PAH,
B.J1. Tuxogoii u B.I1. ®aneeBoii 3a npe1ocTaBlI€HHbIE KOHCYJIbTAI[UH.
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