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CraTbsl TIOCBsilIIeHa pa3paboTKe TIPOLIeAYPHl OIpe/e/ieH|sl COAEp)KaHWs HeoguMa
Y QJIOMUHUS B KaTaJIUTUYeCKOW CHCTeMe B Cpefie YITIEBOJOPOAHOIO PaCTBOPUTES
[/ 1jeJlell TeXHOXMMHYeCKOr0 KOHTPOJ/S MPOU3BOACTBA CUHTETUUECKOrO KayuykKa.
W3mepenus nposogunu MetofoM ADC ¢ MHUKDOBOJIHOBOM reHepalldell Ila3Mbl Ha
criektpomeTpe Agilent 4200 (4210) MII-ASC. Pa3paboraHHbI MeTO[, TMO3BOJISIET
TIPOBOAIWTDL TIPSIMOE OTIpe/ie/ieHre HeoJuMa U alFOMUHUS B 00paslie, TpaKTHUeCcKd
WUCKJTFOUasi CTaJdi0 TIOATOTOBKM TMpOOBI, TIPU 3TOM [JOCTUTAIOTCS  CJIEJYIOLIHe
nipefienibl 00HapyxeHust — 2,4 Mkr/am® ast Heoguma u 0,7 MKr/am® jisi alOMUHUS.
Hapsily C BBICOKOM YyBCTBUTE/BHOCTBIO NpeJIOKeHHBI MeTo[ MMeeT XOpOLIHe
MEeTpPOJIOTHUEeCKHe XapaKTePUCTUKH K obecreyrBaeT HeOOXOAUMYH U1 HYX]
NIPOMBIILIJIEHHOI'O [IPOU3BO/CTBA SKCIIPECCHOCTh aHA/IMTUUECKOIO KOHTPOJIS.

BBegenue

B Hauane 90-xrozoB B Poccuy 3anycKaeTcst TPOMBIIILIEHHBIH
KPYIHOTOHH&)KHBIM ~CHHTe3 CTepeopery/sipHbIX Luc-1,4-
TIO/IMIIEHOB HOBOTO TIOKOJIEHHSI Ha OCHOBe OyTajueHa |
M30ITIpeHa C UCT0/Ib30BaHNeM pefjKo3eMerbHbIX (HeOANMOBBIX)
KaTaam3aTopoB. «HeoauMOBbIe» TOMUUEHBI TIPEACTAB/ISIOT
cobolf /MHelHble MakKpOMOJIEKY/bl C MajbIM YHC/IOM
pa3BeTB/IeHUH M OTCYTCTBMEM IIO/IMMep-KaTaan3aToOpHbIX
yactuy] (resb-(pakLiuM). Pe3rHbl HA OCHOBe TaKMX KayuyKOB
00/1a7al0T pSZIOM LieHHBIX CBOWCTB, TakMX KaK BBICOKas
5/1aCTUYHOCTb, MOPO30CTOMKOCTb M  M3HOCOCTONKOCTBIO.
bnarofapst 3TOMy OHM 3aHSUIM NIPOYHOE MECTO B peLieNType
IIMHHBIX pe3uH [1].

KoHneHTparysi KaranuM3atopa B PeakLUOHHOM cpezie
BIUSET Ha KUHETWYeCKHWe TapaMeTphbl KOHBEPCHU [HEHOB
W Ha KpUBbIe MOJIEKY/ISIPHO-MAaCCOBOTO  pacripe/iesieHust
(MMP), nonyyaeMsIx nonumepos [2]. B cBs3u ¢ 3TuM mnepef,
3aBOZICKUMH JTabopaTopisi BO3HUKAeT HeoOX0IUMOCTb TOUHOTO
Y 9KCTIPECCHOTO KOHTPOJISI COAE€PKaHHUs HeoAMa U aTFOMUHUS
B KaTaJUTHUECKUX CHUCTeMaxX Tlepe] HauajoM TIpolecca
TIO/TMMepHU3aLIH.

CNOXXHOCTB 3ajauu obycsoBneHa TeM, 4TO
BBICOKOAKTHBHBINA KaTa/M3aTop SIBJSETCS CJIOKHOW CMechio
KapOoKcuiaTa HeofUMa U ajKUIMPOU3BOJHOTO aTIOMUHMSA B
yIJIeBOAOPOJHOM pacTBOpuTesie. [laHHasi CMecb 3HEPrMuYHO
B3aMMO/IEMCTBYET C B/Iarou, KUCJI0PO/,OM U YITIEKUC/IBIM Fa30M
atMocdepHoro Bo3ayxa. 110 3TOM MpUUMHE KaTaJUTHUeCKUN
KOMITJIEKC XpaHSIT B TepMeTHYHOM eMKOCTH B arMocdepe
OCYILIEHHOI'0 aproHa.

Hepocratkamu CyIecTBYIOIIMX MeTOJOB COBMECTHOTO

orpezesieHUs1 HeoAuMa U a/lOMUHHSI B KaTaJUTUUeCKOM
CUCTeMe SIBASIOTCS TpPyAOeMKasi Tpolefypa IOATOTOBKU

npob — i TrpaBUMETPUM; HU3Kas UYBCTBUTETHHOCTh
U HecrneuupuuHoCTb — B TPIMOM U 0OpaTHOM
KOMIUTEKCOHOMETPUYECKOM TUTpoBaHusax ¢ JOOTA  [3].

,Z[OHO]IHI/ITEJ'[LHO HY)XHO OTMETWUTh BKJ/a[J TIOrpeInHOCTH,
BHOCHMOWU MpU 0TOOpe ¥ «MOKPOM» MHHEepanu3aLyy mpoosl,
CBsi3aHHBIE C BBICOKOW HECTaOWIBbHOCTBIO KaTanu3atopa B
BO3AYIIIHOW aTMocdepe.

B panHOl paboTe TmpeAcTaBlieH HOBBIA MeTOf, [ijis

OTIpeZiesieHs COfiep>KaHUsl HeofuMa W a/llOMUHUS], KOTODBIH
He ToJpasymeBaeT pas3pylleHUsi OpraHU4yecKkod MaTpulibl Ha
CcTaguu ToAroToBKM mpob. IlozroToBka mpoObI BKIIOYAET
TOJIBKO TIpOLleypy pa30aBiieHus, MPOBOJVMYI0 B HHEPTHOMN
atMoc(epe. IIpumeHeHHe CHEKTPOMETPUM C HOHM3AL[MeN
snemeHToB B CBU-myiasMe MOXXeT C/TY)XKUThb asjbTepHaTHBON
CyllleCTBYIOLIUM MeToZaM B 3ToM oTpaciy. IIpumepoM Takoro
criekTpoMeTpa sBisiercs 4200 (4210) MIT-ASC kommnaHuu
Agilent. laHHbIM MOAXOZ, TMO3BO/SIET CYIL{ECTBEHHO CHH3UTH
3aTpaThl Ha IIpOBeJileHHe aHa/iu3a, MOCKONbKYy B KauecTBe
ria3mMoo0pasyroliero  rasa BBICTYIIaeT a30T BO3AyXa.
VcroyHukoM rasa sB/seTCS TeHepaTop CO BCTPOEHHBIM
KOMITPECCOPOM, YTO yIIpoljaeT oOcCTykuBaHHe Tpubopa |
obecrieurBaeT 6e30MaCHOCTh SKCITyaTalii, TI0 CPAaBHEHUIO C
JIPYTMMH CIIeKTpaJbHbIMU MeTO[,aMHu.

Agilent 4200 (4210) MIT-A3C

JKcrepuMeHTa/IbHasA 4acTb

OGopyaoBaHue

V3mepenusi mpoBoauny Ha crekrpomeTpe Agilent 4200
MII-ASC ¢ akcuambHbIM 0030pOM TJ1a3Mbl M BHELIHUM
razoperymatopom EGCM, KOTOpbli obecrieurBaeT ToAauy
Bo3ayxa B miasmy. Wcromb3zoBanne EGCM croco6cTByeT
CHWKeHHI0 (DOHOBOTO CHrHasa ¥ TIpe/jOTBpAIljaeT OTJIOKEHHUs
Ca)kM Ha WHXeKTOpe TOpesKH, YTO IO03BO/sieT IPOBOAUTH

H3MepeHUd B CpeJie OPraHNnYeCKOro paCTBOPUTE/IA.
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IMomaya ra3oB obecrieunBanach TeHEPaTOPOM a30Ta Co
cTpoeHHbIM KomripeccopoMm — Genius 3055, PEAK Scientific.
Iporeaypa, omvcaHHasi B CTaTbe, MOXKET OBITH peannu30BaHa
Ha Oosiee mo3AHN Mogemu criekrpomeTpoB — Agilent 4210
MII-ADC.

ITapameTpbl W3MepeHHM  COZep)KaHUSI HeoguMa W
aJIFOMHHUS TIPUBE/IeHbI B Taos. 1.
3HaueHue
[Tapametp
Al Nd

Jl/TMHa BOJIHBI, HM 394,401 424,738
CKOpOCTb 10/jauy BO3/yLLIHOTO

Bricokast
notoka EGCM
Tun pacrbunTesns KonueHTpuueckuit

pacnbUIiTeNb

Tun paCl'[LUIHTeI[LHOﬁ KaMephbl ,E[BYXXO,E[OBBH pacrblIMTe/IbHasA

Kamepa
Tpy6KU MepucTaabTH4eCcKOro black/black
Hacoca [ijisl BBoJa IpoObI
TpyOKU 1epucTaabTH4e CKOro blue/blue
Hacoca Jijist CJTUBa TPOOBI
CKopoCTh Hacoca, 06/MUH
Yucno uamepeHui
Bpewms urenus, ¢
Bpewmst Ha iozjauy obpasiia B 15
Kamepy, C
Bpewmst crabunu3zanuu, ¢ 40
Y

CKOpeHHast Tiofjaua obpasija B BKIOUCHO
Kamepy
Tun Koppekuuu oHa ABTO

Tab6mmria 1. TTapameTpel M3MepeHnii HeoAMUMa 1 alnFOMUHHSL.

PeakTHBBI, CTaHJapTHbIe 00pa3LbI
HCC/IeIOBAaHUA

IMTpomanon-2, XY (Oxoc-1).
Hedpac I11-63/75, TY 38.1011228-90.

PactBoputens Premisolv ICP (Conostan).

H ofpa3ubl Aas

CranzapTHbii o6pasew; amomunust [CO 7854-2000.
CranzapTHeIi 06paser; Heopuma ['CO 8554-2004.
A3sotHas kuciaora, OCU 27-5 (HoBOMOCKOBCKHUI XJI0P).

AHanu3 NpoBOAWIM Ha MpHUMepe NMPo0 KaTaJuTUUeCKHUX CHUCTEM,
O0TOOpAaHHBIX W3 TEXHOJOTHMYeCKOW JIMHUM He(dTeXHUMIYeCKOro
3aBoja.

Pe3ynbTarhl ¥ 00CyXX/eHHe

[Tpoby xarammsatopa oTOMpand M3 TEeXHOJIOTHMUYeCKOH
eMKOCTU B cocyy, lInenka.

I[]IH rnpeaoTBpalleHruA HWHTEeHCHUBHOI'O Ppa3ioKeHuda
Al, 394,401 Hm
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MeTa//IOOPTaHNUeCKUX COeJUHEHHWH Ha BO3AyXe, MpoOy
KaTajm3atopa TpeJBapuTenbHO pa3baBmisiiv, /s 3TOTO
B UWHepPTHOW atMocdepe asora amukeoty 0,5 com® Ka-
TaJIMTHUECKOTO KOMIUIeKCa MepeHOCHH B Koaby Ha 50 cm® u
ZIOBOJTA/IA /10 METKU He(pacoMm.

[anee W3 TOMy4eHHOTO pacTBOpa OTOHpaIM ATHUKBOTY
0,5 cm?, meperocunu B Kosiby Ha 50 ¢M® U IOBOIUIIH [I0 METKU
CreL{ia/IbHbIM pacTBOPUTENIEM, KOTODBIM SIBJISIETCSI CMeChiO
nipornaHosia-2 u Premisolv ICP c go6askoti 0,5 cm® 2M pactBopa
HNO,. Touno noflobpaHHbIM COCTaB KOMIIOHEHTOB JIaHHOTO
pacropuTesisi TO3BO/sSeT  MOMYYATb CTaOWIBHBIA pPacTBOp
HEOpraHWUeCKUX IO/SPHBIX KOMIIOHEHTOB B OpraHUuecKon
cpefie.

[Jyis1 ycTpaHeHUsl pa3/iMuMii MaTpUUYHOrO COCTaBa Mpob U
rpaJyMpOBOUYHBIX PAaCTBOPOB MOC/IeJHIE TOTOBUIH, COO/IOfast
COCTaB aHaJIUTHYeKCHX Mpob: B konby Ha 25 c¢M® BHOCWIH
0,5 cm® Hedppaca u amukBoThl pactBopoB I'CO amoMuHUs
W HeoguMa C KoHLeHTpauued 300 Mr/cm®, nOBOAMIM [0
MeTKM CMechbl0 TiporaHosia-2 u Premisolv ICP. [Iuamna3oH
rpajyupoBOYHbIX pacTBOPOB — OT 0 10 3 MI/KT.

[Mepen mpoBesieHHEeM M3MepeHHUI Ha CIIeKTPOMeTpe Mpo0bI
oxnaxkgam g0 — 20 °C B Mopo3u/bHOU Kamepe. st 3TUX
Ljesieli Tak)ke MOYKHO HCIIO/b30BaTh paclbUINTE/bHYIO0 KaMepy
C BO3MOXXHOCTBIO OXJIaKZEHHS a3p030Jisi Iepel BBOAOM B
nnasmy fo — 10 °C, Hanpumep, [somist (Glass Expansion).

C momoInpio rporpaMmHoro obecrieueruss MP  Expert
BBIOMpA/TH palviOHA/IBHBIN TUTT HeTMHEeHOH armpoKCHMaLn
KanmiOpOBOYHOW KPHBOHM, T. K. OH TIO3BOJISI€T DAacCIIUPHUTh
pabouuii aHaMUTHUECKUH JWana3oH C  KCTO0JIb30BaHUEM
OZIHOU [TUHBI BOJTHBI Oe3 pa3pefieHust mpobel. KosdduimeHT
KODPEALMU KaTuOPOBOUHBIX KPUBBIX cocTaBsit 0,999 — st
Nd u 1,000 — gist Al

V3vepeHust [jii  KaXAOTO 3/€eMeHTa TPOBOJWIA B
YCJIOBUSIX  TTIOBTOPSIEMOCTH aHa/M3upoBaIu [JBe Ta-
pasutesibHble TMpoObI KaTajau3aTopa B TPeX IMOBTOPHOCTSIX
IUI KaKJ0oro snemenTa. Ilpesen oOHapy)KeHUsi OTIpezesiivi
no 3o-KpuTeputo. Pe3ynbraThl UCCAefoBaHui  (Tabs. 2)
MO3BOJISSIOT ~ YTBEPXK/JaTb, UTO TIPEAJIOKEHHBIA  METO[
00/1a/1aeT XOpOIIIeH UyBCTBUTEIBLHOCTBIO T0 OTHOILEHUIO K
onpeJesisieMbIM 37ieMeHTaM; oTHocutenbHOe CKO usmepenuit
cocrae/ser MeHee 3 %, UTO SIB/ISIETCS TIOKa3aTejieM CTabub-
HOCTH aHa/IMTUUECKUX CUTHAJIOB rprbopa.

OnpepenseMsli IO (36), MKT/aM® RSD, %
5/71eMeHT
AnromuHMI 0,7 L7
Heonum 2,4 13

Tabnura 2. I1apaMeTpsl IPOLieyPbl U3MepeHNsT COJepKaHHs /IEMEHTOB.

Nd, 424,738 um
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PucyHok 1. TIpumeps! criektpoB st Al 1 Nd, mosydeHHbIe TIpH aHaM3e Ipo0bI KaTaanu3aropa.
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IMpaBUILHOCTL TIpelaraeMoro Metofia Oblia MpoBepeHa
MOCPE/ICTBOM Me>K/1ab0paTOPHBIX CTUUUTETbHBIX UCTIBITAHUH.

thoromeTpuueckue Metofibl ¢ ApceHas3o I a1 Heomuma U C
aIOMUHOHOM [T a/lFOMUHMS. B pesynbrare Oblla momyuyeHa

B kauecTBe apOUTpPa)KHOTO  METOZIA  KCIIO/Ib30BA/TUCh XOpOILasi CXOAUMOCTE Pe3y/ibTatoB (Tabi. 3).
HavmeHHOBaHue PesynbraT usmepenust merogom MIT-ASC, monb/n Pe3ynbraTr M3mMepeHust METOOM
TpoObI crieKTpoOTOMETPUU, MOJIb/JT
Al Al Nd
. II1 0,27 + 0,05 0,014 + 0,005 0,34 £ 0,04 0,020 + 0,003
n IV 0,18 = 0,05 0,012 £+ 0,005 0,23 + 0,04 0,014 £ 0,003
n Vv 0,25 = 0,05 0,020 £+ 0,005 0,21 + 0,04 0,023 £ 0,003
n. VI-1 0,39 + 0,05 0,052 £+ 0,005 0,35 + 0,04 0,048 + 0,003
Tabnuua 3. Pe3yibTathl CpaBHEHHMs! IBYX METOZOB Npu oripezesieHnu cogepxanusi Al u Nd B npobax KaraamM3aTopos.
3axk/roueHue CnucoK 1urepaTrypsbl
Criektpomerp Agilent MII-A3C 4200 (4210) c 1. Hlamok XK. C., Brmnesckuii K. B. TexHomorust amacToMepHbIX
BHEIIHMM  rasoperyasitopoM EGCM  fBIsieTCs  HOBBIM kommnosuiuii. Munck: BI'TY, 2014 1. — 100 c.
U 3bQeKTUBHBIM  pellleHWeM s TeXHOXMMHUEeCKOTOo 2. Axwmertos 1. T., Axmetosa /I. P. Biusinne KOHL|eHTpaLi MOHOMepa

KOHTPOJISI COCTaBa KaTa/JMTHUECKUX CMeCced [0 CTaguu
WX 3arpy3kd B peakTop TMOJWMepU3aluy  0e(HHOB.
Pa3paboTaHHblli MeTO[ sBAsSeTCS YAOOHBIM ¥ OBICTPBIM
mogxopoMm gyt ompesenenns Al w Nd. Tlpepmaraemas
npoLielypa MUHUMHU3UPYET BPeMsl, 3aTpaulBaeMoe Ha aHaju3,
WCKJTIFOUaeT CTafui0 MpOOOMOATOTOBKM, UTO TIO3BOJISIET
OTKAa3aTbCsI OT UCIOMB30BaHUS AOPOTOCTOSIINX PeareHTOB W
HUBE/IUPOBAaTh TPYAHOCTH, CBs3aHHBIE C HEYCTOHUMBOCTBIO
MEeTa//IOOPTaHNYeCKNX  KOMIIOHEHTOB  KaTa/UTHUeCKOH
cucremsl. [Ipy stom meton MII-ASC umeer HeoCnopyMbIe
npeumyiectsa B cpaBHeHuu ¢ HCII-ADC — HU3KYIO
cebeCcTOMMOCTD aHaI|3a U BO3MOXKHOCTh PaboThl 6e3 Ta30BbIX
6aIoHOB.

W KaTraju3aTopa Ha TMpoLecC Ionu-Mepusauuu OyTajgueHa /
Bectnuk KasaHckoro TexHosoruueckoro yHusepcurera. 2011.
Ne 6. C. 121 - 126.

3. TatuarynnuHa JI. ., bBopeiiko H. II, Axmerosa T. U.
®doToKO/IOpUMETPUUECKOe OIpefie/ieHe HeofuMa B KayuyKax
M CcToyHOW Bofie / 3aBopcKas Jaboparopusi. [IMarHocTHKa
matepuanoB. 2012. T. 78. Ne 4. C. 13 — 16.
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