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CneKkTpanbHas Koppekuus ans
NpPo6 CMNOXHOIro COCTaBa B pexunme
peanibHOro BPEMEHM C MOMOLLbHO
nporpaMMHoOro obecnedeHunst FACT
159 CNeKTpasibHOM AeKOHBOMOLNK

MCIM-03C Agilent 5800 1 5900

-

BBepeHue

B naeansHom Mmupe nprbopbl NCIM-03C obnanany 6l 6eCKOHEYHBIM CNEKTPanbHbIM
pa3peLueHneM, Mpu 3TOM Hanbosee YyBCTBUTENbHbIE SMUCCUMOHHbBIE NNMHUW AN
KaXAoro anemeHTa 6b1nn 6bl BCcerga CBO60AHbIMU OT CREKTPasbHbIX MHTephepeHLmiA,
He3aBMCMMO OT NPO6bI. 15 NPO6 CO CNOXKHBIMKU MaTpULI@MM 3TO He BCEra BO3MOXHO,
O[IHAKO METOJ] CKOPOCTHOM aBTOMATWUYECKOK annpoKcnmMaumm kpuebix (Fast Automated
Curve-fitting Technique, FACT) komnaHuu Agilent npeBpatllaeT MeyTy B peanbHOCTb.
[nsa aToro npyMeHsaeTcs NpoAdyMaHHas 1 B TO XXe BPeEMSI MPOCTas B MCMOMb30BaHMN
METOAMKA CYMYNSLMM CNEKTPOB, MO3BONAIOLLAS TOYHO MOAENIMPOBATL COXHbIE
aHanuTU4ecKme CneKTpbl, 4acTo BCTpevarolimecst npu aHannze NCM-03C npob

CO CNOXHbIMW MaTpULaMK.

MpenmyllecTBa meToaa FACT cOCTOAT B ero CNoCo6HOCTN BHOCUTb TOYHbIE
MOMpaBKKM Ha CyLLIECTBEHHO NepeKpbIBatOLLMECS MUKK, HaxoasLLMeCS BOAU3N AUHbI
BOMHbI aHanuTa. Mogenn FACT MoyKHO nerko cos3aaTb Mn6o Ao, 6o nocne céopa
aHaMMTUYECKNX AaHHbIX, YTO MO3BOIUT YBEPEHHO CMpaBUTbCA C Nto6ol 3aaadel,
KakvMu 6bl CIOXKHbBIMU HX 6b1nn Npo6bl. FACT No3BonsieT 9KOHOMUTb LIEHHbIN
BpeMeHHoW pecypc 61arofapst yCTpaHeHWIo Hy Kbl B flanbHelLLein Npo6onoaroToBke
1 MOBTOPHOM aHanmae Npob, a TakxKe CHUMAaEeT HEOHBXOAMMOCTb MPOCMOTPa BOMbLLINX
06bEMOB [JaHHbIX B MOMCKaxX BO3MOXKHbIX OLLNGOK.



FACT aBnsieTca 60nee NpocTol 1 6o/1ee MOLLHOM
anbTepHaTUBOW METOAY NOMPAaBKM Ha MEX3NIEMEHTHOE BIIUSIHKE
(Inter-Element Correction, IEC). MeToa Tak>xe No3BofiAeT 6onee
TOYHO KOPPEeKTUPOoBaTb (DOH, YTO OCOBEHHO MONE3HO B CryYae
CNOXHOW (DOHOBOW CTPYKTYpPbI, KOoraa 6onee TpaauLMOHHbIE
MeTOAbI POHOBOW KOPPEKLMM HEMNPUTOLHDI.

Kak pa6boTtaet FACT?

FACT o6ecnednBaeT cnekTpasibHyto KOPPEKLIO B PEXMME
peanbHOro BpemeHu C MOMOLLIbHO NepejoBbIX METOANK
CUMYNALMN CNEKTPOB, MO3BOJISIOLLMX MaTEMATUYECKH
BbIENUTb CUIHA aHanmTa U3 UCXOAHOro cnekTpa. Moaenw
CO3/at0TCS NYTEM M3MEPEHMS OXKMAAEMbIX KOMIMOHEHTOB
NO OTAENBHOCTM U NOMYYEeHNA OTKNKA A5 KaXKOr0 U3 HUX.
O6bI4YHO BbINOMHAT U3MEPEHNA CREAYHOLLIMX PACTBOPOB:

1)  XOnocTol pacTBop;
2)  UNCTbIN PacTBOp aHanNnTa;
3) uncTble pacTBOPbI MHTEPhEPVPYHOLLNX BELLECTB.

Mogenb AN KaXxoro CnekTpanbHOro KOMMOHEHTa
aHanManpyoT 1 annpoKCUMMPYIOT rayCCOBOM KPUBOK Ans
NoJyYeHNUsa MaTEMaTUYECKOro onmcanus nrka. OCcTaTouHbli
CMEKTP UCCNEeAYHOT Ha MPEAMET HaNMuKA OCTaBLLUMXCA CTPYKTYP,
KOTOpble B Cly4ae [OCTaTOYHO BbICOKOW MHTEHCUBHOCTW MOTYT
6bITb annpoOKCUMUPOBaHbI [JOMOMHUTENBHBIMU rayCCOBbIMM
Kp1BbIMU. KOMMOHEHT Mofen 3aTeM NPeACTaBnAOT B BUe
CYMMbI rayCCOBbIX MKOB 1 CPABHUTENBHO MaNlOMHTEHCUBHOIO
OCTATOYHOr O CreKkTpa. J1lo6oe He3HaunTeNIbHOe CMELLieHNe UK
Apeid AnviHbl BOJHBI, KOTOPble MOryT BO3HUKHYThH C MOMEHTa
CO3)aHnst MoAeNn 10 ee hakTNYecKoro NpUMeEHEHNS,
YUMTBIBAKOTCA MyTEM MOHUTOPUHIA WECTH SMUCCHUOHHDBIX JTMHWIA
nnasmbl, pacnpeaeneHHbIX Mo CrekTpanbHOMY AvanasoHy
npuéopa. To NO3BOMSET COXPAHUTL TOYHOCTb YCTAHOBKM
JJIMHbBI BOJTHbBI MPU A0OSITOCPOYHOM UCMONb30BaHMN MOAENe.

B otnnume ot metoaa IEC, 3HaHWe KOHUEHTpaLmmM aHanmTa

1 MHTEPMEPUPYIOLLMX BELLECTB B COOTBETCTBYHOLLMX PaCTBOPax
He TpebyeTcs. EAMHCTBEHHOE, YTO BaXKHO [/151 KOHUEHTPaLMK
pPacTBOpa, — 3TO TO, YTO OHA AOJIXKHA BbITb AOCTATOYHO BbICOKA,
YTOObI MUK CUrHaNa Gbln Nerko oTAMYMM OT doHa (Kak NpaBuno,
B 50 pas 6osblue npefena 06Hapy>KeHns).

Hanpumep, Ha puc. 1 nokaszaHo NOCTpoeHNe Mogenu aAns
NHTEHCUBHOWM NIMHUM N3NYyYeHUs KaaMus npu 214,439 Hwm,

Ha KOTOPYH HaK1aAblBaeTCst MEHEE MHTEHCKBHASNA IMHKSA
»xenesa npun 214,445 Hm. MNpu aHanmse Npod NOYBbI 4acTo
OKa3blBaETCs, YTO TOYHOE ONpefeNeHme CNefoBblX KOIMYECTB
KaaMUs MOXET OblITb 3aTPYAHEHO 13-3a HANINMYMSA BbICOKMX
KOHLIEHTpaLWi »enesa.
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Puc 1. A. Mogenb FACT anst pacTBopa KagMus (aHanuT) ¢ KOHLeHTpaLmei
10 mr/n. 6. Mogenb FACT ans pacTeopa »enesa (MHTephepupyroLlee
BELLECTBO) ¢ KoHUeHTpauuert 10 000 mr/n.

Mocne co3naHvs Mofienel Bce peaynbTaTbl aHannaa

Npo6 HeMeAneHHO 0GHOBNAKTCA. K aHanmTy MOXET 6bITb
NPUMEHEHO [10 IECATY PasHbIX MOAENeR MHTepdepeHLmm, npu
3TOM CYLLIECTBYET BO3MOXHOCTb NepPeHOca MOLENEN MeX Iy
MeTOAVKaMM ANs Lienei GyayLiero aHanmaa.

PaspeneHne nukos < 1 nm

OnTmyeckoe paspelleHne MCM-03C onpeaensieTcst GUanyecKnmm
XapaKTePUCTUKAMMN ONTUHECKOW CUCTEMbI U XapaKTepnayeTcst
BEIMYMHOM NOMHOM LUMPUHBI NMMKa Ha NOMOBUHE €ro BbICOTb
(FWHM). laHHbI1 napamMeTp Noka3bIBaEeT LUMPUHY NviKa aHanuTa
Ha NONOBMHE NMMKOBOW MHTEHCMBHOCTM CUrHasa. PaccTosiHMe,
oTaenstoulee nnkn Cd 1 Fe Ha puc. 2, cocTaBnsieT nopsiika

6 MM, KOTOopble onTuyeckas cuctema VICIM-03C, Kak npaswusio,

He B COCTOSIHUM MOSTHOCTbBHO paspeLunTb. B npumepe, nokasaHHOM
Ha puc. 2, FACT cnocobeH mateMaTUyecKn pasaennTb ABa

NMMKa ¢ TOYHOCTbIO 1 BOCMPOU3BOAUMOCTbBIO Ha YPOBHE MeHee

2 % CKO. [axke npun pacctosaHuu mexay nukamu 0,6 nm

FACT nosonseT onpeaenutb KOHLUEHTPAUMIO C TOYHOCTbHO

(1 BOCNPOM3BOAMMOCTbIO) Ha YpoBHE MeHee 5 % CKO,
obecneunBas 6onee Yem 10-KpaTHOE yBENNYEHNE ONTNYECKOTO
paspellieHns npubopa (puc. 3a).
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Puc. 2. Mpumep npumenenna mogenu FACT K nunmnam Cd 214,439 Hm npu
nHTepdepeHumn, obycnasnunsaemoi Fe. PacTBop, cogepyalimin ~100 Mkr/n
Cd B pacTtBope Fe ¢ kKoHueHTpauwmelr 10 000 mr/n, 6b11 NpoaHannamMpoBaH
Ha MICM-03C cnekTpomMeTpe kKomMnaHum Agilent.

B cnyyae ecnv nvku aHanuTa n MHTEphEepUpYoLLIEN MpUMecHh
HenocpeACTBEHHO MepeKpbIBakOTCSA Npu OAHOM 1 TOW XKe ANNMHE
BOJIHbI, Kak NpaBuIo, NpeanoYnTatoT BblOGOp anbTepHaTUBHbIX
NIMHUIA. TeM He MeHee FACT no3BonsieT BHECTU TOYHYHO
KOPPEKTMPOBKY Ha HEMOCPEACTBEHHOE NepeKkpbiBaHWe C Nkamu
NHTEpPhEPUPYIOLLMX MPUMECEN, eCNN AOCTYMHA AONOAHUTENbHAS
cnekTpanbHaa MHhopMaumsa 06 NHTephepUpyOLLIEM BELLECTBE.
Kak BMAHO 13 puC. 1, HECMOTPS Ha TO, YTO NUK Fe npu

214,445 HM TONbKO YaCTUYHO NepekpbiBaeTcs ¢ nnkom Cd npum
214,439 HMm, BTOPOW MUK Fe npu 214,457 HM NO3BONSIET BHECTH
TOYHYHO KOPPEKTMPOBKY Ha HEMOCPELACTBEHHOE MNepeKkpbiBaHme
MWKOB aHannTa 1 HTephepUpyHoLLIEN MPUMECH.

MUcnonb3osaHue metopa FACT
Ans Koppekuuu poHa

CnekTpanbHble nHTepdepeHUMmn A5 NKa aHanuTa MoryT

6bITb MOPOXAEHbI Tak)Ke paCTBOPUTENSIMY, B HaCTHOCTU
HeBOAHbIMM. LLIMPOKO M3BECTHO, YTO IMHUM M3NYHEHNS yriepoaa
NHTepdEPUPYIOT C NIMHUAMM 3HAUYMMbIX 91EMEHTOB NpK aHanmnse
pasbaB/eHHbIX OPraHUYecKMI PACTBOPUTENSIMI NPOO.
Hanpvmep, npy aHanunse cTeneHn M3HOCa METasIOB B Maciax
CNOXKHble (MOHOBbIE CTPYKTYPbl HEFrAaTUBHO BAUSIKOT Ha Npeaesbl
06Hapy>KeHna HaTpWsa 1 Kanus. TpaanUMOHHbIE METOADI
KOppeKLUmn GoHa He CrnocobHbl aPhEKTUBHO, C JOCTAaTOUYHOMN
TOYHOCTbBIO MM BOCMPOM3BOAMMOCTbBLO, ONpeaenTb

(hOHOBbIN CUrHan, HakNafblBatOLWMIACA Ha MUK aHanmTa.

Mpun ncnonbsoBaHum FACT ons MogenmpoBaHnsa aToM CAOXKHOMN
(hOHOBOW CTPYKTYPbI MOXHO ropasfo TOYHee N3MEPUTH

CUrHan aHanMa3npyemoro BellecTsa. Npu aHanmae npodbl
HaTpUsi B Macre, paCTBOPEHHON B PaCTBOPUTENE Ha OCHOBE
KepocuHa, Hanpumep Jet-A, metog FACT no3BoONsAE€T CHN3NTb
KOSIMYECTBEHHbIV Npeaen 06Hapy XeHWs Ha NOPSAAOK.
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Puc. 3. A. TpeLn3noHHOCTb M3MepeHHOM KoHLeHTpaumm Cd (B 50 pennukaTax)
nocne NpUMeHeHnsa metofa koppekuun FACT B kadecTBe GYHKLMM PaCCTOHUS
Mexay nukamu. b. TOYHOCTb M3MePeHHOM KOHLEeHTpaLmn Cd Ha pasnuyHbIX
YPOBHSIX OTHOCUTENbHO MHTEPdEPEHLMK, 06ycnaBMBaemoi Fe.
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Puc. 4. TouyHasa Koppekumnst hoHa npu HM3KoM ypoBHe Na B Mace
(pa3BeaeHHoOM B Jet A) ¢ ucnonbaoBaHnem metoaa FACT.



AHanus AparoueHHbiX MeTanjioB

B xone no6b14n 1 nepepaboTKM AparoLeHHbIX MeTannos
Npo6bl, CodepXKaLLmMe O4eHb BbICOKME KOHLEHTpaLMy 3010Ta

1 MeTannoB nnaTuHoBol rpynnel (M) B nnaTuHe, nannaanu,
POAMN, UPUAWN, DYTEHWMN U OCMUN, @ TaKXXe LIBETHbIE METabl,
BKJIKOYasA Meflb, XPOM, HUKeNb, KOBANbT, >KeNes0 U LIMHK, 4acTo
aHanusmpyroT ¢ NpuMeHeHnem NCI-03C. MeTog nonpasku

Ha MexanemeHTHoe BAusiHWe (IEC) 06bl4HO NpUMeHsaeTcs ans
YCTPaHeHWsI BO3MOXHbIX CMEeKTPasbHbIX MOMEX 1 BKIOYaeT

B cebs1 aHaNM3 OAHOSNEMEHTHbIX PACTBOPOB M3BECTHbIX
KOHLEHTpaLWi AN BCEX 3NIEMEHTOB C LieNbO OLEHKM

KO3 dOMUMEHTOB MHTEPDEPEHLMM ANA KaXKA0M KOMOUHALIMK
aHanuTa n 06ycnaBnMBaroLLIMX MHTEPMEPEHUMIO BELLECTB.
Mpv oNTMManbHOM Bbl6OPE AIMHbBI BOMHbI 6ONBLUMHCTBO
3/1eMEeHTOB ByfeT CBO60OAHO OT CNEKTPasibHbIX MHTephepeHLmiA,
XOTS MPU BbICOKOWN KOHLEHTPaLMm Npo6 MNOHOCTbIO M36exaTb
NHTepdEPEHLMIN CAIOXKHO.

VIpUANA UMeeT OCHOBHbIE NIMHUU N3NYyYeHns npu 224,268 1
212,681 HM 1 ABNSETCS BaXKHbIM [iparoLeHHbIM METAsINIOM, Ha
KOTOPOM MPOSIBNSHOTCA MPENMYLLIECTBA UCMOb30BaHNS METOAa
FACT. [Npwn oTnx AnvHax BOMH JOCTUralOTCA CaMble HU3KMe
npeaenbl 06HapYXXeHWss UPUAMS, OAHAKO OHWU MOABEPXKEHbI
BVIAIHWIO CMEKTPasbHbIX MHTeppepeHLUniA. B oTcyTcTBME
KOpPEeKLMM CnekTpa Hanumne B Npobax BbICOKMX KOHLIEHTPaLINIA
OPYrnX AparoLUeHHbIX 1 LUBETHbIX METAIOB, BKIKOYAA Meab,
30/10TO W pOAMIA, MOXKET NOTEHUMAbHO MPUBECTY K OLLINGOYHBbIM
pesynbTaTtam.

Ir 224,268 HMm

JInHns Ir 224,268 HM nHTepdepupyeT ¢ 4OCTAaTOYHO CUIbHOM
NWHWe Meau Npu 224,262 HM (puyc. 5a). MocKonbKy paccTosiHWe
MeXAy MMKamMu COCTaBNSET 6 MM, MPY OTCYTCTBUM KOPPEKLM
[aXke yMepeHHasa KOHLEHTpaLMsa Meauy Mo OTHOLLEHWIO K MPUAMKO
NpVBELET K HeNpaBWbHbIM peaynbTaTam. ELe 6onee 6nm3ko
Hak1a4blBatoOLLMECH SMUCCUOHHDBIE NIMHUM 30/10Ta 1 HUKENA TakxXe
NAEHTUDNLMPYHOTCS NPK KOHLEHTpauusx > 1000 Mr/n, XoTa OHM

1 cnabee, 4eM B Cryyae Meau. [yTemM MOAENMPOBaHWS CUIHaNoB
aHanuta (Ir) u uHTepdepupytoLLero BetliecTsa (Cu) MOXKHO BHECTU
TOYHYHO MOMPaBKy Ha MHTEPMEPEHLMIO, CBA3AHHYHO C MELBHO.

[Tpu paccTosHmM Mexay nukamum Becero 2 v FACT nossonset
YCMELIHO BHECTW MOMPaBKMN Ha MHTePMEPEHLINIO, OOYCOBEHHYHO
30n10ToM (puc. 56). Pvic. 68 AEMOHCTPUPYET NMpYMEHeHVe MeToaa
FACT anqa koppeKkuum nHtepdepeHumin ¢ Au n Rh, BavsaoLWmX Ha
onpefenenve Ir, 1 NoKa3biBaeT NpenMyLLECTBA UCMONb30BaHMS
3TOro MeToAa 151 TOYHOM KOPPEKLIMN MHOXECTBEHHbBIX
nHTEpdepeHLMI. B TO BpeMs Kak MHTepMepUpyrOLLIIA MK Au

B IOCTaTOYHOW CTENeHW OTAENEH OT N1Ka aHanuTa Ir, XxBOCT OT
CUNIBHOMO MHTEPMEPUPYIOLLETO CUrHaMa MOXET NPUBECTU K
HETOYHOW KoppeKUmK (hoHa ana aHanuTa. FACT nerko yuntbiBaeTt
TaKve MOMEHTbI, MPEACTaBAAS CO60 MOLLHOE MPorpamMmMHoe
obecrneyeHvie, rapaHTVpytoLLLee MOJHYH YBEPEHHOCTb MPU aHanuae
Mpo6 CO CAOXKHBIMU MaTpULaMMU.
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Puc 5. A. Mogenb FACT ana 2,5 MnH a. Ir 8 25 mnH a. Cu. b. Mogens FACT ans
2,5MnH a. Ir 8 1000 maH 4. Au.

Ir 212,681 HM

HecMOTpst Ha To, 4TO CBA3aHHbIE C MEABIO CNEKTPasIbHble MOMEXM
OTCYTCTBYIOT, YMEPEHHO CUSIbHAsA IMHWA N3MTyYeHWst 30/10Ta
HaxoaMTca BOAM3M NMHM npnamna 212,681 HM (pu1c. 6a). XOTs MUKK
aHanuTa Ir v uHTEpdepupyroLLEro AU MOMHOCTLIO PasaeNeHbl,
MHTEHCWBHbIE CUrHasbl 30/10Ta MOTYT YXYALWNTb TOYHOCTL NMpK
N3MEPEHNM HU3KMX KOHLEHTPaLMIA Mpnans. 3HaunTenbHO 6onee
cnabast MMHWs nanydeHns Rh npn 212,675 HM Takke YaCTUYHO
nepekpbIBaeTcs ¢ MHKER Ir npu 212,681, Kak MokasaHo Ha puc. 66.

Puc. 6B eMOHCTpUpyeT npuMeHeHne metoaa FACT ans
KOppEeKLUMM nHTepdepeHLnii ¢ Au 1 Rh, BAnsaowmx Ha
onpeaenexve Ir, 1 NokasbIBaeT NPENMYLLECTBA MCMONb30BaHNS
3TOr0 MeToAa A9 TOHYHOW KOPPEKLMU MHOXECTBEHHbIX
nHTepdepeHUMA. B To BpeMs Kak MHTepdepmpyowmin Nk Au
B JOCTATOYHOW CTEMNEHW OTAENEH OT NMKa aHanuTa Ir, XBoCT
OT CUNBHOMO NHTEPdEPUPYHOLLErO CUrHaNa MOXET NPUBECTU
K HETOYHOI KoppeKkLUun hoHa ana aHanuta. FACT nerko
Y4WTbIBAET TaKne MOMEHTbI, MPpeACTaBAsAs COB0M MOLLHOe
nporpaMMHoe o6ecrneyeHe, rapaHTpyoLLee NOHYHO
YBEPEHHOCTb NMPpUW aHanm3e Npod CO CAOXHbIMU MaTPULIGMU.
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n Ir {212.581 I'II'F:II Ir 2.5 Au 1000, Raeck 51 Tube 11 4 F
;::: A A MeToa CKOPOCTHOM aBTOMAaTUYECKOM annpoKCUMaLn KpMBbIX
s SEALL (FACT) o6ecneunBaeT cneKkTpabHyHo KOPPEKLMIO B PEXKMMe
oo Sl peasnbHOro BPEMEHM C UCMONb30BaHMEM COBPEMEHHDIX
dhoi E:Lii?sg”py””*ee CNoco60B 06paBoTKU U MOAENMPOBAHWS CEKTPOB,

000 npeaHasHauYeHHbIX 4718 MaTEMATUYECKOrO BblAeNeHs

i ;:::: curHana aHanuta. FACT npeacTaBnset cobo 6o1ee NpocTyto
20,900 B MCMOJIb30BaHNN 1 60/1ee MOLLHYIO anbTepHaTUBY MeTofy
e MoMnpaBKM Ha MEeXs/IEMEHTHOE BIMAHME, 0BECTIEYUBAET TOYHYIO
5000 : nonpasky Ha (DOHOBbI CUrHAM W NMO3BOMAET C YBEPEHHOCTbIO
So 1 aHanManpoBaTh CIIOKHbIE CNEKTPbI MPO6.
“£0,000 |
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Puc. 6. A. Mopgenb FACT ansa 2,5 MnH 4. Ir 8 1000 mnH 4. Au. b. Mogenb
FACT anga 2,5 MaH a. Ir 8 1000 max 4. Rh. B. Moaenb FACT ans 2,5 MaH 4. Ir
B 500 MH A. Rh 1 Au.
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