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Pa3paboTaHa MeToaMKa KONMYECTBEHHOIO 3NIEMEHTHOrO aHanusa neHrakapboHuna xenesa MeTo-
AIOM MacC-CNeKTPOMETPUM BbICOKOTO paspeLleHns ¢ MHOYKTUBHO CBA3aHHOW nnaamoii. Mpobel Fe(CO),
npefBapuTenbHO NEPEBOAUNN B a30THOKUCTbIA pacTBop. [Ans yyeTa MaTpuUyHbIX NoMex 1 apenda
YyBCTBMTENBHOCTM MACC-CMEKTPOMETPA B NPOLECCe aHan13a B pasnuyHblx guanasoHax Macc NPpUMEHSNM
TPV BHYTpeHHux cTaHaapTa (°Be, $°Co, ®'Ta). HopmurpoBka n3MepeHHbIX MHTEHCUBHOCTE CUrHANoB aHanuToB
Ha MIHTEHCUBHOCTM COOTBETCTBYHLLMX BHYTPEHHWX CTaHAAPTOB NO3BOIMIA 3HAUUTENbHO MOBLICUTL TOYHOCTb
OnpeaeneHunst KOHLEHTPaLMI NpUMeCer NPy NCNONb30BaHWM BHELLHEN FPaAyMpPOBKM MO YUCTbIM CTaHZapTaM.
C npumeHeHnem pa3paboTaHHOM METOAMKI ONpeaeneHo coaepxanue npumecen 29 anemeHToB. MayyeHo
noeseeHne npumecer anemMeHToB, obpasyoLmnx cobcTBeHHble kapboHunbl B npouecce hpakLMOHHON
pasroHkn neHtakapboHuna xenesa. AHanu3 gpakumin neHTakapboHuna xenesa, nokasar, 4to NpUMecu
B, Ni n Ti koHUEHTpUpYytoTCA B nerknx dpakuusx, a npumecu Cr, Co, Cd, Mo n W — B tsxxenbix. Mpegenei
obHapyxeHus B neHTakapboHune xenesa ansa pacnpoctpaHeHHbix npumece Mg, Al, P, Cr, Ni coctasunu
10-% + 10-° % mac., 4ns HepacnpocTpaHeHHbIX npumMecei Bi, Cd, Co, Pt, Re, TI, W, U — 10-% + 107 % mac.

Knrodeenlie crioga: neHTakapboHWN xenesa, aNeMeHTHbI aHanmsa, Macc-crekTpoMeTPUs BbICOKOTO
paspeLUeHns ¢ UHOAYKTUBHO CBA3aHHOW Na3MoW.
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A technique for the quantitative elemental analysis of iron pentacarbonyl by high-resolution mass
spectrometry with inductively coupled plasma has been developed. Samples of Fe(CO), were transferred to
a nitrate solution for the analysis. To account for the matrix effects and the drift of the sensitivity of the mass
spectrometer during the analysis, three internal standards (°Be, **Co, ®'Ta) for the various mass ranges were
used. The normalization of the measured intensities of analyte signals to the intensities of the corresponding
internal standards made it possible to significantly improve the accuracy of determining the concentrations of
impurities using the external calibration according to the pure standards. Using the developed technique, the
concentrations of 29 elements’ impurities were determined. The behavior of impurities of elements forming
their own carbonyl compounds in the process of fractional distillation of iron pentacarbonyl was studied. The
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analysis of iron pentacarbonyl fractions showed that the impurities of B, Ni and Ti were concentrated in the
light fractions, and the impurities of Cr, Co, Cd, Mo and W in the heavy ones. The detection limits of iron in
pentacarbonyl for widespread impurities such as Mg, Al, P, Cr, Ni were 10-°~10-° wt. %, and for less common
impurities of Bi, Cd, Co, Pt, Re, TI, W, U - 108 + 107 wt. % respectively.

Keywords: iron pentacarbonyl, impurities determination, high resolution ICP-MS.

BBEAEHUE

MeHTakapboxun xxenesa (MKX) npumeHsieTcs kak
NCXOAHOE BELLEeCTBO A1 NOoNyYeHUs 0cobo YMcToro
Xenesa v ero okcugoBs. Beicokoe gaBneHve napos
MKX 1 H13Kast KOPPO3NOHHAS aKTUBHOCTb NO3BONSAIOT
MPOBOAMTb Er0 OYNCTKY AUCTUNNALMOHHBIMA METOAAMM,
a Takxe ncrnonb3oBaTb B kKayecTBe paboyero BeLle-
CTBa 419 pa3geneHnsi N30TOMNOB Xene3a Ha ra3oBbiX
ueHTpudyrax [1, 2].

BapbupoBaHveM ycroBuii pasnoxeHust mony4yaT
kapboHWMNbHOE Xeneso B BLICOKOANCNEPCHOM COCTOSHUM,
B BUJE HATEBUOHbIX KPUCTANIOB UMM TOHKUX MAEHOK
BbICOKOUMCTOrO Xene3a u ero okcuaa [3-6]. Yke B npouecce
CUHTe3a kapboHMMa xenesa oCyLLEeCTBAETCA JOCTAaTO4HO
rnybokasi 04nCTKa NCXOAHOrO0 Xernesa oT 6oMbLUMHCTBA
NMPUMECHBIX 31IEMEHTOB (cepbl, hocdopa, KpeMHUS 1
ap.), He obpasyoLLMX B YCNOBUAX NpoLecca neTyumnx
kap6oHunoB. MNonyyaembin npu cuHTe3e MKX conepxut
NULWLb crnefbl HEKOTOPbIX 31IEMEHTOB, COMYTCTBYOLLMX
xenesy[3, cTp. 49] n 4Nns KOHTPOIS Ero YACTOThI TPEDyoTCS
BbICOKOYYBCTBUTESIbHLIE METOAbI aHaNM3a.

JInTepatypHble AaHHblE O coaePKaHUU MPUMECEN
B [MKXK HemMHorouncneHHbl 1 cogepxaT cBeieHUs
TOJTbKO MO OrpaHn4YeHHoMy Habopy npumecein. B [7]
npvBeaeHbl Npefernbl 0OHapyXXeHWs Mo NpUMecsaM
15 anemeHTOB, cocTasnawwme 0.05-5.0 mkr/mn. B
NpMBEOEHHOM CMUCKE OTCYTCTBYET PSif SNIEMEHTOB,
CnocobHbIX 00pa3oBbIBATb NeTy4Yne KapoOoHMIbl, No-
BeJEHME KOTOPbIX B MPOLLECCE OYMCTKM NpeacTaBnsier
HambonbLwmi nHTepec. MNpoueaypa npobonoaroToBKu
1 YCINOBWSi aHanun3a He onucaHbl.

MeToa Macc-CnekTpoOMeTpun ¢ MOHN3aLmnen B
UHOYKTUBHO cBsizaHHow nna3me (UCIM-MC) ansetcs ogHUMm
13 Hambonee YyBCTBUTENMbHbIX METOL0B ANIEMEHTHOIO
aHanu3a 1 No3BosseT O4HOBPEMEHHO OnpeaensaTb
LLUIMPOKMI KPYT MPUMECEN C HU3KMMKN npeaenammu ob-
Hapy»eHusi. Llenbto faHHOro nccnefoBaHus sBnseTcs
paspaboTka metoankn KXA aHanusa neHTakapboHuna
xenesa metogoM VICIM-MC BbICOKOro paspeLueHusi.

SKCMNMEPUMEHTAJIbHAA YACTb

[ns aHanu3a metogom UCT-MC napbl netyyero
MKX moxHO HenocpeACcTBEHHO NoJaBaTh B ropersnky
MOTOKOM ra3a HocuTens. OTCyTCTBUE COOTBETCTBYHOLLMX
0bpasLoB CpaBHEHNS AN NOCTPOEHUS FpaayMpOBOYHON
3aBMCHMOCTM 1 BO3MOXHOCTb YTEYEK BEICOKOTOKCUYHOTO
neHTakapboHuna xenesa, a Takxe obpasytoLlerocs
npu ero pasnoxeHun CO, genatoT NpeanoYTUTENbHbIM
npeasaputensHei nepeso MKX B a30THOKMCBIA pacTBop.

Peakmueni u nocyda. Viccnenosanu dpakumm
neHTakapboHuna xenesa, NOny4YeHHbIE NEPErOHKON
ncxogHoro MNKX nponseogctea OO0 «CuHTes-MKXK»
(r. O3epxuHck, Huxeropoackor o6nacTu), nony4eHHoro
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B cooTBeTcTBUM Cc TY 2436-051-05807977-99. Anga
noaroToBkM Npob Mcnonb3oBanu 4EMOHU30BaHHYHO
Boay (18 MOwm-cm), a3oTHyto kucnoTy (Suprapur, Merck,
lepmanus), Tpybkm 13 NMAPA (nepdTopankokcu), LieH-
TpUdY>KHbIE MONMNPONMIEHOBbLIE NPObUpkM 15 mn ¢
3aBUHYMBANOLLENCA KpbiLLKon oupMbl «Corning» (CLUA),
[03aTopbl MUMNeTo4HbIe nepemeHHoro obbema 100-1000
MK «JleHnuneT» ¢ HakoHedHukamn «Optifity durpmbl
«Biohity (PuHnanamns). na onpegeneHns maccol Ha-
BECOK npumeHsnm Becbl Sartorius A200S (Tepmanus) ¢
TOYHOCTbI0 B3BeLUMBaHua £0.1 Mr. [Nepen npumMeHeHnem
XUMUYECKYI0 MOCYAY BblAEPXUBANM B TeYEHME TpeX
cytok B 5 % HNO,, 3aTem TpoekpaTHO ononackusanm.

NucmpymeHmanbHas Yacmeb. /lccnegoBaHms
BbIMOJTHEHbI HA MAcC-CNeKTPOMETPE BbICOKOrO paspe-
LUEHNA C MHAYKTMBHO CBsi3aHHOM nna3mon ELEMENT
2 (Thermo Scientific, lfepmanus). OH no3BonseT peru-
CTPMpOBAaTb CMNEKTPbl B TPEX peXUMax paspeLleHns:
Hu3koM (=300), cpegHem (=4000) n Bbicokom (=10000).
OcHOBHble Ucnonb3oBaHHbIe paboune napameTpsbl
Macc-crnekTpomeTpa npveeneHsl B Tabn. 1. Cuctema
BBOAA 06pasLoB BKHOYana CTEKNSAHHbLIA MUKPOKOHLLEH-
TPUYECKMI pacnbInnTeNb, KBAapLEBYHO ABYXNPOXOOHYH
pacnbinuTenbHyto kamepy CKoTTa, oxnaxgaeMyto
anemeHToM [lenkbThe, 1 3a3eMneHHyto ropesnky ®accena.
VMcnonb3oBanu H1keneBble KOHYCbl MHTepdenca.

Memoduka nodzomoeku npo6b K aHau3sy.
Haecku MKXX maccon =0.5 r otbupanu 13 xungkom
dasbl C NOMOLLLIO O4HOPA30BOro NONMMPONUIIEHOBOIO
Lnpvua, nepeHocunu B NpeaBapuTenbHO NoAroToB-
NEHHYI0 1 B3BELLEHHYHO NOMMMPONUIEHOBYH NPOOUPKY,
repmMeTUYHO 3aKpbiBanu 3aBUHYMBAIOLLENCS KPbILLKOW
1 B3BELUMBANMN.

Hanbonee ygobHbim nytem nepesoga MNMKX B
pacTBOp ABMSETCH pasnoXeHne a3oTHOW KUCIOTON,
Tak Kak BOMbLUINMHCTBO ee conen nerkopacTBopuMbl.

Ta6bnuua 1
Pa6oune napameTtpbl ICIM-MC cnektpomeTpa Element 2
Table 1
Operating parameters of the “Element 2” ICP-MS spectrometer
3Haue-
MapameTp
Hue
[Mnasma
MowHocTb reHepatopa, BT 1250
Oxna)patoLuim ras, 1 MuH"" 16
[ononHuTenbHbIA NOTOK Ar, T MUH' 1
MoTok Ar yepes pacnbinuTens, 1 MUH" =1
YcnoBust uUsmepexus curHana
Ymncno cnekTpoB B O4HOM U3MEPEHUM | 6
PaspelueHune
Hunskoe =300
CpenHee =4000
Beicokoe ~10000




Ananutuka v koHTpone.  2019. T. 23. Ne 1.

B pesynbrarte peakuun pasnoxeHus MNKXX asoTHown
KMCNoTon, NOMUMO 06pasoBaHMsa HUTPaATOB ABYX- U
TpexBaneHTHOro Xenesa, Bolgensercsa 6onblwoe
KONM4ecTBO razoobpasHbiX NPOAYKTOB: MOHOOKCUL,
yrnepoga, okcuabl azoTa u Bogopog [3, cTp. 35; 8, 9].

B pabote [10] uccneaosanu nornoweHne MKX
13 MOTOKa MOHOOKCKAA yrnepoaa a3oTHOW KUCNOTON
pa3nuyHo KOHUEHTpaumn. bbino nokasaHo, 4To npu
nponyckaHnu Ny3blpbKOB rasa, coaepxallero napbl
MKXX, 4yepes KOHUEHTPUPOBAHHYO a30THY KUCMOTY
cTteneHb n3snedeHus gocturaet 98 %.

Mpun npsaimom [o6aBNEHUN KOHLIEHTPUPOBAHHOW
A30THOW KMUCMNOTbI K HABECKE XUAKOrO NeHTakapboHu-
na xenesa peakuus npoxoguna 6ypHo, ¢ BbICTpbIM
pa3orpeBoM CMECH, YTO NPMBOAWIO K BO3pacTaHMUIO
JaBneHusi napa neHTakapboHuna. MNoTok BblaenstoLmxcs
rasoB 3axBaTtbiBan n yHocun napbl KX, Bbi3biBasi
6onbLune noTepu matepuana npooel. C LENbO CHKEHUS
notepb pasnoxeHue MNMKX nposogunu B ABe cTaguu.
Vicnonb3oBanu ABe nonunponuieHoBbie Npobupku,
coefuHeHHble Tpyokon ns MNMOA (puc. 1). B nepsyto
npobupky nomewanu Haeecky MNMKXX maccon =0.5 1
n npunusanu 4 mn 20 %-1, a BO BTOpPY NpoBumpky
HanvBanu 4 M KOHLEHTPUPOBaHHOW (65 %) a3oTHON
kmncnotsbl. Mpu ncnonb3osanum 20 %-ro pacteopa
A30THOW KNCNOThI Pa3noXeHne neHTakapboHuna xenesa
NPOXOAWMIO C MeANEHHbIM BblAeNIEHNEM My3bIPLKOB rasa.

Bblaensiowmiica B nepBor npobupke ras vyepes
TpyOKy nogasanu Bo BTOPYH NpoBUpKY 1 NponycKanm
yepes Crow KOHLEHTPUPOBAHHOW a30THOM KUCMOThI,
koTopas 3hHeKTUBHO pasnaraeT Napbl 3axBaTbIBAEMOro
rasom neHrakapboHuna.

Mocne nonHoro pasnoxexus Fe(CO), conepxumoe
nepBON 1 BTOPOW NPOBMPOK 00 beAVHANM U AOBOANIM
obbem pacteopa 4o 15 Mn 4eNMoHN30BaHHON BOOON.

lMosruamomHbIe u uzobapHbie uHmepgepeH-
yuu. Onpepenenune npumecen metogom NCI-MC B
AvnanasoHe CpefHMX MacC OCINOXHSAETCH Hanninem
60sbLLOTO KoMYecTBa UHTEPdEPEHLMIA, 00YCNOBEHHbIX
MPUCYTCTBUEM B Nf1a3me He TONMbKO OAHO3apsaAHbIX MOHOB
onpesensieMbIX 3IEMEHTOB, HO 1, B 3HAYMTENbHO OOMbLIMX
KonuyecTBax, MOHOB, 06pa3oBaHHbIX KOMMOHEHTAMM
nnasmoobpasytoLLero rasa (aproHa), BOgHOro pacteopa
(BOOOpPOAa, KMCNOPOAA) Y MATPUYHbLIX SNIEMEHTOB. OTU
MOHBI, KaK B 1a3me, Tak 1 Npy NPOXOXAEHWN nHTepdenca

Fe(CO)s, Hs;, CO

—
TIOK
co,
H:
v
20%
HNO:
e
FeCO) o
\Fel J \ HNO, J

Puc. 1. Cxema nepesopaa NK>XX B pactsop.
Fig. 1. Transfer scheme of iron pentacarbonylin a solution.

CTankMBawTCs C APYrMMK aTOMamu 1 MOMEKynamm u
BCTYMNatoT B pa3nnyHble Na3MoXMMUYECKUE peakLmn, B
pesyrnbTaTe KOTOpPbIX 06pa3yTCs NONMaTOMHbIE UOHBI,
umetroLme maccy, 6rm3Kkyto kK Macce onpegensemoro
anemeHTa [11].

lNpwv aHanmn3e a3oTHOKMCbIX PACTBOPOB Xernesa
HanbonbLUNE NHTEHCUBHOCTU UMEIOT MOSIMATOMHbIE
WOHbI, coAepXxallme atoMbl Bogopoaa, yrrnepoaa,
asoTa, kucrnopopaa, aproHa vxenesa. OHun 3aTpygHSOT
onpeeneHne NpMmecer Xxpoma, mapraHua, kobansra,
repmaHus, Mbllibsika, MonnbaeHa u kagmus (tadn. 2).
BrnngaHne 6onblMHCTBA UHTEPGEPEHUUIN yaaeTcs
UCKMIOYNTb, BbIOMpas n30Tombl, CBODOAHbIE OT HANOXEHMI
NOSIMATOMHBIX UIN N300apPHBLIX MOHOB. PeXmm cpegHero
paspelleHua (bonee 4 000) no3BongaeT pa3genutb
aHanuMTMYecKkne N30ToMbl OT MUKOB ABYX3apsiAHbIX
WNOHOB PeLKO3EeMESIbHbIX 3NIEMEHTOB M BONbLUMHCTBA
HarnoXeHWin NONMaTOMHbIX MOHOB.

OnpepeneHne KOHLEHTPaLMIA NPUMECE NPOBOAUIN
no criegyrowwmm nsotonam: ’Li, °Be, "B, #Mg, ZAl, ¥'P,
41Ti, 48Tj, 51V, 52Crr, 55Mn, 5°Co, ©Ni, 7“Ge, °As, 88Sr, 22Mo,
1OOM0, 102RU, 111Cd, 114Cd’ 115|n’ 121Sb, 13883, 184W, 185Re’
19008, 195Pt, 205T|, 208Pb, 2098i7 238U.

AHanutuueckue nsotonsl ''B, 25T, 206Pb, 20°Bj, 238U
PerncTpupoBanu B peXXmme HU3KOro paspeLueHus, “Ge
1 SAs B pexxmme BbICOKOrO pa3peLLlEHUs], OCTalbHbIEe
B peXume cpefHero paspelueHus. [ns ncknoveHns
HanoxeHu noHos FeAr* n Fe,*, npu onpeaenexun Mo
n Cd peructpupoBanu no gea usotona (Mo, '©°Mo u
"Cd, "Cd ) u KOHTPONMPOBANN COXPAHEHNE U3OTOMHbIX
OTHOLLEHWUI.

PE3VYJIbTATbl U UX OBCY>XAEHUE

[pagynpoBOYHbIE 3aBUCUMOCTU CTPOUMN MO
cepusim pacTBOpPOB B UHTEpBAse KOHUeHTpauun ot
0.1-20 Hr/r, NPUroToBMEHHbLIX BECOBbIM METOAOM U3
KOMMneKTa pacTBOPOB MHOIMO3N1IEMEHTHOrO CTaHAapTa
ICP-MS-68A-(A, B, C), nponssoacTtea «High-Purity
Standards», CLUA. Pas6aBneHune npoBogunu 5 %-m
pacteopom HNO,.

N3BeCTHO, YTO Xene3o oKa3bliBaeT 3HAUUTENBHOE
MaTpUYHOE BNUSIHUE Ha curHarnbl aHanutos npu UNCI-
MC aHanuse pacTBopoB. B pabote [13], nokasaHo, 4To
npu KoHUeHTpauum xenesa B 1000 mr/n nponcxogut
CHWXEHNE UHTEHCVBHOCTM CUrHANOB PeAKO3EMESTbHbIX
anemeHToB 6onee yem Ha 30 %. Kpome Toro, aHanus
Bonee KOHUEHTPMPOBAHHbLIX PaCTBOPOB NPUBOAMUT K
BbICTPOMY 3arpsi3HEHNI0 MHTepdelica 1 HeCTabuNbHOCTH
KannbpoBKw.

B Hawen paboTe ona aHanu3a mMaToYHble
pacTBOpbl BECOBbIM MeToAoM pasbasnanu 5 %-n
HNO, no koHueHTpaumu 1000 Mkr/r no xenesy. [ins
onpeaeneHns nonpasku Ha MaTPUYHbIN APdEKT roTo-
BN Npobbl ¢ KoHUeHTpaumern 1000 MKr/r no xxeneay
n pobaekon 10 HI/r MHOrO3NEMEHTHOro cTaHAapTa
ICP-MS-68A-(A, B, C).

KoathdmumeHT MaTpnyHbIX HeCneKTpanbHbIX TOMeX
ONS KaXXJ0ro U3aMepsieMoro u3oTona paccyuTbiBanm

no gpopmyne:
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Tabnuua 2
OcHoOBHble NonnaTtoMHble 1 N3006apHble MHTepdepeHLmn npu NCIN-MC aHannae a3oTHOKMUCbIX PACTBOPOB Xefesa
Table 2
Main polyatomic and isobaric interferences in the ICP-MS analysis of nitric acid solutions of iron
Macca usotona M3oTonHasa pacnpocTpaHeHHOCTb, % [12] Mewwatowmm noH Tpebyemoe paspelueHue
52Cr 83.789 4OAr12C* 2375
SCr 9.501 4OAr'2CTH* 1791
S4Fet 73888
54
Cr 2.365 OAFN® 2031
S4FeH 5851
55
Mn 100 OAFNTH* 1560
Fe 91.72 “OAr'sO* 2503
4OAreQ'H* 1916
57
Fe 2.2 SoFeTH" 7726
S8Fe* 27988
58N]i
Ni 68.077 STFeIH" 7353
%Co 100 S8Fe'H* 7451
S5Fe’®O* 9257
STFe™“N'H* 2970
72
Ge 26.66 NG 2182
144Sm* 2121
S"Fe'®O* 10646
%5Fe®O'H* 5129
73
Ge s SFHN'H* 3520
46N 2203
8Fe’®O* 10546
S"Fe'®O'H* 4359
74
Ge 35.94 148Nl 1984
148Sm*+ 2041
S8Fe®Q'H* 5196
As 100 SONd* 1929
1508 m*+ 2023
Mo 14.84 56Fe 8Art 21273
%Mo 9.25 S4Fe 40Ar* 30290
%Mo 15.92 54Fe 40Ar H* 23846
%Mo 16.68 5Fe 4°Ar* 13029
Mo 9.55 STFe “°Ar+ 11759
%Mo 2413 58Fe 40Art 10165
S6F@4OAr™N* 41946
110
cd 1249 S4FedeFe* 3860
STFe*0Ar“N* 33303
1M
cd 128 S4Fe*0Ar'tQ'H* 201644
S8F@*OArN* 27766
112
cd 2413 S5FeseFe* 3402
S5Fe*°Ar'tQH* 26013
113
cd 12.22 %FeS’Fe* 3313
STFe0Ar't OH* 40105
114
cd 287 S5FestFe* 3240
MNMpumeyaHne: XMpHbIM WPUGTOM BelAeNEHO TpebyeMoe pa3peLLleHne, NPEBbILIAIOLLLEE BO3MOXHOCTU MCMOb30BAHHOMO
npubopa.
_ IL -1, KOHLIEHTPaLM1 3NeMeHTOB, onpeaeneHHbIe no rpaay-
1 .
KMan = —Ii i (1) MPOBOYHOM 3aBUCUMOCTU, KOPPEKTUPOBAM C YHETOM
Fe+cr. Fe
roe: I v I"GboH — MHTEHCMBHOCTb CUrHana i-ro nsotona MATPUHHBIX NOMEX AN AAHHOTO SNeMeHTa.

B pacTBOpe MHOrO3/1EMEHTHOrO CTaHAapTa C KOHLEH-
Tpaume 10 Hr/r u B XONOCTOM OfbIT€ COOTBETCTBEHHO;
F_nl MHTEHCMBHOCTb CUrHana j-ro n3otona B

Fe Fe+crt.

pacTtBope 1000 MKr/r xenesa 1 B TakOM e pacTBope
¢ nobaBKoW MHOroanemMeHTHoOro ctaHgapra. [lanee

74

MaBecTHo, yto npu NCI-MC aHanu3e BbICOKOCO-

NEeBbIX PaCTBOPOB COEANHEHNS MaTPUYHbIX 3NTIEMEHTOB
OCaXxaalTCs Ha KOHycax MHTepdenca u CHMXKatoT
TpaHcMUccuto (MPoMnyckHyt cnocoBHOCTL) MOHOB. KOH-
TPOSb TpaHCMUCCKM Npubopa B NpoLecce N3MepPEHNS
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NPOBOAMIN C UCTMOMb30BaHMEM METOAA BHYTPEHHEO
cTaHgapTa. T.K., o nMTepaTypHbIM AaHHbIM, BETMYMHA
MaTpPUYHbIX HECMEKTPasIbHbIX MOMEX 3aBUCUT He TONbKO
OT MaccCbl MAaTPUYHOTO 3NIEMEHTA, HO M Macchl aHanuTa
[11], oNs nepekpbITMSA BCEro AnanasoHa Macc UCnosb-
30Baru1 B Ka4eCTBe BHYTPEHHMX CTaHAAPTOB M30TOMbI
crnefywLLMX anemMeHToB: °Be — Ans npumecen nerkmx
anemeHToB, ®'Ta — ans Tskenbix n%°Co — ans cpegHero
ananasoHa macc. 3T 3f1eMeHTbI B KOHLeHTpauumn 10
Hr/r pobaBnsany BO BCe Uccreayemble pacTBopbI 1
X0mnocTble Npobbl.

Pwic. 2 unntocTpupyeT N3MeHeHe YyBCTBUTENBHOCTY
Macc-CNeKkTPOMETpa A5t U30TOMOB, UCMONb3yEMbIX B
KayecTBe BHyTpeHHero ctaHgapTa (°Be, %°Co, ®'Ta) B
3aBMCHMOCTM OT COAEPXKAHNS XKene3a B aHanm3npyemMmom
pacTBOpE M KonnyecTBa M3mepeHHbix npob. Mo ocu
opAvHAT OTNOXEHbl MHTEHCMBHOCTU aHaNMUTUYECKMX
CUrHanoB, HOPMUPOBAHHbLIE Ha NEPBOE U3MEPEHME,
no ocu abcumcc — HoMepa U3MepeHMs pacTBOPOB
C KoHUeHTpauuel xxenesa 10 n 1000 mkr/r (Bpems
N3MepeHMst OAHON NPobbl COCTABMANO =1 MUH).

Kak BUAHO 13 JaHHOro pUcyHKa, Npu NOBTOPHbIX
N3MEepEHNsIX pacTBOPOB C COAEP)KAHUEM MATPUYHOTO
anemeHTta 10 MKr/r konebaHUs UHTEHCMBHOCTU U30-
TonoB °Be, %°Co, "8'Ta HOCAT cny4anHbIn XapakTep u
He npesbiwatoT 7 %. Mpun Bo3pacTaHum coaepxaHus
Xenesa B aHanuanpyemom pactaope ot 10 mkr/r go 1000
MKT/I MHTEHCMBHOCTb aHaNMTUYECKOro CUrHana TaHTana
napaet Ha =20 %, kobansTta Ha =40 % v 6epunnus Ha
=50%. MNepBble noTeHumarnb! MoH13auum (j,) Ansd TaHTana
1 kobanbta 6nm3km (7.86 1 7.89 aB cOOTBETCTBEHHO), @
rnoTeHyuan noHnsauum 6epunnms j, = 9.32 3B cylecTseHHO
OT HUX OTNM4aeTcs. HanpoTtue, BeNMYnHa nogaBneHns
curHana 5°Co 6nvxe k aHanornyHon ans °Be, yem ans
'8'Ta, 4yTO CcornacyeTcs C MU3BECTHbIM U3 NUTepaTypbl [14]
BbIBOZOM O 60SbLIEM BNUSIHAN HA BENUYUHY MATPUYHOTO

Inopm, 0
1,20 = 1
jORL, Be = 9.32 3B
T
1,00 ==Co = 7.86 3B

080 =#-Ta=7.89 2B

0,60

0,40

(o]
<&
%20 10 mKr/r 1000 mukr/r *
I .
0,00 L ]

1 2 3 45 6 7 8 9 1011 1213 14 15 16 17 18 19
C(Fe), mxrir

Puc. 2. lameHeHne nHTeHCMBHOCTY curHanos °Be, °Co
1 '®'Ta, B 3aBMCUMOCTW OT KOHLIEHTPALM MaTpuLLb
1 Ymcna nsMepeHHbIx Npob. B npaBom BepxHeM
YNy NpUBeAeHbl 3HAYEHUS NePBbIX MOTEHLMASIOB
VMOHN3AaLMN 3/1IEMEHTOB.

Fig. 2. Changes in the intensity of the °Be, **Co and "®'Ta
signals, depending on the concentration of the matrix
and the number of samples measured. The values of
the first ionization potentials of elements are given
in the upper right corner.

adhdhekTa aTOMHOM MaCChl aHanMTa, Yem ero noTeHumana
NOHM3aLMN.

M3 pucyHka Takxe BUOHO, YTO MHOroKpaTHoe
nocrnefoBaTensbHOe nsmepeHue Npob ¢ KOHLEHTpaLmen
xenesa 1000 MKr/r npMBOAMT K MOCTEMNEHHOMY CHKEHIO
YyBCTBUTENbHOCTN Macc-CNeKTpoOMeTpa, BCNeacTBme
3arpsA3HEHUsT KOHYCOB U CHMKEHMS X MPOMYCKHOWN
CMOCOBHOCTMN.

[NoBTOpHOE N3MEpPEHNE HTEHCUBHOCTH CUTHaNoB
aHanuTOB B pacTBOPE MHOIMOANIeMEHTHOro cTaHgapTa
C KoHueHTpaumen 10 Hr/r nocne cepun n3MepeHuin
13 OecAaTn pacTBOPOB C BbICOKOW KOHLEHTpauuen
maTpuyHoro anemeHTa (1000 MKr/r) BbISIBUNO CHUXEHNE
WHTEHCUBHOCTU cUrHanoB Ha 60 % Ans nerkux aneMeHToB
(Li, Be, B), Ha 50- 56 % pns cpegHero guanasoHa macc
(o1 Ti go Te), n 43-48% Onsa THKENbIX.

Pa3bpoc HOpMUPOBAHHbIX 3HAYEHNI ANS SNIEMEHTOB
Tex e caMbIxX AnanasoHoB Macc He npebiwan 10 %,
8 % 1 5 % npu HOPMMPOBKE HA NHTEHCHMBHOCTU NNKOB
°Be, 5°Co 1 "®'Ta cooTBeTCTBEHHO. Taknum obpasom,
nNpUMeHeHEe BHYTPEHHNX CTaHAapTOB No3BonseT
3HAYUTENBHO MNOBbLICUTbL TOYHOCTb ONPeAEneHNs KOH-
LeHTpauumn npumecen npu MCnonb30BaHNM BHELLHEN
rpagyvMpoBKM MO YUCTbIM CTaHAapTaM.

MonHoTy nepesoga npob MNKX B pacteBop KOH-
TPONUpOBanu cpaBHEHNEM U3MEPEHHOIO COAEPKAHNS
Xenesa B MaTOYHbIX pacTBOpax C pacCcYUTaHHbIM
TEOPETUYECKN MO CTEXMOMETPUN N3 MACChbl HABECKM
Fe(CO),. [ins aT0ro MaTo4Hble pacTBOPbI BECOBbLIM
MeTOAOM pa3baBnsanu 4O KOHUEHTpaLumm xenesa
10 MKr/r 5 %-1 a30THOWM KACMOTOW U onpeaensnu B
HUX COAEpXaHune Xenesa no MHTEHCMBHOCTM Mu1Ka
MarnopacnpocTpaHeHHoro nsotona >Fe.

MpaBUnBHOCTL ONpeaeneHrs CTENEHN N3BMEYEHNS
ernesa npoBepsnv CONoCTaBNeHNEM C pe3ynbratamu
rpaBUMETPUYECKOrO ONpeaeneHns xenesa no mMeTo-
avike, onucanHown B [15] (Tabn. 3.). Kak BugHo 13 tabn.
3, cTeneHb n3BneyeHus (R) ons pasHbix pakuymn
coctasnsna 90 — 97 %.

Metonom VNCI-MC BbICOKOro paspelueHuns
onpeaeneHo cogepxxaHue npumecen Bo ppakumnsax

Tabnuua 3

CTeneHb N3BMeYeHs xenesa npu nepesoae pasnuyHbIx

dpakuui MKX B pactBop. JoBepuTenbHbIi MHTEPBAn 4N
NCIM-MC + A npueegeH ansaa=0.05,n=6

Table 3

Iron extraction degree in transferring of various fractions

of IPC into the solution. The confidence interval is given
by ICP-MS *Afora=0.05;n=6

Poakums CreneHb ussnevenus (R) Fe, %
paKu nCcn-mc paBumeTpus
[MepBag nerkas
90+2 931+0.4
dpakumsa
Btopas nerka
Topas nerias 9244 93.0+0.3
dpakums
Lieneson npoaykT 976+1.3 951+£0.2
KyBoBblit 0OCTaTOK 97 +£3 96.5+0.3
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Tabnuua 4
Pesynbtathl onpenenenus npumecei (C, Mkr/r) Bo dpakumsx Fe(CO),. loBepuTenbHbIN MHTepBan + A npuseaeH Ans
a=0.05n=6
Table 4
The results of determination of impurities (ug/g) in fractions of Fe (CO),. The confidence interval A is given for a =
0.05;n=6
[MepBas nerkas BTopas nerkas Lleneson . Mpenen obHapyxeHus
Mpumecs Ky6oBhbIi ocTaTokK
dpakums dpakums NpoAayKT (MO), mkr/r
B 114 + 0.06 <Moo <Mno <Mno 0.03
Cd <Mno <Mo <no 0.057 + 0.003 0.003
Co <rno <no <rno 0.017 £ 0.001 0.003
Cr <rno <Mo <rno 0.11+£0.01 0.01
Mo <no <Mo <rno 0.09 £ 0.01 0.01
Ni 0.34 + 0.01 <no <rno 34101 0.01
Ti 0.011 + 0.001 0.006 +0.001 <no <no 0.003
W <no <no <no 0.03 £0.01 0.01

MpumeydaHme: copepxaHune ocTaNbHbIX OnpeaensiemMbix NPUMecein HaxoaUTCs HXe npeaena obHapyxeHus (Al, As, Ge,
Li, Mg < 0,01 mkr/r; Ba, Be, Mn, Os, Pb, Pt, Ru, Sb, Sr, V< 0,001 mxr/r; Bi, In, Re, Tl, U < 0,0001 mkr/r).

npy O4MCTKe NeHTakapboHuna xenesa BakyyMHON
OTrOHKON. Pe3ynbTaThbl UsmepeHuii npueeeHbl B Tabn. 4.

B nepsou nerkon dpakumm KOHLUEHTPUPYIOTCS
npumecu B, Niwn Ti, a B kyboBom ocTaTke —npumecu Cd,
Co, Cr, Mo, W n Ni. HakonneHue Ni B kydoBOM ocTaTke
MOXET ObITb CNEeACTBMEM YAaCTUYHOTO TEPMOPA3NOXEHMS
Ni(CO),, nockonbKy OH Ha4MHaeT pasnaraTbcs npu
Bonee HM3KnX Temnepatypax, yem Fe(CO)..

MNpenen obHapyxeHua C_ . onpeaenanmkak 3S
hoHa. YpoBeHb (hoHa, 3KBMBANEHTHBIA KOHLLEHTpaLMK
(MKr/r), paccunTbIBanmM N3 UHTEHCMBHOCTEN CUTHANOB
aHanuToB B XONOCTbIX Npo6ax, HOPMUPOBAHHLIX Ha
COOTBETCTBYIOLLNA BHYTPEHHUI CTAHAAPT, C y4eTOM
pa3baBneHns 1 ko3 duruneHTa YyBCTBUTENBHOCTMY.

3AKJIIOMEHME

PaspaboTtaHa metoguka NCI-MC BbicOkoro
paspeLleHns onpeaeneHnst cogepxaHne npuMmecen
BO (bpakuusix neHTakapOoHMMNa xemnesa nonyYeHHbIX
B npouecce pakLMOHHON pasroHku. B nuHTepsane
koHueHTpauwmn 10— 104 % mac. oGHapyxeHbl IpUMecK
B, Ti n Ni B nerkux dpakumax n npumecu Cr, Co, Mo,
Cd n W B kyboBOM ocTaTke. B uenesom npogykre
cofepxaHue NpuMeceit Bcex onpeaensieMbix 351IEMEHTOB
ObIno HWXe Npefenos obHapyxeHus. CogepxxaHune
npumecen Al, As, Ba, Be, Bi, Ge, In, Li, Mg, Mn, Os,
P, Pb, Pt, Re, Ru, Sb, Sr, Tl, V, U Haxoaunocb Huxe
npeaenoB obHapyxeHunst BO BCeX opakLmsX.

HeobxogumocTb nepesoga npobbl B pacTBop
N NCNOMb30BaHNE PEXNMOB CPEAHENO U BbICOKOTO
paspeLLeHnst 415 UCKITYEHUS BMIUSIHUSA UHTEP(EPEHLIMIA
3HAYMTENbHO MOBbLILLIAET METOAMYECKMEe npenensl
0oOHapyxeHus. TeM He MeHee, BCNEACTBUE BbICOKOW
YyBCTBUTENMBHOCTU M yHMBEpCcansHocTy metog CTI-MC
MO3BONSET OXapaKTepn3oBaTb NpUMeECHbIN cocTas MKXK
C npeaenamu obHapyxeHUs s pacnpocTpaHEeHHbIX
npumecewn (Mg, Al, P, Cr, Ni) - 10+ 10%% wmac., gns
MeHee pacnpocTpaHeHHbix npumecen Bi, Cd, Co, Pt,
Re, TI, W, U - 10 +107 % mac.
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