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HMKeJIeBble CIIABHI 06JIaJal0T BBICOKOM ITPOYHOCTBIO IIPH BBICOKHMX M HH3KUX TEM-

mepaTtypax U YCTOMYHMBOCTBIO K KOPPO3UU. X IPUMEHSIOT OJIsI U3TOTOBJIEHUS TeX-

HOJIOTUYECKUX €MKOCTEH ISl XMMHUUYECKHUX U HedTeXMMHUYECKUX ITPOU3BOACTB, a
TaK>Ke ZleTajiel ra30BbIX TYPOUH. B a3pOKOCMUYECKOM 1 BOEHHO-TIPOMBIIIIJIEHHOM OTPACISIX
HUKeJIEBBIE CIUIABBL YaCTO HCIIOIB3YIOT IIPHU IIPOM3BOJICTBE JleTajlell PeaKTHUBHBIX ABUTrATE-
JIer, BKJIIOYAs JIOIIACTU TYPOUH. [JIs IonydeHUsT TpebyeMbIX CBOMCTB MaTepHaJia COCTaB
I006ABOK M MX KOHIIEHTPAllUHU TINATENbHO IToA6UpatoT. K mpumepy, TutaH (Ti) m06aBISIOT
JJ1S1 TIOBBIIIIEHU ST YCTOMYUBOCTH K KOPPO3UU U YBeIHUYEHUS YIAeJIbHOM IIPOYHOCTHU CILIaBa.
Takke M3BECTHO, UTO HU3KHUE KOHLEHTPAL MU 60pa (B) U LIUPKOHUSA (ZI) yIyYLIAOT IIPOY-
HOCTHBIE XapaKTepPUCTHUKH MaTepHasa [1, 2]. HesHauHTelIbHOEe M3MEHEHHE B XMMUUYECKOM
COCTaBe MOKeT HEeraTUBHO IIOBJIUSTH Ha CBOMCTBA CIIJIABOB, [I03TOMY TOUHBIM 37Ie MeHTHBI
AHAJIM3 YPEe3BBIYAMHO Ba’kKeH IS KOHTPOJIS KadeCTBAa KOHEYHOM HPOAYKLHHU. B pabore
IIpefCcTaB/lIeHa MeTOLHKa OIlpeaeeHUus KOHLeHTpauui Al, B, Co, Cr, Mo, Ti, V 1 Zr B HUKe-

JIEBOM CILJIaBe C IOMoIIbio Agilent 4210 MIT-A3C.

DJIeMeHTHHIN aHaaH3 HMUKeJEeBBhIX CIIJIABOB MOXKHO
IIPOBOAUTH HEPA3PYLUIAOIMMU METOJAMU aHATU3a:
peHTreHobayopecieHTHOTO (PPA), PEHTTreHOCTPYK-
TypHoro (PCA), pacTpPOBOM 3JIeKTPOHHON MHUKPO-
ckortuu (POM) - MJIH C IIOMOIIBI0 MCKPOBOM aTOMHO-
SMHUCCHUOHHON cIleKTpoMeTpuu (A3C). OAHAKO
HeKOTOphle H3 3THUX METOLOB OTPAaHHYMUBAIOTCS
HMCCIeOBAHUEM TOJIBKO ITOBEPXHOCTH MaTepHaia.
Yro6bl IpPOAHAMHU3UPOBATE 00IIee ComepsKaHUe 3Jie-
MEeHTOB B 06beMe 06pa3ia, He06XOIUMO BCIO IIPO6Y
PaCTBOPUTH B CMECH KHUCJIOT, a 3aTE€M HCCJIeI0BaTh
C IOMOIIBIO ITOAXOLSIIEr0 CIIEKTPOCKOIIHMYECKOTO
MeToAa - ONTHKO-35MHCCHMOHHON CIIEKTPOMETPHHU
C MHAYKTHUBHO-CBSA3aHHOM mna3mon (HMCII-O3C),
unu 6osee HOBOIO - ATOMHO-3MHCCHUOHHOM CIIeK-
TPOMETPHUU C MUKPOBOJIHOBOH II1a3Mou (MII-ADCQ).
B JaHHOHM CTaThe HPEeACTABIEeHA METOAHKA OIpe-
JeneHUs KOHUeHTpauuu Al, B, Co, Cr, Mo, Ti,
V U Zr B HHUKeJIeEBOM CIIJIaBeé C HCII0JIb30BAaHHEM
Agilent 4210 MII-ASC.

CrnaBel ¢ comepskanueM Ti, Zr, Hf, Nb, Ta, Mo, W,
Ge, Sn 1nu Sb IIOTHOCTHIO PACTBOPSIIOTCS TOIBKO B pac-
TBOpax IIABUKOBOM KUCJIOTH (HF), a IOIHOe BCKPHI-
THe obpa3la - Heo6XOLMMOe YCIOBHEe [JIsi IIOALO-
TOBKH IIP06 K aHanu3y. CTaHAAPTHBIE CTEKJISHHEIE U
KBaplieBble CUCTeMBI BBOZA ITPO6 IIPUMEHSTh HeJlb3s,
IIOCKOJIBKY CBOGOIHAS IIJIABUKOBASI KHUCJIOTA UX Pa3b-
enaeT. Bo usbeskaHUe pazbeflaHUS CTeKJIa U KBapla
OCTAaTOYHOe coflep>kaHue HF mepef mpoBeJieHUEM aHa-
JIM3a JOOJKHO OBITh HEeMTPAJIM30BAHO ITyTeM J0b6aB-
neHHUs: 60pHOM KUUIOTH (H,BO;). B pe3ynbTaTe yBe-
JINYUBAETCSI BpeMsl IPO6GOIIOATOTOBKM, CHUKAETCS
3¢ PeKTUBHOCTD PaboOTHl 1a6OPATOPHUU U BO3HHKAET
JIOIIOJIHUTENbHBIM MCTOYHUK 3arpsi3HeHUs IIpo6.
9TOT cr1oco6 IPO6GOIIOATOTOBKU KaTerOpUYeCcKU He
IIOAXOOUT, €CIH B YMCJIO KOHTPONIHUPYEeMBIX 3JIeMeH-
TOB BXOAUT 60p, KaK B JAaHHOM KOHKDPETHOM CIy-
4yae. [TosToMy 1abopaTopuM, BHIIIOJHSIOU[ME TaKue
THUIIBI UCCIeI0OBAHUM, IPeAIIOYUTAIOT HCII0TIb30BaATh
CHCTEMY BBOJIA P06 M3 MHEPTHHIX MaTePHUaJIOB IS
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MIPSIMOTO aHanu3a 6e3 npefBapUTEILHON HeUTpalu-
3aL[MU [IJIaBUKOBOM KUCIOTHI [3].

SKCIIEPUMEHTAJIBHASI YACTb
O6opymoBaHHe

Agilent 4210 MIT-ASC - 5MUCCUOHHBIN CIIEKTPOMETP
JLJ1s1 6BICTPOTO I10C/IeJOBATE/IBHOIO MHOI03/IeMeHTHOTO
aHaIK3a, B KOTOPOM HCIIONb3yeTCsI UHAYLIMPOBAaHHAS
MUKDOBOJIHOBBIM M3JIyUYeHHEM a30THAS IIa3dMa. DTO
TIOBBINIAEeT 6€30IIaCHOCTh, M30aBISIS OT HeOoO6XOmHMO-
CTU NIPHMEHEHHUs OOPOrOCTOAIIMX M OIIACHBIX [a30B,
TaKUX KakK alleTHIeH, U 06ecrieYruBaeT BO3MOXKHOCTD
paboThl crieKTpoMeTpa 6e3 BMeIIaTe/lIbCTBa I107b30Ba-
Tens. s mopepsKaHUs IIIa3sMBL a30T MOMKHO IIOA-
BOAUTH U3 6ajoHa, cocyla [lpioapa UM reHepaTopa
asoTa Agilent 4107 (c rtomaueti Bo3yxa OT KOMIIPECCopa).
Jna comepskaiux HF pacTBOpPOB UCIIONB3YeTCS UHEPT-
Has CHUCTeMa BBOJA IIP06, KOTOpasl BKIIOYAET FOPEJIKY
IS MIT-ADC cepuu 4200/4210 (puc.l), ABYXXOZOBYIO
KaMepy paclblIeHUs U pacibuiuTens OneNeb Series 2,
U3TrOTOBJIEHHBIE U3 UHEePTHBIX MaTepUaJIoB. i yi1yd-
LIEHUS AOJITOBPEMEHHOMN CTAbUIIBHOCTU U CHUXKEHUS
OTJIOKEHUH COJIEH B PACIBUINTENIE IPU O6IIEM BBICO-
KOM COZiep>KaHU U PACTBOPEHHEIX cojied (TDS) B mpobe
IIPUMEHSIOT YBIAKHUTEIb PACIIBIIAIONIErO rasa.

Tabauua 1. Pabo4ue ycnosus MI-A3C Agilent 4210

anjanmua 5/2016(30)

Puc.1. MHepTHas ropenka ans Mr-A3C 4200/4210

I[IpubopoM VyIIpaBiseT MOIIHOe U IIPOCTOe
B HCIIOJNIb30BAHHMHU IIpOrpaMMHoOe obecreueHue
MP Expert. CriekTpomeTp MII-ASC MOsKeT paboTaTh
B IIMPOKOM JHAIla30He JJIUH BOJIH, II03TOMY BEI6OD
CIIeKTPaJIbHOIO0 MHTepBajla A1l paboThl 06yCI0oBIeH
TOJIPKO ITOCTAaBJIEHHOM 3ajJladyel M HeoO6XOJAHMMOCThIO
HCKJIIOYUTh BIHsSHHe HUHTepbepeHIUI. B Tabn.l
IIpUBeEeH IlepedyeHb Paboyux ImapaMeTpoB IIpubopa,
HCII0NIb30BAHHBIX B UCCIIeJOBAHUHU.

MapameTp npubopa XapakTepucTunka

lopenka

Jlerko yctaHaBnmMBaemMasi MUHepTHas ropesika Cc MUHXeKTOpPOM M3 OKCU-
Aa aJIIOMUHNSA

PacnbiinTensb

NHepTHbLIM pacnbiinTens OneNeb Series 2

Pacxon pacnbinnTens

ONTUMU3MPOBAH NHANBUAYANLHO A9 KAXKA0r0 3/1eMEHTA,
CM. Tabn.4

YBAaXXHUTeNb pacnbiNgaoLlero rasa

MOHTUpYeMbI

PacnbinnTensHas kamepa

MHepTHas ABYXX00Bas KaMmepa pacnblieHns

Tpybku Ans BBOAA NpO6 1 BHYTPEHHUX
3TaJIOHOB

MapKnpoBKa OpaHXeBbIn /3eneHbin, Solvaflex

ApeHaxkHble Tpy6KM

MapkupoBka cuHuin/ cuHmnn, Solvaflex

O6opoTbl Hacoca, 06/ MUH

15

KonnyecTBo napannenbHbix Npo6

3

AHanNu3npyemble 31eMeHTbI

Al, B, Co, Cr, Mo, Ti, V, Zr (Lu B Ka4ecTBe BHyTpeHHero ctaHaapTa)

Bpems cunTbiBaHUS, C

B-5,Lu—3,Zr-10, Al, Co, Cr, Mo, TinV-1

Bpem4 BbIxo4a Ha pexxum, C

15

Bpems nogaum npobbl, ¢

30 (bbicTpas npokavka)

BpeMs NpoMbIBKM, C

www.j-analytics.ru

75 (6bICTpas npokavka)
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Tabauua 2. AmmecmoB8aHHble 3HaYeHUSs! KOHUEHMpauul 3AemMeHmos 04 CmandapmHo20 06pasua cnaasa IN 100 Ha 0CHO8e HUKeAs!

DNeMeHT KOoHLUeHTpauus, Macc.% JNeMeHT KoHUeHTpauwnsa, Macc.%
Al 5,58 + 0,07 Mo 3,01+ 0,06
B 0,019 + 0,003 Ti 4,74 + 0,06
Co 14,71+ 0,07 Y 1,00 + 0,04
Cr 9,95+0,08 Zr 0,044 + 0,001
O

CTaHIAPTHBIH 06pa3zers

Oisg BanupgalMUd MeTOZa MCIIOJB30BaJIM aTTeCTO-
BaHHBIN CTAaHOAPTHHIM o6paser (crmaaB IN 100;
(BCS/SS-CRM Ne 345)) oT KOMIaHHHU Bureau
of Analysed Samples. CraB IN 100 M3roToBlIeH Ha
OCHOBe HUKeJsl U 06y1a/ilaeT BHICOKOM IIPOYHOCTHIO Ha
Pa3pheIB IIpU BBICOKUX TemIlepaTtypax. IN 100 comep-
SKUT BBICOKYIO KOHIIeHTpaluio Al 1 Ti, KOTOpBIe I1OBHI-
LIAOT €ro YAeJAbHYI0 IPOYHOCTS. CIIJIaB YCIIeIIHO IIPHU-
MEeHSUIM [JIS W3TOTOBJIIEHUS DPAa3NHMYHBIX [eTajel:
OT JIOIIATOK JIOIIACTE U CoIlesI TyPOUH 0 LIeJIbHOMUTHIX
Kosec [4]. B Tabn.2 mpeAcTaBiIeHbl ATTECTOBAHHEBIE 3HA-
YeHU S KOHLEHTPALIUH 3JIeMEHTOB B cryiaBe IN 100.

IToAroToBKa rpafilyMPOBOYHBIX CTAHAAPTOB U ITPO6

I[Ipy 1po6ONOATOTOBKE MCIIONb30BAJIKM PACTBOP
B HNO,-HCI-HF. IIpo6y HOMHMHaJIBHOM Macchl 0,15 T
TOYHO B3BeCHJIH U IIOMECTHIU B PEAKLHMOHHYIO IIPO-
6UpKYy M3 MHEpPTHoro Marepuana (PTFE). 3ateMm mob6a-
BHJIM 3 MJI 230THOM KHCJIOTH 69% (Merck) u 9 mi cons-
HOM KMCJIOTHL 37% (Merck); KOMIIOHEHTHl TIIATe/JIbHO

Tabauua 3. Cocmas 2padyupo804HbIX CMaHdapmos

repeMemniany, a Iocjae 3Toro Jo6aBUIN 2 MJI [171aBUKO-
BOI KHCJIOTH 48% (Merck) IByMS MOPLIMSIMHU. Pa3iosxe-
HUe IIPO6Bl IIPOBOLMIIM C HCIIONb30BAHHEM CHCTEMEBI
MHKPOBOJIHOBOI'O pa3yoxkeHUs 1pob UltraWave Single
Reaction Chamber (SRC), KoTOpas CIYKHUT OLHO-
BpeMeHHO U CBY-pe3soHaToOpoM, U peaKIHOHHBIM
cocymoM, dYTo obecrmedyuBaeT BO3MOXKHOCTH [OOCTHU-
SKeHUSI BBICOKUX TeMmIlepaTyp. IIpobUpKU He 3aKy-
IIOpHBAJIH, TaK Kak cucTeMa Single Reaction Chamber
HaXoAUIaCh B aTMocdepe a30Ta C AaBjaeHUEeM B 45 6ap.
O6mui 06peM Ipo6 AOBOAUMIHN 0 40 MJI C IIOMOIIBIO
JEeMOHU3NPOBAHHOM BOABL C YAENbHBIM COIIPOTUBIIE-
HyeM 18 MOM. sl KaskIOM IPo6Bl 6BIJI0 KaK MUHHU-
MyM TpHU Mapajuienu. TemMIlepaTypHas Oporpamma
MUKPOBOJTHOBOT'O PAa3JIOKeHUS COCTOSIA M3 JIBYX 3Ta-
[IOB [JIUTEJIBHOCTBIO 25 MHH Ka’KABIM HPU OLHHA-
KOBOM MOIIHOCTH HarpeBa 1500 Bt. CHauana IIpob6y
HarpeBaju Jo 250°C, a 3aTeM BBIAEPKMBAIH IIPH 3TOH
TeMreparype. KanubpoBoyHble CTAHAAPTHl TOTOBUIIU
M3 ATTEeCTOBAHHBIX CTAHJAPTHBIX OJHO3IeMEHTHBIX
06pa3LoB Agilent Ha BogHOM OCHOBe. IS ITPUBEOEHUS

SNeMeHTbl U KOHLEeHTpaLuun B CTaH4apTax, Mr/n

PacTBOp
Co Cr Mo Ti
Crangapt 0 0 0 0 0 0 0

1 24 48 40 20 6 0,8
2 72 144 120 60 18 2,4
3 144 288 240 120 36 4,8
4 288 576 480 240 72 9,6
5 50

6 100

7 200

8 1,5

9 2,5
10 5

n 8
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Tabauua 4. SMUCCUOHHbIE AUHUU, pACX00 2d3d HA pacnbliAUMeAb, Memod NONPAsoK Ha GOH U Ha UHMepPGEpeHULI 0AS KaKAozo

InemeHma
Pacxop,
rasaHa Bwua rpagynpo-
JnvHa Bos- Monpaska Ha GpOH Mewawuwune - p, Al KoadduumeHt
SNIEMEHT Hbl, HM pacrieimn= U nHTepdepeHumnmn 3/1EMEHTbI SOHHOMSABICHE Koppenaunu
: Tesb, peep MOCTU PP
N/MWUH
Al 394,401 0,35 ABTO NInHenHas 0,999
B 249,772 0,45 FLIC + IStd Ni PaumoHanbHas 0,997
Co 344,917 0,35 ABTO
Cr 435177 0,45 FLIC +IStd \
Mo 553,305 0,45 JInHenHasa 0,999
- ABTO
Ti 453,324 0,35
Vv 327,612 0,80 ABTO + IStd
Zr 383,676 0,40 FLIC +IStd Ti, V, Ni
Lu 261,542 0,45 ABTO Mcnonb3yeTca Kak BHYTPEHHUI CTaHAAPT
i

B COOTBETCTBHE C MATPHILEN KHCIOT pabouyux o6pas-
LIOB, BCe KaJIM6POBOYHEBIE 3TaJIOHBI Pa36aBUIU PACTBO-
POM LIapCKO BogKHU (20%) 1 HF (5%) B JeMOHHU3UPOBaH-
HOI Bofe. [lMama3oH IPafyUPOBKU OIIPefeNsid Ha
OCHOBAaHHUH OXHUIAEMBIX KOHIIEHTDALIUH 3JI€MEHTOB
B HccnenyeMor mpobe HUKeleBoro cruiasa IN 100. Ipa-
JYUPOBOYHBIE CTAHAAPTH M MX KOHIIEHTPALIMU IIpem-
CTaBJIEHH! B Ta611.3.

Br160p I/IMH BOJIH, IIONPAaBKH Ha GOH U HHTepdepeH-
LU0

B Tabn.4 mepeuucieHBl BHIOpaHHBIE [AJIsI IIPOBeje-
HUS HCCIIeLOBAHUS 3MUHCCHUOHHEBIE JIMHUHU, METOABI
oIlpefie/IeHUs IIOIIPaBOK Ha QOH U Ha HMHTepdepeH-
LIM10. BRI6paHHEBIe IJIMHEL BOJIH 06eCIIeYnBaOT MUHU-
MaJbHBle IIOMeXHU OT HHTepdepeHIIMM U IIHUPOKUU
JUHAMUYECKUI IUAIIA30H, YCTPaHSS He06X0AMMOCTh
BO BpeMsI3aTpPaTHOM pa3BefleHUU IIPo6 U IOBTOPHOM
aHause.

B KayecTBe BHYTPeHHero cTaHaapTa (Istd) ucmonb3o-
BaJIM PacTBOD JIIoTelus 50 MI/iI B 2% HNO;. Ilepen, pac-
IIbIJIEHHeM BHYTPeHHUH CTaHAAPT BBOAUIHU B IIPO6Y
B pe>KMMe PeasIbHOTO BpeMeHU C IIOMOIIbI0 Y-06pa3Hoi
TPYOKHU.

CIiaBbl METAJIJIOB MOL'YT COAEPsKaTh MHOIO 3JIeMeH-
TOB B Pa3/IMYHBIX KOHILIEHTPALIUIX OT PpIm 10 YPOBHEM
opsifika 1%, a 3TO MOXKET IIPUBOAUTH K B3aHMHOMY
BIUSHUIO. [IporpaMMmHoOe obecrmedeHue MP Expert
BKJIIOUAeT Gonbpliyio 6a3y AAaHHBIX OJAUH BONMH [JIS
BBI6Opa Haubojlee IOAXOASIIUX JUHUN B 3aBUCUMO-
CTHU OT MHTEHCHBHOCTH CUTHAJIa aHaJIUTA ¥ BO3MOXK-
HBIX CIEKTPAJIbHBIX UHTeppepeHIUH. [Ipy HATUYNU

www.j-analytics.ru

UHTepdepeHLIU M U KOI/la HeT APYTUX TUHUH C HYSKHOK
UHTEeHCUBHOCTBIO, [JIS BBe[eHUS IIOIIPABOK HCIIONb-
3YIOT IIPOrPpaMMYy IIOJ Ha3BaHHeM "ObICTpasi JUHEH-
Has IOMIpaBKa Ha BIHAHHe HHTepbepeninu” (FLIC)
ot Agilent [5]. FLIC MO>KHO ITPUMEHSITb, KOTZA B Y3KOM
CIIeKTPaJIbHOM UHTepBaJie COCPeLOTOYeHO MHOXKeCTBO
YAaCTUYHO HAJIOKeHHBIX APYT Ha Apyra SMUCCUOHHBIX
JIMHUEH, TH60 eCTh BCero ofHa 1ojoca. C rromorrpio FLIC
JIErKO BHOCUTbD IIOIIPABKM, YYUTHIBAIOLIKE CTPYKTYpH-
POBaHHEIM GOHOBBIM CHUTHaiI. Mogenu FLIC HpUHU-
MaloT B pacueT GOHOBbBIE CUTHAJIBI OT YUCTBIX PACTBOPOB
OIS KanubpoBOYHOM IIPO6BI, CUTHAJIBL OT HCCIefye-
MBIX 37IeEMEHTOB U OXUHOAeMBIX HHTepPepHUpYIOLINX
3/7IeMeHTOB/37eMeHTa B I1pobe. TakuM o6pa3oM, Moze-
JIUPYIOTCS TOYHBIE aBTOMaTH4YeCKMe IIOIIPaBKU Ha
uHTepbepeHIUU, UOeHTUPUIIMPOBAHHEIE B CIIeKTpe
aHaTU3UPYeMOH ITPOOKI.

B pmaHHOM wucciaemoBaHuu FLIC pgokasana CBOIO
30beKTUBHOCTD B pa3pellleHUU IIpobieMbl MHTepde-
PEeHLIMU B CTAaHAAPTHOM o6paslie. PacTBOpHl I'Pafyu-
DPOBOYHBIX CTAaHAApPTOB, aHAIU3HMPYEeMBIX 3JIeMEeHTOB
U UHTepepeHTOB, UCIIONb30BaHHEIE IS Pa3paboTKU
mogener FLIC, mpuBeeHE! B TabI1.5.

OmpefeneHue COAepsKaHUS XpOMa B aTTeCTOBaH-
HOM CTaHZApTHOM o6pa3sie IN 100 U3 cIjiaBa - XOpo-
UM npuMep MofgenupoBaHus FLIC mjisg ycTpaHeHUS
UHTeppepeHLIUY IIPU OIpeJieIeHUN KOHIeHTPAlInit
B CJIOKHBIX 06pa3iax. B cryaBe IN 100 KOHLIEHTPALIH S
XpoMa JOCTATOYHO BBICOKas, IIO3TOMY AJII MCCIe[0Ba-
HUS BBI6PaIU JIMHUIO B crieKTpe Cr ¢ MAKCUMYMOM Ha
435,177 HM. OHa [OBOJIBHO MHTEHCHBHASA U IIPaAKTHYe-
CKU cBOBOmHA OT MHTepbepeHIIMH 32 HCKIIYeHHeM

83



AHATIN3 N KOHTPO/J1b: TEXHONOT NN, NPUBOPLI, PELLEHNA

512016(30)

Ta6auua 5. MocredogamenbHocmb pazpabomku modeneli FLIC (8 CkobKax KOHUeHMpauuu pacmaopos, mz/A)

SNemMeHT 1 PactBop PactBop PactBop PactBop
OJIVHA BOJTHbI, HM YNCTOW NPOBLI nccnegyemom npoobol nHtepdepeHTal nHTepdepeHTa 2
B 249,772 B (10) Ni (10000)
Cr435177 Kannbposotxas Cr (1000) V (1000)
npoba
Zr 383,676 Zr (100) Ti(1000) V (1000)
I —

cocemHero curxana ot V() Ha 435,287 uMm. Ha pwuc.2
TIOKa3aHbI CUTHAJIBI 1)1 Cr 435,177 HM (KpacHas THHHA)
M MHTEPOEPUPYIONIETr0 37eMeHTa V (3e/1eHas TUHUS),
IpudeM IIHUK V CMOAeNINPpoBaH ¢ moMouisio FLIC, Takon
CITI0c06 IT03BOJISIET HPSIMO OIIPeAensTh comepkaHue Cr
B 11pobe.

PE3VJIBTATBI 1 OBCY>KOEHUE

IIpenensl oO6Hapy>KeHUSI METOAA

[lpemensl o6HapysKeHUs MeToma (MDL) OlleHeHB
nnyteM 10-KpaTHOTO IIOBTOPA aHANK3a PA3/I0>KeHHOM
B KHUCJIOTe IPO6BI CTAHZAPTA B YCIAOBUSAX METOLA.
MDL ompepensanu Mo 30-KPpUTepHIO OId Ka’KLOro
37leMeHTa. IIpefen KOJIMYeCTBEHHOIO OIlpefie/IeHU S
(LOQ) mns maHHOTO HCCIeNOBaHHUS OBIT pacCUU-
TaH KaK [eCATHKpPaTHOe CTaHJapTHOe OTKJIOHe-
HUe oIlpelessieMOM KOHIIeHTPALlMU, YMHOXeHHOe

Ha CpeaHUH Ko3)OUIINEHT pa3sBeleHusI, UCI0Ib30-
BaHHBIN IpHU mpoboroarotoske (267) (tabmu.6).

JlonroBpeMeHHas CTabUJIBHOCTD

JUIsi IpOBepKHU [OJNTOBPeMEHHON CTabUIbHOCTHU
rnpubopa IIpU AJIUTENbHBIX H3MePeHUSIX Pa3JIOKeH-
HYyI0 Opoby HHUKeJleBoro ciiapa IN 100 aHanIu3u-
poBaiIu KakAble 4 MUH B TeueHUe 8 U HeIIPepHIB-
HBIX H3MepeHUMN. Kakable TpU 4daca MIPOBOSUIU
IIepeKaJqub6POBKY C MCIIOJb30BAHUEM CTaHAApTa
IIpo6Bl UM OOHOTO CTaHAapTa (3TanoH 3). Ilocie 8 4
paboThl HabnomaNach XOpoIIasl IOJITOBpPeMeHHAas
CTabUIBHOCTh II0 BCeM 3JIeMEHTaM CO CPeJHUM
OTKJIOHEeHHEM B IIpefienax *10% OT aTTECTOBAHHBIX
3HaYeHUH (pHC.3) U OOJTOBPEMEHHOH TOYHOCTHIO
U3MepeHUN MeHee 5% OT OTHOCHUTEJNBHOrO CTaH-
IapTHOro OTKIOHeHHUS (RSD) (cM. Tab1.6).
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Puc.3. [onroBpemeHHass CTabuUAbHOCTb pe3yabTaToB
M3MepeHus KOHLLeHTpauuu 3/1eEMEHTOB B aTTeCTOBaHHOM
CcTaHaapTHoM obpasue IN 100 13 HuKeneBoro Ccnaasa
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Tabauua 6. Mpedenbl 06HapysKeHus memoda (MDL) u KoaudecmseHHo20 onpedenerus (LOQ), a makke doAzo8pemeHHass mouHoCcmb (3a 8 4)

S/1IeEMEHT U A/INHA BOJIHbI, HM

Al B Co Cr Mo T V Zr
394,401 249,772 344917 435177 553,305 453,324 327,612 383,676
MDLepactsope | 607 | 0,003 0,10 0,02 003 0,03 0,03 0,004
(mr/n)
LOQ B TBEPAON 6,2 2.8 89 20 24 26 23 35
npo6e (Mr/kr)
RSD, % 2] 13 31 2,2 2] 3,0 17, 4,5

Tabauua 7. CmeneHb U3BAYEHUS U pACCHUMAHHbIE 3HAYEHUS HEONpedeAeHHOCMU™ 04 3AeMeHMo8 8 dMmecmo8aHHOM CMAHOAPMHOM
06pasue u3 Hukenresoz2o cnaasa IN 100

Copep>kaHue no PesynbTathl
SNeMeHT 1 Ann- [MorpewHoCTb, [TorpelwHoCTb CooTBeTCcTBME
cepTudukary, o aHanusa, o .
Ha BOJIHbI, HM o Macc. % o (n=22), macc. % cepTudukarty, %
Macc. % Macc. %
Al 394,401 5,58 0,07 533 0,12 95,4
B 249,772 0,019 0,003 0,020 0,0003 105,4
Co 344,917 14,71 0,07 15,52 0,20 105,5
Cr435177 9,95 0,08 10,68 0,14 107,4
Mo 553,305 3,01 0,06 3,01 0,05 100,0
Ti453,324 4,74 0,06 4,55 0,08 96,0
V 327,612 1,00 0,04 0,95 0,01 95,0
Zr 383,676 0,044 0,001 0,041 0,001 93,1
I —

ToYHOCTHh aHa/IM3a aTTECTOBAHHOIO0 CTaHAAPTHOIO
o6pasia IN 100 13 HHKeJIEBOr0 CILJIaBa
I[IorpeIrHOCTh aHajlM3a BCeX JJIeMEeHTOB, oIpefe-
JIEHHBIX B aTTECTOBAHHOM CTAaHIAPTHOM o6pa3slie
HUKejleBoro cmnaBa IN 100, Haxomuiack B IIpefe-
jnmaxX +10% OT aTTeCTOBAHHBIX 3HAYEHHWE, YTO IOJ-
YyepKUBaeT IIPUTOLHOCTh METOAUKH [OJIS OIlpefele-
HHUS KOHIIEHTPALMI B CIJIaBaX Ha OCHOBe HUKeJS.
B Tabn.7 mpencTaBieHbl CpeJHHE 3HAYEHUS IIO
pe3yabTaTaM BBIINOJHEHHBIX ABaKAbl TpeX CepUm
H3MEPEeHHUN KOHIIEHTPALIUH — II0 TPHU HPO6BI B KasK-
IOoM. OTMeTHM OOCTATOUYHO 60JIBIION AUAIla30H OIIpe-
JesieMBbIX KOHLIEHTPAlMi 3a OOUH aHalu3 6e3 pas-
6aBIeHUS.

[I1aBUKOBasI KUCJIOTA Heob6XoguMMa B IIpoliecce
pas3yiokeHUs A obecIiedyeHU S MIOJIHOTO pacTBOpe-
HUS U XOpOIIeMt CTelleHU u3BnedeHus Ti, Mo u Zr.

YTob6Bl IIpOLeMOHCTpUPOBaTh 3ddeKTUBHOCTh HF
B [OOCTHUXXeHHU IIOJITHOIO pa3jIo’keHHs, [OBa aTTe-
CTOBAaHHBIX CTAHZAPTHBIX 06pa3lia M3 HUKEIEeBOTO
crnaBa IN 100 pacTBOpMIIM TONBKO B cMecu HCI-HNO,
U UCCIefOBalIk. 3aTeM COIIOCTABUIIU CTeIleHb KM3BJle-
YeHUS LieJIeBbIX 3JIeMEeHTOB U3 PACTBOPOB CMeCH KHUC-
J10T. KaK ¥ O3KUJaJIoCh, CTeIIeHb U3BJieyeHU st Mo, Tiu
Zr 61 HUKE, eCJIU PA3JIOSKeHUE ITPOBOAMIIU TOIBKO
C UCIIOIb30BAHUEM LIAPCKOM BOAKHU (pHC.4).

BBIBO/IbI

Pe3ynpTaThl aHalaM3a aTTEeCTOBAHHOIO CTaHZAAapT-
HOro o6pa3ua IN 100 M3 HHUKeJIeBOIO CIIJaBa IIOKa-
3BIBAIOT, YTO Agilent 4210 MII-ADC obecrmedyuBaeT
3¢ eKTUBHBIN M TOYHBIM aHaIU3 CIOXHBIX IIPO6
MeTaJlJIOB U CILJIABOB. IIpOofeMOHCTPHUPOBAH IIUPO-
KUK AUHAMHYECKHM [OHAIa30H OLHOBPEMEHHOIO

HeonpeaeneHHOCTb (NONOBMHA WNPWHbI LOBEPUTENBHOTO MHTEPBAa) paccumTaHa no popmyne: t-S.,/vVn), rae t — COOTBETCTBYIOLLEE 3HAYEHWE [BYCTO-
POHHero t-kpuTepus CTblofeHTa NPy JOBEPUTENBHOM BEPOSTHOCTU 95%, @ S,,, — CTAHAAPTHOE OTKNOHeHWe (BHYTpMAIabopaTopHbIX CPeACTB A/1s aTTeCTo-
BAHHOrO CTaHAAPTHOro 06pasLa Uav onpeaeeHnsa KOHLEHTPALMIA B MapannesbHbix cepnax npob ana oépasua ms cnaaea IN 100).
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% M3Bn. A.R. 6e3 HF| 96,3 |106,3|101,7{101,2| 87,7 9,8 | 93,3 81,5

Puc.4. TOYHOCTbL OonpefeneHnst KOHUEHTPAaL MK BbIBpaHHbIX
3/1IeMEHTOB B aTTECTOBAHHOM CTaHAApTHOM obpasue IN 100
M3 HWKEeNEeBOro CnaaBa, KOTOPbLIM PacTBOPSAM TOMbKO
BHCI-HNO; (kpacHbi) n cmecn kncnoT HF + HCI-HNO; (cuHni)

ompezeneHUs KOHIEHTPALI UK 3JIEMEHTOB ~ OT COTEH
PPb [0 JeCATKOB IPOLIEHTOB — B OLHOM 06paslie 6e3
[IpeIBAPUTENBHOTO Pa3BeJeHUs C BBICOKOM TOYHO-
cThio. IIoOKa3zaHa Xopollas LOJCOBpeMeHHas CTa-

6UJIBHOCTD IIPU HEeIIPePhIBHBIX U3MEPeHUIX B Teue-
Hue 8 4. [TporpamMa FLIC ycrielrHo cCMoeupoBaia
CJIOKHBle HHTepdepeHTHBle CUTHAJIbI, 06eCIIeuuB
XOpollre pes3yJbTaThl LJISI BCEX 3JIeMEHTOB B OHa-
I1a30He KOHLIeHTPALIUH B IIpefiejiax TpeX IOPSIAKOB.
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