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1 BBEJEHHUE

Hacrosiias MeTOAHKA pacpoCTpaHAETCA Ha CHEKTPOMETPBI aTOMHO-3IMHCCHOHHbIE C MHK-
poBoHOBO# IU1asmoit 4210 MP-AES (nanee mo TEKCTy — CIIEKTPOMETPbI) BBITYCKaeMBIC ¢dbupmoit

«Agilent Technologies Bayan Free», Manasus.

CneKTpoMeTpHI MOJIeXaT NEPBUYHON NMOBEPKE N0 BBOJA B 3KCIUTyaTallHIO H IOCHE pe-
MOHTA H IIEPHOJHYECKOH OBEPKE B IPOLIECCE IKCILTyaTaunH. MHTepBan Mex 1y noBepkamu — 1 roz.

2 OIIEPAIIMH ITOBEPKH

Tabmuna 1- Onepanuy NOBEPKH

Homep nyukra| IlpoBenenne omepanuy npu
HaumenoBaHue onepannu HacCTOsAIIEH NEpBHYHOM | IEPHOAHYECKOH
METOJUKH HOBEPKE IIOBEPKE

BremHuui 0cMOTP 7.1 Ha Ha
OmnpoboBaHue 7.2 Jla Ha
HMoxnreepxaenne cootsercTBus 10 73 Ja Ja
OrmnpeneneHne METPOJIOTHYECKHX 74 Jla Jla
XapaKTEPHCTHK:
Onpenenenue otHocuTenpHoro CKO uuTeH-
CHBHOCTH CIIEKTPAJIbHBIX IHHHH KOHTPOJIbHEIX 74.1 Ha Ha
snemenToB (Ba, Mn, Cu)
Onpenenenne nNpenenoB 0OHapyKEHHSA KOH-

74.2 Ha Ila
TpOJIbHEIX JeMeHToB (Ba, M, Cu)

2.2 Eciiv npu NpoBeJEHHH TOH WIIM HHOM OIEpaliy IOBEPKH IOJY4YeH OTPHLATEIbHbIH

pe3yNbTar, JanbHeinas MOBEPKa MPEKPaIlaeTcs.

3 CPEICTBA IIOBEPKH

Tabmna 2 — CpeacTBa MOBEPKH

N
n/a

HanMeHoBaHHE U THII CPEACTBA MOBEPKH

OCHOBHBIE TEXHHYECKHE H (HJIH) METPOJIO-
THYECKHE XapaKTEPUCTHKH HIIH HOMED

7836-2000).

TocynapcTBeHHbIE CTaHAApTHEIE 06pasipl CO-
cTaBa pacTBOpoB HOHOB MeTaiL1oB Ba (I"CO
7760-2000), Mn (I'CO 7762-2000), Cu (I'CO

MaccoBast KOHIIEHTpalysl HOHOB METAIIOB
Ba, Mm, Cu - 1,0 Mr/em’.
IMorpemnocTs +1 % (IpH ZOBEPHUTENHHOM
BeposTHOCTH p=0,95).

2 | Bopa mns nabopaTopHOro aHajin3a

[MepBoii CTENEHH OYHCTKH
no 'OCT 52501-2005

3 | Kucmora asoTHas

Kg. «x.4.» mo I'OCT 4461-77

TepMOrHrpOMETP 3TEKTPOHHBIA YTBEPXKACH-
4 | HOrO THIAa, 3aperHCTPHPOBaHHBIA B Pene-
pansHOM HHpopManroHHOM (onne mo OEU

JIuana3oH H3MEpPEHHH OTH. BIAXHOCTH OT
10 no 100 %; a6c¢i. morpemHocTs He 60-
nee 3,0 %; nuama3oH H3MEPEHHH TeMIepa-
Typsl oT +10 10 +40 °C; abei. morpei-
HocTb He 6oiee 0,5 °C

HBIH.

Bapomerp-anepona M-110 uinu ananoruy-

Jlnana3oH W3MEPEHHH He yxe yeM oT 630

1o 790 (84- 105 xIla) Mm.pT. cToi6a, (OT

84 no 105 kIla) abcn. morpemHoOCTh £2,5
MM.PT. CTOJIOA

3.2 Jlomyckaercsi NpHMEHEHHE aHAJIOTHYHBIX CPEACTB IMOBEPKH, OOECIeYHBAIOIIMX
ompeieNIeHHe METPOJIOTHYECKHX XapaKTEPHCTHK CIIEKTPOMETPa C TpeOyeMOii TOUHOCTBIO.




4 TPEBOBAHHSI K KBAJIM®HUKAIIMU IOBEPUTEJIEN U
TPEBOBAHUSA BE3OIIACHOCTH

TpeGopanus 6e30MaCHOCTH HOJDKHBI COOTBETCTBOBATh PEKOMEHIANMAM, H3JI0XKEHHBIM B Py-
KOBOJCTBE I10 9KCIUTyaTallMH CIIEKTPOMETPOB.

K npoBeneHu0 noBepKy JOMYCKAlOTCS JIAIA, W3yYUBLIME PYKOBOJACTBO II0 SKCIUTYATALMH K
METOJINKY IIOBEPKH M HMEIOINHE YIOCTOBEPEHHUE IIOBEPUTES.

Jlns oy 9eHusl HaHHbIX, HEOGXOMUMEIX JUIA IOBEPKH, IOIyCKAETCS Y4acTHe B OBEPKE Olepa-

TOpa, 00CITYXUBAIOLIETO CIIEKTPOMETP HIIH CEpBUC-UHKEHepa (10, KOHTPOJIEM ITOBEPHTELS).

S YCJIOBUS TPOBEAEHUSA IIOBEPKH
5.1 Ilpu npoBeeHKH NOBEPKH JOIDKHBI OBITH COOIIOAEHBI CIIETYIOIHE YCIOBHS:

- TeMmImeparypa oKpyxatomei cpensl, °C ot 15 go 30
- OTHOCHTENbHAas BJIAXHOCTh BO3ayxa, %o, He 6onee 80

- atMocdepHoe naBienue, k[la ot 84 o 105
- HanpshDKEHHE IUTaHHs epEMEHHOTro ToKa, B 220422

- npu vacrore, I'g 50+1

5.2 Ha Teppuropun, BEIOpaHHO#M JUIS SKCIUIyaTauuy CIEKTPOMETPOB, JODKHBI OTCYTCTBO-
BaTb CKBO3HAKH, KOPPO3HOHHBIE aTMOC(hEpEI M BUOpanus. 30HbI ISl IOATOTOBKH NPo6 ¥ XpaHEHHs
MaTepHaJIoB CIIEAYET pacloiarats B OTASIEHOM [IOMEILECHHH.

5.3 Cpena nomxHa GbITE cBOGOHA OT BUIH U MOBBILIEHHOH BIaxxHOCTH. JIIs yrIpaBieHus
napaMeTpaMH CPEZIbI HACTOATENBHO PEKOMEHIYETCs HCII0Ib30BaTh KOHAHIIMOHMPOBAHKE BO3IYXa.

5.4 PsnoM ¢ npuGopoM He NOMKHO GBITh MCTOYHHMKOB TEIUIa, TAKHX KaK ra30Basd ropeka,
JIEKTPOHArpeBaTesib, Ne4b H T.I1., YTOOBI KpbIlIKa npubopa He HarpeBatacs (10 70 °C wiu 607b1ne).
HonyckaeMbIil neperaj TeMIepaTyphl B Te4eHHe CyTOK — He Gonee (1,5 + 2)°C.

6 IOAI'OTOBKA K IIOBEPKE

6.1. IIpoBepHTh, YTO BBIMYCKHAA M NPUEMHAS JIMHUM HATEXHO 3aKPEIUICHBI HA CIIEKTPO-
MeTpe, ra3’oBble IIAHTH NOCOSANHEHBI K IPHOOPY, HICTOYHHMKHM ITOJa4H ra3a BKIKOYEHBI H HACTPO-
CHBI C IPAaBHJILHBIM 1aBJICHHEM, IPEONTHYECKOE OKHO HE COIEPXKHT 3arpsA3HEHHH U IPABHIIBHO yCTa-
HOBJIEHO, & TaKX€ 9TO 3aMOK HaXOAUTCA B paboTOCIIOCOOHOM COCTOSIHHH.

6.2 BcraBuTh ropenky M IOBEPHHUTE ee YUKy A0 YHOpa, YToOBI 3aKphITh ee. COBMECTHTD
THE3/I0 PacNbUTMTENIbHON KaMephl C LIAPHUPHBIM COEIMHEHHEM B OCHOBAaHHH TOPEIIKH M 3aKpEIHTe
€ro ¢ IOMOLIBI0 PUKCATOpa. YOeauTCs B TOM, YTO BCE IIUIAHTH U TPYOKH paCIIBUTMTENHHON KaMepsl,
PacCMBLUIATEIS H IJIAHTOBOT0 HACOCA MPABHIIBHO MOCOEANHEHBI.

6.3 IToAKIIOYNTE CIIEKTPOMETP K JIEKTPHYECKOi ceTH nuTanus 220 B U BKIIOYUTS ceTeBoit
TyMOJiep Ha creKTpoMeTpe. 3allyCTUTh mporpammHoe obecriedenue Ha ITK, yGemuTscs, uto po-
rpaMmHoe obecriedenne MP Expert 3arpy3iiochk MOJTHOCTIO X HHALMATM3AIHMS CTIEKTPOMETPa Ipo-
11712 YCIIEUIHO.

6.4 IIpoBepH TS, YTO NMEPEKITIOUATEND [Ia3Mbl HAXOAUTCS B COCTOSHHU «BKJIFOYEHOY
(Haxar).

6.5. BKiIouMTs Nofavy aprona M asoTa, OCYIIECTBUTH [IPOTPEB CIIEKTPOMETPA IIPH BKITIO-
YEHHOH I1a3Me He MeHee JBYX 4acoB.

6.6. 3aaTh napameTphl pabOTHI CIIEKTPOMETpA, yKa3aHHBIE B TabuHIe 3.

Tabmuna 3 - [Tapamerps! paboTI cieKTpoMeTpa

YcranapnuBaeMble HapaMeTphl H3MepAeMEI aemenT
Ba Mn Cu
Bpems urenHus, ¢ 5 5 5
Bpems crabunmsanuy, ¢ 12 12 12
Bpems 3a6opa o6pasua (Jurst aBTocamiuiepa), ¢ 17 (15) 17 (15) 17 (15)
Cxopoctb Hacoca, 06/MUH 15 15 15




Yncno permkar 10 10 10
JMHA BOJHEI, HM 614,171 403,076 324,754

6.7. IIpHrOTOBHTh NPOMBIBOYHEIA pacTBop myTeM Jo6aBnenus 10 cM® a30THOM KHCIOTHI
K7acca He Hike X.4. 10 TOCT 4461-77 B 990 cM® Boas! 1 1aGopaTopHOro aHaATH3a.

6.8. M3 rocynapcTBEHHbIX CTAaHAApPTHHIX O0OPa3’LOB, YKa3aHHLIX B Tabiuue 2, B COOTBET-
CTBHH C IIPHJIaraeéMo# K HUM HHCTPYKIHEH, IPUTOTOBUTH TOBEPOYHBIE pacTBophl Ba, Mn, Cu ¢ Mac-
COBBIMH KOHLEHTPAlIHAMH 3JIEMEHTOB 5 Mr/imM® (KOHTpONBHEIH pactBop Ne2). KoHTpoibHBIM pac-
TBOpoM Nel siBisercs Boga nepBoii crenedd ounctkd 1o FOCT 52501-2005.

7 TIPOBEJEHME IIOBEPKH
7.1 BuemHuii ocmoTp

7.1.1 Ilpu BHEIHEM OCMOTPE AOJIXKHO OBITH YCTAHOBJIEHO:

- HaJIHYHE MAPKHPOBKH, IIOATBEPXKIAIOIIEH THI H HACHTHQHUUPYIOLIEH CIIeKTpo-
METPBI;

- OTCYTCTBHE Ha HapYXHBIX [IOBEPXHOCTAX CIEKTPOMETPOB MOBPEXKICHHH, BIHSIOLIHX
Ha X paboTocnoco6HOCTD;

- OTCYTCTBHE OCNabJIEHHH 37IEMEHTOB KOHCTPYKLHH, YHCTOTY pa3beMOB;

- COCTOSIHHE COEIMHHUTEIBHBIX Kabereit;

7.1.2 CrieKTpOMETPBI CUHTAIOTCS MPOLIEAIIHMHE ITOBEPKY MO 1. 7.1, eciii KOpIyc, BHEIIHHE
3JIEMEHTbI, OpraHbl YNPABJICHHS HE IOBPEXAEHBl, OTCYTCTBYIOT MEXaHHYECKHE MOBPEXICHHS H
ocnabeHns IEeMEHTOB KOHCTPYKIHH.

7.2 OnpoboBaHue

7.2.1 OnpobGoBanue (caMOTECTHPOBAaHHE) CIIEKTPOMETPOB IIPOM3BOJUTCA ABTOMATHUECKH
I10CJIE BKIIIOUEHHS ITUTaHHS.

7.2.2 Haxmure xHonky «IImasma» B nmporpamMMHoM obecrieyeHnn MP Expert, HaxmuTe
xnasulty F5 umu BeiGepure «Ilnazma BKII» 110 CTpeTiKe, pacoIoXKeHHOM 1101 KHONKOH «[Tnasmanr.

7.2.3 Otperynupyirte NPHXUMHBIE IUTaHKH IEPHCTAIBTHYECKOTO HACOCA )i BHIPABHHBA-
HHSA II0TOKa NPOGEI, €CIIH 3TO eIl He CAENaHo.

7.2.4 TloMecTHTe LUIAHT HACOCA B IPOMBIBOYHEIH PacTBOp, a CIMBHYIO TPYOKY — B CJIHB-
HOH pe3epByap.

7.2.5 Haxmure kHonky «Hacoc» B mnporpamMHoM ofecrevennn MP  Expert
u BeibepuTe «HopMmansHO» (15 06/MHH) N0 cTpenke, pacnonoxenHo# mox kHonkoi «Hacoc». Byner
3alyIleH HacoC ¥ HAYHETCS paclbUIEHHE PacTBOpa.

7.2.6 CrieKTpoMETpHI IPU3HAIOTCS NPOLIEAIIAMH ITIOBEPKY 110 IT. 7.2, €CITH Ha 9KpaHe MOHH-
TOpa KOMIIbIoTepa ¢ ycraHoBleHHbIM I10 nocne npoueayphsl caMOTECTHPOBaHUS MOSBIAETCA CTap-
TOBOE OKHO IIPOrpaMMBbl YIIpaBJIeHHA IpU6OpOM, a Iocie 3ammycka Hacoca IPOUCXOMT pacibUIeHHE
IIPOMBIBOYHOTO PacTBOpa.

7.3 IloaTBepxaenue coorsercreus I10

Ioareepxaenue coorsercTBUs 110 3aKkmodaercs B olrpeaeeHHe HOMEpa BEpPCHH (MACHTH(H-
KaIHOHHOTO HOMEpa) NpOrpaMMHOro ofecrieyeHusl.

OnpeneneHue OCyIECTBISETC CIEYIOIIM 00pa3oM:

- B IJIaBHOM OKHE IIPOrpaMMBbI B CTPOKE KOMAaH/I IIETKHYTh MBIIIBIO Ha KoMaHJie «CnpaBkay;
- B OTKpBIBIIEMCS OKHE IIENKHYTHh MBIIBIO 110 cTpoke «O MP Expert», B pe3ynbrare dero ot-
KpOETCS OKHO, B KOTOPOM NpHBeAeHH! HaeHTH(QUKanHnoHHOE Ha3BaHKe [10 U HoMep BepcHH.
[Mpumep okHa nAeHTHUHUKAIIUH IPUBEEHA HA PHCYHKeE 1.
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7.3.2.  CnexTpoMeTp CUHTaeTCs BBLIEPXKaBIIMM OBEpKY o 11.7.3, eciiu Bepeus 10 He Huxe
1.4.0.4110.

7.4 OnpeneJieHHe METPOJIOrHIECKHX XaPAKTEPHCTHK

7.4.1. Onpenenenue oTHocuTeabHOro CKO MHTEHCHBHOCTH CHEKTPAIBHBIX JHHHHA KOH-
TPOJIBHBIX 31eMeHTOB (Ba, Mn, Cu).

7.4.1.1. Ucnonp3ys moBepOYHbIE PaCTBOPHI, YKa3aHHBIE B 11.6.8, H3MEPUTh HHTEHCHBHOCTE
CIEKTPAIBHBIX IMHMHA Ka)XXIOro yKa3aHHOIO 3JIEMEHTA (Ha AMMHAaX BOJH YKa3aHHBIX B TaOuie 3.).
Yucno n3mepernii 10 3anaHo panee B napameTpax paboTsl ciekrpoMerpa (Tabnuna.3). Kaxasrnit pas
IIPH CMEHE NIOBEPOYHOr'0 pacTBOpa CIEAYeT AeNaTh NPOMBIBKY CHCTEMBI BBOJA IIPOOBI IPOMBIBOY-
HBIM pPacTBOpPOM, IUIS IIPEAOTBpAIlEHUs NONAaJaHUs OCTaTKOB NpeAbLAyIeid npoOsl B H3MEPUTEb-
HBIW TPAaKT.

7.4.1.2. 3nauenne OCKO 6yner aBTOMaTH4YeCKH OTPaXkaTbCs B panopTe NOJIy4YeHHbIX JaH-
HBIX, KaK «% RSD». Tak xe no nomydenHsM B 11. 7.4.1.1 3HaU€HUAM HHTEHCUBHOCTH MOXHO OIIpe-
nemuts OCKO ms Ba, Mn, Cu no gopmyne 1 BpydHyIO HITH € TOMOILIBIO 3JIEKTPOHHBIX TaOMIL:

z:(li_j)2
£ %100 (%),
n-—1 1)

rae: /; - HHTEHCHBHOCTD CIEKTpAIbHBIX THHUA Ba, M, Cu, ycinoBHbBIX eauHul (y.€.);

I - cpeqHee 3HaUYeHWe HHTEHCHBHOCTH CHeKTpaibHbIX JuHMHA Ba, Mn, Cu , ycIoBHBIX
enuHul (y.e.);
n — YHCJI0 U3MEPEHUH.
7.4.1.3 CnekTpoMeTp NpH3HAIOTCS NPOILICAIINM IIOBEPKY, €C/IH IMOJIy4YeHHbIE 3HAYeHHS
OCKO =e npessimatot 3,0 %.



7.4.2 Onpenenenne npenenon 0OHapyXEHHS KOHTPOJIbHBIX 3IEMEHTOB (Ba, Mm, Cu)

7.4.2.1. Hcnons3ys KOHTPONbHEIE pacTBopsi Ne 1 1 Ne 2 moctpouTs I'pagyHpOBOYHEIE 3a-
BHCHMOCTH A1 Ba, Mn, Cu.

7.4.2.2. Ucnions3ys TPaTyHPOBOYHBIC 3aBUCHMOCTH, OIIPEIEIHTD KOHIICHTPaLUH 3JIEMEHTOB
(Ba, Mn, Cu ), ucrons3ys B kauectse Ipo0bI BOAY At labopaTopHOro anammsa o FOCT 52501-
2005 (crenens uuctots 1). Ornpenenenne KOHLICHTPALMH KaXKIOro 3JIEMEHTa OyeT aBTOMAaTHYe-
CKH IIPOBOIMTLCS 10 pas.

7.4.2.3. Tlo noxy4eHnbM pesynstaram [10 CIEKTPOMETpa aBTOMAaTH4eCKH Bbrauciaut CKO
PE3YJIbTATOB H3MEPEHUS KOHLEHTPAMK JUIA K&KIOTO 3JIEMEHTA OTAENbHO (oTpaxaeTcs B panopre
kax SD). Tax xxe CKO MOXHO BEIMHCIHTS BPYHYHYIO HIIH C NOMOIUBIO 3NEKTPOHHBIX TabIHI] [0

popmyre:

i (C,. - E)Z
CKO = || ,

n-1

@)

I'me: C, - maccosas koHuenTpauus Ba, Mn, Cu B Mxr/om>;
C - cpennee 3navenne MaccoBoit konuenTpanuu Ba, Mn, Cu B Mkr/nm>;
IT — YHCJIO H3MEPEHUIA.

7.4.2.4. 3a npenen o6napyxeHus (I1pO) npuHAMaIOT yTpoeHHOE a6CoOTHOE 3"ayeHue CKO
(30-KpHTepnii), KOTOPOE BHYHUCIIIOT 1O dopmyrne:

ITIpO =3 x CKO, wmkr/om3 (3)
I'ne: CKO - cranpapTHoe oTK0HEHME (11.7.4.2.3), Mxr/mv>,
7.4.2.5. CeKTpoMeTpHI NpH3HAIOTCS [POLICTUIMMH TTOBEPKY, €CIIM PACCYMTAHHBIE BEJTH-

HHBI [IPEJIENIOB O0HApPYKEHHUS JUIS KaXKIOTO 3JIEMEHTA He IPEBLINAIOT 3HAYCHHS, IPUBEAEHHOTO B
Tabnuie 4.

Tabmnuna 4 — Ipenens oGHapyXeHHs

DJieMeHT (ITpO), Mxr/mm>, e Gonee
Ba 2
Mn 7,5
Cu 15




8§ O®OPMJIEHHE PE3YJIbTATOB IIOBEPKH
8.1. laHHBIe, MOTyYEHHBIE IPH HOBEPKE, OQOPMIISIOTCS B IIPOM3BOJIbHOIM dopMe.

8.2. CnexTpoMeTp, yIOBIETBOPSAIOMINIA TpeOOBaHHAM HACTOAILIEH METOMNKH IIOBEPKH, IIPH-

3HAETCs TOAHBIMH M Ha HETO O(OPMIISETCS CBUAETENBCTBO O OBEPKE IO YCTAHOBJIEHHOH (opMe.

Ha o6opoTHOIi cTopoHE CBHAETENHCTBA IPHBOAUTCSA CleAyoas HH)opMalHs:

-pe3ynbTaThl ONpoOOBaHUS M BHEIIHETO OCMOTPA;

-pe3ynbTaT npoBepku cootBeTcTBUs [10;

- pe3yJIbTaThl ONPEETICHUS METPOJIOTHYECKHX XapPaKTEPUCTHK;

8.3. CneKkTpoMeTpsl, He YIOBJIETBOPAIOUINE TpeOOBaHUAM HACTOALIEH METOAHUKH, K AaTbHEH-
e SKCIUTyaTallii He JOIMYCKAaeTCs U Ha HUX BBIIAETCS U3BELIEHHE O HEPUTOJHOCTH.

8.4. 3Hak MOBEpKH HAHOCHTCS Ha JIMLEBYIO NTaHENb CIIEKTPOMETpa U (MJIM) Ha CBUIETENb-
CTBO O HOBEpKE.



