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MeToavka npegHasHayeHa ans onpeaeneHnst CoOAep)KaHUst KPEMHUEBOW KUCTOThI B
npobax TexHonornyeckmx sog TAC 1 opyrnx BOAHbLIX pacTBopax NogobHOro XMMmM4eCcKoro
cocTasa.

[lnana3oH onpegensieMblX KOHUEHTpauui coctaBsndeT ot 1 pps.

Bpemsa, Heobxoammoe AN BLINOSTHEHWS OAHOrO OMpeAeneHusl, coctaensetr 15
MUH. [pn Kaxxgom aHanuae crnegyeT BbIMOMNHATL HE MeHee [BYX napannenbHbiX onpeae-
NEeHuN.

1. MOKA3ATEJI TOYHOCTWU

3HayeHne OTHOCUTENbHOIO CpedHero KBaapaTUYHOrO OTKIOHEHUS Sr Co-
ctaBnseT ans kpemHeeon 0,12 nNpu KOHUEHTpauMn KaTMOHOB B cmecu > 1ppb (MKI’/,D,M3).
[oBeputenbHas BeposaTHOCTb P=0,95.

2. METOO AHAJTN3A

O6uwasa cxema aHanusa BbIrngaauT cnegyowmm obpasom: Ha pucyHke 1 npeacras-
neHa cxema xpomartorpauyeckon YCTaHOBKW ANS aHanmsa KPeMHEBOW KUCMOTbl C
npeaKoHLEHTPMpOBaHNEM. AHanM3npyemyo Npoby, HE UMEIOLLYHD MEXaHUYECKUX npume-
cen, B TOM YUCHe - YacTuL r’MOpPOOKUCEN, NMPOMyCcKarT Yepes KOHLEHTPUPYIOLLYIO KONOHKY
MOHHOro xpomartorpadpa. [locne aToro NponyckarT MOTOK 3M0EeHTa Yepes3 KOHLUEHTpU-
PYIOLLYIO N pa3fernaioLyo KONOHKM XpomaTtorpacda, anaTt cmelnBaeTcsl ¢ NOTOKOM pea-
reHTa M OKpalUEHHbI KOMMSEKC aHMOHA KPEMHEBOW KUCNOTbI MPOXOAAT Yepe3 ChnekTpo-
doTomeTpuyecknun getektop. MiamepeHne ontnyeckonm NSIOTHOCTU KOMMSIEKCOB MPOBOAST
npun gnvHe BonHbl 410 HM. CurHanbl ¢ AaTynka permcTpmpyroTCca Ha KOMNbOTEPE B BuAe
XpoMaTorpaMmmbl.

KOJIOHKaA
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3. CPEACTBA UBMEPEHWI, BCNOMOIATEJIbHBIE YCTPOWCTBA,
PEAKTUBbI N MATEPUAIBI

3.1. Cpeactea namepeHms.

3.1.1.XngkoctHbin xpomatorpad LiBeT-3006M no TY 5E1.550.186 co cnekTpodo-
ToMeTpudeckum getektopom Cld-1, TY 5E2.850.002 wnn nobon gpyron XXMOKOCTHbIN
Xxpomartorpad co cnekTpodoTOMETPUYECKUM OETEKTOPOM.

3.1.2. KonoHkn xpomaTtorpaduyeckme: KoHueHTpupyowas (3x20mm) n pasgenm-
TenbHasa (6x20 MM) 3anofHEeHHble aHWOHOOBMEHHbIM COPBEHTOM HU3KOW eMKOCTWU Tuna
XUKC-1 nnn KAHK-AcT.

3.1.3. YcTtpouncteo nogaum peareHta bINP-01 (HTK « CUHTEKC» r.[13ep>xuHck.)

3.1.3. Becbl aHanuTtudeckue BJ1P-200 no TY 25-06.1315-80.

3.1.4. pH-meTp TUNA pH-MeTpa munnueonbTMeTpa «pH-121».

3.1.5. Konbbl MepHble WUCMNOMHEHNA 2, 2-r0 Knacca TOYHOCTU BMECTUMOCTbIO 25
cm®, 100 cm®, 200 cm®, 500 cm® 1 1000 cm® no FTOCT 1770-74.

3.1.6. Konbbl kBapueBble BMecTumocTbio 1000 cm® no TOCT 19908-90 Ansa aeno-
HW30BaHHOW BOAbI.

3.1.7. UnnuHap mMepHbIi ncnonHeHns 1 BMeCTUMOCTbo 25 oM.

3.1.8. MUNETKN NCNOMNHEHUs 3, 2-T0 Kracca TOYHOCTW BMECTUMOCTbIO, cM>: 0,1; 0,2;
1,0; 2,0; 5,0; 10.0 no TOCT 29228-91.

3.2. BcnomoraTenbHble ycTpoucTaa.

3.2.1. Hacoc BakyymHbiv Tuna BM-461M.

3.2.2. Konba gns domnbtpoBaHna nog sBakyymom CTY 30-6341-63.
3.2.3. OkecukaTtop no NOCT 6371-52.

3.3. PeaktnBbl 1 matepuansl.

3.3.1. Boga guctunnupoBaHHas no FOCT 6709-75.

3.3.2. MeTacunukat HaTpua aesatnBogHbin, NaSiO; 9HL0.

3.3.3. Monubaat HaTpusa aByx BogHbin, Na,MoO4 2H,0

3.3.4. Kucnorta asoTtHasa

3.3.5. dogeuuncynsat HaTpus,

3.3.6. Kucnota 6opHas

3.3.7. 'vgpookcua HaTpust

3.3.8. Boga gevoHn3oBaHHaA C yOenbHOW 3reKTPOornpoBOAHOCTbIO He Bbiwe 0,3
MKCM.

3.3.9. Cnnpt atnnosbin no NOCT 5964-82, 220 cM® B MecsL, Ans NpoUIaKkTUKK
Xpomartorpada.

4. TPEBOBAHNA BE3OMNACHOCTN.

Mpw BbINONHEHNN N3MepeHnn Heobxoammo cobnogaTtb npaBuna TEXHMKM Be3onac-
HOCTW, yka3aHHble B TO Ha xpomaTorpad, a Takke “OcHoBHble NpaBuna 6esonacHon pa-
00Tbl B XMMU4ecknx nabopatopumsax”.

5. TPEBOBAHVNA K KBAJIMOUKALINM OINEPATOPA.

K BbINONHEHMIO M3MepeHuin MOoryT ObiTb AdonyuwieHbl nuua He monoxe 18 ner,
nveroLme BbiCLLee NN cpeaHeTexHn4yeckoe obpasoBaHve, UMeloLLme OnbIT NPoBeAeHNS
XnMunko-nabopartopHbix paboT. OnepaTtop AOMKEH OblTb 3HAKOM C YCTPONCTBOM XpOMaTo-
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rpadpa 1 onepaumsiMmn, NPOBOAMMbIMW MPUW BbINONHEHUN U3MepEHUIA 1 06paboTke pesyrb-
TaToB.

6. YCNOBWA BbINONHEHNA U3MEPEHUN

6.1. MNpw BbINONHEHMN N3MepeHnn B nabopaTtopumn, cornacHo FOCT 15150-69,
AOIMKHbI 6bITb COBNOAEHDBI CrieaytoLLme YCroBUs:

TemnepaTypa oKpy>arLlero Bo3ayxa 20+5°C

aTtMocdgepHoe gasrneHune o1 84.0 0o106.7 kla
BNaXXHOCTb BO3ayxa He 6onee 80% npu 25°C
Hanps>XeHne nepemMeHHOro Toka 220+22B

YacToTa NepeMeHHOro Toka 50+1Ty

coAgepXaHne arpecCuBHbIX BELLECTB B BO34yXe MOMELLEHUS HE AOSMKHO MpeBbl-
LIaTb CaAHUTaPHbIX HOPM;

MexaHn4yeckne BO3AENCTBUS, BHELUHUE OJfEKTPUYECKME W  MaArHUTHbIE MOns,
BNMsiOLLMNE Ha paboToCNOCOBHOCTb, AOMKHbI ObITb UCKIOYEHbI.

7. NOArOTOBKA K BbIMONHEHWIO 3BMEPEHUN.

7.1. MNMopgrotoBka nabopaTtopHoON nocyabl U emkocTen ons otbopa npob. Bo nsbe-
XaHue 3arpsisHeHu npobbl N pacTBOPOB PEAKTUBOB OMpeAensieMbiMuM MOHaMn HeobXxo-
ANMO BbINOMHATE cneayowmne TpeboBaHns:

7.1.1.Bce mepHble konbbl, NMNETKM, EMKOCTU Anst oT6opa npob, KPbILWKK, Npoknaa-
KN 1 NpoB6KnN A0SMKHbI ObiTb HOBBIMU, T.€. HE ObIBLUMMM B KOHTAKTE C KOHLEHTPUPOBAaHHbI-
MW pacTBOpaMu peakTUBOB.

7.1.2. Bcio ucnonb3yemyto B paboTte nocygy MOKT pacTBOPOM CONSAHOW KUCIOThI
(3.3.9.), MHOrokpaTHO ornonackusawT OUCTUNNMPOBAHHOM BOAOW, 3aTEM OMNOSlacKMBalT
He MeHee 3-X pa3 4eNOHN30BAHHOW BOAOMN.

7.1.3. NlaBopaTopHyto nocyay, MCNOMb3yeMyto HENOCPEACTBEHHO ANsi NPUrOTOBMe-
HWA CTaHOAPTHbLIX PacTBOPOB WM €MKOCTK Ans otbéopa npob ¢ KpbiwkaMmuy He MeHee 3-X Cy-
TOK.

7.1.4. Bce npumeHsieMble pacTBOpPbI CrieayeT roToBUTb HA AEVNOHU30BAHHOW BOAE.

7.2. NpurotoBneHne pacTBOPOB.

7.2.1. NpuroToBneHne pacteopa NocreKkorIoHOYHOro peareHTa.

4,84 r NaMoO4 2H,0 pacteopsatT B 900 mn genoHmsoBaHHOM Boabl. MegneHHo
pobaensaoT 12,5 Mn KOHUEHTpUpoBaHHOW a3oTHoW kucnoTbl (15,9N) n TwaTteneHO nepe-
mewwuBatoT. MeagneHHo pobasnsioT 10mn pactBopa gogeuumn cynbdata (15% r/mn) wm
OKoH4YaTenbHOo goBoaAaT oobem Ao 1000 MmN AeMoHM30BaHHOM BOOOW.

7.2.2. pyrotoBneHne pacTeopa 3MNeHTa.

7.2.3. lNpurotoBrneHne KoHUEHTPUPOBAHHOINO CTaHAAPTHOrO pacTtBopa KPMeEHEBOM
KNCNOTbI.

4,73 r NaySiO3 9H,0 pactBopsitoT B 900 Mn AeMOHN30BaHHOM BOAbI 1 3aTEM O0OBO-
aat oo 1000 mn AeNoHN30BaHHOW BOAOMW.

7.2. MNoparoTtoBka xpomaTtorpada Kk pabore.

7.2.1. Paboune 6nokm xpomatorpaca n xpomatorpapuyeckme KOSIOHKM yCTaHaB-
nMBalT B COOTBETCTBMM CO CXeMOoW Ha pucyHke 1. KoHUeHTpupyloLwas KofloHKka ycTaHaB-
nuBaeTCcs Ha MecTe NeTnu KpaHa-gosartopa.

7.2.2. 3anonHa0T rmapaBnnyeckyto cUcTemy xpomartorpada BOAOW COrfacHoO WH-
CTPyKUUKM, npunaraeMmon K npubopy. B cuctemy BXoOAaT wWaHrM M Hacocbl Ans nogayu
antoeHTa, Npobbl M peareHTa , KONOHKM, KpaHbl U COeAMHUTENbHbIE Kanunnspbl.
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7.2.3. YcTtaHaBnmBalT Ha cnektpodotomeTpmnyeckoM 6roke CP-01 gnvHy BOMHbI
410 HwMm.

7.2.4. BbiBogaTt xpomaTtorpad Ha pexum. [ns atoro vepes rmupaBaneCKym cuc-
TeMy xpomaTorpada MnpoKaymBaloT SMEHT CO CKOpOCTbrO'] 0 cM’/MWH, OJHOBPEMEHHO
npoKaymBaloT pacTBOp peareHTa co CKopocTbio1,0 cm 3IMuH, perucTpupysi ypoBeHbo oHa
n wymbl. Korga dgoHoBas (Hynesas) NMHMA Ha guarpamme camonucua 6yget poBHOW ro-
PU30OHTanbHOM NMHMEN, XpomaTorpacd rotos K paboTe.

7.2.5. Hacoc npegHasHayeHHbIn Ans nogayun npobbl HA KOHLEHTPUPYHOLLYIO KOFOH-
Ky, OOSMKEH OblTb YMNCTbIM, XXenaTenbHO - HOBbIM, N HE MCMNONb30BaTbCA ANS APYrnX Lie-
nen.

8. BbIMOJNIHEHWE M3MEPEHUW

8.1. BbinonHeHMe XonocTbiX ONbITOB. YTOObI M3bexaTb MCKaXeHUs pe3ynbTaToB
onpeaeneHnst KaTMOHOB M3-3a NPUCYTCTBUS UX B peakTuBax, HeobxoaMmMo exenHEBHO ne-
pen Havyanom paboTbl BbIMOMHATL ABa XOMOCThLIX ONbITa, @ TaKKe — NP CMEHE JIH0EHTA,
peareHTa, KOMOHKN 1 Ap.

8.2. OT60p Npo6. Npobbl oTOUPatoT B eMKOCTVI 13 GOPOCUNMKATHOrO NN KBapLEBO-
ro CTeKrna BMEeCTUMOCTbIO He MeHee 250 cM® ¢ npuTepTbiMn Npobkamn nnu ¢ NNOTHO 3a-
BMHYMBAOLLMMNCA KpbiKamMn ¢ TehNIOHOBLIMW NPOKNaakaMu; BCe 3TO AOSDKHO ObiTb Bbl-
MbITO COJITHOW KUCMOTOW, MHOTOKPaTHO OMOJSIOCHYTO ANCTUINMPOBAHHOW BOOOMW, 3aTEM He
MeHee 3-X pa3 — JeNOHU30BaHHOW BOAOW. EMKOCTU MapKMpylOT COOTBETCTBEHHO KaXKaow
Touke oTbopa. Nepen 3anonHeHMem eMKOCTb NPOMBbIBAIOT TPEXKPATHbIM 00 beMOM NpoObI
N HanomnHaT TennoHocuternem (250 cm ) B panbHewwem xenatenbHO oTbupaTb Npobbl
B OOHW 1 T€ XXe eMKOCTU COrnacHoO Mx nepBoHayanbHOW MapKepoBKe.

PacTtBop npobbl He AOMKEH coaepXaTb MEXaHNYECKMUX YacTuL, U MYTHOCTMU.

8.3. Xog aHanuaa. [1na Konnm4yecTBeHHOro onpeaeneHna cogep)xaHusi KaTMOHOB B
TennoHocuTene nepea HayanoMm paboTbl BbIMOMHAKT aHanu3 pabodero craHgapTHOro
pactBopa (2 onpegeneHns), 3ateM aHanuanpyoT npobbl (No 2 onpegenexns). Mpu nave-
HEeHUM pexnma paboTbl xpomaTorpada (3aMmeHbl KOMNOHKK, peareHToB, namnbl KI'M, name-
HEHWe HanpsPKeHUs B 3NIEKTPOCETU U T.M.) CTaH4APTHbLIN PacTBOP aHaNM3NPYKOT BTOPUYHO.

Kaxxgoe onpegeneHne HauyvHalT C KOHLUEHTpPUpoBaHUS. [na 3TOoro BcacbiBaloLWnimn
LuNaHr Hacoca Angd npoObl (3anofnHEHHbIN BOAOW UK NpeablayLwnM aHanm3anpyemMbimM pac-
TBOPOM) OMyCKalT B aHanuavpyembl pacTBop, Kg)aH [03aTop CTaBAT B nonomeHme
«aHanu3», BKIIOYAOT HAcOC M NpokaunsaloT 15 cM® pacTBopa CO CKOPOCTbIO 4 CM°/MUH
AN NPOMbIBKM LUSAHra U Kanunnsapos OT npeablgyliero pactesopa. pokaynBaembin 06b-
eM VM3MEPSIOT MEPHbLIM LMIVHAPOM BMECTUMOCTbLIO 25 CM>, KOTOPbIN CTaBAT Mof Kanun-
nsap «cnvB npoObl». 3aTeM KpaH-g4o3aTop NEpEeBOAsAT B NOMNOXeHue «0THbop NPobLI» K
npoka4mBaroT aHanmsmpyeMbm pactBop (25 cm ) yepes3 KOHLEHTPUPYIOLLYK KOJFIOHKY CO
CKOpOCTbPO 3.0 cM*/MUH., n3Mepsas NpokavyeHHbIi 06bEM MEPHOM KONbom BMECTUMOCTLIO
25 cM®, mocTaBneHHol nog Kanunnap «cnme NpoObi». NMocne 3Toro Hacoc BbIKMOYAOT.
CTaBFIT KpaH-403aTop B MONOXEHNE «aHanun3y», OAHOBPEMEHHO Ha4MHaaA 3anncb XpomMaTo-
rpaMmmbl Ha KomnbloTepe. NMpn 3TOM NOTOK 3MKEHTA NPOXOAUT Yepes3 KOHLEHTPUPYHOLLYIO
N pasgensioLwyro  KOSTOHKW, aHWOH KPEMHEBOW KUCNOTbI pasgenserca ¢ Hecopbupyembim
KOMMOHEHTOM M CMELLMBAsICb B TPOMHUKE W peakTope C pacTBOPOM peareHTa, obpasyeT
OKpaLlleHHbIN komnriekc. KomnbioTep 3anncbiBaeT cUrHarbl, NOCTynarwLwme co CnekTpogo-
ToMeTpuyeckoro getektopa. Obpasel xpomaTorpaMmmbl Ha puc.2. Bpemsa yaepxmBaHus
KPEMHEBOW KNCMOTbl OPUEHTUPOBOYHO COCTaBMISET 4 MUH.

Mepen aHanuM3om crneayowen npodbbl HEOH6XOAMMO MPOMBITH JIMHUN KOHLIEHTPU-
pytOLLLEr0 Hacoca pacTBOPOM O4YepeaHON Npodbl.



8.4. Pac4yeT KOHUEHTpauun KaTMoHOB B Npobe.
KoHueHTpauumn KaTMOHOB paccyuTbIBalOT No oopmyrne:

_ Ccm ) (A B Ax.a.)

“ - (A[,'iﬂ - AX.().)

Kam

Ccm — KOHUEHTpauus onpeaensemoro kaTmoHa B pabovyem cTaHgapTHOM pacTBope,
MKI/n;

Acm - BbICOTa NMKa onpeaensaemMoro KaTmoHa B CTaHgapTHOM pacTBoOpe (cpeaHee u3
ABYX napannernbHbIX onpeaeneHun).

Axam - BbiCOTa MuKa OnpenensiemMoro KatuoHa, NnoslydeHHas npu aHanu3e npobbl
(cpenHee n3 oByx napannenbHbIX onpeaeneHun).

Ax - BbICOTa MMKa onpegensemMoro kaTMmoHa B XOSIOCTOM OrnbiTe (cpegHee 13 AByX
napanneribHbIX onpeaeneHunn).

Si02 = Z5pph

9. KOHTPOJIb TOYHOCTU AHAITN3A

KoHTposb To4yHOCTM aHann3a npoBogaT B cootBeTcTBMM ¢ OCT 95 10289-87.



