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1. BBEAEHUE

Hacrosimas MeToauKa BBIIIOJHEHHUS W3MEPEHHUI yCTaHABIMBAET ‘HMOPANOK IMPOBEICHUS
U3MEpEHUH KOHIEHTpanuii 26 DIEMEHTOB II€pUOAMYECKON ,Tabnunel Mengeneesa
(mepeyeHb s7eMEHTOB npuBeneH B Tabm.l) B KUIKX 0o0pa3i@x, MOJyYEeHHBIX B
COOTBETCTBMH C 11.8.3, MpU HMCMOIB30BAHUU ATOMHO-3MUCCUOHHOI O, CIIEKTPOMETPA MOJIEITH
ARL 3410+ mpousBozctea "Applied Research Laboratories", paé@raroniero Ha WHIyKTHBHO
cesaszanHoi mwiasMe (ICP-cextpomerp).

Mertoauka u3MepeHuii pa3paboTaHa Ha OCHOBAaHUHU MU C HCIIOJIB30BAHUEM CIIEIyIOIIEH
HTA:

I'OCT 8.417-81 EnpuHuns! GU3NYECKUX BEIUYMH.

I'OCT 8.010-90 MeToauKy BBIIIOJIHEHUS U3MEPEHUM.

PJI 50-160-79 Meronunueckue ykazanui. Bueapenue u npumenenue ['OCT 8.417-81.
'OCT 8.009-84 Hopmupyemsie MeTpoiornueckue Xxapakrepuctuxu CIH.

MM 2335-95 BHyTpeHHuUl KOHTPOJIb Ka4eCTBaA PE3YJILTATOB KOJIUYECTBEHHOIO
XAMHYECKOrO aHAIN3a.

MN2336-95 XapaKTepUCTUKHU NTOTPEIIHOCTH PE3YIbTaTOB KOJUYSCTBEHHOTO
XUMHYECKOT0 aHaJIn3a. AJFOPUTMBE, OLICHUBAHUSA.

I'OCT 8.207-76  T'CH. Ilpsimble U3MEPEHHsI ¢ MHOTLOKPATHBIMU HaOJIIOIEHUAMM.
MeTtoab1 00paboTkK’ pe3yapTaToB, W3MepeHud. OCHOBHEIE

TIOJIOXKEHUS.

PJ1 50-674-88 MeTtoauueckue yka3anus. MeTpoiaoruueckoe oOecrieyeHue
KOJIMYECTBEHHOI'® XUMUIEEKOro aHaiu3a. OCHOBHBIE IIOJIOXKEHHS.

B/u VHCTpYKIHS 110 9KCIyTyarauuy u oocmykuanmio ARL 3410+,

B/n WHCTpYKIIMs 110 UCITOAB30BAHUIO IIPOrPAMMHOI0 O0€eCIeYeH s

"Plasma-Vision10",
2. HOPMbI! NOFPELUHOCTEN U3MEPEHUMW.

Metoarka obecneduBaeT M3MEpEHHE KOHIIEHTPALlUii BO BceM pabodeM Juana3oHe paboTel
npubopa mpu goBepuTenbHOBeposTHOCTH P=0.95 ¢ OTHOCHTENBHOW MOTPEHIHOCTHIO HE
[IPEBBIIIAIOIIEH

— 35%.1ipu U3MEpPEHNM KOHILIEHTpALUii OT 2.IIpO" 10 0,1 mr/m;

— 20% npu u3Mepernn KouenTpaiuit ot 0,1 mgo 1 mr/i;

— 7% npu u3MepeHnn KoureHTpamuii ot 1 1o 50 mr/i .

: [IpO - Tipenen ofHAPYKEHHs dIIEMEHTa, T.€. MUHHMaIbHO OOHapy)KMBaeMas KOHLEHTpaLus Ciuin, KOTOPOH
COOTBETCTBYETMHTEHCUBHOCTh AHAIMTHYECKOTO CHrHana, B TPU pasa npesbimatomias CKO curnana doxa.
Jskaxoro snemenra [IpO onpesesnseTcs HHAMBUIYaIbHO 10 (GopmyJe:

3.8,-C,
min IO/If >

rae lo-curnan npu konuentrpauuu Co;  I-DOHOBBIH curHan;  S-OTHOCHTEbHOE CKO ¢onoBoro curnasna



3. MEPEYEHb MATEPUAIIOB U BCMTOMOI'ATEJIbHBIX CPEACTB
U3MEPEHWUWN, OONYCKAEMbIX K UCMOJNIb30OBAHUIO IMNMPU
BbINMOJIHEHUU METOOUKW.

[Ipy mpoBeIeHUH M3MEPEHUH JOITyCKAeTCs MCIONB30BAHUE CIICIYIOMUX MaTepHaloB
U CPEJICTB U3MEPEHMUIA:

— TOCYJapCTBEHHBIC CTaHIApPTHBIE 00paslbl pacrBEPOB COJICH METaVIOB THIIA
[COPM, aTTeCTOBaHHLIX C OTHOCHTENIBHON INOFPENTHOCTHIO, /HE! NPEBBIIAOIIEH
1%, ¢ KOHLEHTpaLMsAMU HOHOB MeTa/uioB OT, 100Mr/i gmo 20r/1, Ha KOTOpBIE
uMeeTcs aTTecTaT WIU MacliopT ¥ CPOK FOJHOCTH KOTOPHIX €IIIE |HE UCTEK;

— Ttepmomerp tuna TJI-2 wu TJI-4 mo 'OCT 28498-90;

— ra3oo0pasHblii apron B 6autoHax. Unucrora,99.9 % no TOCT 10157-79;

— xwucnora azorHas o.c.4. mo 'OCT 11125-78;

— xucnora coysaag o.c.4. mo 'OCT 1426177,

— Boja guctwutupoBanHas o 'OCT 6709+72;

— CNUPT STHIIOBBIA pexTuduimpoBanHblid Texuuyeckni no FOCT 18300-87;

— mamEaps! 1-25, 1-50, 1-100 mo FOCT+1770-74, xitacc TOYHOCTH 2;

— Boponka B-56-60 mo I'OCT 25336-82;

— xon6s1 MepHbie 10 TOCT 1770-74, wrac¢éT@UHOCTH 2, BMECTUMOCTEIO 1, 0.5, 0.25,
0.1 m ,

— nunerku o T'OCT 29169-91 “wm ‘mo LOCT 20292-74, xjacc TOYHOCTA 2,
BMectuMocThIO 20, 10, 572, 1 M,

— vamky win tMrm keapiiekie 50,100510 TOCT 19908-80 mnu yamku (THITIH)
dapdopossie NeNe 2.3,4 1o 'OCT 1947-80;

— Beckl 1aboparopusie Tria BJIP-20042 xi1.Tounocty o 'OCT 24104-80;

— mkad CyUIMIBHBIN M0O0ro THia, 06eceunBaroIni TeMIIepaTypy HarpeBa 50-
200°C ¢ norpeunoCino +10°C;

— osnekrporuintka osrroBas HoEOCT 14919-83;

— 2JIeKTporedb “wCOMpPOTHBIGHMUS KaMepHas JabopaTopHas, obecrednBaroImas
temmnepatypy Harpenad50=500°C ¢ nmorpemsoctsio $25°C;

— aBToKIaB aHaymTryeckuid 1Y-48-0572-31-259-92.

Bce ucnonsayeMble peaKTHBEI OJKHBI OBITh M3BECTHOIO aHAJIMTHYECKOTO KauecTBa, a
HCIIONB3yeMas’ IUCTHIMPOBAHHAs (MM JEHOHM3UPOBAHHAs) BOJla HE JOJDKHA COAEpKaTh
KOJINYECTBENHO/O0HAPY KUBAEMOI KOHLIEHTPALlUK ONPEIE/IIEMbIX 9JIEMEHTOB.

JlonyexaeTcss WCIOJB30BaHUE JPYTMX CPEICTB  M3MEPCHUH, YAOBICTBOPAIOIINX
TpeGoBaHuaM HacTosmmedl MeTonuku. Bce HCIONB3yeMble CPEeNCTBA MU3MEPEHHUA JOJDKHBI
OBITE [IOBEPEHBI B OpPraHax METPOJOTHYECKOH CIIyKObI.

KamOpoBOMHBIE paCTBOPEl  JOJDKHBI ~ IPUTOTAaBIMBATECA B COOTBETCTBUHM C
Llpunoxxenuem, l. ICP-criekTpoMeTp JO/DKeH OBITh aTTECTOBAH B COOTBETCTBUUA C
«MeroauKoii MeTposorndeckoii arrectauu ciekrpoMerpa ARL 3410+»  (IIMA 42-94,
yrBeprkaenHoit 28.09.1994r.).
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4. METOQ UBMEPEHUN

MeTto/ OCHOBaH Ha HW3MEPEHHH WHTEHCUBHOCTH HM3JIyYEHHS aTOMOB OIpPENCIAECMbBIX
3J€MEHTOB, BO3HMKAIOIIET0 IPU pACIBUICHUM JXUIKOH NpOOBI B aPLOHOBYIO ILIa3My,
MHIyKTUBHO B030yxkmaemyro snekrpoMarHuTHEIM moneM (MCIL wimm/ ICP- Inductively
Coupled Plasma). AnanusupyeMas mpoba B BHIE a’dpo30Jii MOAACTEs B IUIa3My U IIpU
temneparype nopsaka 10 000°K  ocymaercs, TUCCONMHUPYET W ATOMU3UPYETCA.
OGpasoBaBuidecss aTOMbl [EPEXOAAT B  BO30YKIEHHOE COCTOSHHE M  YaCTHYHO
MOHU3UPYIOTCS.

VOHBI ¥ aTOMBI pa3IMYHBIX METAUIOB IIPU NEPEX0E U3 BO30YKIEHHOIO B OCHOBHOE
COCTOSHHME W3JIy4aloT CBET Ha PA3IMYHBIX JUIMHAX BOJH./OTO WM3Jy4YCHHE IMOomagacT B
crekTpaHanu3aTop (Kak TpaBWIO - 3TO MHOIOKaHAIbHbBIH~ WA  CKaHUPYIOIIHUH
MOHOXPOMATOp) B KOTOPOM pa3Jlaraercs Ha CIEKTpaibHbIE COCTABIIAIOIINE U U3MEPACTCS C
noMorteio Y.

M3Mmepss MHTEHCUBHOCTH SMUCCHOHHBIX JIMHUIA Ha /pasiMYHBIX IJIMHAX BOJH U
CpaBHMBAs 3TH WHTEHCUBHOCTH C MHTEHCHUBHOCTAMHU OSMHCCUOHHBIX JMHHH, IONYYCHHBIX
IpU WCCIEIOBAaHUU PAacTBOPOB C M3BECTHBIMU KOHIEHTPAIMAMU 3JIEMEHTOB MOXHO
OIpe/IeTUTh KOHIIEHTPALIUHU JJIEMEHTOB B HCCIIEIyEMOM PACTBOPE.

5. TPEBOBAHUA BE30MNACHOCTHU

Koucrpykiss npubopa IpeIycMATpUBAET 3alllUTy TEpCcoHala OT MNOpaKeHUS
3JIEKTPUYECKAM TOKOM ¥ OT OKOIOB MpH wpabore ¢ mnpubopom, T.K. CHUCTeMa
TIPEeIOXPAHUTENBHBIX TyMOJIEpOB OTKIOYAET, BHICOKOE HANPSDKEHHWE M TOPEIKy B TexX
clydasX, €CNIM CHSAT 3allMTHBIM KOKyX HpuOOpa, OTKpEITAa JBEPh KaMephl OpEeNKH, He
paboraer cucreMa oxiaxaeHus ¥ T.A. [Ipn HecoOmoaeHn KaKoW-1ubo 13 Mep 3allUThI
ropeika 3a)XuraTscs He OyJer.

[TosTomMy TpeGoBaHUs ‘Ge30MaCHOCTY TaKue )K€, Kak Ipu pabore ¢ 060pynoBaHHEM
HanpspkeHueM 10 1000/B.

Or6op ¥ TOATOTOBKA NpoO i NPOBEAEHMS HM3MEPCHHH M TOArOTOBKA IOCYJBI
OCYILIECTBIAIOTCA COMMAcHO HMHCTpykuuu "OCHOBHEIE IpaBwia Oe30macHOM paboTel B
xumuueckux jJaboparopusx”, M. Xumus, 1979r. u B cTpOromM COOTBETCTBUH C NpaBUJIaMHU
Ge3omacHOCTH IpU pafoTte ¢, aBrokilaBaMy ( yKa3aHHBIMU B MHCTPYKLHUH IO SKCIUTyaTalluu
aBTOKJIABOB).

6. TPEBOBAHUA K KBATTMUGUKALIUU NMEPCOHAIJIA

K- BBITIOJIHEHUIO ‘MBMEPEHMI JOITYCKAIOTCS JIMLA, U3YYMBIINE TEXHHYECKOE ONMUCAHUE
¥ mporpammHoe/ ofeciedeHre MpuOopa, NMOHUMAOIME NPUHIMIT paboThl npubdopa M
IpOMIEIIIE UHETPYKTX 110 TEXHHKE 0€30I1aCHOCTH Ha paboyeM MecCTe W MHCTPYKTaX IO
TEXHUKE 6e30HaCHOCTH IpU paboTe C AJIEKTpOyCTaHOBKaMu HanpspkenueM 1o 1000B.



7. YCNOBWS NPOBEAEHUA USMEPEHUN

7.1. Tlpu npoBeIeHUN U3MEPEHUI JOJDKHBI BBIIIOTHATBCS CIEAYIOMME Y CITOBHA:
- TeMmepaTypa okpyxaromei cpesst 20 £ 5°C
- armochepnoe nasienue 84.0 - 106.7 xlla
- naBnenue aprona B 6amione 1.0 - 1.5 (MIIa)
- nHanpsokenue nutanus cetu 220 £ 10 % (B)
- yacrora nuraromeii cetu 50 £ 1 (T'm)
7.2. Tlpubop momkeH OBITH TOAKIIOYEH K MHTAIOIICH CEEU /B COOTBETCTBUM C
UHCTPYKITMEH 110 SKCILTyaTalluH.
7.3. TloMmemeHue, B KOTOPOM HaXOJUTCS MPHOOP, TOKHO OBITh CHA0KEHO MPUTOYHO-
BBITSDKHOW BEHTWIALIMEH.
7.4. TIpubop Ho/KeH OBITH YCTAHOBIEH TaKUM 00pa3oM, dTOGBI (CBOOOAHOE pacCTOAHHME
CO BCex CTOpoH mpubopa cocraBisuio He MeHee 0.4 merpa:
7.5. Ilpubop no/KeH OBITH IOATOTOBIEH K, paboTe OOCHY)KUBAIOIIMM IEPCOHATIOM B
COOTBETCTBHHM C MHCTPYKIIHEH MO SKCINIYaTallUd H(OOCHyKUBAHHUIO.
7.6. Tlpubop momKeH OGBITH BKIIOUEH B ceTh e MeHee, YeM 3a 8 4acoB 10 Hayasa paboTEI
JUIL  YCTAHOBJIEHUS HEOOXOIUMOMN TeMIIEPaTypHON . cTabmin3anuy (IepeKiodarTenb
"SPECTROMETER" noiken 65ITh Bifonoxxeua "ON™).

8. MOOrOTOBKAK [TPOBELAEHWNIO N3MEPEHUW:

I[lepen HayamoM WM3MEPEHUIL-HEQOXOMMMO yOEIUTBCA B TOM, YTO MPUOOp MpOIIENT
METPOJIOTHYECKYIO TIOBEPKY M CPOKJEHCTBHA [IOBEPKH €Ille HE HCTEK.

Ha npuGope no/oKHA OBITH HakIeeHa. DTHKETKAa C yKasaHWeM JaThl MOCIEIHEH
IIOBEPKH, HOMEPOM CBHUIETENBCTBA U CPOKOM ™ [ICUCTBUS TIOBEPKU.

Eciu JTHKETKa OTCYTCTBYET WM, CPOK IIOBEPKH HCTEK, MPOBOJUTH U3MEPEHUSA Ha
npubope 3anpenaercs

8.1. [Modzomoeka.npubopa KnpoeedeHUI0 U3MepeHuUll

[lepen MpoBeAEHUEM M3MEPEHHH HEOOXOAMMO NPOM3BECTH BHEIIHUM OCMOTP npubopa H
ybenuThscs B TOM; 4TO:

— npubOp COOTBETCIBYETKOMIUIEKTHOCTH, YKa3aHHOW B TEXHUYECKON JOKYMEHTALIUHM;

— npubop HE MMeeT BUIMMBIX MEXaHMYECKHUX IIOBPEXK/ICHUM, KIaBUIIN YNPABICHUA W
KOHTPOJIsl UMEIOT YeTKUE 0003HAUCHHU;

— pee Kabenu »¥ “HNIAHTH TOAKIIOYEHH W HE HMMEIOT IepeXaTuid M HapylleHWH
W30JIALINN;

4 GaniloH ¢~aprofioM YCTaHOBIEH B COOTBETCTBMM C TPeOOBAaHUSAMH IKCIUTyaTaIlly
O4/UIOHOB_ €O CXKaTBHIM I'a30M M HAJIEXKHO 3aKPEIUICH,

—= napnenue B Gaione ¢ aproHoM He meHee 1.0 MIla;

— ypOBeHb MUCTHUTMPOBAHHOW BOJIBI B HACOCE OXJTAXJICHWS BBIINIE BEPXHEr0O Kpas
3a0opHOI TpyOKH;
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— YpOBEHb [WCTH/UIMPOBAaHHOM BOJABI B YBJI@XHWUTE/IE aproHa  BBIHE OTMETKU
MUHUMYMA;

— TeMIlepaTypHas cTaOUIN3alus CIEKTPOMETpa BKIIOYEHA U paboTaeT;

— YpOBEHb Macja B BAKyyMHOM HacOCE BBIIE MUHUMAJIbHOW OTMETKH,

8.2. [lodzomoeka npozspammHozo obecneyveHus (10).

O6cCiTy)KUBaloIeMy IIEpCOHAly — CleAyeT  NpeaBapuTeabHO ™ moaroroButh [0
IPOBEICHUIO U3MEPEHUH, T.€.:

— omnpenenuts [ocymapcrBennsie cranmapTHele o6pasisl (I'CO),~koropbie OymayT
MCIIOJIE30BaThCS MPH KaJIMOpOBKe Mprudopa U NpOBEICHUN U3MEPEHMIA,

— BHIOpaTh JJIEMEHTHI, coepxamuecs B 3Tux DEO; HeoOXoauMBle IS MPOBEICHUS
UCCIENOBAHMMA, C YY4eTOM  KOHKPETHBIX" ", TPEOOBaHMM . IO OIPEICICHUIO
KOHIICHTpAIUI 3JIEMEHTOB;

— IIPOBECTH TIPEBAPUTENIFHOE YTOYHEHUE JUIMH BOJIHOMUCCHOHHBIX JIMHUA OSTHX
3JIEMEHTOB;

— chopmynuposars 3amaun (TASK), comepskamue 2TH 31eMEHTHL. PekoMeHmayercs
copMyIMpOBaTh HECKOJBKO OOJBIIMX 3a[ad 10 PasIM4YHBEIM HAlpaBICHUIM U B
NadbHEHNIIEM NOIb30BaThCA OTUMU 3a1adaMu, TOwMepe HeOoOXOOUMOCTH YHajdsd U3
HUX 3JIEMEHTHI, HE TPeOyIOIUe ONPEAETICHUA.

— OIpEeIeNIUTh KOHIIEHTPAlUU KaJuOPOBOYHBIX PaCTBOPOB I 3THX 3JIEMEHTOB;

— NpPOBECTH CKAHUPOBAHUE [0., JUIMHAM BOIH/3MUCCUOHHBEIX JIMHUM BBIOPAHHBIX
3JIEMEHTOB.

Bce 3T maHHBIE JOJDKHBI OBITH 3aHECEHBI B COOTBETCTBylomue pasiensl [10 u
XpaHHUTHCS B 0a3ze MaHHBIX C LENBIO, UX MIEPHOAMHIECKOrO UCITONIb30BaHUS MPU NPOBEICHUH
U3MEPEHUN.

8.3. [lodzomoeka npo6 u.nocyosbl

OrGop 00pa3fieB IPOBOUICS * B COOTBETCTBUM C HOPMATHMBHO-TEXHHYECKOU
JIOKyMEHTalMeR Ha. IPOIYKT Wi chlpbe. Kaxmpiii oToOpaHHbIA oOpasell pasjensercs Ha
TpU TMapaluIeIbHEIX IPOOBI, KOTOPBIE TOTOBATCA K U3MEPEHUIO B OIMHAKOBBIX YCIOBHSIX.

[ToaroToBka “HMEIOAL3YEMONW IMOCYIsl W TOATOTOBKA Ipo0 crocoboM Cyxoiu
MUHepanu3amyn ocymiecTsisercs B coorBerctBuU ¢ ['OCT 26929-94 "Cripbe U MpOXYKTHI
nuiiessie. [Joaroropka mpo6, Munepanuzanus A1 ONpeAeleHus COACPIKaHNUA TOKCUYHBIX
3JIEMEHTOB".,

ITojroroBka mpe0 ¢ UCIOJIH30BAHUEM AHATUTHYECKUX aBTOKJIABOB OCYIIECTBIACTCSA B
coorsetcTBE ¢ MU 2339-95 "MeToauKa MOJArOTOBKY MPO6 B aHATUTUYECKOM aBTOKJIABE".

9. BbINOJSIHEHUE U3MEPEHUN

9.1. BxsroyeHue npubopa

Ilpu 3amycke nmpubopa HEOOXOIUMO B yKa3aHHOM HYDKE IOPS/IKE MPOU3BECTU CIIEIYIOIINE
eIepaluu:



— BKJIIFOYUTH BBITSKKY;

— BKJIIOYMTh BaKyyMHBIM Hacoc mnepexmodateneM "VACUUM PUMP" Ha 5eBoi
cTopoHe mpubopa;

— prmoynts CBU-remeparop mnepewmouareneM "RF GENERATOR" na  jeBoi
CTOpoHe mpubopa;

— OTKPBITh BEHTWIb Oa/lIOHa C aproHOM,

— MOJOXIATh, IOKA MOKA3aHMSA BaKyyMHOIO MaHOMETpa yCTAHOBsATcA B mpexenax 0.1
mBarr;

— TpOCNEIUTh 32 TeM, YTOOBI 3aKIJIUCh YETHIPE CHTHAIBHBIC JTaMIIOYKK Ha NepeHel
manenu (Water, Argon, TCU, Door), yka3pIBalOIMHME€ Ha TO, YTO IPUOOp rOTOB K
pabore;

— YCTaHOBHTH B CTakaH C AWUCTHUIMPOBAHHOM, BOMOH 3a0OpHYIO TpyOKy, 4epes
KOTOPYIO IojaeTcs mpoba B pacIbUIMTENBHYIO KAMEPY;

— BKJIIOUMTH ropenky, Haka wimasumy "START “Torch". \IIoere storo aBToMaruka
npubopa IpojenaeT Bce HeOOXOAMMEIe ONEPally 0 MomKury Iuasmel. Cremyer
IpOCIEANTh 3a TeM, YTOOHI IUIa3Ma 3aropajnach B TeUEHWe 1 CEKyHIBI C MOMEHTa
mojaud paspsna, Oe3 XJIONKOB WM Tpecka. B Tederme 1 MuUHYTHI m1asmMa [JOJDKHA
crabunusupoBarhes (T.e. (axen He TOMMKECH UMETh BUAMMEIX KOJeOaHU# 10 BBICOTE
Y UHTEHCHBHOCTH);

— Haxartp kenryio kinasumry "Incident Watts" B/JIEBOM HMJKHEM YTy KOHTPOJBHOM
naHenu. Ta6o MMOKaXkKeT 3HAUYEHUE WATAIONMEel MOIIHOCTHA. OTa BEIMYMHA [OJDKHA
OBITH B mipenenax 650 + 2 % (B1);

— Haxarp kiasuiry "Reflected Watts". Benuuuia, 0Tpa)k€HHONH MOITHOCTH, yKa3aHHas
Ha TabJ10, He JO/DKHA NpeBbIHIaTs, L0 BT; ‘

— BKJIIOYUTH KOMIIBIOTEP, MOHHUTOD/M IPUHTEP;

. 2
[Tocne mpoBeaeHUs BCeX 9THX onepalinii npuOop OyAeT roTOB K U3MEPEHUSM.

9.2. Kanubpoeka MmoHoxpomamopa fipubopa u cucmemsl omc4yema.

[TpodunupoBanue (KaiuOpoBKa) CIEKTPOMETPA IIPOBOAUTCS IO JTUHUU SIMHUCCHU aproHa
355.431 um. Ilocne™gamycka IperpaMmbl  pabOTBI CO CIEKTPOMETPOM HEOOXOIUMO
IIPOBECTU KATMOPOBKY C IIOMOLIBIO IIOANIpOrpaMMel «Spectrometer Profiley.

[Ipy BBHINOJIHEHHU 3TOW MOAWPOrpPaMMBI IPHOOP aBTOMATHUYECKH IPOU3BENET  IIOUCK
JUIMHBI BOJIHBI 355431 HM JIMHAMA 3MHUCCUUA aproHa, TPWIKIBI npomBeneT 3a0UCh DTOM
JIMHUM, TOKakeT Ha SKpAHE pe3ysibTaThl TUX M3MEPEHHH U BBIJACT OKOHYATEIbHBIH
ycpelHeHHRIH , pesynpTal. “wBech mnporecc u3MepeHuid Oyner oTOOpakeH Ha OSKpaHE
MOHHTOpA!

[TofiygyeHHoe B pesylbTare H3MEPEeHUH IIONOKEHWE OIOPHOW JUIMHBI BOJIHBI
He00XOIMMO'8alIOMHHUTH B TIAMSATH KOMITBIOTEPa, UCIIOIB3Ys KOMAaHIY «Savey.

[TpodunupoBansie, (KaJIUOpOBKY)  CIIEKTpOMETpa ClIeyeT NpPOBOAUTL YEpE3
kaxnpie 4 yaca paborbl. JlaHHas omepanus MoApoOHO omMcaHa B I'mase 3 MHCTpyKuuu K
IPOTPAMMHOMY 00€CIIEUYEHHIO.

2 HpH OnpenejIeHuu KOHL[CHTpa]_IIfIﬁ PTYTH, MBIIIbSKA M CEJIEHA C UCIIOJIb30BaHUEM I'C€HEpATOpa r’MAPUIOB HE00X0IUMO
[epea BKIIHOYEHUEM CB‘{-reHepaTopa IOTIOJIHUTENBLHO BBIITOJIHUTE CJIEAYIOIIHUE OI€palu: IIOArOTOBUTL '€HEPATOP
THAPUIOB K pa60Te, OTCOEIWHUTE PACIbUIMTEIbHYIO KaMepy U MOAKIIOYUTHE I€HEPATOP TUAPHAOB K CIIEKTPOMETPY B
COOTBETCTBUAM C MHCTPYKUMAMHU MO 3KCIUTyaTally CIIEKTPOMETPA U reHepaTopa ruipuaoB.



9.3. U3amepeHue KOHYUeHmpayul 3f1eMeHmos.

9.3.1 Buibop 3apaun.

BrI6op 3a1a4n OCYIIECTBIAETCS ¢ TOMOMIBIO moanporpaMMel «Task'Definitiony.

[Ipu BeIOOpE 3agayu CIEQyeT OIpEeAeNuTh Ty 3aJady, B=KOTOPOH COIEpKarcs BCe
5JIEMEHTHI, TPeOYIOIUe OIpEaeNIeHHs, IPOCMOTPETh NEPEeUYCHb DJIEMEHTOB U yOEIUThCH,
4TO JUIS KaXIOro OIpENeNseMOro 3JeMeHTa 3aJaHbl M€ 'MEHee Tpex., KaluOpOBOYHBIX
pacTBOpPOB C M3BECTHBIMHM KOHIGHTpammsaMmu B Mr/a (ppm). Ilepewesis kanunOGpoBOYHEIX
pacTBOPOB yCTaHABIUBACTCS B IMOPSAKE BO3PACTaHMA KOHUEHTpAUM COJIEpXKAIIUXCAd B
HUX 3JIEMEHTOB.

Eciau OBUIM TPUTOTOBJIEHBl KaTUOpPOBOUYHBIE DPACTBOPEI C APYIMMH KOHIEHTPALMAMHU
3JIEMEHTOB,  HEOOXOJMMO BBECTH HOBBIE 3HAUEHMs KOHLCHTpaLMi  JJIEMEHTOB U
COXPAaHUTH B MaMITH KOMIIBIOTEpa 3TU Mapamerpsl. [ 3T0ro ciacayer B COOTBETCTBUH C
pykoBoactBoM K ITIO "PlasmaVision 10" (cM.,  T'saBa 5, ‘eIp. 5-2 - 5-5), mpousBecTH
W3MEHEHUS M BBIMTH M3 3TOW OIIIUK C COXpaHCHMEM N3MEHEHMH, Ha)KaB KIABUIIY «Savey.

B omucanuy 3a71a4 peKOMEH Ty ETesk-yCTAHOBUTH CHAEIYIOIINE ITapaMeETPHL:
— KonmugecTBo n3MepeHnii Ha MAKCHMyMe SMHUCCHM KKIOM JIMHUH — N (may) 23.
— KonuuecTBo n3MepeHuii pOHOBOTO CUTHANA N (bice) =2.

— W3mepenus GoHOBOro curHala,JIpoBofAuTh Ha paccrosHuM + 0.03aM u -0.03HM
OT KaXXJIO¥ JIMHUY SMUCCHH.

9.3.2. [MocTpoeHune KannbpoBOYHbBIX KPUBBIX

M3MepeHre KaTuOPOBOYHBIX PACTBOPOB U IOCTPOEHUE KAIMOPOBOYHBIX KPUBBHIX s
BBIOpAHHOM 3a/Jaudl OCYmMIECTBIsieTcs ¢ “Homomplo IIO B aBTOMaTM4eckoM peXUME
(«Auto).

B aBToMaTHYeCcKOM pe&XuMe. NMPUOOp  BBIIOJHUT  HU3MEPEHUsA  KaIUOPOBOUYHBIX
pactBOpoB. VIHTEHCUBHOCTH JMHUW, OSMHUCCHUM Ka)KIOTO 3JIEMEHTA, COJEpXKaIlerocs B
Ka)kKIOM M3MepsAeMOM KaMOpOBOTHOM pacTBOpe, OyIeT U3MEPATHCS CTONBKO pa3, CKOJIBKO
YCTaHOBJICHO B OTMCAHUM MCIONB3YEeMOit 3a1aun (KaK MpaBulo, KaXaas JUHUAA U3MEPIeTCs
He MeHee 3-X/pa3 U 3a NEHCTBUTEIHHOE 3HAUYEHUE aBTOMATHUYECKU IPUHUMAETCS CpeaHee
apu(pMeTHIECKOE. M3 TOMYUYCHHBIX BEIMYMH, KOTOPOE HCIONB3YyeTCA I IOCTPOEHUS
KaTHOpOBOMHOM KpUBOK).

ITpr >TOM HEQEOGXOAMMO BBINONHATH KOMAaHIBl, KOTOpble OyIyT MOSBIATBCS B IPaBOM
HIDKHEM VIJIy 9KpaHa , T.e. B IPaBWJIGHOM IOPSAAKE yCTaHaBIMUBAaTh OTOOPHYIO TPYOKy B
npoOupKK ¢ TeMH Ma3BaHUIMM WIM HOMEpaMu, Ha KOTOpble OyIeT yKas3hBaTh IIPOrpaMMa.
Mex iy usmepeHHsIMU 3a00pHyI0 TpyOKy HE0OX0UMO ycTaHaBauBaTh Ha 15 - 20 cekyHn B
pacTBOp C AUCTHIMIUPOBAHHON BOJOU JUI IPOMBIBKY CUCTEMBI.

[Tonyucénmpie KaTUOPOBOYHBIE KPHUBEIE CIIEIYET IOCIEI0BAaTEIbHO IIPOCMOTPETh HA
SKpane.
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Ecau B pesyjibTare pEerpecCHOHHOIO aHaiM3a, NPOBEAECHHOrO JUlS, IONYYCHHS
Ka)XIO0H KpUBOH, OTHOCHTENbHAs pa3sHOCTh (0003HAUEHHas Ha SKpaHe Kak «%A») Mexmy
TIOJyYEHHBIMHM TIPH M3MEPEHUU 3HAYCHUAMH KOHIIEHTPAIMU U BBIYMCICHHBIMU IIPU
MHTEpHONANuY, OynetT <4%, TO MOIyYEHHYIO KPUBYIO Clle/lyeT COXPaHNTh, HaJKaB KIaBUIIY
«Save».

Ecnu OTHOCUTENbHAs Pa3HOCTh 6oJbiie 4 %, HeoOXOAMMO M3MEHHUTbL IOPSIOK KPUBOMH
Ha 6ojiee BRICOKHN M NOOUTHCA, YTOOBI yKa3aHHAs pa3HOCTh He IpeBbiana 4%, 1mocjie 4ero
IOJTYYCHHYIO KPUBYIO CJIEIYET COXPAHUTE.

Kak mpaBuio, y»e B IEPBOM IOPSIKE PErPecCHH 3Ta pasHOCTH CTaHOBUTCS OJNM3KON K
HyJI10 ¥ 60Jiee BEICOKHE IIOPSIIKH PErPecCUr He TpeOyrOTCs,

Ecny npH MOCTPOEHWHM KATMOPOBOYHON KPUBOW 2-ro /TIOPsANKa JOOWUTECS YMCHBIICHHS
OTHOCHUTENHHOM pa3sHOCTM HE yAaeTcs, TO H3MEPEHUsw, KaTuOpOBOYHEIX pPacTBOPOB
HE00X0IMMO TIOBTOPUTE.

9.3.3. AHanus nccnegyemoro obpasua

AHamu3 Tpo6 TPUTOTOBICHHEIX M3 OJHONO..00paslia NPUIOTOBIEHHBIX I10 11.8.3.
IPOBOIMTCS B CJIEIYIONIEH OC/IeN0BaTEIbHOCTH:

— Bri6pars moamporpammy «Analyse», YETaHOBUTH PY4YHOH peXMM BBoja oOpasia
«Manual» u BBIOpaTh TpOIEAYPY /W3MepeHus HeusBecTHoro obpasma «Run
Unknownsy.

— VYcTaHoBUTE 3a00pHYIO TPYOKy/B IPoOUpPKY ¢-HEPBOIL TPOOOIA.

— Ilo 3ampocy mporpamMmbl — BBeCTH'Bec mpOGEL B rpamMax (Sample Weight) u o6bem
pacTBOpa, B KOTOPOM 3Ta 1po6a Oplita pacTBOpeHa (Solution Volume).

— BHINOTHWUTE M3MEpEHME MY paclieyaTaTh pe3y/lbTaT Ha IpuHTepe. Bee TpeOyembie
2JIEMEHTH! B JAaHHON MpOOE OYymyT MOCISHOBATEIBHO M3MEPEHE B aBTOMATHYCCKOM
pexxume. Ha KOMIBIOTepHON pacmeuatke OyXyT pacredaTaHbl —ClieIyrolue
pe3yJIbTaThl:

¢ B crpoke !"Mean" OymyTwyKa3aHbl CPEIHUE 3HAYCHUS KOHILIEHTPAIMA
3J1IeMEHTOB BTpode BMIVKT * - (C)).

¢ B crpoxe'SD" 6ymyr mansl 3HaueHMd CKO 10 N(pa) U3MEPEHUSIM JUIS
Ka)XJOTe 3JIEMEHTa

¢ B erpoke "% RSD! " OymayT naHel 3Ha4eHHSA OTHOCHTEIHHOIO CPEIHErO
KBaIpaTHYHOTO+QTKJIOHEHHS] KOHIIEHTPALIUH.

— BBsecTu BTIaMSITh KOMITBIOTEpA HOMEp MpoOkI ¥ Ha3BaHUE oOpa3ia.

— CoXpaHWUTB MOJTyUYeHHBIN Pe3yIbTar.

— VYcradosuth 0TOOPHYIOw TpyOKy cHauvasa Ha 10-15 cexyHA B JMCTHIIMPOBaHHYIO

BOJy, @ 3aTeM_.BO“BTOpPOH HCCIETyeMbli pacTBOp M IIOBTOPHUTH pouexypy
U3MEpEeHUsI.

— AHanOru4Hble W3MEPCHMsI MIOBTOPUTH IS BCEX MPOO, IMPUTOTOBIEHHBIX U3 OTOr0 Ke
obpasua.

- PacCunrars, 3Ha4eHre KOHIIEHTPAIIUK KaXIOTO JIEMEHTa B MccileyeMoM o0pasLie 1o
bopmye:
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i=1

n

C =

rie C; - KOHLIEHTpALHA STOTO dJIEMEHTa, OTy4eHHas IPU aHaIn3€, 1-To# IPOOBI.
#1- KOJI-BO U3MEPEHHBIX MPO0, MPUTOTOBIEHHBIX U3 OIHOTQ, 0fpasia.

KonuuecTBo mapaulebHBIX P00 TODKHO OBITH HE MEHEe 3-X.

9.3.4. BoikntoueHne npubopa.

— Tlocite OKOHYAHUSA H3MepeHUit HeoOxoxaumo Hakath Kiapumry "STOP Torch".
— He panee, yem uepe3 10 MUHYT 1oCIIe TOTO, KaK IUIa3Ma IOLACHET, MOXKHO OTKIIIOYUTH
CBY-reneparop tym6aepoM "RF GENERATOR".

=== 3aKpLITB BEHTHJIb Ha OaJlJIOHE C AproHOM U BBIKJIIOYUTH, BEITSDKHYTO BEHTHJIAIIHALO.

Ecny Ha CiIeQyIoNuii AeHbh HEOOXOAUMO TIPOBOAUTE H3MEPSHHS, TO BBIKIIOYATH TyMOJICPEI
"SPECTROMETER" u "VACUUM PUMP' He pe€koMEHIyeTCS, MOTOMY YTO BpEMS
nporpesa npubopa Mociie BKIIOYEHUS COCTABIAET OKO0JI0,8 JacoB.

9.3.5. OdbopmneHve pe3ynbTaToB U3MEREHNN

PesyapTaTsl M3MepeHuil 0QOPMILIIOTCHA B TIOPAAKE, YCTAHOBJIEHHOM PyKOBOICTBOM 1O
KauecTBY MM IPYTAM HOPMaTHBHBIM) TOKYMEHTOM, YTBEPKIECHHBIM B J1a00paToOpuH.
KoMITbIoTepHas pacriedarka ¢ pe3yilbraTaMil H3MEPEeHUH, Ha KOTOpO! 00s3aTeIbHO JODKEH
OBITH yKa3aH HOMEp WM HAWMCHOBAaHUE NPOOBI W JaTa MPOBEICHMS aHalHu3a, JOJ/DKHA
XpaHUThCS Ha pabouem Mmecte. Kpome 510ro, oneparop, MpOBOAAINN U3MEPEHHUH, NOJDKEH
3aIMCHIBAaTh PE3YJIbTATBImM3MEPCHU B PabOYMil JKypHall C yKa3aHWEeM JaThl U HOMEpaA
IpOOBI.
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abmuua 1.
Ne i/ OnpenernsieMbli S1eMEeHT Hipknuii npesies1 oOHapysKeHHUs 11 ARL 3410+ (MT"/J?) =

1 AoMuHMH 00103
2 Bapwuii 0,0003

3 Bepumnuit 0,0001

4 Bop 0,003

5. Bananuii 0,0044

6 XKenezo 0,0075

7 Kanpmii 0,0025

8 Kangmuii 0,0027

9 KobanbT 0,0089

10 Maruuii 0;0167

11 Maprauen 0,0006

12 Menp 0,0030

13 Monubnex 0,018

14 MBIbAK 0,0341

15 Huxkens 0,0161

16 Onoso 0,0150

17 PryTth 0,0108

18 CeneH 0,0213

19 Cepa 0,0125

20 Cepebpo 0,0070

21 CauHeIl 0,0173

22 CrpoHuuit 0,0004

23 Turad 0,0038

24 XpoM 0,0067

25 L1HK 0,0020

26 Docdop 0,0708
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10. KOHTPOJb NOrPELLIHOCTN METOAMKU BbINONMHEHUA
U3MEPEHUU
[Ipu KOHTpOJIE€ MOTPEMIHOCTH METOIMKH BBHINOJHEHMS M3MEPEHHH /B COOTBETCTBUH C

MU 2335-95 mpoBOIUTCS OIEHKa CXOMUMOCTH PE3YJIBTaTOB NApa/UICHBHBIX HU3MEPEHUI,
OIIEHKA BOCIIPOMU3BOIUMOCTH U3MEPEHHH M OIIEHKA IOTPENIHOCTH PE3Y/ILTATOB M3MEPCHHUI.

10.1. OyeHka cxodumMocmu pe3ysibmamoe napasieslbHbIX U3MepeHul
OneHKa CXOOUMOCTH pE3yJbTaTOB H3MEPEHUM NPOBOJMICA [UIL OOHOrO U3
onpeeseMbIX KOMIIOHEHTOB KaKIOH u3MepseMoil mpoOBl, HO pesyiabrataMm N 2= 3

napajijebHbIX U3MEPEHUM.
B coorserctBun ¢ MU 2335-95 (11.4.8) cX0IUMOCTH‘PE3YIBTATOB IAPATUIEIBHEIX

M3MEpeHHUI orpeensiercs o GopMyIie:

dk = Xmax,n -

min,n

rhe X max,» — MaKCUMaJIbHBIA pE3yIbTaT U3 M HapajlleIbHbIX H3MEPCHUH;
X min,, — MAHUMAJIBHBIA pe3ysbTaT U3 1 NapajljiebHbIX H3MEPCHUM.

CxonuMocTh PEe3yJbTaTOB [apajvienbHbIX M3MEpEHUN IIPU3HAETCS
YJIOBJIETBOPUTEILHOM, €CJIN BBIIIOJIHAETCA COOTHOMIEHUE:
di =4,

rje d — HOPMAaTUB CXOAMMOCTH, PACCUUTHIBAEMBIH IO popmyJe:

o
A2 Q(P, n) {6 408)
rae Q(P,n) - k03QPHUITMEHT CXOJUMOCTH , 3aBUCALIUI OT JOBEPUTEIHHON BEPOATHOCTH
P ¥ uucna mapamiedpHbIX w3Mepenuit n. Bemmuuna Q(P,n) mna  P=0.95
paBHa 3,31.

o
0,.(A) - nokazaresscxoiuMocTh (XapaKTEpPHCTHKA COCTABIIAIONIEN CIlydaifHOMH

COCTABJIAIONIEN TTOrPEIIHOCTH) pe3yIbTaToOB NapajlIeIbHBIX U3MEPEHUI pACCUMTHIBAIIM 110
bopmyne (MU 2336-95, n1. 4.3.3.4):

5cx,m = Scx,m X 7/(f)

rae f=Ix(N -1), a koadpduiment y(f) =1,004
o Tabs1. b-2MUN2336-95

CpeanekBalipaTuuHOe.0TKIOHeHHe pe3ynsTaToB (CKO) mapamienbHbIX ONpeaeIeHni

- (S, )/paccunthiBaiiu 1o popmye (11.4.3.3.3 MMN2336-95):

ox,m

Pra Y,

- T

[Ipy mpeBBIIIEHMA HOPMAaTHUBa CXOJUMOCTH (T. €. B cilydae, eciu dy > d) u3sMepeHus
HOBTOPSIOT. [Ipy MOBTOPHOM IpPEBBILIEHUH YKa3aHHOT'O HOPMATHBAa M3MEPEHHMs ClIeAyeT
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MPpUOCTAaHOBUTh IO BBISICHEHUA MNPHYMUH, NPUBOIAIIAX K HCYIOBJIETBOPUTCIIBHBIM
pe3yibTaraM. HOpMaTI/IBBI OIIEpaTUBHOI'O KOHTPOJIA CXOAUMOCTHU IIPUBCICHBL B Tabnuie 2.

Tabmaumna 2
Hopmarus CXOAUMOCTH (P=0,05)
HaunmeHnoBaHue MaccoBasi KOHIIGHTpaIis | NapaJljlesIbHBIX U3MEPEHHM
DJIEeMEHTa >IeMeHTa, MI/IM d - abcomoTHOe | d — OTHOCHUTENBHOE
3HAYCHHUE 3HaueHue, %
Mapranery 0,05 0,0026 4,99
0,50 0,0013 2,65
5,00 0,0393 0,79
50,0 0,2671 0,56
bop 0,10 0.0116 11,20
0,50 0,0245 4,80
5,00 0,1814 3,61
50,0 1,0208 2,05
Iuuk 0,05 0,0036 7,25
0,50 0,0344 6,95
5,00 0,0237 1,59
50,0 0,1814 0,36
Kanmuii 0,05 0,0026 490
0,50 0,0189 3,77
5,00 0,0470 0,96
50.0 0,2291 0,46

10.2. OyeHKa eocrnpou3zeoduMocmu pe3ysibmamoe usmepeHul

OleHKa BOCIIPOMSBOIMMOCTH Pe3ydIbTaTOB M3MEPEHUI MPOBOAMTCA He pexe 1 pasa B
HEJIENI0 ¢ MCIONB30BaHuEM KOHTPOMBHBIX 00pasioB. B kagecTBe KOHTPOIBHBIX 00pasnoB
MOI'YT HCIIOJIB30BaThCsnKak paboude HpoOBl, TaK M CIENMAJIbHO IPUTOTOBJICHHBIE  C
ucnons3oanueM I CO. wu ['COPM " o6pazupl. KoHLEHTpanuy 31EMEHTOB B KOHTPOJIBHBIX
o0pasiax J0JDKHBL JIe)KaTh BpaboueM nuana3one Hacrosmeid MBH.

B coorBercrefin) ¢ 1m.4.9.2. MM 2335-95, BOCIpOU3BOAUMOCTb H3MEPEHUM CUUTACTCS
yIOBIIETBOPUTENHLHOMN, €CiIH BBIIOJIHAETCH YCIOBHE:
D, =[X\ - X1|< D, ,
rme X{imJX> — pe3yldbTaTel TNEPBUYHOTO U TMOBTOPHOIO M3MEpEHHMH COIepKaHUA
KOMIIOHEHTd B "OfHOM M TOU ke Ipole, CIEJaHHBIX C pa3sHUIEH 10 BPEMCHH,
COCTaBIISIIOLIEN 1 Heneo;

Djax — HOPMaTHB BOCIPOU3BOAUMOCTH, PAacCUUTBHIBAEMBIH 110 hopmyie (1. 4.9.3.
MI2335-95):

D, =O(P,m)-5(A) |
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rne Q(P,m) — x03(QdUIMEHT, 3aBUCALIMI OT KOI-Ba M3MEPEHHH W ' JOBEPUTECIBHOM
sepositHoct: Q(P,m)=2,77 g P=0,95 u m=2;

[
6(A)-  T1OKa3aTellb  BOCIPOU3BOJMMOCTU  (XapaKTepMCITUKa  CIy4aidHOMU

cocTaBJIsIoNIei MOTPEIIHOCTH) U1 COJEP)KaHUM, COOTBETCTBYIOLINX
COJZIEpIKAHMAM OTIPEe/IIEMOr0 KOMIIOHEHTa B KakaoMm OA.

HOpMaTI/IBI)I OIIE€paTUBHOTI'O KOHTPOJIA BOCIPOU3BOAUMOCTH, IIPUBCACHBI B Tabauie 3.

Tabmuna 3
HaumenoBanue MaccoBas KoHueHTpauus | Hopmatus BocrpousBogmmoctu (P=0,05)
3JIEMEHTa 3JEMEHTa, MI/IM pe3yIpTaToOB aHaIu3a
D —--abcomoTHOE | D — OoTHOCUTEIBHOE
3HAUCHUE 3HaueHue, %
Mapranen 0,05 0,0094 19,92
0,50 0,0282 5,76
5,00 0,3282 6,76
50,0 3.0331 6,20
bop 0,10 0,0230 22,30
0,50 0,0776 15,24
5,00 0,4939 9,89
50,0 4,0331 8,09
[{uHkK 0,05 0,0114 22,77
0,50 0,0499 10,03
5,00 0,2352 4,79
50,0 2,8836 3,79
Kanmuit 0,05 0,0099 19,50
0,50 0,0670 13,71
5,00 0,1620 3,30
50.0 3,2157 6,59

O1eHKa BOCIIPOU3BOIUMOCTH, pe3yIbTaTOB U3MEPEHHUH NOIDKHA MPOBOIUTHCS TAKKE
T0CJIe 3aMeHbI KaJldOpOBOYHBIX PACTBOPOB MIIK U3MEHEHUS XapaKTePUCTUK IIpHOOpa,
CIOCOOHBIX IMOBIMATH Ha CTaGMIIBHOCTH U3MEPEHUH.

10.3. OyeHKka moYyHocmu-(AO2pewHOCMU) pe3yibmamoe usMepeHuu

Orenka/ TOYHOCTH PE3YIBTATOB H3MEPEHHMH IPOBOJUTCS IOCJIE  3aMEHEI
KaIMOpOBOYHBIX pAacTPBOPOB, IIOCIE PEMOHTA CIEKTPOMETpA, IIPU H3MEHEHMM YCIOBHH
BBITIOJIHEHMS M3MEPEHUI WIN PU U3MEHEHUU JPYTUX (aKTOpoB, CIIOCOOHBIX MOBIMATH Ha
IOrpefiHOCTh UBMEPEHNH, HO HE peXke 4eM OJIMH pa3 B 3 Mecdlla.

OrneHka TOYHOCTH pE3yJIbTATOB H3MEPEHUN IPOBOJUTCA B COOTBETCTBHH C
tpébeBanmsivu MI1 2335-95 11 Kakooro MHTEpBaja ONpPENEIAEMBIX KOHIIEHTpPAIUM C
MOCTOSHHBIM 3HaYCHUEM XapaKTEPUCTUKH CITy4alHON COCTaBJIAIONIEN ITOTPEITHOCTH.

HawnbGonee 3dQeKTUBHBIM SBISETCA METOJ OLEHKM TOYHOCTH C MCIOJIB30BaHUEM
o0pasioB s KoHTposst. OOpasusl mns KoHTposs roroBsares u3z I'CO mmm I'COPM
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AHAJIOTUYHO KaTMOPOBOUHBEIM pacTBOpaM. [[OrpelHOCTh MPUIOTOBJIEHMS ©0pa3oB s
KOHTPOJIS PACCYMTHIBAETCS B COOTBETCTBHY ¢ IIpunoxennem 1.

B kauectBe 00Opa3lOB Ui KOHTPOAS  TOYHOCTH JOITyCKaeTCsiw, MCIONB30BAaHUE
CTaHJAPTHBIX O00pa3lOB MNpPOIYKTOB IIUTaHMA C CEPTHOHUIMPOBAHHBIM COAEPKAHHEM
5JIEMEHTOB, yKa3aHHBIX B HacTosmeil MBH.

I[TorpemHoCTh PUrOTOBICHHS 00pa3LOB 11 KOHTPOJIS WK ITOTPEIIHOCTE aTTeCTallui
cepTHGUIMPOBAHHBIX 0OPA3IOB HE JOJDKHA NPEBBINATh 1/3 TODPEIIHOCTH, YKa3aHHOH B
nmanHoit MBU.

[Ipy NpOBENEHWH OLEHKH TOYHOCTH PE3YNHTaTOB HEOOXOAMMO WCIIOJIb30BaHUE HE
MeHee 3-X 00pasloB IS KOHTPOJsS C KOHIEHTPAIMSAMH KOMIIOHEHTOB, OJM3KUMHU K
pexomengyemMbM (cM. Tabi.4)

Tabnuua 4.
HurepBai onpeaesseMbIxX PexomeHnyemas
Ne obpazua s P pelt ¥
il g KOHIIEHTPALIMH C MOCTOSHHBIM OtHOCUTENBHAA || KOHLIEHTpALIUA
3HAYEHUEM XapaKTEPUCTUKH IIOrPEIIHOCTE;{ KOMIIOHEHTOB B 00pasnax
TIOrPELIHOCTH .. . o
MBU CIly4aHOM COCTaBJIAIOLIEH A (%) U151 KOHTPOJI TOYHOCTH
NOTPELIHOCTH, (MI/11) (mr/m)
1 2.-1Ip0 + 0,1 35 4-IIpO
2 0,1 + 1 20 0,4
3 1 + 50 7 2

B coorBerctBum ¢ MK 2335-95m 4.11.1.4. /TOYHOCTH BBHIIIOJHEHUS H3MEPEHUU
KOHIIEHTpAIMii 3JIEMEHTOB B pabouux mnpobax “CUMTAIOT YIOBJIETBOPUTEIBHOH, €CITU
BBITIOJIHSETCS yCIIOBHE: :

K| <Ky
rne K, =X-C,
Co— ATTECTOBAHHOC 3HAYCHNE KOHICHTPAIINH;

X — cpenHee 3HaUCHIE KOHIEHTPALMH, TIOTy4YEeHHOE IIPY KOHTPOJIBHBIX H3MEPEHUAX.
K— HOpMaTyB TOUHOCTH,paccurTrBaeMbIi 111 P=0,95 mo dpopmyne (MU 2335-95
m4.11.1.3.):
K=084-A,
rae A — XxapaKTepueTUKa, JIOTPEIIHOCTH, COOTBETCTBYIOIAA CONEPKAHUIO KOMIIOHCHTA B
OE.
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11. MPUNOXXEHUE 1. MeToaAuKa NpUroToBreHnUsa KannépoBoYHbIX
pacTBOPOB ASA U3MepeHUs KOHLEHTpaLuui 3anemMeHToB B npobax, ¢
ucnonb3oBaHueMm cnektpometpa ARL3410+.

1. Cpencrsa usmepenuii (CH), ucnonab3yeMble Ul MPUTOTOBJICHUS PACTBOPOB yKa3aHEl B
pazzene 3 HaCTOALIEH METOIUKH.
CU, ucnons3yeMble TpU TPUTOTOBICHUM KaTMOPOBOUHBIX PAacTBOPOB JOJDKHBI

IPONTH MOBEPKY B OpraHax METpOJOrHuecKoil cayx6sl B ¢oorsercTBun ¢ CTh 8003-
93.

KonOpl, NMUIIETKH W IUIWHAPH MPU HEOOXOAMMOCTH IOBEPSIOTCS By COOTBETCTBUH C
I'OCT 8.234-77.

JlolmycKaeTcss HMCIOJNB30BAaHUE IPYTUX CPEICTB-~MSMEPEHUM, 1 yIOBICTBOPSIOUINX
TpeOOBaHUAM HACTOSAIIEH METOIUKH.

2. B IIOMELICHUU, TIZ€ T'OTOBATCA PpPacCTBOPHL, . JOJDKHBI HIONNCPKUBATHCA CJICAYIOIHMC
YCJIOBHA:

— TeMIlepaTypa OKpy»Karomiero Bosuyxa_ 205 (°C)
— or”ocuTenbHas BIaxHocTh 60120 (%)

3. IlpuroroBieHue pacTBOpPOB.
BCKpeITh aMityity, o0ToOpaTh HyxkHbIM 006eM/I'CO! B INUIETKYy, IIEPEHECTH €ro B
MepHYIO K00y u moauth 0.5 % pacTBopoM a30THON/ KUCIOTH 10 TpeOyeMoro obbema.
Ilpn HEOOXOAMMOCTH W3 MOTYYEHHOI'O PacTBOPA CHOBA IMIIETKOM OTOOPATh HY)KHBIN
00beM, MepeHEeCTH B KOJIOy 1 NOMUThH PaCTBOPOM a30THOM KUCIIOTEL.

4. KoHIeHTpamms 3JIEMEHTa B IIPUIOTOBIEHHOM, PacTBOPE BBIUYUCIAETCS 10 (hopMmyie:

L= Coﬁ(vio/vi)

rae C - KOHIEHTPALMS JIeMEHTA B, CTaHAapTHOM 00pasiie (MI/JIuTp)
V., - 06beM pacTBopa, GTOOPaHHbIN Ha i-TOM 3Tare pa3baBlICHuS;

V. - cymmapHBIif 00beM MOJTYMHUBIIEr0Cs Ha i-TOM 3Tarle pacTBOpa,
n - YUQJIO 3TANOB pa30aBIICHUS;

5. OnpenesieHue NorpenfHocTel NPUroTOBJIEHHs PacTBOPA.

5.1. OTfioguTENbHAs MOTPENTHOCTH MPUTOTOBIIEHUS PACTBOPA OIIPEIEIeTCs
o dopmyjsie:

n
Op=k- [SpZ+> (ST +S5+2St%)
=1

rae k - Koadbdumment noseputensHoit BepositHocTr k=1.1 s P=0.95
Sp, - oTHOCHUTeNIbHAs TOrPEIHOCTH CTAaHAAPTHOTO 00pasIa;
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S, - oTHOCHTENbHAs TOTPEIIHOCT MEPHOM MUIETKH, KOTOpPOH QTOMpaeTcs

oOpaserw;

S, - oTHOCHTeNbHAs TOTPENIHOCTh MEpHOW KONOBI, B KOTOPOH
pazbasisieTcs oOpaselr;

St - OTHOCUTEIBHAS NOIrPEeIIHOCTh, BhI3BaHHAA WU3MCHCHHCM TCMIIC-

patypsl Ha +5 °C ot Temmeparypsi 20 °C.

OTHOCHTENIbHAS TIOIPEITHOCTE IIPUTOTOBIECHUS PACTBOPOR-HE JIO/KHA NPEBBIIATh 2 %.

5.2. AGcomoTHas nmorpemHocts ACp NPUTOTOBIEHMS PACTBOPA OIpEIeieTcs

o Gpopmyiie:

ACp = C-©p/100

rae C - pacueTHas KOHIIEHTpAIMs dJIEMEHTA B PacTBOPE.

5.3.CnpaBo4HbI€ CBeIeHHS:

OTHOCHTEIbHBIE TOTPEITHOCTH MUMETOK I go3upoBanus mo 'OCT29169-91:
- AIETKa BMECTUMOCTBI0 0.5 M1, 2-T0 Kjiacea TOuHOCTH: Si= 2 %
- TIATIETKA BMECTUMOCTEIO 1 M, 2-T0 Kiacea rouHoerd: .S, = 1.5 %
- IUTIETKA BMECTUMOCTBIO 2 MII, 2-T0 Ki1acea TouHoeTH: © S, =1 %
- IUIIETKa BMECTUMOCTBIO 5 MII, 2-FO Kiacca TodHocT: S, = 0.6 %

- IUTIeTKa BMECTUMOCTBIO 10 Mi1,2-10 Kiacca TounocTr: S, = 0.4 %
- TIATIeTKa BMeCTUMOCTBIO 20 M, 2-ro kiaccd Toguocti: S, = 0.3 %

OtHocUTeIbHAS TMOrPeilIHOCTE,, IpH, U3MEHEHUH TEMIIEpaTyphl
St=0.103 %.(uts KOJIOBI M MUIETKH 3Ta  JOFPEHIHOCTh IPUOIU3UTENHLHO

OtHocuTeNbHAs MTOTPENIHOCTS MEPHBIX K0JIO 2-ro Kjlacca TOYHOCTH

- BMecTUMOCTHIO 2000-Mm71:
- BmectumocTriO 1000 mi:

- BMecTtuMocThio 500 mur:
- BMECTHMOCTBIOW250 mi:
- BMmecTuMOCTEIO 200 Mut:
- BMecTUMOCTRIO 100\MIT:
- BMECTUMOCTBHIO S0-Mil;
- BME@CTHMOQCTBIO /25MT¢
- BMECTUMOCTBIOW] 0 MII:
- BMECTHMOCTBIO 5 MI:

S, =0.06%;
S7=0.08 %;
Sz =0.1 %;

S5,.=0.12 %;
S, '=0.15 %;
Sz =0.2 %;
S, =0.24 %;
S, =0.32 %;
Sz =0.5 %;
Sz =1.0 %;

Ha 5 rpajycoB:
OJMHAKOBA)

3HAYEHUS OTHOCULEIIBHBIX MTOTPEITHOCTEN ONpeIeNIEHUss MacCOBOM KOHIIEHTpAIuU
3JIEMEHTOB, BEIpaKE€HHbIE B % IpU 10BepHUTEIbHON BeposaTHOCTH P=0.95 11 HEKOTOPHIX

I'COPM nanslB Tadnuie 4 :
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Tabmuna 5.
DIIeMEHT O6o03HaueHue Konnenrtpanus | Ilorpemsocts

Irco JJIEMEHTa SPo

(mr/nutp) (%)

ANMIOMUHUA 'CO6064-91 10 000 0.5
bapwuit I'CO 5216-90 1000 1.0
bepwinuii I'CO 5217-90 100 1.0
bop I'CO 6087-91 1000 1.0
Bananuii I'CO 5218-90 1000 1.0
Kenezo I'CO 6069-91 10 000 OS5
XKeneso I'COPM-24 1 000 1.0
Kagmuit I'COPM-23 1 000 1.0
Kanpuumii I'COPM-25 1000 1.0
KobGansT I'COPM-24 1 000 1.0
Marnwuit I'COPM-25 1000 1.0
Mapranen I'COPM-23 1000 1.0
Mens I'COPM-24 1 000 1.0
Monubaex I'CO 5228-90 100 1.0
MBEIbsK ['COPM-13 100 1.0
Huxens I'COPM-24 17000 1.0
Omnoso I'CO 5231-90 1 000 1.0
PryTh I'CO 3497-86 1 000 1.0

Cauneln I'COPM-23 2000 1.0
Cenen ['CO 6076-91 1 000 1.0
Cepa 'CO3405-9011 15 000 0.4
Crtponuuit I'COPM-25 1000 1.0
Turan I'CO 6083-91 1000 1.0
dochop I'COPM-21 20 000 0.4
Xpom ['C0O-5236-90 1000 1.0
[Munk ['COPM-23 1 000 1.0

6. Ilpumep pacyeTa MOrpelIHOCTH NPH NPUTOTOBJIEHHH KAaJIHOPOBOYHLIX PACTBOPOB
JJIsl ompeiesIeHUst MATHHS B MOJIOKe

OG6sruHOE cosiepikarne Mg B MofIoke JIexHuT B ipenesax 10-15 mr/nurp. [lng nocrpoenus
KaTMOPOBOMHONM KPUBOU-PEKOMEHTyETCS FOTOBUTh PACTBOPHI C KOHIIEHTpaluaMu Mg
JeKalIMMHU BEEX XKe [Ipefenax.

KanubpoBouHbli

Pactsop I 13 TCOPM-25 numnetkoit 0TO6MpaeTcst SMIl. pacTBOpa U NEPEHOCUTCS B

MepHYIo kost0y oopemoMm 200 M. [Tocie aToro o6beM pacTBopa B KoJIO€
nesoaurcs 1o 200mit. 0.5% pacTBOpOM a30THOM KUCIIOTHI.
[ony4eHHbIit KaMUOPOBOYHBIN PaCTBOP UMEET KOHLIEHTPALIUIO

C1=1000- S 25 (mr/m)
200

HOFpeIlIHOCTB IIPUI'OTOBJICHUS 3TOI'0 pacTBOPA COCTABIISACT:
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Sp(1)=1.1-4/0.01> + 0.4% + 0.15> +2-0.1032 = 0.50(%)

Kanu6posour | |3 pacTBopa 1 mumeTkoit oToupaercs 15Mi1., HEpeHoCUTES B KOOy

i 2 o
bilt PACTBOP 2! | (5 enoM 25 MU, 1 OBOIHTCS 10 00BeMa 25MI1. pacTBOPOM a30THO#
KHCJIOTHI.

C2=23 22 15 (mr/m)
25

Sp(2) =1.1-4/0.01% +(0.4% +0.15% +2-0.103% )% (0.3% + 0.327 +270.103%) = 0.71(%)
p

K%ﬂll)'IﬁPOBO‘I;* W3 pactBopa 1 numerkoit otéupaercs 15 mi1., mepeHocHTCs B KOOy
PITACTROP 2| o6BemMoM SOMIL. 1 IOBOAUTCS [0 06BBEMa,SOMII. pACTBOPOM a30THOM
KHUCJIOTHI.

C3 =28 20 7.5 (o)
50

Sp(3) :1.1-\/0.012 +(0.4% +0.15%4 240.1032) + (0.3 + 0.24* +2-0.103%) = 0.67(%)

Kak BUIHO U3 pacueToB, IOTPEIIIHOCTH IPUTOTOBICHUS KAIMOPOBOYHEIX PACTBOPOB HE
npeBbIIaoT 2%.

7. TlpuroToBJIEHHBIE PACTBOPHL3AIUBAIOT B CyxXHe COCYIBl C JBOMHBIMH IPOOKaMHU M
XpasaT 1pu Temmneparype ot +15 °C'mo +35:°C B MecTax, 3aIlUIIEHHBIX OT NONaIaHU
NPSIMBIX  COJIHEYHBIX JTydew. Ha“.cocyapl C TNPUTOTOBICHHBIMH pPacTBOPAMH
NPUKIENBAIOTCS STUKETKH, BEIIOTHEHHBIE Ha 6eoif Oymare MallMHOIMCHBIM CIIOCOOOM.
Ha sTuKeTKe HEOOXOOUMO YKa3blBaTh KOHIIEHTPALIMIO 3JIEMEHTa, OTHOCHTEILHYIO
IIOTPEITHOCTE M JIaTy,/MpUIrOTOBIEHNUs pacTBopa. Harpumep:

A0 + 0.21) MKr/miL.
15.06.94.

8. [lpu ucmoyib30BaHUM PACTBOPOB; COAEPIKAIINX IJIEMEHTHI, KOTOPEIE MOTYT  OKa3bIBaTh
BpeIHOE BO3JNEHCTBHE Ha paloTalOmMX M OKPYXKAIOUIyl0  Ccpeldy, CleayeT
PYKOBOACTBOBATECS TPEOOBAHUAMU 0e30macHOCTH B COOTBETCTBUU C
['OCT12.1005-76 u I'OC€CT12.1.007-76.
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CBUIOETENBLCTBO Ne 253/2002

O METPOJIOTMYECKOW ATTECTALIN
METOAWMKW BbINONHEHNAMSMEPEHWIA (MBW)

MeToauKa BbINONHEHNUS U3BMEPEHUIN KOHLEHTPaUVA-3NEMEHTOB
B Xunakux npobax Ha cnektpomeTpe ARL 3410+

pa3spaboTaHHas Y «PHIL no 30K v BIMIM»

HanmMeHoBaHne opraHm3auumn

W pernameHTUpoBaHHas B MBU.MH 1792-2002 ¢«Memoduka ebInonHeHus usmMmepeHuu
KOHUeHmpauuu afieMeHmos 8 Xu@kux npobaxHa cnekmpomempe ARL 3410+,
aTtrecTtoBaHa B cootseTcTeun (¢ FOCT 8.010-99.

ATTecTauus ocyLlecTBneHane pesynbTaTtaM METPOSIONMYECKON 3KCNepTn3bl MaTepuanos
no paspaboTke u akcnepumMmeHTansHoMy ueernegosaxmo MBU.

B pesynbTtate atrectauum MBW yctaHOBNEHO, 4TO MeTOAMKa COOTBETCTBYET NpeabsB-
NAeMbIM K HE MeTpPONorMYECKMM TpeboBaHuaM 1 obnagaeT cneayowmMm OCHOBHBIMM
METPOSIOrMYECKUMN XapakTepUCTMKaMn;

OTHOCUTENbHaA CyMMapHasi NOrpewHoOCTb U3MEPEHUIA NPU NPUHATON OOBEPUTENBHOM
BeposiTHocTn p = 0,96 coctaBngerT:

- 35 % npu nsmepeHun KoHueHTpauuin 2e MpO’ go 0,1 mr/n;

- 20 % npw namepennn koHueHTpaumin ot 0,1 go 1 mr/nm;

- 7 % npw namepeHumn KoHueHTpaunn ot 1 go 50 mr/n.

' MpO — npefen oBGHapyXeHus aneMeHTa.

3amecTutENb ANPEKTOPA / B.I1. Jlo6ko




