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1 Beenenne

HacTosimasi MeTo/IMKa TOBEPKH PacIpOCTPAHSETCs Ha CHEKTPOMETPBHI PEHTITCHOBCKHE
sueproaucnepcronnsie ARL QUANT’X, (manee — crekTpoMeTpsl), H3roTopjieHHbie Thermo
Fisher Scientific (Ecublens) SARL, npou3BoacTBeHHas MI0MIa/IKa:

- Thermo Fisher Scientific Brno s.r.o., Yemckas Pecnybiuka,

¥ YCTAHABIMBAET METO/Ibl H CPEJICTBA HX NEPBUYHON U MEPHOANYECKOH OBEPOK.

WuTepBan mex 1y nosepkamu 1 rox.

2 Onepaunu NoBepKH
2.1. Ilpu npoBe/ieHHH MOBEPKH BBINOJIHSIOT ONEpPALH, yKa3aHHbIe B Tabnuue 1.
Tabnauna 1 — Onepanuu nNoBepkH

Ne mynkrta O06s3aTeTbHOCTD TPOBEACHHS
HauMenoBaNye Onepans JIOKYMEHT OIEpaLlK IIPH ITOBEpKe
a 1o . 3
NepBHYHON NEPHOIUYECKOH
HOBEpKE
Buemuuit ocMoTp 6.1 aa Jla
OmnpoGoBanue u npoBepka
6.2 aa Jla
HIeHTHOHKAIIMOHHBIX JaHHbBIX [10
Omnpenenenue 4yBCTBUTEILHOCTH IO
JTMHUHU XPOMa M OTHOCHTEJIBHOTO
P 6.3 na Jla
CPEeHEKBA/IPaTHYECKOr0 OTKJIOHEHHUS
BbIX01HOTO curHaia (OCKO)

2.2 Ilpn momy4eHHH OTPHLATEIBHOTO pe3yJbTara B MPOLECCe BHIIOIHEHHs 000 U3
OIepalHii MOBEPKH CIIEKTPOMETP MPU3HAIOT HENPHIOHBIM H €r0 MOBEPKY MPEKpPaIaioT.

3. Cpeacrsa noBepkn

3.1. Ilpu npoBe/ileHHH TOBEPKH CIEKTPOMETPOB IPHMEHSIOTCS CIEAYIONUE CPeICTBa
MOBEPKH:

- CTaHAapTHbIe 00pasibl cTajled YrIepoAMCTBHIX M JerupoBaHHbIX TUmoB 13X, 55C2,
05xm, 38X2MIOA, 60C2, 38X2H2MA, 36X2H2M®A, 30XH2M®A, Cp-08XI"2C, 30 u B2®
(kommmekt UCO  VI0k- HWCO VI9k), (peructpauronnsii Homep B ®DeaepaibHOM
nHpopmanmonaoM donne 'CO 10504-2014);

- npubop komOuHMpoBaHHEIH Testo-622 (perucrpaunonHsii HOMep B PeepaibHOM
HHpopMaroHHOM (onze 44744-10).

3.2. ]JlomyckaeTcs NpHMEHEHHE JIPYIHX CpEACTB IIOBEPKH, 00ECIeUUBAOIINX
ONpeIeIeHHe METPOJIOTHYECKHX XapaKTEPHCTHK MOBEPSEMOro CIEeKTpoMeTpa ¢ Tpebyemoi
TOYHOCTBIO.

4. TpeboBanus G6e3omacHoCTH

[Ipy mpoBeeHHH MOBEPKH CIEKTPOMETPOB IOJDKHBI COOMIONATHCS TpebOoBaHHs
0€e30MacHOCTH COTJIACHO SKCIUTyaTallMOHHOM JOKYMEHTAIlMH, a TaK)Ke MNpaBHiia TEXHHKH
0e30MacHOCTH, NPHHATBIE HA MPEANPHATHH, IKCIUTyaTUPYIOLIEM CIIEKTPOMETP.

Jlnsg mosnydyeHMs: JaHHBIX, HEOOXOAMMBIX IUIS TOBEPKH, JOIYCKAeTCs ydacTue
OIepaTopoB, 0OCTYKHBAIOIIUX CIIEKTPOMETPSI (110 KOHTPOJIEM TIOBEPHTEIS).

5 YenoBusi noBepkH
5.1 IloBepka criekTpomeTpa DOJKHA IPOU3BOAUTHCS MPH CIIEIYIOMKX YCIOBHAX:
- TeMIieparypa okpyxatome cpeasl ot +15 g0 +30 °C;
- OTHOCHTEJIbHAA BIAKHOCTh, He Oonee 80 %.
5.2 He nonyckaercs nonajaHue Ha CIIEKTPOMETP MPSMBIX COJTHEYHBIX JTy4eii.



6 IlpoBenenne noBepku

6.1 Brenrauit ocMOTp

ITpu BHELIHEM OCMOTpE JI0JKHO OBITh YCTAHOBIIEHO:

- KOMILIEKTHOCTb pubopa;

- OTCYTCTBHE MEXaHHUYECKHX IMOBPEXKICHUH KOpPITyca U OpraHoB yIPaBJICHHUS;

- HAIMYHE MApKUPOBKH (HAUMEHOBAHUE WIIH TOBAPHBIH 3HAK 3aBO/1a-H3rOTOBUTEJIS, THII
H 3aBOJICKOM HOMED).

6.2 OnpoGoBaHue U NpoBepKa HACHTH(GUKAMOHHBIX JaHHBIX [10

6.2.1 Jist onpoGOBaHUs CIIEKTPOMETP BKJIIOUHTH U MOATOTOBHTH K paboTe B COOTBETCTBHH C
yKa3aHusiMH PyKoBOZICTBa 1O SKCIUTyaTaluH.

[Ipu onpoGoBanuK AOKHO OBITE YCTAHOBJIEHO:

- pabOTOCTIOCOOHOCTD CIIEKTPOMETPA;

- SJHEPreTHYECKOe pa3pelieHue npuoopa.

JUis  ompeneneHdss SHEPreTMYECKOTrO paspellieHHs npuOopa IpPOBECTH  HM3MEPEHHE
CTaHZapTHOro oOpas3iia M/, H/IyIIero B KOMIUIEKTE C IIPHOOPOM.

3amyctute Moayib "Acquisition Manager"(Puc.1).

Acquisition
Manager

Pucynok 1 — Spabik 3anycka moayns "Acquisition Manager™.

B orkpeiBmemes okne Haxkath "File — New — Qualitative Tray List" (Puc. 2).

@ Acquisition Manager - MTL1
File Edit View Anzhze Help

New > Qualitative Tray List Cirl+Q
Open... Ctrl+ G Quantitative Tray List Ctrl+M |
Save Tray List Ctrl+S Reference Tray List Cti+R | L
. , v § Quantitat
Save Tray List As... :
Print... CtrleP | Method file Position Tray Reps
Print Preview i ol
Print Setup...
Exit Ctrl+ X

Pucynoxk 2 — OxHo co3nanus ¢aiina Qualitative Tray List.
Ha nanenn xomanj B BepxHeii yacTi okHa Haxarh "Analyze — Energy adjustment” (Puc.
3), mocne yero 3anmyCTHTh TECT.
(.,. Acquisition Manager - MTL1
File Edit View Analyze Help

Tests > &
Simee - method file

H . \ 0O
Pucynok 3 — OxHo crapra npouenypsl Energy Adjustment.




B oruere 1o 3aBepiieHHI0 Tecta HaiiTh cTpoky "Peak FWHM", 3HayeHune HanmpoTHB —
sHepreTHyeckoe paspemenue (Puc. 4).

Fine Gain Adjustment Report

Thermo Fisher Scientific, Inc.

WinTrace 10.3 (Build 159)  Adjustment performed: /192020 941.55 AM

Conditions
Voltage (kV): 30
Filter: Pd Thick

Energy of Line (keV):  8.041

Value Value
Initial Fine Gain Setting: 28141 28139
Final Fine Gain Setting: 28141 28139
Time Constant (ns): 1000 600
Error (eV): 0.9 0.8
Uncertainty (eV): 148 0.94
Peak FWHM (eV): 157.6 158.0
Zero Peak FWHM (eV}: 53.1 51.1
Peak Count Rate (cps'mA): 688597.37 523927.60
Live Time {s): 2.00 5.00
Tube Current (mA): 0.38 0.0

Pucynox 4 — Buz oryera no npouenype Energy Adjustment.

PesynbTar onpoboBaHust CYMTACTCS MOJIOMKUATEIBHBIM, €CJTH H3MEPEHHUSI BBINOIHSFOTCS Oe3 cOOeB,
SHEPIreTHYECKOE pa3pelieH e 0 JIMHUM M/ He npesbiinaet 170 3B.

6.2.2 IlpoBepuTh MACHTH(GUKALHOHHOE HAHMEHOBAHHE IPOrPaMMHOr0 obecreyeHHs H
Homep Bepcud [10 npu BKIIOYEHHUH CLIEKTPOMETpa.

PesynpTar cuMTaeTcs MNOJIOKHTENBHBIM, eciM HauMmeHoBanuwe 10 u HOMep Bepcuu
COOTBETCTBYIOT JIaHHBIM, IPHBEICHHBIM B OIIMCAHWH THIIA CPEJCTBA H3MEPEHHH.

6.3 Ompeznenenue 4yBCTBHTEILHOCTH W3MEPEHHH 110 JHHHH XpOMa H OTHOCHTEIBHOTO
cpennexBagparuueckoro otknoneHus (OCKO) BeIxoaHOro curuana.

6.3.1 YcraHoBUTH B OJIHYy M3 si4eeK MoJaTyhka 00pa3lloB CHEKTPOMETpa CTaHAapTHBIH
obpasenn u3 kommiekta I'CO (c comepkanmeM MaccoBoil nonmu xpoma ot 0,7 mo 4,0 %),
yKa3aHHBIX B Tabnuue 1.

6.3.2 Co3/1aTh aHAIMTHYECKYIO IpOrpamMMy (MeTo/1) HHTeHCHBHOCTH Ha uHHAX Cr Ka ¢
YCJIOBHSMH M3MEpEHHH, yKa3aHHBIMHU B Tabmuie 2.

Tabnuna 2- YcnoBus u3MmepeHuit

ITapamerp 3HaueHue mapameTpa
U, kB 12
I, MA 0,2
OuibTp Al
MeptBoe Bpems, % (ABTOMATHYECKUH PEKHM)
Bpewmsi perucrpanuu, ¢ 100
Cpena ananusa Bosayx




6.3.3 Jlnst co3maHusl aHATUTHYECKOH MPOrpaMMBbl CleyeT 3amycTuTh Moayib "Method
Explorer" (Puc. 5).

&

Method Explorer

Pucynok 5 — Spnbik 3anmycka "Method Explorer".

Bribpats komansr "File — Settings"(Puc. 6).

& Methed Explorer - Method!

Fle View Help
New CirleN E
Open... Cirls O
Save S
Save As...
Settings...
Prnt... Cul-P
Prnt Preview :
s
Print Setup... thnigu
peith:
Exit ted:

PucyHok 6 — BriGop ycTaHOBKH IapaMeTpoB.

B orkpeiBmemcs oxne "Method Settings" Ha 3akmaake "Analysis" B pasnene
"Technique" BeiGpars "Intensities Only" (Puc. 7).

Analyss Regarting Reporting Header "
C
Technigue Intensites Only v

Standards § -
Lorarys )

AN QOF

a

[ARemove esczoe pesis
[FRemove sum peaks

[Jvinte xR= Gagnostics fie

fcs)

Il

Pucynok 7 — BeiOop ycTaHOBOK JUIst METO/1A.

Hasxate knonky "OK".



B paszene "Analytes and Conditions" B HikHell 4acTH GeJoro IBeTa HaxaThb NMPaBO
KHOIKO#M MbIi# U BeIOpath "Add — Low Zc" (Puc. 8).

P | - .
S| [ He
frmoe || [Li]Be] ‘BlcIN]JoF [N
B Na | Mg alsiferls]ala
- hrsd A5 K|Ca|Sc|Ti|V|Cr|Mn|Fe|Co|Ni|Cu|Zn|Ga|Ge|As|Se|Br|Kr

Rb|Sr| Y |Zr {Nb{Mo|Tc{Ru|Rh |Pd|Ag|Cd|in {Sn|Sb|Te| | | Xe
Cs|Baf L |Hlf[Ta|W |Re|Os| i |Pt|Au|Hg| T [Pb]| Bi |Po| At |Rn]

|| LFrRaff
' =L La Ce | Pr [Nd[Pm[sm[Eu]Gd]| ™ Oy [Ho [ & [Tm| b | Lu |
_AJAc|Th|Pa| U |Np|Pu|Am|Cm|Bk |Cf|Es |Fm|Md|No| Ls

i;-'.-; Gt | Wi | I . i
| o | e | veeies | { pue. o

ol e A
e e

N | At e

Pucynok 8 — BriGop ycioBuii u3amepeHwus.

JlBa pasa mienkHYTh Ha Jo0aBUBIIEiics B HIKHEH dacTi cTpoke "Low Zc¢ Aluminium 12
kV Air" (Puc. 9).

Cs | Ba |mla| Ht | Ta | W | Re | Os | Ir | Pt
Fr | Ra | SRR
~ Condition Name [ Low 2c ] Filter Aluminum v
Default Conditions ROI Optimized Elements
voltage(kV) Live Time Limit{sec) Counts Limit(K) =7}
[ - = -~ | - —
N C - )
Current(mA) Warm Up Time(sec) \m
0.2¢ - Mauto 0 3
Condition Filter E\ergy ange ivnosphere E
(0 - 10keV (@) Air El_
Mid Zb Pd Medium (0 -20kev (O vacuum 0
Low Zc Aluminum @0 - 40 kev (O Helium “lo
[[]spinner on
< -
oK Cancel E

Pucynok 9 — Mi3meneHue ycnoBuii H3MepeHHs.

B nosBuBmeMcs OKHE yKa3aTh HeOOXOAUMBIE YCIIOBUS H3MepeHHus, HaxaTh "OK".
BeiOpare Cr B Tabimiie 371eMeHTOB (BepxHsis dacTh okHa) (Puc. 10).



Ti | v|[ cr [mn] Fe | co | Ni
Zr [Nb|[Mo| Tc | Ru | Rh | Pd
Hf | Ta| W |Re [Os | Ir | Pt

a i lAa. Il Aol maln e,
Pucynox 10 — Beibop u3MepsieMBbIX 3JIEeMEHTOB.

ITocne 3TOro BCe CTPOKH C YCIOBHSIMH H3MepeHHi, kpome co3aaHnHoi "Low Zc
Aluminium 12 kV Air Low 100 sec Cr" yaanuts (1Ie1490K 1MpaBoii KHOMKOH MBIIIH — IYHKT
"Delete" nosisnstomerocs menro) (Puc.11).

lH lHUlIIIII’dI v ll‘pII'UIHIILI\aHIIDI\lLIl:bli‘llillvlulﬂul'_l

Pucynok 11 — VY nanenue 1uimHero ycnoBusi.

Coxpanuts ¢aiin meroa, Haxas "File — Save As... ".

6.3.4 IIposectu 10 u3Mepenuii ckopocreii cuéra Ha muanu Cr Ka.
Jlist sToro 3anyctuts "Acquisition Manager" (Puc. 12)

&

Acquisition
Manager

Pucynok 12 — Spnsik 3amycka "Acquisition Manager".

Bei6pars komane! "File — New — Quantitative Tray List" (puc.13).

€. Acquisition Manager - MTL1

File Edit View Analyze Help

New > Qualitative Tray List Ctrl+C
Open... Ctri+0 Quantitative Tray List Ctrl+M
Save Tray List Ctrd=S Reference Tray List Ct-R |
Save Tray List As... ST e

thod fil Positi
Print... Ctri=P e = -
Print Preview = s e D =
Print Setup...
Exit Ctri=X

Pucynok 13 — OkHO 3amycka H3MepeHuii 10 METOY J/Isi TOBEPKH.



B nosiBuBIIEMcst OKHe yKa3aTh uMs oOpasua, BeiOpats B cronbdue "Method file" daiin ¢
NOArOTOBICHHBIM B 1. 6.3.2 MeTozoMm, yka3ate B cronbue "Position" (npu HeoOXoaMMOCTH)
noJsiokeHue o0pasia, Homep J1oTKa ¢ obpasiamu (cronber "Tray") ocraButh Hen3meHHBIM ("1")
H JIONIOJIHUTENIBHO yKa3aTh B cTos61e "Reps” uncio nosropos u3mepenuii — 10.

Haxarp "Enter" Ha Ki1aBuaType WM JIEBOM KHOIKOHM MbIIK Ha cepblii pon okHa 11O,
HaXaTh CBEpXy 3eneHyro kHonky "GO".

JloknaTtbess OKOHYAHUSI M3MEPEHHUH, U3 OKHA pe3y/IbTaTOB M3MEpPEHUH CHSTH CpejHee
3HAYEHHE YyBCTBUTEILHOCTH N (HMII/c-MA'l) # OCKO BBIXOJHOrO CHTHANA.

6.3.5 Paccunrars gyBcTBHTENBHOCTE S ((Mn/c-MA™)/%) 1o dopmyste

S =Ngy/C,

. -1
rae Nep - cpeaHee 3HauYeHHE YyBCTBUTEIBHOCTH Ha aHamuTHuecKoi uHue (Cr Ka), uMn/c-MA™;
C — cozmeprkaHHe MacCOBO# JI0JIH XpOMa B CTaHAApPTHOM 00pasiie, % M.JI1.

6.3.6 CriexTpoMeTp cuUMTaeTCs MNPOLICAUIMM IOBEPKY Mo M. 6.3, eclH 3HAYEHHE
YyBCTBUTEIBHOCTH He MeHee 6000 (uMH/c-MA")/%, 3HAYEHHE  OTHOCHTEJIBHOTO
cpeanekBazpatiueckoro otkiaoHeHus (OCKO) BerxoaHoro curnana ue npesbimaet 1,0 %.

7 OdopmiieHne pe3yabTATOB MOBEPKH

7.1 PesynpTaThl 1NOBEPKH OQGOPMIISIOTCS B COOTBETCTBHH C JEHCTBYIOIIHMM
3aKOHOZATEeIbCTBOM.
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