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1 BBenenmne

Hacrosimast mMeTo/MKa TIOBEPKH pacmpoOCTpaHsieTcss Ha CIEKTPOMETPSI PEHTIeHOBCKHE
sHepromucnepcronnbie ARL QUANT’X, (manee — crnektpomerpsl), H3roToBjieHHble Thermo
Fisher Scientific (Ecublens) SARL, npon3BocTBEeHHAS MI0IMNAIKA:

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

H yCTaHABIMBACT METO/Ibl H CPE/ICTBA HX NEPBHYHOM H IIEPHOAMYECKOIl OBEPOK.

HMurepsan mexny nosepkamu 1 ro.

2 Onepauuu nosepku

2.1. Ilpu mpoBeieHHH NOBEPKH BBIIOHSIOT onepanHH, ykasaHHbie B Ta0uuie 1.
Tabnuua 1 — Onepauun nosepkn

Ne nynxra OBs3aTesIbHOCT NpOBENeHUS
OKYMEHT OIl€palH IPH TOBEPKE
HanmenoBanue onepanuu aﬂ 16 P P P
NEPBUYHOM MIEPHOIUYECKOH
HOBEpKe
Bremnuii ocmotp 6.1 Ja Ja
OnpoGoaxue u nposepka
6.2 na Jla
HACHTH)HKAIHOHHBIX JaHHBIX [10
OnpeneneHre 4yBCTBUTEIBHOCTH 10
JTHHHH XpOMa H OTHOCHTEIBHOTO
P 6.3 na Jla
CPEHEKBA/IPATHYECKOr0 OTKIOHEHHS
BbIX0AHOTrO curHana (OCKO)

2.2 Ilpu nosy4eHHH OTPHIATEIBHOTO pE3ylbTaTa B NPOLECCE BHINOIHEHHS 0001 13
ONEpaluii NOBEPKH CIIEKTPOMETP IIPHU3HAIOT HEIPHTOAHBIM H €I0 NIOBEPKY NPEKpaliaroT.

3. Cpencrsa nosepkn

3.1. Ilpu npoBenennn mopepku CHEKTPOMETPOB NPHMEHSIOTCS CIeAYIOHE CpeCTBA
IIOBEPKH:

- CTaHJapTHBIE 00pasubl cTanell yriepoamcThIX u JerupoBaHHeix THHoB 13X, 55C2,
05km, 38X2MIOA, 60C2, 38X2H2MA, 36X2H2M®A, 30XH2M®A, Ce-08XI"2C, 30 u B2®
(kommnekr MCO VI0k- HUCO VI 9%), (permcTpanuoHHLII HomMep B ®DenepanbHoM
nHpopMarmonHoM done I'CO 10504-2014);

- npubop komOuHHpoBaHHELT Testo-622 (peructpanmonnbii Homep B MejepansHom
uHdopmamonHoM (orze 44744-10).

3.2. ]JlonmyckaeTcss NpHMEHEHHe JIPYTHX CpPEACTB MOBEPKH, 00€CneYuBaronmx

ONPE/ICICHHE METPOJIOTHYECKAX XapaKTEPHCTHK MOBEPSEMOro CHEKTpoMeTpa ¢ TpedyeMoii
TOYHOCTBIO.

4. TpeboBanus GezonacuocTn

Ilpu mpoBenenuu mnosepku CIICKTPOMETPOB JIOJDKHBI  cOOmoaaThesi TpeboBaHHs
0€30I1aCHOCTH COIIIACHO SKCILIYaTAMOHHON JAOKYMEHTAlMH, a TakKKe NpaBHiIa TeXHHKH
0e301acHOCTH, IPHHATHIE HA MPEAPHATHH, SKCITyaTHPYIOLIEM CIIEKTPOMETP.

JUis momyueHus naHHBIX, HEOOXOMMMBIX JUIS NOBEPKH, JOIYCKAaeTCs y4acTue
OIIEPATOPOB, 0OCTYKUBAIOMIMX CIIEKTPOMETPHI (1011 KOHTPOJIEM IOBEPHTEIS).

5 YeaoBust nosepku

5.1 IloBepka ciekTpoMeTpa 10/KHA TIPOM3BOJMTECS MPH CIEAYIOMHX YCIOBHAX:
- TeMIeparypa oKpyKarouiei cpesl ot +135 go +30 °C;
- OTHOCHTE/IbHASA BJIAKHOCTD, He Oonee 80 %.

5.2 He nonyckaercs nonananue ua CHEKTPOMETP MPSMBIX COJIHEYHBIX JTYYei.



6 IlpoBenenne noepkn

6.1 Buemnnii ocmotp

[1pn BHENIHEM OCMOTpE JI0JKHO OBITH YCTAHOBIICHO:

- KOMIUIEKTHOCTB NpHOopa;

- OTCYTCTBHE MEXaHMYCCKHX MOBPEKIECHHI KOPITyca H OPIaHOB YIIPaBICHHUS;

- Ha/IH4ue MapKUPOBKH (HAHMEHOBAHWE HJIH TOBAPHBINA 3HAK 3aBO/Ia-H3TOTOBUTEIS, THII
1 3aBOJICKOH HOMep).

6.2 OnpoGoBanue 1 NpoBepKa HACHTHYHKAMHOHHBIX JaHHBX 110

6.2.1 Jins onpoGoBaHus CIEKTPOMETP BKIIOYHTH M TIOJTOTOBHTB K paboTe B COOTBETCTBHH ¢
yKasaHHsIMH PYKOBOICTBA 110 IKCILTyaTaIHH.

IIpy onpoGoBarH T0/KHO GBITE YCTAHOBIEHO:

- paboTOCNIOCOOHOCTE ClIeKTpOMETpa;

- SHEPreTHYeCKOe paspenieHue npubopa.

Jlis  onpenenieHMs  SHEPreTMMECKOrO  paspelleHHS npubopa MpOBECTH  H3MEPEHHE

CTaHIApTHOTO 00pa3sLia MeJIH, HYIIEro B KOMILIEKTE ¢ IPHOOPOM.
3anycTute Moy "Acquisition Manager"(Puc.1).

Acquisition
Manager

Pucynok 1 — Spnbik 3anycka moys "Acquisition Manager”.

B orkpeiBmemes oxne naxars "File — New — Qualitative Tray List" (Puc. 2).
%5 Acquisition Manager - MTL1

File Edit View Anzhze Help

New » Qualitative Tray List Ctrl+Q
Open... Ctrl+ O Quantitative Tray List Ctrl+M
Save Tray List Ctrl-S Reference Tray List Ctrl+R =
. y } Quantitat
Save Tray List As... .
Print... Cirlep i Method file . Position Tray Reps
Print Preview — gl [
Print Setup...
Exit Ctrl+ X

Prcynok 2 — OkHo co3nanus ¢aiina Qualitative Tray List.
Ha nanenu xomann B Bepxueii yacT oxna Hakars "Analyze — Energy adjustment" (Puc.
3), mocIIe Yero 3amycTHTH TeCT.
€ Acquisition Manager - MTL1
File Edit View Analyze Help

Tests >}

Sarrmpr e wathod file j
— [ O

Pucynok 3 — Oxuo crapra nponeaypsi Energy Adjustment.

*




B oryere no 3apepmennio Tecta HaiTH cTpoky "Peak FWHM", 3nadeHue HanmpoTHB —
sHepreTuyeckoe paspemenue (Puc. 4).

Fine Gain Adjustment Report

Thermo Fisher Scientific, Inc.

WinTrace 10.3 (Build 159)  Adjustment performed. 271972020 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): 148 094
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}): 0.38 050

PucyHok 4 — Bun oryera o npoueaype Energy Adjustment.

PesynbTar onpoGoBanus CUMTAETCS MOOMKHTE IbHBIM, €CITH H3MEPEHH s BBIIOHSIOTCS Oe3 choeB,
SHEPreTHYECKOE paspelieHHe 10 JIHHUM Me/| He npesbinaeT 170 3B.
6.2.2 IlpoBepuTh MIEHTH(HKALHOHHOE HAHMEHOBAHHE IPOrPAMMHOIO ODECTICYCHHS H
Homep Bepcuu [10 npu BKIIOUEHHH CrIEKTpOMETpa.
Pesynbrar cumtaercs monoKuUTENBHBIM, eciM HamMeHoBaHue 110 u HOMEp BEPCHH
COOTBETCTBYIOT JIAHHBIM, TIPUBE/ICHHBIM B ONHCAHHH THIIA CPEJICTBA H3MEPEHHIA.

6.3 Onpesenenne 4yBCTBHTEILHOCTH M3MEPEHHH 10 JTHHAH XpOMa M OTHOCHTEIBHOIO
cpeanexBaapariuieckoro orkaonenns (OCKO) BerxogHoro curnana.

6.3.1 YcTaHOBHTH B O/IHY M3 f4eeK MOJATYHKA 00pasloB CHEKTPOMETpa CTaHAApTHHIA
obpasen u3 kommiekta ['CO (¢ comepkaHHeM MaccoBoOi 10TH xpoma ot 0,7 no 4,0 %),
VKa3aHHBIX B Ta0uie 1.

6.3.2 Co3zath aHATHTHYECKYIO NPOrpaMMy (METO/T) HHTEHCHBHOCTH Ha THHMsX Cr Ko ¢
YCIOBHSIMH H3MEPEHHUH, YKa3aHHBEIMH B Tabume 2.

Tabnuua 2- Yenosus usmepenwuit

ITapamerp 3Hadenue napamerpa
U, kB 12
I, MA 0.2
QuibTp Al
MeptBoe Bpems, % (ABTOMaTHYECKHIH PEKHM)
Bpewms perucrpanuu, ¢ 100
Cpena ananusa Bozayx




6.3.3 Jlns co3naHust aHAIHTHYECKOH TIPOrPaMMBI Cle/yeT 3aiyCTHTh mozmyie "Method
Explorer" (Puc. 5).

&
Method Explorer

Pucynok 5 — Slpneix 3amycka "Method Explorer”.

BoiGpars komanssr "File — Settings"(Puc. 6).

& Method Explorer - Method!

Fle View Help

HNew Cirle N E

Open... Q0§

Save s

Save As..

Settings..

Prat... Ctrl+P

Prnt Preview h

Print Setup... thnigu
petn.

Exit ted:
Pucynok 6 — Bribop yctaHoBKH 1IapaMETPOB.

B orkpeBlemcs okme "Method Settings" Ha 3akmazke "Analysis" B pasgerne
"Technique" BriGparts "Intensities Only" (Puc. 7).

*

~ Post-Analyss TRACEcom Security 10

e Ansfyss Reparting Reor ting Header "
e

~ Techniue Intensites Only v

N Standacds =

Lirarys s
_ ERemove escape peais

[FlRemove sum peaks

[lvwrte 12# Gagrosscs fe

fcs)

[l

Pucynok 7 — BeiGop ycraHoBOK juis MeToj1a.

Hasxars kHonky "OK".



B pasnene "Analytes and Conditions" B HmKHeil yacTi Geloro IBeTa HAKATh npaBoit
KHONKO# MbIK K BbIOpath "Add — Low Zc" (Puc. 8).

P R =
| 3 st | H  |He
s | ' Li | Be | ‘B[ c[N]o[F e
| e Na | Mg | Alsi[p|s|c|a
K|Calsc|mi]v]cr ma]re[cCo[nilculzn Galce|As se ||
Rb|Sr| Y |2Zr [Nb|[Mo| Tc |Ru|RNh|Pd Ag|Cd|in [Sn|Sb|Te| | | Xe|
Cs|Ba Py Hl | Ta| W |Re|Os| i |[Pt]AulHg| T [Pb | B [ Po| At Rn |

Fr | Ra =
1

L

Pucynok 8 — BeiGop yciosmii H3MEpEHHS.

JIBa pasa mesKkHyTh Ha 10GaBHBIIHCS B HIKHEH YacTH crpoke "Low Zc¢ Aluminium 12
kV Air" (Puc. 9).

Cs
Lo

| Hi|Ta] W |Re]Os| Ir | Pt

Condition Name [ Low z¢ | Fiter | Aluminum v
Default Conditons ROI  Optimized Hements
voltage(kV) Live Time Limit{sec) Counts Limit{K) Eu
| 12 & [e0 |0 =
| S — e — S —— i b——— - \
Current(mA) Warm Up Time{sec) m
0.20 - Mauto 0 =
Ener : =pher: 7
Condition Filter ,f'_?e 9y Range itmo < F
(0 - 10 key @) Air EL
Mid Zb Pd Medium (0 - 20kev (O Vacuum 0
LowZc  |Awminum ®)0 - 20 kev O Helium Lo
[Jspinner on
<
CK Cancel E

Pucynok 9 — Wsmenenue ycnosui H3MEPEHHS.

B rniosiBuBmemcs okue ykasats Heo6xommbie YCIIOBHSI H3MepeHHusl, Haxath "OK",
BriGparte Cr B TaGmue smemMenToB (BepxHsist yacTh okHa) (Puc. 10).



Nb Mo Tc | Ru | Rh | Pd
Ta | W|Re|Os| Ir | Pt

=% ] B . |ﬁ- I n...lu.lln....lo._..lt--.
Pucynok 10 — BeiGop u3mepsieMbIX 3/1eMeHTOB.

Ilocne sToro Bece cTpokH ¢ ycnoBHAMH H3MEPEHHH, KpoMme co3xanHoii "Low Zc
Aluminium 12 kV Air Low 100 sec Cr" YAQIUTh (LIETYOK IpaBOii KHONKOH MBIIIH — IYHKT
"Delete" nosBsttomerocs MeHio) (Puc.11).

HIHDIIII]I’G[UII‘PII'UIH!IIIL.IHICH\IL-!ll:::lrl:‘-‘liiluli‘iul-_lI

Propesties

Pucynox 11 — ¥V nanenue nmummaero YCIIOBHSI.

Coxpanuts ¢aiin Merosa, naxas "File — Save As... ".

6.3.4 ITpoBectu 10 usmepenwuit Ckopoctel cuéra Ha muaun Cr K,
Hst sToro 3anycruts "Acquisition Manager" (Puc. 12)

Acquisition
Manager

Pucynox 12 — Spnbik 3amycka "Acquisition Manager".

Bri6pare komanms "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 Ctri=S Reference Tray List Ctd=R |

Save Tray List As...

. Method file Positic
Prnt... Ctrl=P
Print Preview e — ——— D
Print Setup...
Exit Ctri=X

Pucynok 13 — Okno 3anycka H3MEPEHHH 0 METO/TY ISl HOBEPKH.



B nosBuBmemcs okne ykasath uMst 06pasua, BeIOpats B cronbue "Method file" ¢aitn ¢
NOJArOTOBICHHBIM B 1. 6.3.2 MeTonOM, yka3arh B cronbue "Position" (mpu HeoGxommmocTH)
nonoxexue obpasua, Homep 10TKa ¢ obpasuamu (cronben "Tray") ocraButh HemsmeHHBIM ("1")
H JIONIOJIHHTENIBHO yKa3ath B cTos101e "Reps” uncno moBropos usmepennii — 10.

Haxate "Enter" na xiaBuaType MM JIeBOH KHONKOM MBIIM Ha cepbli ¢oH okua I10,
HAQXaTh CBEPXY 3e1eHyIo kHonky "GO".

Jloxnarbes OKOHYaHMS W3MEPEHHH, M3 OKHA pe3y/bTATOB M3MEpEHHIl CHAThH CpeiHee
3HaYeHHE YyBCTBUTENLHOCTH N, (uvn/c-MA™) 1 OCKO BbixozHOrO CHIHATA.

6.3.5 PaccunTars 4yBCTBATENLHOCTL S ((HMI/c-MA™)/%) 1o dopmyne

S = Ng/C,

rae Nep - cpesiHee 3HaUYCHHE YYBCTBUTEILHOCTH HA AHATMTHYECKOMH JIMHUH (CrKa), HMH/c-MA";
C — conepkanue MaccoBOii 1011 XpOMa B CTaHAapTHOM o6pasie, % M.

6.3.6 CnekTpomeTp cuHTaeTCs MNPOMIEIHM TMOBEPKY MO I. 6.3, ecliH 3HAYCHHE
YyBCTBUTENLHOCTH He MeHee 6000 (umn/c'MA™)/%, 3HAaYeHHE  OTHOCHTEIBHOIO
cpennekBanparuyeckoro orkinonenus (OCKO) pexoaHoro cursana ve npepsimaet 1,0 %.

7 Odopmirenne pe3yibTaToB NoOBepKH

7.1 Pesynbrarhl moBepKkH OQOPMISIOTCS B COOTBETCTBHH ¢ JICHCTBYIOIIHAM
3aKOHOATETLCTBOM.
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