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MOBEPKH 0 BBOAA B IKCIUIyaTaLMKO
3IKCTLTYaTaLMH.

Hacrosmas meToanka nNOBEPKH pacnpOCTPaHAeTcs HA CHEKTPOMETPhl PEHTICHOBCKHE
sHeproaucrniepcHoHHsle ARL Quant'’X W ycraHaBivBaer MeTOAbl W CpPEACTBA MX MEPBHYHOM

M NOC/e peMOHTa H NEepHOJMYECKON MOBEPKH B npolecce

JeficTBMe 1aHHOH METONMKH pacrnpOCTPaHAETCs Ha paHee HM3rOTOBJIEHHbIE
cnekTpomeTpsl. UHTEpBaNn Mexay nosepkamH - 1 rog.

1. ONEPAIIHH IOBEPKH

1.1. TIpH npoBeiCHHH MOBEPKH AOKHBI ObITE BEINOIHEHBI ClieyIOLIHe Onepaumm:

Homep Ob6a3aTeasHOCTD
Ne HanmeHoBaHue onepaunii NyHKTa NpPOBECHHA
n/n METO/IH nepHoau4ecKas nepBUYHas
KH noBepka noBepka
1 BHemHuiA ocMOTp 6.1 Ja Ja
2. Onpo6oBarue 6.2 aa Ja
3. [1poBepka coorercTBus [10 6.3 Ja Jit:|
4 OnpeneneHne METPOJIOTHYECKHX 6.4 - -
XapaKTePHCTHK
2. CPEJICTBA IOBEPKH
Ne | Homep |Hawumenopanme, Tvn, Mapka atasioHHoro |Homep I'CO, T'OCT, TY wiu oCHOBHBIS
N/ | NyHKTa |CPeACTBa U3MEPEHHH WK TEXHHYECKHe U (MNH) METPONOrHYecKHe
MI1 | BcnomoraTrenLHOro CpecTBa NOBEPKH. XapaKTePHCTHKH
6.4 |CTamaaprHLiii obpaseu cranc I'CO 10504-2014 (urzekc YT'3k)
TNEPOJHCTRIX H JIETHPOBAHHBIX
TepMOrHIpOMeTp 3NeXTpOHHEH (T06Oro JlMana3oH H3MEpEeHHH OTH. BNaXXHOCTH OT
THNA, 38PerHCTPUPOBAHHE B 10 no 100 %,; abc¢. norpewHOCTE HE fonee
il <Dem;panbuom HHpopMaLHOHHOM (oHzIe 3096, FRanneann R i
temneparypsi ot +10 10 +40 °C; abe.
no OEH)
norpeiHocTts He Gonee 0,5 °C.
TV 25.04-1799-75 ( 3aperucTpHpoBaH
4.1 bapomerp-arveponn M-110 nox Ne3745-73 B @enepanbHoM
HHpopmauHoHHOM GoHae no OEH)
Jonyckaercs npuUMeHeHHe aHAJOrMYHBIX CpeacTB  noBepkH, obecneuyuBaiolmx

OMnpeacjeHHe METPOJIOrHYECKHX XapaKTEpHCTHK

TOYHOCTLIO.

noBepseMbIX CMEeKTPOMeTpoB ¢ Tpebyemoit

3. TPEBOBAHHA BE3OIIACHOCTH

3.1. Tpe6GoBanus 6e30MacHOCTH AOMIXKHEI COOTBETCTBOBATH PEKOMEHAALMAM, H3N0XKEHHBIM B
PykoBo/icTBE No 3KCIUIyaTalMH  Ha CIIEKTPOMETPbI.
3.2. K npoBeaeHHIO H3MepeHHHA Npyu NOBEPKe AOMYCKAIOTCA JMLa, H3YYMBIIME METOAMKY

NOBEPKH H PYKOBOJCTBO MO 3KCIIYaTaLMH CMIEKTPOMETPa M HMEKILHE YA0CTOBEPEHHE MOBEPHUTENA.
Jins nony4eHus JaHHBIX MO MOBEPKE AOMYCKAETCA y4acTHe oneparopos, obcayxusatowux npubop
(noa KOHTpOJIEeM MOBEPHTENA).



4. YCJIOBHSA ITIOBEPKH

4.1. ITpu npoBeeHUH NOBEPKH JOMKHEI GbITE COO/II0ACHE] CEAYIOLIHE YCAOBHA:

JManasoH TeMIEpaTypbl OKPYKaloLWEH cpeap! (20 £ 5) °C;
JAuana3oH atMocdepHOro JaBneHHus ot 84 o 106,7 klla;
JIUana3oH OTHOCHTE/ILHOH BIQXKHOCTH BO3AyXa He bonee 80 %;
HanpsXeHHe NUTaHHUs (220*22 33) B;
YacTOTa MUTAHHA NMEPEMEHHOIO TOKa (50 1) T'u.

Hanpsxenue NTHHHM JO/KHO OBITE YCTOHYHBEIM H CBOGOJHBIM OT CKAYKOB.
5. NOAI'OTOBKA K ITOBEPKE
5.1. ITporpers CnekTpoMeTp He MEHee ABYX Yacos.

6. IIPOBEJEHHUE IMOBEPKH
6.1. Buewnuii ocmoTp

ITpu npoBeieHHK BHELIHETO OCMOTPA MPOBEPSIOT:
- OTCYTCTBHE MEXaHHYCCKHMX NOBpEXKAEHHUH Kopriyca;
-4eTKOCTh MapKHPOBKH.

6.2. OnpoboBanne

6.2.1. Onpo6osanue nmpubopa NPOHCXOAUT B ABTOMATHYECKOM PEXKHME.

6.2.2. Bxkmouure nuranue npubGopa. [Ilocne BKIIOYEHMA MHTAHWMA  NPOMCXOAMT
aBTOMaTHYECKOe TecTHpoBaHHE nMpubopa. B cnydae ycnemwHOro nmpoxoXKACHHA TECTHPOBAHHA Ha
JMCIUICE MOABNAETCH CTaHAapTHOE OKHO NporpamMmHoro obecneuelus cnekTpoMerpa. B cnyuae
ecau npubop He NMpouIea TECTHPOBAHHE, Ha JMCILIEE N0AB/AETCH coobmenne 06 omubke.

6.3. IlpoBepka cooTBeTCTBHA NporpammHoro obecrnedenns

6.3.1. ITpx npoBepke cOOTBETCTBHA MPOrpaMMHOro obecneyeHHs NpoBOJUTCH NpOBEpKa
HOMepa Bepcuu. J{ns BEIBOZAa HOMEpa BEPCHH Ha AMCINEH Hemons30BaTh koMarasl Help=>About.

CnexTpoMeTp cuHTaeTCs BhlAEpXKaBLWIKMM MOBEPKY Mo M. 6.3, ecnu Bepeus I10 we Hike 4.1.
Bepcus ITO moxeT uMeTs AonionuuTensHble 6yKBEeHHBIE WK UH(pOBLIE CYPDHKCHL.

6.4. Onpenenenxe MeTPOJIOrHYeCKHX XapaKTepPHCTHK

6.4.1. OnpeaeneHue 4yBCTBHTENBHOCTH W oTHOCHTENBHOMO CKO BEIXOAHOrO cCHrHana.

6.4.1.1. YcraHoBute crangaprHeifi ofpasen B otaenenue ans obGpasuoB (cM. Puc. 1) Ha
no3HuMi0 1 aBTOMaTHyecKoro marasyHa mnpobonogayu (mokaszaH npuMep MarasuHa Ha 10
06pa3uoB) K 3aKPLITH KPBILIKY H3MEPHTENBHOI Kamepsl. B cnyyae, ecnu ucnonssyercs npubop Ges
aproMaTuyeckoro npobonoaaryuka, ycTaHOBHTh 06pasel] Ha eAMHCTBEHHYIO MO3MLMIO.

Co3paTe aHANMTHYECKYHO MNporpamMmy H3MepeHMil ckopoctd cueta Ha auHuMu CrKa co
CNEAYIOWHUMH YCIOBHAMH H3MEPEHHH:

U, kV 12
I, mA 0,02 (ABTOMaTHYECKHI PEIKHM)
- dunsTp Al
MeprBoe Bpems, % 24 (ABTOMaTHYECKHI PEXKHM)
Bpems perucTpaiiuu, ¢ 100
Cpeja aHanusa Bakyym (ecau npuGop o6opyaoBan BaKyyMHBIM HaCOCOM)




PucyHok 1 - Ycranoeka ofpasua s M3MepeHuii.

Jns co3aHMA AHANWTHYECKOI IMporpamMMel ciedyer 3anyctutb Moayinb «Method Explorer»

==

| =)
Method
(3Hauox Explorer Ha pabouem crone). B otkpuiBemcs okue (Puc. 2)

{#Method Explorer - Methodl .-.lﬂlﬁj
Fle View Window Hep | . 1 b
Anshtes and Condiicra || | Method Explorer
B Sesctum Processing || Metlhod Siminary
|| 03 Unknown Componerts 3
i g g::::nm Analysis Details
B Spectis Analysis Technique: Intensities Only
Analysis Rapons Last Cabbrated. (not cabbrated)
| Number of Conditions: 1
Bl || Number of Elements: 0
| | Number of Analytes: 0
Number of Standards 0
x I Compeunds =
Gven: None
Added None
Unmeasured None =
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Pucynok 2- Okno moayns «Method Explorer».

He0OX0/IMMO MOCNE0BATENBHO BEIMOIHHTD CNEAYIOIIHE ACHCTBHA:
6.4.1.1.1 BriOpare «File-Settings» B BepxHed 4acTH OTKpBHIBIIErocsi OKHa BHIOpaTh
«Intensities Only»



Analysus Technnque Standards Library
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Pucynok 3 - Ho,npa:s,nen «Analytes and Conditions».

ClIEYeT WENKHYTh Ha GeoM 1ojie aHAJIMTYECKUX YCIOBHH NMpaBoil KHOMKOH MBILIH M BbIOpaTh B
otkpeiBlIeMcs MeHIo (Puc. 3) nynkr Add — Low Zec.

6.4.1.1.2. JIpa pasa wenkHyTh Ha joOaBMBLIEHCS B I10JIe aHANIMTHYECKUX YCJIOBHIi CTpOKe
(Low Ze¢ Aluminium 12 kV Air...). B nossusuieMcs OKHe yKa3aTb HEOOXOAHMbIE YCI0BMSA

usmepenus (cm. n. 6.4.1.1) M3 nepuojuueckoit tabnuusl Beibpats anement Cr. Ilposectu 10
H3MepeHHid ckopocTeit cuéra B Ha MHMH Cr Ka,



Jina npoBefeHus W3MEpeHMi creyeT 3anycTUTh MOAyJb «Aquisition Manager» (3Hauok

Manager Ha paGoueM crTone).
Ecnu otkpbiBlieecs okHO npeacrasisier coboit nyctoi daiin Ui KauyecTBEHHBIX H3MEPEHHUH

(«Qualitative Tray List», Puc. 4), To cnenyer OTKpBITE HOBBIA IyCTOH (aitl A8 KOJMYECTBEHHBIX
usmepenuit («Quantitative Tray List», Puc. 5). Jlng storo Heo6xoauMoii BbIOpaTh B MEHIO MYHKT
File, sarem New.

PucyHoK 4 - B OKHa C MyCThIM (haitioM 118 KauecTBeHHbIX u3Mepennii («Quantitative Tray
List»).

Pcyu '5- B okua ¢ ymM d)ﬁnom JUIs KOJMYecTBeHHBIX u3MepeHui («Quant
Tray List»).



B nosBuBIIEMCA OKHe cnefyer ykasaTh MMs oOpasua (cronGew «Sample», 3HaueHue
«UG_3k»), Bbibpats B crondue «Method file» ¢aiin ¢ noarotosnentsim B 1. 6.4.1.1 metonom
(nanpumep, «Poverka.MTH»), ykasate B cronbue «Position» (npu Heo6X0AMMOCTH) MONIOKEHHE
obpasua («1» npu ycraHoske obpasua B nosuumuio Nel), Homep sioTka ¢ obpasuamu (cTonbeu
«Tray») ocraBuTe HeusMeHHBIM («1») M JononHuTeNbHO ykaszatek B ctosbue «Reps» uucno
noBTOpOB H3MepeHui — 10.

B koHue Heo0X0AHMO MepeBecTH KYpPCOp Ha YHCTYI0O BTOPYI0 (HHAKHIOI) CTPOKY AJs
Toro, 4ro6er mporpamma ofpaGorana BBeJAeHHbIE JaHHbIC H AKTHBH3IHPOBAIA BO3MOKHOCTH
usmepennii. Korjia usmepenus CTaHOBATCA BO3MOXKHBIMM aKTMBHpyeTcs 3eneHas kHonka «GO»
(ormeuena crpenkoit Ha Puc. 6). OGwuii BHA OKHA 118 rOTOBOH K M3MEPEHHAM NpOrpamMMe rnokasaH
Ha Puc. 6.

AR A

PucyHok 6- ['oTOBas K M3MepeHHAM Nporpamma.

Jlns 3anycka uaMepenunit HaxmuTte | pas kHonky «GO» (eM. Puc. 6). OKHO W3MEHHT CBOH BHL
U NocJie BAKYYMHPOBAaHHS aHAJIMTHYECKOro o0bema HauHeTes perucrTpaums cnekrpos (Puc. 7).



B2 Acquisition Manager - MTLL *

(B L ew " etz omctrum | el sl
DEE S B GERO&R )Y 0% LI orrm| v
12 kv Cursor = 0.01 keV

002  mA (Auto) Counts = 0
Filter:  Akaminum :

Tz T Tive Time ()29
3 Counts Limit 0 Live Time Limit 100 : 3 S N ° _ 2
Resdy ' 3 eqmronauted iz

Pucynok 7- OkHo co cnekrpoM obpasua (M3MepeHHs BLIMOTHAIOTCH ).

B KoHue M3MEpeHUH nporpaMma aBTOMATHYECKH BBIBEIIET HA SKpaH MOJYUEHHbIE 3HAYCHHS
uHTeHcuBHOcTeH ana Beex 10 uamepennii («Peak, cps/mA», Puc. 8).

Bncums:liun Manager - MTLL *

Conditions
Low Z¢
Valtage 12 &V Current Auto
Livetime 100 seconds Counts Limd 0
Fiter Aluminum Atmosphere Vacuum
Maximum Energy 40 keV Count Rate Low
Warmup time 0 seconds
Results
Element Conulition  Peak (cpsmA)  Background (eps/imA)
301
Cr Ka Low Zc 2765 364
_Jiez
CrKa Low Ze 21 an
UG_3i 03
CrKa Low Zc 2634 31S
UG_%i 04
Cr Ha Low Zc 2134 336
UG_31 05
Cr He Low Zc 2810 305
Poverka I fges T A :
s R ;. el
Resdy HF R 11 e,

PucyHok 8 - PesysnbraThl u3MepeHni MHTEHCHBHOCTEMH.

JlonosHuTensHO 3TH Ke AaHHble B Gosiee yaoOHom Qopmare Moryt ObITh MOJYUCHBI M3
moaynsa «Method Explorer» ans mcnons3oBaHHoro Merona, moapaszaen «Sample Lists» (Puc. 9,
BelOpaHa HeoOxoaumas cepus M3MEpeHHMH 3a HyXHYIO Aary). B 3ToM Ke OKHe NpHBOAATCS
ABTOMATHYECKH PpacCUMTAHHbIE 3HAYEHWs cpefHeH HWHTEHCMBHOCTH (cTpenka «l», Puc.9) u
OTHOCHTE/ILHOrO CTAHAAPTHOIO OTKJIOHEHHUA (cTpenka «2», Puc. 9).



Q Sample Lists
& 201005190144
=& 2010/05/1901:46
- \r Re

® 0 Specra

Pucynok 9- Pesynbtatsl usmepenuii B moayie «Method Explorer» (1 — cpeanee 3Hauenmii
MHTEHCUBHOCTEH, 2 — oTHOcHTeALHOe CKO).

6.4.1.2. BelumcauTh cpeanee apH(pMeTHyeckoe 3HayeHHe M3MEpeHHBIX CKOpPOCTeH cuérta W
otHocuTenbHoe CKO BbixopHoro curuana (no gopmyne 1), HCnonbays AaHHble, NOJy4YeHHBIE B
OKHE mporpamMmbl Acqustition Manager (puc. 8) waM 3anucarh aBTOMATHYECKH BBIMHCIICHHbIE
3HaueHus u3 moayis «Method Explorer» (puc 9).

6.4.1.3. OrtnocurensHoe CKO BbIXOAHOrO CHrHana, BBIPXKEHHOE B  [POLECHTAX,
OfpeseNseTcs Ha OCHOBE JaHHBIX, nojy4eHHslX B n.6.4.1.1 n 6.4.1.2 B anekTpoHHBIX TabIMuAX
EXCEL uau no dopmyne:

\/[Z (N, =N,)(n-1)
S = :
r NCP
I'ne: Nep - cpeiHee 3HaYeHHe CKOPOCTH cueTa Ha aHanuTHyeckod nuHuM (CrKa);
Ni — cKopoCTE cyeTa npu i H3MepeHHH;
n=10 (4Hcno U3MepeHHii).
6.4.1.4. Paccuurarh yyBcTBUTENIBHOCT (S) 10 hopmyne:
S=N¢/C (2)
['ne: Nep — CKOpOCTB c4eTa (MMIVC)/MA;
C — maccoBas Jons Xxpoma B cTaHaapTom obpasue .

x 100 , % (1)

6.4.1.5. CnekTpoMeTp CuMTaeTcs BbIAEPXKABLIMM NOBEpKy no n.6.4.1, eciu:

-4yBCTBUTENBHOCTE He MeHee 2000 (umn/c)/( MAx%) ana aerektopa PCD u He mexee 6000
(mmn/e)/( MAx%) nns nerexropa SDD;

- otHocuTensHoe CKO BeixoaHoro curHana He 6oee 1,0 %.



7. O®OPMJIEHHE PE3YJIbTATOB IIOBEPKH

7.1. Jaunble, mony4eHHsle MpH nosepke, oGopMafioTcs B NpoH3BOBHOH dopme.

7.2. CnexkTtpoMeTp, yAOBIETBOPAIOWHA TpeOGOBaHHAM  HACTOALICH METOAMKH IOBEpPKH,
MpU3HAeTCs TOAHBIMM W Ha Hero  oQopMiseTcs CBMIETENLCTBO O mnoBepke no (opme,
yctanosnenHo# B TTP 50.2.006.

Ha oGopoTHoii cropoHe cBUeTeNLCTBA NPUBOAMTCA cheayrowas HHPOpMAaLHA:

-pe3ynbTaThl ONpo6OBaHHA H BHELIHEro 0CMOTPa;

-pesynbTat npoeepkyu coorsercTeua I10;

- pe3yNbTaTel ONpe/e/IeHHS METPONOTHYECKMX XapaKTePHCTHK;

7.3. CnekTpoMeTpbl, He YAOBNETBOpAIOWIHE TpeOOBaHMAM HACTOAWEH METOAHKH, K
AanbHeiwed SKCIUTyaTallMi He IOMYCKaeTcs M Ha HMX BbIAAETCS W3BELIEHHE O HEMPUIOAHOCTH.

7.4. 3HaK MOBEPKH HAHOCHTCH Ha JTMLEBYIO NaHeNb CNIEKTPOMETPa U (M/IH) Ha CBHAETENBLCTBO
0 MoBepKe.



