®EOEPANIBHOE ATEHTCTBO

MO TEXHNYECKOMY PEMYJIMPOBAHUIO N METPONOIMA

HALMWOHANDBbHDbIN TIMOCTP NCO

CTAHOAPT
POCCUNCKON 22309—
CEQEPALUUU 2015

MocynapcTtBeHHasi cuctema obecneyeHust eAUHCTBA
U3MepeHnn

MUKPOAHANN3 ANMEKTPOHHO-30HOOBbLIU

KonuyecTBeHHbIW aHaNuU3 ¢ UCNONb30BaHUEM
3HeproaucnepCcUOHHON CNeKTpoMeTpun ans
3NeMeHTOB € aTOMHbIM HOMepoMm oT 11 (Na) u Bbiwwe

1SO 22309:2011
Microbeam analysis — Quantitative analysis using energy-dispersive
spectrometry (EDS) for elements with an atomic number of 11 (Na) or above
(IDT)

Usnanune opuumansHoe

Mockea

CraHpapMHdopM
2015


https://meganorm.ru/Index2/1/4293776/4293776711.htm

FOCT P UCO 22309—2015

MpeaucnoBue

1 NOANOTOBNEH AkuuoHepHbiM 06LWECTBOM «Hay4yHO-uccneaoBaTenbCkuii LEHTP N0 U3YYEHMIO
CBOWICTB NOBEPXHOCTM U BAKyyMa» Ha OCHOBE COBCTBEHHOIO ayTeHTUYHOTO NEpPeBOAa Ha PYCCKNIA A3bIK aHITO-
A3bIYHON BEPCUM CTAHAAPTA, YKA3aHHOTO B NYHKTE 4

2 BHECEH TexHu4eckum kKOMUMTETOM MO ctangaptusauyumn TK 107 «30Ha0Bast U Ny4koBas AMarHOCTUKa»
denepanbHOro areHTCTBa Nno TEXHUYECKOMY perynupoBaHUIo U METPOSIOTUM

3 YTBEPXXOEH 1 BBEAEH B OENCTBWE lMpukasom deaepanbHOro areHTCTBA MO TEXHNYECKOMY pe-
rynupoBaHuto u metponorum ot 6 miona 2015 r. Ne 877-ct

4 Hacrosiwuin ctaHaapt MaeHTUYEeH MexayHapoaHomy craHaapty NCO 22309:2011 «Mukpoananus
3NEKTPOHHO-30HAOBLIA. KONMUYECTBEHHBLIN aHanu3 C UCNONb30BAaHUEM 3JHEProAUCNEPCUOHHON CMEKTpOMe-
TpUM ANsi SNEMEHTOB C arTOMHbIM HOMepom oT 11 (Na) u Bbiwey (ISO 22309:2011 «Microbeam analysis —
Quantitative analysis using energy-dispersive spectrometry (EDS) for elements with an atomic number of 11
(Na) or abovey).

Mpu NpUMEHEHUN HACTOSLLEro CTaHAapTa PEKOMEHAYETCA UCMONMb30BaTh BMECTO CChINMOYHbIX MEXAYHa-
POAIHLIX CTAHAAPTOB COOTBETCTBYIOLUME UM HaLMOHaNbHbIE CTaHAapTbl Poccunckon deaepaumm u mMexrocy-
[apCTBEHHbIE CTaHAAPTbl, CBEAEHUSI O KOTOPLIX NPUBEAEHBI B AONOSTHUTENBHOM NpUnoxkeHum OA

5 BBEJEH BMNEPBbIE

lpasuna npumeHeHuss Hacmosaweeo cmaHéapma ycmaHosneHbl 6 FTOCT P 1.0—2012 (pasden 8).
UHopmayusa 06 usaMeHeHUsIX K HacmosawieMy cmaHdapmy nybrnukyemces e exe200HOM (10 COCMOAHUIO Ha
1 aHeaps mekyujea20 200a) UHhOpMaUUOHHOM yKasamerne «HauuoHanbHble cmaH0apmbi», a oghuyuasibHbil
meKem U3MEHEeHUll U rornpasoKk — 6 EXEeMEeCSYHOM UHGOPMaUUOHHOM yKadamersie «HauyuoHanbHbie
cmanOapmbi». B cnydae nepecmompa (3aMeHbt) Uy OmmeHbl Hacmosiueao cma+Hd0apma coomeememeyrouiee
yeedomnerue 6ydem ony6bnukosaHo & briuxaliuiem 6biTyCKe eXeMeCcs4H020 UHhOPMaUYUOHHO20 yKa3amensa
«HauuoHaneHbie cmanfapmel». Coomeememasyiouias UHghopmayus, yeedoMrneHue UmeKcmbl pasmewjaromes
maikxe 8 UHGOPMayUOHHOU cucmeme obwe20 Mnonb308aHusi — Ha oguyuanbHoM calime ®edeparibHo20
aseHmemsa rno MexHUYeCKOMy pe2ynupoeaHuio U Memporoauu e cemu YiumepHem (www.gost.ru)

© CrangaptuHdopm, 2015

HacToawui ctaHaapT He MOXET ObITb NOMHOCTBLIO UK YACTUYHO BOCNPOU3BEAEH, TUPAXXMPOBAH U pac-
NPOCTPaHEeH B KayecTBe ohmumanbHOro nsganus 6e3 paspelueHus degepanbHOro areHTCTBa no TEXHUYeCcKo-
MY PerynupoBaHuIO U METPONOTUK
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BBeageHue

PeHTreHoBCKOE M3ny4yeHue, BO3HMKAIOLLEE B pe3ynbrarte B3auMOAENCTBUS SNEKTPOHHOIO My4yka Bbl-
COKOIi 9Heprum ¢ obpasLom, obnagaeTt ANWMHOW BOMHbI (SHEpPruel KBaHTOB), XapaKkTepHON ANs 3NEMEHTOB,
cogepxawmxcs B o6pasue. MHTEHCMBHOCTL PEHTTEHOBCKOTO M3NYYEHUs OT KaXAoro aremeHTa 3aBuUCuT OT
KOHLIEHTpaLWUM JaHHOro ariemMeHTa B obpasue. Ecnm usmeputb ykasaHHble WHTEHCUBHOCTU, CPaBHUTb UX C
WHTEHCUBHOCTAMU OT cTaHaapTtHoro obpasua (Unu HaGopa craHfapTHbIX 06pa3uoB), BHECTU COOTBETCTBY-
[OLLUME MOMpaBKu, MOXHO ONPeAEennTb KOHLUEHTPALMIO KaXA0ro anemMeHTa. MiameputenbHble npoueaypbl 6e3
UCMONb30BaHMA CTaHAAPTHbLIX 0Opa3LOB B MPOLECCE U3MEPEHWII TaKKe NO3BONSAIOT NOMYYUTb KONUYECTBEH-
HYI0 MHCPOPMALIMIO O KOHLIEHTPaLMAX, HO OHU BKIMIOYAIOT CpaBHEeHWE nMMbOo ¢ paHee U3MEePEHHbIMU OMOPHbLIMU
WHTEHCUBHOCTSAMU, AAHHbIE O KOTOPbIX UMEIOTCA B MPOrpaMMHOM oBecrnedeHun 06opyaoBaHus, nubo ¢ UH-
TEHCUBHOCTAMM, PACCHUTAHHBLIMU TEOPETUYECKU. YKa3aHHbIM U3MEPUTENbHbLIM Npoueaypam, B 3aBUCUMOCTH
OT CAENaHHbIX NPEANONOXEeHUIH, MOXET ObiTb NPUCYLLA MEHbLUIAA TOYHOCTb, YEM METOAY, UCMONb3YIOLLEMY
cTaHaapTHele 00pasubl B npouecce uamepeHuii (cMm. [1]—[8]). CyLiecTByeT ABa OCHOBHbIX METOAA U3MEPEHMIA
XapakTepuCcTUYECKoro PEHTreHOBCKOro U3nyyeHus. Mepsbiii OCHOBAH HA CNEKTPOMETPUU C AUCMEPCUEN NO
AnuHam BonH (COAB), BTOpoW — Ha SHeproagncnepcuoHHoi cnektpometpun (4C). B HacTosiWweM cTaHaapTe
paccmatpusaercs metog SC.

Mcnonb3osaHue 3[C ANA KONUMYECTBEHHOMO aHanNM3a 3fIEMEHTHOrO coctaea (C aTOMHbLIM HOMEPOM Me-
Hee Z < 11 (Na)) aBnsieTca Gonee CnoxHbIM, Yem B crnydae Z = 11; HEKOTOpble M3 BO3HUKAKOLWMX npobnemM
ONMCaHbl B HACTOSAILLEM CTaHZapTe.
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HAUMOHANBbHBIN CTAHOAPT POCCUUCKOWU PEAEPALMUMU

FocyaapcTBeHHan cuctema oGecnevyeHmsn eauHCTBa U3MEPEeHUI
MWKPOAHANWN3 3NEKTPOHHO-30HAOBbLIN

KonuyecTBeHHbI aHaNU3 ¢ UCNOSIb30BAHUEM IHEProAUCNEePCUOHHON CMEKTPOMETPUN
AnA 371eMeHTOB ¢ aTOMHbIM HOMepoM ot 11 (Na) u Bblwe

State system for insuring the uniformity of measurements.
Microbeam analysis. Quantitative analysis using energy-dispersive spectrometry for elements
with an atomic number of 11 (Na) or above

Nara BBeaeHua — 2016—06—01

1 O6nactb NnpUMeHeHun

Hacrosiwmin craHpapt ycraHaenuBaet obwme TpeboBaHUA K NPOBEAEHMUIO ANEKTPOHHO-30HAOBOMO MU-
KpoaHanusa ¢ NOMOLLbIO 3HEProgUCNEPCUOHHOIO CNEKTPOMETPA, BXOAALLETO B COCTaB pacTpOBOro 3NEKTPOH-
Horo mukpockona (POM) unu anekTpoHHO-30HA0BOro MukpoaHanusaropa (33MA) npu onpeaeneHny anemex-
TOB C aTOMHbIM HOMepOM OT 11 (Na) u BbiLe.

Hacroswmin ctangapt npegHasHadeH Ansi NPUMEHEHUA Npu NPOBEAEHUU KOSIMYECTBEHHOrO aHanmu3a
3MEMEHTHOro cocraea obpa3uoB B ONpeAernieHHbIX Tovkax unu obnacrax obpasua. Jloboe BbipaxkeHue ansa
MaCcCOBOW JONW 9IEMEHTOB, Kak, HanpuMep, «bonblias/mManass MaccoBas Aons» unu «6onbLuas/MeHbLLast
mMaccoBasi 4ons», 4OHKHO ObiTb KONMMYECTBEHHbIM (HanpuMmep, B NpoueHTax). MpasunbHasa naeHtudukaums
BCEX 3MEMEHTOB, coaepxalumxcs B obpasue, ABnsieTcss HE0BX0AUMOMN YaCTbIO KONIMYECTBEHHOrO aHanu3a, u
OHa TaKKe pacCMaTpMBAaETCA B HACTOSLLEM CTaHaapte. HacTtoawwmi ctaHgapt npeacrasnser coboin pyko-
BOZACTBO MO UCMOSb30BaHMUIO PasnnUYHbIX NOAX0A0B. CTaHAAPT MOXET UCMNOMb30BaTLCA ANA KONMYECTBEHHOTO
aHanusa ¢ HUXXHeW rpaHuuen gmanasoHa u3mMepeHuin maccosbix gonen o 1 % Kak ¢ MCnonb30BaHUEM CTaH-
JapTHbIX 00pasuoB., Tak u 6e3 UCNONb30BaHUA CTaHAAPTHLIX 00pasLoB B nNpouecce namepeHuin. Hacrosiuin
CTaHAAapT MOXeET ObiTb C YBEPEHHOCTbIO UCNOMb30BaH NPU ONpeaeneHnn 31IEMEHTOB C aTOMHbIMA HOMepaMu
Z >10. B 710 e BpeMs, CTaHAAPT NPEACTAaBMAET TAKKe PYKOBOACTBO ANA ONPeaerieHna Nerkux SeMeHToB C
aTOMHbIMKU HOMepamu Z < 11.

MpumMeyaHue — B OTAENbHBIX Cly4asx cTaHAapT NPUMEHUM W ANA U3MEPeHWi i MacCoBbIX foMel BNIOTh 40
0,1 % Npw yCrIoBWW, YTO OTCYTCTBYIOT HANOXEHMS CeKTPparibHbIX NMUKOB U OTYETNIMBO HabMNOAakTCS COOTBETCTBYHOLLME Xa-
pakTepucTMyeckne cnekTpanbHble NUHUK. CTaHaapT NpUMeHUM, rmaBHbIM 06pa3oM, AN BbIMOMHEHWS KONMYEeCTBEHHOrO
aHanu3a B obpasLiax ¢ NIocKoi NONMPOBaHHOK NoBepXHOCTLIO. OCHOBHBIE MpoLeayphl NPUMEHUMbI TaKKE K HEMMOCKUM
obpasLjaM, O4HaKO BCIEACTBME 3TOMO BO3HWMKAOT AOMOMHWUTENbHLIE COCTaBSIOWLME HEOMNpPeAerieHHOCTU Pe3ynLTaToB
U3MepPEHMWIA.

[na nerknx anemMeHTOoB CYLLUECTBYET HECKONbKO PasnuyHbIX METOAOB M3MepeHuii ¢ noMmoLlbio SC:

a) namepeHune nroLaau CrekTpasnbHbIX MMKOB U CPaBHEHUE COOTBETCTBYIOLLMX UHTEHCUBHOCTEW TaKUM
e crnocobom, Kak u ansa bonee TsHxenblX 3reMeHToB. MNpu MCMONb30BaHWKU 4aHHOTO METoAa ANS NErkux ane-
MEHTOB YBENUYNBAETCA HEONPEAENEHHOCTb U HETOYHOCTb PE3YNLTATOB U3MEPEHWI (NPUNOXEHNE A);

b) ecnu nsesecTHo, 4TO Nerkuin aNeMeHT obpasyet ¢ bonee TKENbIMK ANeEMeHTamu (MMeowmmmn Z > 10)
CTEXMOMETPUYECKNE COEAUHEHMNS, €r0 MacCOBYIO A0S0 MOXHO ONPeAennuTb NyTemM CyMMUPOBaHUSI COOTBET-
CTBYIOLLIMX MaCCOBbIX [0Mei APYrMX 3NeMeHTOB. [JaHHbI METO YacTO MCMONb3YeTCs NPU U3MepeHnax Mac-
COBOW 40NN KUCIOPOAa B CUNMKATHLIX MUHEpanax;

C) onpeneneHne MaccoBOW AOMWU NErKoro anMeMeHTa ¢ NOMOLLBIO MpoUeaypbl BbluuTaHusi. Mpu aToM
MaccoBas A40ona B NPOLEHTax onpeaensercs nyrem sblautaHua n3 100 % cymmbl MaccoBbix AOnel B Mpo-

M3paHue oduumnanbHoe
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LeHTax aonen 6onee THKENbIX ANEMEHTOB, U3MEPEHHLIX B pe3ynsTare NpoBeAeHus aHanuaa. [aHHbin MeTos
BO3MOXEH TOMNbLKO NPW BbICOKOW CTABWUMBHOCTU TOKA 3MEKTPOHHOTO 30HAa W NPV BbINONHEHUN HE3aBUCUMbIX
U3MepEHUIi Mo KpaiHel Mepe OfHOro cTaHaapTHoro obpasua. Metoa TpebyeT BbICOKOTOYHOIO aHanu3a BCex
ApYrux arnemMeHToB B obpasue.

MpunoxkeHne A CyMMUPYET BONPOCHI aHaNM3a rnerkux sareMeHToB, KOTOpbIE A0MNOSHAT BONPOCHI, CyLle-
CTBYIOLLME ANS KONMMYECTBEHHOTO aHanu3a bonee TsHkenbiX dnemMeHToB. Ecnm ectb BO3MOXHOCTb MCNONb30-
BaTb 06a metoga (3AC v COAB), To meTog CAAB no3sonser npeoaoneTs NpobneMy HanoXeHUs cnekTpans-
HbIX MUKOB, KOTOPAsi BO3HUKAET NPU HU3KMX dHeprusx B metoge SAC. Tem He MeHee, CyLLIeCTBYIOT NpoOneMsl,
npucyLme o6omum MeTogam.

2 HopmaTtuBHbIEe CChINIKK

B HacToALLEM CTaHAapTe UCMONb30BaHbI HOPMATUBHBIE CChISIKU HA CReayoLmne MexayHapoiHble CTaH-
AapTbl (ANA HeAaTMPOBAHHbIX CCbISIOK CriedyeT NPUMEHATb NoCcneaHee n3aaHne NPMBEAEHHbIX CTAaHAAPTOB):

MCO 14594 3SneKkTpOHHO-30HAOBLIM MUKpPOaHanu3. PykoBOACTBO MO OMNpPeAerneHuio SKCnepumeHTanb-
HbIX NapaMeTpPOB ANS BONHOBOW ANUCNEpPCUOHHON cnekTpomeTpumn (ISO 14594, Microbeam analysis — Electron
probe microanalysis — Guidelines for the determination of experimental parameters for wavelength dispersive
spectroscopy)

MCO 15632:2002 TexHu4veckne TpeboOBaHNA K 3HEProgMCNEePCUOHHBIM PEHTIEHOBCKUM CMEKTPOMETPAM
¢ nonynposoAHUKoBbIMU aeTekTopamu (ISO 15632:2002, Microbeam analysis — Instrumental specification for
energy dispersive X-ray spectrometers with semiconductor detectors)

MCO 16700 PactpoBasi anekTpoHHas mukpockonusa. Metoauka onpeeneHust yBenudeHus usoopae-
Hust (ISO 16700, Microbeam analysis — Scanning electron microscopy — Guidelines for calibrating image
magnification)

MCO/M3K 17025:2005 O6Lume TpeboBaHUa kK KOMNETEHTHOCTM nabopaTopuii, NPOBOASALLMX TECTUPOBA-
Hue n kanmbposky (ISO/IEC 17025:2005, General requirements for the competence of testing and calibration
laboratories)

3 TepMUHbI 1 onpeneneHus

B HacTosLeM cTaHaapTe NPUMEHEHb! CreayloLme TePMUHbI C COOTBETCTBYIOLLIMMI OnNpeaeneHuaMu:

3.1 aHanu3 6e3 UCNONb30BaHUS CTAaHOAPTHLIX 00pa3uoB B npouecce naMmepeHun (standardless
analysis): MeToguka KOnM4ecTBEHHOTO PEHTTEHOBCKOrO MUKpOAHann3a, B KOTOPOW ONOPHOE 3HAYEHNE UHTEH-
CUBHOCTU NUKA B K-OTHOLLEHUU (K-OTHOLLEHWE — OTHOLLEHWE U3MEPAEMON UHTEHCUBHOCTU NUKA U ONOPHON
WHTEHCUBHOCTU NKKa) NONYy4EHO HA OCHOBE TEOPETUYECKOTO pacyeTa, NMBo U3 COXpaHAEeMbIX AAaHHbIX, NOsy-
YEHHbIX pPaHEe C MOMOLLIO KOMMNIEKTa CTaHgapTHbIX 06pasLoB, NPUYEM YHUTLIBAIOT NONPABKK HA YCNOBUA
nNpoBeAEHMA aHanu3a u Ha HEMOMHOTY anpPUOPHON MHOPMAaLIUK.

3.2 atTectauma (validation): MoaTBepXaeHMe TOro, YTO BbINOMHEHbLI KOHKPETHbIE TPEOOBaHUA ANA KOH-
KPETHOro npeanonaraemMoro Ucnonb30BaHusa. Takoe NoATBEPXAEeHNE AOCTUTAaeTCA NYTEM SKCNEPTU3bl U Npea-
CTaBneHUs 00bLEKTUBHbLIX A0KA3aTeNbCTB.

3.3 atTecTOoBaHHbIN cTaHAAPTHLIN obpaseu; ACO (certified reference material CRM): CtaHaapTHbIi
obpasel, 0OHO NN HECKONbKO CBOWCTB KOTOPOrO YCTAHOBMNEHbI METPONOrMYeckn 060CHOBaHHBIMU NpoLueay-
pamu, CONpPOBOXAAaeMblil NACNOPTOM CTaHAAPTHOrO obpa3ua, B KOTOPOM NPUBEAEHB! 3HAYEHUSA STUX CBOWCTB
C YKa3aHueM UX HEOMPEAENEHHOCTU U YTBEPKAEHUE O METPONOTNMYECKON NPOCNEXMBAEMOCTH.

3.4 BocnpoussogumocTb (reproducibility): Mpeyn3noHHOCTb B YCNOBUSAX BOCNPOU3BOAUMOCTH.

3.5 Bpem#a yyBcTBUTENBHOCTU cnekTpoMeTpa (live time): Bpems, B Te4eHNe KOTOPOro U3MEPUTESb-
Hast cuctema SC cnocobHa perncTpupoBarb PEHTIEHOBCKUE (DOTOHbI.

CmM. Takke mepTeoe Bpem4 (dead time) (3.8).

MpumMevaHue 1 — Bpems YyBCTBUTENBHOCTM BbipaxaeTcs B CeKyHAax (c).

MpuMeyvaHue 2— Bpemsa YyBCTBUTENBHOCTU PaBHSIETCA BPEMEHU BLINOSTHEHWS @Hanuaa 3a BbIMeTOM MepTBOro
BpeMeHU. Bpems BLINOMNHeHWst aHannsa — pearbHoe BpeMsi, KOTOpOe MOXHO 6bino 6kl M3MepnTh 06bIYHBIMK Yacamu. Mpu
perncTpaLmm PeHTreHOBCKOrO N3NyYeHUsl BpeMs BEINONHEHUS aHannaa BCerfa NpesbillaeT BPeMs HyBCTBUTENbHOCTMY.

3.6 MHTeHCUBHOCTb NUKa (peak intensity): Konuyectso cpabaTbiBaHuii A€TEKTOpa PEHTIEHOBCKOIO U3-
nyyeHus nog npodunemM xapakTepucTU4eckoro nuka (Nocne BbIMUTAHWA UHTEHCUBHOCTU (DOHOBOIO U3nyye-
HUSA).

2
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3.7 konunyectBeHHaa SAC (quantitative EDS): Cnoco6 3[C, no3sonaowmin NpUNUcaTb YUCNEHHbIE
3HAYEHUS UNU BbIPAXKEHUS MACCOBLIM JONSIM SNIEMEHTOB BHYTPU aHanM3upyemoro oovema.

3.8 maTpununbii adpdekT (matrix effect): Paznmumne B BENUUMHAX UHTEHCUBHOCTMN XapaKkTEPUCTUYECKOrO
PEHTITEeHOBCKOTO U3NyyYeHUs onpeaensieMoro sremMeHTa npu 04MHakoBOM €ro CoaepXaHuu B pasHbix No cocra-
By 06pasuax, 00ycrnoBneHHOE BAUSHUEM APYrUX STIEMEHTOB, COAEPXALLUXCA B oBpasue.

3.9 maTpuunas nonpaska (matrix correction): MNonpaska, BBoguMas B NpoUeaypy BbI4UCAEHUA MACcCo-
BOV JONW ONpeAENsieMOoro areMeHTa, yuUuTbiBaloLLas MaTpuuHble adpdpekTbl B uccneayemom obpasue.

3.10 mepTBOe Bpemsa (dead time): Bpems, B Te4eHMe KOTOPOrO CUCTEMA He CNocoBHa 3aperncTpupo-
BaTb HOBGLII (DOTOH M3-3a 00PabOTKM pesynkrara BO3AENCTBUS NPEAbIAYLLETO.

NMpuMedvaHune — [JaHHasi BENMUYMHA YacTo BbIpaXaeTcsl B MpoLeHTax OT MOMHOMO BPeMEHU U3MepeHUs (CM.
BpPEeMSA YyBCTBUTENLHOCTH).

3.11 HeonpegenenHocTb (uncertainty): lMapamerp, OTHOCALLMIACA K pe3ynbTaTy U3MEPEHNA U xapakre-
pusylowmn pasbpoc 3Ha4Y€HUN, KOTOPbIEe MOTMU Obl ObITb 0O0CHOBAHHO NPUMUCAHBI U3MEPAEMON BENUYUHE.

3.12 nepenanpsixeHue (overvoltage ratio): OTHOWIEHUE JHEPruM NagaloLWero nyvyka K KpUTUYECKOn
3HEeprumn Bo3GyxaeHMs KOHKPETHOW 0bonouku unu cybobonouku atoma (K, LI, LIl u T. 4.), koTOpasn y4acTByeT B
MCNYCKaHUU XapaKTEPUCTUHECKOTO PEHTIEHOBCKOTO U3MYyYEHUS.

3.13 nukun notepb (escape peaks): Muku, BO3HUKAIOLLME B CNEKTPE B pesynbrate NoTepu 3Hepruu naga-
Iowmm ¢poToOHOM Ha (hnyopecLEeHLMIO B MaTepuane AeTekTopa.

MpumevaHune 1 — [laHHble MUKW BO3HUKAKOT NPW 3HEPruM, paBHOW Pa3HOCTU MEXAY 3JHepruei nagatoLlero
XapakTepucTu4eCckoro peHTreHoBCKOro U3ny4yeHus u 3Hepl‘|/|6‘l7l PEHTreHOBCKOro Uany4veHud, UCNyweHHoro aneMeHTamMun
MaTepuana getektopa (1,734 kaB y kpeMHus).

MpuMedaHue 2— [JaHHbIE NUKA HE MOTYT BO3HUKHYTH HUXKE KPUTUHECKOrO 3HAYEHUS NOTeHLUMana Bo3byxaeHns
maTepuana geTekTopa, HanpuMep MUKK Notepb AnA K-NMHUM KpeMHUS He NOSBASIOTCA NpU 3Heprusix Huwxe 1,838 kaB.

3.14 nosTopsaeMocTb (repeatability): Mpeyn3noHHOCTL B YCNOBUAX MOBTOPSIEMOCTH.

3.15 nornouweHue pPeHTreHOBCKOro usny4yeHua (X-ray absorption): OcnabneHne peHTreHOBCKOro
U3Ny4YeHUs, NPOXOASALLErO Yepes BELLIEeCTBO, UMEIoLee MECTO, MMaBHbiM 00pa3om, B pesynerate poToanek-
TPUYECKOTO MOFMOLLEHUSA ANt SHEPTUIA PEHTTEHOBCKUX (POTOHOB, COOTBETCTBYIOLLUX AWANA30HAM U3MEPEHUN
33MA/3AC nnm PAM/SAC.

3.16 nonHasa WUpUHaA Ha nonoBuHe BbicoThl; MLUMB (full width at half maximum, FWHM): Mepa wu-
PWHBI NKa PEHTIEHOBCKOrO U3Ny4YEHUs MOCNE MCKMoYeHUst (DOHOBOI COCTaBAAIOLLEN CNEKTPpa, UCMONb3yeMas
[nsi NOSIHOro onmcaHus Npodunsa nuka.

MpumedaHne — MLUMB onpeaenstoT Kak MNOMHYO LUMPUHY MUK, USMEPEHHYIO HA YPOBHE, COCTaBNAIOLLEM MO-
NOBWHY €ro BbICOThI.

3.17 nonpaBka Ha aTOMHbIN HOMep (atomic number correction): MaTpu4Has nonpaska, KoTopasi MOAU-
bMUMpyeT UHTEHCUBHOCTL U3NYYEHUS OT KaXKOOro anemMeHTa, CoaepXallerocs B uccnegyemom obpasue m s
CTaHAapTHbIX o6pasuax, 4ns ydyera o6paTHOro paccesHUs SNMeKTPOHOB M TOPMO3HON CNOCOBHOCTM BELLEeCTBa,
3Ha4YeHMs KOTOPLIX 38BUCAT OT COAEPKAHUSA BCEX SNIEMEHTOB, B aHaNu3npyemMom oobeme.

3.18 nonpaBka Ha nornoweHue (absorption correction): MarpuyHas nonpaska, 0GyCrnoBrneHHasa YyMEHb-
LUEHWEM MHTEHCUBHOCTU XapaKTEPUCTUHECKOTO PEHTTEHOBCKOTO M3MyYeHus BCMeACTBME ero hoTonornoLue-
HUSA BCEMU anemeHTamu B obpasue, Npu NpOXOXKAEHUN STOrO U3ryyYeHns Yyepes obpasew Kk AETEKTopy.

3.19 nonpaBka Ha ¢pnyopecueHuuto (fluorescence correction): MatpuyHas nonpaska, KoTopas Moau-
bMUMpYyeT MHTEHCUBHOCTb U3MYYEHUA OT KaXAoro anemMeHTa B uccrnegyemom obpasue U B CTaHaapTHbIX 00-
pasuax, Ans yyera n3bblTka MHTEHCUBHOCTW PEHTTEHOBCKOTO U3Ny4YeHUA OT areMeHTa «A» U3-3a NornoLeHuns
XapakTepUCTUYECKOro PEHTTEHOBCKOTO U3IyYeHUs!, UCNYCKAaeMOro areMeHToM «By», SHeprusi KBaHTOB KOTOPO-
ro BbilE 9HEPrMU MOHU3ALIMUN BNEMEHTA «A».

3.20 npeumnsnoHHOCTb (precision): CteneHb OnM30CTU APYr K APYry HE3aBUCUMbIX PE3YNLTaTOB U3Me-
PEHWI, NOMyYeHHbIX B KOHKPETHBIX PErnaMeHTUPOBaHHbIX YCIOBUSIX.

MpumMmedaHue — Mepy NpeLNU3MOHHOCTU OBLIYHO BEIpaXaroT B TEPMUHAX HETOUHOCTW U BBIMUCHSIIOT KaK CTaH-
AapTHOe OTKIOHEHWe pe3ynbTaToB M3MepeHUd. MeHbluasi NpeLU3MOHHOCTE COOTBETCTBYET GONMbLUEMY CTaHAapTHOMY
OTKMNOHEHMUI0.

3.21 npocnexuBaeMocTb (traceability): CBONCTBO CpeacTBa M3MEPEHUI, 3aKmoYaloLweecs B AOKY-
MEHTaNbLHO NOATBEMKAEHHOM YCTAaHOBINEHUN €r0 CBA3M C rOCyAapCTBEHHbIM NEPBUYHBLIM 3TAaNOHOM COOTBET-
3
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CTBYIOLLEN €AMHWLbI BENMYUHBI MOCPEACTBOM CIIMYEHUS STANOHOB €AMHUL, BEfIMYUH, NOBEPKMU, KanubpoBku
CpeacTB U3MEPEHUIA.

3.22 npodunb nuka (peak profile): dopma xapakTepucTuyeckoro nuka, 3aBucAWAas OT 3Hepruun oT-
AenbHbIX PEHTTEHOBCKUX (DOTOHOB U OTHOCUTESBLHOIO YUCNA PEHTTEHOBCKUX POTOHOB AAHHON SHEPTrUU, B CU-
Tyauuu, Koraa CnekTpansHoro paspeLLeHunsl SHeProaMCnePCUOHHOIO CNEKTPOMETPA He AOCTaTOMHO AN TOro,
4yTOOLI CNEKTPansHO PaspeLlnTb PEHTIEHOBCKME (DOTOHBLI Pa3fUYHBIX HEPTUN, hopMUpyIOLLME AaHHBIN Xa-
paKkTepUCTUYECKUIA NUK.

3.23 pa3speweHue (no aHeprum) (resolution <energy>): MonHaa WKMPMHA NUKA HA NONOBUHE BbLICOTbI,
3apPEerncTpMpoOBaHHOIO C MOMOLLIbIO SHEPTOAUCNEPCUOHHOIO CNEKTPOMETPA.

MpumevyaHne — OBbLIMHO pa3pelleHne NPUHUMALIOT PaBHLIM MOSTHONA LUMPUHE NUKa Ha NONOBUHE BBLICOTHI NKU-
HWK XapakTepucTudeckoro uanyderus Mn Kay 5 (5,894 kaB), x0T MOXHO UCMONL30BATL MUKW U OT APYMUX NOAXOAALIMX
SNEeMeHTOB.

3.24 paspeweHue (npocTpaHcTBeHHOe) (resolution <spatial>): MpocTpaHCTBEHHAA xapakTepucTuka
MeToAa MUKpoaHanusa.

MpumeyvaHue —pocTpaHCTBEHHOE pa3peLLeHUe BLIpaXatoT B TEpPMUHAX JIMHENHOrO N 06beMHOro pasmepa
obnactu obpasLia, 13 KOTOPOW PETUCTPUPYETCS XapaKTEPUCTUHECKOE N3NYYeHUe ONPEAENAEeMOro anemMeHTa.

3.25 ctabunbHOCTb ny4ka (beam stability): Mepa nameHenus Toka ny4vka B Xo4e BbINONHEHUA aHanNu3a.

MpnmevyaHune — CTabunbHOCTB My4vka BbipaxatoT B NpoueHTax B vac (%/M).

3.26 ctanpgapTHbIl ob6paseu; CO (reference material, RM): O6pa3sey Bewecrea (Matepuana) ¢ ycra-
HOBINEHHbIMW NO Pe3ynbTaTam UCMbITAHUN 3HAYEHUSIMU OAHON U Gonee BENUYUH, XapaKTepu3yIoLnMX COCTaB
Unu CBOMCTBO 3TOrO BeLLecTBa (MaTepuana).

3.27 cymmapHbie nuku (sum peaks): Mukun, npeacraensiowmue cobom cnekTpanbHble aptedaktbl. Cym-
MapHble MUKW BO3HUKAIOT B pesynbrarte 3apdhekToB cOBNAAEHUA B U3MEPUTENBLHON cucteMe aetektopa. -
dekTbl coBnageHusi 00ycnoBneHbl TEM, YTO M3MEPUTENBHASA CUCTEMA HE MOXET MAeHTUdULMPOBaTb NO OT-
AenbHOCTW Ba PEHTreHOBCKMX hOTOHA, NpULLeALLMX NPAKTUYECKU OQHOBPEMEHHO.

MpuMevyaHue — [aHHble NUKA BO3HUKAIOT MPU SHEPrUsiX, COOTBETCTBYIOLLUMX CyMMe 3HEPruil ABYX PeHTTeHOoB-
CKUX HOTOHOB, KOTOPbLIE NONanu NPaKTUMECKN OAHOBPEMEHHO Ha AETEKTOP.

3.28 ToK nyuka (beam current): SnNeKTpUYECKUin TOK, NEPEHOCUMBbIN ANEKTPOHHbLIM MYYKOM.
MpuMevyaHue — Tok nyvka o6bIMHO BblpaXaloT B HAHOaMMepax.

3.29 Topmo3Hoe uanyyeHune (bremsstrahlung): ®oHOBOE PEHTIEHOBCKOE U3ITy4YEHUE C HEMPEPLIBHbLIM
3HEepreT4eckMm CnekTpoM, BO3HMKAIOLLEE NPY TOPMOXEHUMW dNEKTPOHOB B 00pasLie.

3.30 TouHoCTb (accuracy): CteneHb 6nM30CTU pesynbrara M3MepeHUi K NPUHATOMY ONMOPHOMY 3Haue-
HUI0.

3.31 yckopsilowee HanpskeHue (accelerating voltage): PasHOCTb nOTEHUMANoB Mexay HUTbIO Hakana
M aHOAOM, He0OX0AMMas ANs YCKOPEHUs ANEKTPOHOB, MCMYCKAEMbIX MCTOMHUKOM.

NpuMevyaHue — Yckopsiollee HanpspkeHMe 06bIYHO BHIPaXaloT B KUIOBOMLTaX.

3.32 ycnoBusa BocnpoussoaumocTu (reproducibility conditions): Ycnosusi, npu kOTopbIX pe3ynbrarbl
M3MEPEHUN (MNK UCMbITAHUI) NOYYaloT OAHUM U TEM XKE METOAOM, HA UAEHTUYHBIX 0ObLEKTaX UCTILITAHUM, B
pa3Hbix nabopaTtopusix, pasHbiMK oneparopaMu, C UCNONb30BaHMEM Pa3fIM4HOr0 06opyaoBaHUS.

3.33 ycnoeusi noBTopsiemoctu (cxoaumocTm) (repeatability conditions): Ycnosus, npu KOTopbIX He3a-
BUCUMbIE PEe3ynbTaThl U3MEPEHUIA (N UCMILITAHWI) NONYYAIOT OJAHUM U TEM XK€ METOA0M HA MAEHTUYHbIX 00b-
eKTax UCNbITaHWI, B OLHOW U TOW ke naboparopun, O4HUM U TEM XK ONepaTopoM, C UCNONb3OBAHUEM OHOTO
1 TOro e 060pya0BaHusA, B Npeaenax kOpoTKOro NPOMEXXYTKa BPEMEHHU.

3.34 dnyopecueHums (fluorescence): ABnexHue, npu KOTOPOM (POTOMOIMNOLLUEHNE PEHTTEHOBCKOIO U3-
ny4yeHun (xapakTepucTUHEeCKOro Unm TOPMO3HOIro) aTOMOM NPUBOAUT K BO3OYXIEHMIO aTOMHOTO COCTOSIHUA,
KOTOpOE 3aTeM UCMLITLIBAET penakcaLmio (nepexoq atoma B OCHOBHOE COCTOSIHUE, CONPOBOXAAeMbIl nepe-
X0AaMK 3NEKTPOHOB aTtOMa MEeXy SHEepreTMYECKMMM YPOBHSIMUM) C MOCNEAYIOLLMM UCyckaHneM (POTOHa xa-
pPakTEPUCTUYECKOrO PEHTIEHOBCKOrO U3ny4veHus (pnyopecueHuyus).

3.35 xapakTtepucTnyeckoe peHTreHoBCKkoe usny4yeHme (characteristic X-ray): dnekrpoMarHurHoe us-
ny4yeHue, BO3HMKAIOLLEE NpU penakcauuu BO30Y>XAEHHOrO SMEeKTPOHHOTO COCTOSIHMS B arOMe, KOTopasi Bbl-
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3bIBAETCA MOHM3ALMEN BHYTPEHHEN 000noyku atoMma, o6yCnoBNEHHOW HEYNpYrMMm paccesiHuem dMnekTpoHa
BbICOKOM SHEPTUU UNU NOTTMOLLEHUEM KBAHTA PEHTTEHOBCKOIO U3NyYeHuUs.

3.36 3anekTpOHHO-30HAOBLIN MUKpoaHanu3 (electron probe microanalysis): MeToguka aneMeHTHOro
aHanu3a, obnaaaioLero NpOCTPaAHCTBEHHbIM paspeLLeHnemM; METOAMKA OCHOBAHA Ha PEHTTEHOBCKOW Chek-
TPOMETPUM, NPU KOTOPOW AN BO3OYXAEHUSI PEHTTEHOBCKOrO M3MyYEHUs UCMONb3yeTcs CHOKYCUPOBAHHbIN
9NEKTPOHHLIA MYyYOK, a xapakrepHasi obnactb B3aMMOAEWCTBUA SNEKTPOHHOIO My4ka ¢ marepuanom u ob-
nactb BO30Y>XAEHUSA PEHTTEHOBCKOIO U3INy4eHUs1 UMEIOT MUKPOHHbIE UNN CYyOMUKPOHHBbIE pa3Mepbl.

3.37 aHeprua nagarouwero nyyka (incident beam energy): SHeprus, npnobperaemas ny4ykom 3a cyer
pPa3sHOCTM MOTEHLMANOB MEXAY HUTbIO HaKana u aHoA4 oM.

3.38 aneprogucnepcuonHan cnekrpometpua; 3C (energy-dispersive spectrometry EDS): Bua peHT-
reHOBCKOW CNEKTPOMETPUU, B KOTOPOWU M3MEPAIOT KONMUYECTBO PEHTIEHOBCKUX (DOTOHOB ONpeaeneHHOn Hep-
rMK, 3TU JA@HHbIE UCTIONb3YIOT AN NOCTPOEHMS LMPOBOIA rTMCTOrpaMMbl, ONMUCLIBAIOLLEH pacnpeeneHue uH-
TEHCUBHOCTW PEHTITEHOBCKOTO M3My4YeHusl MO SHEPIUM 3aperuCTPUPOBAHHBLIX PEHTIEHOBCKUX (POTOHOB.

3.39 k-otHOoOweHue (k-ratio): MHTEHCUBHOCTL NUKa (NOCne UCKMoYeHn (POHOBOIO U3NyYEHUs1) ANEeMEH-
Ta, NPUCYTCTBYIOLLETO B UCCreayeMoM obpasue, OTHECEHHAsA K MHTEHCUBHOCTU COOTBETCTBYIOLLEIO NuKa B
cnekTpe ctaHgapTrHoro obpasua.

4 MNMoproroBka ob6pasua

4.1 NccnegyeMblii Matepuan A0ImKeH ObiTb CTAOUMBHBLIM B YCIOBUSAX M3MEHSIOLLETOCA AABNEHUA U B YC-
NOBUSAX AENCTBUS ANEKTPOHHOTO Nnyyka. O6pa3ubl MOXXHO UCCNeA0BaTb NOCHE BbIMOMHEHUS NPOCTON OYUCTKMK;
Npu 9TOM Ha Pe3ynbTaTbl KONMMYECTBEHHOTO aHaNU3a MOXET NOBNUATL HeBnaronpuaTHbLIM 06pPa3oM HeOaHO-
POAHOCTb MNOBEPXHOCTU U TONOrpacusa NOBEPXHOCTHU.

4.2 ins nony4yeHus AOCTOBEPHbIX PE3ynbTaToB KONMYECTBEHHOrO aHanu3a obpasew A0MKEH UMETb NIOo-
CKYIO IMajKylo MOBEPXHOCTb, PACNONMOXEHHYIO NePNeHAUKYNAPHO SNEKTPOHHOMY Ny4Ky. OTO e TpeboBaHue
06bIYHO MPUMEHSIIOT NPU UCCNEAOBaHUAX MeToaaMu meTannorpacum u netporpacun. AHanuaupyemas o6-
nacrtb AOMkHa ObITb OAHOPOAHA HA NAOLWAAU, 0ObLIMHO UMEIOLLEN ANAMETP B HECKONbKO MUKPOMETPOB, ChHop-
MWPOBAHHO BOKPYT TOYKM NageHns Ha obpaseL) 3NeKTPOHHOrO ny4ka.

4.3 Teepabie 06pasLbl MOXKHO YMEHbBLLUTb [0 NOAXOASLLEr0 pa3Mepa, YTobbl UX HE U3MEHSATb BO BPEMS
npouecca nsmepeHus. MNMepea nccnegosaHnemM obpasua He0OX0AMMO yAanuUTb 3arpsa3HEHUs], HanpUMep ¢ no-
MOLLbIO YNETPa3BYKOBOI YNCTKM.

4.4 O6pasubl, U3 KOTOpbIX ByaeT 6paTbCcs cpe3 AN aHanu3a, AOIDKHbI ObiTb MOMELLEHbI, N0 BO3MOX-
HOCTK, B NPOBOASALLYIO Cpeay nepea npoueaypoi metannorpaduyeckon unu neTporpaduyeckon noaupoBKU.
Cpepay crnegyeT BbIGUpaTb Takum obpa3om, 4ytobbl u3bexaTe BO3IMOXKHOCTU HANUNaHWUA NPOBOASALLEN KOMMO-
HEHTbI Ha NOBEPXHOCTL 00pasLia, Tak KaK B AaNbHEALLEM 3TO MOXET NPUBECTM K NOTPELUHOCTAM aHanusa us-
3a UBMEHEHUA cocTaBa uccnegyemMoii obnactu obpasua.

MpumMmedaHue 1 — MONUPOBKY MOXHO BHIMOMHATb, UCNOMbL3YS anNMasHyKo KPOLKY ¢ pasMepoM 3epHa Ya MKM,
npW yCroBWMK, YTO STO He NPUBEAET K MOSIBIIEHUIO penbeda Ha NoBEPXHOCTH. MoNHOoe yCTpaHeHWe BCex LiapanuH Ha no-
BEPXHOCTU He siBnsieTcst 06513aTerbHLIM NPK YCIOBUM, YTO ANA aHanusa UCNonb3ytoT oBnacTu, SBNSIOWMUECH YUCTEIMU 1
cBoGOAHLIMM OT penbeda.

Cnepyer usberatb noBpexaeHuit obpasua npu ero noarotoeke. Bo3aMOXXHO BO3HUKHOBEHME NOBpEXae-
HUR:

a) u3-3a BO3AENCTBUS CMA3KK;

b) yaanenus sTopoi ¢hasbl BELLECTBA;

C) pasnMuyHoOi NonupoBkM ha3, MMEIOLLMX Pa3Hyl0 TBEPAOCTb, Bnarogaps YeMy Ha NOBEPXHOCTW BO3-
HUKaeT penbed;

d) HanpspkeHWUi NOBEPXHOCTY;

€) UCKPUBINEHUSA KpaeB.

Mpu n3rotoBneHnm nonepeyvHoro cpesa obpasew pekoMeHAYeTCA NOKPbITbL TBEPAbIM MATEPUANoM, YTo-
Obl yNy4LLMTL COXpaHEHUE KPaeB.

MpumeyaHune 2— [anbHelwee pyKOBOACTBO Mo nogrotoBke obpasLo cm. B ASTM E3 [9].
4.5 Ecnu ansa Beibopa obnactu aHanu3aa (nu6o nepea nomewieHuem obpasua B npubop, nubo B cnyyae,

koraa oGpasel yxe HaxoguTcs B nNpUGOPE) MCNONb3YIOT ONMTUYECKME METOALI, MOXET NOHaA06UTLCA Tpas-
neHve obpasua. My6buHa TpasneHusi AomiHA ObiTb MMHUMANbLHA, B CUMNY TOrO, YTO €CTb BEPOSATHOCTL U3-
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MEHEHUs1 COCTaBa NOBEPXHOCTN UNKU BO3HMKHOBEHUS HEXemnaTernbHbIX Tonorpadudecknx adpgekros. Mocne
nokanusauuu 1 MapkMpoBKK obnacTten Ana aHanu3a nyTeM yka3aHus CyLLEeCTBYIOLLUMX UnNu A06aBNeHHbIX 0CO-
GeHHOCTEN, TakUX Kak LLapanuHa nnu otne4yarok bonee Teepaoro obpasua, MoxeT notTpeboBarbCs NONMPOBKa
ANs yCTpaHeHus Creaos TpaBneHus.

4.6 ObGpa3seu aomkeH obnagatb Xopowwel anekTpu4eckoi NPOBOAMMOCTLIO, YTOObI U3bexarb Hakonne-
HWA 3apspa, BO3HMKAIOLWETo B pe3ynbrare SMeKTpoOHHOro obnyyeHus. Obpasel crnegyer 3aseMnutb vepes
npoBoAsALLEE KpEnneHne, cepebpaHyo nnu yrnepoaHyto kpacky. Ecnu kpenneHue obnagaet nnoxomn nposoau-
MOCTbIO, €10 PEKOMEHAYETCA NOKPbLITh NPOBOAALLMM MaTepuanom, YTobbl u3bexarb U3MEHEHUS NapamMeTpoB
3MNEKTPOHHOIO Ny4yKa BO BPEMS aHanu3a.

B kavecTBe nNpoBOAALLEro NOKPbITUA MOXHO UCMONb30BaTb YrOMNbHYIO MMEHKY TONWUHON OKONO 20 HM.
Ecnu yronbHasa nneHka He noaxoAauT, MOXXKHO UCMONb30BaTb MeTannmyeckue (Hanpumep, anioMMHUEBLIE) NO-
KPbITUS1 MEHbLUEN TOMLLUHBI.

NMpumevaHune — MNokpbITUe, COAEpXaLLEe XMMUYECKUIA SNEMEHT, yXe NPUCYTCTBYIOLMIA B 06pasue, U3MeHseT
A0S0 AaHHOrO 3neMeHTa B o6pasue, Npu-eM 3Ha4eHWe Takoro U3MEHEHMUs! 3aBUCHUT OT YCKOPSIIOLLIEro HanpsKeHUs U Ton-
LLWHB! NOKPLITUA.

4.7 MNoarotoBneHHble 06pa3ubl AOMKHbI ObITb PACMONOXEHbLI HA NPEAMETHOM CTONUKe npubopa Takum
06pa3zom, 4ToObl AN OCHOBHbLIX PAaGoT UX NOBEPXHOCTL Obina NeEpPNeHANKYNspHa NaaaloLLeMy ANeKTPOHHOMY
MyuKy.

4.8 CtaHgaprtHble o6pa3subl 40MKHbBI cooTBETCTBOBaTL MCO 14595 [18], a MeToa MX NOArOTOBKM AOIDKEH
ObITb aHANOrM4YHLIM METOAY NPUrOTOBNEHUSI Uccnegyemblix obpasuoB. Hanpumep, craHaapTHble obpasupbl
OOMKHbI ObITb OTNONMPOBAHLI, NOKPbITbI YINEPOAOM U OPUEHTUPOBAHBI MO OTHOLLIEHMIO K 31IEKTPOHHOMY My4Ky
Tak e, Kak uccnegyemole obpasubl.

5 MNpeaBapurenbHble Mepbl NPEeAOCTOPOXHOCTU

5.1 Mocne gocTuxeHun TPedyeMoro ypoBHs Bakyyma U BKIIOYEHMS SNEKTPOHHOIO nyyka cneayet ybe-
AWUTBCA B CTabUMbHOCTM TOKA Nyyka (CTabuNbHOCTL AOMKHA ObITb He bonee 1 % B yac; cTabunbHOCTL onpe-
AensoT Kak U3BMEeHeHNe KonuyecTsa cpabatbiBaHWi AETeKTopa OT CTaHAAPTHOrO o6pas3ua unu Kak UsMEHeHne
3HAYEHMA TOKa Ny4vKka, U3MEPEHHOTO C NOMOLLLIO UunuHapa Papaaesn). MNepea kanubpPOBKON U NpoBEAEHUEM
aHanu3a criegyert ybeauTtbcsl B cTabunbHOCTH paboThl geTektopa. CTabunbHOCTL paboThl AeTekTopa cneayeT
onpeaensTb NOCPeACTBOM U3MEPEHUSA Pa3peLUeHUs A4eTEKTOPa U BbINONMHEHUA KanubpoBKM LUKanbl 3HEPrUi
(cm. UCO 15632).

5.2 JHepreTuyeckas LuKkana u3MeputensHOW CUCTEMbI AOMKHA KOHTPONMPOBATLCA U kanubpoBaTbea
yepes perynspHbie MHTEpPBanbl BPEMEHW (Hanpumep, eXeAHEBHO), a TaKkke B KaXaoM crnydvae, Korga BO3-
HUKaIOT COMHEHWA B NPABWUNBHOCTM PACMOSNIOXKEHUA CNEKTpanbHbIX NUKOB. Bee aaHHble no kanubposke u BCe
OTKITOHEHUS OT KANMOPOBOYHBIX 3HAYEHUI AOMKHbI ObiTh 3ahMKCMPOBAHBI.

5.3 OHepreTuyeckyto Lwkany cneayeT NpoOBEpATb N0 PacnonoXeHUIO Ha HeW ABYX NUKOB: NEPBOr0 — C
HU3KoW aHepruen (Hanpumep, Al Ko, aHeprus 1,486 koB) u BTOpPOro — € BbICOKOI 3Hepruen (Hanpumep, Cu
Ko, aHeprus 8,040 KaB). Moaxoaswme AnsA AaHHbIX Lenei ctaHaapTHele 06pasLbl BNOMHE AOCTYNHLI. B anb-
TEepPHaTUBHOM BapuaHTe, ecnu AiBa aneMeHTa, Takux kak Al u Cu, NpMCyTCTBYIOT B OAHOM U TOM CTaHZapTHOM
obpasue, usnyyaemble umm Ko cnektpanbHblie TMHUM MOXHO NpeacTaBuTb Ha OAHOM M TOM e ChekTpe.

MpumevyaHune 1 — Ecnun BOZMOXHO OTCNEAWUTb MOMOXEHWE HYNS Ha 9HEepPreTUHecKol LUKane, To ANs TOYHOW
KanmbpoBku TpebyeTca NULLIL OAWH CeKTparbHbIA MUK.

MpumMmevyaHune 2 — WcnonbaoBaHue ANs kanubpoBKU CNeKTparbHbIX NMMKOB OAHOMO SleMeHTa, Hanpumep NIMHUIA
Cu La u Cu Ka, Hapsaay ¢ UCMOMb30BaHWEM MPOCTON NOAFOHOMHOW NpoLefypbl MOXET MPUBECTU K CHUKEHNIO TOYHOCTM
KanmbpoBKW 13-3a NCKaXeHWA NuHWiA Cu Lo nuHuamMu Cu Ll n Cu LB.

5.4 MNonHasa wupuHa Npodunsa Ha YPOBHE NOSMOBUHBI BbICOTbI BbIGPAHHOTO CNEKTParnbHOro nuka siBns-
eTcA Mepon paspeLueHns geTektopa. PaspelueHne JOMmKHO NEPUOANYECKU KOHTPONMPOBATLCA NOCPEACTBOM
npoueaypsbl, npeacrasneHHon B MCO 15632; oHO fOMKHO ObITb BbiLIE YCTAHOBMEHHOTO npeaena (06bl4HO B
Ka4yecTBe TaKoro npeaena npMHUMaroT 3HadyeHue Ha 10 % Huxe yCTaHOBMNEeHHOro M3roTOBUTENEM) NpU 3aaaH-
HbIX HACTPOMKaX 9NEKTPOHHOI cucTeMbl 06paboTkM MMNYNbCOB. MNpW NPEBLILLEHUN 3a4aHHOTO Npeaena, cne-
AyeT NpoBepuTb paboTy CMCTEMBI U NPU HEOOBX0AMMOCTM aTTecToBaTh €€ 3aHOBO. Bce nogobHble usmepeHus
ANs KOHTPONS AOMMKHbI NPOBOAUTLCS MPU OAMHAKOBBIX YCIIOBUSAX U JOJKHbI ObITb 3a(PUKCUPOBAHI.
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MpuMeyvaHue — [na NnpoBefeHNs TOYHOro KONMYECTBEHHOMO aHanu3a, MCNOsb3YHOLLEro NMUKKU C S3HEPrueil oKono
1 k3B, He pekoMeHAyeTCA UCMonb3oBaTb AETEKTOP, ANA KOTOPOro nonywupuHa npocduns nuHum Mn Ko 6onee 160 3B.
CnefyeT ucnonb3oBaTk JETEKTOp ¢ paspelleHnem nyywe 135 aB.

5.5 OTHOLEeHnE nHTeHcuBHOCTEN NMKOB Cu Lo m Cu Ko Mnn 9KBUBANEHTHbLIX NMUKOB APYrnX SNeMeHTOB,
HanpuMep HUKers, ABNSeTcAa Mepor aPPEeKTUBHOCTU AETEKTOpA; €ro Cneayer nepuoanvyecku KOHTpOnupo-
BaTb M MKcUpoBathb. [pu NnageHnn JaHHOW BENMYMHbBI HUXKE NOPOroBOro 3HavYeHms (00bIMHO NOPOroBoe 3Ha-
YeHue COCTaBnAET HE MeHee 2/3 OT 3HaYeHUus, YCTaHOBNEHHOIO U3rOTOBUTENEM), M3MEepUTENbHasa cucteMa
JomkHa ObITb nepeaTTecToBaHa W3roToBUTENEM, OCOGEHHO nepes NpoBeAeHMeM aHanu3a 6e3 UCnosnb30-
BaHUS CTaHAapTHbIX 0Opa3suoB. [eTekTop AOMKEH COOTBETCTBOBAaThL TpeboaHuam MCO 15632:2002 (npu-
noxewxue B).

5.6 NMpu npoeeaeHumn aHanu3a 6e3 UCNoNbL30BaHWA CTaH4APTHbIX 006pa3u0OB cneayeT NPOBEPUTL NOMy-
YEeHHbIN CMEKTP, UCMOMb3YS NOMOXEHUE BbICOKOSHEPreTUYECKOW rpaHuLbl CNeKTpa TOPMO3HOIO PEHTIEHOBCKO-
ro U3ny4yeHus.

MpuMedaHue—HecoBnageHne NONOXeHUsI BICOKO3HEPreTUYHOW rpaHunLibl CrekTpa TOpMO3HOro U3NyYeHNs ¢
YCTaHOBNEHHbLIM YCKOPAIOLLMM HanpsbKeHneM o3Ha4yaeT HakornseHne aapsga o6pasLom Unu HenpaeuneHoe oTobpaxeHne
yckopsitoLero HanpspkeHnss POM. B aTom crnyyae BbINOMHEHWe KONMYeCTBEHHOMO aHann3a HeBO3MOXHO.

6 NpoBeneHne aHanusa

6.1 HuTe Hakana katoga crneayeT BbiAepXKaTb B COCTOSTHUM HACLILLEHUA NPOAOIMKUTENBHOE BpeMa ana
ycTaHoBneHua Tpebyemon cTabunbHOCTU Ny4vka (HanpuMmep, ctabuneHocTU nydwe 1 % B Te4eHne npeano-
naraemoro BpemMeHu aHanu3a). YckopsioLlee HanpskeHue Bbibupatot B ananasoHe ot 10 o 25 kB ¢ yuerom
crnegyroLmx KpuTepues:

a) ana apheKTUBHOIO BO3BYXAEHUA aTOMOB U XOPOLLEW MHTEHCUBHOCTM MUKOB >XENaTenbHO UMETb
nepeHanpsbkeHme He meHee 1,8. Takum 06pas3oM, Npu UCMONb30BAHUMN CNEKTPANbHLIX NMMHUN, XapaKkTepu3ayio-
LLIMXCA BbICOKOW 3Hepruen (npubnuantensHo ot 8 o 10 kaB), pekomengyeTcsa, 4ToObl yCKOpAoLWEee Hanpshxe-
Hue Obino He meHee 20 kB;

b) npu HeoGxoaMMoCTU HABNIOAEHUA CNEKTPanbHbIX TIMHWUI, XapaKTepU3yIOLLMXCA HU3KOW dHepruen (Ha-
npumep, B auanasoHe ot 1 o 3 kaB), xenatenbHO MMHUMU3UPOBATL BENUYMHY NMONPABKU HA MOIMOLLEHWE U
BO3HUKAIOLLMNE 13-32 HEE BO3MOXHbIE NOrPELUHOCTU. [ins 3TOro pekoMeHAYyeTCs UCMOSb30BaTh HU3KME YCKOpS-
oLme Hanpsxenus, Hanpumep 10 kB, o6ecneunsas TpeboBaHne Ha BO3GyKaeHHe NpeacTaBnsAloLWMX UHTEPEC
CneKTpasnbHbIX AUHUN, CPOPMYNUPOBAHHOE B NEPEYNCIIEHUN A).

MpumevyanHue — lMNpu HanpsxeHUn 10 KB HEBO3MOXEH aHanNWU3 3NE€MeHTOB C aTOMHbIMU HOMepamu oT Z = 24
(Cr) ao Z = 29 (Cu) ¢ ucnonbsoBaHneM U3ny4eHns K-cepuu, NockonbKy CneKTpanbHble NMMHUMKN cepun K Bo3byxaatotes B
HeJJOCTaTO4HOW CTeNeHu;

C) ANA TOYHOIO aHanu3a HeobxoauMO, YTobbl aHanU3upyeMblii 06LEM MOMHOCTLIO CoAEPXKancsa B UC-
cneayemon yactu obpasua B Te4EHME BCEro BpeMeHu aHanm3a. Takumu 4acTsaMu MOryT ObITb MOBEPXHOCTHbIE
cnou, manble BKIOYeHusl, obnactu ¢a3oBoro pasgena u ap. Meroabl OLIEHKM BNUSIHUSI YCKOPSIIOLLIETO Ha-
NpsHKEHUA Ha Mnowaab U ryouHy aHanusnpyemoro oobema onucanol B UCO 14594. [laHHyl0 uHchbopmMaLuio
cnefyeT UCNonb30BaTh ANna Bbibopa Hanbonee NOAXOASLLEr0 YCKOPAIOLWETr0 HAMNPsHKEHUS.

6.2 Tok nyuka cneayer yCTaAHOBUTb AOCTATO4HO BonbLUMM, YTOObLI 06ecneunTb NOAXOASLLYI0 CKOPOCTb
cyeTta (POTOHOB BCEX 3HEPrui, ucnyckaemblx obpasuom. Mpu 3TOM TOK Ny4vka AOMKEH ObiTb TaKUM, YTOOLI HE
BO3HUKANU uckaxxeHns 8 o6padarbiBaloLleli SNeKTPOHHOW CUCTEME U HEe BO3HMKANW CyMMapHbIE MUKW B CNEK-
Tpe U3Nny4YeHUs XMMUYECKN YUCTbIX MAaTEPUANoB, COAEPXKALLMX OAUH SNEMEHT.

MpumevyaHue 1 — 250000 3aperncTpmpoBaHHbLIX MMMYNLCOB NO BCEMY CNEKTPY CHUTAETCA JOCTATOMHbBIM, XOTS
3TO 3Ha4YeHWe 3aBUCUT OT KOHUEHTpauuu uccnefyemoro anemeHTa. TUNWYHbIE ycnoBua ANa getektopa u3 Si (Li): cko-
pocTb cyeta focturaet 10000 uMnynbcoB/c npyu MEPTBOM BpeMeHU MeHee 35 %; ANA KpeMHUEBbIX ApeiidoBbIX AETEKTO-
poB (SDD) ckopocTb cHeTa MOXET 6bITb 3HAUUTENBHO BhILLE.

BHe 3aBUCUMOCTW OT TUNA UCNOML3YeMOro AeTeKTopa HeobxoAUMO NPOBEPUTL NPABUNBHOCTL CYETA NyTeM cpas-
HEHUs creKTpa, Nosly4eHHoro Ha ckopocTtu cyeta 2000 MMNyNbLCOB/C U HA MaKCUManbHO BO3MOXHOI ckopocTU. Heobxo-
AnMo y6enUTLCA B OTCYTCTBUM CABUra MUKOB U UCKXKEHWIA, BbI3BAHHbLIX WX HANOXeHWeM, KOTopble MOrmK 6l NOBMUsATL
Ha OTHOCUTENbHbIE BLICOTHI NMKOB. He06x0AMMO MUHUMYM ABaxAbl (Nepea aHanu3oM U NOCNe) NpoBepUTb CTabuNbLHOCTL
3MEKTPOHHOIO My4Ka, Ucnonb3ya uunuuap Gapagesn unu stanoHHbIin obpaseu,.
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MpumeyaHne 2 — B cnydyae ucnonb3oBaHna POM Tok nyvka MOXeT ObiTb orpaHudeH ceepxy TpeboBaHuem
AOCTUXEHUA Manoro pasmepa obnactu B3aumoaeicTBUsA NyyYka ¢ o6pas3yom, YTo HeobxoaMMO NpU NONYYEHUN BLICOKOTO
NPOCTPaHCTBEHHOrO pa3peLLeHUs.

6.3 Heob6xoaAMMO NpaBuiibHO PacnonoXuTb 06pasel Nog 3NeKTPOHHBLIM MYYKOM, YYUTbIBas cnegyoumue
hakTopbl:

a) Npy UCMNONb30BaHMM IHEProAUCHEPCUOHHONO cnekTpomeTpa B coctaBe A3MA, NnoCKOCTbL NOBEPX-
HoCTW obpasua AomkHa coBnagartb ¢ oKanbHOW NAOCKOCTBIO ONTUYECKOr0 MUKPOCKONAa U HaXOAUTLCS NoA
YFFIOM K 9MEKTPOHHOMY My4Ky, ONnpeAensieMbIM KOHKPETHbIM NPUGOPOM. MorpeLHOCT! yCTaHOBKU NONOKEHMUS
1 HaknoHa obpa3sua MOryT yxyALlarb TOMHOCTb UCNOMb3yeMbIX METOA0B 00PabOoTKN AaHHbIX;

b) npu ucnonb3osaHum POM BbicoTa obpasua onpeaensaercs BbiOpaHHbIM (MMM PEKOMEHAYEMbIM U3-
rotoButenem) pabounm paccrosiHmem, nogxoaswmm ana 3AC. HaknoH o6pasia AormkeH ObITb paBeH HyMIo.
B NCO 16700 npuBeaeHa uHdopMauumsi N0 yCTaHOBKE HakNoHa o6pasua B HyneBoe NONIOXKEHUeE.

6.4 Hactpownku no o6paboTke uMnynbCOB CrieayeT BbLICTaBUTL Takum 06pa3om, YToObl NONyYnTb ONTK-
MarnbHOEe paspeLueHUe NpuU XKenaemomn CKOpoCTU CYETa U MEPTBOIO BPEMEHU COrNacHo 6.2.

6.5 Mecto aHanu3a Ha obpasLe cneayeT BbiOupaTh, NPUBA3bLIBASICh K U300paXkeHnio NMbo B ONTUYECKOM
MUKpockone, nubo B 3NeKTPOHHOM Mukpockone. OQHOPOAHOCTL B BbIOpaHHbLIX 0ONAacTsix aHanu3a cnegyer
NpoBepuTbL NyTEM NMpoBeAeHUs NMubo NpeaBapUTENbHOTO IMHEMHOTO CKAHMPOBAHUSA UHTEHCUBHOCTU PEHTIe-
HOBCKOTO U3Mny4yeHUs OT OQHOIO UNK BONbLIEro KONMYECTBA OCHOBHBIX XMMUYECKUX SMEMEHTOB, CO/E PXKaLLMX-
cs1 B o6pasue, nubo nyTem TOYEYHOro aHanu3a B HECKONbKMX MeCTax, yAaneHHbIX OT rpaHuL, pasaena ¢as.

Ecnu umeerca ontuyeckasa cucreMma ans onpeaeneHus obnactu aHanusa Ha obpasue, cneayet ybe-
AUTbCA B COBNAZIEHUM ONTUYECKOW OCU U OCU SNEKTPOHHOTO My4Ka.

6.6 Npu ucnonb3oBaHMKM CTAHAAPTHLIX 06Pa3LOB MX PaCNONOKEHNE OTHOCUTENBLHO ANEKTPOHHOTO MNyyka
TOYHO JOMDKHO COBMNaAaTh C NONOXEeHUEM uccneayemoro obpasua, npuyem npoBoAsLLEee NOKPbITUE ANA CTaH-
AapTHoro o0pasua AOIMKHO OblTb MPUONU3UTENBHO TOW Ke TOSLLUMHDI, YTO M ANns uccneayemoro obpasua. Ms-
MepeHne CrMeKTPOoB uccneagyemoro obpasua u Bcex CtaHAapTHbIX 00pa3sLoB AOMKHO BbIMOMHATLCA B OAHUX U
TEX e YCINOBUSAX, MPUYEM NO KpalHeil Mepe OAUH CTaHAAPTHbIN 00pa3eL Hy>KHO uccnegoBaTb 40 aHanu3a uc-
cneagyemoro obpasua, v no kpanHen Mepe OAuMH CTaHAAPTHLIN 06pa3sel HY>XXHO UCCcneaoBaTb Nocne aHanuaa
uccnegyemoro o6pasua. 310 He0OX0AMMO ANst NOATBEPXKAEHUS CTABMNBHOCTKU MyYKa U APYrMX NapameTpoB
CUCTEMbI, HANMPUMEpP CMELLEHUS1 OCHOBaHUA, apenda yCuneHus, paspeLleHuns, Toka nyJka.

6.7 Bpemsa ananusa crniegyet BbibupaTb 40CTaTOMHBIM ANA perucrpauum TpebyemMoro umcna MMnyrnbcoB,
OPMUPYIOLLIMX NUHTEHCUBHOCTb UCCReayemMoro nuka. [laHHaa BenuuuHa 3aBUCUT OT TpeOyemomn NpeLm3noH-
HOCTM U3MepeHuii. B cnyyae HanMumMs COMHEHWIN B OTHOLLEHWUMW NPELIM3UOHHOCTU pe3ynbLTaroB, aHanu3 cneay-
€T NOBTOPUTb, YTODOLI YOeanTbCs B NOBTOPAEMOCTU PEe3ynbTaToB M3MEPEHUN.

6.8 Bce napameTpbl uamepeHui (yron cbopa peHTreHoBCkux (hOTOHOB M3 oOpasua, HaknoH obpasua,
YCKOPSItOLLIEE HaMPSDKEHUE U T. 4.) AOMKHbI ObiTb BHECEHbI B MPOTOKON.

MpumevyaHune — [lockonbky SAC cnekTpoMeTp UMeeT paspelleHue nopsfaka 100 aB, B «ouudpoBaHHOM»
3HEPreTUYECKOM CNeKTpe CNOXHbIA Habop XapaKkTepUCTUYECKNX PEHTTEHOBCKUX NIUHUIA N3MYyYeHUA NPEACTaBnAloT B BUAE
HECKOMNbKUX LUMPOKKX MUKOB. [0oTepun B cHETE UMNYILCOB, BLINONHAEMOM 3I1EKTPOHHOI CUCTEMOM, 06bIYHO UCTIpaBnsAloTCS
aBTOMaTU4eCcKu, NyTeM 3aMeANeHns CUCTEMHOMO BPEMEHMU, T. €. CMEKTP, 3anUCbiBaeTCcA B Te4eHUe 3apaHee yCTaHOBNEH-
HOro «BPEMEHW YYBCTBUTENBHOCTU» B ceKyHAaX. CeKyHAbl «4yBCTBUTENBHOCTU» HECKONBKO AMNUHHEE HACTOALUX CEKYHA.
Mnowanb Nuka, BelpaxeHHas konudecTBoM cpabaTbiBaHuWii feTeKTopa, AefleHHas Ha ycTaHOBIeHHOe BpeMsl YyBCTBU-
TEMNbHOCTU, XapaKTepU3yeT KONMYECTBO PEHTIEHOBCKUX (POTOHOB, nonajalolnX B akTUBHYIO 30HY feTekTopa. B npeano-
TNOXEHWUM, YTO UCTIONb3YETCA OAWH U TOT Xe TOK NyyKa NagatoLmnx ArEeKTPOHOB U OAHO U TO Xe BpeMs YyBCTBUTENbHOCTH,
nnowasb nuka, BbIPaXeHHYIo B KonmyecTse cpabaTbiBaHWit eTeKTopa, MOXHO UCNONL3OBaTh B Ka4ecTBe MOAXOAsLLen
Mepbl 4118 CpaBHEHWS MHTEHCMBHOCTER PEHTTEHOBCKOro M3yYeHusi Npu NpoBefeHnn KonnvecTBeHHoro aHanusa. UMeHHo
NO3TOMY TEPMUHBI K MHTEHCUBHOCTL NMUKa» U «NNOLWaAL NUKa» UCNOMb3YIoT B HACTOALEM CTaHAapTe.

7 NpenBapurenbHas obpaborka faHHbIX

7.1 O6me nonoxeHun

Mudopmaums, cogepxalaaca B cnektpe obpasua, COCTOUT M3 CnekTpanbHbIX NMUKOB XapaKkTepucTu-
YECKOro PEHTIEHOBCKOrO U3MyYeHUs 3MEMEHTOB, COAEPXKALLMXCA B aHAnNU3MpyemoM o6beme obpasua. Xors
MHTEHCMBHOCTb NMKa CBSI3aHa G MAcCOBOI A10Nel anemeHTa B o6pasue, 4ToGbl NONyYMTL 3HAYEHNSt MacCOBbIX
[Onei SNeMEeHTOB, HE AOMYyCKAeTCsl MCMONb30BaTh OTHOCUTENbHLIE UHTEHCUBHOCTU NUKOB, BO3HUKAIOLLIMX OT
PasnUYHbIX 3NIEMEHTOB.
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7.2 peHTUdUKaLUA NUKOB

Mpu ngeHTudukauum NMKoB HEOBXOAUMO YUUTBIBATL, YTO MUKW OT PaA3NUYHbLIX 9NIEMEHTOB MOTYT Hakna-
AbIBaTbCA APYr Ha apyra — cM. npunoxexue B (cm. [9], [10]).

HekoTopble U3roToBUTENu NpeaocTaBnsioT NPorpammHoe o6ecnedeHne ¢ BO3MOXKHOCTbIO aBToMaTtuye-
CKOWM naeHTUdUKaLMen NUKOB, AaxXe NPy HANMMYUM HANOXEHUSA MUKOB. TEM HE MEHee, KaYeCcTBO MaeHTUdMUKa-
LMW 3aBUCUT OT TOYHOCTU MOZenu, 3ajatoLlen npodune NMkos. CneaoBaTenibHO, UCMONbL30BaAHWE PA3NTMYHbIX
KOMBUHaLMii NporpaMMHOro obecneyeHusi, annapaTtHoro obecneveHmnss n 4ETEKTOPOB MOXET NPUBECTU K pas-
MNUYHbIM pesynbrataM, Nofy4YeHHbIM ANsi OAHOMO U TOro e obpasua.

AnbTepHaTUBOW ABNSETCH MAEHTMMMKALMA NUKOB onepaTopoM. Ee cneayeTr npoBoauTh B CTPOroM no-
CnefoBaTenbHOCTU, HAYUHAA C Haubonee MHTEHCUBHLIX MMKOB — CM. NpunoxeHuwe C. Oneparopy cneayer
noaATBEPAUTE MAEHTUMUKALIMIO BCEX INEMEHTOB Ha OCHOBE OMyBnMKOBaHHbLIX CMPaBOYHbLIX AAHHbLIX 00 WUH-
TEHCUBHOCTAX MUKOB, U, B YACTHOCTU, EMY CNEAYET NPOBEPUTL NPaBUITLHOE PACMONOXEHME NMUKOB Ha LUKane
3HEpPrui N OTHOCUTENbHbIE UHTEHCUBHOCTU CNEKTPanbHbIX NIMHUM B NpeAenax Kaxaow u3 Habmogaembix K,
L unu M cnekTpanbHbIX cepuil. HeKOppeKkTHble OTHOLUEHWS WHTEHCUBHOCTEH NWKOB UMM MUKU HEOOLIMHOW
dOpMbl MOTYT yKa3blBaTb Ha AOMOSHUTENbHOE HaNUYKe APYroro anemeHTa. VX Hy)kHO uccnegosartb Npu yue-
T€ YMEHbLUEHUSA UHTEHCUBHOCTHU, KOTOPAs MOXET BO3HUKHYTb ANA CNEKTPanbHbIX NIMHUA HU3KOW SHEpPruu Ha
HWXHEW rpaHuLe YyBCTBUTENbHOCTU AETEKTOpa UMM HEeaO0CTaTOMHOIO 3Ha4YeHUs NepeHanpsKeHUa Ans pac-
cMaTpMBaemon CnekTpanbHON nuHun. Heobxoaumo yunTbiBaTh BCe HabnogaeMble NUKK B CNEKTpe, BKIoYas
BO3MOXXHOE NOSABMNEHNE MUKOB MOTEPL U CYMMApPHbIX NMUKOB, KOTOPLIE NOABAAOTCA NPU UCMONb30BAHWU BbICO-
KMX CKOPOCTEN cyeTa.

[ns npoBeaeHusi KONMYECTBEHHOTO aHanu3a Heobxoaumo BbibpaTb noaxoasiwme nuku B cnektpe. Ha-
npumep, npu yckopsoLem HanpsbkeHun 20 kB cneaylowme nMHUn NnoAXoAAT ANS NPOBeASHUA KONUYECTBEH-
Horo aHanusa: Z = 11-30 K-nuHuu, Z = 29-71 L-nuHuun, Z = 72-92 M-nuHuu.

7.3 OueHKa UHTEHCUBHOCTEN NMUKOB

Ana Toro 4Ytobbl BLIMUCANTE UCTUHHYIO WHTEHCUBHOCTb MHTEPECYIOWEro Nuka, He0BX0AMMO BbIMECTb
hOHOBYI0 YaCTb cnekTpa (06bIYHO BbINOMHAETCS NpOrpamMmmHbiM 06pasom). [laHHy0 onepauunio MOXHO BbINON-
HWUTb NyTEM MOZENUPOBaHUSA U BbIYUTAHUSA POHA U3 BCEro CNekTpa, uudposoi dounsTpaLuen unu ucnonb3ys
TNUHERHYIO UHTEPNONALUIO MEXAY TOUKaMK, nexalyumMu no o6e CTopoHbl nuka. Yem GonbLUMI OXBATLIBAETCS
3HEpPreTUYECKUii fnanasoH, TEM MeEHEE BEPOSITHO, YTO NpoLeaypa BbluMTaHUs hoHa SIBNSIETCSl TOUHON. Bbibop
METOAa BblYUTaAHMA POHA B 3HAYMTENBLHOW CTENEHU 3aBUCUT OT BO3MOXXHOCTEN NPOrpaMMHOro obecneyeHma
1 OT TOW TOYHOCTM, KOTOPYIO AAET nNporpaMmHoe obecneyeHme, OTHOCUTENbLHO TPEeOyeMoi TOYHOCTU aHanu3a.

[nsa cnyyas HanoXXeHWs NUMKOB B NPOrpamMMHOM oGecnevyeHn, BO3MOXHO, UMEETCs Heobxoaumas npo-
uegypa pasgeneHus nukoe. Takoe pasgernieHue NMUKOB MOXHO TakXKe BbIMOMHUTL BPYYHYIO, UCMONb3ys OT-
HOCUTEMbHbIE UHTEHCUBHOCTU Pa3NUYHbIX NMUKOB, KOTOPbIE MPUCYTCTBYIO B CNEKTPE YUCTOrO anemMeHTa. BHe
3aBMCKUMOCTM OT BbIGPaAHHOrO MeToAa, CneayeT BbINOMHUTL €ro aTTeCcTaLmio, UCNOoSb3ys aTTeCTOBAHHbIE CTaH-
AaptHble o6pasupl (cM. [12]).

7.4 BbluncneHue k-OTHOWEHUA

Ansa Toro 4yTo6bl NONYYUTb K-OTHOLLUEHWE WHTEHCUBHOCTU MUKOB (MHTEHCUMBHOCTU MUKOB OMPEAENSIIOT-
csa nocne BblueTa POHA) ANsi aNemMeHTOB, 0GHapyXeHHbIX B 06pa3ue, HeobxoauMo NoAEenUTbL Ha UHTEHCHB-
HOCTM COOTBETCTBYIOLLMX NMUKOB B CMEKTPaX CTaHAAPTHbIX 06pa3LioB, COCTOSLLMX U3 OAHOIO anemeHTa. MNpu
HEBO3MOXHOCTU UCNOMb30BaTb CTAHAAPTHbLIN 0Opa3eL], COCTOALLMIA U3 OQHOIO SNEMEHTa, BO3MOXHO MCMOSb-
30BaHUEe CTaHaapTHOro o6pasiia, COCTOSALLEro M3 HECKONbKUX 3NeMeHTOoB. B nocneaHem cnyyae Heobxoaumo
BHECTU KOPPEKLMIO B OMOPHLIE CMEKTpanbHble MUKKU, KOTOpas yYnTbiBaeT MaTpudHble 3chdekTbl. Mpoueaypol
TaKol KoppeKUun coaepxaTtcs B O0SbLUMHCTBE CYLLECTBYIOLLMX NAKETOB NPOrPaMMHOTo obecneyeHus.

B kayecTBe anbrepHaTUBbI UCMOMb30BAHUIO CTAHAAPTHLIX 06Pa3LOoB, Kk-OTHOLLEHWE MOXHO MONyYUTb,
CpaBHUBAsA UHTEHCMBHOCTU CMNEKTPAanbHbIX MUKOB UCCIeayeMoro o6pasua ¢ UHTEHCUBHOCTAMM CNIEKTParbHbIX
MUKOB 3TNIEMEHTOB, KOTOPbIe NomnyyatoT NuMbo nyTem pacyeta ¢ NOMOLLbIO OAHOMO U3 MHOTUX BO3MOXHbIX Me-
TOAOB aHanu3a 6e3 MCNonNb30BaHUS CTaHAAPTHLIX 0OpPa3UoB B Npouecce usaMepeHuin, nubo yxe cogepxarcs
U3HavasneLHoO B TakOM MeToae (CMm. 7.7).

7.5 MaTtpuyHble 3 dekTbl

Habop k-oTHOLLEHWIT, nAEHTUMLMPOBAHHBIX B uccneayemom obpasue, Heo6xoauMo CKOpPPEKTUPOBaTb
Ha MaTpu4Hble 3pdEKTbI OAHUM 13 JOCTYMHbIX CNOCO60B KOppeKkuuu. MonpaBku yYUTLIBAIOT aTOMHbI HOMep
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(2), nornoLueHne PeHTreHOBCKOro nany4vyeHns (abcopbuua — A) u driyopecueHumio (F); noaTOMy 4acTo OHK
umeloT obLuee HasBaHWe ZAF. B pasnuuHbix paboTax ucnonb3oBanucb MHOMME ApyrMe Npoueaypbl Koppek-
U1K, KoTopble MOryT ObITb Bonee npeanoyTUTENbHbI, YEM NPOCTO YncneHHble ZAF-npoueaypsl. Hanpumep,
MOZAENb «@-p-Z» Takke NO3BONAET 0TOOpasuTb pacnpeaeneHme reHepauuy peHTreHOBCKOro U3nyyYeHus B 06-
pasue no rnybuHe. Takaa Moaenb 3acnyMBaeT 0Co00ro BHUMaHUA B TOM Cryvae, Koraa BbINOMHAETCA OLEeH-
Ka Toro, 6bin N1 aHanu3 orpaHMYeH UMEHHO Xenaemon rmyBuHON (Mnu NNoLwaabIo) B uccrneayeMom obpasue.

Cneayet yaenuTb ocoboe BHUMaHWE CyMME MAaCCOBbIX AOSEN 3NEMEHTOB, MONYYEHHbIX NOCMe TaKow
KOPPEKUMM, HO neped NodbiM TUNOM HOPMUPOBKK. Mpu MCNONb30BaHWUU NPOLEAYPbI, B KOTOPON BbINOMHAETCS
0TAENbHOE U3MEPEHMe C UCTMONb30BAHUEM, MO KpariHen Mepe, O4HOro CTaHgapTHOro obpasua, cuMTaeTcsa 4o-
nNyCTUMbIM, €CNIK HEHOPMUPOBAHHAA CyMMa AO0MEN SrMeMEHTOB HaxoauTcd B guanasoHe oT 95 % ao 105 %.
Ecnu cymma gonen BbIxoaWUT 3a npeaenbl 4aHHOTO AnanasoHa, Heo0xoAUMO BbIACHUTb NPUYUHBI OTKSIOHEHUSA,
KOTOPbIMU MOTYT ABMIATLCA: HaNMM4ne HeuaeHTUPULIMPOBAHHOIO NeMeHTa (B TOM YUCNEe C aTOMHbIM HOMEPOM
10 unu meHee 10) unu HeCTabUNbHOCTb NapamMeTpPoB U3MEPUTENBHON CUCTEMbI BO BpeMS aHanu3a.

Ecnu cymma gonen snemeHToB MeHblie 100 % u 3apaHee U3BECTHO Hanu4yue anemeHTa ¢ Z < 11,
€ro KOHLEHTPaLMIO MOXHO ONpeaennTb NYTEM BbIYUCIEHNUA PA3HOCTU, MPU YCNOBUU, YTO U3BECTHO BIIUSIHUE
OAHHOrO SneMeHTa Ha MaTpuyHble NonpasBku. B 4aCcTHOCTU, 3TO BEPHO, €CNK AaHHbLIM 3NEMEHTOM ABNSAETCA
KUCMOPOA, U OH NPUCYTCTBYET B COCTaBE CTEXUOMETPUYECKUX COeAMHEHNIA. MamepeHne A0nu anemeHTa Ha
OCHOBE BbIYMCEHUA PA3HOCTU MOXET NPUBECTU K 60MNbLUMM OTHOCUTESbHBIM MOTPELUHOCTAM MacCoBON A0NK
[aHHOro anemMeHTa, 0COOEHHO NPU HU3KMX COAEPXKAHUAX ITOTO ANEeMEHTa.

7.6 Ucnonb3oBaHWe cTaHAAPTHLIX 06pa3LoB

NS KONMYECTBEHHOrO PEHTIEHOCNEKTPanbHOro MUKPOaHanu3a B KaXaoM cnyyae, Koraa 310 BO3MOXHO,
crneayeT UCnonbL30BaTh aTTECTOBaHHbIE CTaHAapTHbIE 06pasubl. CTaHAapTHLIE 00pasLpbl, CXOXMUe No CocTaBy
C uccnegyemeimm obpasuamm, MOXHO NPU 3TOM UCMONb30BATL OAHUM U3 CRIEAYIOLUUX CNOCOGOB.

a) [aHHbIli cTaHaapTHLIN 06pasew cneayer BKOYATh B KAXAYI0 CEPUIO U3MEPEHUI ANa noaTBepXae-
HWUS JOCTOBEPHOCTU PE3YNLTATOB M OLEHKU HEONPEAENEeHHOCTU Pe3ynbTaToB M3MEPEHUii, Nony4YaembiX Npu
BbINOMHEHWM aHanusa.

b) [lonyckaeTcs BbINOMHEHWE NPAMOro CPaBHEHUS UHTEHCUBHOCTEN CNEKTParbHbIX NUKOB, NOMyYaeMbIX
OT uccneayeMmoro obpasua U ctaHaaptHoro obpasua, ¢ Lenbio Nony4eHns OUeHKU CocTaBa UCCreayemoro
obpasua. [aHHbili NoAX0A MOXET ABNATLCS OMTUMAIIBbHLIM MOAXOAOM B ClyyYae OTCYTCTBMSI NOAXOAALLEro
CTaHAapTHOro obpa3suia 9NemMeHTHOro cocrasa.

Ycnosusi npoBeeHUs aHanusa, npu KOTOPbIX PErMCTPUPYIOT AaHHble Ans o6oux o6pasuoB, BKNOYas
uccneayeMblii obpasel U ctaHaapTHbIM 06pasel, AOMKHbI ObiTb MAEHTUYHBIMMU.

MpumMeyaHue — CoBpeMeHHoe nporpammMHoe obecrieveHue crnocobHO KOMNEHCUPOBaTL pasfuune YCroBwit
npoBefeHUA aHanusa. B HacTosilee BpeMs JOCTYMHEI MHOTO3MEMEHTHbIE CTaHAapTHble 06pasubl. OHU NO3BONSAIOT OCY-
LLIeCTBNSATb eXeAHEBHbIA KOHTPOIb KannbpoBKY, TO €CTb NPOBEPKY OTHOCUTENbHBLIX UHTEHCUBHOCTEN NUKOB U UX NONOXe-
HUSA Ha SHEPreTU4ECKON LuKane.

7.7 AHanu3 6e3 UCNosib30BaHUsl CTAaHAAPTHbIX 00pPa3LOB B NpoLecce U3MepeHuin

MeToabl aHanusa 6e3 Mcnonb30BaHUA CTaHAAPTHbLIX 06pasLoB B NPOLECCe U3MEPEHUN, KOTOpbIE Yro-
MUHaKTCA B 7.4, MOIYT MPUMEHSITbCA B TOM Crlyyae, Korga BO BPEeMSsi BbIMOSIHEHMS aHanu3a OTCYTCTBYIOT
cTaHaapTHble 06pasubl, cogepkaline KOHKPETHbIE SNEMEHTbI. 3T METOAbI MO3BOMAOT OLEHUTL COAEpXKaHMe
BNEMEHTOB CO 3HAYUTENbLHO 6onee BbICOKOW TOMHOCTBIO, YEM TOMHOCTb U3MEPEHUIA MaCCOBLIX AONEeN, nony-
YaeMbIX U3 HEKOPPEKTUPOBAHHbLIX OTHOCUTENbHbLIX MHTEHCUBHOCTEN NUKOB. MeToabl aHanu3a 6e3 ucnonb3o-
BaHWUS CTaHAapTHbIX 006pasyoB B MPOLECCe uamepeHuin obecneunBatoT KOPPEKTUPOBKY ANS TOYHO onpeae-
NEHHbIX FEOMETPUIA U YCMOBUIA BO3DY>XAEHNUS CNEKTPanbHbIX NMMHUA. BennunHbl k-OTHOLLEHMIA B 3TUX METOAAX
Mony4arTcsi C UCMOMNb30BAHUEM UHTEHCUBHOCTEN MUKOB 3NEMEHTOB, MONYYEHHbIX MYTEM pacyeTa Unm ¢ Uc-
nonb3oBaHnem GUGNNOTEKN OAHOINEMEHTHbIX UMM COCTABHbLIX CNEKTPOB (MNK Npodune cnekTpanbHbIX Nn-
HWIA), NOCTABNSIEMbIX U3rOTOBUTENEM, & TAKXKE CNEKTPOB, MONYyYEHHbIX NONb30BaTENEM B NpeablayLmX 9KC-
nepumeHnTax. JaHHbIMU MeToAaMNU MOXET ObiTb AOCTUTHYTa CyMMapHas OTHOCUTENbHasA HeonpeaesieHHOCTb
nyywe 10 %. OgHako B criydae, ecnv yCcnoBusa NpoBeaeHnsa aHanu3a He coBnagatloT C YCrNoBUAMM, KOTOPbIe
onpegerneHbl Ans cnocoba aHanusa 6e3 NCNoNb3oBaHWA CTaHAAPTHbLIX 06pa3sLOB B NpoLecce U3MEPEHUI, Unu
B CNy4ae HU3KUX 3HAYEHWUI KOHLIEHTPALUMMA, NOrPELLUIHOCTb U3MEPEHUIA MOXET ObITb BbILLE.

B Haubonee npocToii cdopme aHanu3 6e3 ucnonb3oBaHusi cTaHZapTHbIX 06pasuoB B npouecce u3-
MepeHuii obecrneymBaeT OLEHKY OTHOCUTENbHbLIX KOHLIEHTpaLWi 3NEMEHTOB U HOPMUPOBKY CYMMbl [ONen
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KoHueHTpauwmii B 100 %. [aHHbIn MeTOA AAeT NpaBWMbHbIA pe3ynbTar, AaXe eCnU HEeKOTOPbIe 3NEeMEHTbI He
onpeaeneHbl BO Bpems aHanusa, unu, HaobopoT, ownboYHO onpeaeneHbl NULIHWE 3NEMEHTbI, UK 3Hade-
HWUS UHTEHCUBHOCTEN NUKOB UMET BoMbLUMe MOrpeLlHocTu. B cnyyae ecnu HEKOTOPbIE 3NEMEHTbI HE MOTyT
OblTb NPOAHaNU3MpoBaHbl BBUAY OTCYTCTBUS MOAXOAALLUMX CMEKTpanbHbIX MMKOB, Cneayert ykasatb 00 3TOM B
pesynbTatax aHanuaa, Tak kak OTHOCUTENbHbIE KOHLIEHTpaUuM 3neMeHTOB, paCCYUTaHHbIE METOAOM aHanm-
3a 6e3 ucnonb3oBaHus cTaHgapTHbIX 06pasLoB, He ByayT BkMoYaTh B ¢e6A BKNag OT 9TUX OTCYTCTBYIOLLIMX
3MEMEHTOB B KOPPEKLMIO MHTEHCMBHOCTU PEHTTEHOBCKOTO M3MyYeHUsl, KOTOPAas OCYLLECTBAAETCA ANA APYrux
anemeHToB (cM. [1]).

Boree HagexHas npoueaypa MOXeT BKMoYaTb U3MEPEHUs1 C UCMONb30BaHWEM OAHOTO Unu GonbLuero
KOnM4yecTBa CTaHAapTHbIX 06pasLoB, YTOOLI MONYYNTL OLEHKY aBCOMIOTHLIX KOHUEHTpaUMii aneMeHToB. He-
HOPMWPOBaHHas CyMMa Aoneil KOHLEHTpaLuuii MOXET UCMONb30BaTbCA 3aTeM Kak CpeacTBO, NO3BOnALIEe
BbIMONTHUTb ANMArHOCTUKY Hanu4ymna B 06pa3ue He AETEKTUPYEMbIX INIEMEHTOB.

ATTecTauus sIBNSIETCA BaXHON YaCTblo OnpejeneHnsl HeonpeaeneHHOCTU U3MePEeHUi, CBA3aHHON C UC-
nonb3oBaHMeM MeToda aHanuaa 6e3 ucnonb3oBaHUs CTaHAApPTHbLIX 06pa3uoB. OHA AOMKHA NPOBOAUTLCA C
UCMOMb30BaHUEM W3BECTHbIX 06PasLIOB, UMEIOLMX XapakTepUCTUKKU, BrM3kue K xapakTepucTukam uccneay-
eMbIx 00pa3sLoB; 0c000e BHUMaHUE cneayet o6paTuTb Ha COOTBETCTBUE IKCNIEPUMEHTANBHBIX YCNOBUI 9KC-
nepuMeHTanbHbIM YCIOBUSIM, KOTOpble TpebytoTcs AnS NpUMeHeHus MeToaa aHanusa 6e3 Mcnonb3oBaHus
cTaHgapTHeIx 06pa3uos (cM. MCO/M3K 17025:2005, nyHkT 5.4.5 u nogpasaen 5.9).

ATTectauuio metoga (MporpaMMHOro obecnevyeHuss U METOAMKU) crieayeT NPOBOAUTL NMEpes KaabiM
npoBeAeHNEM aHanusa. ATTECTaLMIO MOXHO NMPOBOAUTb C MOMOLLbIO aTTECTOBAHHbIX CTAHAAPTHBLIX 06pa3LoB.

7.8 HeonpeaeneHHOCTL pe3ynLraTtoB

7.8.1 O6wasn undopmauus

B 7.8.2, 7.8.3 npuBeaeHO pyKOBOACTBO MO OLIEHKE HEONnpeAeneHHOCTU Npy NpoBeAeHUU aHanu3a un art-
Tecrauuu BHyTpu nabopatopuu (cm. [13], [16]).

7.8.2 AHanu3bl B paMKax yCTAHOBJIEHHOM NPAKTUKN CXOXUX UITM NOBTOPSIOIMXCA OOpasLoB

AHanuTUK JOmkeH AoOuTLCA BHYTpMnabopaTtopHOW BOCMPOM3BOAUMOCTU M TOYHOCTM M3MEPEHWUI AnA
06pasLoB, KOTOpbIE 06LIYHO UCCIEAYIOT B AaHHOW naboparopumn. OH TakKe AOIDKEH aTTeCTOBaTb METOA aHa-
nu3a, 4tobbl 06ecnevnTs NPUrogHOCTL METOAA AN NPOBEAEHUA aHanu3a.

BHyTpunabopaTopHyto BOCNPOM3BOAUMOCTb M3MEPEHUI CneayeT YCTaHOBUTL NyTEM NPOBEAEHUS CEPUM
U3MepEeHUii ¢ UCNONb30BaHUEM OAHOIO U TOTO Xe 06pa3sLa B HOMUHANBbHO TEX XKE YCNOBUAX YEPE3 NPOMEXYT-
KW BPEMEHU, 3HAYMTENbHO NpEBbILIAOLLME BPpEMsA NPOBEASHUA aHanu3a. B nposepke BHyTpunabopaTopHOW
BOCMPOW3BOAUMOCTI MOTYT NPMHUMATb y4acTUe PasfuyHble ONepaTopbl, NpUYeM aHanu3 (ansa yCTaHOBNEHUs
BOCMPON3BOAUMOCTH) MOXET NPOBOANTLCA B PA3NUYHbIX TOYKAX 0AHON ¢hasbl o6pa3ua. CocTaBnALWANa He-
onpefeneHHOCTH, CBA3aHHas C BHYTpUnabopaTopHON BOCNPOM3BOAUMOCTLIO U3MEPEHUN, BKNoYaeT B cebn
psa pakTopoB, NePEYNCIIEHHBIX B NPUNoxeHun D.

Yyacrue naboparopuu B nporpaMmMax npoBepku ypoBHs ksanudukauuu u nposeaeHue mexnadoparop-
HbIX CMIUYEHUI C UCMONb30BAHMEM OAHOTO U TOTO e obpasua obecneyar nonesHy MHOpPMaLmIo 0 CTENEHN
BOCMNPOU3BOAUMOCTU M3MePeHUit cpean nabopatopuit. 3T0 MOXET Takke MoKasaTb HanMuue Apyrux BUAOB
HeonpeaeneHHOCTU U3MePEHUI NpYU NPOBEAEHUN aHanNKU3a B KaX ol otaenbHoin nabopartopum.

MpumeyaHue —IloBTOpAEMOCTL U3MEPEHWUIA ONPEAENAETCA NyTEM NPOBEAEHUS MHOXECTBa U3MEPEHNA OAHUM
onepaTopoM Ha 0fHOM 1 TOM e 06opyA0BaHNN B TE4EHUE KOPOTKOro NPOMEXYTKa BPEMEHHU, NPUYEM U3MEPEHNS AONMKHBbI
NPOBOAUTLECS Ha OAHOM M TOM Xe yyacTke obpasia. CocTaBnaolWas HeonpeaeneHHOCTH, CBA3aHHaA ¢ NOBTOPAEMOCTbLIO
nsmepeHui, byaet obbIMHO BKNKOYaTL He Bee hakTophl, NepeYncneHHble B npunoxerumn D.

Mepbl NOBTOPSIEMOCTU U BOCNPOU3BOAUMOCTU U3MepeHuit 06ecneunBaioT HEKOTOPYIO Mepy obLuel He-
onpeaeneHHOCTU u3MepeHui, 00yCNOBMNEHHON CNyYanHbLIMU UCTOYHUKAMMU.

Mepy TOYHOCTU pe3ynsTaToB U3MEPEHUIN MOXHO NOSNYYUTb, ECIIM BbILLEYKA3AHHbIA MHOTOKPaTHLIN aHa-
M3 BLINOSIHEH C NMOMOLLLIO aTTECTOBAHHOIO CTAHAAPTHOro obpasua, Ucnonb3yst UAEHTUYHbIE YCIOBUA NPO-
BefleHU u3aMepeHui. [laHHbIl NoAX0/ NO3BONAET YCTAHOBUTL NPOCIIEXUBAEMOCTb pe3ynbTaToB U3MEPEHUN
K NPM3HaHHLIM CTaHAApPTHLIM obpas3suam, a TaKke uaeHTUPUUMPOBATL HaNMMUMe cMCTeMaTUYECKUX norpeLu-
HocTein. [ina naboparopumn anskTepHaTMBHBIM NOAXOAOM B ONpeAeneHun TOUHOCTU pe3ynbTaToB U3MEPEHUi
ABMNAETCA NOAX0A, OCHOBAHHbIM HA UCMONb30BAHUKU PE3YNLTATOB, MOMYYEHHbIX C MOMOLLbLIO aTTECTOBAHHOIO
aHanuTu4Yeckoro meroaa(os).

Bknaabl B HeonpeaeneHHoCTb APYrux (pakTopoB MOXHO YCTAHOBUTb Ha OCHOBE NPOCheCCUOHArbHbIX
CY>XAEHUI 3KCNEPTOB UMK C MOMOLLLIO METOAOB, NPUBEAEHHbIX B AoOKyMeHTe EURACHEM [13].
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MpumeyaHne — EUROCHEM — 310 ceTb eBponenckux opraHuaauuii, chopMupoBaHHas ¢ Lenbto popmMupo-
BaHWS CUCTeMbI MEXZYHapOLHOI NPOCneXMBaeMocTH N3MEPEHNiA B oBnacTi XuMum.

Mepbl BOCNPOMU3BOAUMOCTU 1 TOMHOCTW B COBOKYNMHOCTM NO3BONSAIOT NMONYYUTb MEPY HEOMPEAENTEHHOCTH
N3MEPEHUN.

dakTopbl, BNUSIOLLWE HA HEONPEAEeneHHOCTb M3MEPEHWUI, JOMKHbI ObiTb MAEHTUMULMPOBAHEI, a 3g)-
OEKT OT HUX MUHUMU3NPOBAH. OBbLIYHO AaHHBIE haKTOPLI CBA3AHLI CO CPEACTBOM U3MEPEHUI (MPOrpaMMHbIM
U annapaTtHbiM obecnedyeHnem), U3MEHEHUSIMU BHELUHUX YCIOBUWIA, METOAMKAMM aHanusa, CMeHoi obpasua
unu oneparopa. bonbLuoe pasnuyne B XMMUYECKOM cocTaBe obpasua B pasHbIX TOMKax B npeaenax Hebonb-
wow obnactu (reTeporeHHOCTb) MOXET SABNSATLCA OCHOBHBIM MCTOYHWKOM HEONPeAeneHHOCTU W3MEPEHUN.
Mpumepsbl hakTOPOB, BAMSAIOLUX HA HEOMPEAENEHHOCTb U3MEPEHUIA, NEPEYUCTIEHBI B MPpUNoxeHun D.

7.8.3 AHanusbl, BbIXOAALME 32 PAMKU YCTAHOBIIEHHOMN NPaKTUKKN

MOoXHO oXuAaTh, YTO HEOMNPEAENEeHHOCTM N3MEPEHUI MPU BbIMOSTHEHUW aHANM30B, BbIXOAALLMX 3@ paM-
KW YCTAHOBMNEHHOI MPaKTUKK, ECIIU OHU NPOBEAEHbI C UCMNONb30BAHWEM NOMHOrO Habopa OAHOANEMEHTHbIX/
MHOFO3MEMEHTHbIX CTaHAAPTHbIX 06Pa3sLoB U XOPOLO OTPabOTaHHBIX METOAMK, ABMATCA BENMYMHAMM TOFO
XKe nopsaka, YTo HeonpeaeneHHOCTU U3MEPEHUIA, YCTAHOBMEHHbIE B 7.8.2 ANA aHanornyHbIX 3NeMeHTOB B
aHanorM4yHbIx Matpuuax. OnepaTtop JomkeH yoeauTbca B OTCYTCTBUM NPoGnemM nogobHbIX TEM, YTO Nepedmnc-
NeHbl B NPUnoxeHun D, n oH gomkeH B MioboM criyyae ykasarb, YTO Ntobble HeonpeaeneHHOCTH, KOTOPbIE OH
YNOMWUHAET, ABNAOTCA TUMUYHBIMU.

B03MOXHO, aHanm3, NpoBeAeHHbIN C NCNOSb30BaHMEM IKCNIEPUMEHTANbHbIX NapaMeTPoB (TakuMu napa-
METpamMKU MOTYT ABNATbLCS SHEPruU, COOTBETCTBYIOLLME CNEKTparbHbIM MMHUAM; pabovee HanpsKeHue; ycno-
BWS1 HA NMOBEPXHOCTU; HEOOBLIYHBIN MaTepuan MaTpuupl U T. 4.), BbIXOAALLMX 32 npeaens! 06blMHOro Habopa, B
pamMKax KOTOpPOro HeonpeaeneHHOCTH OblnK onpeaeneHbl Kak B 7.8.2, UMW aHanus, NpoBEAEHHbIN C NOMOLLbIO
METOLO0B, KOTOPbIE HE UCMONbL3YIOT CTaHAapTHbIe 00pasLbl, NoTpebyeT ykasaHusi HeonpeaeneHHOCTeNn, KOTo-
pble NPEBLILLIAKT BO MHOTO pa3 HopMarbHble 3HadYeHus. Mpunoxenue D BKIOYAET NpuMepsbl NapaMeTpos, KO-
TOPbIE HY>XHO NPUHATL BO BHUMAaHKWE NPU NOMbITKE NPUNUCATb BENMUYUHBI HEONPEAENEHHOCTEN AN HEKOTOPbLIX
0COOEHHBIX aHanM3oB; OHO JOJHKHO NMOMOYb aHanNUTUKY cchopMynupoBaTh HaanNexawme nNpenocTepexXeHus,
KOTOPbIE AOMKHbI CONPOBOXAATEL PE3ynLTaThl.

Tunu4Hble JaHHble, cOBpaHHbIe 3a HECKOMbKO NET 0AHOM naboparopuen, u pesynstaTel Mexnaboparop-
HOro Crn4yeHunsa nokasaHbl B MPUIOXKEHUN E.

7.9 OTyeT O pe3ynbrarax

OTYeT 0 pesynbTaTax 0MmKeH cooTBeTcTBOBaTb MCO/MOIK 17025, U OH AOIKEH BKNIOYaTL B cebsA:

a) HaumeHoBaHue U aapec naboparopum;

b) HauMeHOBaHUE U agpec 3aKa3umka;

C) YHUKanbHbIA HOMEP BblAAHHOIO cepTudmkara namepeHun;

d) naeHtudukarop crpanuy (CTp. ... U3 ...);

€) Aaty npoBeAeHUs aHanusa u 4aty COCTaBMeHus OTYETa;

f) paty nonyyeHusi o6pasua;

@) onucaHue o0bpasuya;

h) onucanue npoueaypbl KanuOpPOBKY;

i) onucaHue npoLeaypbl U3MEPEHUII (ONMCAHNE CPEICTBA U3MEPEHUI, YCITOBUN U3MEPEHUN, UCNONb3Y-
€MOro NporpaMMHoOro obecneyeHusi, arrecrayus);

j) pe3ynsrartbl U3BMEPEHUI U HEONPEAENEHHOCTb U3MEPEHUI (ECNK pesynbTaThbl aHanu3a HopMUpoBa-
nuck Ha 100 %, TO B OTYETE AOIDKHO COAEPXATbLCS NOSICHEHUE, YTO COCTaB yKa3aH NpUONU3UTENLHO, U Ha-
nu4Yne TakoW CyMMbl HE JOIDKHO MCMONb30BaTbCS KaK NMOATBEPXAEHUE NPaBUNLHOCTU. OTO JOMKHO ObITb OT-
paXkeHO B BENUYMHE NPUBOAMMON HEONPEAENEHHOCTU USMEPEHUI);

k) noanncbL OTBETCTBEHHOro Nuua.
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Mpunoxexue A
(cnpaBouHoe)

AHanus aneMeHTOB C aTOMHbLIM HOMEpPOM MeHee 11

A.1 Mpn KoNMYeCTBEHHOM aHanu3se Ha nerkue aneMeHTbl U UCNONb30BaHWUK ANA aHanusa L- unu M-nuHunii Tsxenbix
3NEMEHTOB BO3HWKAIOT TPYAHOCTW, NOMUMO OMUCAHHBLIX B HAcTOSALEM cTaHAapTe. OTO CBA3AHO C HaroXeHWeM NUKOoB
K nuHuit nerkux aneMeHToB U L- 1 M-nuHuniA Taxeneix. MoaobHble U3MepeHnss peKoMeHAYeTCcs NPOBOAUTL NpeAenbHO
BHUMATENbLHO U YYNUTLIBATL BO3MOXHOCTb BO3HUKHOBEHUS YKa3daHHbIX TpyAHOCTel. KonudecTBeHHbIN aHanus Gyaer He-
TOYHBIM, ECMM Ha NOBEPXHOCTN uccneayemoro obpasya octanuce coeguHenns C n O.

Mpw aHanuae o6pa3yos, cogepXalyux nerkue NeMeHThl, cneayeT NPOBOANTL NPOBEPKY MPaBUITbHOCTU pe3yribTa-
TOB U3MEPEHUIA C MOMOLLBIO STarNOHHBLIX 06pasLoB.

A.2 [MKM Ha HU3KMX SHEepPrusix HaxogaTcsa ropasgo nuxe Apyr K Apyry, YeM Ha BbICOKUX, U UX pasfernieHne 3aTpya-
HWTeNbHO. YacTo nepeceKkaroTes MUKW, COOTBETCTBYIOWMUE K-NMHMAM Nerkux aneMeHToB u L- unu M-nuHusaMm Tsaxenbix.
Mpodunu L-  M-nNnKoB Ha aHeprusix Hmke 1 KaB He uaydeHbl Nogpo6HO U NonyyYyeHHoe 3HaYeHUe UHTEHCMBHOCTU MUKOB
npu Hanu4um ux B3aumHoro Hanoxexus (Hanpumep, Ti/N, V/Cr/O, Mn/Fe/F) 3aBucuT oT MeToga Ux pasferneHus, ucnonb-
3yeMoro B nporpaMMHoM obecrneqeHunu.

A.3 Hanu4ne B3anMHOro HanoXeHUs NUKOB YCIOXHAET onpegeneHne dooHa TOPMO3HOro M3rnydeHuns. JkcTpanons-
LuWs poHa TOPMO3HOro W3ny4YeHWs BygeT HETOYHOW, ecnu YyBCTBUTENbHOCTL JeTeKTopa onpeaerieHa C NnorpeLuHoCTbio
Wnu U3aMeHWnack BCreAcTBUE KOHTaMWHaLMKM B npoLecce paboTel CneKTpoMeTpa.

A.4 TMpu yckopsitoweM HanpspkeHun 20 kKB HabntogaeTcs CUIbHOE MOrNOLLEeHUE PEeHTTeHOBCKOTO U3Iy4YeHUs Ha
ManblX 3HEeprusix 1 Bo3pacTaeT HeornpeAeneHHOCTE onpefeneHns KoapdULUMEHTOB NOMMOLEHUs, a criefoBaTernbHO 1
HeonpefeneHHOCTb onpefeneHns UHTEHCUBHOCTU HUBKOSHEPreTUYHLIX MUKOB. PU HU3KUX YCKOPSIIOLUX HaNpsKeHUsIX
MornoLeHne yMeHbLUaeTCs, Of4HaKo MOryT BO3HUKHYTb Npobriemel, CBs3aHHbIe C MPOBOASALYMM MOKPBITUEM MIW KOHTaMM-
HaLWOHHO! NNeHKON, MOCKOMBKY YMEHbLUAETCS 3Ha4YeHUe nepeHanpsikeHns AN NUKOB BbICOKUX 3Heprui. MNpu HaknoHe
MoBepXHOCTU obpasLja Ha HeCKONbKO rpafycoB M WUCMOMb30BaHWM yckopsitowero HanpskeHus 20 KB — MHTEHCUBHOCTb
HW3KOBHEpPreTUYHLIX NMUKOB MOXET U3MeHATLCs Bornee YeM Ha 10 %. OfHaKo NCMONb30BaHWe HU3KUX YCKOPSAIOLLMX Hanps-
XKEeHWI U Hann4me OKCUAHOW MMEHKM Ha MoBepxHoCcTU obpasua NpuBedET K yBENIMHYEHNIO OTHOCUTENBHOW KOHLEHTpaLum
Kucriopofa B CreKTpe v nofydeHHoe 3Ha4yeHue KOHLEeHTpaLun ByfeT HeBepHo.

A.5 YronbHoe npoBogslee NoKpbiTue TonwmHoin 20 HM nornolaet okono 10 % Ko nanyyeHus asota. Camo no-
KpbITUEe co3gaeT ,D,OI'IOJ'IHI/ITeJ'IbeIVI NnUK yrmepoga B CnekTpe.

A.6 [Ins Konn4eCcTBEHHOro aHanunaa nerknx afIeMeHTOB PEKOMEHAYETCA UCNONb3oBaThL kamMepy 0bpa3uoB, OYULLEH-
HYIO OT 3arpsisHeHuii. Bo Bpemsi aHanmsa noj anekTpoHHbIM Ny4KoM Ha o6pasLie MOXeT BO3HUKHYTb KOHTaMUHALWOHHas
yrnepogHas nnexka. B Takom cnyyae aHanua HeobxoaMmo NpoBOAUTL B BbICOKOBaKYYMHBIX CUCTEMAX, [Z1€ CKOPOCTb pocTa
MIeHKN COCTaBMSET BCEro HECKOMNbKO HAHOMETPOB B MUHYTY. TakK e Kak U NpoBofsiLas yrofibHas nieHka, KoHTaMuHauu-
OHHas nfieHka normnoLlaeT YacTb PEHTTEHOBCKOrO U3Ny4YeHUs Ha MarkblX SHEPrusixX U co3gaeT B CNEKTPE NMHMIO yrnepoaa.
CMaska MOXET ocelaTb Ha OKHe ieTeKTopa, YTo NPUBOAUT K MOCTENEHHOMY YXYALUEHWIO KadecTBa paboThl AeTekTopa Ha
HW3KKUX SHeprusx. BoAsHON nap MOXET NpOHUKaTbL BHYTPb AeTeKTopa. OTO MOXET BbI3BaTb ONefleHEHNE U 3arpsa3HeHne
nepegHei NOBEpXHOCTU KpucTanna-geTekropa. MIHTEHCUBHOCTE HU3KOSHEePreTUYHbIX NUKOB CMeKTpa CUMBbHO 3aBUCUT OT
U3MeHUBLLECA Noj AeAcTBMEM LaHHbIX PaKkTopoB NPOU3BOLUTENBHOCTHU AeTeKTopa.

A.7 MapasnuTHbIA yrMepoaHbIA CUrHan MOXET NMOSBUTHCH M3-3a 06paTHOpacCeAHHbIX 3NEeKTPOHOB, NonagarLux Ha
YacTu obpasLia, 3a3eMrieHHble NOCPELCTBOM Yriepofcoaepxalyero knes. Bknag B curHan yrnepoga Takxke MoryT gaBatb
MOKPbITEIE YINEPOLOM NOBEPXHOCTW AETanen BHYTPU kaMepbl 06pasLoB UnNKU B MarHUTHOW NOBYLLIKE 3M1EKTPOHOB, pacno-
TTOXXEHHOMR nepen 4eTeKTopoMm.

A.8 Mpmn cKopoCTM cHETa NpeBbILAOWEN HECKOMNBbKO ThICAY UMNYNLCOB/C, CYMMapHbIiA MUK yrrepoaa oWwn6o4HO
MOXHO MPUHATL 3a Ko nuk Kucnopoga.
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Mpunoxenue B
(cnpaBouHoe)

UpeHnTudpukaumsa/HanoxeHue NUKOB

Mpy ngeHTUUKaL MU MMKOB MOXET BO3HUKHYTL CUTyaLMs], PU KOTOPOW XapaKTepucTUYeCKMe NuKK AByx unm 6onee
3rNeMeHTOB HaxofAaTcA 6nn3Ko Ha LKane 3Hepruil U HepaspeluMMbl AETEKTOPOM. 3HAYEHUE pa3HOCTU SHepruil mexay
LBYMS MKaMU, HUXE KOTOPOW UX HEBO3MOXHO PasnUUMTb 3aBUCUT OT paspeLleHUs JeTeKTopa M TOYHOCTU KanubpoBky,
06bI4HO 3TO 3Ha4eHWe paBHo 30 aB. Ecnu nuku HaxoAATCA Ha LIKane SHepruii, pasHeceHHble bonee YeM Ha JaHHOe 3Ha-
YeHue, npobnem ¢ naeHTUdUKaLMeRn NMKOB KaKk aBTOMaTUYECKU, TaK U BPYYHYIO HE BO3HUKAET.

B nepByto ovepelb criefyeT cONoCTaBUTbL SHEPTUM UHTEHCUBHBLIX MUKOB CMEeKTpa C SHEPIUSMU OCHOBHLIX YPOBHEWH
anemeHToB. CrefyeT paccMOTPETb OCHOBHbIE YPOBHU, HanpuMep Ka, La unu Ma, T. K. OHU Hanboree UHTEHCUBHLIE B CO-
otBeTcTBYtOWMX K-, L- unn M-cepusix. B npegenax 30 aB moryT HaxoauTbes crnegytolue nepeceyeHus:

C-Kunu Ca-L

N-K unu Sc-L unun Ti-L
O-K unu V-L vnu CrL
F-K vnu Mn-L unu Fe-L
Na-K nnn Zn-L

Mg-K unu As-L

Al-K nnu Br-L

Rb-L nnu Ta-M

Si-K nnm Ta-M

Y-L unu Os-M

P-K unu Zr-L unu Pt-M
Au-M nnn Nb-L

Nb-L unu Hg-M

Mo-L vnu TI-M

S-K vnu Mo-L unu Pb-M
Te-L unu Bi-M

Ar-K nnu Ag-L

Ag-L unn Th-M

K-K nnu In-L

Sc-K unu Xe-L

Ti-K nnu Ba-L

Zn-K unu Re-L

As-K nnu Pb-L

[aHHbIiA CNIUCOK HEe COLEPKMT PefKO3EMENbHLIX SMEMEHTOB U HanoXeHUs OCHOBHLIX NIUHWIA OJHOrO 3aneMeHTa U
BTOPUYHBLIX NUHWIA (T. e. KB, LB, Ly n T. A.) Apyroro.
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lMpunoxexue C
(cnpaBouHoe)

CooTBeTCTBME NUKOB CNEKTPa 3neMeHTam ob6pasua

C.1 Ansa ngeHTUdMUKaLMM NMKOB HeobxoAMMO BbINOAHUTL onepauun no C.2—C.10.

C.2 Nepepn npoBeaeHneM aHanusa cneayer, No BO3MOXHOCTH, 3anpocuTb MHdopMaLuio 06 06LeMHOM XUMUYECKOM
cocTaBe uccriegyemoro obpasua.

C.3 BbINONHSAIOT BCe KOHTPOSbHbIE onepaLun no pasgeny 5. Peructpupyiot cnekTp obpasua, yCTaHOBUB YCKOPAIO-
Lee HanpsixeHue B AuanasoHe ot 10 go 20 kB, Tok nyqka, o6ecneHuBaloLMiA, MO BO3MOXHOCTU, CKOPOCTb CYETA B ANa-
nasoHe ot 2000 go 3000 nmnynbcoB/c u cooTeeTcTBYIOWEe MepTBOoe BpeMs oT 20 % o 30 %. CuyeT ocTaHaBnuBatoT npu
AOCTUXEHUN UHTEHCUBHOCTU MakcumansHoro nuka okono 50000 umnynbcoB unu Habope 250000 umnynbCcoB Ha BeCb
crekTp. OB6bIMHO 3TO COOTBETCTBYET BPEMEHWU HaKonNeHust curHana okoro 100 c.

MpuMeyaHune—IpusefeHHasn Bbllle CKOPOCTb cHETa COOTBETCTBYET TUNUYHBIM Si (Li) AeTekTopam. HekoTopble
KOMMepYeckue feTekTopbl o6ecneunBatoT 6onee BLICOKYIO CKOPOCTL CYETA MPU YKasaHHOM MepTBOM BpeMeHU. C pocToM
CKOPOCTW cYeTa najaeT paspeLleHne N1KoB.

C.4 VpeHTUDULMPYIOT CTaTUCTUYECKU 3HAYUMbLIE MUKW, T. €. MUKW UMeloLMe 3HaYeHne MHTEHCUBHOCTU Gonee
N(b) + 3[N(b)]"/2, rne N(b) — cpeaHee 3Ha4YeHNE MHTEHCUBHOCTH ¢hoHa.

Ecnn nuk nHTepecytollero aneMeHTa cnabo BbipaxeH — criegyeT HakamnueaTb curHan Gonbluee Bpems. Ecnu
pasmep obnacTi BbIX0f4a PeHTIEHOBCKOro U3nyyYeHust npubnuxaeTcs K pasMepy ¢ UHTepecyioLleil obnacTbio uccneaosa-
HWSA — HeobxofnMo y6eaunTLCA B OTCYTCTBUM Apelida obpasLa. Takke NpUCYTCTBYIOLME SNEMEHTB MOTYT ObITb NPOKOH-
TponupoaHel CAB-cnekTpoMeTpoMm Npu ero Hanuuuu. Mpeaen obHapyxenns CAAB coctaenseT nopsaka 0,01 %, a npu
GnaronpusaTHeIX yenoBusix — 0,001 %.

C.5 OnpepenatoT NUK ¢ HaubonbLUeil UHTEHCUBHOCTLIO.

C.6 No namepeHHoW aHeprun nNuka onpegensatoT COOTBETCTBYIOLUMIA SNEeMEHT, NCMONb3YA:

a) Tabnuuy peHTreHOBCKUX NUHWIA,

b) rpadhuk 3aBMcMOCTU 3HEPrUN POTOHOB XapaKTepPUCTUHECKOrO N3ITyHeHUs OT aTOMHOro HOMepa;

¢) ncnonesaya «KLM» Mapkepebl, nocTaBnsemMele ¢ nporpaMMHelM obecnedeHnem [10], [11].

MpumevyaHne — HecmoTps Ha o6LumnpHocTb Gasbl «KLM» MapkepoB, OHa MOXET He CofepxaTb Heobxoaumble
MUKK.

C.7 MNpoBepAT Hanm4ne n aeHTUOULNPYIOT:

a) NWKK TOro Xe SrIeMeHTa, HO MeHbLUel MHTeHemBHoCTK (K, L, M ..., npu ManblX 3Heprusix, Hanpumep MeHee 3 kaB
JaHHble MUKW MOTYT He paspeLuaThes);

b) cymmapHele nukK (KONMYECTBO CyMMapHbIX MUKOB BO3pacTaeT Npu YBENUYEHUU CKOPOCTU CHETA),

C) MUKM noTepb (OTHOLLUEHWE aMMNAUTYAbl MUKOB NOTEPb K aMMUTYAe OCHOBHOMO MWKa NOCTOSIHHO U HAXOAWUTCA B
Aunana3oHe oT 1 % y P Ka 8o 0,01 % y Zn Ka. [laHHOe 3Ha4YeHue BhlLLe ANA AeTeKTOpoB U3 Ge N HaxoauTcA B AnanasoHe
oT 17 % y Se Ko go 7 % y Ru Ka).

C.8 BblbupatoT nuk ¢ Hanbonblueid UHTEHCUMBHOCTLIO CPeAn OCTaBLUMXCA U NOBTOPAIT onepauun no C.5—C.7.
B KkoHLe KOHLOB, KaxAblil MUK JoMxeH BbiTb MAEHTUMDWLMPOBAH Kak MWK aneMeHTa, CYMMapHLIA MUK UNU NUK NOTepb.

n puMedaHune — [1pn YMEeHbLUEHUN WHTEHCUMBHOCTU NUKOB BO3pacTaeT CMOXHOCTb U, COOTBETCTBEHHO, YMEHb-
LIaeTca JOCTOBEPHOCTL UX UAEHTUdMKaUNUK, a 3HA4YUT JOCTOBEPHOCTL UAEHTUDMUKALIMN NUKOB AS11 HEOCHOBHbLIX ANeMeH-
TOB (B ManblX U cnefoBbIX COJJ,ep)KaHVIFIX) HWXe, YeM 4NnA OCHOBHbIX 3N€MEeHTOB.

Mpu aHepruax Hke 1 k3B HU3KOIHEPreTUHECKUE MUK TAXKENbIX ANeMeHTOoB (L NUKn) MOryT HaknaabiBaTbCa Ha Ko
MUKM J1ErKUX SIIEMEHTOB, YTO 3HAYUTENLHO YCNOXHAET NPOLIECC OfHO3HaYHOI naeHTUdNKaumn. Pasgenerne nukos Masbix
SHepruil crnieayeT NpoBOAWUTL C OCTOPOXHOCTBIO, T. K. ANA NErkux aNeMeHTOB Mamna cTaTucTuka cyeta. [Ana nonyveHus
Gonee BLICOKOro paspelleHnn cnegyet ucnons3osate CAAB.

C.9 MNpoBepAtoT Hann4Ue HanoXeHUs1 NUKOB OT Pa3NUYHbLIX ANEMEHTOB Ha LUKane 3Hepril — cM. Npunoxexue B.

C.10 MNonyu4aloT cnekTp, Ha KOTOPOM UAEHTUUUMPOBAH KaXAblA NUK (KaK MUK OT 3NeMeHTa, CYMMapHbIn MUK nnu
MUK NoTepb) U 0603Ha4YeHbl BCE HANOXEHUS NMUKOB.
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Mpunoxexue D
(cnpaBouHoe)

®aKTopbI, BAMAIOWME HA HEONpeAenieHHOCTb Pe3ynbLTaToB U3MepPeHUit

D.1 dakropbl

HeonpeaeneHHOCTb pe3ynsTaToB U3MEPEHWI 3aBUCUT OT CriefyroLmnX hakTopos:

- reTeporeHHocTb 06pasLa;

- LWepoxoBaTocTb 0bpasLia — HeU3BeCTHas reOMeTPUS, Harmuyne KpYnHbIX 3NEMEHTOB penbeda;

- apTedaKTbl NONMPOBKN — 3arpsi3HEHUS, XMMUYECKOEe BO3LeCTBUE,

- NpoBoAsLLee NOKPbITUE — WUCMONb30BaHWe PasYHbLIX MOKPLITUIA ANA MCCrefyemMoro u ctaHaapTHoro o6pasLos,
nosiBrieHne NUKOB SNEeMEHTOB MOKPLITUS B UCCNEAYEMOM CMEKTpE;

- 3apagka obpasla — Mnnoxoe 3a3eMNeHNe, BLICOKME 3HA4YEHUSA TOKa/HanpsKeHus;

- HempaBUWMbHas reoMeTpus aHanusa — pabodee paccTosHUe, HaKIOH, BbICOTa U Yron AeTEeKTopa OTHOCUTENbHO
yCTaHOBMNEHHOro obpasLa;

- HecTabunbHocTb POM/O3MA — ycKopstoLlee HanpsikeHWe, TOK Nydka, MeCTo NageHns nyvka Ha obpasel;

- YXyALUEHWe CBOWCTB feTeKTopa — CTabunbHOCTb, paspelleHue, kKanubpoBka, 3arpsasHeHue;

- Bpemsi 06paboTku curHana ¢ getektopa — J0CTaTo4MHO Gonbluoe ANA NofyvyeHWs HeobXoAUMOro paspeLueHus,
[OCTaTo4HO Manoe Ansi NpMeMIemMoro MepTBOro BpeMeHY;

- HemoaxoAsLiue napameTpbl Ny4ka — YCKOpsHoLLee HanpshxeHne (Bo30YXAEeHUs1 YPOBHEW, pa3peLleHune, 3apsfka
obpasua), Tok (cTaTUCTMKa, pa3mep My4ka);

- HenpaBUbHO BbICTaBINEHHbIE NapameTpbl 06paboTku CUrHanoB — OTIIMYALOTCA AJA UCCIIEAYEMOro U STaNOHHOIo
o06pasuos;

- HeKoppeKTHasa cTaTucTuKa — napameTpbl Myyka/BpeMs cHeTa;
HenpaBunbHas MaeHTUPUKaLMUA NMMKOB — NepeceveHne N HanoXeHWe NMKoB, MUKW NoTepb,
HeonpeaeneHHOCTb N3-3a BbIYUTaHNUA POHa — MOAENUMPOBaHUE, MHTEPNONALMS, Ka4eCTBO UNLTPaLum;
MOrpeLlwHOCTb STanoHHbLIX 06pa3sLoB — NOAroTOBKa, MOKPLITUE, PacrofioXeHNE,

- MOrPELUHOCTb W3-3a PacCHUTAHHBIX/COXpaHEHHbIX MNpoduneidl — HanoXeHWe MUKOB, YCNOBUS MpoBeAEeHUS
aHanuaa;

- MOrPeLUHOCTb MaTPUYHBIX MONPABOK — OTCYTCTBYIOT COOTBETCTBYOLME Tabnuubl,

- paccesiHue nyyka — pasmep nyyka 6onblue pasMepa UHTepecyloLle obnactu, dnyopecueHLUns oT rpaHuy das,

- OTCYTCTBME 3IIEMEHTOB B CNEKTPe — MOrPeLLHOCTb MaTPUYHbLIX NONpaBoK, Manas cyMmMa MaccoBblX Aonei ane-
MEHTOB, MOrPeLLHOCTb HopManusaLwu.

D.2 Metoabl

Cnocob oueHkn HeonpeaeneHHOCTU U3MEPEHUIA:

a) onpefensioT U3MepseMYI0 BENUYMHY U €€ 3aBUCMMOCTb OT BXOAHBIX BEMUYNH;

b) onpeaensloT UCTOYHUKKN HeonpedeneHHocTH (cM. D.1):
1) onpepensoT BNUSHNUE UCTOYHUKOB HeoNpeAeneHHOCTU Ha pesynirar (AuarpamMMa McukaBbl);
2) ynpouyatot Anarpammy 1 yéupatot gybnukarsl.

€) NpPUNUCBLIBAIOT 3HAYEHUA HeonpeAerieHHOCTM MCTOYHUKaM HeornpeAeneHHOCTH,

d) BbIMUCNAIOT CyMMapHYI0 HeonpeaeneHHOCTb.

D.3 U3mepeHus

a) Mpeun3noHHble faHHbIe MOXHO Nofy4uTb, 06paboTaB faHHble, HAaKOMNEHHbIE 3a ANUTENbHbIA NPOMEXYTOK Bpe-
MEHW, B Te4€HUe KOTOPOro YYUTLIBAIOT BO3AENCTBME MHOXECTBA CllydaiHbIX (pakTopoB. [JaHHble MOXHO NONyYnTb Creay-
towjum o6pasom:

1) noBTOpEHWe aHanusa ofHoro obpasua Yepes ANUTeNbHbIE MPOMEXYTKU BPEMEHH,

2) noBTOpeHUe aHanm3a Heckomnbkux 06pa3sLoB Yepes ANUTENbHLIE NPOMEXYTKM BPEMEHH,

3) u3MeHeHWe MapameTpoB BNUAIOWMX (HaKTOPOB ANS ONpefeneHus KONUYECTBEHHOIo BKMafa Kaxporo W3
haKTopoB.

n punMmedyaHune — |_|peLWI3VIOHHOCTb aHarnua3a MOXET 3aBUCETL OT KOHUeHTpauun uccriejyemblx sanemMeHToB (CM.
npunoxexue E),

b) To4HOCTb (OTCYTCTBUE CUCTEMATUYECKOI MOrPELLHOCTU) AAHHBIX MOXHO ONPEeAEenuTh:
1) MHOroKpaTHblM aHaliM3OM aTTecCTOBaHHbIX CTaHAapTHbIX o6pa3|.|os, CXOXUX MO coCTaBy C uUccrnegyembim
obpasuom,
2) ecnu ctaHaapTHLIA obpa3sel} TONbKO NPUMEPHO COOTBETCTBYET UCCNeyeMOMY, A0MKHbI BbiTb pacCMOTPEHb!
AONONHUTENbHbIE hakTopbl, TakMe Kak pasHuLa no 04HOPOAHOCTHU U COCTaBY,
3) cpaBHUTL pe3yrnbraTel USMEPEHWIA ¢ pe3ynksratami, NonyYeHHbIMU YTBEPXAEHHEIMU METOAAMM;
¢) M3MepuTb BNUSHUE AONONHUTENBHBIX (PaKTOPOB, BIMSIIOWMX HA CYMMapHY0 HEONPeAENEHHOCTb.
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MpunoxeHue E
(cnpaBouHoe)

Mpumep AaHHbIX MO BOCNPOU3BOAUMOCTU U3MEPEHUI BHYTPU nadopaTopumn U mexay
HeCKonbKuMu rlaéoparopmamu

B Tabnuue E.1 npuBeaeHsl pesynisrathl AC, nonyveHHble B 04HOM NabopaTopui Ha aTTeCTOBaHHOM CTaHAapTHOM
obpasue, NBS 479a [17]. B TeueHue 8 net aHanus 6bin npoBegeH 18 pas, kaxablil aHanwa cogepxan 20 nsmepeHuin. Us-
MepeHuUsa nposoaunu ABa onepartopa. Bece pesynbrathl NpeAcTaBneHsl nocne ZAF-koppekuyuu (7.5) 1 HopManuaaumm Ha
100 %. CymMMma Aoneit sneMeHTOB nepef HopMmanuaauvei B KaxaoM aHanuse npesbiwana 97 %. Habnioganu 6onbLioe
pasnuune (ocobeHHo ansa Cr) Mexay pesynsraTtamum XMMUYecKoro aHanusa u 3OC. Cuctembl, B KOTOpbIX Habnogaercs
cunbHas criyopecleHLus MMetoT 6oMbLLYIO HeonpeneneHHOCTb U3MEPEHNS KOHLeHTPpaLMiA (ryopecUUpYOWnX 3nemeH-
TOB. [ANA BHECEHUA TEOPETUHECKNX NONPaBoK Ha dryopecLeHLUMIo HeobxoanMa roMoreHHoCcTb 06pasya Ha paccTOAHNUAX
nopsiaka 50 MKM OT TOYKM NafeHns nyyka, 4To He Becera BO3MOXHO.

Tabnuya E.1 — [uanasoH, cpefHee 3HayeHue, cTaHAapTHOe OTKIMoHeHWe ana OLC atTecToBaHHOro craHAapTHOro
obpasuya NBS 479a

OunanasoH, % CpefaHee 3HaveHue, % 1D XumMuyeckui aHanus, %
(mMaccoBas Jons) (maccoBasn gons) (maccoBas fons)
Fe 69,6 + 70,5 70,3 0,27 71,0
Cr 18,9 +19,7 19,3 0,27 18,1
Ni 10,3 + 10,6 10,5 0,1 10,9

B tabnuue E.2 npusegeHel peaynsratel OMC Toro xe o6pasiia B LIeCTH pasnuyHbIX nabopaTtopusx (Takke npusege-
Hbl pesyneratel COOB 1 xumudeckoro aHanuaa, nposegerHoro B NIST). MNMepen npoBegeHneM U3MepeHUA CNEKTPOMETPbI
U3MepUTENbHLIX CUCTEM U CaMU CUCTEMBI KanMbpoBanuck ¢ NOMOLLbIO YUCTBIX OAHO3NEMEHTHbIX 06pa3yoB. PesynbraTh,
noflydeHHble ¢ nomolubto CAMB, noaTBepanny, YTO MCCNEAOBaHHLIN 0bpa3sel] He ABMAETCA FOMOreHHBIM U MaccoBLIe
gonu Cr n Ni MmoryT usmeHsitecs B npegenax + 0,5 %. Hecmotpa Ha To 4Tto MaccoBasi onda Cr, uaMepeHHass MeToAamMu
3AC v COOB cunbHO oTNIMYaeTCa OT 3Ha4YEHNUs, NONYYEHHOro XMMUYeCckuM MetogoM, AaHHsle 3AC u CAAB cosnagatot B
npeaenax 95 % foBeputenbHOro HTepBana. [JaHHbI akT MOXET roBOPUTb O TOM, YTO MPU U3MEPEHUN BENUYUHLI pas-
TNINYHBIMWU METOL @MU, Pe3ynkTaThl MOMYT CUMBHO OTNNYATLCA, OfHAKO METOAbI, UCNONb3YIoLUe B aHanmse MUKpoobbembl
BelllecTBa, JatoT Hanboree CXoxue pesynesrarthl. 3TO B CBOK 04Epefb MOBOPUT O CXOXECTU NPOrpaMMHOr0O W annapaTHoOro
obecneyeHuns, a TaKke METOAUK U3MEPEHWNIA N KannbpoBKN CPefCTB U3MEPEHU pasnunyHbIX Nabopatopuit. Tak xe 310
noAYepKk1BaeT HeOBXOAUMOCTE aKkKypaTHOro BbiGopa 3TanoHHbIX 06pasLoB 1 aTTecTalny METOAUK 3MEPEHUIA.

Tabnwuya E.2 — MexnabopaTopHble crindeHns KoHUeHTpauum [% (MaccoBas Aons)] v cTaHZapTHbIe OTKIOHEHWUS Ans
aTTecToBaHHOro cTaHfjapTHoro obpasua NBS 479a

TNa6opaTopus Fe, % 2(SD) Cr, % 2(SD) Ni, % 2(SD) Yueno aHanusos
A 70,9 — 18,8 — 10,3 — 2
B 71,0 0,21 19,2 0,15 9,8 0,12 10
Cc 70,5 0,13 19,2 0,09 10,2 0,07 5
D1 70,5 0,4 18,9 0,19 10,6 0,20 20
D2 70,3 0,18 19,3 0,14 10,4 0,13 20
E (COOB) 70,5 0,21 19,2 0,13 10,3 0,18 40
F 69,5 1,5 19,8 0,2 10,7 0,4 5
NIST (COOB) 70,7 0,57 19,45 0,28 10,65 0,25 —
NIST
(XMMuyeckui 71,0 — 18,1 — 10,7 — —
aHanus)
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Mpunoxexnue JA
(cnpaBouHoe)

CBegeHUs 0 COOTBETCTBUM CChINTOYHbIX MeXAYHAPOAHbIX CTAHAAPTOB CCbISTIOYHbIM
HaLMOHanNbHbIM cTaHaapTaM Poccuickon depepaumm

Tabnunya OA1

OB03HaYeHNe CCbINOYHOro CTeneHb OBo3HaYyeHNe N HauMeHoBaHWe COOTBETCTBYHOLLEro
MeXAyHapoAHOro ctaHgapTa COOTBETCTBUA HalUWoHanbHOro ctaHgapTa
NCO 14594 — *
NCO 15632:2002 — *
NCO 16700 — *
NCO/M3K 17025:2005 IDT FOCT P UCO/M3K 17025—2006
«ObLwue TpeboBaHWSA K KOMNETEHTHOCTU UCMbITATENBHBIX
n kannbpoBoYHEIX NabopaTopuiny
NCO 14595 — *

* COOTBETCTBYHOLUMIA HaLMOHaMbHLIA CTaHA4apT oTCyTCTBYET. [0 ero yTBepKAeHUs peKoMeHyeTcsl UCMoNb3oBaTh
nepeBof Ha PYCCcKUI A3bIK AaHHOMO MeXAyHapoLHoro ctaHaapTa. MNepeBog AaHHOMO MeXyHapOo4HOro ctaHfapTta Ha-
xoauTcsa B defepantHoM MHDOPMAaLMOHHOM (DOHZE TEXHUHMECKUX PETMAMEHTOB U CTaHapTOB.

M pnMmedaHhne — B HaCTOHLLleVI Ta6n|/|qe ncnonb3oBaHoO crejyrulee ycrnoBHOe o003Ha4eHne cTeneHun
COOTBETCTBUA CTaHOapTOB:

- IDT — ngeHTu4HLble cTaHgapThl.
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