XXVIII Hayuno-mexHuvecKaa KoHghepenyus ¢ yuacmuem 3apyoeicHvlxX CReyuaiucmos
«Baxyymnaa nayka u mexuuxay Cyoax, 16 — 21 cenmaopa 2021 2

KAJIMBPOBKA TEUEMCKATEJIEA MACC-COEKTPOMETPHYECKHX
I'EJIMEBBIX

CALIBRATION OF MASS SPECTROMETRIC HELIUM LEAK DETECTORS

JAM.®@omuu (ORCID: 0000-0002-0264-2491)/D.M.Fomin@vniim.ru,
A.A.ITumenoa (ORCID: 0000-0003-2016-9607) /A.A.Pimenova@vniim.ru

D.M.Fomin(ORCID: 0000-0002-0264-2491)
A.A.Pimenova(ORCID: 0000-0003-2016-9607)

BHHWMU metponornn um. J[.M.Menpneneera. r.Cankr-IlerepOypr

B cmamve paccmampusaiomes npuiunsl, Memoosl U OCHOGHbBLE SMANBL NPOBEOCHUsL KANUOPOSKU
meyeuckameneil Macc-CHeKmMpoOMempuiecKkux enuesvix. IIpusedenvl pesynomanvl KaIuOposKu
meyeuckameisk Macc-CNeKMpOMempUIecKko20 2eaueso2o.

The article discusses the reasons, methods and main stages of calibration of mass spectrometric
helium leak detectors.The results of the calibration of the mass spectrometric helium leak
detectors are presented.
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BBEJAEHUE

[Tpu npoBeneHNN UCTIBITAHUI HA TEPMETUYHOCTh ¢ IPUMEHEHNEM TeuerckaTesneil Macc-
CHIEKTPOMETPUUECKMX TeJMEBbIX YacTO TPEANPUATHIMU MPeabIBIsAIOTCS TpeOOBaHUS TIO
W3MEPEeHHIO HaTeKaHMs TelTis OT OOBEKTOB KOHTPOJIS ¢ 33IaHHOM TOYHOCTBIO. B onpeneneHHbIX
clly4asiX, IJIi METPOJIOTMUECKOro oOecreveHHs TedencKareneil Macc-CreKTpOMeTpHIecKrX
reJMeBblX, JOCTaTOYHO  TNpOBeleHHMs  mpouedaypbl  kanuOpoku. [lpu  orcyreTBuM
METPOJIOrMYECKOTr0 KOHTPOJISl M HaA30pa 3a TeUeHucKaTeIsIMU BEIMKa BEPOSTHOCTb OLUMOOYHOTO
NPUHATHS HOPMbl TE€PMETHMYHOCTH, 4YTO BJe4YeT 3a COOOH YBENMYEHMs BEpOSTHOCTU
BO3HMKHOBEHHUS OIIMOOYHBIX peLIeHHH, Kak MepBOro, Tak M BTOporo poxa. LleHoit owmmbku
NEepBOro poja CTaHyT (PUHAHCOBBIE MOTEPH NPENNPHUATHS OT MPHU3HAHMS HeOpaKOBaHHBIX
u3genuii OpakoBaHHbIMM. LleHa owKMOKKM BTOPOro poAa 3HAYMTENbHO CYLIECTBEHHEE —
YeJIoBeUeCKas JKM3Hb, YEJIOBEUECKOE 3710pOBbe, MOTEPs 1I0POrOCTOSALIEro KOMIUIEKCa, COCTAaBHOM
4acThIO KOTOPOro OKazajnoch OpakoBaHHOMW m3aenve u T.4. [1].

METOAbI UCCJIENOBAHUS

Kanubposka cpencts u3mMepeHuii - onepanys, B X0/1e KOTOpOH MPH 3aAaHHbIX YCIOBHUIX
Ha [epBOM JTale YCTAHABIMBAIOT COOTHOLUEHHE MEXKIy 3HAYEHUsIMHM BeJIMYMH C
HEOMNpeAeJeHHOCTAMU U3MEPEHHil, KOTOpble 00eCHeurBalOT 3TAJOHbI, U COOTBETCTBYIOLIMMU
MOKA3aHUAMM C MPUCYLIMMH HEOINpPEEJCHHOCTAMHM, a Ha BTOPOM 3Tale Ha OCHOBE 3TOH
MH(OpPMALIMM YCTAHABIMBAIOT COOTHOLIEHHWE, MO3BOJIAIONIEE MOJydaTh Pe3yJsIbTaT M3MEepeHHs
ucxos u3 nokazanus (MexayHapoAHbIii CIOBapb [0 METPOIOTUU: OCHOBHbIE U OOLIME MOHSITHS
1 cooTBeTcTBYoME TepMuHbl (VIM 3, 2008), Tepmun 2.39).

OCHOBHBIM OTJIMYUEM KalUOpPOBKM OT MOBEPKM SBISIETCA TO, YTO NPH IPOBENEHUU
MpOLEAYpPbl TMOBEPKH BBIMOJHAETCS MOATBEP)KACHHUS COOTBETCTBUS CPEICTB H3MEpPEHUMH
METPOJIOrMYecKUM TpeOoBaHUAM (AdaHHble TpeOOBaHUS MOATBEPXKAEHBI B XOJ€ MPOBEACHUS
NpoLenypbl YTBEPXKIEHUs TUINA CPEeICTBa M3MEPEHUs), B Mpolecce MpoLenypbl KaauOpoBKH
BBIMOJIHSIETCSL  ONpENesIeHHe EHCTBUTENIbHBIX 3HAUYEHUH METPOJOrMUYECKUX XapaKTepUCTHK
CPEACTB U3MEPEHUI
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Teuenckarenn mMacc-CIEeKTPOMETPUUYECKUE TelMeBble He MpelHa3HaueHHble IS
NpUMEHEeHHUs B chepe rocyIapcTBEHHOIO PeryJMpOBaHMs 00eCNeUeHus] eAMHCTBAa N3MEPEHH,
MOTyT B J0OpOBOJIEHOM TMOps/IKe MojaBeprathes kanuOpoBke. KanmnOpoBka BbIMomHSETCS ¢
UCIIOJIb30BAaHUEM JTAJOHOB ©IMHMI[ BEJIMYMH, TNPOCIKHUBAEMBIX K TOCYIapCTBEHHBIM
NEPBUYHBIM ~ ATAJOHAM  COOTBETCTBYIOLIMX €IWHHIl BeJIMYMH, a TPH  OTCYTCTBHUH
COOTBETCTBYIOIIMX TOCYIAPCTBEHHBIX TMEPBUYHBIX ATAJIOHOB €AWHMLl BEJIMYMH - K
HaLMOHAJIbHBIM 3TaJIOHAM €IMHUL] BeJIMYMH UHOCTPAHHBIX rOCyAapcTB [2].

OcHOBHbIe ~ TpeOOBaHMS K  MPOBEACHUIO  KaJIMOPOBKH  periaMeHTHpYeTCs
MexXrocyaapctBeHHbiM  ctangaptom  ISO/IEC  17025-2019  «OO6mme  TpeGoBaHus K
KOMIICTEHTHOCTH  MCTIBITATEJIbHBIX W KaJlMOpPOBOYHBIX  Jjabopatopuit».  Cranmapr
periiaMeHTupyeT TpeOOBaHUs K OPraHU3aLMOHHOM CTPYKType KalMOpOBOYHBIX J1abopaTopHii,
pecypcam (obecrieueHre NOMEIIEHUSIMH, STATOHHON 0a3bl M MEPCOHANY), K HEMOCPEICTBEHHO
npoueccy KaquOpOBKM, B TOM UYHCIE€ K OLIGHMBAHWIO HEOIPEACNIeHHOCTH pe3yJIbTaToB
WM3MEpeHHUIA, K CUCTeMe MeHEPKMEHTa KalTluOpOBOYHOM 1abopaTopuu.

B kakux cirydasx MoxkeT moTpeGoBaThes KaTMOPOBKa TeUeHCKaTeeH:

- TIpM SKCTUTyaTalli TEXHUYECKUX CPEIICTB He SBIISIOIINECS CPEICTBaMH M3MEpeHMH,
HampuMep, TedeuckaTeleil Macc-CleKTPOMETPUUYECKUX TeHeBbIX COBETCKOrO MPOW3BOJCTBA,
Harnpumep, [1TU-6, I[TTU-7, [TTU-10 u ap.;

- TIpY DKCTITyaTaly TeuercKaTeneil Mace-CrieKTPOMETPUIECKUX IeJTMeBBIX UMITOPTHOTO
NPOM3BO/ICTBA HE YTBEPKICHHBIX B YCTAHOBJIICHHOM TIOPS/IKE KQuecTBE CPEICTB U3MEPEHHUIl;

- KanuOpoBKa MOXeT MOTpeOOBaTHCS TeueucKaTeNsM YTBEp)KICHHOTO THIa CPEICTB
W3MEPEHU [T MOCTPOSHNS KalTMOPOBOYHONM KPHBOH MM TaOIHILIBI KaTMOPOBKHM, B HEKOTOPBIX
CllydasX BO3MOXKHO OTNpeJeSieHue aJUIMTUBHON WM MYJIBTUIUTMKATHBHOW TOTIPaBKH K
MOKAa3aHUAM C COOTBETCTBYIOLIEH HEONPeaeIEHHOCTHIO.

Pe3ynbraThl KaauOpPOBKM Cpe/ICTBA M3MEPEHHUil, MOI'YT OBbITh MHTEPIPETUPOBAHBI, MPH
HE0OXO/IMMOCTH JIeNTAfOTCS BHIBOJIBI O COOTBETCTBUH PE3YJIbTATOB KaTMOPOBKM YCTAaHOBIEHHBIM
Ha KalmMOpyemMoe cpeCcTBO U3MEPEHHit TpeGOBaHUSIM.

PE3YJIbTATHBI

Bo ®I'VIT «BHUUM wum. JI.1. Menneneera» pazpaboTaH, YTBep>KICH U IPUMEHSETCS
JIOKYMEHT Ha METOJMKY KalTUOPOBKH CPEJICTB M3MEPEHWI eMHMIIbI MOTOKA ra3a B BaKyyme B
nuanaszoHe 3HaueHuit ot 110713 no 1 IMa-m%/c.

KanubpoBka Teueuckarteneii Macc-CeKTpOMETPUUYECKUX TEIMEBbIX, COMNIACHO 3TOM
METOJIMKE, BBITIOJIHAETCS C MPUMEHEHHEM T'OCYJapCTBEHHOr0 BTOPUYHOrO (pabouero) sTajoHa
NnoToKa rasa B Bakyyme B juanasoHe ot 1-102 ngo 1 Ila-m®c (IBDT 49-2-2006)
npocaexxuBaemoro k I'TICD eanHuupl naBneHus nis o0aacTv HU3KUX aOCOIOTHBIX AAaBJICHUHN B
auanasone ot 1,0-10° o 1,0-10° [Ta (DT 49-2016), ['T1D enunuupt aauusl — metpa (IDT 2-
2010), I'TID epuuuer macebl — kuorpamma (I'OT 3-2020), ['T1D enuHu BpeMeHH, YacTOTHI U
HauMoHaNbHOU 1mikasibl Bpemenu (I'DT 1-2018).

Oranon 'BOT 49-2-2006 npuHrMan yyacTHe B MEXIyHApOJHBIX CIIMYEHUSX IO TeMe
KOOMET 295/RU/2002, B pmannbix ciauuenusx OI'YII «BHUMUM um. JI.U. Mengeneesa»
ABJISUICS MUIOTHOM 1abopaTopueid, a Takoke B KIIHOYEBbIX MEXIYHAPOAHBIX CIAMUEHUSX STAJIOHOB
eMHuLbl MoToKa rasa B Bakyyme no teme CCM.P-K12 B koTopbiX mpuHumano ydactue 11
BeAyLIMX cTpaH B AaHHOMW obnactu namepenuii (epmanus, CLUA, SInonus, ®panuus, Kuraii u
np.). Ha ocHoBe momy4enHbix pesynbraTtoB 3TanoH ['BOT 49-2-2006 noarBepaus 3asBiIeHHbIE
METPOJIOTMUYECKUE XapaKTepPUCTUKHU. Pe3ynbTaTbl KIIOYEBBIX MEXKIYHAPOAHBIX CIMYEHUH
CCM.P-K12 omybnukoBaHbl Ha caiite MexxayHapoaHoro 0ropo mep u Beco (BIPM), a Taxke B
cratbe [3]. OcHoBHble Merposnoruveckue xapakrepuctuku ['BOT 49-2-2006 mpuBeneHsl B
tabnuue 1.
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Tabnuua 1.
OcHoBHbIe MeTposiornueckue xapakrepuctuku I'BOT 49-2-2006.
HaumenoBanne oCHOBHOI
METPOJIOTHIECKON XapaKTEPUCTUKI 3HaueHue
JHuanason BocnpousBeneHuii  (u3mepennii) | ot 11072 mo 1 Ma-m’/c
€IVHAIIBI TOTOKA Ta3a B BAKyyMe
CyMMapHast TIOTPEIIHOCTb, ne Gonee Sxo=(0,1 + 0,015) B nnanazone ot 1-10°'2 1o
XapaKTEPU3YIOIIASCS CPETHAM 1-10” Ma-m¥/c;
KBaJpaTUUECKAM OTKJIOHeHHEM (Sxo) He Oomee Sy=0,015 B amamazome ot 1-10° mo
pe3yJibTaTa H3MepeHuii 1 Ma-m3/c

[Tpu npoBeaeHNM KaTMOPOBKU B COOTBETCTBHUM C METOJIMKOM KAIMOPOBKH IOJIKHBI ObITH
BBITIOJTHEHBI CIIEAYIOLIME ONePaLN:

- BHEILIHUIA OCMOTP;

- onpoOoBaHUe;

- IpoLieAypa KaJIMOPOBKY;

- 06paboTKa pe3ynbTaToOB M3MEPEHHIA;

- oTpeziesieHre PacIIMPeHHO HeoTpeIeIeHHOCTH BOCTIPOM3BOANMOTrO MOTOKA;

- oopMIIeHHE Pe3yTbTATOB KaTMOPOBKH.

[Tpu BBIMONHEHMHM omepauyu ONpoOOBaHWE MPOU3BOAUTCS NMPOBEPKA MHUHHMAIBHOTO
MOTOKa TeJs, PEerucTPUPYEeMOro TeuenckaTeneM (4yBCTBUTENBHOCTB). [Ipw BBIMOIHEHWH
ornepalury NpoLeaypa KaTUOPOBKH OMPeIeSIOTCSl OCHOBHBIE METPOJIOTMUECKUE XapaKTePUCTUKU
Teveuckarenen. s onpeneneHus OCHOBHBIX METPOJIOTMUYECKHX XapaKTEPUCTHK MPUMEHSIOT
STaJIOHHBIE MepbI MoToKa U3 cocTaBa [ BOT 49-2-2006. KonnuecTBo u HeoOXouMble 3HAUSHUS
MOTOKOB 3TaJIOHHBIX Mep TOTOKa ompenensercs TpeOoBaHWSIMH 3aka3zduuka. Jlomyckaercs
UCroNb30BaHue oT | 10 5 Mephl MOTOKAa HAa KaXAYI0 NeKaay H3MEpPEeHHWH B COOTBETCTBUHU C
TpeOOBaHMEM 3aKa3uvka. MUHMMalIbHOE KOJMYECTBO TMPHMEHSEMBbIX Mep [OoToKa MpHu
BBITTOJTHEHUW KaJTMOPOBKK — TpU. O6paboTKa pe3ysibTaTOB U3MEepeHHi BKIIoYaeT B ce0sl pacyer
paclIMpeHHOW  HEOMpeAeNeHHOCTH,  MOJyuYeHHON  TyTeM  YMHOXEHHMs  CTaHAapTHOU
HeomnpeAeleHHOCTH Ha koddduureHT oxBaTa k = 2, COOTBETCTBYIOLIETO YPOBHIO JOBEpHs
npubau3uTenabHO paBHOMY 95 % mpu AomyuLieHMM HOpMallbHOro pacnpeneneHus. OueHuBaHUe
HEONpeAeJeHHOCTH MPOM3BOAMUTCS B COOTBETCTBUM C «PyKOBOACTBOM MO BBIpaXKEHHIO
HeonpezaeaeHHocTH u3MepeHuin» (GUM). Tarxoke B KauecTBe JOMOJHUTEIbHOM vH(OpMaluu
MPOU3BOAMTCS pacuyeT aOCOMFOTHOM U OTHOCUTEJILHOM MOTPEeIIHOCTH TeUeHCKaTeei.

Pesynpratel  kanuOpoBkM — OQOpMIISIOT  Bblmayeld  cepTUUKAaTa  KaaMOPOBKH
yCTaHOBJIEHHOM (opmbl. B cepTrdukare o kanuOpoBKke NOKHBI ObITh IPUBECHBI:

- 3aBOJICKOI1 HOMep KanuOpyeMoro cpeicTBa U3MEpeHHH;

- HAMMEHOBAHUE MPEANPHUATHUA-U3rOTOBUTENS KanuOpyeMoro cpeacTBa U3MepeHui;

- YCIIOBMS TIPOBE/IEHUS KATMOPOBKH;

- UCTIONIb30BaHHBIE MPHU  KATMOpPOBKE OTATOHBI W/WMIAM  CPeACTBA  M3MEPEHHH,
BCrioMoraresibHoe 000pyd0BaHUeE;

- 3Ha4YeHHME PaclUMPeHHOH HeonpeaAeIeHHOCTH;

- ®HO nuua, NpOBOIMBILIETO U3MEPEHHs M YTBEPAMBILETO Pe3y bTaTbl KATMOPOBKH.

[lpu HeoOxoauMocTH AenaloTcsi BbIBOJABI O COOTBETCTBMM Pe3YJIbTATOB KalUOPOBKH
TeYeucKaTessl YCTAaHOBJIIEHHbIM Ha CPEICTBO M3MepeHHid TpeOoBaHMsM. 3ak/lOYeHUE O
COOTBETCTBHMH BKJIIOYAETCS B CEPTU(HUKAT KATMOPOBKH MPU HAJTMUMH COOTBETCTBYIOLLETO 3arpoca
B 3a5BKE Ha KaJIMOPOBKY, IIPH 5TOM MPaBUIJIO MPUHSTHUS PEIICHUI yCTaHABIMBACTCS 3aKa3UNKOM
M0 COrJIaCOBaHMIO C KaJauOpOBOUHOM nabopaTopueid. [IpaBuno npuHATHs pelieHus JOIKHO ObITh
3a7J0KyMEHTHPOBAHO.

B ToM ciyuae, koraa mpaBWIIO TPUHSATHS peLIeHUs YCTAHOBJIEHO B HOPMAaTHBHOMW
JOKYMEHTAlMM, 3aKJIOUYeHHe O COOTBETCTBMU B cepTU(dUKaTe KalMOpPOBKM TMPUBOAMTCS CO
CCBUIKOM Ha JOKYMEHT, YCTaHaBJMBaIOLIMK NpaBWJIO MpUHATUA pewieHus. Hanpumep, ecnu
NPaBUJIO TIPUHSTHS PELIeHHs YCTAHOBIEHO B METOJMKE KaJUOpOBKHM, B TaKOM clly4ae, ¢
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3aKa34uMKOM JIOJDKHO OBITh COIJIaCcOBAHO MPUMEHEHHE KOHKPETHOW METOJUKH KaJIUOPOBKH,
KOTOpast COACPXKHT MPABUIIO PUHATHS PEIICHHUS.

Jlnst npuMepa KaauOpPOBKM TeUeHMCKATeNlss Macc-CIIEKTPOMETPHUYECKOr0 TeIMEeBOro
MPUBOJUTCS CBOJAHAs TabJjHila 3HAYEHWUH, MOJYYEeHHBIX B XOJ€ MPOBEACHHS MPOLIEAYPbI
kanubposku (Tabnuua 2).

B pe3ysbTaTe npoBeneHus MPOLeaypbl KATHOPOBKH JOIHKHO TOIYUYUTCS TP U3MEPEHHUS
JUTS K@KJTOW YCTaHOBJIEHHOM MephI MoToKa. Bee pesysbraThl K3MEepeHHH 3aHOCITCS B TPOTOKOJ.

Tabnuma 2.
OnpeneneHre OCHOBHBIX METPOJIOTMYECKUX XapaKTEPUCTHK
Ne | | 0w [ Qu | U | Q | Aa
| Hamepenue 1
i 1,9-10° 2,2-101° 42-10™" 1,8-101° -5,8%
i2 2,8-10” 2,8-10” 4,1-10" 2,8:10” -0,.8%
i3 2,8-107 3,0-107 7,0-10™" 3,0-107 6,4 %
Hzmepenmne 2
i 1,9-10"° 2,0E-10 33-10!! 1,7-101° -11,6 %
i2 2,8:10° 2,8:10° 4,0-10™" 2,8-10” -0,7%
i3 2,8:107 3,0:107 48101 3,0-107 6,4 %
Hzmepenme 3
i 1,9:101° 24101 3,810 2,0-101° 6,9 %
i2 2,8:10° 29-10° 3,7-10" 29-10° 3.0%
i3 2,8:107 3,1:107 72101 3,1-107 9.9%
[Tpumeuanmue:
Q57 — 3HaueHHe MMOTOKa BOCTIPOM3BOIUMOE i-OM ATAJIOHHOM Mepoi MOTOKa,
Ma-m¥/c;
Qusv. — TIOKA3aHWS TEUEUCKATEIS TIPU OTKPHITOM KJIallaHe ¢ yCTaHOBIIEHHOM
JTAJIOHHOM MEpPOH NMOTOKa, IMa-m*/c;
Us — QOHOBBII cUTHAIT TeYencKaTeNsl PU 3aKPBITOM KIIaNaHe ¢
YCTaHOBJIEHHOU 3TAJIOHHON Mepoil MOTOKa, IMa-Mm’/c;
Q — u3MepeHHOe KanuOpyEMbIM TeUEHCKaTeNEM 3HAUeHHe NOToKa, [1a-m3/c;
Arel — OTHOCHTEJIbHASI NOTPELIHOCTh U3MEPEHUH NMOTOKa, %.

B rtabnuue 3 mpexacrtaBieH mpuMep OMpenesieHHs PacIIMPeHHON HEONpenerIeHHOCTH
Pe3yJIbTaTOB U3MEPEHMH, MOTyUYeHHBIX B MPOLIECCe MPOLETypbl KATUOPOBKH.

Tabnuua 3.
OnpenesieHue paclIMpeHHOH HeonpeaeJeHHOCTH U3MEePEHUIA.
3nauyenue | Cpennee | Heompenenen- | Heonpenenes- OtHocutenbHas |  OTHoOcUTENbHAS
STAIOH- | 3HAUYE€HHE | HOCTb TUMAa A | HOCTb Thna B CyMMapHas pacimmpeHHast
HOI otHocuT. | uy(Qreiiy) up(Qarqy) CTaHJapTHas HEOonpe/ieNeH-
MepbI norpex. HeonpeaeeH- HOCTh
noToka Brery HOCTb Urei0.95)(Brei(i))
Oori urel,c(Arel(i)) (k=2)
1,9-101° -3,5% 1,03-10™" 4,73-102 1,136-10" 6,01 %
2,8-10° 0,5 % 3,45-101 4,17-101 5,412-10" 1,95 %
2,8-107 7,5 % 3,33:10° 4,23-10° 5,383:10° 1,91 %
BBIBOJbI

Pa3paboranHas meroauka ompoOoBaHa M YTBEpKAEHAa B YCTAHOBIEHHOM TMOpSIKE,
ycnemiHo npumensiercss B noapaszaeneHud OI'YII «BHUMM um. JIW. MenneneeBay s
KaJMOPOBKM TeuencKaTeseld Macc-CeKTPOMETPUUYECKUX IeJTUEeBbIX.

OI'VIT « BHUHMM um. JI.1. MenneneeBa» BbINOJHAET pa3pabOTKy METOAUK KanuOPOBKU
1071 KOHKPETHbIE 3a71a4uM 3aKa34rKa, WK MPOBOAUT COrJIaCOBaHUE pa3pabOTaHHOI MeTonuku. B
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