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Hacrosimass MeTomuKa TOBEpKH — pacopoCTpaHseTcss Ha  XpOMaTO-MacC-CIEKTPOMETPHI
nepenocHsle Griffin 460 GC/MS (nanee — xpomMaTo-Macc-CIIEKTPOMETPBI) U YCTAHABIUBAET METOMBI
U CpelcTBAa MX NEpPBHYHOM NOBepKHM (0 BBOJAa B OKCIUIyaTalldI0 WM MOCJIE pPEMOHTAa) H
IIEpHOJHYIECKOM MOBEPKH B IpoIiecce KcIuTyaTanuy. HTepBan Mexay nmosepkamu 1 ro.

1. Onepaunu nNoBepku

1.1 Ilpu npoBeneHNN MOBEPKH JOMXKHBI BBINIOJHITHCS ONEpallvi, YKa3aHHbIe B Ta0M. 1.

Tabmuna 1
O0s13aTenbHOCTD
N . Howmep
HammenoBaHue onepauuii IIporeneHus
W fyHkTa IIPH BBOJIE B 3
IpH SKCILTyaTallux
I METOIUKH p a P yaran
IKCILTyaTalHIo ¥ TI0CJIE PEMOHTa
1. | [loaroroBka K NOBEPKE 5 aa na
2. | Bremnwuit ocMoTp u onpo6oBaHue 6.1 Ja Ja
3. | IlpoBepka cooTBeTcTBHs [10 6.2 Ja Jia
OnpeneneHne METPOJIOIrHISCKUX
4, P P 6.3 na na"
XapaKTEePHCTHUK.
Omnpenenenue METPOJIOTUYECKHX
XapakTEpUCTHK IO JOKYMEHTY Ha
5. PaKTeh YMCHTY HET na?
METOJUKY BBINIOJTHEHHS -
HU3MEPEHMH
[Mpumeuanus — D [IpoBoaUTCS NpPH OTCYTCTBUM CTaHIApTHU30BAaHHOH (aTTECTOBAHHON)

METOJIUKY BBIIIOJIHEHMSI U3MEPEHHH C HCIIOJIB30BAHHEM XPOMAaTO-MACC-CIEKTPOMETPA.
2 TlpoBoAMTCS NpH HATWYMH CTAaHIAPTH30BaHHOM (ATTECTOBAHHOM)
METOJIUKH BBIIIOJIHEHHSI H3MEPEHMI C HCIIOIB30BaHUEM XPOMATO-MACC-CIIEKTPOMETPA.

Cornacio MU 2531-99 «I'CHU. Amnanu3atopsl cOCTaBa BEUIECTB M MaTepuUasioB
yHuuBepcaiapHble. OOmue TpeOGoBaHHS K METOAHMKaM NMOBEPKH B YCIOBHSX JKCIUTyaTallHu»,
JIOITYCKAETCs IIPOBOJUTE IIEPHOINYECKYIO MIOBEPKY B COOTBETCTBUU C pasaenaMu «KOHTpoIb
TOYHOCTH» aTTECTOBAHHBIX TOCYapCTBEHHBIMH HAyYHBIMH METPOJIOTHYECKHMH LEHTPaMH
METOAMK BBINOJHEHHA H3MepeHuit (manee — MBU) unm paznenoB «KOHTpoJIb TOYHOCTH
(TIOrpemHoCTH, NPELU3HOHHOCTH, HeOoNnpeaelleHHOCTH)» unn «OO6paboTka pesyasTaroB
U3MEpPEHUH» cTaHaapTH3oBaHHEIX MBH, peain30BaHHEIX Ha IOBEPSIEMOM XpOMaTo-macc-
crieKTpoMeTpe (CM. npuMedaHus kK tadmn.1).

2. CpencTBa noBepkH

2.1. Tlpm TpoBEeAEHHH TOBEPKH WCIONB3YIOTCS CHENYIOIIME CPEACTBAa H3MEPCHHH,
BCIIOMOTaTeIbHOe 000py/I0BaHHE, BEIECTBA:
CpenctBa U3MEpEHHUH:
— Bechl 1aGoparopusie Beicokoi TounoctH 1o ['OCT 53228 ¢ makcuMaibHO#M Harpy3koi
20 umu 200 T;
—  muxpoumpurs «asoxpom —101», o6semom 1-102 e, TY 25.05-2152-751
mukpoumpuisl MII-10M, o6semom 10-107 ev?, TY 2.833.106';
—  kon0Obl MepHbIe TUna 2-50-2, 2-100-2, 2-250-2, 2-500-2, 2-1000-2 (TOCT 1770-74);

JOITYCKaeTCA MPUMEHEHNE LITPHUIIOB APYTHX npomBoaneneﬁ C AaHAJIOTUYHBIMHU NapaMeTpaMHu.




— nuneTky tuna 6-2-1, 6-2-2 6-2-5 ('OCT 29227-91);

~

CrannmapTHbIe 00pa3Lbl A1 IPUTOTOBJICHHS IIOBEPOYHBIX PACTBOPOB:
- cTaHgapTHHIA obpaser coctasa rexcaxynopbenszona ['CO 9106-2008.

PacTBopurenu:
—~ wu3ookTad 3tanonHbd o 'OCT 1433-83.

2.2. Tlpu npoBefeHMH MOBEPKH [ONYCKAaeTCs HCHONBb30BaTh Apyrue aHajgoruunpie ['CO,
BCIIOMOraTejbHbIE CpPEACTBA IIOBEPKHM W CPEACTBA  HM3MEPEHUH ¢ METPOJIOrHYCCKUMHM
XapaKTEPUCTHKAMH He XYXXE BBIICIPUBENCHHBIX, JONYMIEHHBIC K MpHMEHeHMI0O B PO B
YCTaHOBIEHHOM MOPSIIKE.

3. TpeGoBaHHus K KBAIH(PHKALHHN NIOBEPHTEJIEH

3.1. K npoBemeHHIO MOBEpKH IOMYCKAIOTCS JIMLA, UMEIOLIHE TEXHUYeCKoe o0pasoBaHwue,
M3yYHMBIIHE PyKOBOACTBO IO 3KCIUTyaTalldM XpOMaTO-MacC-CIEKTPOMETpa M JIETEKTOPOB (Halee —
P3) u Meronuky moBepKH. J[is CHATHS NAaHHBIX NP IIOBEPKE JOITYCKAETCsS y4acTHE OIepaTopoB,
OOCIIY)XUBAIOLIUX XPOMATO-MacC-CIIEKTPOMETD (II0J] KOHTPOJIEM [TOBEPUTENS).

4. Yci0Bus NoBepKH

[Tpu npoBeieHUH TOBEPKH JOJIKHBI OBITh COOTIONEHBI CIIEAYIOLINE YCIIOBHS:
4.1. Temneparypa oKkpyxaromero Bo3nyxa ot +18 no +25°C.

4.2. OTHOCUTEIbHAS BIAXKHOCTH OKPYXKAIOIIero Bo3ayxa He Gonee 85%.
4.3. Atmocdepnoe pasnenue ot 84 no 106 klla.

4.4. HanpsikeHye TTUTaHUS 220%%233 B.

4.5. Yacrora nepemenHoro Toka 50 £1 I'm.

S. IloaroTroBKa K NMoBepKe

5.1. Ilepen mpoBeaCHUEM TOBEPKH JOKHB! OBITH BBINOJIHEHB! CIEAYIOIIHE IIOANOTOBUTEIbHbIE
paboTHI:
- TPHrOTOBJIEHBl MOBEPOYHBIE pacTBOpbl cormacHo M. 6.3.1.1 u 6.3.2.1 nHactosmeH
METOHMKY;
- [pOBeJIeHA MPOBEpKa repMETHYHOCTH Ta30BbIX JMHUH XPOMATO-MacC-CIIEKTPOMETpa
coriacHo PO.

6. IlpoBeaenne MoBepKH

6.1. BHenHui#t ocMoTp 1 onpoboBaHue

6.1.1. [Ipu poBeleHUH BHEUIHEr0 OCMOTpPa JOMKHO ObITh YCTAHOBJIEHO:
- OTCYTCTBHE MEXAHHYECKHX ITOBPEXIACHHUH KopIryca;
- LIEJIOCTHOCTD MOKA3BIBAIOIIMX TPUOOPOB;
- YeTKOCTb MapKHPOBKH.

6.1.2. OmpoGoBanue (caMoTeCTHPOBaHUE NPHOOpPa) MPOBOJUTCS B ABTOMAaTHIECKOM PEXUME
TocJie BKIIFOUEHHS TUTaHus. B cllydyae ycrnemHoro npoxoxIeHus TECTHpOBAHUS Ha IUCILICe
NOSIBJIAETCS CTAPTOBOE OKHO [IPOrpaMMBbl YIIPaBIe€HHsS IPUOOPOM.

6.2. IToaTBEpXKACHEE COOTBETCTBHS NPOrPaMMHOTO 00€CIeYECHHS
6.2.1. Onpenenenne HoMepa BEpCHH IPOrPaMMHOr0 00ECIIEUEHHU.

6.2.1.1. Onpenenenue OCyLIECTBIAETCS ClIeAyOWUM 00pasom:
- B IJIaBHOM OKHE IIPOrpaMMbl B CTPOKE KOMAHJ IUENKHYTh MBIIbIO Ha komannae «Help». B
OTKPHIBLIEMCS OKHE INEIIKHYTH MBIIIBIO [0 CTPOKE «Abouty», B pe3ysbTaTe 4ero OTKpOeTCs OKHO,



B KOTOpOM IIpHBeIeHBl uiueHTudukanuonHoe Hazpanue I1O um nomep Bepcun. Komus skpana
MIpHBEJEHA Ha pUCYHKe 1.

AbO it Grlfﬁn ,_S){jsvtAe;n;SOf,tWare\k :

Griffin System Software E]
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Puc.1. OxHo ¢ naeHTHGUKANHOHHBIMA JaHHbIME Iporpammel Griffin System Software

6.2.1.2. Xpomaro-Macc-CrieKTpOMETP CUUTAETCS BBIIEPXKABIIMM IIOBEPKY IO II. 6.2.1, ecii
HoMep Bepecun [10 ne Huxe 3.9.2.5.

6.3. OnpexeneHne METPOJIOrHYECKHUX XapaKTEPUCTHK
6.3.1. Onpenenenrie 4yBCTBUTENHHOCTH (OTHOIIEHHS CUTHAI/IIYM).
6.3.1.1. OnpeneneHue BHINONHAETCS NIPH CIEYIOMHUX YCIOBUAX:
- XpOMaTO-Macc-crieKTpoMeTpruaeckas Kononka — DB-SMS (15m/0,18mm/0,18mxm);
- BUJI HOHHU3AIUHY — JJIEKTPOHHBIA yzap;
- BBOZ IIPOOBI OCYLIECTBISAETCS B pEXXHME « enieHue motoka 21%»;
- pacxon raza —HocHTeNs (reius) — | MJI/MUH B pesKHMe IIOCTOSTHHOTO [TOTOKA;
- METOJ BBOAA IPOOBI — MHXKEKUHS INPHUOM 1 MK IpOOEI;
- TeMmeparypa unxekropa — 200°C;
- TeMIeparypa BXoaHo# npenxononku — 200°C;
- TEMIepaTypa BEIXOJHOH npenkononku — 200°C;
- TeMIepaTypa WHIHHAPHUYECcKol oBymky — 150°C;
- PeXHM IPOrpaMMHPOBAHHs TEMIIEPATYpPhl TEPMOCTATA KOJIOHKH:
HayaneHad 40°C; koneunas 290°C;
ckopocTh Harpesa 30°C/MuH.
- PEXHM CTaHIAPTHOrO CKaHUpoBaHuUs Macce oT 50 1o 425 (m/z).

6.3.1.2. OmnpeneneHre OTHOLIEHHS CHIHA/IIyM NPOBOAMTCS IOCJTE Nporpesa npubopa u
IpoBezieHus aBTroMatiueckoi Hactporkua MCI.

6.3.1.3. Jlna ompenesieHUs OTHOLICHUS CHTHAI/IIYM HCIOJIB3YETCS KOHTPOJBHBIA pacTBOP
rexcaxnop0eH30//u300KTaH €  KOHIEHTpalmed  rekcaxiopbensona 10  wmxr/n.  Meronunka
IPUTOTOBJIEHAS. KOHTPOJIBHOIO DPAacTBOpa MPHBEJCHA B NPHJIOXKEHMM A K HACTOALIEH METOIMKE

IIOBEPKH.
6.3.1.4. O6weM BBOAUMOI TPoGEI — 1,0 MM’
6.3.1.5. Beectn 1npo6y B HHXXEKTOp MHKPOIINPHLOM (JOMYCKAeTCs HCIIONL30BaTh

aBTOCAaMILIEP) U 3alMcaTh Xpomarorpammy. I1o xpomarorpamme onpeleuTh BHICOTY nuka m/z 283,8
¥ pa3Max Imyma (BBICOTa OT MEHHMYyMa IO MaKCUMyMa LITyMOBOH I10JIOCHI) Ha YYaCTKE PSAJIOM € IIHKOM
crpaBa (BpeMs BbIXoJa OT 5,9 no 6,5 MUHYTEL).

6.3.1.6. [leticTBus, yka3aHHbBIE B 1. 6.3.1.5 BEITOJIHATE ellIE 2 pa3a.



6.3.1.7. BEIMUCITUTD OTHOLIEHHE CUTHA/IIYM 110 opMyJIe:

N — Hpik
H (1

n
- BbIicoTa XpoMmatorpaduueckoro nuka (Hpi)
- pasmax wyma (H,).

6.3.1.8. 3a 3HaueHHE OTHOWICHUS CHUTHAI/IUyM NMPHHUMAIOT HaMMeEHbIEe 3HAYCHUE U3 psza
3HAUEHUH, TOYUYEHHBIX IIPH BBINOJIHEHHH 1. 6.3.1.7.

6.3.1.9. Pe3ynapTaTel noBepku 1o m.6.3.1 CUMTAIOTCS MOJOXHUTEIBHBIMH, €CJIM OTHOIUEHUE
CHTHAJI/IIIyM He MeHee 79.

6.3.2 Onpenenenne otHocutensHoro CKO BeixogHoro curaana

6.3.2.1. Onpenenenne CKO npoBoasT o KOHTPOJILHOMY pacTBOPY reKcaxjJopOeH30J/M300KTaH
C MacCOBOH KOHIleHTpanuei rekcaxiaopoensona 100 Mxr/n. MeToauka npuroToBIeHNs KOHTPOIBHOTO
pacTBOpa IPUBE/ICHA B IPUIIOXKEHUH A K HACTOSIIIEH METOIMKE IIOBEPKHU.

6.3.2.2. YcnoBus, IpU KOTOPBIX IPOBOASTCS ONpeeseHus], yka3ansl B 1. 6.3.1.1.

6.3.2.3. O6seM BBOAMMO# PoOB! — 1 MM,

6.3.2.4. Bectu n1po0y B MHKEKTOP MUKPOLIIIPUIIOM (JOMYCKAeTCs UCIOIb30BATh aBTOCAMILIED);
3aMKCHPOBATh BpEMs yIAECPKMBAHUS U IUIOMAnb NUKa rexcaxigopOensona. [ToBTopuTs onepanuio
1716 pa3. [Ipa 3TOM HeZOCTOBEPHBIE Pe3yNIbTAThl H3MEPEHUH, KOTOPhIE MOXKHO OLEHHTh KaK BBIOPOCHI
(em. TOCT P UCO 5725-1-2002, m. 3.21), oTOpakoBBIBalOTCS U HE YUMTBIBAIOTCS B pacderax. B
cirydae oOHapy>KeHHS BEIOPOCOB IIPOBOAAT HEOOXOANMOE AOMOTHUTEBHOE YUCIIO U3MEPEHHH.

6.3.2.5. Tlposectnu pacuet otTHOocuTenbHO CKO ¢ Mcnosnp30BaHUEM 3MEKTPOHHBIX TabJIHIl
EXEL wunu Bpyunyio no opmyne:

2)

rae: N — cpeanee apudMeTHUECKOE Pe3yIbTaTOB N- MU3MEPEHHIT;
Ni — k-e 3HaveHue pe3ynbTaTa U3SMEPEHHH;
n — YKUCJIO H3MEPEHHUH.
6.3.2.6. Pe3ynpTaTel moBepKH 1O 1.6.3.2 CUUTAIOT MOJIOXKHUTEILHBIMH, €CIIH 3HAYECHUE
otHOcuTensHOoro CKO BEIXOQHOro cUrHana He IPEBBIIAET:
- o mronrany nuka 10,0 %.
- mo BpeMeHH yaepxuBanug 1,0 %.

7. Odopmienue pe3yjibTaTOB NOBEPKH

7.1. Tlo pe3ynbraTaM NOBEpKH OQGOpMISETCs MPOTOKOJ, peKoMeHdayemas (opma KOTOPOro
ykazana B [Ipunoxenun b.

7.2. XpoMaro-Macc-CleKTPOMETPBI, YIOBJIETBOPSIOIME TPEOOBAHUIM —HACTOSIIEH METOIMKH
IIOBEPKH, IIPU3HAIOTCS TOJHBIMHU. 3HAK NNOBEPKH HAHOCHTCA Ha JIMLEBYIO IAHEb CIEKTPOMETPa.

7.3. Tlpy NONOXUTENBHBIX PE3YNbTAaTaX I[OBEPKH OQOPMIIETCS CBHUIETEIHCTBO O IOBEpKE
YCTaHOBJICHHOHN (POPMBEIL.

7.4. XpoMaTo-Macc-CleKTPOMETphI, HE YAOBIETBOPSIOMHUE TpeOOBAHUAM HACTOSAIICH METONUKH,
K JaJBHEHIIEH JKCIIyaTalldd He JONYCKAIOTCA M Ha HUX BLIIAETCS M3BELICHHE O HENPUTOJHOCTH.



ITPMJIOXXEHUE A
Mertonvka npHroToBIeHNS KOHTPOJIBHBIX PACTBOPOB
1. Cpencrsa nu3MepeHuit, MaTeprabl U PEaKTHUBBI

1.1. CrannaprHsIi o6pasen cocraBa rexcaxiuopbenzona I'CO 9106-2008.

1.2. U300kTan stanonnsi mo 'OCT 1433-83.

1.3. Becel ananuTHYeCKHe, CIELUALHOrO KJlacca TOUHOCTH, C PeeoM B3BelunBaHus ot 20 10
210 r, norpemHocTs B3BemuBanus + 0,0005 r.

1.4. Kon6sr mepubie BMectumocthio 100 u 1000 cM® ¢ mputepToit mpo6Kkoii 2-0ro Kiacca TOYHOCTH
o 'OCT 1770-74.

1.5. IMunerxu BMectumocthio 1,0 1 10,0 eM® 2-ro xiacca Tounoctu o TOCT 29228-91, TOCT
29169-91.

2. Ilpouemypa mpUroTOBIEHUS KOHTPOJBHEIX paCTBOPOB

2.1. IlpuroroBnenue pacteopa 10 mr/i ( pacTBop «A»)
2.1.1 PacTBOp roToBAT 06B5EMHO-BECOBBIM CIIOCOOOM.

2.1.2. B 6rokc, NOMEIIEHHBIH Ha YallKy aHATUTHYECKNX BECOB C MOMOIIBIO MHKPOIIIPHIA BBOAST
10 Mr rekcaxmnop6eH3ona.

2.1.3 Tlunmerko#t 6-2-5 (I'OCT 29227-91) moGamnsitor B OOKC 2 MII H300KTaHa MOCJE YEro
CIIMBAIOT NOJYYEHHYIO cMechb B MepHyro koily Bmectumocteio 1000 mn (2 ki, 'OCT 1770).
[oBTopstoT naHHyr0 omepanuio 2-3 pasa Ui [OJHOTO IEPEHOCAa KOHTPOJIBHOTO BEILIECTBA B KOJIOY.
JoBoaar o6BEM cMecH B KOJ0€ 1O METKHM H300KTaHOM.

2.1.4. [Tomygennsiit pacTBop “A” UMeeT MAcCOBYIO KOHILIEHTPAIMIO KOHTPOJIBFHOTO BemmecTra 10

MI/II.

2.1.5. PactBOp «A» ¢ MaccoBo# koHueHTpanued 10 Mr/n rexcaxiopGeH301a HCIOIB3yeTCs IS

IIPUTOTOBJICHUS. KOHTPOJIBHBIX pacTBOpoB 10 Mkr/n 1 100 MK/ METOZOM MOCIEA0BATEILHOTO

00beMHOT0 pazbaBiieHHsI H300KTaHOM ( IIpH HEOOXOJMMOCTH B Ba 3Tala).

2.17. KonuuecTBo pacTBOpHUTENS, HEOOXOAUMOE [UIsl IOJMYYEeHHUs pacTBopa Tpebyemoit

KOHIIEHTPALINH, BBIYHCIIAIOT UCIOB3YS CISAYIOUIYI0 (HOpMyITy:

C,=C,-—2 (A1)

rae Coi -IeHCTBUTENIBHOE 3HAUYCHUE KOHLOCHTpAallUu KOMIIOHCHTA B paCcTBOPE, UCIIOJIB3YCMOM B

KayecTBE HCXOQHOrO I pa3baBneHus Mr/me,

V,i -00beM pacTBOpa, HCIONB3yEMOM B KAa4eCTBE HCXOMHOIO Ul pa30aBiIcHuS.
Vi -06mmmit 06beM IpUroToRNeRHOTo pactsopa (1000 cm?).
C)i- pacueTHas (TpeOyemas) KOHLIEHTPALHs KOMIIOHEHTA B KOHTPOJILHOM DPacTBOpE.



IIpuaoxenne b

HPOTOKOJI

Xpomato-mMacc-cneKTpoMeTp
IIpunagiexuT

3AB.Ne
NHH

IToBepxa npoBeaena no :
Meroaunke nosepku

CielleHHs O METOIMKE H3MEPEHHUIH’

CpencrBa noBepkn

YcaoBus IIOBEPKH
- TEMIIEPATyp OKPYXKaIOIETo Bo3ayxa, °C

- OTHOCUTCIIbHAA BJIAXHOCTb OKPYXKarOLICro Bo3ayxa %,

- atmocepHoe naBneHue, klla

Pe3ysabTaThl MOBEpPKH

Buemnnii ocmorp

PesyabTaThl nposepkn coorererBusi I1O. Bepeus

Onpenenenne OTHOMEHAS] CHIHAJ/IIYM

PesysabTaT onpeaenenns

Nt uamepenus
OTHOLIEHHS CHIHAJ/IIYM

Honyckaemoe 3Ha4e¢HHE OTHOIIEHHS
CHrHAJ/IIYM, He MeHee

1.

2.

3.

Onpenenenne orHocuTeabHoro CKO Buixoanoro curnana (S;)

Ne usmepenns Bpems yaepxunsanus (t)

Mnomwane nuka (S)

1.

Rl Bl b bd

Pesysbrarsl pacyera oTHocutesibHOro CKO BBIX0OAHOr0 cHrHaNa (110 NJIOAAN NHKA)

Honyckaemoe 3na4enne (Sr), %, ne 6osee

Pesyasrar onpenesenus 3Havenus (S;), %

PesyanTaThl pacuera oTHocHTeAbHOro CKO BbIxoaHoro curuana (no BpeMeHH yaepKuBaHH)

Honyckaemoe 3Ha4enue (Sr), %, ne 6onee

Pesyabrar onpeaejienusi 3Havenus (S), %

2 Ecnu nosepka nposogutes cornacHo MU 2531-99



