XpoMaTo-Macc-CIIeKTPOMETPbI Fa30BbIE NEPEHOCHBIC Griffin 460 GC/MS
METO/UKA ITOBEPKH

MI1-242-1964-2015
1 P G-3202 A6

PyxoBoauTens OTAeNa
®I'vil «BHUUM HM.%.H,MCHL[EHECB&»
/, .A Kononensko

CrapiuHii Hay9HbIH COTPYAHHK
Oyl «BHUUM um.JI.U.Menzeneesa»

M.A . Melankux

Canxr-IlerepOypr
2015



Hactosimass MeTommka TIOBEpKHM — paclpoOCTpPaHAETCs Ha  XpOMAaro-MacC-CIIEKTPOMETPBI
nepenocHele Griffin 460 GC/MS (nanee — xpoMaTo-Macc-CIEKTPOMETPBI) U YCTAHABIIMBAET METOABI
U CpelicTBA MX IIEpBHYHOM NOBEpKH (IO BBOJA B OKCIUIyaTallMIO WM MOCNIE pPEMOHTA) U
IIEPHOJMYECKOH ITOBEPKH B IIPOIECCE IKCILTyaTaluu. VIHTepBas Mex 1y oBepkaMu 1 ro.

1. Onepaunu nopepku

1.1 TIlpu npoBeaeHUH MOBEPKH JOJDKHBI BBITOJIHATECS ONlEpalliy, yKa3aHHbIe B Ta0. 1.

Tabnuua 1
O6s13aTeNBHOCTD
N - Homep
HanmeHoBaHue onepanuii IIpoBenenus
n/ IyHKTa . p—
BBOJIE B IIpY SKCILTyaTalluu
i METOIUKH p A p yatall
9KCILTYaTaLHIO ¥ 110CJIE PEMOHTA
1. | IloaroToBka K MOBEPKE 5 Ja Ja
2. | Bremnuit ocMoTp u onpoboBaHue 6.1 Ja Ja
3. | IIpoBepka cooTBeTcTBUs [10 6.2 Ja Ja
Onpenenenue METPOJIOTHUECKUX
R P 6.3 na na"
XapaKTEPUCTHK.
Onpenenenye MeETPOJIOTHUYECKUX
XapaKTEpPUCTHK 1O JOKYMEHTY Ha
s. paiktep yMEHTY HET na?
METOJIUKY BBIITOJIHEHUS -
U3MEPEHUH
Ipumeyanus —  [IpoBOAUTCA NPH OTCYTCTBMU CTaHIAPTU3OBAHHON (aTTECTOBAHHOM)

METOJIMKH BBITIOJIHEHHUS U3MEPEHUH C HCTIOJIB30BAHUEM XPOMATO-MACC-CNEKTPOMETPA.
Y TlpoBoaMTCcS NpH HAIMYMH CTAaHAAPTH30BAHHON (ATTECTOBAHHON)
METOAUKH BBIITOJHEHUS U3MEPEHUH C UCIIOIb30BAHMEM XPOMAaTO-MacC-CIIEKTPOMETpaA.

Cormacio MM 2531-99 «I'CHU. AHanmu3aTtopbl C€OCTaBa BEIIECTB M MAaTEpUaJIOB
yHuBepcanbHbele. OOmue TpeOOBaHUS K METOAMKAM IOBEPKH B YCJIIOBUAX OIKCILTyaTallMU»,
JIOITY CKAEeTCS MPOBOJAUTH MEPUOIUYECKYIO IIOBEPKY B COOTBETCTBUU ¢ pasaenaMu «KOHTpOJIb
TOYHOCTH» AaTTECTOBAHHBIX TOCYNapCTBEHHBIMH HAy4YHBIMH METPOJIOTMYECKUMHM LEHTpaMH
METOJIMK BBINOJHEHHS H3MepeHuit (manee — MBU) unum pasaenoB «KOHTpoOab TOYHOCTH
(TIOrpEeImHOCTH, NPELU3UOHHOCTH, HeompelelleHHOCTH)» uinn «OO6paboTKa pe3yabTaToB
U3MEpEHUN» cTaHaapTu3oBaHHEIX MBH, peann3oBaHHBIX Ha IOBEPSIEMOM XpOMaToO-macc-
crexkTpoMeTpe (CM. mpuMedaHus K Tadi.1).

2. CpeacrBa noBepkyu

2.1. Tlpm npoBeleHUH TIOBEPKH HCIHOJIB3YIOTCS CIENYIOIIME CPEACTBA H3MEPeHHMH,
BCTIOMOTaTeIbHOE 000pyI0BaHNE, BEIECTBA:
CpencrtBa U3MepeHHi:
—  Bechl 1JabopartopHble Beicokoit TouHocTH 1o OCT 53228 ¢ MakcuMaibHOM Harpy3koi
20 umu 200 1
—  mukpoumpuus! «azoxpom —101», o6semom 1-102 em?, TY 25.05-2152-751
mukpormnpuusl MIIT-10M, o6semom 10-107 cv?, TY 2.833.106';
—  Kon6el MepHble Tuna 2-50-2, 2-100-2, 2-250-2, 2-500-2, 2-1000-2 (I'OCT 1770-74);

NOMyCKaeTes NpUMEeHeHHe WITPHLIOB APYTHX NPOU3BOAUTENEH ¢ aHATIOTHYHBIMH NapaMeTpamH.




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

~

CranzapTHble 00pas3ibl U1 IPUTOTOBJIEHUS TOBEPOYHEIX PACTBOPOB:
- CTaHJapTHBIA 00paseln coctara rekcaxyopbensona ['CO 9106-2008.

PactBopurenu:
—  wu300KTaH 3TanonHeli nmo 'OCT 1433-83.

2.2. Tlpy npoBeAeHMH MOBEPKH JOIYCKAaeTCs MCIIONB30BaTh apyrue aHajgoruudple ['CO,
BCIIOMOTaTe/IbHbIE  CPEeJCTBA IOBEPKM M CPEACTBA  H3MEPEHMH C  METPOJIOTHYECKHUMHU
XapaKTEPUCTHKaMH HE XYXe BBIIICIPUBENCHHBIX, JONYIIEHHBIE K MpHMEHeHHI0O B PO B
YCTAHOBJICHHOM ITOPSJIKE.

3. TpeboBaHus K KBaJH(PUKALHHK NIOBEPHTEIIEH

3.1. K npoBemeHHIO IOBEpKH JOIYCKAIOTCHA JIMIIA, MMEIOIIHE TEXHU4YecKoe oOpasoBaHUE,
M3yuyMBIIME PyKOBOJACTBO O JKCIUIyaTalld¥ XpPOMAaTO-MacC-CIEKTPOMETpa M JETEKTOpOB (nanee —
PD) u Meroauky noBepku. JIs CHATHsS JaHHBIX [IPY IIOBEPKE JOITYCKAETCS y4acTHE OICpaTopoB,
0OCITy)KUBAIOIINX XPOMATO-MacC-CIIeKTPOMETP (110] KOHTPOJIEM [TOBEPUTENS).

4. YcioBust NoBepkH

[Tpu npoBeieHNH TTOBEPKHU JOIDKHBI OBITH COOJIIONEHBI CIIEAYIOLIME YCIIOBHS:
4.1. Temneparypa OKpy»xaromero Bo3ayxa ot +18 o +25°C.

4.2, OTHOCHTENLHAS BIIAXXHOCTH OKPYXKaIOLIero Bo3ayxa He bonee 85%.
4.3. AtMocdepHoe nasienue ot 84 no 106 klla.

4.4. Hanpsxenue MUTaHust 2202233 B.

4.5. Yactora nepemenHoro toka 50 =1 I'm.

S. IloaroroBka K noBepke

5.1. [lepen mpoBeeHUEM TIOBEPKH JIOIKHBI OBITH BBITOJHEHBI CIEAYIOIHE IIOArOTOBUTE/IbHBIE
paboTsl:
- [PUTOTOBJIEHBI MOBEPOYHBIE pacTBOpbl cornacHo I 6.3.1.1 u 6.3.2.]1 HacTosme#
METOJ/IMKH;
- [pOBeJieHa IIPOBEPKa repMETHYHOCTH Ta30BbIX JIMHHH XPOMaTO-Macc-CIIEKTPOMETpa
coryacHo P3.

6. IlpoBeaenne MoBepKH

6.1. BHemHuit ocMoTp 1 onpoOoBaHue

6.1.1. IIpu MpoBeIeHUH BHELIHETO OCMOTPA JOJIXKHO OBITH YCTAHOBJIEHO:
- OTCYTCTBHE MEXaHHYECKHX ITOBPEXJCHHUH KOpIyca,
- LEJIOCTHOCTH [TOKa3bIBAIOIIMX PHOOPOB;
- YeTKOCTh MapKHMPOBKH.

6.1.2. Onpo6oBanue (camoTecTHpOBaHHE MPHOOPa) IPOBOJUTCS B ABTOMATHYECKOM PEXHME
TocJie BKIIFOUEHHMs TUTaHus. B ciiyyae ycriemnoro npoxox/aeHus TeCTHpOBaHHS Ha JIUCILICe
TIOSABIISETCH CTAPTOBOE OKHO [TPOrpaMMBl YIIPaBIEHHs IPHOOPOM.

6.2. TlonTBepXKaeHHe COOTBETCTBHS ITPOrPaMMHOI0 obecredeHus
6.2.1. Onpenenenre HoMepa BEPCHH IPOrPAMMHOI0 00€CIIeUeHHU.

6.2.1.1. OnpezenieHne OCYLIECTBISETCS CIEAYIOMUM 00pa3oM:
- B I7IaBHOM OKHE IpOrpamMMbl B CTPOKE KOMAHJ IIENKHYTh MBIIBIO Ha komaniae «Help». B
OTKPBIBLIEMCS OKHE IIEJIKHYTh MBIIIBIO MO CTPOKE «Abouty», B pe3ysbTaTe 4ero OTKpOeTCs OKHO,



B KOTOpOM IpuBeAeHB! uiaeHTH(uKanvonnoe HasBanue 110 u Homep Bepcuu. Komusa sxpana
IpUBeCHA Ha pUCYHKE 1.
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Puc.1. OxHo ¢ uaenTuduKannOHHBIMA TaHHBIME nporpaMMel Griffin System Software

6.2.1.2. XpoMaTo-Macc-CIeKTPOMETP CHATAESTCS BBIICPIKABLIMM ITOBEpKy 1o I. 6.2.1, ecyu
Homep Bepcuu [10 He Huxe 3.9.2.5.

6.3. OnpeneneHye METPOJIOTMUECKUX XaPAKTEPHUCTHK
6.3.1. Onpenenenyie UyBCTBUTEIBHOCTH (OTHOMICHHS CUTHAI/UIYM).
6.3.1.1. OnpeznenexHue BHIIOIHAETCS NPU CIEAYIOUUX YCIOBUAX!
- XpoMaTo-Macc-crekTpoMeTpudeckas Koaonka — DB-SMS (15m/0,18mm/0,18mim);
- BUJ] HOHM3AllMM — 3JIEKTPOHHEIH yap;
- BBOJI MPOOBI OCYIIECTBIIACTCS B PeXUME « AeeHue nmoroxa 21%y;
- pacxox ra3za —HocuTeJIs (renus) — | MII/MHH B peXXUMeE IOCTOSHHOrO IIOTOKA;
- METOJ BBOJIa IPOOBI — MHXKEKIHS IPULIOM | MK IpOOEI;
- Temrnieparypa uHxxekropa — 200°C;
- TeMIiepatypa BXoaHo# npeaxononky — 200°C;
- TeMIIepaTypa BbhIXOJHOH npenkosonku — 200°C;
- TeMIlepaTypa HHJIHHApUIecKoi nopyuku — 150°C;
- peX¥M NPOrpaMMHPOBaHUS TEMIIEPATyphl TEPMOCTATa KOJIOHKH:
gauanbHas 40°C; xoneunas 290°C;
cxopocthb Harpesa 30°C/muH.
- PEXUM CTaHIapTHOrO CKaHUpoBanus Mace oT 50 mo 425 (m/z).

6.3.1.2. Omnpenenenvie OTHOLICHHs CHIHAI/IIyM IPOBOAMTCA IIOcie NporpeBa npubopa u
npoBeeHus asToMaTr4deckoi HacTpoiixu MCJI.

6.3.1.3. Jlna ompeneneHus OTHOLIEHUS CUTHAI/UIYM HCIOJIB3YETCSl KOHTPOJBHEIH DPacTBOD
rexcaxynopbeH301/H300KTal ¢ KOHUEHTpauuedt rekcaxiopbensoma 10 wMxr/n.  MeToavka
IPUrOTOBJICHUST KOHTPOJBHOrO pacTBOpa IpHBEICHA B IPHJIOKEHHM A X HACTOALIEH METOIMKe

IIOBEPKH.
6.3.1.4. O6BeM BBOIMMOI IpobsI — 1,0 My>.
6.3.1.5. Beectn mnpoby B HMHXEKTOp MHUKpOLINPULIOM (JOIMYCKaeTCsd HCHOJIL30BaTh

aBTOCAMILIED) U 3alMCaTh XpoMaTorpammy. I1o xpoMarorpamMme OmpeaennuTh BEICOTY muka m/z 283,8
¥ pasMax 1Iyma (BBICOTa OT MHHHMYMa JI0O MaKCHMyMa LIyMOBOH MOJIOCHI) Ha y4acTKe PAJIOM C THKOM
crpasa (BpeMs BBIX0Ja OT 5,9 10 6,5 MUHYTEI).

6.3.1.6. JleiicTBus, yka3aHHbIE B M. 6.3.1.5 BBINOJIHUTS ele 2 pasa.



6.3.1.7. BEIMUCTUTH OTHOLIEHHE CUTHA/IIIYM 110 hopMyIIe:

N — Hpik
H (1

n
- BbIcOTa XpoMmarorpadudeckoro nuka (Hpi)
- pasmax wyma (Hy).

6.3.1.8. 3a 3Ha4YeHHe OTHOIICHHS CHTHAN/IIYM NPUHAMAIOT HAaHMMeEHbIlee 3HAYeHHE U3 psza
3HA4YeHHH, TOJIyUeHHBIX IPH BBINOJHEHHH 1. 6.3.1.7.

6.3.1.9. Pesynprarel noBepku 1o 1m.6.3.1 CUMTAIOTCS MOJIOXKHUTENBHBIMH, €CJIH OTHOIICHHE
CHTHaJI/IIyM He MeHee 75.

6.3.2 Omnpegenenue otHocutensHOro CKO BeIXogHOrO CHrHana

6.3.2.1. Onpeneneane CKO npoBoAsT 10 KOHTPOJIIBHOMY PacTBOpY rekcaxiopOeH30/1/H300KTaH
¢ MaccoBOH KOHIeHTpanuei rexcaxnopbensona 100 Mxr/in. MeToauka NpUroTOBIEHUS! KOHTPOJIBHOTO
pacTBOpa NpUBE/IEHA B IPUIIOKEHUH A K HACTOSIIEH METOIUKE IIOBEPKH.

6.3.2.2. YciioBus, IpH KOTOPBIX MPOBOASATCS ONpENeNICHHs, YKa3aHbl B 11, 6.3.1.1.

6.3.2.3. O6BeM BBOAUMOI IpolOhl — 1 MM,

6.3.2.4. Bectu npo6y B HHXXEKTOp MHKPOLINPHLIOM (Z0oNMyckaeTcs HCIOIb30BaTh aBTOCAMILIED);
3aUKCHpPOBAaTh BpeMs YICpP)KHBAHUS H IUIOMIaAb IHka rekcaxyopbeHsona. [IoBTopuTs omnepaumuio
ni1h pa3. [Ipi 3TOM HEIOCTOBEPHBIE PE3YNIbTATH H3MEPEHUH, KOTOPbIE MOXKHO OLIEHHTH KaK BEIOPOCHI
(cm. TOCT P UCO 5725-1-2002, m. 3.21), oTOpakoBBIBAIOTCS ¥ HE YYHUTBIBAIOTCSA B pacuerax. B
ciryqae oOHapyXeHHsI BEIOpOCOB NPOBOAAT HEOOXOAUMOE JONOIHUTENBHOE YHUCIIO H3MEPEHHH.

6.3.2.5. ITlposectu pacuet oTHocuTenbHO CKO c Hcnosnbp30BaHHEM 3JIEKTPOHHBIX TabIUL

EXEL unu BpyuHyto no gopmyie:

2)

rae: N — cpeaHee apudpMETHIECKOE Pe3y/IbTaTOB N- U3MEPEHHH;
Ni — k-e 3HaueHHe pe3ysibTaTa U3MEPEHHT;
n — 9HUCII0 U3MEPEHMH.
6.3.2.6. Pe3ynpTaThl IOBEpPKH IO 1.6.3.2 CYUTAIOT NOJOXUTEILHBIMH, €CIIH 3HAYEHHE
otHocuTensHOro CKO BBIXOAHOrO CHrHalla HE IPEBBIIIAET:
- o miomany nuka 10,0 %.
- o BpeMeHH yzaepxxuanus 1,0 %.

7. Odopmienue pe3yjibTaTOB NOBEPKH

7.1. Tlo pe3syiabTaTaM MOBepKH OQOpMISETCs MPOTOKOJ, peKoMeHayemas (opMma KOTOPOro
ykazaHa B [Ipunoxenuu b.

7.2. XpoMaro-Macc-CleKTPOMETPBI, YAOBIETBOPSIOIIHE TPEOOBAHUAM HACTOSAIIEH METOAUKH
IIOBEPKH, IPU3HAIOTCS FOAHBIMH. 3HAK OBEPKH HAHOCHUTCS Ha JIMIEBYIO NaHEb CIIEKTPOMETpaA.

7.3. Tlpy NONOXHTENBHBIX pe3yNbTaTax MOBEPKH OGOPMIAETCH CBHUIETENBCTBO O MOBEPKE
YCTaHOBJIEHHOH (POPMBIL.

7.4. XpoMaTto-Macc-ClIeKTPOMETPBI, HE YIOBIETBOPSIONIHE TPEOOBAHHAM HACTOSIIEH METOTUKH,
K JaJbHEHINeH 3KCIUTyaTallMd He AOIYCKAIOTCS W Ha HUX BBIAAETCS U3BEIICHHE O HENMpPUTOJHOCTH.



I[TPMJIOXXEHME A
Meronrka NIpUroTOBIEHUS KOHTPOJIBHEIX PACTBOPOB
1. Cpencrsa u3MepeHuit, MaTepUabl U peaKTHBEI

1.1. CranmaptHelit o6pasen coctaBa rekcaxyopoensona I'CO 9106-2008.

1.2. U3o00xkTan stanonusit no F'OCT 1433-83.

1.3. Bechl aHaIUTHYECKHE, CIIELMAIBHOTO KJIacca TOUHOCTH, C NIPEeIoM B3BenBanus ot 20 10
210 r, norpemHocts B3BemuBaHus + 0,0005 r.

1.4. KonGs1 MepHble BMecTEMOCTEIO 100 11 1000 cM? ¢ mpuTepToit MpobKoit 2-0r0 Kiiacca TOYHOCTH
no 'OCT 1770-74.

1.5. INunerku BMectuMocThio 1,0 1 10,0 cM® 2-ro xiacca Tounoctu o TOCT 29228-91, TOCT
29169-91.

2. llpouemypa NpUrOTOBIEHHsST KOHTPOJIBHBIX PACTBOPOB

2.1. IIpurotoBnenue pactBopa 10 mr/n ( pacTBop «A»)

2.1.1 PacTBOp roToBAT 06BEMHO-BECOBBIM CIIOCOOOM.

2.1.2. B 6roKc, NOMEIEHHBIH Ha YalIKy aHATUTHIECKUX BECOB C IIOMOIIBIO MUKPOIUIPULIA BBOASAT
10 Mr rexcaxnop6ensona.

2.1.3 Tlunetxoit 6-2-5 (I'OCT 29227-91) nobGamnsitoT B OOKC 2 MJI H300KTaHa IIOC/IE YeEro
CIMBAIOT MOJYYEHHYIO cMechb B MepHyio kojby BmectuMmocthio 1000 ma (2 ki, 'OCT 1770).
[ToBTOpSAIOT HaHHYyIO omnepauuio 2-3 pasa Ui MOJHOTO NepeHoca KOHTPOJIBHOTO BEHIECTBA B KOJIOY.
JoBonar o6B€M cMmecH B KoJ0e 10 METKU H300KTaHOM.

2.1.4. Ilony4eHHBIi pacTBOp “A” MMeeT MacCOBYIO KOHLIEHTPALMIO KOHTPOJIFHOTO BellecTBa 10

MI/JL

2.1.5. PactBop «A» ¢ MaccoBoit KoHLIeHTpauue# 10 Mr/n rexcaxaopOeH301a HCIOIB3YeTCs IS

IIPUTOTOBJICHUS KOHTPOJIBHBIX pacTBOpoB 10 MKr/n u 100 MK/ METOZOM MOCIENOBATEILHOTO

00beMHOr0 pazbaBiieHHsI U300KTaHOM ( IIpH HEOOXOAMMOCTH B [BA ITAIA).

2.17. KonuuecTBO pacTBOpHUTENS, HEOOXOAUMOE JUIsl OJYYEeHUs pacTBopa Tpebyemoit

KOHIEHTPALMH, BBIYUCISIOT UCIOJB3YS CISAYIOMYIO (HopMyJTy:

C,=C, " (A.1)

rae Coi -OeHCTBUTEIBHOE 3HAUEHHE KOHLICHTpAlU KOMIIOHCHTA B paCTBOPE, UCIIOJIb3YCMOM B

Ka4eCTBE HCXOIHOTO s pa3baBneHus Mr/an’,

Voi -00beM pacTBOpa, UCIOJIB3YEMOM B Ka4eCTBE HCXOAHOIO Ul pa30aBiIeHHUS.
¥, -06muit 06beM IpUroToBIeHHOTro pacTBopa (1000 cm?).
C);- pacueTHas (TpeOyemas) KOHLIEHTpALMsi KOMIIOHEHTA B KOHTPOJILHOM DPacTBOpE.



Hpunoxenne b

MNPOTOKOJI

XpomaTo-Macc-cneKTpoMeTp
I punannexur

3AB.Ne
HNHH

IloBepka npoBenena no :
Meroaunke nosepku

CieaeHus 0 METOAMKE U3MEPEHHIH’

CpencrBa noBepku

YcnoBus noBepku
- TEMITEPATYP OKPYXKAIOIIETO Bo3ayxa, °C

- OTHOCHUTCJIbHAA BJIAXXHOCTb OKPYXXAIOLICro BO3ayXa %,

- atmocepHoe naBnenue, klla

PesyabTaThl noBepku

Buemnuii ocMoTp

Pesyabratnl npoBepku coorBeTcTBUS [10. Bepcus

Onpenenenne OTHOIIEHHS CHTHAJ/IIYM

PesyabTat onpenenenns

Ne nuzmepenust
OTHOWIEHHS] CHTHAJ/IIYM

HdonyckaeMoe 3HaYeHHE OTHOIIEHHS
CHIrHAJI/IIYM, HE MEHee

1.

2.

3.

Onpenenenne ornocuteapnoro CKO BeixoaHoro curnana (Sr)

Ne u3mepenus Bpems yaepxuBanus (t)

Mnowans, nuka (S)

1.

I EN IS

PesyabTathl pacuera orHocuTeabHoro CKO BbIXoqHOro cMTHANA (10 MJOMadH NHKA)

Honyckaemoe 3ua4enue (S;), %, ne 6osee

PesyabTar onpenejenuss 3Havenus (Sr), %

PesyabTarhl pacuera orHocuTenbHoro CKO BbIxoanoro curuana (no BpeMeHH yAePKHBAHHA)

JonyckaeMoe 3Hauenue (Sr), %, ne GoJiee

Pesyabrar onpenenenus 3Hauenus (Sy), %

2 Ecyi noBepka nposoaures cormacko MU 2531-99



