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HacTosiiasi MeTO/IMKa MOBEPKH PaclpoOCTPAHSCTCS HA XPOMATO-MacC-CIEKTPOMETPhbl ra30Bble
5977B GC/MSD (manee — xpoMaro-MacCc-CIEKTPOMETPBI) ¥ YCTAHABIMBAET METOJIbI M CPEJCTBA HX
MepBUYHON MOBEPKHU (10 BBOJA B J3KCIUTYyaTallMIO HIIM MOCJIEe PEMOHTA) U NEPHOANYECKON IOBEPKHU B
mpolecce KcIuTyaranuy. MHTepBan mexny nosepkaM | roi.

1. Onepaunn nosepku

1.1 Ilpu nmpoBeneHMH NOBEPKH AOKHBI BBIIOIHATHCS ONEPALHH, YKa3aHHbIe B Ta0. 1.

Tabmuua 1
OO0s3aTeNnBLHOCTD
N . Homep IIpoBenenus
Hanmenosanue onepauuit
n/ NyHKTa JI0 BBOJA B
0 METOHKH IKCIITyaTalHio B 9KCTITyaTaLuK
¥ 110CJIe PEMOHTA
1. | [logroroBka K moBepke 5 Ja Ia
2. | BHemHuit ocMoTp ¥ onpoboBaHue 6.1 Ja aa
3. | Ilpoepka coorBercTBus [10 6.2 Ja Ja
Onpenenenue METPOIOTHYECKHX
4. P P 6.3 Ja aa
XapaKTepHCTHK.

2. Cpeacrsa nosepku

2.1. llpm npoBeneHMM TOBEPKM HCHOJBL3YIOTCS CJEHYIOLIUME CPEACTBA HU3MEPEHUH,
BCIIOMOTaTeNIbHOE 000y 10BaHHE, BELIECTBA:
Cpencrsa u3mepeHui:

— Becsl JlabopaTopHble BbICOKOH TouHocTH 1o ['OCT 53228 ¢ makcHManbHON Harpy3Koi
20 unu 200 T

—  Mukpommmpuisl «azoxpom —101», o6semom 1107 em®, TV 25.05-2152-75";
mukpommpuis! MII-10M, o6semom 10-107 em?, TV 2.833.106';

—  kos0BI MepHBIe THIIA 2-50-2, 2-100-2, 2-250-2, 2-500-2, 2-1000-2 (I'OCT 1770-74);

—  nunertky tama 6-2-1, 6-2-2 6-2-5 (F'OCT 29227-91);

CTaHIIapTHLIe O6pa3LIbI IJIsL TIPATOTOBJICHU A TTOBEPOUHBIX PACTBOPOB!

- CTaHapTHBIA oOpa3en cocraa rekcaxyopdensona ['CO 9106-2008.

PactBopurenu:
-~ n300kTad >Tanouubli o 'OCT 1433-83.

2.2. Tlpu npoBeleHHMH NOBEPKH JONMYycKaeTcs HCIob30BaTh apyrue ananoruunnie ['CO,
BCIIOMOTraTeJIbHBIE CPEJICTBA MOBEPKU M CPEJICTBA H3MEPEHHUH C METPOJIOTHUECKUMH XapaKTEPUCTHKAMU
HE XYy’Ke BbILICMPUBEICHHBIX, JONMYIIEHHBIC K NpuMeHeHuI0 B PD B yCTaHOBIIEHHOM MOPSAIKE.

3. TpebGoBaHusi K KBaJIH(PHUKANHH NOBEPHTEIEH

3.1. K npoBeneHHIO MOBEPKM JOMYCKAIOTCS JIMIA, HMEIOILME TEXHHYECKOE O00pa3oBaHHe,
U3y4YUBIIHE PyKOBOJICTBO MO IKCIIYaTALMH XPOMATO-MacC-CIIEKTpoMeTpa (aanee — PD) u METOMKY
NOBepKU. J{ns CHATHS AAHHBIX MU [OBEPKE JIOIYCKAETCs yuacrHe ONeparopos. 00C/1yKHBAIOIIMX
XpOMaTO-Macc-CHEKTPOMETP (MO KOHTPOJIEM 110BEPUTEIS).

: JOIyCKaeTCst TPUMEHEHHE HINIPUIOB APYTUX MPOU3BOAMUTENEH ¢ AHAIOTHUHBIMH

IIapaMeTpamH.



4. YeaoBus nosepku

Ipu npoBeneHNH NOBEPKHU JOJIKHBI ObITH COOMIOAEHBI CI1EYIOLIHE YCIOBUS:

4.1. Temnepatypa okpyxatomero Bo3ayxa ot rnoc 18 no nmoc 25°C.

4.2. OTHOCHTEIbHAS BJIAXKHOCTD OKpYXKaroIero Bo3ayxa (npu 25°C) e 6osee 80%.
4.3. Atmocdepnoe nasienue ot 84 no 106 xlla.

4.4. HanpshxeHue TUTaHUS 2207233 B.

4.5. Yacrora nepemenHoro toka 50 +1 [

S. [loaroroBka K nopepke

5.1. llepen npoBeeHHEM [TOBEPKH JIOJKHBI OBITh BBIIIOJIHEHBI CIEAYIOUINE T0ATOTOBUTENLHBIE
paboThI:
- [PUrOTOBJICHB! [IOBEPOYHBIE PACTBOPHl COMJIACHO ykaszaHumsMm 1. 6.3.1.3 u 6.3.2.1
HaCTOSILIEH METOANKH;
- TpOBEEHA NPOBEPKa FEPMETHUYHOCTH ra30BbIX JIMHUH XPOMATO-MaCC-CIIEKTPOMETPA
cornacHo PD.

6. IIposenenne noBepkH

6.1. Buemnuii ocMoTp 1 onpoOoBaHue

6.1.1. Ilpu npoBeieHUH BHELHHETO OCMOTpA JOJKHO OBITh YCTAHOBJIEHO!
- OTCYTCTBHE MEXaHHMUECKHX NIOBPEKACHUHN KOpIIyCa,
- HEJIOCTHOCTD MOKa3bIBAIOLINX NPUOOPOB;
- YeTKOCTbh MapKHPOBKH.

6.1.2. OnpobGoBanue (camoTecTupoBaHue Npudopa) NPOBOJNTCS B ABTOMATHYECKOM PEKHME
nocjIe BKJIFOUCHUS MUTAHUS. B ciiydae yclielHOro npoxosxieHusl TECTUPOBaHMS Ha JUCIiIee
TOSIBIISIETCSL CTAPTOBOE OKHO MTPOrPaMMbl YIIpaBIeHHst IPHOOPOM.

6.2. IloaTBep>KAEHUE COOTBETCTBUS IPOrpPaMMHOI0 00€eCTeYeHus
6.2.1. OmpeneneHye HoMepa BEpPCUM POrpaMMHOT0 00eCIEHEHHS.

6.2.1.1. OnpeneneHne OCYIECTRIACTCS CIEAYIOLHUM 00pa3oM:
- B IJIABHOM OKHE NPOTPaMMbl B CTPOKE KOMaHJl NIEJKHYTb MbIIbIO Ha Komanae «Help»
(ITomotp). B oTKphIBIIEMCS OKHE IIENKHYTH MBIIBIO 110 cTpoke «About» (O mporpamme), B
pe3yJbTaTe 4ero OTKPOEeTCsl OKHO, B KOTOPOM IpHBEAeHbl HAeHTHpUKanonHoe HazBanue 110 n
HoMep Bepcuu. Komust skpaHa IpHBEACHA HA PUCYHKE | U pucyHke 2.
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Puc.1. OxHo ¢ nnenTuduKannoHHpIMK JanibiMu nporpamMbl MassHunter GC/MS
Acqusition.

NHbopmaums

Contral 2anei

ToavACEaG w ARar s S rnces Ben, 2D

Puc. 2. OxkHo ¢ naeHTU()HUKAUHOHHBIMHI JJaHHBIMH niporpaMmmbl OpenLab CDS.

6.2.1.2. XpoMaro-Macc-CreKTpoOMEeTp CHHTACTCS BhLAEPKABUIMM 110BEPKY 110 1. 6.2.1. ecn
nomep Bepcuu [10 He vmxe B.07.00 anst MassHunter GC/MS Acqusition 1 ne amoxe 2.0 ans
OpenLab CDS.

6.3. OnpeneneHue METPOJIOTHUECKHX XapaKTEPHCTHK
6.3.1. Onpenenenye YyBCTBUTEIbHOCTH (OTHOIIEHHUS! CUTHAI/LITYM).
6.3.1.1. OnpeneneHue BBITOIHIETCS NPY CAEAYIOUIUX YCTOBHAX:
- XpOoMaTo-Macc-creKrpomerpudieckas kononka - HP-SMS (5% ¢enunnmernicnimkon, 30m/0,25
MM/0,25 MKM);
- BUJ HOHH3ALMHU — JIEKTPOHHBIN yaap;
- BROJ [TPOOBI OCYILECTBISIETCS B peKuMe «Oe3 NesIeHHs TIOTOKa»,
-pacxoq raza-Hocutens (reaust) - 1,2 MJI/MHH B pexuMe IOCTOSHHOTO [10TOKa,;
- METOJ BBOJA NMpPOOBI — MyILCUPYIOUIUH (CO3aHUE ITOBLIIIEHHOrO JABJIEHUS B HUCIIAPUTEIIE,
OTHOCHTENILHO JaBJIeHHs B KOJIOHKE, MPH 00bEMHOM IOTOKE B KOJIOHKE 1.2 MJI/MHH);
- AaBneHue B ucrapurene — 175,76 klla (25 psi);
- Temrieparypa ucnapuress — 300 °C;
- Temrniepatypa unrepgeiica MCJ — 250 °C;
- TeMIeparypa UCToYHHKa HoHoB — 230 °C;
- Temmnieparypa kaapynons MCJ[ — 150 °C;
-peXUM NPOrPaMMHPOBAHUs TeMIlepaTypbl TepMocTaTa KosloHok: 45 °C - 2,25 MHH, KOHEUHAas
temneparypa 300 °C — 0 Mus; ckopocts Harpepa 40 °C/Mun.
- PEXMM CTaHIAPTHOTrO ckaHupoBaHus Macc oT 50 1o 350 a.e.m.
- 33JIEp>KKa XpOMaToOrpaMMBI - 5 MHHYT;
-aBTOMAaTHUYECKUH BLIOOp 00JaCTH 11yMa;
-o6nacTs myma — 0,5 MUHYT;
- Bua wwyma — RMS;
- CHTHAJI — BBICOTA MHUKA.

6.3.1.2.  OmpenesieHne OTHOUIEHHS CHUTHAN/IIYM TNPOBOAMTCS Nocie Tnporpesa mnpubopa u
npoBesieHHst apToMaTHyeckoit HacTpoiiku MCJL.

6.3.1.3.  Jl1g omnpeneneHuss OTHOUIEHHS CHIHA/IIYM HCIIOJb3YETCH KOHTPOJIbHBIH pacTBOp
reKcax;J0pOeH301/H300KTaH ¢ KOHIEHTpaluelt rexcaxiopbensona 10 mxr/n (10 nr/mm?). Meroauka
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IIPATOTOBJIEHUS] KOHTPOJIBHOIO pacTBOpa NpHUBEAECHA B TPHJIOXKEHMH A K HacTosuled nporpamme
UCIIBITaHUH.

6.3.1.4. O6beM BROAUMON mpoGhl — 1 Mm.

6.3.1.5. Beectst npoOy B HHXKEKTOP MHKPOIINIPULIOM (1OITYCKAETCS MCNO/1b30BaTh aBTOCAMILIED) H
C HOMOLUBIO ITPOrpPaMMHOI0 00eCnedeH s OIIPEAETUTh OTHOLIEHHE CHIHAI/LIYM 0 HOHY 1o m/z 283,8.
PesynpraTt onpenenenus OyaeT BBIBEJICH B CYMMapHOM panopre pe3ynbratos. [lopsiiox neAcTBUH TIpH
ONPENENICHUY YKA3aH B IIPUJIOKEHUN A K HACTOALUEH METOIUKE.

6.3.1.6. [eiicteus, ykaszaHusle B II. 6.3.1.5 BBINOJHUTS elle 4 pa3a.

6.3.1.7. 3a 3Haue€HWE OTHOIUEHUS CHUTHA/IIYM TNPUHHMAIOT HAMMEHbIIEee 3HAueHWe M3 psja
3HAYEHHH, I10JIy4EeHHbIX NIPH BLINOJAHEHUH 11. 6.3.1.5 n 1. 6.3.1.6.

6.3.1.8. Pesynbrarel moBepkud 1o 1m.6.3.1 CUMTAIOTCS MOJOXHUTEILHBIMH, €CIM  OTHOLLEHHE
CUTHAJI/IIyM, onpeeneHHoe B 1. 6.3.1.7, He MeHee 3HAa4YeHUH, yKa3aHHBIX B Tabnuie 2.

Tabnuna 2
Mopesnb npubopa: OTHOWIEHUE CUTHAJY LIYM
-mozenb 5977B GC/MSD ¢ typ6oMOeKyISpHBIM HACOCOM H
BBICOKO3()EKTHBHBIM HOHHBIM HCTOYHHKOM 600:1
-mozenb 5977B GC/MSD ¢ Typ6oMOIEKyISpHBIM HACOCOM M
MOHHBIM UCTOYHHUKOM C 3KCTPAKIIMOHHOHN JTHH301 300:1

-mozenb 5977B GC/MSD ¢ typboMoneKynsipHbIM HACOCOM HJIH
¢ IM(pPY3MOHHBIM HACOCOM M CTAHJAPTHBIM HOHHBIM
MUCTOYHUKOM 100:1

6.3.2 Onpenenenne otHocuTensHoro CKO BeIxoaHoOro curuana

6.3.2.1. Onpenenenne CKO npoBoasT 10 KOHTPOJIBHOMY PacTBOPY rekcaxiopOeH30/H300KTaH ¢
MAcCOBOH KOHIleHTpamuel rexcaxiopbenzona 100 mxr/n (100 nr/mM?®). MeToanka IpHTOTOBJIEHNS
KOHTPOJIBHOT'O PacTBOpa IPUBEIEHA B IPUJIOKEHUH b K HACTOsIILEN METOIMKE TTOBEPKH.

6.3.2.2. YcnoBusi, Ipu KOTOPBIX IPOBOJIATCS ONpeaeieHus!, ykazansl B 1. 6.3.1.1.

6.3.2.3. O6beM BBOIMMON NPOGHI — 1 MM,

6.3.2.4. llocnenoBarensHO BBeCTH NpoOy B HHXEKTOP MHKPOLIIPHIIOM (romyckaercst
HCIIOIB30BAaTh  aBTOCAMILIEp), 3apUKCHpPOBATh BpeMsl  yIEPKHMBAHUS M IUIOMEAb  [MKa
rexcaxyiopben3ona. [loBTOpSIOT oOmepanMio HECKOJNBKO pa3 0 MNOJYYEHHUsS MSTH JOCTOBEPHBIX
usmepeHui. [lpn 3TOM HENOCTOBEpHBIE pE3yNbTAThl H3MEPEHHIl, KOTOpPBIE MOKHO OLEHHTh Kak
BbIOpockI (em. [OCT P MCO 5725-1-2002, n. 3.21 u TOCT P 8.736-2011), orOpaxoBbIBatoTcss U He
YYMTBIBAIOTCS B pacueTax. B ciayuae oOHapyxeHuss BBIOpOCOB NpPOBOAAT HEoOXoaHMoOe
JOMOJTHATENIFHOE YUCII0 u3MepeHui. [lopsinox nefcTBrE npu onpeneseHHy yKa3aH B IPUIOKEHUU A K
HACTOSLIEH METOJIMKE.

6.3.2.5. C mnomompio mporpaMMmHoro obecrnedeHus onpenenuts otHocutensHoe CKO
BBIXOJ(HOTO CHTHAJIA [0 TUIOLWAJH ITHKa ¥ BPEMEHM yIACPKHBAHHUS.

6.3.2.6. Bo3moxno nposectu pacuet CKO Bpyunyio no gopmyse:

N—-N_)*
jZ=1< B . 0

n—1

rae: N — cpenHee apu(MeTHUECKOE PE3YIbTaTOB N- U3MEPEHHH;
N — k-e 3rauenye pesynbrata H3mepenui;
N — YKCI0 U3MEPEHUH.
JlanHble 1718t py4HOTO pacyera Oepyrest U3 CyMMapHOro paropTa pe3y IbTATOB H3MEPEHHUH.



6.3.2.7. Pe3ynpTaTs! MOBepKH 1O 11.6.3.2 CYKTAIOT IIOJIOKHUTEILHEIMH, €CIIH 3HAYCHHUE
ornocurensroro CKO BrixoaHoro curnasia He npessimaer 8.0 % o miomanu nuka u 3,0 % 1o
BPEMEHHU YIEPKUBAHUS.
7. Odopmienne pe3yabTaToOB HIOBEPKH

7.1. Tlo pesynpraTam IOBepkH OGOPMISETCS IHPOTOKOJ, peKoMeHayemas (opMa KOTOpPOro
ykasana B IIpunoxennu B.

7.2. Xpomaro-Macc-ClieKTPOMETPBI, YAOBJICTBOPSIONIHE TPpeOOBAHUSAM HACTOSIIEH METOJHKH
TIOBEPKH, NPU3HAIOTCS TOJHBIMH.

7.3. Ilpy nNONOXHUTENBHBIX pe3yjbTaTaX MNOBEPKH OQOPMISCTCS CBUIAETENBLCTBO O IOBEPKE
YCTaHOBJICHHOH HOPMEL.

7.4. Xpomarto-Macc-CleKTPOMETPBI, HE YI0BAETBOPSIOIINE TPEOOBAHUSIM HACTOSIICH METOIHKH,
K JaJIbHEHIIEH SKCIUTyaTallMd HE JOMyCKAIOTCS M Ha HUX BbLIACTCS U3BEIIEHUE O HETIPUTOTHOCTH.



[Ipunoxenne A

Tlopsnox neHCTBUH 1O MOTYYEHHIO OTYETA C UCITOJIL30BAHHEM IIPOrPAMMBbI

MassHunter /Qualitative Analysers :
- Open Data Files (3arpysxaem TpeGyeMble CUTHAIBI).
- Calculate signal-to-Noise-Hiht-AutoRMS- Automatic noise region detection- Noice region boundary
(start time 0 min, end time 10 muH, noise region width 0,0 min) - (paccunThIBaEM OTHOIIEHHE
CUTHA/LIYM)
- Configuration-Chromatogram Display Option-Peak labels Retention Time/Area (BbIBOIMM J@HHBIE O
BPEMEHH YIEPXKHUBAHUS U IJIOMIAM Ha SKPaH)
- BHOCHM JIaHHBIE B CBOJIHBIH oTueT Excel:

RT Area Heigth
7,656 186666,11 179413,28
7,649 194948,10 176488,50
7,649 191410,43 170336,48
7,649 195038,88 169851,99
7,649 194015,03 170894,15
Average 7,65 192415,71 173396,88
SD 0,00 3532,72 4299,74
RSD 0,04 1,84 2,48



[Ipunoxenue b
Meronnka npUroTOBIEHHS KOHTPOJIBHBIX PACTBOPOB
1. Cpencrsa u3mMepeHni, MaTepUasIbl U PEAKTHBELI

1.1. CranpaprHbiil 06pasern cocraBa rekcaxiaopbenszona I'CO 9106-2008.

1.2. U3ookran stanonnsit mo [[OCT 1433-83.

1.3. Becpl ananuTHYECKHE, CIEUHATIBHOTO KJTacca TOYHOCTH, C IPeenoM B3BemuBanus ot 20 1o
210 1, norpewrHocTh B3BemuBanus + 0,0005 r.

1.4. KonGbr meprbie BMecTUMOCTBIO 100 1 1000 cM? ¢ nputepToit npo6Koit 2-0ro Kiiacca TOUHOCTH
no 'OCT 1770-74.

1.5. IMunetxu BMectumocTsio 1,0 1 10,0 em? 2-ro knacca rounoctu o FOCT 29228-91. FOCT
29169-91.

2. Ilpouemypa NpHUrOTOBIEHUS KOHTPOJIBHBIX PACTBOPOB

2.1. Ilpurorosnenue pactBopa 10 mr/i ( pactBop «A»)

2.1.1 PacTBOp roTOBAT 0OBEMHO-BECOBBIM CIIOCOBOM.

2.1.2. Ha ananuTiueckux Becax B3BemnBaroT 10 Mr rekcaxiopoensona.

2.1.3 Hasecky nepenocst B konby smecturenbroctsio 1000 vt (2 k., TOCT 1770) sanonuensyro
npubnusuTensHo Ha 700 MIT H300KTaHOM,

2.1.4. loBoaat obbeM cmecu B Koitoe 10 merku 1000 M1 M300KTAHOM.

2.1.5. Tlony4yennsiit pactBop “A” HMEET MaCCOBYIO KOHIIEHTPALIMIO KOHTPOJILHOrO BemtecTra 10

MI/J.

2.1.6. Pacteop «A» ¢ MaccoBoit koHUeHTpanued 10 Mr/i rekcaxiopbensoa HCnomb3yeTcs Uis

NPUTOTOBIIEHHUS KOHTPONBHBIX pacTBopoB 10 Mkr/n (10 mr/mm?) 1 100 MKr/i MeToOM

OCJIE0BATEILHOTO 00BEMHOTO pa3daBIeHUsI K300KTAHOM ( TIpH HeOOXOAMMOCTH B AABA 3Tana).

2.1.6.. KonuaecTBo pacTBOPUTENs, HEOOXOANMOE 115l [I0Ty4eH s PacTBopa Tpedyemoit

KOHIIEHTPALMH, BBIYUCIAIOT HCIONB3Ys CACAYIOMYIO (opMyIly:

C=C,r 7~ (5.1)

rie Coi -NEHCTBUTENLHOE 3HAYEHHE KOHIICHTPAIMH KOMITOHEHTA B PACTBOPE, HCIOIL3YEMOM B
Ka4eCTBE MCXOAHOTO JJIsi pa3baBIeHus MI/aM’.

Voi -00bEM pacTBOpa, HCIOJIB3YEMOM B KAYECTBE HCXOAHOTO /IS pa3OaBiIeHus.
Vi -061mit 06beM npurotosiennoro pactsopa (1000 cm?).
C1i- pacueTHas (TpebyeMas) KOHIEHTPALMs KOMIIOHCHTA B KOHTPOJILHOM PacTBOpE.



[Mpunoxenne B

IMPOTOKOJI
Xpomaro-macc-cexrpomep 5977B GC/MSD
3AB.Ne
Hpnuagaexur WHH

Ilosepka nposenena no :
MeToauke NoBepkH

MBH

Cpencrsa nosepku

YcnoBus noepku
Temmnepatypa okpyxatomiero Bozayxa, °C

OTHOCHTENbHAS BIAXHOCTh OKPYXKAIOUIEro BO3AyXa
AtMoceprHoe nasnenue, klla

BHewrHuii ocmotp

OnpobGosanue

ITposepka coorBercTBUs [10

Onpeaeﬂen HEC OTHOUICHNUS CH l‘llaﬂ/[llyM

Ne u3mepenus PesynbTar onpenesenns npeaena Honyckaemoe 3natienne OTHOLICHHS
OTHOUIENNH CHTHAJ/IIYM cHrHAN/lyM, He MeHee
1.
2.
3.
4.
5.

Onpenenenne ornocurensnoro CKO Boixoanoro eurnana (S;)

Ne usmepenns Bpems ynepxusanuus (t) ILlaowane nuka (S)

1.

(LN N AV R | (O]




PesyabTarsl pacuera ornocurensnoro CKO Buixoanoro cnrnada (1o njiomann MUKa)

Honyckaemoe 3nauenue (S,), %, ne Gonee

Pesyabrar onpenenenust 3uauenus (S;), %

PesyabraTer pacuera otnocuresnsnoro CKO Brixoanoro curnana (o Bpemenn YAepHKHBAHUR)

Jdonyckaemoe 3nauenue (S,), %, ne 6oace

PesyabraT onpenenenust snauenns (S,), %
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