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Hacrosiiasi MeToMKa MOBEPKH PaclpoOCTPaHSETCs HAa XpOMAaTO-Macc-CIEKTPOMETPBI ra30Bble
5977B GC/MSD (nanee — XpoMaro-mMacc-CIIeKTPOMETPhI) M yCTAHABIMBAET METOJB! M CPEACTBA MX
[IEpBUYHON MOBEPKH (10 BBOJA B IKCIUIYaTallMIO HJIM 110CJIE PEMOHTA) U NEPHOANYECKOH MOBEPKH B
npoiecce KcrUtyaranny. Mutepsan mexay nosepkamu | roj.

1. Onepaunn nosepku

1.1 Tlpu npoBeneHUH OBEPKH TOKHBI BBIIOTHATHCS ONEPALMHM, YKa3aHHbIE B Ta0J1. 1.

Tabavua |
O0s3aTesIbHOCTD
N . Howmep [Iposenenus
HanmenoBanue onepauvi
n/ IIYHKTa JI0 BBOJIA B
1 METOJMKU 3KCIUTyaTaltio B 3KCIUTyaTalllH
¥ [10CJI€ PEMOHTA
1. | IloaroroBka K IoBepke 5 Ja Ja
2. | BHemuui ocMOTp ¥ onpoboBaHue 6.1 Ja Ja
3. | IIposepka coorserctus [1O 6.2 Ja na
OnperiesieHHE METPOJIOTHIECKHX
4. b P 6.3 Ja aa
XapaKTEPUCTHK.

2. CpeacrBa noBepku

2.1. Tlpm npoBeneHMM TIOBEPKH UCIOJB3YIOTCS CIEAYIOU(HME CPENCTBA H3MEPEHMHH,
BCIIOMOTraTesIbHOE 000py I0BAHME, BEILECTBA:
Cpencrsa U3MEpPEHUH:

— Becsl 1abopaTopuble BbIcOKOH TouHocTH 1o ["OCT 53228 ¢ MmakcHManbHOH Harpy3xkoi
20 wim 200 1

—  Mukpommpuiisl «azoxpom —101», o6semom 1107 em®, TV 25.05-2152-75";
mukpoumnpuisl MII-10M, o6semom 10103 em?®, TY 2.833.106';

— Kkonber MepHble THNa 2-50-2, 2-100-2, 2-250-2, 2-500-2, 2-1000-2 (I'OCT 1770-74);

— nunetky tumna 6-2-1, 6-2-2 6-2-5 (I'OCT 29227-91);

CrannapTHble 00pa3ibl [UTst IPUTOTOBJIEHHS IOBEPOYHBIX PACTBOPOB:

- CTaHApTHBIH oOpasen coctara rekcaxyopdensona I'CO 9106-2008.

Pactropurenu:
— wn3ookTad dtanonnsli o 'OCT 1433-83.

2.2. Tlpy npoBeneHHM IMOBEPKH JOMYyCKaeTcs WHCIONb30BaTh apyrue ananoruunsie ['CO,
BCIIOMOraTeIbHBIE CPEJICTBA MOBEPKH M CPEACTBA U3MEPEHUH C METPOJIOTHUECKUMH XapaKTEPUCTHKAMH
HE XY)X€ BBIIICNPUBEAEHHBIX, JONYUIEHHbIE K IPUMEHEHHUIO B PQ B yCTAHOBJIEHHOM TOPSJIKE.

3. TpebGoBaHusi K KBaJIM(PUKANHH NOBCPHUTEICH

3.1. K npoBeneHHIO MOBEPKH JOMYCKAIOTCS JIMIA, HMEIOIIME TEXHHYECKOEe 0Opa3oBaHHMe,
M3y4nBIIHe PYKOBOACTBO 110 3KCILIyaTallMy XpoMaTo-macc-crekrpomerpa (aanee — PD) u meTonuky
noBepku. [ CHATHS AaHHBIX IIPU  TIOBEPKE JOIYCKAETCs YUacTHE OIEepaTopoB. 0OC/IYKUBAIOLIKX
XpOMaTO-Macc-CeKTPOMETP (MO KOHTPOJIEM IIOBEPUTEIS).

! HOITYCKACTCA TIPpUMEHCHHUE THIIPHIIOB APYTHX HpOI/I3BOIII/IT€II€I71 C aHAJIOTMYHBIMH

napameTpamH.



4. YeaoBus nopepku

[Tpu npoBeaeHUH NOBEPKHU JOJIKHBI ObITH COOMOAEHBI CIEAYIOLIHE YCIOBHS:

4.1. Temnepatypa okpy»xaroliero Bosayxa ot rumoc 18 no nmoc 25°C.

4.2. OtHOCUTENBHAS BJAXXHOCTEL OKpYxKatouero sozayxa (npu 25°C) ne 6onee 80%.
4.3. Atmochepnoe napnenue ot 84 no 106 lla.

4.4. HanpspkeHue IUTaHus 22072253 B.

4.5. Yacrora nepemenHoro toxka 50 +1 I'm.

S. [loaroroBka K noBepke

5.1. Tlepen npoBeaeHHEM TTOBEPKH JOJKHBI ObITh BBITIOJIHEHBI CIEAYIOLIME NIOATOTOBUTENLHbIE
paboTs:
- NPUrOTOBJICHBI MTOBEPOYHbIE PACTBOPbl COMJIACHO ykaszaHusiM 1. 6.3.1.3 u 6.3.2.1
HACTOSLIEH METOAUKH;
- TpOBejEHA IPOBEPKa repMETHYHOCTH Ta30BbIX JIMHUH XpOMATO-MaCC-CIIEKTPOMETpPa
cornacHo PD.

6. [Iposenenne noBepku

6.1. Buemnuit ocMoTp U onpoboBaHue

6.1.1. IIpu npoBeeHUH BHEIIHETO OCMOTPa J0JKHO ObITh YCTAHOBJIEHO!
- OTCYTCTBME MEXaHMUYECKHX ITOBPEKACHUH KOpIyca,
- LENIOCTHOCTD MOKa3bIBAIOLIUX IPHOOPOB;
- YeTKOCTb MapKUPOBKH.

6.1.2. OnpobGoBanue (camoTecTUpOBaHUE NPUOOpa) IPOBOAUTCS B ABTOMATHYECKOM PEKUME
MOCJIe BKJTIOUEHUS! TUTaHUs. B cilyyae yClemHoro NpoxXoxaeH!st TECTUPOBAHMSI Ha JINCILIEE
TIOSIBJISIETCS] CTAPTOBOE OKHO MPOrpaMMbl YIIpaBJIeHHs! TPUOOPOM.

6.2. IloaTBepxI€HUE COOTBETCTBUS IIPOTPaMMHOr0 obecnedyenus
6.2.1. OnpeneneHue HoMepa BEPCUH NTPOrpaMMHOT0 00eceueHHs.

6.2.1.1. OnpeneneHue OCyLUIECTBASAETCS CIEAYIOLUM 00pa3zoM:
- B IJIABHOM OKHE IIPOrpamMMbl B CTPOKE KOMaHJ IIETKHYTh MbIIbLIO Ha KomaHae «Helpy»
(IToMo1s). B OTKpBIBIIEMCST OKHE LIEIKHYTh MBIIIBIO 110 cTpoke «About» (O mporpamme), B
pe3yJbTaTe Yero OTKPOETCs OKHO, B KOTOPOM MpHBeieHb! HaeHTHHKannonHoe Haspanue [10 u
Homep Bepcuu. Komust okpaHa TpUBeAeHA HA PUCYHKe | ¥ pucyHke 2.

MassHunter GC/MS Acquisition

Enhanced Made: MassHunter Date Analyss

MassHunter GC/MS Aequisition B.07.02 2267 220ct-2018

Copyright  1525-2712 Agilent Tachnologies, Inc.

Memery fartualy 2220E2 KE Free

Disk Space on v 4152082 MB Free




Puc.1. Okno ¢ uneHtudukanronusiMu aanubiMu nporpammsl MassHunter GC/MS
Acqusition.

NHbopmaums

Cantrol 2anel
TigHens yNpas!

Repomar 11 {Coc

ToavACEaG w ARar s S rnces Ben, 2D

Puc. 2. OkHo ¢ naeHTHhUKaNMOHHBIMY lanHbIMK ntporpammsl OpenLab CDS.

6.2.1.2. XpomarTo-Macc-CleKTPOMETP CUUTAETCS BbIEPKABIIUM 1IOBEpKY 110 M. 6.2.1, eciu
nomep Bepeuu I10 He Hike B.07.00 nns MassHunter GC/MS Acqusition u ve vixe 2.0 ans
OpenLab CDS.

6.3. OnpeneneHue METPOJIOTHUECKUX XapaKTEPUCTHK
6.3.1. Onpenenenyie YyBCTBUTEIBHOCTH (OTHOLIEHUS CUTHAI/LIYM).
6.3.1.1. OmnpenenieHue BBINOIHAETCS MPH CIAEAYIOUIUX YCIOBUAX:
- XpoMaTo-Macc-creKkTpomerpuueckas kostonka - HP-SMS (5% ¢ennnmernicnnukon, 30m/0,25
MM/0,25 MKM);
- BUJ MOHU3ALUYU — JIEKTPOHHBIH ynap;
- BBOJI POOBI OCYUIECTBIISIETCS B peXXuMe «0e3 AesIeHHs! TOTOKay;
-pacxoj raza-Hocurens (reaust) - 1,2 MI/MHH B peXHUMe MTOCTOSHHOIO NOTOKAE;
- METOJ BBOJA MpoObl — MyILCUPYIOLIHUH (CO3aHUE MOBBIIIEHHOrO JABJIEHUSA B UCTIAPUTEIIE,
OTHOCHUTEJILHO JaBJIEHHs B KOJIOHKE, NP 00bEMHOM MOTOKE B KOJIOHKe 1.2 MiI/MUH);
- naBjieHue B ucnaputese — 175,76 klla (25 psi);
- Temneparypa ucnapuresst — 300 °C;
- Temneparypa untepgeiica MCJ1 — 250 °C;
- TeMIeparypa ucrouynuka noHoB — 230 °C;
- remrieparypa kBaapynons MCJI — 150 °C;
-peXXUM TIPOrpaMMHPOBaHUS TEMIIEPaTyphl TEPMOCTATa KOJIOHOK: 45 °C - 2,25 MuH, KoHeuHas
temneparypa 300 °C — 0 MuH; ckopocTs Harpesa 40 °C/muH.
- PEXUM CTaHIapTHOro ckanupoBaHus Macc oT 50 1o 350 a.e.m.
- 3a/IepKKa XpOMaTorpaMMbl — 5 MUHYT,
-aBTOMaTHUECKHH BBIOOp 00J1acTH IyMa,
-obnacts wyma — 0,5 MUHYT;
- BuJ myMa — RMS;
- CUTHaJI — BBICOTA MHKA.

6.3.1.2.  Omnpenenenne OTHOIIEHHUS CUTHAN/IIYM TPOBOAMTCS TMocie TnporpeBa mnpubopa u
npoBeieHUs aBToMaTiyeckoi HacTpoiky MCJI.

6.3.1.3. [Jlns ompeneieHus OTHOLIEHHS] CUTHaI/LIYM HCIOJB3YETCS KOHTPOJIBHBIH pPacTBOp
rekcax;IopGeH30/H300KTaH ¢ KOHIeHTpanueil rexcaxnopberszona 10 mxr/n (10 nr/mm?®). Meroauka
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TIDUTOTOBJIEHUS] KOHTPOJILHOTO pacTBOpa IpPUBEACHA B INPHJIOXKEHUM A K HacTosLIeH Iporpamme
UCIIBITAHUH.

6.3.1.4. O6BeM BBOAUMOM TPoBHI — 1 MM,

6.3.1.5. Beectr npo0Oy B HHIKEKTOP MHKPOLINPHULIOM (J1011yCKAETCs HCII0!1b30BaTh aBTOCAMILIED) U
C MOMOILBIO TPOrPaMMHOT0 00€CTIeYEeHH s OTIPEAE/IUTh OTHOLIEHHE CHTHAN/LIYM 0 HOHY o m/z 283.8.
PesynbraT onpenenenus OyaeT BBIBEAECH B CYMMapHOM parnopTe pe3yJbTaToB. [Topsiaok aeicTBuit npu
OINpElENIeHUH YKa3aH B IPUJIOKEHUH A K HACTOSILIEH METOIUKE.

6.3.1.6. [lefictBusi, ykasaHHble B 1I. 6.3.1.5 BRINOJHUTH elle 4 pa3a.

6.3.1.7. 3a 3HauceHHE OTHOWICHHS CHUTHAI/UIYM TpPHHUMAIOT HaMMEHbIIEEe 3HA4YCHHE M3 psla
3HAUEHHH, MTOJIyYeHHBIX [IPH BbINOJAHEHUU I1. 6.3.1.5 1 m. 6.3.1.6.

6.3.1.8.  Pesynbrarel moBepku 10 1.6.3.] CUMTAIOTCS MOJOXKHUTENLHBIMH, €CITH  OTHOIUCHHE
CHTHAI/LIYM, OIpeJieNieHHoe B 11. 6.3.1.7, He MeHee 3HaueHHH, yKa3aHHBIX B Tabiuie 2.

Tabnuna 2
Moaens npubopa: OtHoweHre CurHajl/ uym
-mozens 5977B GC/MSD ¢ TypOoMOEKy IS PHBIM HACOCOM U
BBICOKO3(EKTHBHBIM HOHHBIM HCTOUHHKOM 600:1
-mozens 5977B GC/MSD ¢ TypOoMosieKyISIpHBIM HACOCOM H
MOHHBIM HCTOYHUKOM C 3KCTPAKIIMOHHOH JIMH30H 300:1

-mozenb 5977B GC/MSD ¢ Typ6oMOIeKyISIPHBIM HACOCOM HJIH
¢ IM(PPY3MOHHBIM HACOCOM M CTAaHAAPTHBIM HOHHBIM
MUCTOYHHUKOM 100:1

6.3.2 Onpenenenune otHocuTensHoro CKO BeixoaHOro curnana

6.3.2.1. Onpenenenne CKO npoBoasT 10 KOHTPOJIBHOMY PacTBOPY rekcaxjiopOeH30J1/H300KTaH ¢
MaccoBO# KOHIEHTpanued rexcaxyiopbensona 100 mxr/n (100 nr/mm?®). MeToanka NpHroTOBIEHUS
KOHTPOJIBHOTO PacTBOpa MPUBEACHA B IPHIOKEHHH b K HACTOsILEN METOIMKE TOBEPKH.

6.3.2.2. YcnoBus, Npy KOTOPLIX MPOBOAATCS ONpeaesieHus], ykadaHsl B 1. 6.3.1.1.

6.3.2.3. O6beM BBOAUMON NPOGHI — 1 MM,

6.3.2.4. TlocnenoBatensHO BBECTH NpoOy B HMHKEKTOP MHKPOILLINPHUIIOM (romyckaercst
HCIIONB30BAaTh  ABTOCaMIUIep), 3aUKCHUpOBaTh BpeMs  YAEPXKHBaHHUs M IUION@AbL KA
rexcaxyiopdenszona. IloBTOPSIOT oOmnepanvio HECKOJBKO pa3 [d0 MOJY4EHHs! MSTH JOCTOBEPHBIX
n3MepeHui. Ilpm 3TOM HENOCTOBEpHBIE pPE3yNbTaThl M3MEPEHHUH, KOTOPBIE MOMKHO OLIEHHTh Kak
BeIOpockl (cM. [TOCT P MCO 5725-1-2002. n. 3.21 u T'OCT P 8.736-2011), oTOpakoBbIBalOTCS U He
YUUTBIBAIOTCS B pacueTax. B cmydae oOHapykeHHs BbIODOCOB IPOBOJST HEOOXOAMMOE
JOTIOJIHUTENIbHOE YUCIIo U3MepeHUH. [lopsaaok neHCTBHI Ipy onpeneseHny yKasaH B IIPHIIOKEHUHN A K
HACTOSILIEH METOIUKE.

6.3.2.5. C 1nOMOIBIO MpPOrpaMMHOTO oOecreyeHust onpenenuTh oTHocuTenbHoe CKO
BBIXOJ[HOTO CHTHAJIa MO IOy MUKa ¥ BPEMEHH YACPKUBAHHUS.

6.3.2.6. Bosmoxno mnposectu pacyer CKO Bpyunyto no gopmyie:

Zwomr M)

n—1

rae: N — cpenHee apu(MeTHUECKOe pe3yIbTaTOB N- U3MEPEHUIH;
N — k-e 3raueHye pesynbraTta H3MepeHui;
N — YKCTI0 U3MEPEHUH.
JlaHHble 17151 pyyHOTo pacueta Oepyrcst U3 CyMMapHOro paropTa pe3y/ibTaTOB H3MEPEHHUH.



6.3.2.7. Pe3ynpTaTsl MOBEpKU 10 11.6.3.2 CYUTAIOT MOJIOKUTEILHLIMH, €CJIN 3HAYEHHUE
otHocutenbHoro CKO BrixonHoro curnasia He npessimaer 8.0 % nmo mromann nuka u 3,0 % no
BPEMEHH YAEP >KHBAHHUSI.
7. Odopmaenne pe3yabTaToB IOBEPKH

7.1. Tlo pe3ynbraraM MmoBepkH OGOPMISETCS MPOTOKOJ, peKoMeHayemas (opMa KOTOpPOro
yka3ana B [Ipunoxenun B.

7.2. Xpomaro-Macc-CneKTpOMETPbI, YAOBIETBOPSIONIHE TPeOOBAHUSAM HACTOSIIEH METOAHKH
NOBEPKH, NPU3HAIOTCS TOJHBIMH.

7.3. Tlpu mONOXKUTENBHBIX pe3ydbTaTaX MOBEPKH O(GOPMIISETCS CBHIACTEIBCTBO O IOBEPKE
YCTaHOBJIEHHOH (hOpPMBEL.

7.4. XpoMaro-Macc-CeKTpOMETPBI, HE YAOBIETBOPSIONIHE TPeOOBAHUSAM HACTOSILEH METOMHKH,
K JaJIbHEHINEH KCITyaTaluy He JOMYCKAKOTCS U HAa HUX BBIAAETCS U3BELIECHHE O HEMPUIOJHOCTH.



Hpunoxenne A

[Topsnox neHcTBUH 110 ITOTYYEHHIO OTHYETA C UCIIOJIL30BAHUEM IIPOrPAMMBI

MassHunter /Qualitative Analysers :
- Open Data Files (3arpysxaem TpeGyeMble CUTHANDI).
- 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) - (paccYnThIBaEM OTHOIIEHHE
CUTHA/IIIYM)
- Configuration-Chromatogram Display Option-Peak labels Retention Time/Area (BBIBOIMM JaHHBIE O
BPEMEHH yJEPXKUBAHMS U IIOMIAH Ha SKPaH)
- BHOCHM JIaHHBIE B CBOJHBIN oTyeT 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



[Tpunoxenue b
MeTtonnka npuroToOBIEHUS KOHTPONBHEBIX PAaCTBOPOB
1. Cpencrsa H3mMepeHuit, MaTepUalIbl ¥ PEAKTHBBI

1.1. CranmaprHblit o6paser cocraa rexcaxyopbenszona I'CO 9106-2008.

1.2. U300xTan stanondsn no F'OCT 1433-83.

1.3. Becpl ananuTHYeCKHe, CIEHATILHOTO KJ1acca TOYHOCTH, € NPeaenoM B3emuBanus ot 20 1o
210 r, norpemHocts B3BemuBanus + 0,0005 r.

1.4. KonGeI meprsie BMecTuMOCTbIO 100 1 1000 em® ¢ puTepToii npofKoit 2-0ro Knacca TOYHOCTH
no ['OCT 1770-74.

1.5. Munetxu BmMectumocTtbio 1,0 1 10,0 eM? 2-ro knacca rounocty no FOCT 29228-91. TOCT
29169-91.

2. Ilpouenypa NpUroTOBIEHUS! KOHTPOJILHBIX PACTBOPOB

2.1. IlpuroTtoBnenue pactBopa 10 mr/i ( pacTBop «A»)
2.1.1 PacTBOp roToBAT 00BEMHO-BECOBBIM CIIOCOBOM.

2.1.2. Ha ananuTryeckux Becax B3BemHuBaloT 10 Mr rexcaxyopOensona.
2.1.3 Hagecky nepenocsr B konby BMecTHTe1bHOCTIO 1000 M1 (2 xi1., TOCT 1770) 3anmonHeHRy0
npubiu3uTensHo Ha 700 MIT H300KTaHOM.

2.1.4. HoBoasaT o6rem cmecu B xode 10 meTku 1000 M H300KTAHOM.

2.1.5. TlonyyeHnpit pacTBop “A” HMEET MAaCCOBYIO KOHIIEHTPALIMIO KOHTPOJILHOrO BentecTna 10
MI/]1.

2.1.6. PactBop «A» ¢ MaccoBoit koHUenTpauyed 10 Mr/i rekcaxiopbensona HCnomb3yeTcs s
NPUTOTOBJICHHS] KOHTPONLHBIX pacTBopoB 10 mMkr/n (10 nr/mm?) 1 100 Mxr/n MeTogoM
OCJIEI0BATEILHOTO 00BEMHOrO pa3dasIeHUs H300KTaHOM ( P HEOOXOAUMOCTH B IBa 3Tala).
2.1.6.. KonaecTBO pacTBOpUTENIs, HEOOXOAUMOE [Isi [10/Ty4eHHs PacTBopa Tpedyemoit
KOHLIEHTPAIMK, BBIYUCIAIOT HCIONB3Ys CAEAYIOMYI0 (GopmyIy:

C,=C, - (5.1)

rae Co; -A€ACTBUTENLHOE 3HAYEHHE KOHLIEHTPALIMH KOMIIOHEHTa B PACTBOPE, UCIOIL3YEMOM B
Ka4ecTBE HCXOAHOTO JUIst pa3baBIeHHs MI/aM?,

Voi -00beM pacTBOpa, HCIOIb3YEMOM B KAYECTBE HCXOIHOTO ISt pa3baBieHus.
Vi -06uwmit 06bem npurotosnennoro pacrsopa (1000 cm?).
C1i- pacuetHas (Tpebyemas) KOHLEHTpALMs KOMIIOHEHTA B KOHTPOJILHOM PacTBOpE.



[Tpunoxenue B

MPOTOKOJI
Xpomaro-mace-cnekrpomep 5977B GC/MSD
3AB.Ne
Ipunannexur UHH

IToBepka nposeacna no :
MeToauke TOBEpKH

MBH

Cpeacrsa nosepku

YenoBusa nosepku
Temnepatypa okpyxatouiero Bozayxa, °C

OTHOCHTENDBHAA BIAXHOCTh OKPYXKAFOLIETO BO3AyXa
AtMocdepHoe nasnenue, klla

BHewrnuii ocmoTp

OnpoGoBanue

ITpoBepka coorBercrBus I10

Onpeaencnne oTHOUICHHSI CHIHAN/LIYM

Pesyabrar onpegenenns npeaena | Jlonyckaemoce 3na4cHue OTHOUICHUS

Ne uzmepenus
OTHOUIEHHSI CHTHAJ/UIYM CHIHAJ/LIYM, He MeHee

NG 0D [

Onpenenennc ornocureannoro CKO Beixognoro curnana (S;,)

Ne m3mepenus Bpemsi yacpsxusanus (t) ILromans nuka (S)

(PN SN QUSRI NS 3




PesyabraTsr pacuera ornocureannoro CKO shixoanoro curnana (o niaomaam HKAa)

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

PesyabraT onpenenenust 3nauenus (S,), %

Pesyanraret pacuera ornocurensnoro CKO Bbixoanoro eurnasna (o spemMennu YAepKHBAHHS)

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

PesyabTar onpeaenenust 3nauenus (S,), %
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