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Hactosmas Meromuka pacmpocTpaHseTcss Ha — Xpomarorpadsl  KHIKOCTHBIE
«Chromaster» (nanee — xpomatorpadsr) dupmsl «Hitachi High-Tech Science Corporationy,
SAnonus, U ycTaHABIHBAET METOAUKY MX MEPBHYHON H NEPHOIHYECKOM MOBEPKH.

Meroauka pacnpocTpanserca Ha Xxpomartorpadsl Gasosoit momemm (Chromaster) co
cnektpodoTomeTprdeckiMH aeTekTopamu 5410 UV, 5420 UV/VIS, nerexropoM Ha JHOIHO#M
marpuue 5430 Diode Array, duryopumerprueckuM nerekropoM 5440 FL, pedpakromerpuye-
ckuM jetekTopoM 5450 RI, neTekTopoM HH3KOTEMIIEpaTypHOTO HCIAPHTENBHOTO CBETOpAc-
cesuass VWR ELSD 90 LT wmm SEDEX LT-ELSD 100 wim Mmacc-CrieKTpOMETPHYECKHM
5610 MS u mozemu Chromaster ULTRA RS co cnekTpodoToMETpHYECKHM AETEKTOPOM
6420 UV/VIS, nerexropom Ha auozaHoit Marpuie 6430 Diode Array w/unn duyopumerprye-
CKHM JieTekTopom 6440 FL

MuTepBan mexay noBepkamu — 1 roa.

Hsmenenue Ne |

1 OTIEPALIMU ITOBEPKH

1.1 Ilpu npoBeicHHH MOBEPKH BBINOJIHAIOT ONEpPallMH, YKa3aHHBIe B Tabnuue 1.
Tabmuua 1

HanmeHoBaHMe onepanun Homep nmyHKTa METOHKH MOBEPKH

Bremnuii ocMoTp 4.1
Onpobosanue: 4.2

— OnpejieJieHHe ypoBHs GIIyKTYallHOHHBIX IIIyMOB 421
HYJIEBOIO CHTHAJa; o

— onpejielieHHe apetda HylIeBOro CUrHana; 4.2.2

— ONpejeneHHe Npeaena ACTeKTHPOBaHHSA HIIH

CTBHTEJIbHOCTH (OTHOIIEHHS CHUIHAJI/II JUist 423
1yB M
aerekropa 5610 MS;
Onpezenenne METPOJIOTHYECKHX XapaKTEPHCTHK: 43

— OIpe/IeJIeHHe OTHOCHTEIBHOTO CPEIHEro KBaj- 431-433
paTHYeCKOro OTKJIOHEHHs BBIXOJHOI'O CHIHAJA, o o

— OIpe/ie/IeHHe OTHOCHTEILHOTO M3MEHEHHS BEI- 43.4-435
XOJIHOTO CHrHaj1a 3a 8 yacoB HenpepbIBHOH paboThl. o o

1.2 TloBepky xpomarorpa)oB BEINONHSAIOT VIS JETEKTOpa (IETEKTOPOB), BXOJALIMX B
KOMILIEKT IIOCTaBKH XpoMatorpada.

[Ipx HanMuMM B KOMIUIEKTe Xpomarorpada HeCKOILKHX AETEKTOPOB JOIyCKAaeTCsl Mpo-
BEJICHHE TOBEPKH JUIA YacTH M3 HUX (Ha OCHOBaHHWH 3asBiieHHA Biajgensua CU wmm apyroro
muna, npeacrasgomero CH Ha mosepky) B cootBercTBHH ¢ 1L 16 «[lopsnok nposeneHus
MOBEPKH CPEICTB U3MEPEHHUH, TpeOOBaHUs K 3HAKY ITOBEPKH H COIEPIKaHUIO CBH/IETENILCTBA O
noBepke» (yTB. pHKa3oM MHHHCTEPCTBA NPOMBILILICHHOCTH B ToproBiu P® ot 2 mions 2015
r. Ne 1815).

1.3 Eciu npu npoBeIeHWH TOM HIIM WHOM ONepanyy MOBEPKH MOJIyYeH OTPHLATEeIbHbIH
pe3yibTar, JalbHelilee BEIIOHEHHE TIOBEPKH NPeKpalakoT.

1.4 Ilpn npoBeaeHHH NEPHOAHYECKON MOBEPKH XpoMaTorpagos, SKCIUTyaTHPYEMBIX 110
HJI Ha MeToauku H3Mepenuii, orBeqaromuM Tpedosanusm ['OCT P 8.563-2009, nposepsioT
NOKA3aTeIH TOYHOCTH Pe3yIbTaTOB H3MEPEHHH B COOTBETCTBHH C MPOLEIYyPaMH H HOpMaTH-
BaMH KOHTpOJIsA, perinaMeHTHpoBaHHBIMU B HJ Ha MeTouKy H3MepeHuit.
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2 CPEJICTBA IIOBEPKH

2.1 Tlpu npoBe/ieHHH NIOBEPKH TIPHMEHSIOT CJIEAYIOLINE CPEACTBA:
— I'CO 8749-2006 cocraBa aHTpaleHa B QleTOHHTPWIE C MaccOBOM KOHILIEHTpalMeH aH-
Tpanena 200 mMr/am’;

- BEChI 3JICKTPOHHBIE 1abopaTopHble HeapToMaruyeckoro aencTBus X (per. Ne 60903-
15), HIIB ne 6onee 220 r, I (cnenuansrOro) kinacca rounoct no 'OCT OIML R 76-1-2011.

- Kon0Ob1 MepHble 2-50-2, 2-100-2, T'OCT 1770-74;

- muausApsl MepHble 2-500-2, TOCT 1770-74;

- IUNETKH TpagyupoBanneie 1-2-2-1, 1-2-2-2, 1-2-2-5, 'OCT 29227-91.

- D-rmoko3a kBamudukauuu «4.1.a.» no F'OCT 6038-79;

- pe3epnuH no papmaxoneiinoi cratee @C 423267-96;

- anertoH Juia BOXKX, Ne CAS No 67-64-1, maccoBas /107151 OCHOBHOIO BelllecTBa HE
Mmenee 99,9 %, (kat. Ne 270725 Sigma-Aldrich).

- metanon juis HPLC, CAS Ne 67-56-1, MmaccoBas J10J11 OCHOBHOI'O BEIlECTBA HE Me-
Hee 99,9 % (xat Ne 34860 Sigma-Aldrich).

- aneronuTpun ans BOXX, TV 6-09-14-2167-84;

- Boga muctwumpoBansai, [OCT 6709-72;

- JIEHOHHM30BaHHasd BOJa C yIelbHBEIM compoTHBiIeHHeM He MeHee 18 MOwm/cm, TOC
menee 50 mxr/m’ , TOCT P 52501-2005;

- CTaKaHbl WM GIOKCHI JUIA B3BEIIHBAHHUA.

- KOJIOHKH Xpomarorpaduyeckue obpaienaodasusie C18 pasmepom 150%4,6 MM, 3a-
MIOJIHEHHBIE:

cheprueckuM CHIHKareneM ¢ 3G (EeKTHBHBIM IHAMETPOM HacTHIl 5 MKM, 3(¢exTHB-
HBIM sirameTpoM 1op (80-100) A u xuMHYeCKH MOAH(QHIIMPOBAHHOH MOBEPXHOCTBIO OKTazle-
LHJIBHBIME IPYINaMu — Ui 6a30BOH MOJIEH;

chepuyeckuM cummkarenem ¢ HemopHcTeM aapoM  («Core-Shell») sddexTuBHbIM
nuamerpom gactun 2,7 MkM, 3¢dekTuBHbM auamerpoM mop (80-100) A u XuMHYECKH
MOZM(HIMPOBAHHOI MOBEPXHOCTBIO OKTaIeLH/IBHBIMA Ipynmame — /i Mojean Chromaster
ULTRA RS.

JlomycKkaeTcs IIpUMEHEHHE aHATOTHYHBIX CPEICTB MOBEPKH, 00eCneYnBaIOMMX ONpe-
Jle/IeHHe METPOJIOrMYeCKHX XapakTepicTHK nosepseMblx CH ¢ TpeGyeMoii TOYHOCTBIO, B TOM
qHcIie, YHCTHIX peakTHBoB (Hanpumep, D-rimokosa Ge3onnas, CAS Ne 50-99-7, ¢ conepixa-
HHEM OCHOBHOIO KOMIOHEHTa He MeHee 98 % (xar. No G8270 Sigma-Aldrich) u pesepnun
CAS Ne 50-55-5, maccoBas 0N OCHOBHOro BemecTsa He MeHee 97,0 %, (xat Ne 83580
Sigma-Aldrich) umm Ipyrux ¢ cojep)aHHeM OCHOBHOTO BELIECTBA HE HHXKE YKa3aHHOIO) H
pacTBOpHTENCH APYTHX MPOH3BOJUTENEH C IPYTHMH KATAIOXKHEIMA HOMEPaMH, aHAJIOTHYHbIC
110 COJEPKaHMUIO OCHOBHOTO BELIECTBA U N0 Ha3HaveHHIo (11 BOXKX).

H3amenenue Ne |

3 YCJIOBUS TTOBEPKU Y TTIOJITOTOBKA K HEH, [TPABUJIA BE3OITACHOCTH
[TPU BBITTOJIHEHWHU ITOBEPKH.
3.1 Ilpu npoBeeHHH NOBEPKH COOMIOAAIOT CIEAYIOIIHE YCIOBHA:

— TeMIleparypa OKpykaromero Bo3ayxa, °C 20+5

— armocdepHoe naBnenue, klla ot 84 no 106,7
— OTHOCHTEJIbHAs BI&XKHOCTB BO31yXa, %o ot 30 10 90
— HaNpsUKEHHE B CETH NIepeMEHHOro ToKa, B 220+22;

— 9acTOTa MEPEMEHHOr0 TOKa B ceTH, ['1l 50+1



3.1.1 Ilpu BHINOMHEHHH H3MEPEHHH COOMIONAIOT NMpaBHIa TEXHHKH 0€30MacHOCTH IpH
pabore ¢ xumudeckumu peaktusamu o 'OCT 12.1.007-76, TpeboBanus 31eKkTpobe3onacHo-
CTH IIpH paboTe ¢ 3/IeKTPOYCTAaHOBKAMH.

3.1.2 lomemenue n0mkHO OBITH 00OPYIOBAHO NPHTOYHO-BBITSHKHOH BEHTHIIALMEH H
COOTBETCTBOBaTh TpeboBanusaM moxapobesonacHoctd no OCT 12.1.004-91 u umetsb cpen-
crBa noxapotymenus no [OCT 12.4.009-83. Conepxanne BpeJHBIX BEIIECTB B BO3JyXe HE
JIOJDKHO MpeBBINaTh AomycTHMbIX 3HaueHu# no 'OCT 12.1.005-88.

3.1.3 TloBepKy BBINOJHAET COTPYAHHK IOPHAHYECKOrO JIHIA, aKKPEJMTOBAHHOIO Ha I10-
BEPKY JKHKOCTHBIX XpoMaTorpadoB, aTTECTOBAHHBIH B Ka4eCTBE NMOBEPHTEJIS, MPOIIEILINH
HHCTPYKTaX 10 TeXHHKe 0€30IacHOCTH, H 03HAaKOMJICHHBIH C JJOKYMEHTAIMEH Ha IoBepseMoe
Cu.

3.1.4 K npuroToBJI€HHIO PacTBOPOB M BBINOJIHEHHMIO Omepanuii ¢ Xpomarorpadom 1o-
IyCKAIOT OIIepaTopoB WM 1abopaHToB, 06CIyKHBaIOMKUX XpoMmaTorpad, (moa HabroAeHHEM
MOBEPUTEJIA) - JIUIl He MOJIOXKe 18 JieT, MMEIoIMX BhICIIee WM CPeJHETEXHHYeCKoe oOpaso-
BaHHE, HMEIOIIMX ONBIT MPOBEACHHS XHMHKO-1ab0paTOpHEIX paboT, MpOMIEAIIHX HHCTPYK-
TaXK 10 TEXHHKE O€30I1aCHOCTH.

H3menernue Ne |

3.2 TloarotoBuTeIbHbIE PpabOTHI BBINOIHAIOT B COOTBETCTBHH ¢ PyKOBOACTBOM IO 3KC-
IUTyaTaluy Xpomarorpada.

3.3 [lepen npoBeeHHEM MOBEPKH TOTOBAT KOHTPOJIBHBIEC PACTBOPbI, HA3HAYECHHE H CO-
JiepykaHue aHATH3UPYEMBIX KOMIIOHEHTOB B KOTOPBIX IIPHBEEHBI B Tab/uue 2.

Tabnuna 2 — KoHTpobHBIE pacTBOPLI, IPHMEHAEMBIE IPH NOBEPKE

KoHTpobHbIH Maccosas O6BeM DIOeHT CkopocTb Herexrop
pacTBOp KOHIIEHTpaLus | MpoOkl, MOTOKa,
KOHTPOJIBHOTO | MKII oM’ /MHH
KOMITOHEHTA B
pacTBOpE,
Mr/aM°
Ne 1: Amntpa- 1,0 20 AUETOHUTPHII- 1 Cnextpodoto-
IeH B JIIIOCH- BOJa, 00bEMHOE metpuyeckue 5410
TE OTHOIIIEHHE UV, 5420
84:16 UV/VIS, 6420
UV/VIS;
Ha JHOJHOH Mar-
pune 5430 Diode
Array, 6430 Diode
Array
'coO  8749- 200,0 20 ALIETOHUTpPHII- 1 PedpaxromeTpH-
2006 Amntpa- BOJa, 00BEMHOE yeckuit 5450 RI
IIeH B alero- OTHOILEHHE
HUTPHIIE 84:16
Ne 2: Antpa- 0,1 20 ALETOHHTpPHII- 1 ®dnyopumeTpuye-
LIEH B 3JIIOCH- BOJa, 00BEMHOE ckue 5440 FL
Te OTHOLIEHHE
84:16
Ne 3: Amnrtpa- 0,002 20 ANETOHUTPHII- 1 dnyopuMeTpHYE-
LEH B 3JIOCH- BOJ1a, 00BEMHOE ckue 6440 FL
1e OTHOLIEHHE
84:16




Ipopomkenue Tabiuuel 2

KontpomeHeii |  Maccosas Obpem DIIOeHT CkopocTtb Herextop
pacTBop KOHLICHTpAlHs | MpOoOBI, TNOTOKa,
KOHTPOJIBHOTO | MKI oM’ /MHH
KOMIIOHEHTA B
pacTBope,
Mr/ oM

Ne 4: I'moxo- 1000 20 JlenoHu3soBaHHasA 1 JleTeKTOpE! HU3-
3a B BoZie BOZIa KOTEeMIIepaTypHO-

T'0 HCIAPHUTEIIbHO-
ro cBe€TOpaccesd-

mug VWR ELSD
90 LT unu
SEDEX LT-ELSD
100
Ne 6: Pesep- 0,15 20 AUETOHUTpHII- 1 Macec-
IHH B MeTa- BOJ/Ia, 00BEMHOE CIEKTPOMETpHYEC-
HOJIE OTHOIIIEHHE kuit 5610 MS
84:16
Ne 5: Pesep- 10 20 ALICTOHHTPHI- 1 Macc-
IHH B MeTa- BOJia, 00BEMHOE CIIEKTPOMETpHYEC-
HoJIE OTHOLICHHE kuii 5610 MS
84:16

MeToa¥Ka NPHrOTOBJIEHHS KOHTPOJIBHBIX PacTBOPOB IIPHBEICHA B IPHIIOKCHHH A.
Hamenenue Ne 1

4 TIPOBEJIEHHME ITOBEPKH

4.1 BHemHu#A 0CMOTP

IIpy BHELIHEM OCMOTPE YCTAHABIHBAIOT

— COOTBETCTBHE KOMIUIEKTHOCTH XpoMaTorpada nacropTHEIM AaHHBIM;
— YeTKOCTh MapKHPOBKH;

— HCIIPaBHOCTh MEXAHH3MOB H KPENEXKHBIX JAeTaleH.

4.2 OnpoGoBanue

I1pu ompoGoBaHUH NIPOBOAAT ONpEICTEHHE YPOBHS (IyKTYallHOHHBIX LIyMOB, npeiida
HyJICBOTO CHTH&Ja M Tpejeia ACTEKTHPOBAHHMS WM YyBCTBHTEIBHOCTH (OTHOIICHHS CHI-
Ha/iyMm) s getekropa 5610 MS.

Hzmenenue Ne |

4.2.1 VpoeHb (yKTyaHOHHBIX ITyMOB H Apei¢) HyJIEBOro CHrHaja ONpe/esioT IpH
YCJIOBHSX, YKa3aHHBIX B Tabauue 3.

4.2.2 Tlocne BbIX0aa XpomaTorpada Ha pexuM QHKCHDYIOT B TedeHue 1 yaca HyJIeBOH
CHTHAJ KaXKIO0ro JETEKTOpa Ha IIKale ¢ MaKCHMalIbHOH 4yBCTBHTEILHOCTBIO B KOOpAHHATAX
curai (onTHYecKas IIOTHOCTh, HAaNPsSKEHHE) — BpeMSL.

VpoBeHb (UIyKTYallHOHHBIX IIYMOB HYJICBOTO CHTHaIa (Ax ) npHHUMAIOT paBHBIM MakK-
CHMAIBHOMY 3HAYEHMIO aMIUTATYAb! (/) MOBTOpAIOMMXCs KoneOaHWH HyIeBOro CHrHaia ¢
nepuozoM He Gonee 20 c.

3uayenHe Apeiida HyJIEBOro CHrHaIA NMPHHEMAIOT PABHBIM CMEIIECHHIO HYJIEBOTO CHI-
HaJla B TeueHHE 1 Jaca.




Tabnuua 3 — Yenosus XpomarorpadgupoBaHus

Tun gerextopa Kosn- O6Bem DmoeHT Cko- YcnoBus
TpPOIib- npoOBl, (obbeMHOE | pocTh
HBIH MM~ (MKJI) | OTHONIEHHE) |IOTOKa,
pacTBop M’ /MHH
Cnextpodoro- Ne 1 20 ALIETOHHT- 1 OnHOBONHOBOH  pe-
METpHYeCKHH pHII: BOZA JKHM C JUTHHOH! BOJTHBI
5410 UV, 5420 (84: 16) JIeTeKTHpOBaHus 254
UV/VIS, 6420 HM, TOCTOSHHasA Bpe-
UV/VIS; menn 1 ¢, 6e3 Tepmo-
Ha JHOJHOH MaT- crara
puue 5430 Diode
Array, 6430 Diode
Array
PedpakromeTpu- I'cCo 20 AILIETOHHT- 1 ITocTosiHHAs BpEMEHH
yeckuii 5450 RI 8749- pHIIL: BOJA Ic, TeMIlepaTrypa
2006 (84: 16) tepmoctara +25 °C
®OayopumeTpHye- Ne 2 20 ANICTOHHT- 1 Jlniea BOJNHBI BO3-
ckue 5440 FL pHIL: BOJa Oyxnenus — 260 am.
(84: 16) JlniHa BOJIHBI 3MHC-
@nyopumerpuye- Ne 3 20 ALETOHHT- 1 cun — 420 um. Ilo-
ckue 6440 FL pHIL: BOJA CTOsHHas BpeMeHH |
(84:16) ¢, 6e3 TepMmocTara.
Herektopel Hu3- | Ned 20 Jlenonuso- 1 Koa¢pdumuenr ycu-
KOTeMIlepaTypHbIe BaHHas BoJa JeHHs  BBIXOZHOIO
HCIIApUTEIIbHBIE curana 10. Ilocto-
Mo cBeTopacces- sSIHHAsA BPEMEHH 1 CeK.
g0 VWR ELSD JlaBnenue rasa (asora
90 LT wm WIH BO3AyXa) Ha
SEDEX LT-ELSD BXOJE B JIeTeKTop 3,5
100 6ap.  Temmeparypa
HCIIApHTENLHOR
Tpy6ku +35 °C.
Macc-cnexkTpo- Ne 6 | Hosupo- - 1 W3mepeHus MpoH3BO-
METPHYECKHH BaHHE B nar B pexume SIM,
5610 MS (ompe- JETEKTOp MOJSAPHOCTh — II0JIO-
JIe/ICHHE 4yBCTBH- CO CKOpoO- XKUTE/IbHAS, m/z
TEJIbHOCTH  CHI- CTBIO 2 609,3, 3aJiepiKKa
HaJI/1IyM) MM /MHH 1000 mc, Bpems H3-
(MKJI/MHH) mepenuii 0,2 MHH.
Macc-cnekTpo- Ne 5 20 AUETOHHUT- 1 W3mepeHns Npou3Bo-
METPHYECKHHA PHIL BOJA aat B pexume SIM
5610 MS (ompe- (84: 16) NpH JICJICHHH TOTOKa
nenerne CKO) 1:250.

Hzmenenue Ne 1

4.2.3 3pauenns ypoBHS (IIyKTyallHOHHBIX LIYMOB HYJIEBOrO CHIHana H napeiida HyIe-
BOTO CHTHAJIA HE JOJIKHBI IPEBHIIATE 3Ha4YeHHH, YKa3aHHbIX B Tabmuue 4.




TabGnuna 4 - 3nauenus ypoBHs (QUIyKTyallHOHHBIX IIYMOB HYJIEBOTO CHIHAJA M apeida Hye-
BOI'0 CHI'HAJIa JETEKTOPOB

Tletexrop Yposens bnykryaunonnslx | [peiid nHyneBoro curna-

IIYMOB HYJIEBOI'O CHI'HAJIa na

CnexrtpodoTromerpryueckue 5 4

5410 UV, 5420 UVNIS 5,010 €.0.1II. 1,010 C.O.I'I./‘I

Ha nuopnoii matpuue 5 4

5430 Diode Array 5,010 e.o.mm. 4,0-107 e.o.m./u

Pedpaxromerpuueckuii 5450 RI 2,5-10% ex.pedpp. 2,0-10” en.pedp./u

®iyopumerpuueckuii 5440 FL 100 mxB 1000 mxB/g

JleTeKTOpEl HH3KOTEMIIEPAaTyPHOIO

HCIIapPUTENBLHOIO  CBETOpPAaCcCEesHHs 3 3

VWR ELSD 90 LT wm SEDEX 1,0-107 e.o.m. 1,0-10” e.o.m.

LT-ELSD 100

CnektpodoToMeTpHIecKHH 5 4

6420 UV/VIS 1,0-10™ e.o.m. 1,0-107 e.o.m./a

Ha muonuoit marpune 6430 Diode 5 i

Array (saedika ¢ omr.yTeM 10 Mn) 2,5-10” e.o.m. 4,0-10™ e.o.m./u

Ha auoano# marpuue 6430 Diode 5 4

Array (si9eiika ¢ onT.myTeM 65 MM) 5,0-107 e.0.0. 4,010 e.omw/d

®dnyopumerpudeckuii 6440 FL 200 mxB 500 mxB/a
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4.2.4. OnpeneneHue npezena 1eTEKTHPOBAHUSA
OnpeienieHye mpejena JeTeKTHPOBAHUS BBINOJHSIOT C HCIOIb30BaHHEM KOHTPOJIBHBIX
PacTBOPOB H YCJIOBHH, yKa3aHHbIX B Tabiuue 2. B xpomarorpa BBoAAT npoOy KOHTPOJIBHO-

ro pacTBOpa, H3MEPSIOT BHICOTY M LIMPHHY NIHKa Ha TOJIOBHHE €ro BBICOTHI ( 4 5). IIpenen

JIETEKTHPOBAHKS PACCUMTHIBAIOT 110 hopMmyie

_2.AG _2:-Mx-G

C,. = =
hoses V. SV

- )

rne G —macca Bemectsa, r; G =C v (C — maccoBas KOHIEHTpaLHsi KOHTPOJIBHOTO BeElle-
cTBa, MI/IM, V - 06BeM npoOsl, nM3);
V' — CKOpOCTB [IOTOKA JIOCHTA, CM°/MHH;
M s — ITHPHHA MK Ha TIOJIOBUHE BBICOTBL, MAH;

Ax — ypoBeHS (ITyKTyallMOHHBIX IIyMOB HYJIEBOTO CHTHAJIA, ONIpe/IeIeHHbIH No 1.4.2.2;
Ax u h — m3MepsIOT B MM, YCJIOBHBIX €IMHHIAX MO0 B €IMHHIAX, YKa3aHHBIX B
m.4.2.3;
S — [nomaae NHKa B €IHHALIAX HU3MEPEHUH IUIOIIAIH ITHKA B COOTBETCTBHH C JETEKTO-
pom (ipu o6paboTke xpoMarorpamMym ¢ nomoueio [10).
Hzmenenue Ne ]

TTonmy4eHHBIe pe3y/IbTaThl HE JAOJDKHBI IPEBIIATh IPHBEICHHBIX HHXE 3HA4YCHHH Mpe-
nena aeTektupoBaHus (tabnauua 5):




Tabnuua 5 - 3HaueHus npeaesoB JICTEKTHPOBAHHUS

JHetexTop [Ipenen neTrekTHpOBaHHsA
Cnexrpodoromerpuyeckue 5410 UV, 5420 UV/VIS 1-10° r/cM’ anTpanena
Ha muonnoii marpuiie 5430 Diode Array 1-10% r/en’ aHTpaleHa
Pedpaxromerprueckuit 5450 RI 110 r/cm’ anTpauena
®ayopumerpuueckuit 5440 FL 1-10"! r/cm’ anTpanena
HuskoreMnepaTypHOro HCHApHTEIBHOIO CBeTOpacces- 3,0-10® r/em’ rimoko3sr
ausgs VWR ELSD 90 LT wim SEDEX LT-ELSD 100
CnextpodoTomerprueckuii 6420 UV/VIS 2,0-10° r/cm’ anTpaneHa
Ha nuoanoi matpune 6430 Diode Array (xroBeta 10 Mm) 1-10? r/en’ aHTpaleHa
Ha muoanoii marpuue 6430 Diode Array (kioBeta 65 MM) 3.10"" r/em® anTpanena
@ayopumerpuuecknit 6440 FL 1-10™" r/cm’ anTpanena
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4.2.5 Onpese/neHre YyBCTBHTEIBHOCTH (OTHOMIEHHS CHHAJI/IIYM) ACTEKTOPOB Macce-
criekTpoMeTpraeckux 5610 MS BBITOTHSIOT B COOTBETCTBHH ¢ 1. 4.1.3 IIpHiokeHus K PO na
xpomarorpad «Cromaster» 6a30Bo¥ MOJENH - HHCTPYKIUHH K Macc-CIICKTPOMCTPHYECKOMY
nerextopy 5610 MS:

4.2.5.1 3anoNHSAIOT ra30HeNPOHHUIAEMBIi IIPHI KOHTPOJILHEM pacTBopoM KP 6u
BBOJIAT €r0 CO CKOPOCTBIO 2 MM>/MHH B JETEKTOP ¢ OMOIIBIO LIITPHIIEBOIO HACOCA.

[lonyuaror xpomarorpamMmy B pexkume SIM (oTcnexuBanne OTACIBHOTO HOHA) B clle-
JYIOLIMX YCIIOBHAX:

PexuM u3MepeHus SIM
[TonsprOCTB [NTonoxurensHas
Bpewms cOopa, MuH 0,2

AIF On

LleneBoii HoH (m/z) 609,3

Hauano, Mmun 0,0

OKOHYAaHHE, MHH 0,2

Opems 3a1epKKH, MC 1000

AIF / Paznenenne: Standard

HanpsokeHHe peryJMpyeTcsi Ha OCHOBAHHH 3aaHHBIX YCIIOBHI TPOBEPKH HyBCTBH-
TEJILHOCTH MIPH YCTaHOBKe NpHOOpa.

4.2.5.2 ObpabarsBaloT NoMyYeHHble AaHHbIE 32 0,2 MEHYTB. PaccuHTBIBAIOT Cpel-
HIOIO HHTEHCHBHOCTE curHana SIM-crexTpa obpasua.

4.2.5.3 3anoHAIOT ra30HENPOHHUIAEMBIH MIIIPHIl METAHOJIOM H BBOJAT CO CKOPOCTBIO
2 MKJ / MHH B JIETEKTOP C IOMOIIbIO IIIPHUIEBOT0 HAcoca.

4.2.5.4 Xpomarorpammy B pexkume SIM CHHMAIOT B TEX XK€ yCIOBHAX, KaK ONHCAHO
Bbime. [TOBTOPSIOT 0 MOJIHOrO YAaleHHs ClIeJJ0B KOHTPOJIBHOTO BEIIECTBA H crabun3alui
BBIXOJIHOTO CHIHANA.

4.2.5.5 Bemonusior onepauuy no ma. 4.2.5.1 - 4.2.5.2. PaccuuTBIBAIOT CPELHIO
HHTEHCHBHOCTH CHrHas1a SIM-cnekTpa 4YHCTOro MeTaHoa.

4.2.5.6 UyBCTBMTENLHOCTb (COOTHOLIEHHE CHTHA/myM, S / N) pacCHdTBIBAIOT IO

dbopmyne:.




S/N:lA':—Ao[

3

0

rne A, - cpenHee 3Ha4YeHHE HHTCHCHBHOCTH CHI'HAJIA IIPH M3MEPEHHH KOHTPOJIBHOIO pac-
TBOPA, €1. CYEeTa,

A, - cpenHee 3HaueHHe HHTEHCHBHOCTH CHTHANA IPH H3MEPEHHH YHCTOTO METAHOIIa,
eJl. cyeTa.

[TonyyenHoe 3HaYeHHEe YyBCTBUTENLHOCTH S/N n0/mkHO ObiTh HE MeHee 100.
H3zmenenue Ne |

4.3 OnpeneneHne METPOJIOTHYECKHX XapaKTEPUCTHK

4.3.1 OnpeneneHne OTHOCHTEIBHOTO CPEIHEr0 KBaJPaTHYHOrO OTKJIOHEHHS BBIXOJHBIX
CHTHAJIOB.

W3MmepeHns npoBOAAT Moclie BbIX0Aa XpoMarorpada Ha pexxuM. Y C/IOBHS BBIIOTHEHHS
M3MEpeHHH J0/DKHEI COOTBETCTBOBATH 11.3.1.

4.3.2 KontponbHbiii pactBop (Tabn.2) BBoAAT B Xpomartorpad He menee 10 pas, nsme-
PAIOT 3HAYEHHS BBIXOAHBIX CHTHAJIOB (BPEMEHH yIEp)KHBAHHs, BHICOTHI H IUIOMIAIM IHKA),
BBIYHCIIAIOT CpeiHee apH(METHYECKOE 3HaYEeHHE BBIXOIHBIX CHIHAJIOB (X).

4.3.3 OTHOCHTENLHOE CpelHee KBaJpaTHYECKOe OTKJIOHEHHE BBIXOHEIX CHTHAJIIOB pac-
CUHTBIBAIOT IO opMmyIe

rne  X;— i-Toe 3Ha4YeHHe MmapameTpa BBIXOJHOIO CHrHaia (IUIONIa M MMHKa, BEICOTHI THKA 1
BPEMEHH YIEP/KUBAHMUA).

3HaYeHHs OTHOCHTEIBHOIO CPeIHET0 KBAJPaTHYHOrO OTK/JIOHEHHS BBIXOJHOIO CHrHaIa
HE JIOJDKHBI IPEBbIIATH 3HAYEHHH, TPUBEICHHBIX B TabnuIe 5.

4.3.4 OnpezeneHue OTHOCHTEIBHOTO H3MEHEHMs BBIXOJHOIO CHIHajla 3a 8 4acoB He-
IIPepHIBHOM paboThlI.

VcoBus IpoBeieHHA H3MepeHH# omucansl B 1. 3.1. IIpoBoasr onepauuu mo m.4.3.2.
Yepes 8 uacoB HenmpepbIBHOH paGoTsl Xpomarorpada MOBTOPAIOT H3Meperns o . 4.3.2. Ot-
HOCHTE/IbHOE H3MEHEHHE BBIXOAHOIO CHIHAjla 3a 8 4acoB HENpephIBHOH pabOTBI XpoMaTo-
rpada pacCUHTBIBAIOT 1O HopMyJIe:

5 =2 =% 100,
X

rae X - cpe/Hee 3HAYEHHME MapameTpa BBIXOJHOTO CHrHania (IUIOMIA/H MHKa) B CEPUHU IKCIIe-
PHUMEHTOB.
4.3.5 3Ha4yeHHss OTHOCHTEILHOTO H3MEHEHHs BBIXOJHOIO CHTHAjIAa HE JIOJDKHBI IIPEBBI-
1IaTh HOPM, IPHBE/IEHHBIX B TabuIe 6.



Tabmuna 6 - MeTponorayeckue XapaKTepHCTHKH

10

Xpomarorpad ¢ gerexropa-

OTHOCHTEIBHOE CpEOHCE KBAApaTH4YCCKOE
OTKJIOHCHHE BBIXO/JHOTI'O CHIrHalla, %

OTHOCHTEIBHOE
H3MEHEHHE BbI-
XOJIHOTO CHI-
HaJa (I1ommaam

MH BpeMA yaep- | [UIOMAAL | o oora muka | muka) 3a 8 ua-
KUBAHHSA nHKa

COB HETIpepHIB-
HoM paboThl, %

CnexktpodoToMeTpHYECKHMH

5410 UV, 0,5 2 3 +2

5420 UV/VIS

Ha muoano#t marpune 5430 3 &9

Diode Array 0.5 2

PedpaxromeTpudeckum )

5450 RI o : ’

®nyopumerpuueckuM 5440 0.5 b 3 +2

FL i

Huskoremneparyproro Hc-

MapUTEIBHOTO CBETOpacces- 0.5 4 4 +2

Hus VWR ELSD 90 LT nm ’

SEDEX LT-ELSD 100

Macc-crneKTpoMeTpHYECKHM 0.5 3 3 +2

5610 MS ’

CnextpodoTOoMETpHYECKHM 0.5 3 3 42

6420 UV/VIS ’

Ha muonuo#t marpuue 6430 05 3 3 +2

Diode Array ’

®nyopumerpuyeckum 6440 0.5 3 3 +2

FL

Hzmenenue Ne 1
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5. OOOPMIJIEHHME PE3YJIbTATOB ITOBEPKH

5.1. Pe3ynbTars! moBepku XpoMaTtorpagoB 3aHOCAT B IPOTOKOJL

5.2 TlonoxutenpHbIe pe3yabTaThl MOBEPKH aHaIU3aTopa odopMiIAIOT Beldaved Cpujie-
TEIbCTBA O MOBEPKE B COOTBETCTBUH ¢ [TopsaakoM npoBeeHHs IOBEPKH CPEJACTB H3MEPEHHIH,
TpeOOBaHHs K 3HAKY NOBEPKH H COJICPIKaHHIO CBHJICTE/IBCTBA O TIOBEPKE (yTB. IpHKa3oM Mu-
HHCTEPCTBa MPOMBIIIEHHOCTH H ToproBiad P® ot 2 mrona 2015 r. Ne 1815) ¢ ykasanuem mo-
BEPEHHOT'0 JIeTeKTopa (eTEeKTOpOB).

B coorBercTBHH ¢ 1. 16 BoILEyKa3aHHOro Ilopsaka npu mpoBeJEHHH MOBEPKH XpoMa-
TorpadoB xuakocTHEIX «Chromaster» B CBHAETENLCTBE yKa3blBalOT 00bEM IOBEPKH (Tepe-
YEHb [I0BEPEHHBIX JETEKTOPOB).

3HaK NOBEPKH HAHOCAT B CBHETEILCTBO O NIOBEPKE.

5.3 Ha xpomarorpadbl, He yIOBIETBOPSAIOMIKE TPeOOBaHHAM HACTOAIICH METOIUKH,
BBIIAIOT M3BEIIEHHE O HENPHUIOJHOCTH C YKa3aHHEeM IPHYHMH B cooTBeTcTBHH ¢ [lopsakom
MPOBE/ICHUs IOBEPKH CPEJCTB H3MEPEHHH, TpeOOBaHMSA K 3HAKy IIOBEPKH H COAEPKaHHIO
CBHJIETEJILCTBA O MOBEpKe (YTB. IPHKa3oM MHHHCTEPCTBA IPOMBIILIEHHOCTH H TOprosiau PO
ot 2 moja 2015 r. Ne 1815).

5.4. TTocne pemoHTa XpoMaTorpadsl MOABEPralOT NOBEPKE.

Hzmenenue Ne 1

Hauanpnuk otaena ®IYIT «BHUUAMC» ', wfeba C.B. Buxposa

?
Crapumit Hay4ssli corpyaauk @T'YIT «tBHUMMC» é}’@( E.I. Onenuna
-~
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[TPUJIOXKEHHME A

METOJIUKA IMTPUT'OTOBJIEHWA KOHTPOJIBHBIX PACTBOPOB

MerTonuKa npe/iHasHayeHa Ui TIPATOTOBICHHS KOHTPOJIbHBIX PACTBOPOB IS NOBEPKH
xpomatorpados xuakocTHeIX «Chromastery.

1 CPEJICTBA U3MEPEHU, ITOCY/IA, PEAKTHBbI

1.1 I'CO 8749-2006 cocraBa aHTpaneHa B alleTOHUTPHIIE, MacCOBasd KOHLIEHTpALUA aH-
tpauena 0,200 mr/ex’.

1.2 Bechl 31eKTpoHHEIE naGopaTopHble HeaBToMarwdeckoro aeficteus X (per. Ne
60903-15), HIIB re Gonee 220 r, I (cnemnansHoro) knacca Tounoctd mo 'OCT OIML R 76-
1-2011.

1.3 Kon6sl mephbie 2-50-2, 2-100-2, TOCT 1770-74.

1.4 Iumunaps! Mepuble 2-500-2, 2-1000-2, TOCT 1770-74.

1.5 Iunerxku, rpagyuposannsie 1-2-2-1, 1-2-2-2, 1-2-2-5, TOCT 29227-91.

1.6 D-rmoko3a kBamudukamum «4.4.a.» 1o [OCT 6038-79 wmu uncteiii peaktHs D-
rmoKo3bl Ge3soHoi, CAS Ne 50-99-7, MaccoBas 1071 OCHOBHOTO BellecTBa He MeHee 99,5
%, (kat. No G8270 Sigma-Aldrich).

1.7 YncThIi peakTHB pesepiuH 1o papmaxoneiHoii cratbe ®C 423267-96 mmm 1ucToe
semecTBo CAS Ne 50-55-5, mMaccoBast o OCHOBHOro BemecTsa He MeHee 97,0 %, (kar Ne
83580 Sigma-Aldrich);

1.8 Aneron ms BOXX, Ne CAS Ne 1, maccoBast 10714 OCHOBHOIO BEIECTBA HE MEHEE
99,9 %, (xat. Ne 270725 Sigma-Aldrich).

1.9 Mertanon s HPLC, CAS Ne 67-56-1, maccoBas 10Ji8 OCHOBHOIO BEIIECTBA HE ME-
Hee 99,9 % (xat Ne 34860 Sigma-Aldrich).

1.10 Aneronutpui s BOXX, TV 6-09-14-2167-84;

1.11 Bona muctmwumposaunas, [OCT 6709-72;

1.12 JleHOHH30BaHHAs BOJIA ¢ YAETbHBIM CONpoTHB/IeHHEM He MeHee 18 MOm/cm, TOC
menee 50 Mxr/mv’, TOCT P 52501-2005;

1.13 Crakasbl Wik OFOKCHI /Ul B3BEIIHBAHHS.

1.14 Crakansl, OaHKH 1715 3IFOEHTA.

IIpumedaHue — JONMyCKaeTCs NMPUMEHEHHE YHCTBIX BEIIECTB H pacTBOpPHTENICH JPYrux
TIPOM3BOAMTENEH C APYTHMH KaTaJlOKHbIMH HOMEDAaMH, aHAJIOTHYHBIE 0 COACPKAHHIO
OCHOBHOTO BEIIeCTBA H 110 HasHayeHHIO (a1 BOXKX).

2 TIPOLIEAYPA ITPUTOTOBJIEHUA

2.1 TIpHroTOB/IEHHE PacTBOPA J/IOSHTA alleTOHHTPHI : BOJa ¢ 0OBEMHBIM OTHOIICHHEM
84 : 16. B crakas uiu 6aHKy BMECTHMOCTBIO 1 JIM° ¢ IOMOLIBIO IIIHE/pa HanuBaoT 160 oM’
eMHH30BAHHOM BOJBI, 106aBsIOT 840 CM° AlETOHHTPHIIA, IEPEMELIHBAIOT, IIEPETHBAIOT B
OaHKY /U1 XpaHEHHA JIIOEHTA.

2.2 IIpuroToB/ieHHE KOHTPOJILHBIX PaCTBOPOB aHTpalleHa

2.2.1 TpuroTosienre KOHTPOJBHOrO pacTBopa Ne 1 ¢ MaccoBoi KOHIIEHTpallHeH aH-
Tpamena 1,0 Mr/mm’.

0.5 cM® T'CO cocrasa aHTpaleHAa B AUETOHHTPHJIE ¢ MaccoBO# Konuentpauwmed 200
MI/IM® TpajyMpOBaHHO# MHIETKOH MOMEINAOT B MEPHYIO KOJIOY BMECTHMOCTBIO 100 cM® m
JOBOJIAT 00BEM 710 METKH PAacTBOPOM MOJBHXKHOM (hassl (ALETOHMTPHI-BOAA C OOBEMHBIM
oTHOmenHeM 84:16). KoHTpo/IBHBIH pacTBOP MCIOMB3YIOT Ul ONpPEETCHHs Npeeia JIETeK-
THPOBaHHS M METPOJIOTHYECKHX XapaKTCPHCTHK creKTpodOTOMETPHYECKHX AeTeKTopoB 5410
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UV, 5420 UV/VIS, 6420 UV/VIS, nerextopos Ha auoanoi marpuue 5430 Diode Array, 6430
Diode Array

222 Hle"OTOBJICHPIe KOHTPOJIBHOro pactBopa Ne 2 ¢ MaccoBOH KOHLEHTpaunueH aH-
TpaueHa 0, 1 Mr/me.

5 e’ pactBopa Ne 1 ¢ MaccoBo# konuenTpammei 1,0 Mr/av’ rpajlyipOBaHHOH IHIET-
KOif TOMEINAIOT B MEPHYIO KOIGY BMECTHMOCTBIO 50 ¢M° H JI0BOJAT 00BEM 10 METKH PacTBO-
POM MOJABHXKHOM (ha3sl (aLlETOHUTPHII-BOJA ¢ 00BEMHBIM OTHOIEHHEM 84:16).

KoHTponbHEI pacTBOp HCHONB3YIOT Ul ONPEAEICHHA MNpeaeia ACTEKTHPOBAHHA H
METPOJIOTHYECKUX XapaKTepHCTHK (iryopumerpudeckoro aetekropa 5440 FL.

223 Hpnroronneuue KOHTPOJIBHOrO pacTtBopa Ne 3 ¢ maccoBoii xoauempauﬂen aH-
tpanena 0,002 mr/am’.1 M’ pactBopa Ne 2 ¢ MaccoBoii KoHmerTpaumei 0,1 Mr/aM’ rpagyn-
POBaHHOM MHIETKOH MOMEIIAIOT B MEPHYIO KOJIGY BMECTHMOCTBIO 50 CM° H JOBOIAT 00BEM
0 METKH pacTBOPOM MNOABHXKHOH (a3bl (aECTOHHTPHI-BOJA ¢ OOBEMHBIM OTHOIICHHEM
84:16). KoHTposbHBIH pacTBOp HCIONMB3YIOT JUIS ONpeAeleHUs Npejesa JeTeKTHPOBaHHA H
METPOJIOrHYeCKHX XapaKTepHCTHK (ryopuMeTprdeckoro aerektopa 6440 FL.

2.3 IlpuroroBnenne KOHTPOJILHOTO PacTBOPA IJIFOKO3EL.

2.3.1 IlpuroroBiieHHe KOHTPOJBHOrO pacTBopa Ne 4 ¢ MaccOBOH KOHLIEHTpalHeH IiIo-
ko361 1000 mr/am’. Bspemmsarot B crakane (100+1) Mr [IOK03bl, 3aTeM KOMHYECTBEHHO Me-
PEHOCAT B MepHYIO koa0y BMecTHMOCTEIO 100 e, MHOIOKPaTHO OMBIBAsi CTaKaH JAEHOHH30-
BaHHOHM BOJOM, JOBOAAT pacTBOp B KOJOE 0 METKH JCHOHH30BaHHOH BOJOH, NE€peMELIHBa-
10T. KOHTpObHBIH pacTBOp HCIOB3YIOT [Uld ONpPEAEICHHs Ipe/ie/ia IeTEeKTHPOBAHHA H MET-
POJIOTHYECKHX XapaKTepPHCTHK HH3KOTEMIEPaTypHOrO0 HCIApHTEILHOIO CBETOPAaCCEAHHsA
VWR ELSD 90 LT wmu SEDEX LT-ELSD 100.

2.4 [IpuroToBlieHHE KOHTPOJILHBIX PACTBOPOB pe3eplHHA

2.4.1 lpuroToBienne paboyero pacTBopa pe3epinHHa ¢ MaccoBoif koHueHTpauuei 1000
Mr/aM° B anerose. B3pemmpaior B crakane (100+1) Mr pesepniHa, 3aTeM KOJIHYECTBEHHO e~
PEeHOCAT B MepHYIO K010y BMecTuMOCTbIO 100 ¢cM”, MHOrOKpaTHO OMBIBas CTaKaH aleTOHOM,
JIOBOJIST pacTBOP B K0Ji0e 10 METKH alleTOHOM, IEPEMEITHBAIOT [0 MOHOIO PaCTBOPEHHS.

242 HpHI‘OTOBJ’lCHHe KOHTPOJIBHOTO pactBopa pe3epnuHa KP 5 ¢ maccoBo#l KOHIIEH-
Tpauueit 10 MI‘/J],M B MeTaHoue. 1 oM paGouero pacTBopa mo 4.3.1 ¢ MaccoBO# KOHIEHTpa-
mmert 1000 Mr/aM° rpaxyHpoOBaHHON NMANETKON MOMEIAIOT B MEPHYIO KOJIOY BMECTHMOCTBIO
100 cM’ 1 10BOAST 0GBEM 10 METKH PAacTBOPOM METAHOJIOM, IepeMeIHBaoT. KOHTpOIbHbIH
pacTBOP HMCHONB3YIOT [UIS ONpPENENCHHS METPOJIOTHYECKHX XapaKTEpHCTHK  Macc-
CIIEKTpOMETpHYECKoro Aetekropa 5610 MS.

243 Hpnroronneﬂne KOHTpOJIBHOTO pacTBopa pesepnuHa KP 6 ¢ MaccoBoi KOHLICH-
Tpaumei 0,15 MI/IM° B METaHOJIE.

1,5 CM3 KoHTponbHOro pactsopa KP 4 no 4.3.2 ¢ maccoBoi Konuempam:eﬁ 10 Mr/aM’
rpajyHMpoBaHHOM MHUIETKOM MOMEINAloT B MEPHYIO K00y BMecTHMOCTEIO 100 cM® H JIOBOJIAT
00BbeM 10 METKH pacTBOPOM METaHOIIOM, IEPEMEIINBAIOT.

KOHTpOJIbHBIH PacTBOP HCIOJIB3YIOT JUI ONpe/ieieHHs YyBCTBUTEIbHOCTH (OTHOINEHHS
CHTHAJI/IIYM) Macc-CIeKTPOMETPHYECKOoro JaeTekropa 5610 MS.

2.5 KoHTpoIIbHBIE pacTBOPE! HCHOIB3YIOT Cpa3y MOCJIE NPHIOTOBJICHHS, HE XPaHST.

Hamenenue Ne 1



