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Hacrosmas MeTONMKA paclpocTpaHseTcs Ha xpomarorpads! sxuakocTHele 1290 Infinity 11
LC, usrorasnuBaemble pupmoit «Agilent Technologies», ['epManus U ycTaHaBIMBaeT METOMBI H
CpeICTBA MX MEPBHYHON NMOBEPKH (IO BBOZA B SKCILIYaTallMIO H MOCIE PEMOHTA) U MEPHOIMIe-
cKoii (B Ipolecce SKCILTyaTaiuu) mosepok. MIHTepsan Mexty nosepkamu - 1 rof.

1. Onepauuu noBepKH

o Homep OO6s3aTEeNbHOCTD
Ne HaumeHnoBaHue onepanui
W IYHKTa Me- HPOBEJCHUS
TOJHKH B 3KCIUTyaTaliy TI0CJIE PEMOHTA
Bremnuit ocMoTp.
1. P 6.1 Ja na
IIpoBepka KOMIUIEKTHOCTH.
2.| [ToaroroBka K MOBEPKE. 6.2 Ja , Ja
3.} Onpo6oBanue. 6.3 Ja Ia
Ompenenenne METPOJIOTMYECKUX
4. ~TPeA P 6.4 ma? aa
XapaKTePHCTHK.
OnpeneneHne METPOJIOIHIECKHX 2
5. - na HET
xapakrepuctuk 1o HJl 'a MBU
[pumeuanns: ) TIpOBOAUTCS TOJBKO NPH OTCYTCTBHM CTaHAAPTH30BaHHOM (aTTe-

CTOBaHHOI) METONUKH BBITIOJHEHHS U3MEPEHHIA C HCITONIBb30BaHUEM XpoMarorpada.
2 [IpoBoaMTCs IIPY HAaJIWYHH CTaHIAPTU30BAHHOH (aTTECTOBaHHOM)
METOIMKH/METOAUK BBIMOJIHEHUS H3MEPEHUH C MCIOJIb30BAHHEM IIOBEPSIEMOIo Xpomaro-

rpada.

Cornacao MU 2531-99 «I"CH. Ananu3aTophsl COCTaBa BEIIECTB U MAaTEPUATIOB YHHUBEPCalb-
Hele. O61ue TpeGoBaHUs K METONUKaM TOBEPKHU B yCIIOBUAX SKCILTYaTalluHy, HOIYCKaeTCs POBO-
JUTH IEPHOAMYECKYIO II0OBEPKY B COOTBETCTBUH € pas/iesiaMi «KOHTPOJIb TOUHOCTH aTTECTOBAH-
HBIX TOCYJapPCTBEHHBIMU Hay4YHBIMH METPOJIOTHYECKUMH LEHTPaMU METOJUK BBITNIOTHEHHS H3ME-
pennit (nanee — MBH) niu pazneno «KoHTPOIb TOYHOCTH (IIOrPEIIHOCTH, IPELU3HOHHOCTH, HE-
oIpeaeneHHocTH)» Uik «O6paGoTKa pe3yJIbTaToB H3MEPEHHH» CTaHapTH30BaHHbEIX MBH, peanu-
30BaHHBIX Ha IIOBEpIEMOM XpoMmarorpade (cM. npuMeyanus K abi.1).

JlomyckaeTcs IpoBeAeHHe IEPBUYHO MOBEPKH TOJIBKO C TEMH AETEKTOPaMH, KOTOPBIE BXO-
JAT B COCTaB KOMILIEKTAIlMK XpoMaTorpada B COOTBETCTBUH C 3aKka3oM. [IpoBenenue nepuoauye-
CKO IIOBEPKH JIOITYCKAETCS TOJNBKO C TEMH JIETEKTOPAMH, ¢ KOTOPBIMH XpOMATorpad) 3KCILTyaTH-
pyeTcs B TeUeHHE MEXIIOBEPOYHOI0 MHTEpBAIA.

TIpy oTpHLATENBHBIX Pe3yIbTaTaX IOBEPKH IO KaKOMY-NTHOO0 IIYHKTY HACTOSINEH METOIUKH
JanbHeias mosBepka Xxpomarorpada npekpamaeTcsi, ¥ OH IPU3HAETCs TPOLEIINM IIOBEPKY C OT-
pHLATENBHBIM PE3YJILTATOM.

2. CpeacrBa NoBepKH

CraHmapTHEIH 06pa3en cocTasa pacTBopa aHTpaueHa B aneronutpuie ['CO 8749-2006.
Kodenn 6e3pomusii (PC 42-0249-07)

CranapTHbI 06pa3sen coctasa pactBopa rmoko3st MCO 0389:2002

Bona 1-oit crenenu ounctku o IOCT P 52501-2005.

AUETOHHTPHI JUTS XHAKOCTHON XpoMaTorpaduu oc.4. o TV 6-09-5449-89.

Kon6a Ky 01-100-14/23-TCX, TOCT 25336-82.

Kon6a mepuas 2(4)-50-2 T'OCT 1770-74.

[Tunerka BMecTuMocThio 0,5 e o TOCT 29227-91.

Memanka MM-5 TY25-11-834-80.
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10. Tepmometp naGoparopusiit TJI4-52 [TOCT 28498-90, nuanaszon usmepenni (0 - 50)° C, uena
nenenus 0,1° C.

11. Bapomerp-anepoun M-98 TV 25-11-1316-76.

12. Tlcuxpometp acnuparuonHbiit Mb-4M I'OCT 6353-52, nuana3oH u3MepeHus OTHOCHTEIBbHOM
BiaxHocTH (10 - 100) %.

Bce cpenctea m3MepeHui, HCIIOIb3yeMBbIe IIPH OBEPKE, NOJDKHEI HMETh CBUIETENHCTBA O M0~
Bepke, a ['CO u XMMHYECKHE PEaKTHBBI - IEHCTBYIOIIKE ITaCIIOPTa.

JlonyckaeTca pUMEHEHHe APYTHX CPeNCTB NMOBEPKH, NOMYLIEHHBIX K NPUMEHEeHHIO B PO, ¢
METpPOJIOTHYECKAMH XapaKTEPUCTUKAMH HE XY)KE€ YKa3aHHEIX.

KOHTpOJIBHbIE pAaCTBOPHI FOTOBSATCS COITacHO IIpuiioxeHuIo A K HaCTOSIIEH METOTUKE.

3. YcioBusi noBepKH

3.1. Tlpu npoBeaeHUH NTOBEPKH AOJKHEI OBITH COOMIOAEHEI CIIEYIOIINE YCIOBHUS:

- TeMIlepaTypa OKpyXarowero Bo3ayxa, °C 15... 25

- IONyCTAMOE U3MEHEHHE TeMIIepaTypsl B moMernenuy, °C/qac  He 6onee 1
- atMocdepHoe naBnenue, klla 84 ...107;
- OTHOCHTEJIbHAS BJIAXXHOCTH BO3IyXa, %o 20... 80;
- HANpsDKEHME MIUTAHUSA [epeMEHHOTO TOKa, B 22072233

- 4acTOTa IEPEMEHHOr0 ToKa, 111 49... 5l

3.2. Tlepen npoBefieHMEM IIOBEPKHU MPHOOP CIEAYET MOATOTOBUTE B COOTBETCTBHHU C TpebOBa-
HUSAMH [IPOM3BOUTENS IPH IPOBEJICHUH TECTHPOBAHUS 000ODYAOBaHMsA, OITUCAHHEIMH B PYKOBOJ-
CTBE II0JIb30BaTEN.

3.3. VcTaHoBKa ¥ MOJITOTOBKA IIPHOOpa K IMTOBEPKE, BKIIOYEHNE COCAMHUTENILHEIX YCTPOKCTB,
3a3eMJICHHE, BLIOJIHEHNE ONlepallkit Ipy IPOBEACHUH KOHTPOJIBHBIX M3MEPEHUHI OCYIIECTBIIIETCA
B COOTBETCTBHH C SKCIUTYaTALlMOHHOM JOKyMEHTaleH

4. TpeboBannsa 0e3onacHOCTH

TpeGoBanus 6€30MaCHOCTH TODKHBI COOTBETCTBOBATH PEKOMEHIALMSM, H3/I0XKEHHbIM B
PykoBozacTBeE 110 3KCILTyaTal Uy

5. IToaroroBka K noBepke 0 Tpe6oBaHMA K KBATH(PHKALHNHN NOBEPUTEIEH

5.1. IIpuroToBUTH IOBEPOYHBIE PACTBOPE, yKa3aHHBIE B Tabnuue 1. MeToauka npuroToBieHus
PAcTBOPOB MPHBEJICHA B IIPHIIOKEHAM A K HACTOSIIEH METOIUKE IOBEPKH.

Tabnuna 1

IToBepouHbIii pacTBOpP, MaccoBas
HanvenoBanue nerexkropa KOHIIEHTPAIUS OIIpEAeIsIeMOoro
KOMITOHEHTAa

AHTpaleH/alleTORATPUI 5 MKr/cm>
WIH
Kodenn/aneTonuTpun, 12,5 Mxr/cm’®

JleteKTop ¢ H3MeHseMoi irHOH BonHE - 1290 Infinity II
Variable Wavelength Detector (1290 VWD)

JetexTop ¢ aunoaunoit Marpunei - 1290 Infinity II Diode Ar-
ray Detector FS u 1290 Infinity II Diode Array Detector
(1290 DAD)

AHTpaIleH/ale TOHUTPHI 5 MKI/cM>
WU
Koenn/aneronuTpun, 12,5 Mkr/cm®

Caxapo3a i TJII0K03a / BOAa,
200 mxr/cm®
xodenn/aneronutpun, 12,5 Mxr/cm®

Hetexrop mo ceeropaccesHuo - 1290 Infinity II Evapora-
tive Light Scattering Detector (1290 ELSD)

K npoBenennio n3MepeHuit 1o MOBEpKe AOMYCKAIOTCS JIMIA, M3Yy4YMBLIME TEXHHYECKOE OnuUca-
HH€ ¥ METOJVKY ITOBEPKH Xpomarorpada.




Jliis oNy4YeHns JaHHBIX, HEOOXOMUMBIX Ul TOBEPKH, JOIYCKAeTCs y4acTHe ONepaTopos,
obcnyxuBaromux xpomMarorpad (ox KOHTPOJIEM OBEPHTETA).

6. IlpoBeneHne MOBEPKH

6.1. BHemHu# ocMOTp.
Tpu mpoBeIeHNH BHEIIHETO OCMOTPA IPOBEPSIOT:
- OTCYTCTBHE MEXaHHUYECKUX IOBPEXKICHHUH,;
- COOTBETCTBHME KOMILIEKTHOCTH MpHOOpa TEXHAYECKOH JOKYMEHTAIHH,
- HaJeXKHOCTD KPEIJICHUS COEANHUTEIBHBIX 3JIEMEHTOB.
6.2. Onpo6oBaHue.
6.2.1 Ilepen onpoGoBanneM xpomaTorpada Heo6X0IMMO NPOAEIIAaTh CIeYIOIIHE ONepalny:
- BKJIFOYHTD IUTaHue pubopa;
- OCYIIECTBHTH IPOrpeB MPHOOpa B COOTBETCTBHH C TEXHUYECKHM OTIMCAHHEM Ha NPUOOD;
- YCTaHOBHTH NOTOK | MJI/MHMH M IPOBEPHTH OTCYTCTBHE Teuel MOABMKHOH (hasbl B MecTax co-
€IUHEHU;
- YIOCTOBEPUTHCS B CTAOUILHOCTH NaBIICHMS NIOABHKHOM (assl Ha BXOJIE B KOJIOHKY IIPH CKO-
pocTu moTtoka 1 Mi/mMuH
6.2.2 TloaTBepXKAEHHE COOTBETCTBHS IPOrPAMMHOr0 00€CIEUEHHU

6.2.2.1 Onpenenenre HoMepa Bepcuy (MACHTHQHKAIMOHHOTO HOMEpPA) POrpamMMHOro obecie-
YeHHUS.

Onpenenenne OCYLUIECTBIISAETCS CIEAYIOIHM 00pa3oM:

- B IJIaBHOM OKHE IIPOrpaMMEl B CTPOKE KOMaHJ IUEJIKHYTh MBIIBIO Ha Komanne «Help»
(TTomomb). B OTKpHIBIIEMCS OKHE IIEIKHYTH MBIIIBIO 110 CTpoke «About» (O nporpamme), B
pesysbTaTe 4ero OTKPOETCS OKHO, B KOTOPOM HpPHBEAEHBI MACHTU(GUKANMOHHOC Ha3BaHHE
10 u HoMep Bepcuu. Komust 5kpana ¢ BO3MOXHBIMH OKHAaMH IIPMBEJIEHA Ha PUCYHKax 1,2 1

3.
 About virtwalLc
OpenlAB CDS
ChemStation Edition
for LC & LCAMS Systerms
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Puc.1 OxHo ¢ uneHTH(uKanuonnbMe ganHsmMu OpenLab CDS Chemstation
Edition



[About
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Puc.3 OkHO ¢ naeHTHOUKanHOHHBMY JanHbiMuH Chemstation (32 paspsaHas BEpCHS)

Xpomarorpad CYUTAETCs BHLICPXKABIINM IIOBEPKY MO 1.6.2.3.1, ecnmu nomep Bepcun [10
He HIKe HOMepa, YKaszaHHoro B paszene «Ilporpammuoe obecredeHne» ONUCaHus THIIA (cm. Tab-
nuny 2) win Benue. B rasBanum IO MOryT mpHCYTCTBOBATH 3HAICHUA VL, uto yKka3blBaeT Ha

OrOIKETHBIH BapHaHT JAHHOH BEPCHH.
Tabnuna 2
0 Wnentuduxa HomMep Bepcun
alMEHOBaHHE POTPAMMHOT0
[IMOHHOE HAHMEHOBAHHE IPOrpaMM- IIPOrPaMMHOTO
obecneueHus
HOr0 o0ecIieueHus obecrieueHus
OpenLab CDS Chemstation OpenLab CDS Chemstation
.. .. C.01.
Edition Edition
OpenLab CDS EZChrom Edition OpenLab CDS EZchrom Edition A.04.
Chemstation Chemstation B.04.




6.3. OnpeneneHyue METPOJIOTHIECKUX XapaKTEPUCTHK.
6.3.1. YcTadoBuTE napaMeTphl XpoMarorpada (B 3aBUCHMOCTH OT AETEKTOPA), yKa3aHHEIE B
Tabm. 3, 4.
Tabnuna 3
CnextpodoromeTpryeckuii ckanupyomuit gerektop —1290 Infinity II Variable Wavelength De-
tector (1290 VWD), cnexTpodoToMeTpHYeCKHe NeTeKTOPH! ¢ AHONHON MaTpHie#- 1290 Infinity I
Diode Array Detector FS u 1290 Infinity II Diode Array Detector (1290 DAD)

ZORBAX SB-C18

Korora’ (5 mxMm, 4,6x150 Mm)
OmoenT (Mobile Phase) 80% aneronutpmi / 20% Bozaa
Pacxon smoenta (Flow rate) 1 MJI/MHH

O6neM nosuposanus npoOsl (Injection volume) 20 MKJI

BpeMs OTKIIMKa JeTEKTOpa 4c

KOMHAaTHas Ipy OTCYTCTBHH TEPMOCTaTa KO-

Temmneparypa KOJIOHKH
patyp 70HOK 1 40°C nmpu HaJlMuMH

Paboyas [KMHA BOJIHBI CIIEKTPOGOTOMETPHYECKUX Je-
TEKTOPOB:

- onpedenerue ypOGHA QIYKMYAYUOHHBIX UWLYMOE HY-
1188020 CUSHANA OeMeKMOpPO8

-- CIIEKTPOHOTOMETPHUECKHIH IETEKTOP C H3MEHAEMOMH
ol BonHs! (1290 Infinity II Variable Wavelength
Detector)

230 M

230 HM, KOHTPOJIbHAS JUTMHA BOIHEI A= 360
HM, muprHa nojocel = 100HM, mupHHa wie-
4 HM.

-- CIEKTPO(HOTOMETPHUIECKHE IETEKTOPHI ¢ NUOTHOM
matpuneit (1290 Infinity II Diode Array Detector FS u
1290 Infinity II Diode Array Detector)

- onpeOeneHue opetigha

--CIIeKTPOOTOMETPHUECKHUI NIETEKTOP ¢ M3MEHAEMOMH
amvaoi BonHeI1290 Infinity 11 Variable Wavelength
Detector)

230 M

-- CIEKTPOOTOMETPHYECKHE IETEKTOPBI C AHOIHOM
matpuueit (1290 Infinity II Diode Array Detector FS u
1290 Infinity II Diode Array Detector)

254 HM, KOHTpOJIbHAS JUTHHA BOJIHBI A= 360
HM, mHpuHa nojocs! =100HM MWUpHHA, Lie-

M 4 HM.
- onpedeneHue npedena 0emeKmuposanus
-- IIPH UCIIOJIF30BAHUH aHTpalleHa
TpY KCIIOJb30BaHIN KodenHa 250 nm
p 272 1M

JIaMITBI ¥ KIOBETHI PEKOMEHIYETCs HCIONIb30BaTh CTaHaapTHbIe (Standard, cM. pyKOBOJCTBO MOJIb-
30Bares)

! NOMycKaETCs UCMOJIb30BaTh AHATOTHYHbIE KOJIOHKH PaslMYHBIX (UPM-H3rOTOBUTECH, TUIIOPA3MEPOB M MADKHUPOBOK.
He YXyIIIAIOIINE UX BIUSHUE HA N3MepAeMbIe BETMYUHEI 110 CDABHEHHIO C MPUBEICHHBIMH KOJIOHKAMH, DY 3TOM
JOTTyCKaeTCs M3MEHeHHe TapaMeTpoB TPOBEACHHS MCIbITaHUH (MOABKHAs (a3a, pacxo[ MOEHTa, TEMIIEPaTypa Ko-
JIOHOK, BpeMs OTKJIMKA JETEKTOpa, LIMPHUHA [IOJOCHI). B HCMBITAHMAX Ha YpOBEHD (IIYKTYaUMOHHBIX LIYMOB U Apeiida
PEKOMEHIYeTCs, BO M306eXKaHNH BIMSHHSA (a3bl KOJIOHOK, 3aMEHATh MX Ha PECTPHKTOPHI (IyCTOTe/as KONOHKA C Aua-
meTpoM 0,12 MM WK IPOCTO OTPE30K KATHIIAPA ONPEEICHHOH ATHHbI).



Tabnuna 4
Hetextop no cetopaccestHuio - 1290 Infinity II Evaporative Light Scattering Detector (1290
ELSD)

ZORBAX SB-C18

(5 MxMm, 4,6x150 Mm) — aHanu3 Kodenna
Hi-Plex Ca (8 mxmM, 7,7 x 300 Mm) —
-aHaJIM3 Caxapo3bl HIIM TITFOKO3EI

80% aueronutpuin / 20% Boxa

- aHau3 KodenHa

Bopa — aHanu3 caxapo3sl MM TIIOKO3BI

Kononxka

OmoenThI (Mobile Phase)

Pacxon amoenta (Flow rate) 1,0 Myt/mMutH
[Hotok rasa (Gas Flow) 1,6 n/MuH
Crnaxusanne (Smoothing) lc
Yacrora c6opa nanubix (Data Rate) 10 'y

O6beM mo3upoanus npobsl (Injection volume) | 20 mxn

KomHatnas — 1 aHanusa kodenna
TeMmneparypa xoJI0HKH 80 °C — st aHanM3a caxapo3bl WM TIIIOKO-
3b1

70°C /70 °C — nna ananu3a kodenna
Temmneparypa ucraputens/ HeGynaiizepa 90 °C /50 °C — s aHaM3a caxaposbl UiIv
I'TIFOKO3bI

6.3.2. Omnpenenenue npeiiha i ypoBHs GIyKTyaUHOHHBEIX IIYMOB HYJIEBOTO CHIHANA JETEKTOPOB.
6.3.2.1 Ilepex npoBefeHHEM H3MEPEHHS CHCTEMA JOJDKHA IPOKAYMBATH IOTOK JIFOEHTA TSl CTa-
OniM3anuy OnperieNIeMbIX apaMeTPoOB He MeHee AByX 4acoB. [IOTOK IIPH 3TOM JOIYCKAeTCs CHH-
3uTh 10 0,3 — 0,6 Mi/MuH. YcTaHoBUTh pacxon 1 MI/MUH.

6.3.2.2. Onpenenenue apeiia u ypoBHs GIYKTyalMOHHBIX IIYMOB HYJIEBOTO CHIHANA JETEKTO-
POB IPOBOJUTCS BPYYHYIO I aBTOMATHYECKH C IOMOIIBIO TPOrPaMMHOT0 06eCeueH s XpoMa-
Torpada. i 3Toro ciesyer CHATh 6a30BYIO JIMHHIO HE MeHee 30 MHHYT.

6.3.2.3. ABTOMAaTH4ECKOE H3MEPEHHE YPOBHS (IIyKTyalHOHHEIX IITYMOB IIPOBOMHMTCS IO AJITOpUT-
My Peak-to-Peak u onpenensercs 3a moGoii 1 MUHYTHBIH OTpe30K BpeMeHH, HaunHas ¢ 10 MHUHYTBI
ucnerranuit. JIpelid, Hadunas ¢ 10 MUHYTEI HCTIBITAHUM, ONpesensieTcs 3a 20 MEHYTHBIH OTPE30K
BPEMEHH U aBTOMATHYECKH IIEPECUNTHIBAETCS IPOrPaMMOii 3a OMH Yac.

6.3.2.4. Bpy4uHYI0 ypOBeHb (IIYKTYallHOHHBIX LIYMOB OINpEAENSIETCS KAK MaKCHMAIbHEI pasmax
TIOBTOPSIOIIMXCS KOIeOaHui HyIEBOTO CUTHANA ¢ epruonoM He Gonee 20 cexynn. peiid 3a 20
MHHYT YMHOXa€TCSA Ha TPH, YTOOBI OLIEHUTH €r0 YPOBEHH 3a OJHH Yac.

6.3.2.5. VYpoBeHb QIIyKTyalMOHHBIX IIYMOB H Apeiid HyNeBOro CHrHaNA He HOJKEH MPEBBIIIATH
3HQ4YCHMMH, YKa3aHHbBIX B TaOIHIIE 5.

Tabnuna 5
YpoBeHb Quryk- "
HaumenoBaHue getextopa TYAIHOHHBIX 1y~ Hpeiid,
He OoJee

MOB, He 6oJtee

CnexTpooToMETpHYECKII AETEKTOP ¢ N3MEHAEMOMH IITHHOM
BoJHB! BoJHBI (1290 Infinity IT Variable Wavelength Detector) 1,6:10° B 4-10*B/y

CrextpodoromMeTpryecKre NeTEeKTOPEI C AHOAHOMH MaTpHIIei
(1290 Infinity II Diode Array Detector FS u 1290 Infinity II Di-

_5 3
ode Array Detector) 2,510 B 1,5-107 b/u

Hetextop o ceeropaccesrnio (1290 Infinity 11 Evaporative
Light Scattering Detector)

2,0 MB 5,0 MB/4
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6.3.3. OnpenencHue npenena AeTEKTUPOBAHUSA IETEKTOPOB

6.3.3.1 B umxextop xpomarorpaga BBoauTcs 20 MKJI IOBEPOYHOH CMECH U IIPOBOJUTCS PETH-
cTpanus XxpoMarorpaMMel. CocTaB ¥ KOHIEHTPAIUs IOBEPOYHOH CMECH, COOTBETCTBYIOLIEH MO-
BepsIeMOMY IETEKTOPY, yKa3aHsl B Tabiuuue 1.

6.3.3.2. ITocne 3ammcH XpoMaTOrpaMMBI, PacCUHUTATh Npenes IeTeKTHPOBaHHs o GopMyie :

_2-AX -G
min S . V

Tne: C min — mpemen NeTeKTUPOBAHHUS, I/MII
A X - ypoBeHB (IyKTyallHOHHBIX IIyMOB, b, MB (B 3aBHCHMOCTH OT THIa JETEKTOPA), IyM OepeT-
cs1 u3 paboyeil XpoMaTorpaMMEI Ha pOBHOM 4acTi 6a30BOH JTHHHH B COOTBETCTBHH C TpeOOBaHHS-
Mu . 6.3.2.3. umu 6.3.2.4.
G —Macca KOHTPOJIBHOrO BemecTBa, I'. (G = 06beM BBeIeHHOH NPOOBI XKOHIEHTPALUs BBEICHOIO
KOMIIOHEHTA).

(1)

S — momans Mo MUKoM, b, MB (B 3aBHCHMOCTH OT THIIA JETEKTOPA) XC.
V — ckopocTh IOTOKA ( pacXox) MIOEHTa, MII/C.

6.3.3.3. IIpenen NeTeKTHPOBAHHS IOBEPSIEMOTO AETEKTOpa AODKEH OBITh He 00JIee, YEM YKa3aHO B
tabnune 6.

Tabnuna 6

HaumMeHoBaHHUE feTEKTOpA [Npenen nerexTupoBaHus, He Honee
CnextpohoTOMETpHYECKUI JETEKTOP C H3MEHAEMOH IIMHOM 1,510 = r/m
sosiHb! (1290 Infinity I Variable Wavelength Detector)
CnextpodoToMeTpudecKre JETEKTOPHI C AUOTHON MaTpHIIEH
(1290 Infinity II Diode Array Detector FS 1 1290 Infinity I 2,010 r/mr
Diode Array Detector)
Hetextop no ceetopaccesauio (1290 Infinity II Evaporative
Light Scattering Detector)
- U pacTBOpa Caxapo3bl UM IIIIOKO3BI 1,0:10 7 r/mn
- ayis Koderna 5,0 -10 ® r/mn

6.4. Omnpenenenue otHocutensHoe CKO BEIXOJHOTO CHUrHama XpoMaTorpada ¥ OTHOCH-
TENBFHOTO H3MEHEHHS BHIXOJHOTO CUrHANA 3a 4 yaca HellpephIBHON paboTEI

6.4.1. TTocnenoBaresHO BBECTH B HHXEKTOp XpoMatorpaga noBepoqHyio cmech 10 pas,
KaXIblif pa3 IpOBOJS PErUCTPALIMIO XPOMATOIrPaMMBL.

6.4.2. Viconp3ys JaHHEIE, MOJIydeHHbIe B 1. 6.4.1. BeruciuTs otHocutensHoe CKO pe-
3y/npTaTa H3MEPEHHs IUIOIaaelt U BpeMeH yIepXKUBaHHUs, HCHIoNb3ys GopmMyiy (2).

n

Z(Xi —X)2
1 (2),

n-1

rae Xi — pe3yabTar i-ro H3MEepeHUs BRIXOAHOIO CUTHana  (TUIOINAJeH ITMKOB B BPEMEHH  YIEPKH-
BaHHUA);

X - cpeqHee 3Ha4YCHHE ITAPaAMETPOB BHIXOAHOIO CHIHaNa  (IUIOLIANCH NHMKOB M BPEMEHH YICPKU-
BaHH).

Berauciienne MOXKHO IPOU3BOAUTSH € OMOINEIO 31eKTpoHHBIX Tabmui EXCEL unm ucnons3oBars
ABTOMAaTHYECKH OIpeJieNieHHE C IOMOIIBIO IPOrPAMMHOr0 00eCIIeUeH .




6.4.3. Tlocne BeimonHeHUs nyHKTa 6.4.1 xpoMaTtorpad He BBIKIIIOYATH B TEYEHHE 4-X YaCOB.
B cnextpodoTOMETpUYECKHX AETEKTOpaX Ha 3TO BpeMs He JOITyCKAeTCs BBIKIIIOYHTH HCTOYHHKY
U3JTydeHus (JIaMIIbl).
6.4.4. Yepes 4 yaca HenpepbIBHOH paboThl XxpoMaTorpada IpOBECTH IIOBTOPHYIO CEPUIO U3
IBYX HU3MEpEHH.
6.4.5. OTHOCUTENBHOE U3MEHEHHE BEIXOJHOTO CHrHana 3a 4 yaca HEIpephIBHOM paboThl,
BBIP2XXEHHOE B IIPOLIEHTAX, BBIYHCISIOT IO QopMmye:
5=%=% 100, % 3)
rae: X - cpeiHee 3Ha4eHHe 1apaMeTpOB BEIXOJHOrO CUrHayla  (TIJIOIAH MTHKOB) B IO-
CIIEIHUX IBYX U3MEPEHUAX TEpPBOH CEpHH.
Xt - cpenHee 3HaUYeHUE TapaMeTPOB BEIXOAHOTO CHTHaNa  (IUIOIIAaM MMHKOB) BO BTO-
po¥ cepuu.
XpoMaTtorpad cuuTaeTcs BbLIEPXKABIIAM IIOBEPKY MO II. 6.4, ecli 3Ha4€HHs OTHOCHTEIb-
Horo CKO u  He Oonee yka3zaHHBIX B Tabiuue 7.

Tabnuna 7

OTHOCHUTEIIBHOE H3ME-
HCHHE BBIXOJHOI'O CHUI-

Otrocutensaoe CKO BbI-
Hama 3a 4 yaca Hempe-

XOIOHOI'O CHrHana, %,

5 0
HanmeHnoBanue getexTopa He 6oree PBIBHOI paboTsl (3), %,
He Gonee
IO IJIOMAAX | IO BpeMEHH IO TUTOINAMH ITHKa
TIHKa yaepKUBaHMs

CnexrpodoTomMeTpudecKuii IETEKTOp ¢
U3MeHseMoi auHoH BoiHEI (1290 2 1 3
Infinity IIVariable Wavelength Detector)

CnexTpo(hOoTOMETPHUYECKHE JIETEKTOPHI C

mquonHo# Marpuneit (1290 Infinity 11 o) 1 3
Diode Array Detector FS u 1290 Infinity

II Diode Array Detector)

JleTeKkTop 1o CBETOpacCesHUIO

(1290 Infinity II Evaporative Light Scat- 3 2 4

tering Detector)

7.0dopmiaeHue pe3yabTaTOB IOBEPKH

7.1. Pe3ynbpTaThl MOBEPKH CYHTAIOTCS MOJOXHTEIBHBIMH, €CIH XpoMaTorpad yIoBIETBO-
pseT TpeOOBaHMAM HAcTOAIICH METOMUKH IoBepkH. [IpH moBepke 3amosHsAeTCS MPOTOKOI, GopMa
KOTOPOTO IIpUBEJIEHa B IPHJIOXKEHHH b.

7.2. TlonoxxuTtenbHbIE pe3yNbTaThl TOBEPKH OGOPMIISIOTCS IIyTeM BELIAYH CBHIETEIHCTBA O
HIOBEpKE IO YCTAaHOBJICHHOH (opme

7.3. Pe3ynbTaThl NOBEPKU CYHMTAIOTCS OTPHUIATEIbHBIMU, €CIH [IPH IPOBEACHUH ITOBEPKH
YCTaHOBJIEHO HECOOTBETCTBHE IpHOOpa XOTA OB OJHOMY TPeOOBaHMIO HACTOAIICH METONUKH IO-
BEPKH.

7.4. OTpHuarenbHbIE pe3ynbTaThl HOBEPKH 0GOPMIISIOTCS IIyTeM BBIIaYM U3BELIEHUS O He-

TIPHTOAHOCTH.




[TPUJIOKEHUE A

METOJIUKA MPUTOTOBJIEHUSA IOBEPOYHBIX PACTBOPOB

1. [ina npuzomoenenus nogepouHbIX pacmeopos npumensiom creoyiouee 06opyoosanue u pe-
aKmuebl:

[a—y

Kon651 MepHBIE 2-TO KJlacca TOYHOCTH ¢ NpuTEpToit npobkoi mo F'OCT 1770-74.

2 Tlunetxu mMepHsle 2-ro Kiiacca TounoctH o 'OCT 29228-91.

3 MexXrocyIapcTBEHHBI CTaHIApTHEIA 06pa3en cocTaBa pacTBOpa aHTpaleHa B alleTOHUTPUIIC
MCO 0043:1998, maccopas xonuenTpamus 200 mxr/cm® wim T'CO 8749-2006 cocrasa pac-
TBOpa aHTpaleHa B aneToHuTpuie (200 MKr/cM3).

4 Caxaposano 'OCT 5833-75.
5 CrangapTHBIi ofpasel cocraBa pacTBopa rmoko3sl MCO 0389:2002.
6 Bona 1-oit crenenn ouncrku mo 'OCT P 52501-2005.
7  ALETOHHTPHI NS XKUIKOCTHOM XpoMarorpaduu oc.4. no TY 6-09-5449-89.
2. Ilpuzomoenenue noepOYHbIX DPACMEOPOS C UCHONb306AHUEM HCUOKUX CIAHOAPMHBIX
0bpasyos

2.1. Ucnone3ys dopmymy (1) mpousBoasT pacuer oObeMa CTaHAapTHOro obpasua M obbe-
Ma pacTBOPHTENS, HEOOXOIMMBIX /s HONYYEHHs DacTBOpa C MacCOBOH KOHLEHTpalHued KOH-
TPONBHO BEIIECTBA, TpeGyeMoH 1UIs [OBEpsAeMOro JeTeKTopa (cM. Tabnuuy 1 HacToseld MeTONH-
KH IIOBEPKH).

2.2. Tlpu moMoIIX rpanyupOBaHHON MHIIETKH IEPEeHOCAT HEOOXOMMMBIH 00BeM CTaHAapT-
HOro ofpaslia B MEPHYIO KOOy ¢ mpurepToif npobkoi BMecTuMOCTBIO 100 em® (1000 ov?),
pa30aBisIOT 10 METKH PacTBOPHTENEM U [IEPEMEIIUBAIOT.

2.3. lleiicTBUTEIbHOE 3HAUCHHE MacCOBOH KOHIIEHTPALIMH KOHTPOJBHOIO BEILECTBA
B pactBope (C;, Mr/cM®) BEIIHCIIAIOT 11O dopMyIe:

C =C, -2, (1)

rae Co - mecTBUTENbHOE (MACIOPTHOE) 3HAUYEHHE MAcCOBOM KOHUEHTpALMH KOHTPOJIBHOIO
BEIECTBA B CTAHIapTHOM o6pasiie, MKr/cM>;

Vo- o00beM cranmapTHOro obpasia, HCIONb30BAHHLIA IS TPUTOTOBJICHNS TAHHOTO pac-
TBOpA.

V- obmuit 06beM IpUroToBIeHHoro pacteopa (100 cv? wmm 1000 cn’).

2.4. Tlpr HEOOXOAUMOCTH IIPOBOAAT NIOBTOPHOE pa3baBlieHHe MOIYyIEHHOTO ITIOBEPOYHOrO
pacTBopa
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ITPMJIOXXEHHUE b

INPOTOKOJI
Xpomarorpad KHAKOCTHOI MoJeJb
3aB. Ne
IIpunamnexur
HWHH Bnanensua

Jata Bbimmycka

[Harta nosepku

YcIIoBHUS TOBEPKU:

TEMIIEpaTypa OKpYKaroIero Bo3ayxa

arMoctepHOe JaBlIeHNe
OTHOCHTENIbHAS BIIAKHOCTD

JIOKyMeHT, 10 KOTOPOMY IIpOBEIeHa OBEpKa

OC;

klla;

%.

CpexnctBa noBepku

Onpenesienne ypoBHst GIyKTyalHOHHBIX INYMOB U Jpeiida HyJeBoro curnaja (rpagpuye-
cKoe)

Jonmyckaemoe 3Have-
HHUe apelida Hyeso-
ro CHrHaJja, He 6oJiee

PesyabTaT onmpenelie-
HUSL 3HAYeHHS
apefipa HyJeBoro
CHTHaJIa

Jomyckaemoe 3HaYe-

HHe YPOBHHA PIyKTY-

AIMOHHBIX HIYMOB, He
Goaee

PesyabTaT ompe-
JdeleHHs1 YPOBHS
$IyKTyalHOHHBIX

myMOB

Onpenenenne 4YyBCTBUTEJIBHOCTH N0 OBEPOYHOMY PAacTBOPY

Honycxaemoe 3SHA4YCHHE Npeacja N€TCKTH-
POBaHHS, HC MCHEEC

PesyanaT ornpeacjJeHud npejaesia AeTeKTu-
POBaHHSA

PacyeTHas yacTh:

3uavenue mryma (pasmax IIyMOBOH MOJIOCHI):

CpenHee 3HAYCHHUC IJIOIIAaH ITHKaA:

Macca xonrponsroro Bemtectsa (G) , . (G = 06beM BBeIeHHON TPOOBI XKOHIIEHTPALMs! BBEIEHOTO

KOMITOHEHTA)

S — momaae noxa mukoM, b, MB (B 3aBUCHMOCTH OT THIIA JETEKTOPA) XC

V — cKopocTh II0TOKA ( pacxo/) IFOEHTa, MI/C
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Onpenenenne oTHocuTebHOro CKO BbIX0JHOTrO cHrHAMA (Sr) M OTHOCHTEILHOI0 H3MeEHe-
HH BLIXOJHOIO CHrHaJa () 3a 4 yaca HenpepbIBHOH padoThI.

Cepus uzmepernit Nel

Ne M3MepeHHs Bpems ynepxusanus (t) Ilromans nuka (S)

[y
.

O (0|5 WD

10.

Cepus u3Meperuit Ne2

Ne n3mepenns Bpems ynepxusanus (t) ILlromans nuxa (S)

1.

PesyanTaThl onpenenenus orHocutensHoro CKO Brixoanoro curxaja (no miomais MHKAa)

Jonyckaemoe 3Hauenne (Sr), %, ne 6osee PesyabTat onpeneienus: 3Hadenus (Sr), %

PesyabTaThl onpeaeenns orHocuTeabHoro CKO BBIX0HOTO cHTHAJA (110 BHICOTE ITHKA)

Jlomyckaemoe 3Ha49eHne (Sr), %, He Gosee PesyabTar onpeneieHns: 3Ha4deHus (Sr), %

Pe3ysbTaThl onpenesienusi orHocuTeabHoro CKO Bbixoqnoro curnasa (o BpeMeHH yziep-
JKHBAHHA)

Jomyckaemoe 3uaveHne (Sr), %, He Goee Pesyabrar onpenesnenusi 3HaveHus (Sr), %

Pe3yJ'll>TaTbl onpeaejJaeHdsi OTHOCHTE/ILHOI0 H3IMCHCHHSA BBIXOJAHOI'0 CHIrHaJ1a (6) no miomxa-
AU MHUKa

Jlonyckaemoe 3HaueHHue (8) , %, He boee Pe3yabTaT onpenejienusi  3HaueHHs (6), %




