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Hacrosias METOIMKa PacCpOCTPaHAETCS Ha XpoMaTorpadsl XuaKocTHeIe mopened 1220 In-
finity I1 LC u 1260 Infinity II LC, usrorapnusaemsie pupmoii «Agilent Technologies», 'epManus
¥l YCTaHABJIMUBAET METOIBI U CPEACTBA UX NEPBUYHOM MIOBEPKH (X0 BBOJA B KCILTYaTaLHIO M MOCIE
PEMOHTA) ¥ NIEPHOAMYECKOH (B Ipoliecce IKCILTyaTalkH) NoBepok. HTEpBal MEX1y IIOBEPKaMH -
1 rom.

1. Onepauuu noBepKH
Tabnuua 1- Onepauyuu NOBEpKH

o Homep O6s13aTeILHOCTD
Ne HaumeHnoBanMe onepanui
/i IIYHKTa Me- IIPOBEICHUS
TOJUKH B JKCILTyaTallu T110CJIE PEMOHTA
BHemnui ocMOTP.
1. P 6.1 Ja na
ITpoBepka KOMIIEKTHOCTH.
2.| I[ToaroToBka K MOBEPKE. 6.2 Ja Ja
3.| OnpoboBaHnue. 6.3 Ja aa
OmnpeneneHue METPOIOrHUECKUX
4.| YmP P 6.4 na na
XapaKTEPUCTHK.

TleppuyHas NoBepKa MPOBOIUTCA € TEMH JETEKTOPAMH, KOTOPbIE BXOIAT B COCTAB KOM-
ILIEKTALIME XpoMaTorpada B COOTBETCTBHH ¢ 3aKa3oM. [IpoBeieHHe IEPHOAMYECKOH IOBEPKH 110~
IyCKAETCS TOJMBKO C TEMH JETEKTOPAMH, C KOTOPLIMHE XpOMATOrpad sKCIUTyaTHpYeTCs B TEHEHHE
MEKIIOBEPOYHOTO MHTEpBaJIa. [IpH IONOTHEHHH XpoMaTorpada AOIOTHHTEIBHEIM IETEKTOPOM (u3
COCTaBa JETEKTOPOB, YKa3aHHbBIX B ONMCAHHHU THIIA) IPOBOJUTCS NEPBUYHAL MIOBEPKA.

ITpH OTpHIATENLHBIX PE3Y/IbTaTaX OBEPKH 110 KAKOMY-TKO0 IYHKTY HACTOAIIEH METOMUKH
JaybHe#mas noBepka xpoMarorpada npekpamaercs, ¥ OH IPU3HaeTCs HE NPOINEAIMM ITOBEPKY.

2. Cpeacrsa noBepKU

CranzapTHslit 00pasell cocTaBa pacTBOpa aHTpAaleHa B allETOHUTPHUIIC ['CO 8749-2006.

Kodeun 6e3ponusiit (GC 42-0249-07)

CranapTHbI o6pasel cocrasa pactsopa rmokosst MCO 0389:2002

Caxapo3sa mo ['OCT 5833-75

Bona 1-oit crenenn ounctku o ['OCT P 52501-2005

ALETOHHTPHI JUIS XUIKOCTHOH xpomatorpaduu oc.u. no TY 6-09-5449-89.

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

Kon6a mepnas 2(4)-50-2 OCT 1770-74.

ITunerka BMecTuMocThiO 0,5 cM’ mo TOCT 29227-91.

0. TepMOrHIPOMETP 3IEKTPOHHbIH YTBEPXKIEHHOIO THIIA, 3aPErHCTPUPOBAHHBIH B denepanbHOM
napopmanuonnoM donze no OEU (quana3oH U3MEpeHHH OTH. BJIQXHOCTH OT 10 no 100 %;
abc1. norpemHocts He Gonee 3,0 %; nuanasoH U3MEPEHHH TEMIIEPATYphI OT +10 no +40 °C;
abc1. norpemHocts He Gonee 0,5 °C).

11. BapomeTp-asepoun M-110 uiu aHaTOrHYHBIH.

e Al o b

JlonyckaeTcss IpMMEHEHME aHAIOTHYHBIX CPEICTB MOBEPKH, 00ECIICUHBAIOIIMX ONPENCICHHE
METPOJIOTHYECKUX XapaKTEPUCTHK C TpeOyeMOit TOYHOCTBIO.

CpezicTBa H3MEPEHUH JOKHBI HMETh IEHCTBYIOLINE CBUACTENBCTBA O NOBEPKE, 8 CTAHAAPTHBIC
oGpasibl — JefCTBYIOIIME [1ACIOPTa YCTAHOBNEHHOro 00pasua.

IToBepoUHBIE PACTBOPBI FOTOBSATCS cornacHo [IpuioxeHHo A K HACTOALLEH METO/IMKE.
3. YciaoBusi NOBEPKH

3.1. IIpu npoBENEHUH [OBEPKHU JODKHBI OBITH COOMIOIEHBI CIEIYIOMHME yCIOBUS:

- TeMIepaTypa OKpyKarowero Bo3ayxa, “°C ot 15 mo 30;
- IONYCTHMOE H3MEHEHHE TEMIIEPATyph! B IOMEIIEHAU 32 BpEM$, IPOBEICHHUS IOBEPKH,
°Cla He 6onee 1,0



- aTMocepHoe naBieHue, klla

- OTHOCHTEJIbHAs BIAXKHOCTb BO3yXa, %

- HalpsDKCHUE TUTaHHS IIEPEMEHHOT0 TOKa, B
- YacTOTa MEPEMEHHOr0 TOKa, Il

ot 84 no 107;

He 6osiee  80;
220" 33;
50+1

3.2. Ilepen npoBeaeHneM MOBEPKH NMpHOOp clieXyeT NOArOTOBHTH B COOTBETCTBHH C TpeboBa-
HHSIMH IPOH3BOJUTENLA, OMMUCAHHBIMH B PYKOBOJCTBE IO 3KCITyaTallHH.

4. TpebGoBaHus Ge30macHOCTH

TpeGoBanus 6€30MacHOCTH TOMKHBI COOTBETCTBOBATh PEKOMEHIALIMSIM, H3JIOKEHHBIM B Py-

KOBOACTBE 110 3KCIITyaTallHH

5. IToaroroBka K noBepkKe H TpeGoBaHUA K KBAJIMPHKALHMH MOBEPHTEICH

5.1. IlpuroToBHUTh NOBEPOYHBIE PACTBOPHI, YKa3aHHbIC B TabiuLe 2. MeToaHKa IPHTOTOBICHHS
PacTBOPOB NPHBEIEHA B IPHIIOKEHHH A K HaCTOSLIEH METOHNKE MTOBEPKH.

Tabnuua 2 — [loBepo4Hbie pacTBOPHI

HaumenoBanne ACTCKTOpAa

[loBepounblii pacTBOp, MaccoBas
KOHLIEHTPauus onpeae11eMoro
KOMIIOHEHTA

JleTexTop ¢ H3MEHsIEMOH JUTHHOM BOJIHBL - 1220 VWD 1
1260 VWD

AHTpalLeH/alleTOHUTPHI 5 MKr/cm>
WM
Ko(enH/aneToRuTpI, 12,5 Mxr/em’®

JleTekTOp ¢ AMOHOM MaTpHLEH K MHOTOBOJIHOBOM JETEK-
top - 1220 DAD, 1260 DAD WR, 1260 DAD HR, 1260
MWD

AHTpaleH/aleTOHUTPHI 5 MKT/cM?
HITH
KodeHnH/aneToHuTpua, 12,5 MKr/cm®

Hetekrop pedpakromerpuyeckuit -1260 Infinity II RID n
1290 RID

Caxapo3a/IMCTH/UIMPOBaHHas BO/A,
200 MKr/cm>

Hetextop ¢ayopumerpuueckuii - 1260 FLD u 1260 FLD
Spectra

AHTpalleH/aleTORUTPUIL, 5 MKT/1m?

JleTeKTOp 1Mo CBETOPACCESHHUIO HCTIAPUTEIIbHBIA —
1260 ELSD u 1260 HT ELSD

Caxapo3a HIH IJII0K03a / BoJa,
200 Mkr/cm?

HJIH KO EHH/alleTOHUTPHII,
12,5 mkr/cm?

[ToBepka meTeKTOpa MPOBOAUTCS IO OAHOMY IOBEPOYHOMY pacTBOpY (110 BeIOODY Biajenbla

xpomarorpada)

K INPOBEOCHHIO I’I3MCpCHPII71 110 MOBEPKE NOMYCKAIOTCA JIMLA, H3YUHBIIHE METOOAHKY IIOBEPKH

XpoMmarorpada i HMEIOIHUE yIOCTOBEPEHHE TOBEPHUTEIA.

I.[J'I}I MNOJYUYCHHS JAHHBIX, HEOOXOMMMBIX IS IMMOBEPKH, OOMYCKACTCS y4aCTHE ONICpaTOpOB,

o0cayXHBaOIKX XpoMarorpad (mox KOHTPOJIEM IIOBEPUTES).

6. IlpoBenenne noBepkH

6.1. BHewHui ocMOTp.

[Ipr mpoBeICHHH BHELIHETO OCMOTPA JOJIXKHO OBITh YCTaHOBJIEHO:

- Hamnyue PyKoBOJCTBA IO 9KCIUTyaTalliK XpoMaTorpaga;

- OTCYTCTBHE MEXAHHYECKHX MMOBPEXAECHHH KOpIyca, BIHAIOMNX Ha paboTy Xxpomarorpada

6.2. OnpoboBanmue.

6.2.1 Ilepen onpoboBanueM xpoMarorpaga HeoOXOAUMO MPOAEIATh CICAYIOUIHE ONIEpaAIIMHU:




- BKJTIOYMTD IIUTaHue npubopa;

- OCYILECTBHTh HPOIPEB HpHOOpa B COOTBETCTBUY C TEXHHYECKUM ONHCAHHEM Ha pUOop:

- ycTaHOBHTB NOTOK 1 Mi/muH (0,4 Mi/MuH s GiryopuMeTpryeckoro aerekropa u 0.6 Mia/muH
JUISL ACTIApMTENIBHOTO IETEKTOPa 0 CBETOPACCESHMIO) i MPOBEPUTh OTCYTCTBHE TEYEH HOABHXK-
HOH ¢a3bl B MECTaxX COEAMHEHUH;

- YIOCTOBEPUTLCS B CTAOUIIBHOCTH IaBJICHHS TOJBHXKHOH (a3bl Ha BXOZE B KOJIOHKY IIPH CKO-
poctu notoka 1 Mi/mun (0,4 Mi/MuH uist duityopuMeTpHyeckoro aerextopa u 0,6 Mi1/MuH 1S HC-
HapUTEIBHOrO AETEKTOPA IO CBETOPACCESHHIO).

6.2.2 TloaTBepXKIeHHE COOTBETCTBHUS MPOrPAMMHOr0 0GeCTIEYEHHS

6.2.2.1 Onpenenenue Homepa BepcuH (UACHTUGUKAMOHHOTO HOMEPa) IPOrpaMMHOT0 obecre-
YEHHUS.

OrnpeziesieHne OCYLIECTBISETCS ClELYIOIUM 00pa3oM:

- B IJIaBHOM OKHE IpOrpaMMBbI B CTPOKE KOMaH/I LIENKHYTh MBIIIBIO Ha Komanzae «llomMon»
um «?» (Help). B oTkpbiBlIeMcs OKHE IIEIKHYTh MBIIBIO IO cTpoke «O mporpammer»
(About), B pe3yibTaTe 4ero OTKpOeTCs OKHO, B KOTOPOM HPHBEICHBI MICHTH(OHMKAIMOHHOE
naspanue [10 u nomep Bepcuu. Kormuu 5kpaHoB (MpHMepbl) IpUBEAEHBI Ha PUCYHKaX 1.2 1 3.
Jlna BeIBOZA OKOH MeTposiorudecky 3HaunMbIX dactei [10 OpenLab CDS - OpenLab CDS
Acquisition (puc.4) u OpenLab CDS Data Analysis (puc. 5) HyHO BBINOJHHUTD CIIEIYHOIIHE
nercteus: B okne «Ilanens Ynpasnenus» BeIOpaTh B criucke «[IpuGopel», B cnucke npubo-
poB BeIGpaTh HOBepsieMblil mpuGop (ero ycioBHoe o603Ha4YEHHE) U HaXaTh QYHKLHIO «3a-
nyck». B oTkpeIBIIEMcs oKHe npubopa BeibpaTh GyHkuuu «C60p nanHBIX» (Acquisition) HiH
cootBeTcTBeHHO «O6paboTka naHHbIx» (Data Analysis).

B oTKpBIBIIMXCS OKHax BbIOpaHHBIX QYHKUUH BbIOpaTh 3aKiagky «Daii» ¥ U3 CIIMCKA BbI-
Oparb cTpoky «MIHGopManus» st BBIBOIa OKOH YKa3aHHBIX Ha Puc.4 uim 5.

OpenlLAB CDS

ChemStation Edition

RS ISR

Rev. C.01.07 $R2{256]
+ | Copyright © Aghent Technologis (2001-2016)
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Pucynok1- Oxno ¢ naentudukanuonnsiMu nanHeiMu [1O OpenLab CDS Chemstation
Edition



out Agilent Openlab CDS (EZChrom Edition)

Pucynok 2 - OkHo ¢ uaentudukaiponsbiMu faaHeiMi [10 OpenLab CDS EZChrom Edition

NHPpopmayma

Control Panel
Mauxenb ynpaenermns OpenlAB
Bepcua: 2.2 (C6opxa 2.2.0.478)

MoaxmoueHo K Shared Services aep. 2.2

oK

Pucynok 3- OkHo ¢ uaeHTHOHKaonHbiME AaHHbIME [0 OpenLab CDS

OpenlLAB CDS
Acguisition

Beptua

AOAPOOw. i 1 o wigeann:

CpeelAS TS A Ao Sopes
(TR AgLent 10 (Sonk

AC21703)

Agrtent Openi_AB €06 - Agliert 490 Miarc GC - Chopa 1.12 2.0

Agrient OpencAi COS 900 A/D Driver - Copxa 2 3.0.93

CpenLAE C0S - Agiient $$420x “Bopxa ADLC1 (88
01015

CpenLA (IS - Agilent GO Diivers (Goowa B.01.02.046
Edx CCo. 34 [007]

OpenlAB (DS - Agilent GC Drivers Copka 8.01.02.046
D54 GC 6,02 [040]

Qpenl Af (D6 - Agilent GCME Drivers 26opia A.01.01.00
10100475

OpenLAk CUS - Aglient LOMS Drvers CSoma A.01.02.0C
010230

Agilent Techrolcgies

Pucynok 4- OkHo ¢ naentudukanonubiMu fauHbeIME 10 OpenLab CDS Acquisition



OpenlAR CDS Bepeun 22
Data Analysis

floppobuoc 06 mageauw:

Agllent OpenlLAB Data Analysis- Chopra 2.200.0.454

i% Agilent Technologies

Pucynox 5- OxHo ¢ uaentudukannoHHbpMA JaHHBIME [0 OpenLab CDS Data Analysis

Xpomarorpad curTaeTcs BhLIEPXKaBIIMM NOBEpKY Io m.6.2.3.1, ecin Homep Bepeuu [10 He
HIDKEe HOMepa, yKasaHHoro B Tabnuuax 3 u 4. B HasBanuu [10 MoryT npucyTcTBOBaTh 3HAUEHHS
VL, 4ro yka3bIBaeT Ha OrO[KETHBIH BapHaHT JaHHOH BEPCHH.

Ta6nuna 3 -Unentudukanuonnsie ganusie [10 OpenLab CDS Chemstation Edition ' OpenLab
CDS EZchrom Edition

W neHTHpHKaIMOHHbIE JAHHBIE

3HaucHHE
(npu3HaKy)

WpenTHukanroHHOE OpenLab CDS OpenLab CDS EZchrom
HanmeHoBaHue [10 Chemstation Edition Edition

Homep Bepeui He nmxe C.01.06. He nmxe A.04.06.
(uneHTHdUKaUKHOHHBIH HOMep) 1O

Hudposo#t uaentuduxarop I10 -

Ta6muua 4 -Unearuduxkanuonnsie qanasie  [10 OpenLab CDS

WneHTHHKAMOHHBIE JaHHBIE 3HaderHe
(npu3HaKM)

W neHTH)HKAMOHHOE HAUMEHOBa- OpenLab CDS OpenLab CDS

Hue [10 u ero MeTpoIOruyecKu OpenLab CDS » .
N Acqusition Data Analysis
3HaYMMBIX YacTel
Homep BepcuH (HACHTHHKALIMOH- He nmxe He nnxe He nmxe
He1i Homep) 10 2.2. 2.2. 2.2.

Hudposoi#t naentuduxarop 110 - - -




6.3. OnpeneneHye METPOJIOTUYECKUX XaPAKTEPUCTHUK.

6.3.1. YcraHoBUTh NapaMeTpbl XxpoMaTorpada (B 3aBUCMMOCTH OT JETEKTOpaA), yKa3aHHBIC B
tab. 3, 4.

Tabnuua 3 - [Napamerpsl xpomarorpaga 1/1s JETEKTOPOB € M3MEHAEMOMN JUIMHON BOJIHBI —
1220 VWD, 1260 VWD, neTekTopoB ¢ JHOAHOH MaTpulei M AeTeKTopa MHOroBoJHOBoro -1220
DAD, 1260 DAD WR, 1260 DAD HR, 1260 MWD

Kononka!

ZORBAX SB-C18
(5 mxMm, 4,6x150 MM)

OmoeHT (Mobile Phase)

80% aueronutpus / 20% Boaa

Pacxon smroenta (Flow Rate) 1 MJI/MHH
O6beM no3upoBanus mpobel (Injection Volume) | 20 mxn
Bpewms otkinka netexkropa (Response Time) 4c

Temneparypa konoHku (Temperature Column)

KOMHaTHas TIp4 OTCYTCTBHH TEPMOCTATa KOJIO-
Hok 1 40°C npu HaM4YHH

Pa6Goyas n1MHa BOJHBI JETEKTOPOB!

- onpeoeeHue YPOBHSL (hIyKmyayuoHHbLX UYMO8
HYN€6020 CUZHANA 0emeKmopoé u onpeoeieHue
Opetiha

- 1220 VWD, 1260 VWD

- 1220 DAD, 1260 DAD WR, 1260 MWD

- 1260 DAD HS

- onpeoeneHue npeoena 0emexmuposanus
-- IpY MCIOJIb30BaHUH aHTPaLEHa
-- I UCNOJIb30BAaHUU KO(pEHHa

230 HM, mupuHa nonocsl (bandwidth) = 4 Hm

254 uM, mupuHa nojocs! (bandwidth) = 4 Hwm;
KOHTpobHas (reference) AnuHa BOJHBEI A= 360
HM ¢ mHMpHuHO# mosockl (reference bandwidth) =
100 amM; mupuHa men (slit width) =4 Hm.

230 uM, mupuHa nojocsl (bandwidth) = 4 Hwm;
KoHTposbHas (reference) amuHa BoHBI A= 360
HM ¢ mupHHO# moJockl (reference bandwidth) =

100 uM; mupuHa menu (slit width) =4 um

250 uM, mupuHa nonock! (bandwidth) = 4 um

272 um, wupuHa nosnocsl (bandwidth) = 4 um

ITpumeuanue: 'nonyckaeTcs HCMO/B30BATh AHATOTHUYHBIE KOJOHKH Pa3jinUHbIX QHPM-M3rOTOBUTEICH, THITO-
pa3MepoB U MapKUPOBOK, HE yXYALIAIOIWIME UX BIMAHUE HA H3MEPSEMbIE BETHUYHHBI 110 CPABHEHHIO ¢ MPHBE-
AEHHBIMH KOJIOHKaMH, TIPU 3TOM JOIMYCKaeTcs M3MEHEHHE NapaMeTpOB MPOBEAECHUS HCNbITAHHH (NOJABKIKHAS
(asza, pacXoJ MOEHTa, TeMIIEPATypa KOJIOHOK, BpEMs OTKJIMKa JETEKTOpPa, LUIMPHHA NONOochl). B HcnbiTaHUAX
Ha ypOBEeHb QUIYKTyaLlMOHHBIX LIYMOB U Apeida pekomMeHayeTcs, Bo H3be)xaHHe BJIMSHHSA (a3bl KOJIOHOK, 3a-
MEHAThL UX Ha peCTPUKTOPLI (MyCTOTENas KOMOHKA ¢ JuaMeTpoM 0,12 MM HIIH MPOCTO OTPE30K Kanuanspa

OTIpeleNEHHOM [UTHHBI).

JlaMIbl U KIOBETHI PEKOMEHIYETCS HCIOJIb30BaTh CTaHaapTHEIE (Standard, cM. pykOBOACTBO 1OJb-
30BaTeNA)




Tabnuua 4 - Pedppaxromerpuueckuit gerexrop - 1260 Infinity II RID, 1290 RID

K 2 Hi-Plex Ca (8 MxM, 7,7 x 300 MM) —
OJIOHKH
aHaJIN3 CaXxapo3bl
OmoeHT (Mobile Phase) JMCTHJUIMPOBaHHAsA BOJA
Pacxon smoenTa (Flow Rate) 1 MJI/MUH
Bpewms otkinka aerexkropa (Flow Rate) 4c
O6bem no3upoBanus npobsl (Injection Volume) 20 MK
Temneparypa konoHku (Temperature Column) 80°C nyis caxapo3sbl
Temneparypa siueiiku gerekropa (Temperature Cell) | 35 °C

Tabnuua 5 - @nyopumerpuyeckuit aerexrop - 1260 FLD, 1260 FLD Spectra

1 ZORBAX SB-C18

Konorka (5 MKMm, 4,6x150 MM)

OmoeHT (Mobile Phase) 80% auneronuTpus / 20% Boga
Pacxon amoenra (Flow rate) 0,4 My/MmuH

O6bem no3upoBaHus npo6sl (Injection volume) 20 MK

KOMHaTHas1 IIpH OTCYTCTBHH TEPMOCTATa

Te KOJIOHK
Mmneparypa konoHkd (Temperature Column) komoHoK 1 40°C mpu HaTHYHH

JlnvHa BoJIHBI BO30YXIeHHs (excitation) 248 um

JUMHa BOJIHBI pETHCTPaldy (emission) 396 um

Hanpsioxenne Ha Y Medium

[MpuMeuanue: ' JOMyCKaeTCs HCMOJB30BATh AHANOTMYHbIE KOJOHKH pa3fiduHblX QHUPM-H3rOTOBHUTENEH, THIIOPA3-

MEpOB ¥ MapKHPOBOK, He YXYAWAIOWHE UX BIUAHHE Ha H3MEpAEMbIE BETMUUHb!I N0 CPAaBHEHHIO C NPUBENCHHBLIMH

KOJIOHKaMH, TNPH 3TOM J0NYCKaeTcs U3MEHEHHe NapaMeTpoB NpOBeAcHUA UCTIbiTaHui (noABMXHas ¢asa, pacxon

3JIOEHTa, TEMNEpaTypa KOJNIOHOK, BpeMs OTKJIHKA AETEKTOpa, IIMPHHA NMONOChl). B ucnbiTannax Ha ypoBeHb Gyk-

TYaUMOHHBIX LWIYMOB W Apefida pekoMeHayeTcs, Bo u3bekaHne BIMAHUA (a3bl KOJIOHOK, 3aMEHATh UX Ha PECTPHK-
TOpbI (MYCTOTENAs KOJIOHKA ¢ AWametpom 0,12 MM HJIM NPOCTO OTPE30K Kanuiuispa onpeleaeHHON UTHHbL).

Tabnuua 6- [lerektop 1o cBeTopaccesHuo uenaputensHbli - 1260 ELSD, 1260 HT ELSD

ZORBAX SB-C18

(5 Mxm, 4,6x150 MM) — arnanu3 kodenHa
Hi-Plex Ca (8 mxm, 7,7 x 300 Mm) —
-aHAJIU3 Caxapo3bl HJIH ITIFOKO3bI

Komonka

80% aneronutpun / 20% Boaa
- aHaJIM3 KogenHa
Bona — aHayn3 caxapo3bl HIH TIIOKO3bI

OmoenTsl (Mobile Phase)

Pacxon amoenta (Flow rate) 1,0 Mma/MuH
ITorok rasa (Gas Flow) 1.6 ;1/MUH
Crinaxusanue (Smoothing) lc
Yacrora cbopa nanHbx (Data Rate) 10 I'n

O6bem no3upoBanus npo6sl (Injection volume) | 20 Mxn

KomHaTHas — a1 aHanu3a kodenHa
Temneparypa xononku (Temperature Column) 80 °C — nns ananmu3a caxapo3bl HIIH IJIIO-
KO3BI

70°C /70 °C — nnsa ananu3a kopernHa
90 °C /50 °C — nns ananu3a caxapo3bl HIIH
TJIFOKO3bI

Temneparypa ucnapurens/ Hebynaiizepa
(Temperature Evaporator/Nebulizer)




6.3.2. Omnpenenenue apefida 1 ypoBHS QIyKTyallHOHHBIX LIYMOB HYJIEBOIO CHIHaJla JIE€TEKTOPOB.

6.3.2.1 Ilepen npoBeaeHHEM H3MEpPEHHs CHCTEMa JOJDKHA MIPOKAYMBATh IOTOK JJIIOCHTA JUIs CTa-
OWIH3aIMH ONpeeNIIEMBIX TapaMEeTPOB HEe MEHee ABYX 4acoB. [T0TOK npH 3TOM AoNycKaeTcs CHH-
3uTh 10 0,3 — 0,6 MJI/MHH.

6.3.2.2. Onpepenenne apeiida u ypoBHs QIIyKTyallHOHHBIX LIYMOB HYJIEBOTO CHTHATa AETEKTO-
POB HPOBOAMTCA BPYYHYIO HJIH aBTOMAaTHYECKH C IOMOIIBIO IPOrPaMMHOro o0eceueHns Xpoma-
torpacda. [l aroro cienyer CHATH 6a30BYyIO JIHHHIO He MeHee 30 MUHYT.

6.3.2.3.ABTOMaTH4YeCKOE H3MEPEHHE YPOBHS (PIYKTYyallHOHHBIX LIYMOB IIPOBOXUTCA IO aJIro-
putMy Peak-to-Peak u ompenensercs 3a mo6o# | MUHYTHBIH OTpe30K BpeMeHH, HaunHas ¢ 10 Mu-
HYTHI HcnbiTaHui. Jlpeiid, HaunHas ¢ 10 MUHYTHI HCTIBITaHUH, onpeaensercs 3a 20 MUHYTHBIH OT-
PE30K BPEMEHHU H aBTOMaTHYECKH NEPECYUTHIBAETCS IPOrpaMMOK 3a OZIMH Yac.

6.3.2.4. BpyuHyto ypoBeHb QUIyKTyallHOHHBIX LIYMOB OIpefeNseTCs Kak MaKCHMAIBHBIN pa3max
IOBTOPSIOMHKXCA KojieOaHUH HyJIEBOrO CHIHana ¢ nepuoaom He 6osee 20 cexyna. Hpeid 3a 20
MHHYT YMHOXXaeTcs Ha TpH, 4TOOBI OLEHHUTH €r0 YPOBEHbB 3a OJIMH Yac.

6.3.2.5. YpoBenb (QayKTyalHOHHbBIX IIYMOB H Jpelid) HyJeBOro CHrHajIa He JOJDKEH MPEBBIIATh
3HAYCHHH, yKa3aHHbIX B Tabyuue 5.

Tabnuna 5- YpoBeHb QuryKTyallHOHHBIX HIYMOB M Jpeiid) HyneBoro curxaia

YpoBeHs QuykTya- o
HaumeHoBaHHe feTeKTOpa LHOHHBIX IIYMOB Apeiid,
’ He Oonee
He Gosee

JerekTop ¢ n3MeHseMo# UTHHON BOJHEI - 1220 VWD u 1260
VWD 2,010° B 3,010 B/y
JleTexkTop ¢ AMOJHOMN MaTpUIlel ¥ MHOTOBOJHOBOH JETEKTOP
- 1220 DAD, 1260 DAD WR, 1260 MWD 3,0.10° B 1,5-10° B/y
- 1260 DAD HR 2,510°B 1,0.10° B/y
Hertexrops!l peppakromeTpuyeckue - 1260 Infinity II RID, 9 6,0-1077
1290 RID 8,010 enpedp. o own
@iyopumerpuueckuit netekrop - 1260 FLD, 1260 FLD
Spectra He HOpMHpYeTCs
JleTekTop Mo CBETOpacCesiHUIO HcnapuTenbHblii-1260 ELSD,
1260 HT ELSD 2,0mMB 5,0 MB/u

6.3.3. OnpeneneHne npeaena AETEKTHPOBAHHS JIETEKTOPOB

6.3.3.1 B umxexrop xpomarorpacda BBoauTcs 20 MKJI TIOBEPOYHOH CMECH M NMPOBOAUTCS pErHCTpa-
1M XxpomarorpaMmbl. COCTaB M KOHIEHTpaLUsA NOBEPOYHOH CMECH, COOTBETCTBYIOLIEH MOBepsie-
MOMY JETEKTOpY, yKa3aHbl B Tabiuue 1.

6.3.3.2. [loce 3amucH XpOMaTOrpaMMBbl, pacCuMTaTh Ipelen AeTeKTHPOBaHus 1o GopmyJie :

2 AX-G
mesy
I'ne: C min — npepaen JeTeKTHPOBAHHUS, I/MII
A X - ypoBeHb (IIyKTYallHOHHBIX LIYMOB, b, en.pedp., MB nnn y.e. (B 3aBUCHMOCTH OT THIa Je-
TEeKTOopa), IryM OepeTcs U3 paboueii XxpoMaTorpaMMBbI Ha pOBHOH 4acTH 6a30BO# JIMHHAM B COOTBET-
CTBHH C TpeOoBaHuAMH I1. 6.3.2.3. um 6.3.2.4.

G —Macca KOHTPOJIBHOTO BEIecTBa, I'. (G = 06beM BBEeACHHOMN MPOOHI X KOHIIEHTPALUs BBEJEHOTO
KOMIIOHEHTA).
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S — momage nox nukoM, b, en.pedp., MB uin y.e. (B 3aBHCHMOCTH OT THIIa ETEKTOPA) XC.
V — ckopocTh MOTOKa ( pacXxoi) MOEHTa, MII/C.

6.3.3.3. Ilpenen neTeKTHPOBaHHKS TOBEPAEMOTO IETEKTOPa A0JKEH ObITh HE GOJIEE, YEM YKA3aHO B
tabuue 6.
Tabnuua 6 - Ilpenen nerextupoBaHus

Hanmenosanue nerexropa Ilpenen nerexTrpoBaHus, He Gojiee

109
HetexTop ¢ n3MeHseMoit ATHHOM BOHEI - 1220 VWD, 1260 1,5-10 7 r/mux (n1s antpanena)

VWD 2,0-10 ~° r/mn (ana kodenna)

109
JleTekTop ¢ AMOTHON MaTpHIEH M MHOTOBOJTHOBOM JETEKTOP 2,0-10 7 r/mn (nns aHTpaeHa)

- 1220 DAD, 1260 DAD WR, 1260 DAD HR, 1260 MWD 3,0-10 = r/mu (ans kodenna)

Hetextope! pedpakromeTpryeckue - 1260 Infinity II RID, 20107 /M
1290 RID ’

Herextops! Guyopumerpuyeckue -1260 FLD, 1260 FLD 2.0-10 ~'2 r/m
Spectra ’

1,010 7 r/mn (m1s caxapo3sl HiIH
JleTekTop 1o cBeTOpaccesiHUIO HeapuTeNbHBIH- 1260 ELSD,

1260 HT ELSD TJIIOKO3bI);

5,0 -10 “® r/mt (ans kodenna)

6.4. Omnpenenenne otHocHTenpHOe CKO BBIXOAHOrO CHrHaTa XpoMarorpada ¥ OTHOCH-
TEJIbHOTO U3MEHEHHS BBIXOJHOTO CUTHANIAa 3a 4 yaca HeNpephIBHOM paboThI

6.4.1. IlocnenoBarenbHO BBECTH B HHIXKEKTOP XpoMaTorpada I0BEpPOYHYIO CMech 6 pas,
Ka)KIbIHM pa3 NpOBOJAS PETHCTPALIMIO XPOMATOTPAMMEI.

6.4.2. Micniosnib3ys NaHHBIE, MIOTy4deHHBIe B 1. 6.4.1. BeraucauTh oTHocHTenbHoe CKO pe-
3yJbTaTa U3MEPEHHs IIOWAAEH U BpeMeH yaAepKHBaHHs, HCTIONB3YsA Gopmyiy (2).

(),
I'me: Xi — pe3ynbrar i-ro H3MEpEHHs BBIXOJHOTO CUTHala  (fuIowaaei MHKOB M BPEMEHH
yAEp>XHUBaHHUS ); ,
X - cpenHee 3Ha4Y€HHE NapaMETPOB BBIXOJHOIO CHrHada  (IUIOLIaJei MHKOB M BPEMEHU
yYACpKUBaHHA ).

Bpruncnenre MOXHO POU3BOAUTE C IOMOUIBIO 31eKTpOoHHBIX Tabnuy EXCEL unn uenosis-
30BaTh aBTOMaTHYECKH ONpeJe/IEHHE C ITOMOLIBIO POrpaMMHOro obecreyeHus.

6.4.3. Ilocne BbImOMHEHHS yHKTa 6.4.1 Xpomartorpad He BBIKIIOYATh B TEUCHHE 4-X YaCOB.
B cnekTpohoTOMETpHYECKHX AETEKTOPAX Ha 3TO BpeMs HE AOMYCKAETCs BBIKIIOYHATh HCTOYHHKH
U3ITydIeHHs (JIaMIIbI).

6.4.4. Yepes 4 yaca HenpepbIBHOH paboThl XpoMaTorpada IpoBECTH NOBTOPHYIO CEPHIO U3
JIByX HM3MEpPEHHUH.

6.4.5. OTHOCHTENBHOE U3MEHEHHE BBIXOAHOIO CHTHAMa 3a 4 4aca HerpepbIBHOM paboThl,

BBIPAXXCHHOC B IIPONCHTAX, BbLIYHCJIAIOT 1O ¢)opMyJ1e:

§=ux100, % 3)
X

rae: X - cpeHee 3HaYeHHE 1apaMeTPOB BBIXOJHOTO CHIHala  (IUIOLIa[M [THKOB) B I10-
CJICOHUX JBYX M3MEPEHHAX MEPBOH CEpHH.
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X1 - cpefiHee 3HaYCHHE NapaMeTpOB BRIXOJHOIO CHTHANIAa  (IUIOIAJH MHKOB) BO BTO-

poil cepuH.

Xpomarorpad cuuTaeTcs BHIICPKABIINM [IOBEPKY IO I1. 6.4, €CJIH 3HAYEHHs OTHOCHTEb-
Horo CKO wu 4 He GoJiee yka3aHHBIX B Tabnuue 7.

Tabauma 7- OtHocutensHoe CKO BBHIXOAHOIO CHTHANA ¥ OTHOCHTENHHOE H3MEHEHHE BBIXOIHOTO

CHTHaJIa 3a 4 yaca HEMpepbIBHOR paboTh!

OtHocutrensHoe CKO Brixon-
HOT0 cHrHaia, %,

OtHocHuTeNnbHOE H3Me-
HEHHE BBIXOJHOIO CHI-
Hana 3a 4 yaca Hermpe-
pBIBHOH paboTkl (9), %o,

HanmenoBanue nerekropa He Gonee
He 6onee
1O IIOH[AOU | IO BpEMEHH 10 Moy ITHKa
nHKa yIAepXKHUBaHHS
JleTeKTop ¢ H3MEHAEMOM JUIMHO BOJIHBI 1,5 1,0 3,0
- 1220 VWD, 1260 VWD
JleTekTop ¢ AMOAHOM MaTpHLEell U MHO-
rOBOJIHOBOM aerekTop - 1220 DAD, 1,5 1,0 3,0
1260 DAD WR, 1260 DAD HR,
1260 MWD
JleTekTops! pepakTOMETPHUECKHE -
1260 Infinity II RID, 1290 RID 3,0 2.0 4.0
Herexrops! $iryopuMerprueckue -1260 3.0 2.0 4.0
FLD, 1260 FLD Spectra
JleTeKTop MO CBETOpacCesHUIO HCIIapH- 3.0 2,0 4,0
TesibHbIM- 1260 ELSD, 1260 HT ELSD

7.0dopmnenne pe3ybTaToOB NOBEPKH

7.1. [lannple, MOMy4YeHHBIE IPH MOBEPKE, PETHCTPUPYIOTCA B (OpPME NMPOTOKONA COIIACHO

npuIoxeHuo b.

71.2. Xpomarorpad), yI0BIeTBOPSIOMHI TPeGOBAHHAM HACTOALIEH METOMMKH IIOBEPKH, TIPH-
3HACTCS FOMHBIMH U Ha HEr0 OQOPMIIAETCS CBHAETENBCTBO O OBEPKE 110 YCTAHOBJIEHHOR (opMe.
O6opoTHas cTOpOHa CBUIETEILCTBA HE 3aNOJIHAETCS.

7.3. Xpomarorpadpl, He yIOBJIETBOPSIONIHE TpeOOBaHHAM HACTOSAIIEH METOAMKH, K JabHel-
IIeH 3KCIUTyaTalli He TOMYCKAeTCs M Ha HUX BbIIAETCS H3BEMIEHHE O HENPHIOJAHOCTH.
7.4. 3HaK NIOBEPKH HAHOCHTCS Ha JIMLEBYIO NaHe b Xpomarorpada U (HH) Ha CBUAETE b~

CTBO O NNOBEPKE.




IMPUJIOXXEHME A

METOJHUKA IIPUT'OTOBJIEHHUSA IOBEPOYHBIX PACTBOPOB

1. [{na npuzomosnenus nosepoyHvix pacmeopos npumensiom cnedyowee obopyoosanue u peax-
Musbil.

Ko:1651 MepHEIe 2-T0 Kiacca TOYHOCTH ¢ npuTEpPTOi npobkoi no 'OCT 1770-74.
ITunerku MepHBIe 2-T0 Kinacca TouHoctd o 'OCT 29228-91.

I'CO 8749-2006 cocraBa pacTBOpa aHTpaleHa B aneToHuTpue (200 Mxr/cm?).
Caxaposa o 'OCT 5833-75.

CranpapTHeii oOpasen coctaBa pactBopa rroko3sl MCO 0389:2002.

Bona 1-o0# crenenn ounctku o F'OCT P 52501-2005.

ALETOHUTPHI JUIs XKUAKOCTHOH xpoMaTorpaduu oc.u. no TV 6-09-5449-89.

N ON U B W

2. Ilpuecomosnenue noGepoyHbIX PACMBOPOE C UCNO6306GHUEM HCUOKUX CMAHOADMHBLX 00-
pasyos

2.1. Ucnone3ys dopmyay (1) npousBoasar pacyer obbema cTaHaapTHOro obpasua u ob6beMa
pacTBOpUTEIst, HEOOXOAUMBIX JUIS MOJyYEHHsl pacTBOpa C MacCOBOH KOHILEHTpalued KOHTPOJIBHO
BellecTBa, TpeOyeMo# i nmoBepseMoro nerekropa (cM. Tabmumy 1 HacTosmied METOAMKH MO-
BEPKH).

2.2. Ilpu nmoMoumy rpagydpoBaHHON IMHUIETKH HEPEHOCAT HEOOXOIUMBIH 00beM cTaHAapT-
HOTo 06pa3ia B MEPHYIO K0JI0y ¢ MpUTEpPTOii MpobKoii BMectuMocThio 100 em? (mma 1000 cm?), pas-
0aBJISIOT 10 METKH paCTBOPUTE/IEM U EPEMELIHBAIOT.

2.3. \eficTBUTEIBHOE 3HAYEHHE MAacCOBOH KOHIEHTPAallMd KOHTPOJIBHOTO BEILECTBA
B pacTBope (C;, Mr/cm®) BEIYHCAAIOT 1O GopMyIe:

C=C,-—~, (1)

Ine: Co - nelicTBUTEbHOE (IIACHOPTHOE) 3HAYE€HHE MAcCOBOM KOHIEHTPALMH KOHTPOJIBHOTO
BEINECTBA B CTAHAAPTHOM 06pasiie, MKr/cm>;

Vo- o00BeM cranmapTHOro obpasia, MCIOJIb30BaHHBIA AJS IPHUTOTOBJIEHUS JaHHOTO pac-
TBOpA.

Vi- obmuit 065eM npurotToBneHHoro pactsopa (100 cm® wmm 1000 em?).

2.4. TIpn HeOOXOUMOCTH TIPOBOJAT ITOBTOPHOE pa3baBiieHHE MOTyYEHHOTO NOBEPOYHOTO
pacTBopa.
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3aB. Ne

[IpoTokon MoBepKu

XpoMatorpad KUAKOCTHOMH

[MPUJIOXXEHHUE b

[punagnexur

WHH Bnagensua

Jarta BrImycka

Jata rmoBepku

Yc10BHS TOBEPKHU:

TeMIIEpaTypa OKpPY>KaroILEero Bo3ayxa °C;

atMoc(epHoe IaBjIeHHE

OTHOCHTECJIbHAA BJIaXKHOCThH

JloKyMeHT, [0 KOTOPOMY IIpOBeIeHa ITOBEpKa

Cpencrsa moBepku

klla;
%.

PGBYJIBTaTLI BHEIIHETO OCMOTpa U OIIpO6OBaHI/IH

Pesynbrats nposepku coorBercTBHs [10

OrnpeneneHue ypoBHs QayKTyaIllHOHHBIX ITYMOB U Ipefida HyJIeBOro CUrHaia

Jlomyckaemoe 3Haye-
Hue apeiida HyneBOro
CHTHauna, He 6oJee

PesynbTat onpenene-
HHS 3Ha4YEeHHUS
apeiida HyneBoro cur-
Hana

JonyckaeMoe 3Haue-

HHE ypoBHS (IIyKTya-

IUOHHBIX ITyMOB, He
6onee

Pesynsbrar onpene-
JICHHSI YPOBHS
GIyKTyalHOHHBIX
IIyMOB

Ormnpenenenue npenena JeTEKTUPOBAHUSL

JlonmyckaemMoe 3HaueHHe Ipesena JeTeKTHPO-
BaHM, He Meree-00iee

PesynbTat onpeaenenus npegena j1€TeKTHPO-

BaHHUA

HcxonHble njaHHBIE A7 pac4deTa rpeacia JETCKTUPOBAHUA!

3HaveHue myma (pa3Max MIyMOBOH I10OJIOCHI):
CpenHee 3Ha4eHUe wiomany nuka (S):

Macca konTposibHOTO BemiecTBa (G)

V — ckopocCTh OTOKA ( pacXon) 3JMI0eHTa, MJI/C
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Omnpenenenne otHocuTenbHoro CKO BexomHOro curnana (Sy) # OTHOCHTENLHOIO H3MEHEHHS BBI-
X0AHOro curHana (8) 3a 4 yaca HenpepsIBHOM paboTEHI.

Cepus n3mepennii Nel

Ne m3mepenns Bpems ynepxusatus (t) ITnomans muxa (S)

AN DAl Pl Badl Il b

Cepus n3mepennii No2

Ne n3mepeHus PrACHB Inomae nuka (S)

1.
2.

PesynbTate! onpenenenns otHocutenbHoro CKO BeIxomHOro curnana (110 IUIOMaan HKa)

Honyckaemoe 3Hauenue (Sr), %, He 6onee Pesynbrar onpenenenus 3Hauenus (S;), %

Pesynbrars! onpenenenus otHocutenshoro CKO BbIXoQHOTro curnana (1o BpeMeHH yaepiKHBa-
HHS)

Honyckaemoe 3Hauenue (Sr), %, ne 6onee Pesynbrar onpenenenus 3uauenwus (Si), %o

Pe3ynbTatel onpeneneHnst OTHOCUTENBHOIO M3MEHEHHs BRIXOJHOrO CHrHana (8) o miomann
[1Ka
Honyckaemoe 3nauenue (9) , %, He Gonee PesynbTrat onpenenenns 3xavyenus (), %

Iosepurens: (25(0)] MOJIHCH jata s




