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PEDOEPAT

Brimycknas kBanupukanmonHas padora maructpa: «PazpaboTka METOIMKH OINpeneeHus
OCTAaTOYHBIX OPraHUYEeCKHX pacTBOpUTENeld B (apMaleBTUYECKUX CYOCTAHIMSIX MEPCIEKTHUBHBIX
JICKapPCTBEHHBIX CPEJICTB U3 Psia a30J0a3MHOB METOJIOM Ira30)kKHIKOCTHOU Xpomatorpadum»

[osicnuTenpHas 3anucka 61 ¢, 21 pucynok, 15 tTabnu, 41 6ubanorpaduueckoe HaMMEHO-
BaHUe, 3 IPUIIOKEHUS.

OCTATOYHBIE OPTAHUYECKUE PACTBOPUTEJIM, KOJIMYECTBEHHOE OIIPE-
JIEJJEHUE, TA30XHUJIKOCTHASI XPOMATOI'PA®NS, ITAPODA3HBIM BBOJI, A30JIO-
A3UHBI.

JlanHast paboTta mpezrnonaraetT pa3padoTKy METOJAMKH aHaJIH3a OCTATOYHBIX OPraHUYECKHUX
pactBoputeneir (OOP) B cybOcranuusax HaTpus 3,8-au3ToKcHKapOoHUiI-4-okco-4H-nupasono|S,]1-
c][1,2,4]tpuazuaun  mMoHoruapara (AB-19) wu  nHarpus  7-metuntro-4-okco-3-nuaHo-4H-
[1,2,4]rpuazomno[5,1-c][1,2,4]rpuasunnga tpuruapara (MNR-857).

AHanmu3 JMTepaTypHBIX NaHHBIX IOKa3al, 4YTO Hauboyiee MPEIINOYTHTEIBHBIM METOJI0M
omnpenenenuss OOP sBnsieTcs MeToA Tra30KUAKOCTHOH Xpomarorpaduu ¢ mapodasHbIM BBOAOM
npoObl. J{ns onpeneneHus HeNeBbIX aHAIUTOB B MCCIEAYEMBIX CyOCTaHIIMSIX PACCMOTPEHBI CXEMBI
CHUHTE3a M CTPOEHHUE COEAMHEHHH, M OIpeaesIeHO, YTO 00pa3ibl MOTYT COAEP)KaTh OPraHUYEeCKHe
pactBoputenn Il (rekcan, mupuauH, metanon) u Il (3Tanon, sTwmanerar, 2-mpomaHoi) KJIAcCOB
oracHoCTH. OTHAKO OTBITHBIE TAaHHBIE TIOKA3aIM HATMYHe B 00pasnax cyOCTaHIIUK TOJIBKO dTaHOIIA
U TponaH-2-ona. B ¢BSA3M ¢ 3TUM NPOBOAMIN KOJIMYECTBEHHOE ONpEAETICHHE TONBKO YKa3aHHBIX
pacTBOPUTEIIEH.

Ha ocHoBe nmuTepaTypHBIX MAaHHBIX OBLIM ONPENEICHbI WCXOAHBIC YCIOBHS TMPOBEICHUS
xpomarorpaduyeckoro aHanusa. Ha mpakTuke McxoHasi METOIMKA Obljla CKOPPEKTHPOBaHA: U3Me-
HEHUE MacChl HABECKH, pa3Be/leHUs] 00pasiia, BpeMEHHU BBIIEP>KUBAHUS BUAJIbI, YCTAHOBJICHUE Ha-
Ma30Ha KOHLIEHTPALMI MPUMEHEHHUSI METOAUKH U METO/1a KOJIMYECTBEHHOT'O OIpE/IeIICHHS.

PazpaboTtanHyl0 METOAMKY aHaIHM3a MOJBEPTad MCHBITAHUSM Ha MPHUTOTHOCTH MO TaKUM
MoKa3aressiM Kak CHenu(UIHOCTh, JIMHEHHOCTD, MpeeNl KOJTUYeCTBEHHOTO OTPEICICHUS, CXOIH-
MOCTh, TPOMEKYTOUHAs MPEIU3UOHHOCTh U NMPaBHIBHOCTh. COIJIaCHO MPOBEAEHHBIM HCCIIEI0BA-
HUSM ObLIa JOKa3aHa JIOCTOBEPHOCTh M HA/ICKHOCTH MOJy4aeMbIX C MCIOJIb30BAaHHEM JaHHOW Me-
TOJTUKHU PE3yJIbTATOB.

KonnuectBennoe ompenenenue OOP ¢ momomipio pa3paboTaHHOW METOAMKHA B oOpasiax
cyocranmuit AB-19 (3 maptum cunre3a) u MNR-857 (5 mapTuii cuHTe3a) MOATBEPANIO UX COOT-
BercTBUE TpeboBanusiM ODC.1.1.0008.15 mo mokaszarento 0CTaTOYHbIC OPraHUIECKUE PACTBOPHUTE-

mu (He 6oxee 0,5 % ans pactBopureneii |1l kinacca onmacnoctn).
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ABSTRACT

Master's degree work: «Development of a method for assay of residual organic solvents in
perspective pharmaceutical substances of the azoloazine family by gas-liquid chromatography»

Explanatory note 61 p., 21 fig., 15 tab., 41 bibliographic titles, 3 appendix.

RESIDUAL ORGANIC SOLVENTS, ASSAY, GAS-LIQUID CHROMATOGRAPHY,
HEADSPACE, AZOLAZINES, HETEROCYCLIC POLYNITROGEN COMPOUNDS.

This paper discusses the development of a method for assay of residual organic solvents in
substances in substances such as sodium 3,8-diethoxycarbonyl-4-oxo-4H-pyrazolo[5,1-
c][1,2,4]triazinide  monohydrate (AB-19) and sodium 7-methylthio-4-0xo-3-cyano-4H-
[1,2,4]triazolo[5,1-c][1,2,4]triazinide trihydrate (MNR-857).

An analysis of the literature data showed that the most preferred method for determining re-
sidual organic solvents is headspace gas-liquid chromatography. To determine the target analytes in
the studied substances, synthesis schemes and the structure of compounds are considered. Thanks to
this, it was decided that the samples might contain organic solvents of hazard classes Il and III.
Class Il includes hexane, pyridine, methanol, and class Il includes ethanol, ethyl acetate, 2-
propanol. However, experimental data showed the presence of only ethanol and propan-2-ol in the
samples of substances. In this regard, an assay was carried out only for these two solvents.

Based on literature data, the initial conditions for the chromatographic analysis were deter-
mined. The original method was adjusted by changing the test portion of sample, diluting the sam-
ples, the holdup time of the vial, as well as by establishing ranges of concentrations and the method
of quantitative measurement.

The developed analysis method was tested for suitability by such indicators as specificity,
linearity, limit of quantification, repeatability, intermediate precision, and accuracy. According to
the research, it was demonstrated that the analytical technique is acceptable for solving the task.

The residual organic solvents were quantified using the developed procedure for three
batches of synthesis of substance AB-19 and for five batches of synthesis of substance MNR-857.
The percentage of residual organic solvents in all samples was less than 0.5%. Thus, the results ob-
tained satisfy the requirements of the article OFS.1.1.0008.15 of the State Pharmacopoeia of the

Russian Federation in terms of residual organic solvents.
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ITEPEYEHb YCJIOBHBIX OBO3HAUYEHUI, CUMBOJIOB 1 COKPAILIEHUI

KX — razoxuakoctHas xpoMmarorpadus,

I'® — T'ocynapcTBenHas papmakornes Poccuiickoii @enepanumy;
JIC — nekapCTBEHHOE CpPEJICTBO;

OOP — ocTaTo4HblE OPraHUYECKUE PACTBOPUTEIIH;

OP — opranuyeckue paCTBOPUTENH;

[TIK — npenenbHas 10NyCTUMAsi KOHLIEHTPALUS;

[TN]] — nnaMeHHO-MOHU3AIMOHHBIN JETEKTOP;

ITIKO — npenen KonMuecTBEHHOTO ONPEEICHHUS.



BBE/JIEHHE

JlexapctBennnie cpenctBa (JIC) B HacTosiiee BpeMsl SIBJSIOTCS YAaCThIO )KM3HU MOYTH Kax-
Joro yenoBeka. BocTpeboBaHHOCTH JaHHOTO THUIIA TOBAPOB MOXKHO YBHJIETh B 00bEMaX KoMMepye-
ckoro peiaka JIC B Poccuu, kotopsrii simimb B Mapte 2020 rona cocraBun 127,3 mapa. pyonei [1].
B 10 ke Bpems 0/1HOI U3 BaXXHBIX 337a4 (papManuu ocTaeTcs MOUCK U MCCIIEJOBAHUE COSAMHEHUH,
MPOSIBIISIONIUX TY WU UHYIO aKTUBHOCTb.

OnHuM U3 aKTUBHBIX HANpPABICHUM MCCIEAOBAHUH SIBISETCS M3Y4YCHHE COCAMHEHUM Kiacca
a30J10a3UHOB. IX 0COOEHHOCTBIO MOYKHO CUUTATh CTPYKTYPHOE CXOJACTBO C OMOT€HHBIMH MypUHA-
MU, B pe3yJabTaTe 4ero OTMEUAeTCs IIMPOKHM CHEKTP OMOJOTrMYeCKOW aKTUBHOCTH, B TOM YHCIIE
npoTUBOBUpPYCHBIC [2, 3], anTuanadernueckue [4-7] cBoiictBa. OObEKTaMU MCCIICAOBAHUS TAHHOW
paboThl  SBIISAIOTCS  COSAMHEHUS HaTpus  3,8-au3TOKCcMKapOOoHMI-4-okco-4H-mupazomno[5,1-
c][1,2,4]tpuasunnyg ~ mouoruapar (AB-19) wu  wHarpus  7-meTmitHO-4-0KcO-3-1ano-4H-
[1,2,4]rpuazomno[5,1-c][1,2,4]rpuasuamnaa Tpuruapatr (MNR-857), koTopbie MPOXOaAT MUK JOKJIH-
HUYCSCKHUX UCCIICIOBAHUI KaK CPE/ICTBA ISl JICUCHHs JradeTa U ero OCIoKHeHuH [7].

[Ipoueccrl pa3pabOTKU HOBBIX INPENapaToB BKJIIOYAIOT MHOXKECTBO 3TAloOB, B TOM YHUCIIE
yCTaHOBJICHHE MOKa3aTeNell kadecTBa moixydaemoro npoaykra. Kadectsom JIC Ha3bIBaroT ero co-
OTBETCTBHE YCTAaHOBJIICHHBIM TPEOOBAaHUSAM, KOTOPBIE YKAa3bIBAIOTCS B (papMaKOIMEeHHOW cTaThe WU
JIPYTHX HOPMATUBHBIX JOKyMeHTax [8]. B CBS3M ¢ TOKCHYHOCTHIO HEKOTOPBIX OPTaHHMYECKUX pac-
TBOPUTEJIEH, KOTOpBIE 00Pa3yl0TCsl B POLECCE MPOU3BOJICTBA MIIM MCIIONB3YIOTCS MIPH MOJIYyYEHUN
WIK OYHCTKE (papMalleBTUYECKUX CyOCTaHIMM, BCIIOMOTATENbHBIX BEIIECTB WU JIEKAPCTBEHHBIX
IpernaparoB MpeAyCMaTPUBAETCS UX KOHTPOJIb Ha OCTATOYHBIC OPraHUYECKUe pacTBOpUTENH [9].

Hcxons n3 He0OXOMMOCTH YCTAaHOBJIEHUSI KaUeCTBAa CUHTE3UPYEMbIX CyOCTaHIMM MO JaH-
HOMY IOKa3aTelll0, LEIbI0 paboThI SIBIISETCS pa3padoTKa METOAUKHU KOJIMYECTBEHHOTO ONpeAeTICHUS
OCTaTOYHBIX opranudeckux pactBoputeneir (OOP) B cyOcTaHIMAX OMOTOTHYECKH aKTUBHBIX a30-
JI0a3WMHOB, UCTIOIB3YS METOJ Ta30KUIKOCTHOM XpomaTorpaduu ¢ mapodazHbIM BBOJIOM 00pasIia.

Ocy1ecTBiIeHNE TOCTABIEHHON LEJH MPEeAyCMaTPUBAJIO PEIIEHUE CIEAYIOMNX 3a1au:

o [TpoBecTn aHANNU3 NUTEPATYPHBIX MCTOYHHUKOB C LEIBIO MOMyueHUs: WH(GOpMAIUU O

kiaccax OP, MeTos1ax 1 yCJIOBUSAX MPOBEICHUS KOIuyecTBeHHOTO anaim3a OOP;

o BriOpath ycnoBus nIpoBeIeHUS KOJTMUECTBEHHOTO aHAIN3A;
. OnpenenuTts Moka3aTeian KayecTBa pa3paboTaHHOM METOIMKH;
. [TpoBectu ananu3 cyocraniuii AB-19 u MNR-857 pa3zubix mapTuii cuHTesa.



1 IUTEPATYPHBIM OB30P

1.1 MeTto/1bI aHaJIM3a OCTATOYHBIX OPraHUYECKUX PACTBOPHUTENICH

HecmoTtpst Ha BceoOIiee cTpemMiieHHE K OCYIIECTBICHUIO HA MPAKTUKE MPUHIIUIIOB 3€JICHON
XUMHH, TPOU3BOACTBO HEKOTOPHIX JIC HEBO3MOKHO 0€3 MCIOJIb30BaHMsI TeX MM WHBIX OpraHude-
ckux pactopureneit (OP), npeacTaBisiomiux puck Ui OKPY)KaroLed cpesbl U 310pOBbs )KHUBbBIX
opranuszMoB. B To ke Bpems (apmalneBTHdecKasi IPOMBIIUICHHOCTh SIBJII€TCS OJHOM M3 BEIYIIHMX
obJiacTel 1o moTpedICHHIO JaHHOTO poja peakThBoB [10].

K ocTrarouyHbIM OpraHM4ecKUM pPacTBOPUTENSAM OTHOCAT JIETyYUE€ PAaCTBOPUTENIH, KOTOpBIE
UCIIOJIb3YIOTCS MJIM 00pa3yroTcs Ha JIto00H CTaiuu MPOU3BOJCTBA (DapMalleBTUUECKUX CyOCTaHLIUH,
BCIIOMOTATEIbHBIX BEIIECTB WM JIEKAPCTBEHHOIO Ipernapara U MOJHOCTBIO HE YHANsAIOTCs IMocie
3aBEpIICHUS TEXHOJIOrn4YecKoro mpouecca [11].

BBuay oTcyTcTBHS TEpaneBTUYECKOTO JIEHCTBUS, @ TAKKE BO3MOKHOCTH HAHECEHUS Bpeaa
310poBbI0 IIpu ynotpebienun OP, Heo6xonumo ux yaanenue u3 JIC 10 ycTaHOBIEHHOI'O YPOBHS.
Hopmbl conepkaHus TOTO WM MHOTO PAacTBOPUTEINIS YCTAHABJIMBAIOTCS HCXOJS U3 CTEMEHU €ro
BO3MOXKHOT'O pUCKa JJISl 3/10pOBbsl 4eJOBeKa. Tak, BBIACIAIOT CIEIYIOIINE KIacChl OpraHM4EeCKUX
pactBopuTtenei [9-11]:

1 KJ1acc — BBICOKOTOKCUYHBIE PACTBOPUTENHN (T€HOTOKCHYHBIE KaHIIEPOT'€HbI), IPUMEHIEMbIe
B (hapMarieBTHUECKOM ITPOU3BOICTBE B ClIydyasX, KOTJa HeJb3sl 0TKa3aThCsl OT UX UCHojb3oBaHusA. K
JTAHHOMY KJIaCCy OTHOCSIT TaKue€ COeAMHEHMS Kak Oensoi, 1,1-nuxnopaten, 1,2-quxmnopaTaH.

2 KJacc — HET€HOTOKCHYHBIE KaHIIEPOTe€Hbl WM BO30yIUTENN HEoOpaTUMON TOKCUYHOCTH,
TaKOM Kak HEMPOTOKCHMYHOCTh WJIM T€PaTOr€HHOCTh, HAIIPUMEp, alleTOHUTpWII, rekcad. Hopmupo-
BaHue ux B JIC 00yclIOBI€HO MaKCUMAaJIbHO JIOMYCTUMBIM KOJMYECTBOM, IPUHUMAEMbIM B COCTaBe
CYTOYHOM J103bI JIEKAPCTBEHHOT'O CPEICTBA.

3 KJ1acc — pacTBOPUTEIN HU3KOM TOKCHYHOCTH, CyMMapHOE cojiepxaHue KoTopsix 10 0,5 %
He TpeOyeT KOJIMYeCTBEHHOro onpenenenus. [IpenenbHo qomycTuMoe coiepikaHue B JI€KapCTBEH-
HBIX cpefcTBax coctaBisgeT S0 mr/cyr. K TakuMm pacTBOPUTENISIM OTHOCSAT 3TAHOJ, MPOIAH-2-0JI,
alleTOH, ATUJIALlETaT U TaK Jlajee.

4 kmacc — pacTBOPUTENH, Ui KOTOPHIX HE CYILECTBYET aJ€KBATHBIX TOKCHKOJIOTMYECKHX
naHHbIX. K TakuM pacTBOPHUTENSIM OTHOCAT METWITETparuapodypas, 2,2-AMMETOKCUIIPOIIaH, MeT-
poJeitHbIN 3P, U300KTaH U APYTHUE.

Omnpenenenue coaepKaHUsl OCTaTOYHBIX OPraHMYECKUX PacTBOpPUTENIEH MOXKET OBITh BbI-
MOJTHEHO Pa3InYHBIMU BaIWIMPOBAHHBIMUA MeTOAMKaMu [9]. KOHTpOJIb MOYKHO OCYILECTBIISTh, HC-
NOJIb3Yys TEPMHUUYECKUE METO/Ibl aHainu3a. Hanbonee pacnpocTpaHeHHBIMU U3 HUX SIBIISIIOTCSL TEPMO-

rpaBUMETpUYECCKUN U auddepeHnaIbHblii TEPMUYECKUN aHaM3, a Takke auddepeHumanpHas
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CKaHHUpyomas kamopumerpus [9].

Metoa TepMOTpaBUMETPHH 3aKJIIOYACTCA B ONPEICIICHUN 3aBUCHMOCTH M3MEHEHHUSI MaCChl
oT Temrneparypsl oopasua [12]. IuddepeHunanbHblii TEpMUYECKHUN aHAIN3 OCHOBAH HAa U3MEPEHUN
pasHOCTH TeMmIepaTyp o0pa3lia U 3TajJloHa IIPU HarpeBaHUU WM OXJAXIEHUH, a quddepeHunans-
Hasl CKaHMpYIOLIasi KAJIOPUMETPUSI — Ha U3MEPEHUHU PACXOJa TEIUIOBOro MOTOKa, TpeOyeMoro Ais
HOJJICPKAHUS OIMHAKOBBIMH TEMIIEPaTyp 00paslia i ATalOHa B IaHHBIX ycioBusx [13].

PaccmarpuBaeMbie METOBI aHAIM3a OTHOCUTEIBHO MPOCTHI U HE TPEOYIOT OONBIINX MaTe-
pHaTIbHBIX BIOKEeHUH. OIHAKO OTHOCHTENBHO KOJIMYECTBEHHOI'O aHAJIM3a OCTaTOYHBIX OpraHuye-
CKUX pacTBOPUTEJIEH MMEIOT psll HEJOCTAaTKOB, TAKUX KakK, OTCYTCTBHME CIELU(PHUHOCTH (ompere-
JIeHHEe TOJIbKO o011ero cogepxanust OP), BausHUE HAa pe3yJbTaT CBSI3aHHOM BJIary.

Tak xe mnst onpeneneaust OOP B HEKOTOPBIX CIy4asix BO3MOXKHO MCIIOJIB30BaHUE METOJIOB
uH(pakpacHoil ciekrpockonuu, IMP u HEKOTOPBIX APYrUX, OJHAKO IO MpejneaaM OOHapyXKeHUs U
TOYHOCTH OHH YCTYINAIOT METOJy ra30Boi xpomarorpaduu [14].

B nacrosmiee BpeMst Oiarogapss HU3KUM TpeaesaMm oOHapyKeHHUS M CHenu(UIHOCTH, MPe/-
MOYTHTEIBHBIM M HambOoliee pacHpOCTPAaHEHHBIM METOIOM OIPENEICHUsI OCTATOYHBIX OpraHuYe-
CKUX pacTBopuTeneil spisercs razoxuakoctas xpomarorpagpus (I7KX) [10]. Emie onHum BakHBIM
ee IPEUMYIIECTBOM SIBIISIETCS BO3MOXKHOCTh KOJMYECTBEHHOro aHanu3a OP B kpuctamioruaparax,

B OTVINYKE, HAIIPUMEP, OT TEPMUUECKUX METOOB AHAJIN3A.

1.2 Xapaxkrepuctuka [ KX kak MeToa aHanm3a

Xpomarorpadust sIBISE€TCS MOIIHBIM M IIUPOKO HCHOJIb3YEMBIM aHAIUTHYECKUM HHCTPY-
MEHTOM ]ISl IPOBEJCHHSI KaYECTBEHHOI'O U KOJIMYECTBEHHOI0 aHalln3a cMecel BeecTB. Mx pasne-
JICHHE OCHOBBIBAETCS HA Pa3IMuMU B CKOPOCTAX NEPEMEIICHHs COSMHEHUIN MEXIy ABYyMs (azamu,
OJIHa U3 KOTOPBIX SBJISIETCS HEMOJABMIKHOM, a Apyras JABM)KETCS B ONPEACIIEHHOM HallpaBleHHU. B
TO e BpeMs XpoMaTorpadusi Kak Hayka U3ydaeT MEXMOJIEKYISIpHbIe B3aUMOJECHCTBUS U TIEpPEHOC
MOJIEKYJI WJIM YaCTHUL[ B CHUCTEME HECMEUIMBAIOLINXCA M JBUXKYIIMXCS OTHOCUTENIBHO IPYr Apyra
das3 [15].

Xpomarorpadust nmpeacTaBiasieT co00M COBOKYIHOCTb METOJOB aHAIN3a, OTIUYAIOLIMXCS
MEXy COOOH MO TaKkUM IOKa3aTelssiM, KaK arperaTHOe COCTOSHHE IMOJBM)KHOM M HENOABM)KHOU
¢a3, MexaHu3M B3aUMOJICUCTBUS cOpOaT-COPOEHT, TEXHUKA BBIIIOJHEHUS CIIOs COPOEHTa U Tak J1a-
aee [16]. OnHUM M3 OCHOBHBIX KPUTEPHUEB KiIacCH(UKAIIMU BUIOB XpOMaTorpaduu sSBISETCS arpe-
raTHOE COCTOSIHME MOJABIMKHOM (a3bl (puc.l.1). B 3T0il posnn MoryT BhICTYNaTh Ta3bl AJis Ta30BOH
Xpomarorpaduu, KUIKOCTH s KHUJIKOCTHOM MIIM CBEPXKPUTUUYECKHE KUAKOCTH Ui CBEPXKPUTH-

4eCKOH KUAKOCTHON XpomaTorpagpum.



MopexHan
quaaa laa Dnong HugkocTs
HenopBm#Han e
taza HigkocTe MHugkocTs
WMonuTsl
MopucTele
copbeHTel
'
Pacnono- KonoHka MnacTuHa KonoHka
KeHue fa3
[a3o- Ta3o- oHo-
HUAKOCT- | AACOPBLIA loBMeHHaR
Bug xpomaro- HaA OHHaA
rpagian
JKCKNH-
anoHHan

Pucynok 1.1 — O6mas cxema kiaccuukanuy BUI0B XpOMaTorpapuu

OOP, paccmaTpuBaeMble B JJaHHOUM padoTe, SIBJIAIOTCS JIETKOJETYYUMH COCAUHEHUSIMH, 00-
JaJJal0MMMU CPaBHUTEIbHO HU3KMMHU TEMIEpaTypaMH KUIEHHS, ¢ MOJEKYISIpPHOW Maccoil MeHee
500 r/monb. Takue 0ObEKTHI aHANK3a XapaKTEPHBI Ul ra30BOM XpoMaTorpaguu U B YaCTHOCTH JIJIst
KX, rne B kadecTBe HEMOJBIKHOM (ha3bl HCIOJB3YyeTCs >KHAKOCTh. [Iporecc pacmpeneneHus
aHaAJTUTa MEX]Ty HETOJBM)KHOW M TIOJBMKHOW (ha3aMH B 9TOM Cirydae B OOJIBIIEH CTETIEHH CBSI3bI-
BAIOT C MEXAaHU3MOM PacTBOPUMOCTH, XOTS MOXKET MPOUCXOJUTh U aOCOPOIHs aHATU3UPYEMBIX CO-
enuHeHnit [15].

g paznenenus onpeaenseMbix coeaiuHennid B [ KX ucnonb3yroTcess XpoMmarorpapuieckue
KOJIOHKH. Pa3nuyaroT HacaouHble, MUKPOHACAI09HbIC, KaMIISIPHbBIE W MOJMKAMMIIISIPHBIC KOJIOH-
ku [9]. HacajgouHble KOJOHKH HMEIOT CIUPAIBHYIO (POPMY C AMaMETPOM CEYEHUS 2-4 MM U JITHHOM
0,5-5 M u cocTosaT 00BIUHO M3 HepXKaBerollel cranu, crekia i ¢ropormaacrta. CKOpOCTh MOTOKA
ra3a-HOCHUTENISI MOXET yCTaHaBJIMBaThCs B mpezenax ot 10 qo 60 ma/muH. MuUKpOHAcag04HbIE KO-
JIOHKH OTIMYAIOTCS OT BBIIIEPACCMOTPEHHBIX TOJIBKO pazmepamu — nuametp 0,5-1,0 mm, nmaa 0,5-
2 M. KanuuisipHble KOJIOHKH, KOTOpbIE Hanbosee pacipoCTpaHEeHbl B HACTOAIIEE BpeMsl, U3rOTaB-
JUBAIOTCS M3 IUIABJICHOTO KBapia uinu meraimia. Mx BHyTpenHuii auamerp coctasiser 0,10-0,53
mMm, a aauHa 5-200 M [9]. [To ciocoOy HaHeceHHs HEMOABUKHOM (ha3bl KamMUIIPHBIC KOJIOHKH Je-
JISIT Ha!

. C HaHeceHUEeM HEMOABMKHOM JKUJIKON (pa3bl HA BHYTPEHHIOIO MOBEPXHOCTh KOJIOHKH

(WCOT-k0moHKH);
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J C HaHeceHHMEM CJI0sl TIOPUCTOr0 COpPOCHTAa Ha BHYTPEHHIOIO IMOBEPXHOCTh KOJOHKH
(PLOT-kon0oHKN);

J C HaHeceHueM Ha BHYTPEHHIOK IIOBEPXHOCTh KOJIOHKH TBEPAOI0 HOCUTENS, IPOIH-
TaHHOT'O HETOABMXKHOM >kuikoi (azoit (SCOT-komoHKN);

J C XuUMMYEeCKH NPUBUTON K BHYTPEHHEW MOBEPXHOCTH KalMJUIApa HENOJBUKHON
KUIKON (ha3oid.

Bonbmoit uatepec npexacrasmsaor WCOT-kononku. Henonswxknas ¢aza B BHIE TOHKOM
1wieHku ToamuHou 0,1-5,0 MKM paBHOMEPHO HAaHECEHA Ha BHYTPEHHHUE CTEHKH KOJIOHKH, IIPU 3TOM
IIOTOK T'a3a JIBUXKETCS B KOJIOHKE C OOJIBLION JIMHEHHON CKOPOCTBIO, HE BCTpeyas 3HaYMTEIbHOIO
conpoTuieHus. CKOPOCTh ra3a-HOCUTEISI MOKET YCTaHABIMBATHCS B peaenax ot 1 1o 5 mu/muH.

Henoaswmxkaeie ¢a3pl 00BIYHO MOAPA3ACISAIOT HA MOJISIPHBIE W HemosipHble. Hanbomnee pac-
NPOCTpaHCHHBIC HEMOIBIKHBIC (ha3bl peicTaBieHsl B Tau. 1.1 [17, 18].

Ta6muma 1.1 — OcHOBHBIE HEMOIBYKHBIC (Da3bI

Junanazon
[omnsp-
Cocras Onpenenenue BeniecTsa da3bl TeMIIeparyp,
HOCTh
°C
(EHOIIBI, YTIIEBOIOPOIbI,
JIMMETHITTIONTUKCUIIOKCAH HP-1 (OV-| ot —60 o
aMHHBI, CEPOCO/IePIKaIIINe
100 % 1, SE-30) 325
o COCIMHEHHS, OCH30IbI
<
JAnMeTHINoNMCHUIIOKCaH z npou3BoaHbIe aMmuHOKuC- | OV-101,
= ot 0 1o 280
(Bs13kas sxuarocts) 100 % S 70T, 2(UpHBIE Macia SP-2100
]
T ’KUpPHBIE KUCIOTHI, MeTh- | HP-5 (SE-
Hudennn 5 %, numeru- ot — 60 1o
JIOBBIE CIIOXKHBIE 3upsrl, | 52, OV-23,
nonucuiokcan 95 % 325
MECTULU/IbI, TepOUIUIBI SE-54)
[uanonponmndennn 6 %, ot — 20 1o
MEeCTULIN]IBI DB-1301
MeTuinonucunokcad 94 % 280
[Muanonponundenun 14 %, E JeKapCTBeHHBIE cpencTa, | DB-1701 ot — 20 1o
=4
MeTHIIorcHiiokcan 86 % 2, CTEPOUIBI. (OVv-1701) 280
@)
®ennn 35 %, TUMETHIITIONH- JIEKapCTBEHHBIE CPEACTBA, DB.35 ot 50 no
criokcad 65 % MECTULIAIEI 340
HP-50+
®ennn 50 %, meTuinoNUCH- JIEKapCTBEHHBIE CPEACTBA, (DB-17 ot 40 no
sokcad 50 % CTEPOU/IbI, TECTULINIbI ’ 280
OV-17)

11




[Tponomxenue Tadbmuisr 1.1

Jnanazon
[Tonsp-
CocraB Onpenenexnue BenecTra daspl TemInepa-
HOCTb
Typ, °C
[unanonpormndenun S0 %,
YKUPHBIE KUCIIOTBI, METH- ot 40 no
TUMETHIIOIUCUIOKCAH OV-225
JIOBBIE CIIOKHBIE A(DUPBI 240
50 %
rajJoreHcoiepKaliue,
TpudTopnponuiIuMeTHI- DB-210 ot 45 1o
o apoOMaTHUYECKHE COCTUHE-
nosmmcuiokcan 50 % g (OV-210) 240
% HUSA
=
3
= KHCJIOTBI, CITUPTHI, ajIbje- HP-
ot 40 o
[Tonmmatrnenriukons (11910) ruapl, akpuiaaTel, HUTpU- [ INNOWax 260
JIBI DB-Wax
OPraHUYEeCKHE KUCIIOTHI, ot 40 mo
[121", MmoauduIIMPOBaHHBIN HP-FFAP
CITUPTHI, KETOHBI 250

Bri6op Tumna HemoaBUXKHOHN (asbl, TONMIMHEL €€ CII0s, a TAK)KE JUTMHBI KOJIOHKH OCYIIECTB-
JSIeTCs B 3aBUCUMOCTH OT LIEJIM aHaJIM3a U COCTaBa aHAJIU3UPYEMOM MPOOHI.

B xauectBe monBrxkHON (hazel B I'X HCIONB3YIOTCS T'a3bl-HOCUTENIH, KOTOPBIE UTPAIOT POJIh
«MIEPEHOCUUKay» aHAIM3UPyEeMOro obpaslia U He JOJDKHBI B3aMMOJIEHCTBOBAaTh HU C MPOOOM, HU C
noABWKHOM (a3oil. [Ipm 3TOM pasHble ra3pl CrOCOOHBI OKa3bIBaTh BIUSHUE HA XOJ AaHAIU3a,
HaIrpuMep, U3MEHATh MPOJIOJDKUTETFHOCTh aHAIM3a U3-3a pazinyuil B koddduimentax audpdy3un
WITH OTPAHUYMBATh HCIIONIB3yeMOE JaBJICHHE H3-3a pa3numii B BI3KocTH [16].

Br16op ra3a-HocuTes sl OrpaHUYMBACTCS TAKUMH TpeOOBaHUsIMH Kak [19]:

o oOecrieyeHre HeOOXOUMBIX TU(DHY3HBIX XapaKTEPUCTHUK;

o COOTBETCTBHUE TPeOyeMOI YyBCTBUTEIBHOCTH U MPUHIUITY IeHCTBUS JETEKTOPA;
J WHEPTHOCTH K BEIIECTBAM, C KOTOPBIMH ra3-HOCUTEh HMEET COIPUKOCHOBEHHE;
J BBICOKAs! IOCTYITHOCTh W MaJiasi IIeHa;

. MaJasi COpOupyeMOCTb.

Ha PUCYHKEC 1.2 MNpEaACTAaBJIICHBI NAHHBIC, WJIIFOCTPUPYIOMIUE BIIMAHUC BHJA I'a3a-HOCUTEIIA
Ha 3(ppeKTUBHOCTD pa3zieneHuss. MUHUMaIbHOE 3HaY€HHE BBICOTHI, SKBUBAJICHTHOW TEOPETUYECKOM
tapenke (BOTT) konoHky, a, ciegoBaTenbHO, HanOosbimas 3pQEeKTUBHOCTD pa3/ieleHus J0CTUra-
eTCsl IPU UCIOJIb30BaHUM a30Ta, OAHAKO HAOMIOAAeTCs TaHHBIM 3PPEKT B y3KOM HHTEpBaJIe MAJIBIX
JUHENHHBIX CKOpocTel rasa-Hocurens. ONTUMalbHOE pa3pelieHHe MPU BBICOKUX CKOpPOCTSAX rasa-
HOCHTEJISI MOKHO JIOCTHYb IIPH MCIIOB30BAaHUH BOJOPOIa — 00JacTh MUHUMYMa Ha KpuBOU 3 dek-
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TUBHOCTH Ul JAHHOTO Ia3a CYHIECTBEHHO IIMpPE, IPUYEM MAaKCUMYyM JOCTUIaeTcs pU Oosee BbI-
COKMX ckopocTsx. ITloaTromy naHHBIM HOCUTENH HanboJee MPEAIOUYTUTENEH AJI UCIIOJIb30BAHUS B
I'X, onHako cienyer y4uThIBaTh €ro B3PBIBOOIACHOCTH. ['€Iuil 3aHMMAaET NMPOMEXKYTOYHOE I10JI0-

KCHHUE MEXIY a30TOM U BOAOPOAOM, €I'0 UCIIOJIB30BAHHUE OI'PaHUYIUBACTCA BBICOKOH CTOMMOCTBIO.

157 Ny (ugpe = 12cM/c)

10

H, MM

He (uyp = 20cM/c)

05 H, (ugpe = 40cm/c)

0 10 20 30 40 50 60 70 80 90
CpeaHssi NMHEeNHas CKOpOCTb, CM/C

Pucynok 1.2 — Kpussle 3aBucumocteit BOTT oT cpenHuX JIMHEHHBIX CKOPOCTEN IJIs Pa3IMYHbIX
razos-Hocuteneit (Kononka — 30 m x 0.25 MM x 0.25 MkM; craimonapHas ¢asza — Rtx -1; temnepa-
typa koioHku — 160 °C; TectoBbiit pactBop — C17) [12]

Eme onHuM BaxHBIM ()aKTOPOM B XpoMaTorpapuuyeckoM aHaJIW3€ SBIISETCS MPaBHIbHBIN
BBIOOp JleTeKTOpa. B OCHOBE AETEKTUPOBAHMS JIEKUT pa3indue B (PU3UKO-XUMHUECKUX CBOMCTBAX
HNOJBMKHOM (ha3bl M moJBukHON (as3sl ¢ oOpasnoM. [Ipu 3TOM A€TeKTOpBl MOTYT OBITH CEJIEKTHB-
HbIMHU U HECEJIEKTMBHBIMH, a TAaK)K€ pas3jiaraTh NpoOy WM COXPaHSITh ee. AHAJIN3aTOPHI ISl ra3o-
BOIl XpoMarorpauu yCIOBHO MOKHO pa3[elUTh HAa MOHU3ALMOHHBbIE U HEMOHU3alMOHHbIE. B Ka-
4YeCTBE MMApaMETPOB ISl HEMOHU3ALMOHHBIX JETEKTOPOB MCIOJIb3YIOT IIOKA3aTENIN TEIJIONPOBOJHO-
CTH, IJIOTHOCTH U Jp. K MOHM3AaLMOHHBIM aHAINM3aTOpaM OTHOCAT TaKue MpUOOpHI, KOTOPbIE MOTYT
nepeBecTy Mpoldy B HOHU3UPOBAHHOE COCTOSIHHE KaKUM-JIH00 criocoOoM, HarpuMmep, HOHU3auei B
BOJIOPOJIHOM TIIaMeHH, B-usnydenuem, Y D-nydamu u tak ganee. [19]. Beimenepeunciennsie dak-
TOPBI OOBSICHSAIOT BCE MHOT000pa3re BO3MOXHBIX BapUAHTOB JIETEKTOPOB, MPEITI0KEHHBIX AJIS ra-
30BOM XpomaTorpaduu: niaMeHHO-uoHM3auuMoHHbIN nerextop (ITM]]), nerexkTop mo TemionpoBo-
HOCTU (KaTapoMeTp), TEPMOHOHHBIH, 3JIEKTPOHHO-3aXBaTHBIM, MacC-CIIEKTPOMETPUUYECKUI /IeTeK-

TOPBL.
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1.2.1 Xpomartorpadudeckue nmapameTpbl

B mporecce xpomarorpaduueckoro omeita Kak pe3yJbTaT HONTy4aloT XpOMAaTorpaMMy, Ko-
TOpasi B 00IIeM CiTydae MpeACTaBisieT CO00 rpaduueckoe WM MHOE MpeCTaBlIeHHe CUTHANA Je-
TCKTOpA, XapaKTCPU3YyHOUICC KOINICCTBCHHYIO BCINYNHY, UCIIOJB3YEMYIO JJIsI U3MCPCHUSA KOHLICH-
TpallMy BELIECTB B 3IIF0ATE, OT BPEMEHH WM 00beMa oaABmKHON ¢a3bl [9]. XpomaTorpamma oTo0-
pakaeT NMUKH, XapaKTEePU3YIOIIe BBIXO/] BELIECTBA U3 KOJIOHKHU 3a ONPEACICHHbBI BPEMEHHOMN MH-
TEpBaJl, KOTOPBIN 3aBHCUT OT TaKUX (PAKTOPOB, KAK CTPYKTypa aHATM3HPYEMOT'O BEIECTBA, COCTAB
DIIFOCHTOB, THIT HETIOIBYKHOM a3kl U Tak gasee.

PaccMOTprM OCHOBHBIE IapaMeTpbl, MCIOJb3YeMBbIC [UISi OIUCAHUS XPOMAaTOIPaMM
[9, 14, 19]:

. Bpewmst ynepxuBaHusi HecopOMpyeMoro KOMIOHEHTa (ty) XapakTepu3yeT BpeMs, KO-
TOpPOE HECOPOUpPYEMOe BEIIECTBO MPOXOAUT OT MHXKEKTOpa JI0 JETEKTOpa U OIPEACNSACTCS MyTEM

OIyCKaHHsI IEPICHINKYIISIPa U3 BEPIIUHbI MMKA Ha HYJIEBYIO JMHHIO (puc. 1.3).

F 1
‘—
tl
1)
j=)
o
'—
X
ol
5]
=)
5 |
t |

E le b,
= |
o |

0 Bpema

Pucynok 1.3 — Xpomarorpamma 1 OCHOBHBIE XpoMaTorpaduieckue napameTpsl: 1 u 2 — muKku co-
eauHeHui 1 u 2; t1 u t — COOTBETCTBYIOIME BPEMEHA yIEP)KUBAHHUS; tg — BpeMs yiep>KUBaHUsI HE-
copbupyromerocs semectsa; Wi u W, — mupuna nukoB y ocHoBaHus; W 5 — IMprHa nuKa Ha mno-
JIOBUHE €T0 BHICOTHI [12]
. Bpems ynepxuBanus (t,) xapakTepusyeT Bpemsl, 3a KOTOPOE€ KOMIIOHEHT MPOXOIUT
BCIO CUCTEMY OT MHXEKTOpa (MOMEHT BBOJa MpoObI MpuHUMaeTcs 3a t = 0) 10 AeTeKTopa u ompe-

ACIICTC AaHAJIOTUYHBIM ITYTCM.
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. HcnpaBneHHOe BpeMsl yAepKUBaHUS BewIecTBa (t;) XapaKTepU3yeT BpeMsl YACpiKHU-
BaHUs BCHICCTBA 3a BBIYCTOM BPEMCHH YACPIKUBAHUA HecopGI/IpyeMoro BCIICCTBA. Moxer GBITB
paccuuTaHo 1o Gopmyre:
ty =t —t, (1.1)
C uenpl0 BO3MOXKHOCTH COIOCTABJICHHUS IMOJy4aeMO MH(OpPMAIMU OOBIYHO HCIIONB3YIOT
OTHOCHTEJIbHBIC ITAPaMETPhI YICPKUBAHUS UCCICIYEMBIX COSITUHECHHN.
. OTHOCUTENBHOE BpeMs YACPKUBaHUS () XapaKTepU3YIOT YACPKUBAHUE COSTUHECHUS
| OTHOCUTEJBHO KaKOro-JInbo CTaHIapTHOTO BeriecTsa (St):
tr(i) (1.2)
trse)

B razoBoii xpomarorpauu HUCIOJIB3YIOTCS MHIACKCHl YIEPKUBAHHUS C NPUMEHEHUEM H-
aJIKaHOB (KaK Han0oJiee U3yUYEHHBIX) B KAUECTBE BELIECTB CPAaBHEHUSI.

. WNHpekc ynep:kuBaHUs NPU IOCTOSTHHOM Temmeparype KOJIOHKM — HMHiaeKkc Kopaua
H.(]. ) o V)
(1 d)) XapaKTepu3yeT yIep>KUBaHHE BEUIECTBA HETIOABIKHOW (ha30il P yCTaHOBIEHHOW TeMIiepa-
Type OTHOCHUTEJIBHO JBYX PENEpHBIX H-aJIKAaHOB C YHMCJIOM aTOMOB yriepoja z u z+n (n=1,2,3..),
! ! ! .
PacCUMTHIBAETCSA CIEAYIOIMM 00PA30M NPHU YCIOBUH Lp(,y < tr(yy < tr(z4n):

gty — L9ty
Lgtrzen) — W9t

') =100-(z+n , (1.3)

rue t;(i) — HCIpPABJIEHHOE BPEMs YICPKMBAHHS MCCIEIYEMOTO COCAMHEHHS; tr.(,4n), Ly ;) — HC-
IPaBJICHHBIE BPEMEHA YICPKUBAHUS COOTBETCTBYIOIUX PEIEPHBIX AJIKAHOB.
Wunekc yzaepkuBaHUs A peXUMa MPOrPAMMHUPOBAHUS TEMIIEPATYpbl PACCUUTHIBAETCS

CJIEAYIOIIMM 00pa30M MpH YCIOBUH TR(z) <Tg o= TR y11)"

T, —T,
1" =100- H+z ’ (14)
Tety @
rac Tr(i), Tr(z), T7'(z+n)_ TEMIICPATYpPhl YACPKUBAHUA UCCIICAYCMOI'O BCIICCTBA U H-AJIKAHOB C YHC-

JIOM YTJIEPOJHBIX aTOMOB Z U Z + 1 COOTBETCTBEHHO.

Tak kak 3HaYeHUs TEMIEPATYp YIEPKUBAHUS NPSIMO MPONOPLHMOHAIBHBI UCIPaBICHHBIM
BpEMEHaM YJepKMBAHUs, ONPENENIUTh KOTOPbIE MOXKHO C OOJIbIIEH TOUHOCTBIO MPH BBHIIOJHEHUU
pacueToB, 4acTO UCIIOJIb3YIOT 3HAUEHUS BPEMEH YAECpKUBaHUSA (IIONPAaBKy Ha BpEMS YAEpKUBAHUS

HECcOopOMpPYEeMOro KOMIIOHEHTa BBOAUTH HE 0053aTeIbHO):

trT(i) - trT(z)

T — .
I"=100-{z + T Y, (1.5)
r(z+n) r(z)
. [[Iupuna nuka (Wy) u3MepsieTcs Ha 3aJaHHON BBICOTE MHKA, HAIIPUMED, MTUPUHA HA

M0JIOBHHE BBICOTHI 0003HauaeTcs Wo s mim Wsg [9].
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. Yucno 3¢hdexTuBHBIX TeopeTHYecKux Tapeiok (N) KOJOHKHU SBISETCS MOKa3aTeleM

3 PEKTUBHOCTH pa3AeieHUs. DTOT MMOKa3aTeslb MOXKHO PACCUUTHIBATH CIEIYIOIIUM 00pa3oM:

£.\2 £\
—1e. () — b 1.6
N =16 (W) 5,54 Wos) (1.6)

rae tr — Bpemst yaepxkuBanusi, Wp s — muprHa nuka Ha MOJIOBUHE BBICOTHI, N — KOJIMYECTBO Teope-
TUYECKHUX TapeJIoK.

Hcxons u3 GopMysbl MOXKHO OTMETHTb, YTO YeM MEHbIIIE IIUPHHA MTUKa, TEM OOJIbIlee Ync-
70 cocTapisieT N, a 3HaYUT U BbIIe 3 (HEKTUBHOCTH KOJIOHKHU.

. ®axTop acumMmeTpu (Ay) MOKa3bIBAET, HACKOJIBKO (hOpMa MHUKA OTINYAETCA OT HOP-
MaJbHOTO pacmpenenenus. HkHUi MHAEKC X yKa3bIBaeT, Ha KaKOW BBICOTE MUKa OMpeIeseTcs
acummetpus. Cornmacao ['d XIV [9] BeicoTa, Ha KOTOPOH ONMPENENSIOT JAaHHBIA MMOKA3aTelb, CO-

cTaBisieT 5 % BbICOTHI KA. DaKTOp aCHMMETPUM HAXOJAT U3 BBIPAXKECHUS:

Wo.os
Agos = = 1.7)

KputepreM HpUrogHOCTH XpOMATOrpauvIecKoil CHCTEMBI ISl KOJIMYECTBEHHOTO OIMpe/ie-
JIGHHsI SIBIISICTCSL COOJIIOJICHUE ISl MUKA CTaHJAPTHOrO 00pasiia 3HAYCHHsS BEIMYUHBI (DakTOpa
acummerpuu B nipenenax ot 0,8 mo 1,5 [9].

» Paspemenue (R;) — mapamerp, XapakTepU3yIOIINil PaCCTOSHIE MEXK/IY JTIOOBIMHU JBYMs CO-
CEIHUMH THKaMH. PaccunTtaTh JaHHBINA MapaMeTp MOXHO, UCXOJs M3 3HAYCHH IIMPHHBI MIHKA HA
HyneBoit muauu (W), 0IHAKO 4acTo MCMONB3YIOT pacyeT AaHHOro mapaMerpa Ha 50 % BBICOTHI Mu-
Kka (Wy,5):

R—Zl(tz_tl)—118- t, =t (18)
SUOWl-w2 T Wi + W '
0,5 0,5
TpeboBannem ®C «Xpomarorpadus» [9] sBiusercs ycaoBue, 4yTo 3HaueHUE Rs JOKHO co-
CTaBJISITH OoJsiee WK paBHO 1,5. OHAKO B HEKOTOPBIX CIIydasx, HapuMep, MNP HECUMMETPHUUYHO-
CTH WJIH 3HAYUTCIIBHO paanquﬁ WHTCHCHUBHOCTH IMHKOB, BBIIIOJHCHUE JAaHHOI'O COOTHOIICHUS HE

TapaHTUPYCT MOJHOC pa3aCJICHUC ITUKOB. B sTux ClIydadax Ipu OLCHKEC pa3z[eﬂ$1101uel71 CIIOCOOHOCTHU

MMPUMCHAIOT IapaMEeTpP «OTHOMICHUC MaKCI/IMyM/ MUHUMYM».

1.2.2 Annapatyproe opopmienue [KX

YcranoBka ans [2KX mpencraBisier co60if COBOKYITHOCTh CHUCTEM, 00ECTIEUUBAIOIIUX KOP-
peKTHOE TpoBefeHue aHanu3a. OCHOBHBIMH Y3JIaMH pacCMaTpUBaEeMbIX MPHOOPOB SBISIOTCS CH-
CTEMBI II0JJa4uU ra3da HOCHUTECIIsI, BBOda HpO6I)I, TEPMOCTATUPOBAHHUA KOJOHKH, ICTCKTUPOBAHMA, 00-
pabOTKM JaHHBIX, a TAK)Ke HEOTheMJIeMas COCTaBIIAIOIIas — Xpomarorpaduueckas KosoHka [15].

PaccmoTpuM Kax b1l y3en XxpoMaTorpaduueckoi ycTaHOBKH MOIpoOHee.
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. CucreMa NOATrOTOBKH I'a30B

JlelicTBUE JAaHHOM CHUCTEMBI HANPABJICHO HAa PEIICHHS psiia MpoOiieM, KOTOPBIE MOTYT IPH-
BECTH K HEKOPPEKTHOMY IpoBeAeHUI0 aHanu3a. OJHON U3 TakuxX MpoOJieM SIBISIETCS YCTaHOBKA U
cTabunu3anus ONTHUMAJIBHOTO AJsl JaHHOTO aHajdn3a pacxojia ra3za-HOCUTEINsl, KOTOPbI BIMsET Ha
MOKa3aTeI XpoMaTorpauueckoro pasaenacHus (BpeMs yIepKUBaHUs, IIMPUHA ITUKOB), a TAKXKe Ha
YyBCTBUTEIBHOCTh JETEKTOPOB. Kpome Toro, HeqocTarouHasi cTabuiIbHOCTh T'a30BbIX TOTOKOB Ya-
CTO SIBIISICTCSl IPUYUHONW HEYCTONYMBOW HYJEBOU JIMHUU, YTO 3aTPYIHSET KOIHMYECTBEHHYIO 00pa-
60TKy Xpomarorpamm [19].

Jpyroil cymiecTBeHHOI npoOaeMoH, sBisieTca obecredeHrne Heo0X0JUMOT0 YPOBHS YHUCTO-
TBI UCMIOJIb3YEMBIX Ta30B. OCO0YI0 BaXXHOCTh 3TO UMEET B CIIy4ae MCIOIb30BAHUS BEICOKOUYBCTBH-
TEJIbHBIX MOHHU3ALMOHHBIX JETEKTOPOB, 1€ IPUMECH MOTYT MCKaKaTh HYJIEBYIO JMHHIO. [Ipn mc-
nonb3oBanuu [IN]I-nerekTopa peKOMEHAYEeTCs HMCIOJIb30BaTh ra3bl C COAEPKAHUEM HE MEHee
99,9995 % [20]. Kpome Toro, ycraHaBIMBAarOTCS AONOJHUTENbHbIE QUIbTPHL. [Ipumep cuctembl
OYKCTKHU Ta30oB npu ucnonb3oBanuu [IHU]] B xpomarorpadax kommanuu Agilent npexcrasien Ha

puc.1.4.

Maz-HocuTens DUNLTp BNarM > Konokka

OUneTp yrns
Bonopoa > OUnLTD YA ﬂnamenuo—uow(sﬂa#:?muw oeTexTop
Boanyx > OUnLTP yIna

Pucynok 1.4 — Cxema cucTeMbl MOJATOTOBKH I'a30B

. Cucrema BBO/Ia POOKI

JlanHasi cucTemMa OTBedYaeT 3a JIO3UPOBAHHBIM BBOJ MPOOBI B MapoOOPa3sHOM COCTOSIHUM B
MOTOK Ta3a-HOCUTENS Mepesl XxpoMaTorpadudeckoit KOJOHKOH. B aToM citydae J0KHBI TPUMEHSTh-
Csl TaKue pelieHus], YToObl UCKIIIOUYUTh U3MEHEHHE cOCcTaBa MpoObI B MpoIecce BBOJIA, 00ECIeUUTh
BOCIPOM3BOAMMOCTh aHalln3a, CHU3UTh 3P PEKT pa3MbIBaHUS IPOOBI U JIp.

B cBs3u ¢ TeM, 4TO paccMaTpuUBaeMbIN 3Tal MPOBEIEHUSI XpomaTrorpaduyeckoro aHajinza
KpaliHe Ba)KEH M BIMSET Ha IOJyYEHHBIE PE3YJIbTAaThl aHAIN34a, IOCTOSHHO IIPOUMCXOAUT COBEPILIECH-

CTBOBAaHUE U MOUCK HOBBIX CIIOCOOOB IO OCYIIECTBJICHUIO JAHHOTO Mporecca. [lepBbie KOHCTPYK-
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IIUH XpOMaTOrpadUIeCKUX CHCTEM IPEAIOIarajd PyqHoi BBOJ 00pa3iia, YTO BBI3BIBAIO OOJIBIIYIO
BEPOSITHOCTh BHECCHHUs OIIMOKK B X0/ onbiTa [19]. B mocnennee Bpemsi HauboJibliee pacnpocrpa-
HCHHUC MOJTYYaOT aBTOMATHUYCCKUC CUCTCMbI JO3UPOBAHUS, YTO MO3BOJIACT CYHICCTBCHHO ITOBBICUTD
TOYHOCThH M BOCIIPOU3BOMMOCTD aHAITN3A.

Jlist Ta3000pa3HbBIX IPOO J03UpPOBaHUE 0Opa3ia OCYIIECTBISIETCS TIPU TTOMOIIH IITIPUIIA, J10-
3UPYIOLIETO KpaHa WM ¢ TIOMOIIbI0 mapodazHoro ordopa. [IpenmyiecTBaMu mepBoro A03Upyro-
IIETO YCTPOMCTBA SBISETCS MPOCTOTA UCIIOIB30BAaHUS, B TO BpeMsl KaK IPUMEHEHHE KpaHa MPHBO-
JIUT K OOJIbIIIEH BOCITPOM3BOIUMOCTH M OOJIBIIEMY yIOOCTBY JJIsi OCYILECTBIICHHS IIPOMBIIUICHHOTO
ucnonp3oBanus. O6a MeTo/la B HACTOSIIECEe BPEMsI ITPUTOIHBI JIJISI aBTOMAaTHYECKOTO 0TOOpa 1po0,
YTO CHMXKXACT BO3MOXHOCTb BO3HUKHOBCHUS IMOIPCIIHOCTU PE3YyJIbTaTa BCICACTBUC CY6L€KTI/IBHOI7I
YeJI0BEYECKON OUIHOKH.

Bosbiioe pacrpocTpaHeHHe B HACTOAIICE BPEMs MOJIYYMII CIOCO0 TO3UPOBaHHS MPOOBI €
MIOMOIIBIO 00OPYAOBaHMS Il CTaTHYSCKOTO WMJIM TUHAMHUUYECKoro mapodasHoro anamusa [9]. B
OOJBIIEH CTENEeHN MOMYJSPHOCTh JAHHOTO METOJa 00YCIIOBJIEHA BO3MOXXHOCTHIO COXPAHEHUS YH-
CTOTBI O0OPYAOBaHUS IMPH BBEJCHHUU JICTYYHX AHAIMTOB B Ta30BbIid XxpomaTorpad. Crarndyeckuit
aHaJIU3 3aKIJII0YaeTCsl B 0TOOpE OINpe/IesIeHHOr0 00beMa ra30Boi (ha3bl MOCIIEC YCTAHOBICHHS PaBHO-
BecHsl B xpomarorpaduueckoi Buasie. JJuHamudeckuii mapodasHblil aHAIH3 OTIMYACTCS TEM, YTO B
TEUYEHHUE OTPEACTICHHOTO BPEMEHU MPOMCXOUT NMPOIyBaHHE 00pa3lia HHEPTHBIM Ia30M M KOHIICH-
TPUPOBAHUE JIETYYHX BEUIECTB B JIOBYIIKE C MOCIEIYIOIIUM MEPEHOCOM B XpOMAaTOrpaduvIecKyro
cucremy [9].

Ha pucynke 1.5 cxemMaTMyHO NpeICTaBiE€H MpPOLECC YCTAaHOBJICHHUS PABHOBECHS MEXIY
IByMmsl pazaMu B Xpomarorpapudeckoil Buasie rnpu craruueckom aHanuse. [Ipo0a B xujgkom cocro-
AHUW COACPIKHUT MAaTpULly U LCJICBBIC KOMIIOHCHTHI. I[J'If[ napO(ba3H0r0 aHaJIn3a aHaJIUThI JOJIKHBI

MNepexXoanuTh B ra30BYIO (I)asy, TO €CTh OBIThH JICTYYHUMU.

O
O O ®) [Tycroe npoctpaHcTBo
O O g 4= BHAJIbI
O o O
Anajur ? 5 i
e
e o
O ® O — 1 PactBopurens
e o O
-_—

Pucynox 1.5 — Cxema CUCTEMBI [IJIs1 CTATUYECKOTO U3BJICUCHUS aHAJIUTA B CBOOOHOE MTPOCTPaH-

CTBO BHAaJIbI
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Bocnpon3BoauMocTh Xxpomarorpaguueckoro aHaim3a B 3TOM CIydae OCHOBBIBACTCS Ha
YCTaHOBJICHUH PAaBHOBECHSI:
Ananut (kunakas ¢asza) < AHanut (razoBas (aza)
KoHcTanTy paBHOBECHs BRIPAKAIOT CISAYIOIIUM 00pa3oM:

_ [Ananut (kugkas ¢pasza)] G

 [AHanuT (rasoBad pasa)] Cg (1.9)

Ha mpornecc ycTaHOBIIEHUS! paBHOBECHSI BIMAIOT TaKHe (PaKTOPHI KaK TEMIIEpaTypa U BpeMs
BBIJICPKUBAHUSA, IPUPOAA aHAIM3UPYEMOTO BEIIECTBA, MPUpPOia MaTpuIlbl mpoOsl. [Tpu 3TOoM mto-
maas Xxpomarorpaduueckoro nuka (A), KOTopas IpOHOpLHMOHAIbHA COACPKAHUIO aHAJIUTA B ra3o-
Boii (aze (C;), CBSA3BIBAIOT C HAYAJILHOW KOHIIEHTpAIMEH aHaiIuTa B XKHUIKOH mipode (Cp), Ko du-

ueHToM pacrpeernenus (K) u pa3oBsiM cooTHOIIEHHEM () cieayromum ypaBHeHueM [23]:
Co
K+p

B mpouecce noz[60pa YCJIOBI/Iﬁ MMPOBCACHUA aHAJIN3a CTPEMATCSA K ITIOBBIILICHHUIO COACPIKAHUA

AxC, = (1.10)

ananuta B ra3osoii pase (C;) ¢ Henbio yiIydleHus IpeesoB ero ooHapyxkenus. J{is 5Toi mem
MOJKHO HWCIIOJIb30BaTh Pa3jMYHbBIC PEIICHUS, OKA3bIBAIOIIME BIWsSHUE Ha mapamerpel K uiau B
ypaBuenus 1.10. Ha koaddunuent pacnpenenenus K oka3pIBaloT BIUSHUE U3MEHEHUE TeMIIepary-
pBI aHANIM3UPYEMOTO O00paslia WM U3MEHEHHE CBOMCTB €ro MaTpHIIbl (BHICAIMBAHKE) WM CBOMCTB
camMoro a”aiuTa (JIepuBaTU3AINSA), UYTO CBSI3aHO C U3MEHEHUEM JABJICHUS ITAPOB aHAIINTA HAJ YKH]I-
KocThio [23-25].

3aBUCHUMOCTh KOd(GUIIMEHTa paclpeeleHns] OT KOHIEHTPAllMu aHAJIUTa U €ro CBOWCTB

MOKHO BbIPA3UTH CJ'IC)IYIOH.ICI\/’I HpOHOpLIHGfIZ

K « OL, (1.11)
bi "Yi
rzie p{ — JaBJeHHe YHCTOro PacTBOPUTENS, ¥; — KOO((HUIMEHT aKTHBHOCTH.
KoadduimeHT akTUBHOCTH MOXKET HU3MEHSTHhCSI BCICICTBUE BapbUPOBAHHMS WOHHOW CHIIBI
pacTBOpa WM KOHIICHTpaluuu aHanuta. OJHAaKO Hanbosee MPOCThIM METOI0M U3MeHeHusl K sBis-

€TCA BapbHUPOBAHUC pLO BCJICACTBUEC €TI0 3aBUCUMOCTU OT TEMIICPATYPHI, OIMCHIBA€MOM COOTHOIIIE-

HUEM:
0 B
logpi = -7 +C, (1.12)
rnie BuC— xod>dpduuueHts], 3aBucsAmMe OT NOpUpPOIbl aHanuTa; 1 —  alcontoTHas
pa, °K.

Ucxons u3 ypaBHeHus 1.12, MOKHO MOJIYYUTh 3aBUCUMOCTh K OT TeMmepaTypbl:
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!

B
logK = T C’ (1.13)

JlaHHOE COOTHOIIEHUE JAeT MOHSITh, YTO YBEIMYECHHUE TEMIEPATyphbl MPUBOIAUT K yBelude-
HUIO Kodddunmenta pacnpeaeneaus. OaHako Takod d3p(PexT MoKHO HAOII0IaTh HE JJIS BCEX CO-
eauHeHu. B oOmiem ciydae, yeM Jydile pacTBOPHM aHAJIHMT B JAHHOM MaTpuIle, TeM CHUJIbHEE KO-
s duULMeHT pacnpeneieHus OyAeT 3aBUCETh OT TEMIIEPATyphl BhIIEPKUBAHUS BHAJBL. TO €cTh U3-
MEHEHHE TeMIepaTyphl CYLIECTBEHHO BIMSET Ha KOA(GGUIMEHT pacrpeaeneHus sl MOJISIPHBIX CO-
€MHEHUI B BOJIHBIX PACTBOpAaX, U UMEET HE3HAUUTEIbHOE BIMSHUE B CIy4ae HEMOJSPHBIX COCIH-
Henuit [23]. 371ech CTOUT OTMETUTD, YTO I KaXKIOTO aHAJIMTA MPH OMPEICICHHBIX YCIOBHUSIX Xa-
pakTepeH cBoil koadumeHT pacnpenenenus. [103ToMy BemecTBo, KOTOPOE COACPIKUTCS B MEHbB-
[IMX KOJUYECTBAX MO CPABHEHHUIO C JPYTMMHU KOMIIOHEHTaMH, MOXKET J1aBaTh OOJIbIIUE IJIOLIAAN
XpoMaTorpaguuecKux MIUKOB.

YuureiBas 3aBucuMocTh 1.13, mpu nmoadope TemmnepaTypsl IPOBEICHUS aHAIN3a TaKKe PY-
KOBOJICTBYIOTCSI TIPUHIIMIIOM BHIOOpAa HAWMEHBIIIETO U3 €€ BO3MOXKHBIX 3HAUYEHUM. DTO 00yCIlIaBiu-
Ba€TCA BO3MOXXHBIM TEPMUYECKUM BIUSHUEM Ha MPoOy M MpOTEKaHUEM MOOOYHBIX MPOIIECCOB, KO-
TOpbIE MOTYT MPHUBECTH K OMMUOOYHBIM pe3yiabTaTaMm. Kpome Toro, mpu yBeITUYEHUU TeMIIEpaTyphl
MPOUCXOIUT YBEIMYEHUE IABJICHUS, YTO MPH ONPEACICHHBIX YCIOBHSIX MOXKET NMPUBECTH K HH-
CTPYMEHTAJILHBIM TTpO0JIeMaMm.

Brnusinue Ha BenmuuuHy C; Takke MOXKHO OCYIIECTBIATH Onaronaps H3MEHEHHIO (a3oBOTO
COOTHOIIIEHUS MTyTeM BapbUpOBaHUs o0beMa >kuakou (as3el B Buase. [Ipu 3TOM 4acTo UCHOIB3YIOT
nuana3oH 3HaueHuit ot 20 10 80 % o6bema Buasbl [23]. [Ipeaen B 80 % sSBISETCS TUMUTHPYIOIIUM
B CBSI3U C HEOOXOAMMOCTBIO COXPAaHEHUS JOCTATOYHOTO MPOCTPAHCTBA ISl IPOBEACHHS aHAIIN3a, B
TO BpeMsi KaK 3aIll0JIHCHHE BUAIBI MeHee, ueM Ha 20 % BO3MOKHO JUIsl TPOBEICHUSI HEKOTOPBIX IKC-
nepuMeHToB. [log6op oObema MpoObI MPOBOAST UCXOMS U3 CBOMCTB COCTUHEHUS, YIUTHIBAs, YTO
yBeJIMUYCHUE KOJHUYECTBA 00pasiia (CHIKeHHE (Ha30BOr0 COOTHOIICHHS) MPUBOIUT K YBEIUYCHHUIO

C;. OnHako ciaenyer OTMETUTh, YTO 3HaueHUs K [71s pa3HbIX COeIMHEHUN MOTYT BapbHpPOBAThCS B

npeesiax 4eThipex MOPSAKOB, B TO BpeMs Kak (a30Bo€ COOTHOIIECHUE f/ OOBIYHO HE U3MEHSETCS TaK
cuipHO. IloaTomy, eciiu K HamHOro Oosbine, 4eM f, TO KOHILIEHTpalUs aHajJuTa B ra3oBoil (aze
Hanpsamyto 3aBucuT oT K. B aTom ciydae ¢azoBoe cooTHomeHue (T.e. 00beM 00pasiia) Majao Win
BOOOIIIe HE BJIMSIET Ha KOHIEHTPALUIO B ra3oBoi (ase.

Takum o6pazom, moaOOP YCIOBHI yCTaHOBJICHUS Mapo(a3zHOTO paBHOBECHS SBISETCS BaK-
HBIM IIaroM K ONTHUMaJIbHOMY IPOBEIEHUIO XpoMaTorpadudeckoro ananusa. [lpu stom Takue pak-
TOpBI, KaK TemIieparypa (iakoHa, BIOOp pacTBOpUTEINs, 00beM HpoObl MOTYT OKa3aTh CHIIbBHOE

BJIMAHUC Ha PE3YyJIbTAaThl aHAJIU30B. HOSTOMY JUIA obecnieyeHus BOCIIPOMU3BOJUMOCTH KOJIUYCCTBCH-
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HOTO aHaju3a MpoObl HEOOXOAUMO CTPEMUTHCS K COOJIOICHUIO TPUHATON 71 Tapoda3zHoro aHaau-
32 METOAMKH.

Kpome pa3nuyHbIX CHCTEM J03MPOBAHUS CYIIECTBYIOT pa3IMYHbIE CIOCOOBI BBOJA 0Opasia
B KOJIOHKY [26]:

1. BBoa nmpoOsI ¢ aenuteneM moToka (split);

2. Bog ipo0sI 6e3 nenurens noroka (splitless);

3. BBoa mpo0OsI B KoJI0HKY (on-column injection);

4. BBoa poObl ¢ MporpaMMHpPOBAaHUEM TEMIIEPATyPbl UCTIAPUTEIIS.

[IepBbiif METO/T UCIIOJIB3YIOT MIPH OOJBIIOM COJECPKAHUH 1IEJIEBBIX COCAUHEHUN B Mpode Aiis
CY)KEHUs 30HBI TIPOOBI HAa BXOJAC B KOJOHKY. OJHAKO MPH 3TOM MOXKET IMPOHUCXOJUTh MCKAKECHUE
npoObI U3-32 Pa3HOCTU B TEMIEpaTypax UCIAPEHHS HCCIEyeMbIX COeAMHEHU. B pesynbprare yero
MIPOUCXOUT HEMOJIHBIN MEePeBO MPOOHI B Ta30BYI0 a3y U Kak CIEACTBHE HEIMHEHHOCTDh JETICHUS
MOTOKA.

Bropoii MeTo1 UCTIONB3YIOT B CITYYasx MaJoro COAEPKaHUs IeJIEBBIX COSAMHEHUH B TIpo0e.
Pa3mbIBanne mpoOBI B 3TOM Cilydae MOXKHO IOJIaBUTh, €CIIM MCIOIB30BaTh dPPEKTH (POKyCHpOBa-
HUsE: 9QEKT pacTBOPUTENSI WM TepMUudeckoe GpokycupoBanue [19].

MeTton BBOJa MpoObI ¢ IPOrpaMMHUPOBAHUEM TeMIIepaTypbl UCHAPUTENS YacTO Ha3bIBAIOT
XOJIOAHBIM BBOJIOM TIPOOBI. JIaHHBIM METO/I 3aKTF0YAeTCsl BO BBEJIEHUN 00pa3iia B XOJIOJHBIA UCIa-
pHUTEINb, TJIE MPOUCXOTUT HATPEB JO UCIAPEHUS JISTKOKHUIISIIETO PACTBOPHUTENS, 3aTeM POU3BOIAT
pe3Koe MOBBIIIEHUE TEMIEPATyPhl HCTIAPUTENS JIJIs1 UCTIAPEHUS COSANHEHUI ¢ O60Jiee BBICOKOU TeM-
neparypoil kunenus (aHanuThl). Takoe pernieHre mo3BoIAeT YMEHBIIUTh (PpaKIIMOHUPOBAHUE TIPO-
OBl B UTJIE IIIIPHIIA, & TAKXKE MPOBECTH KOHIIECHTPUPOBAHUE TTPOOHI.

. Xpomarorpaduueckasi KOJIOHKAa U TEPMOCTAT KOJIOHKH

Kosonka siBisieTcss OJHUM W3 OCHOBHBIX Y3JIOB XpoMaTorpaguueckoil CUCTEMBbI — B HEl
MPOUCXOIUT pa3jieTieHHe cMecel coeAnHeHnid. Ee moMenaroT BHyTps TepMocTaTa, OCHOBHOM 3aja-
4eil KOTOPOTO SBIISIETCS 00ECTICUeHHE MOCTOSTHHOTO (M30TEPMHUYECKOTO) MU OIpPEACIICHHOTO (3a-
MIPOrPaMMHUPOBAHHOTO) MO JICPKAHUS TEMIIEPATYPHI KOJIOHKH.

. HerekTop

JleTekTop TpeacTaBisieT coO0M yCTPOMCTBO MO OOHAPYKEHHUIO M3MEHEHHH, CBS3aHHBIX C
MIPOXOXKACHUEM aHaNH3UpyeMol MpoObl. OOBIYHO OH COMPSKEH C CUCTEMOM mpeoOpa3zoBaHUs IO-
Jy9aeMoro OT JETEKTOpa CHTHAJIA B IPHUEMIIEMBIH JIIsi HHTEPIPETAIIMNA OTIEPATOPOM.

Br16op netexTopa onpenensieTcss OCHOBHBIMH XapaKTePUCTHKAMU (1yBCTBUTEIHHOCTS, Mpe-
JIeNT IeTeKTUPOBAHMS, JIMHEHHOCTh, OBICTPOICHCTBHE U CENIEKTUBHOCTH), KOTOPhIE B HAUOOJbIIEH
CTETMEeHH COOTBETCTBYIOT II€JIM aHAJIW3a M YCJIOBHSM €ro npoBelieHus. B cuiny yHUBepcaabHOCTH,

MIPEBOCXOIHBIX XapaKTEPUCTUK U BBICOKHMX JKCILTyaTal[MOHHBIX Ka4eCTB, HanOOJIbIIIee pacpocTpa-
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HEHHE B aHAJIM3€ JICKAPCTBEHHBIX CPEJICTB MOTYUYUII TJIaMEHHO-MOHM3AIMOHHBIN netekTop ([T /)
[9].

Cxewma [THN]] npencrasiena Ha puc.l.6. I[lpuHnumn paboThl TaHHOTO AETEKTOPAa OCHOBBIBACT-
Csl Ha BO3pAaCTaHMM MOHHOT'O TOKA MPH MOMAaJlaHUU aHAJIUTa B BOAOPOJHOE IUIaMs, B TO BpPeMs Kak
BO3HUKHOBEHHE HMOHHOTO TOKa MpPU MPOXOKIEHUHU ra3za-HocuTesds 0oOyciiaBIuBaeTcsi B OoJbllen
CTCIICHU HAJIMYHEM NpUMECEel B HMCIOJb3yeMbIx raszax [27]. [dus padoter [TM]] HeoOXxoaumo uc-
MOJIb30BATh ra3bl, CIOCOOCTBYIOIINE TOPEHHUIO TUIAMEHH (BOJOPO U KUCIOpOo/Bo3ayX). Kpome To-

T'0, HHOrga mpuMEHSIOT HOI[,Z[YBOLIHHﬁ ra3 ajisi yBCJIUMYCHUA (bOKYCI/IpOBaHI/IH HpO6LI B IIJIaMCHU.

DIEKTPUIECKUI
CHHall
KomnexTtoprerii
IIEKTPOLL O6paboTra
™ JaHHbIX
oo
00 ®
e
——  Tlmams
Cormmo
s, ~——  Bosmyx wmm xucnopon

Bonopoa + nogayBounsiii ra3

Kononka

Pucynok 1.6 — Cxema crpoenus [11]]

1.3 OOBEKTHI UCCIEI0BAHUS

Jlannast paboTta mpenrnosiaraeT Hcciel0BaHUEe, HANpaBlIEHHOE Ha pa3paboTKy METOIUKU
anamm3a OOP B cyOcraHiusx HaTpus 7-MeTHITHO-4-0kco-3-nmano-4H-[1,2,4]tpuazono[5,1-
c][1,2,4]rpuasunnaa tpuruapara (puc. 1.7 a) u Harpus 3,8-mudToKcukapOOHMI-4-0Kco-4H-
nupazono[5,1-c][1,2,4]tpuazuaun monoruapara (puc. 1.7 6). JJns yno6¢cTBa 0003HaUEHUsT KaXa0e
coequaenune nmeet mupp — MNR-857 u AB-19 cootBerctBenHo. Ha puc.1.8 mpencraBieHs! stans

cuntesza cyocranuu MNR-857. Ha cxeme mpuBefeHBI Ha3BaHUS OPTaHUYECKUX PACTBOPHUTENICH,
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KOTOpBIE MCHOJIB3YIOTCSI Ha OMpPENEICHHON CTaauM IMOJIyueHUsl CyOCTaHLIMU. AHAJIOTUYHO, CXema

cunte3a cyocrannuu AB-19 mpencrasiena Ha puc.1.9.

O O O
N )K(CN N\NMOEt
N /
Me84</ ¢\\ —I‘\I * H,0 PN /I‘\I * H,O
NT N ma+
Na EtO @)
MNR-857 AB-19
a o

Pucynok 1.7 — CtpykrypHbie GOpMYITBI IIEIEBBIX CYOCTAHIINN

O
NCCH,COOEt FtO
N— N~ 2 CN
NH NaNO,, HCI NH N\NH
7 M </ 3 M AcONa /i
M684< &k rekcad S /A + MeS /A [‘\]
N > N N, | mpoman-2-om N N—
2 mponaH-2-01
H
O O
N— k/c'\' NaOH N )KrCN
MMHPUIAH N a N
Mes— J\ | He Mes— |
STUNANETaT N= N?N )\l MIpomnaH-2-0J N N?N
npomnaH-2-o1 ‘ +
\ Na
Pucynok 1.8 — Cxema cunresa cyocrannun MNR-857
O O
i 1 H,C(COOC,Hx)
N— N\NH 2 217572 N—
/) TH NaNO,, HCI / | Na,COj / N | OEt
> = + g —~_- _N
= NH, MpomaH-2-0J1 N, STAHOI
Na*
EtO @] EtO O EtO @]

Pucynok 1.9 — Cxema cunresa cy6craniun AB-19

Hcxons u3 cxeM, npeacTaBieHHbIX Ha puc. 1.8 u 1.9 Moxkem caenats BBIBOJI, YTO B LIEJIEBBIX
CyOCTaHIMSAX MOTYT HaXOJUTCSI OCTAaTOYHBIE OPTaHUUYECKHE PACTBOPUTENH, MpUHAIexKamue K |1 u
Il kmaccam TokcuyHOCTH. B Tabm.1.2 npeacraBneHbl 3HAUCHUS MIPEACTBHBIX JOIMYCTUMBIX KOHIICH-

Tpauui st Kakaoro u3 Hux corsiacuo ['d XIV [9].
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Ta6muma 1.2 — OP, yuacTByromue B CHHTE3€ UCCIIETYEMbIX COSAMHEHUIN

OOP Kiacc Tokcuunoctu [TJK mr/neHs MK (mkr/r)
[Tupuaun | 2,0 200
I'excan | 29 290
DTHiarerar 1 50,0 5000
[Tpoman-2-on 11 50,0 5000
DraHon 11 50,0 5000

s pacuera npenensHoi koHieHTpauuu OP |l kimacca MCHosib3ylOT HECKOJIBKO METOJIOB
[28]. B Tom ciyuae, korza cyrouHas jJ03a rpernapaTa HeM3BEeCTHA, pacyeT BeayT 1Mo GopmyIie:
1000 - ITIAK,

rae [I1K, — npenensHo nomycrumas aHeBHas konuenrpauus OP, mr/nens; /] — 1HeBHAs 103UpOBKa

Konnenrtpanus (ppm) = , (1.14)

npernapara, I//1eHb.

B kauecTBe CyTOYHOH J03bI IpenapaTa ycTaHaBnuBaroT 3HaueHue 10 r. B pesynbrare Tako-
ro pemenusi, paccuntanubie [1/IK MOXKHO HCIOIB30BaTh B Ka4eCTBE T'PAHUYHBIX 3HAYCHUH, IS
BCEX COCTAaBIIIONIMX ITpenapara (1o Macce He npesbimatomux 10 r).

I[J’Iﬂ OoPpP TPETHEro KjIacca, KOTOPLIC ABJIAIOTCA MaAJIOTOKCUYHBIMHU COCANHCHUAMU, YCTaHAB-
JUBAIOT 001 npeaen ynorpednenust He 6onee 50 mr B aeHp win 0,5 % OT Macchl UcCIeayeMOro
JIC. Ilpu pacuere mo yka3aHHOW Bbllle (hopMmysie, JaHHOE 3HaUeHUe cocraBisier He O6oiee 5000

MKT/T [9].
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2 ATITIAPATYPA U TEXHUKA DKCIIEPUMEHTA

2.1 Vicionb3yeMble peakTHBBI, TIOCY A U armapaTypa

[Tpu npoBeieHUN ONBITOB OBUIH UCTIONB30BAHBI CICAYIOIINE PEAKTUBBI:

° BOJIa, MOJyYEHHAs C IIOMOIIbIO CUCTEMbI OUYMCTKH BOJIBI «Smart2Purey dupmsl
«Thermo Scientific» (ynenpHoe conporusienue 18,2 MOwm-cMm);

J 3TAaHOJI, MEJUIIMHCKUAN KOHLEHTPAT [ IPUTOTOBICHHUS PacTBOPA JUIsl HAPYKHOTO
npumenenus, 95,2 % (000 «POCBUO», Poccus);

. npomnan-2-oi, «for HPLC» ¢ conepxanuem ne meree 99,8 % (VWR, CIIIA);

° rekcas, x.4., TY 2631-158-44493179-13 (Okoc-1, Poccus);

° stunanerat, X.4., [OCT 22300-76 (Kommnonent-Peaktus, Poccus);

. nupuIuH, x.4., TY 2631-159-44493179-13 (DOxoc-1, Poccus).

A TaKke MCIOJIb30BANIOCh CleAyIolee 000pyI0BaHUE U JabopaTopHas Mocyaa:

. xpomatorpaduueckas cucrema «GC System 7890 B» (mpoumsoactBo Agilent,
CIIA), ¢ mapodasubiM mpobooTbopaukom «Headspace Sampler 7697 A» (cBuaeTenscTBO 00
yrBepkaeHnn Tumna cpencts usMepennit US.C.31.001.A Ne53133, perucrpauvOHHBIH HOMEp
55612-13).

° aHamuthdeckue Bechbl «Shimadzu AUW 220», crenuaipbHOro Kiacca TOYHOCTH
(I'OCT 24104), nuanazon B3BemmBanus 0,01-220 r, auckpernocts 0,0001 r (cBUAETENHCTBO 00
yTBep)KIeHUH Tuna cpeactB uzMepenuit JP.C.28.004.A Ne56180, peructpanoHHblit Homep 57927-
14);

o KOJIOHKa Xpomatorpapudeckas DB-624 Ul (60 m x 0,32 mm X 1.8 MKM) ¢ mpeaeinb-
HBIM JHana3oHoM Temmeparyp ot -20 mo 260 °C (Agilent, p/n 123-1364 Ul);

. BUaJIBl XpoMaTorpadudeckue BMECTUMOCTHIO 20 MII ¢ KPBILIIKaMHU U CETTOM;

. KoJ0b1 MepHbIe cTekisHHbIe o ['OCT 1770-74: ucnonnenue 1, kiracc TOYHOCTH 2,
BMECTUMOCTEIO 25 1 100 CM3;

. nuretk rpagyupoBansbie 1o ['OCT 29227-91: tun 1, ucnonHenue 2, Ki1acc TOYHO-
ctH 2, BMectuMocThio 0,5, 1, 5 CM3;

. ynpTpazBykoBas BaHHa «Fisherbrand FB 11203» ¢upmbr «Elmax (I'epmanus);

2.2 Pa3zpaboTka METOUKH XpoMaTorpauueckoro aHaanu3a

Pa3zpaborka mMeronuku onpenenenns OOP B cyocranmmsx AB-19 u MNR-857 Bkimouaer
HECKOJIbKO CcTanuii paboThl, HampuMep, BbisiBIeHue onpenensieMbix OOP, BeIOOp MeTo/na aHamu3a,
no00p MPUEMIIEMBIX YCIOBHUI NMPOBEJCHUS aHATTN3A.
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2.2.1 BriOop METOMKH aHANIM3a M HAaYaJIbHBIX YCIIOBHM €T0 MPOBEICHUS

Panee mb1 oTMeTuH, uTO B miporiecce cuHTe3a AB-19 u MNR-857 yuactByroT pacTBopute-
mu |l u 1l xmaccoB onacHoctu. B ciydae onpenenenust OP |l knacca onmacHOCTH BaKHBIM TpeOOBa-
HUEM SIBJISIETCS CEJIEKTUBHOCTH Hcmoisib3yemoro meroza. [Ipu ananuze OOP |l kinacca onacHoctn
JIOTTYCKaeTCsl MPUMEHEHHE TEPMUYECKMX METOOB aHallu3a, KOTOpbIE SIBISIOTCS OTHOCHUTEIHHO
MPOCTHIMHU, OJIHAKO HecnelupuuHbIMU. [Ipu 3TOM B ciyyae MpeBbIICHUS COACPKAHUS OCTATOYHBIX
pactBopuTenel B cyoctannuu ycranoBiaeHHoro npeaena — 0,5 %, kaxasiii OP nommkeH ObITh UJeH-
TU(QHUIUPOBAH U ompezescH koiaundecTBeHHO [9]. [ToaToMy, 00BEKTOM HaIllero BHUMaHUS CTajl Me-
ton KX, B cBsI3u ¢ BO3MOKHOCTBIO €r0 MPUMEHEHUS JJIsl CEIEKTUBHOTO KOJUYECTBEHHOTO OIpe-
nenenust conepxkanuss OOP B uccnenyemsix cyOcranuusx. Kpome Toro, ucnosb30BaHHE METO/A
KX siBisieTcst penoYTUTEIBHBIM JUISI HCCIIEAOBAHMS KPUCTAJUIOTUAPATOB, TaK KaK B 3TOM CIIy-
Yyae KOJIMYECTBO BHICBOOOXK/IaeMO Y HArpeBaHUU BOJBI HE BIHET HA PE3yJIbTaT aHAJIH3a.

B cBs3u ¢ tem, uyto ['® XIV He mpenocrasnser uHbopManuu 00 YCIOBHIX MPOBEICHUS
xpomarorpaduyeckoro anaiauza OOP, B kauecTBe OTIPaBHOM TOYKM JUIs BBIOJHEHMS IKCIEpH-
MEHTOB 110 pa3pabOTKe COOTBETCTBYIOIIEH METOJIUKH MBI UCIOJIb30BaNu cTaThio 467 dapmakomnen
CIIIA [28] u ocHOBaHHBIC HAa HEW METOIUYCCKUE YKa3aHWS IS XpoMarorpaduyeckoro aHaimsa
OOP ¢ mapodasHbiM BBOJIOM 00pasiia, paspaborannbie kommanueir Agilent [29-31]. Cornacho
3TUM AoKyMeHTaM onpezaeneHrne OOP npoxoauT B HECKOIBKO ITAIOB.

Ha nepBom stane ans pactBoputeneid |, 1l u Il xnaccoB npoBoaar mpoueaypy cpaBHEHHs
IUTOMIA/ICH TTMKOB XPOMATOIPaMM HCCIICAYSMbIX M CTaHJAPTHBIX PacTBOPOB (C MpeIeIbHBIMU KOH-
uentpauusiva OP). Eciu mutomaap kakoro-im0o U3 MUKOB Ha XpOMAaTorpaMMe HCIBITYEMOro pac-
TBOpA MPEBBIIIAET IJIOLIA/(b COOTBETCTBYIOLIETO MUKa CTAHIAPTHOIO PacTBOPA, TO MPOBOAAT MPO-
[eypy MOATBEPKIACHHUS, TIPU STOM MTOBTOPSIFOT aHAIH3 TPU UCITIOIB30BaHUH KOJIOHKH C JPYroi He-
noABwKHOM (azoit (G-16 BMecto G-43). JlanHble (a3bl OTINYAIOTCS MOISPHOCTHIO, YTO MO3BOJISET
BBISIBUTH BO3MOXXHOE HAJIOKEHHE NMUKOB OJM3KMX MO BPEMEHH YIEp)KUBaHHs coequHeHui. Ecmm
pesyabTar npesbimieHus [1/IK moaTBepikiaercs, TOraa MpoBOJAT KOJUYECTBEHHOE OMpeeieHHUe
cootBercTByrolero OP ¢ ucnonb3oBaHreM KOJIOHKH ¢ ¢a3zoii G-43.

OCHOBBIBasICh Ha TOJY4eHHOW HWH(pOpMAIMH, OBUIO PEIIEHO MPOBOAMTH OMBITHI IO pa3pa-
00TKEe METOJIUKH C MCIOJIb30BaHUEM HermoaBrkHOU (a3bl G-43 (cooTBeTcTBYeT KojoHKam Agilent
DB-624), xoropast o0agaer cpeHeid NoIIPHOCTBIO U COCTOUT Ha 6 % u3 nmaHonponwideHnna, Ha
94 % w3 nmonuauMeTHICHIOKcaHa [17].

Kpome Toro, 0110 penieHo MpUHSTH IS IPOBEICHHS aHAIN3a CIICAYIONINE MTapaMeTphI:

. temneparypa ucnapurenst — 140 °C, temnepatypa nerexkropa — 250°C, nenenue no-

Toka — 1:5;
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. TepMoCTaTUpoBaHue KOJOHKU Ipu 40°C B TeueHue 5 MUH, 3aT€M MOBBIIICHUE TEM-
nepatypsl co ckopocTbio 16 °C/mMun 110 240°C, ¢ BBIIEPIKKON B TEUCHHUE 2-X MHH;

J Temneparypa B napodasHom tepmocrate — 85 °C, TeMrieparypa NeTiu HHKEKTopa —
85 °C, Temneparypa TpancnoptHoit maNE — 100 °C, Bpemsi ypaBHOBEIIMBaHUS BUAIbl — 40 MUH,
BpeMsl HAINOJIHEHMS METIU HHXekTopa — 0,5 MuH, mepuoj; yCTaHOBJICHHS PAaBHOBECHsS IMETIU HH-
xektopa — 0,05 muH, naBnenue Bo ¢akoHe — 15 psi, CkopocTh U3MeHeHus AaBneHus B netie — 20
psi/min, ypoBeHb BCTPSAXHUBAHUS BHAJIBI — 2.

[IpoBoas mepBUUYHBIE SKCHEPUMEHTHI MO MOAOOPY YCIOBHM METOIMKH, Mbl BapbHpPOBAIIU
CKOPOCTb Ta3a-HOCHUTENS I MOJIyYE€HUs IPUEMIIEMOTO pa3pelIeHUs TMKOB TP BO3MOYKHO MEHb-
[IEM BPEMEHU MPOBEACHUS aHAIHN3a. DKCIEPUMEHTHI MPOBOAMIIA, OCHOBBIBASICH HA METOJAMYECKHUX
pekoMenaanuax or kommanuu Agilent [29-31] B ob6mactu ckopocreii 6au3kux kK 35 cm/c (06acThb
onTuMyma Ha KpuBoi puc.l.2). Hambonee mpuemieMbIM 3Ha4Y€HHEM CKOpPOCTHU ra3a-HOCHTENS B

HaIIeM CITydae 0Ka3alloch 3HAYCHUE — 2,5 MJI/MUH.

2.2.2 Tlonbop KOHILIEHTpAIMK PacCTBOPOB 00pa3IoB

Jns apantanuu cymectBytome meroauku ananuza OOP (mpencraBneHHol B crathe 467
®apmakorien CIIIA) MBI BHECIH HECKOJBKO MOIMPABOK B MOPSAIOK MPOBEACHHS IKCIEPUMEHTOB.
BBuny orpannueHHoro odbema oopasiia A aHaiIu3a Mbl IOAOHUPaAIM MacCy HABECKU U pa3BeCHHE
oOpasma TakuM 00pa3oM, 4TOOBI CHU3UTH PacXo]l CyOCTaHIIMK, HO B TO € BpeMsI HE TOBIHUATh Ha
BO3MOXHOCTh 0OHapykeHust OOP. Takum 06pa3zom, ObUIO PEIIEHO CHU3UTh MacCy HaBeCKH o0pas3-
na 70 0,1000 r (Bmecro 0,5 r) 1 pa3BeneHue CyOCTaHIIUI TPOBOIUTH B 5 oM’ pacTBOPUTEII HEIO-
CPEICTBEHHO B BHUaJle. B kauecTBe pacTBOpUTENSI UCTIOIB30BaNK BOy Oe3 gobasnenus JJMCO BBu-
Iy TOro, 4to 0o0e cyocranmuu pactBopumMbl B Boje (MNR-857 — pactBopuma, AB-19 — ymepenHo
pactBopuma). [Ipu moxaroroske npod cyocraniuu AB-19 s ananusza 10OUThCS MOJTHOTO PacTBO-
PEHUS HAaBECKU YIaJoCh IMOCIE JIOMOJIHUTENBHON YyIbTPa3ByYKOBOH 00pabOTKH MPOOBI B 3aKPBITON
BHaJIe B TeUeHUe 2-X MUHYT nipu yactote 37 ' u Temneparype 60 °C.

Crates 467 mipearonaraeT UCIOJIb30BaHUE CHEIHATBHBIX cMeceid OP, U3 KOTOPBIX TOTOBSIT
0o0pa3ibl CpaBHEHHS C YCTAHOBJICHHBIMHU TPEICIbHBIMU KOHIIGHTpAalUsIMU. B Haiem ciydae Mbl
MCIIOJIb30BAJIM JUIsl CPAaBHEHUS MOJEJIBHBIE PACTBOPBI, IPUTOTOBIEHHBIE U3 COOTBETCTBYIOLIUX YH-
CTBIX pacTBopuTenei. Pacder HeoOXoauMbIx koHIeHTpamuii OP s mpUroTOBIEHUS PAaCcTBOPOB

CpaBHEHUS BeNU 110 GhopMyIie:
I[AK-m
PTT

rae [1JK; — npeaensHO qomycTUMast KOHIIEHTpaIus pactBoputens [9], MKr/r; m — Macca HaBECKU —

C. (2.1)

0,1 r; V — 06wem pactBopurens — 5,0 ov’.
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B Tabmune 2.1 ykazanbl nonydeHusie mo Gopmyse 2.1 konnentpanuu OP ayis mpurortosie-
HUS MOJIEJIBHOTO pacTBOpa CpaBHEHUSI.

Tabnuna 2.1 — Kornenrpanuu OP B MOAETEHOM pacTBOpe

Konnenrtpanus OP B
ITJIK OP B cyOcTanuum
oop Kiacc Tokcnunoctu pacTBOpe CpaBHEHUS
(MKT/T) 3
(MKr/c™m”)
[Tupuaun 1 200 4
I'excan 1 290 5,8
OTHialneTar i 5000 100
[Tpoman-2-on Il 5000 100
OTtaHon i 5000 100

Jlnst uaeHTH(UKAUN UCCIIEAYEMbBIX PACTBOPHUTENICH POBOIMIN aHAIN3 MOJEIIBHOW CMECH.
[TosryueHHbIe 3HaUEHUSI BPEMEH YAEpKUBaHUS yKa3aHbl B Ta0. 2.2.

Tabnuna 2.2 — Bpemena ynepxxubanust OP

PactBopurens Bpewmst ynep:xuBaHusi, MUH
OTa”on 6,59
[Iponaun-2-on 7,48
I'excan 8,72
Drunaerar 9,67
[Mupunun 12,51

2.2.3 TlonOop ycioBuil MPOBEACHUS aHATIN3a

[Tpu mpoBeieHNN peIBapUTEIHHOTO KaueCTBEeHHOTo aHanm3a oopa3noB MNR-587 u AB-19
Ha Hamuyue B HUX OP Obu10 00Hapy’>keHO MPUCYTCTBHE MPOINaH-2-0ja U 3TaHoJa. B cBs3M ¢ 3THM,
OBbUIO MPUHATO peIlIeHNe MPOBOIUTH KOJIMUYECTBEHHOE ONpeIeIeHne MMEHHO s 1aHHbIX OP.

Tax kak npu U3HaYaIbHO BHIOPAHHBIX HA OCHOBE JIMTEPATYPHBIX JTaHHBIX YCIOBUSAX aHAIM3a
oOpa3zen BelepkuBaeTcs npu temneparype 85 °C B Teuenue 40 MUHYT, HAMH OBLJIO UCCIIETOBAHO
BIIMSTHUE JIAHHBIX YCJIOBUM Ha pPe3yibTaT aHAJIN3a U BO3MOXKHOCTh BapbUPOBaHUS JAHHBIX I1apamMeT-
pOB.

W3ydyeHue BAMSHUS TeMIIEpaTypbl BBIACPKUBAHUS BUAJbI HA IUIOLIA/lb COOTBETCTBYIOLIUX
MTUKOB PAaCTBOPHUTENCH MPOBOIMIM Ha CTAHIAPTHBIX PACTBOpaX MPOIaH-2-0J1a U dTaHOJIa ¢ KOHIICH-
Tpauusivu 10 Mkr/em® 1 100 Mxr/cm®. ITpu 3TOM 114 yBenuueHus oTkiauka cursano OOP npu no-

HHUKCHHBIX TCMIICPATYpax OBLIO PCIICHO NPUMCHHUTDL TCXHOJIOTUIO BhICAJIMBAHMA.

28




B kauecTBe BbICAIMBAIOUIMX areHTOB MOTYT HCIOJIb30BaThCSI HEOPTaHUUYECKHE COJH — XJIO-
publ, cynbdarel, HUTpaTHl U apyrue. [IpudeM BeicanuBaromuii 3pGEeKT yBeITUINBACTCS B PSAIY:
NO3 < Cl” <S0;~
Ha ocHoBe suteparypHbix naHHbIX [32, 33] a1 sKCriepuMeHTa ObLIO PEIIeHO UCIOIb30BATh
XJIOPUBI HATPUSI U aMMOHHUS B KOHIIeHTpanusx 1, 2 u 4 monb/n. Ha pucynkax 2.1 u 2.2 npeacras-
JeHbl TpaduKy 3aBUCUMOCTHU TUIOLIAM XpoMaTorpaguueckoro nmuka 3TaHoja U MpomnaH-2-ojia co-
OTBETCTBEHHO OT KOHIICHTPAIIMH BBICAJIMBAIOIIETO areHTa. JKCIEPUMEHTHI TPOBOIMINCH JJI pac-

TBOPOB ¢ KOHIeHTparusamu uccaeayembix OP 10 u 100 mkr/ o’
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Pucynok 2.1 — 3aBucumocTb II01aiu XpomMaTtorpaduyeckoro nuka 3TaHojia OT KOHIEH-
Tpaluy BbICAIMBAIOLLEIO areHTa Npu BblAepkUBaHUU B TeueHue 40 muH nipu remneparype 40 °C

JUJIs1 pacTBOPOB ¢ KoHIeHTpauusmu 10 u 100 MKT/CM°
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Pucynok 2.2 — 3aBHCHMOCTD TUIOIIAAH XPOMATOTPpaUIECcKOro MUKa MponaH-2-0Jia OT KOHIIEHTpa-
MU BBICAJIMBAIOIIIETO areHTa MpH BbliepKuBaHuu B TeueHre 40 mun npu temmneparype 40°C nms
pacTBOpoB ¢ KoHUeHTpauusMu 10 u 100 MKT/cM®

ITo momy4yeHHbIM 3aBUCUMOCTSAM (puc.2.1 u 2.2) ObUIO ONpeAeseHo, YTO OOJbIIEH BbICAIH-
BAIONICH CWJIOW NJIsi OMpPENeNsieMbIX PAacTBOpPUTENEH 00JiaaeT XJIOPHA HATpHsl TIO CPABHEHUIO C
xjopusioM amMmmoHnus. Kpome toro, nmpu yBeamueHUH KOHUIEHTPALMU COJIM B pacTBOpE HAOJI01a10Ch
YBEJIMUEHHUE TUIOIIAJAEH UKOB pacTBOpUTENEi. [l AampHEHIIEero OnbITa MO ONpPEAEICHUIO BIUA-
HUS TeMIEepaTyphbl YCTAaHOBJICHUS PABHOBECHS Ha IJIOLIA/(b XpOMATOrpauuecKoro nuka B Ka4yecTBe
BBICATMBAOIIETO areHTa OBl BBIOPAH XJIOPH/I HATPHS B KOHIICHTPAIMH 4 MOJIB/IM".

3aBUCUMOCTD IJIOLIAAN XPOMATOrpaduyeckoro muKa OT TeMIepaTypbl YCTAaHOBIEHHUS paB-
HOBECHSI U3y4YaJId Ha CTaHJApPTHBIX PACTBOPAX C KOHLEHTPALMUAMU ONPEIENISIEMbIX paCTBOPUTENIEH
10 1 100 Mrr/cm® B 4 M pacTBope XJopuja HaTpus B auanasoHe temneparyp ot 40 no 60 °C. Ha
pucyHkax 2.3 u 2.4 mpeAcTaBIeHBl pe3yNbTaThl IPOBEICHHBIX OIMBITOB JJIS ATaHOJA M TPOTaH-2-

0JiIa COOTBETCTBCHHO.
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Pucynok 2.3 — 3aBHCHMOCTH TUIOMIAAN XPOMATOTPaUIECKOTO MUKA ATAHOJIA OT TEMIEPaTyphl
YCTaHOBJICHHS PaBHOBECHsI IpH BbiaepkuBaHiu B Tedenue 40 muH B pactBope NaCl ¢ koHueHTpa-
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Pucynok 2.4 — 3aBHCHMOCTD TUTOIIAAH XPOMATOTpaUIecKoro MUKa MPOMaH-2-0J1a OT TEMIIEpaTy-
pBI YCTaHOBJICHHUS paBHOBECHS MPH BbiaepkuBaHuu B TeueHue 40 mun B pactBope NaCl ¢ koHieH-

Tpareit 4 Mo/
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I'padpuku 3aBucumocteii (puc.2.3 u 2.4) MOKa3bIBAIOT, YTO C YBEIUYEHHEM TEMIICPATypPhI
BBIJICP)KUBAHHS BUAJBI YBEIIMYUBACTCS IJIOMIAb XPOMATOrpaUueCKUX MHUKOB KaK 3TAaHOJIA, TaK U
2-iponianonia. [Ipu atom st 6onee Beicokux koHueHTpamud OP (100 MKT/cM® 110 cpaBHeHuo ¢ 10
MKr/cM®) oTMedaeTcs Golee KPYTOH HAKIOH KpHBOH. OXHAKO, MONYYCHHBIC ILIOMAN THKOB HC-
cleyeMbIX pacTBopuTenei mpu temneparype 60 °C B pacTBope Xjopuaa HaTpUs C KOHIIEHTpalyen
4 Monb/aM° OKa3aCh HIKE, YeM JUISL PACTBOPOB 03 BBICAIMBAIOIIEr0 areHTa IPH TEMIIEPaType
BblIep>KUBaHMs BUaJIbl 85 °C, 4TO yXyaIaeT Mpeaesbl KOJIMUYECTBEHHOTO OIPEIEIICHHUS.

Hapsiny ¢ aTumM, npu BbICaJMBaHUU CHUXKAETCS PACTBOPUMOCTH CyOCTaHIMHU, YTO BEAET K
MEHBIIIEMY BBHICBOOOXK/ICHUIO PACTBOPUTEIIS U3 MAaTpULbl. B CBSA3M € 3TUM, OBLIO PEHIEHO 0TKAa3aTh-
Cs OT WCIIOJIb30BAHUS XJIOpHUJIA HATpPUs, a TAKXKE OCTaBUTh TEMIIEPATypy BbLACPKUBAHUS BUAJIbI
paBHoii 85 °C.

DKCIepUMEHT O BapbUPOBAHUIO BPEMEHU BBIIEPKUBAHUS BUAbBI JJI1 YCTAHOBJICHUS PaB-
HOBECHSI MEXIYy XHUAKOW U ra3oBoil (pa3amMu MPOBOJWIM Ha CTaHAAPTHBIX pPAcCTBOpaxX 3TaHOJNA
(puc.2.5) u npoman-2-ona (puc.2.6) ¢ kouuentpammsve 10 Mxr/cm® 1 100 MKr/cM® TipH BBLISPKH-

BaHuM Buankel B TeueHue 10, 20, 30 u 40 muH.
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Pucynok 2.5 — 3aBHCHMOCTD IUIOIIAAN XPOMATOTpauIecKOro MHUKa ITAHOJIA OT BPEMEHH YCTaHOB-

JIEHHs paBHOBecHs TIpu Temreparype 85 °C
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Pucynok 2.6 — 3aBucuMOCTb IJIOLIAAN XpOoMaTOrpadUyecKoro nuka 2-mponaHosia OT BpeMEeHU
YCTaHOBJICHUSI paBHOBECHs Mpu Temneparype 85 °C

I'paduxu 3aBucumocteit (prc.2.5 u 2.6) NOKa3bIBAKOT, YTO MPU 33aHHBIX YCIOBHUSIX PaBHO-
BECHE MEXAY ra30BOil U *KMIKOH pa3zamu B XpomaTorpadudeckoil Buaie Juis 3TaHoIa U IpOoIMaH-2-
oJia gocturaercs 3a 20 MuH.

CHuKeHne BpEMEHU YCTAaHOBJICHHSI PaBHOBECHUS MO3BOJISIET CHU3UTH BpeMs aHanu3a Ha 20
MHH, a Takke TePMUUYECKOe BIUSHHE HA MpoOy, B CBSA3U C 3TUM OBUIO PELICHO MPHUHATH JaHHOE
YCOBEPLICHCTBOBAHUE METOJUKH JJIsi KOJIWYECTBEHHOI'O aHAJIM3a 3TaHoJa U MponaH-2-ojia B Cyo-

cranmuax AB-19 u MNR-857.

2.2.4 Onpenenenue Auana3oHa KOJIMYECTBEHHOTO ONPEAEICHUS

JIJis KOJMM4YeCTBEHHOTO OMpeeNeHrs OblT BBIOPAaH METO]| BHEIIHETO CTaHAapTa, KOTOPHIA
3aKJTIOYACTCSl B OMPEEICHUN KOHIICHTPAIIMA TyTeM CPaBHEHUS TUIOMIAJEH MUKOB OMPEAETIIeMbIX
KOMIIOHEHTOB Ha XpoMaTrorpaMmax HCIBITYEMOT0 pacTBOpa M pacTBOpa CTaHAApPTHOrO oOpaslia.
YacTHbIM CilyyaeM AaHHOTO METOJa SIBJSETCS METOJ rpaJydpOBOUYHON KPUBOH, B XOJ€ KOTOPOTO

ONpeCAC/IAAIOT B3aMMOCBA3b MCXKAY U3MCPCHHBIM CUT'HAJIOM (y) " KOJIMYCCTBOM OIPCACIISICMOro BC-
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mecTBa (X) ¥ pacCYMTHIBAIOT ypaBHEHME TpaayupoBouHoi ¢pyukuuu. Coriacao I'd XIV [9] npu
MPOBEJICHUH aHAJIN3a JIGKAPCTBEHHBIX (DOPM ISl MMOCTPOCHHSI KPUBOW 1O CTaHAAPTHOMY 00pasiy
MIPOU3BOJIAT €r0 pa3BelieHrue, KOTOPOE MOJOMPASTCS] TAKUM 00pa3oM, YTOOBI KOHIICHTPAIUS OCHOB-
HOTO COSJIMHEHHUS B pacTBOPE CTaHIAPTHOTO oOpasna Obuta B nuama3one ot 80 mo 120 % oT oxwu-
JaeMoi KOHIIEHTpaluu B Mpooe.

B namem ciygae st paciipeHusi 00JIaCTH ONPEICTICHUS B COOTBETCTBUU C BO3MOKHBIMH
COJICPKaHUSIMU ONPEEIISIEMBIX KOMIIOHEHTOB ObUT B3AT quamna3oH oT 10 1o 200 % oT npeaenbHOro

coaepxanus OP (100 mxr/mui). IIpu sToM crpoumsics rpaduk mo 10 Touxam.

2.2.5 YcTaHOBI€HNE MAaTPUYHOTO BIMSHUS Ha BEICBOOOKIeHHEe OP

D¢ ekt BIUAHUS MATPUIBI MOXET OKa3aTh HETaTHBHOE JIEHCTBHE HA PE3yNIbTaT KOJIHWYe-
CTBEHHOT'O aHanu3a. B CBSI3M ¢ 3THM CTpEeMATCS K €ro HUBEIHpOoBaHHIO. J[J1s 5TOr0 mpuberarT K
Pa3HBIM CIIOCO0aM, HApUMEp, YCTaHABIUBAIOT KO3()(UIMEHT NepecueTa, MprOeraroT K JOMOIHU-
TEJILHOM MTPOOOIOArOTOBKE, HCITOIB3YIOT METO/] CTaHAapPTHHIX 100aBoK [34, 35].

JU71st ICKITIOUEHHSI BO3MOYKHOW OIIMOKH MPH MTPOBEJICHUH aHAJIM3a MBI CPAaBHIIIN PE3yJIbTaThl
9KCIIEPUMEHTOB C MCIOJIB30BaHUEM METO/Ia CTAHJAPTHBIX JOOABOK C IOJyYEHHBIMH IO TPagynpo-
BOYHOM KpHBOM /1 0Opa3ua cyoctanmuu AB-19.

Metoa cTaHIapTHBIX J00ABOK 3aKIFOYAETCsl BO BBEJICHHH B MPOOY M3BECTHOTO KOJIHYECTBA
OTIPEeNIeNIIEMOT0 BEIIECTBA M CPABHEHUSI CHTHAJIOB, KOTOPHIE OBLIM MOJYYEHBI IS UCIBITYEMOTO
pacTBopa cO CTaHJIApTHOW J100aBKOM M AJIS UCHBITYEMOrO pacTBOpa ONpeAessieMoro BeuiecTsa 0e3
nobasku [9, 34, 35]. ConepkaHue aHaIUTa B UCCIEAYEMOM OOpa3lle PacCUUTHIBAIOT CIEAYIOLINM

obpazoM:
Sx

svit )
SCT/I[+X - Sx

C, = C. (2.2)

rae Cep, — KOHIEHTPAMs CTaHIAPTHOW N00aBKH; S, — MHTEHCHBHOCTH CHUTHAJA OIIPEAEIAEMOrO
BellecTBa (TUIOIIAAb WJIM BBICOTA MHUKA) JAJISl MCIBITYEMOro pacTBopa 0e€3 CTaHIapTHOM J100aBKU;
Scrp+x — MHTEHCUBHOCTL CHTHAJIA ONPENENIAEMOrO BENIECTBA (ILIOMAAL UK BBICOTA TIMKA) IS MC-
NBITYEMOIO pacTBOpa CO CTaHJIaPTHOM 100aBKOiA.

Bnustaue MaTpuisl onpeaersin s oOpasua cyocranuun AB-19 onHoli maptum cuHTe3a.
[TpoOsl ¢ nob6aBkamu 1 6e3 100aBKM MOJBEprain aHaau3y 3 pasa. B tabmumax 2.3 u 2.4 npencras-

JICHBI CPCAHUC 3HAYCHUSA KOHI_ICHTpaI_[I/Iﬁ OTaHOJIa U nponaH-Z-ona COOTBCTCTBCHHO, KOTOPBLIC ObLIH

6 o o rpa,
ompeieNieHHbl MeToaMu 106aBok (C,°°,) ¥ TPajmyrpoOBOYHON KPHBOM (Cxp M), Jlas momydeHHBIX
pe3ynbTaToB ObUIM paccuuTaHbl 3HauYeHHs kputepue dumepa (facq) 1 CtoroneHTta (tyacs) U Cpas-

HEHBI ¢ TaOMMYHBIMH 3HAYCHUAMH (fpacy. 1 Frags).
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Tabmuia 2.3 — Pe3ynabTaThl KOJIMUECTBEHHOTO OIpeIesICHUs dTaHona B cyoctaniuu AB-19

Homep Cerp» _ Cho8 C>,

3 Sy, PA x CpaBHeHME pe3yabTaTOB
ONBITA | MKI/CM Mkr/cm® MKT/eM
1 — 142,9278 S% =0,194, 52 = 0,190
2 50,2 368,9119 31,75 32,29 | fra6n (5%; 2; 5) = 5,79 > 04 =1,02
3 100,4 588,6102 32,20 trasn (5%; 7)=2,36 > tpcq =2,30

Ta6muma 2.4 — Pe3yabTaThl KOJIMYECTBEHHOTO OINIpeIeSIeHUs MponaH-2-oy1a B cyoctaniuun AB-19

Howmep Corps . (CRo6 CPaA

Sxr PA X x CpaBHEHHE Pe3yJIbTaToOB
OMBITA | yrgr/cm® MKT/cM° MKT/CM®
1 - 87,1953 S§2=0,032,52 = 0,026
2 47, 87 570,5786 8,64 8,88 fra6n (5%; 5; 2) = 19,33 > fi5ca =1,26
3 95,73 1057,806 8,60 tracn (5%; 7)=2,36 > tpaeq =2,07

Takum oOpazom, ucxost u3 pacuetoB f u t KpuTEpHeEB, pa3auyKs CPEIHUX PE3yIbTATOB, IO~
JYYEHHBIX METOJIOM T'paJyupOBOYHOrO rpaduka U METOAOM 100aBOK He 3HauuMbl. [IpuHHUMas BO
BHHUMAaHUE, YTO B [IOJIy4a€MbIX METOJOM J00aBOK pe3yJsibTaTax aHaJlu3a CKOMIEHCHUPOBAH MaTpHU4-
HBIH 3¢ (eKT, MOKHO clienaTh BHIBOJ O HE3HAUMMOCTH JAHHOTO BIMSHUS U Ha PE3yJIbTaThl, TIOTY-

YeHHBIE 110 TPalyMpOBOYHOMY Tpa(UKy.

2.2.6 OmpenenieHue napaMeTpoB XpoMaTorpapuueckoro pas3ieineHus

Ilepen skcnepuMeHTaMu Mo KoiuuyecTBeHHoMY ompeneneHuo OOP B uccrnegyemoit cy0-
CTaHIIMM IIPOBOAMIIN aHAJIU3 PACTBOPOB C NPEAECIbHBIMU KOHLIEHTPALMSIMH COOTBETCTBYOmUX OP.
[lenbto AAHHBIX ONBITOB SIBJSUIOCH OINpEAENIEHuE XpomaTrorpaduyeckux MapamMeTpoB pa3aeieHUs
HCCJIETyEMbIX COEUHEHHH, C TOMOIIBI0 KOTOPBIX MOKHO IIPOBEPUTH HaJyIexkallee GyHKIIMOHUPO-
BaHHE HCIIOJIb3YeMOH CUCTEMBI, a TaKXKe WACHTU(PHUINPOBATh TO UM MHOE COeTUHEeHUE (110 Bpeme-
HU Y/IepP>KUBAHUS).

Macca HaBecku 3taHosia coctapmia 1,0017 r, a macca HaBecku 2-niporntanona — 0,9971 r. Uc-
X0/ U3 JAHHBIX NMACHOPTOB K HCIOJIb3YEMBbIM PEaKTUBaM, OINPEAEISIM MaCCOBYIO KOHLIEHTPALIUIO
OP B npumensieMoM Juis aHayn3a pactBope — 95,36 MKr/cM® dTaHoma i 99,71 Mxr/cm® nponas-2-
oJa.

Jlns mpoBeneHus aHanu3a B 3 CTEKISIHHBIX (prrakoHa (BHajbl) BMecTUMOCThIO 20,0 cM® 0T6H-
pamu 1o 5,0 cM® MOZEIIBHOI CMeCH. [Tpoman-2-01 1 3TaHOJ WACHTU(UITUPOBAIH MO A0COTIOTHOMY
BpeMeHM yaepxkuBaHus — 7,48 u 6,59 mMuH cooTBeTcTBEeHHO. Pe3ynbTar npeacrasieH Ha puc. 2.7.

I[To xpomaTorpamMmme MO/IEIBLHOTO PAacCTBOPA OBUIM OTIPE/IEICHBI TapaMeTphl, yKa3aHHbIe B Ta01.2.5.
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PucyHok 2.7 — @parMeHT XpoMaTorpaMMbl MOJICNIbHOTO pactBopa (1 — staHou; 2 — 2-
IIPOIIaHOJI)

Tabmuna 2.5 — Xpomarorpaduyeckue mapaMeTpbl TUKOB MOJICITBHON CMECH

IToka3zarenu OrtaHoI 2-IIponanon

O} PpexTuBHOCTH KOJOHKH U (hopma nuka

N 55500+10000 97000+3000
As 1,46+0,02 1,27+0,04
PaznenutenpHas cnocoOHOCTh
Rs 8,64+0,36
Bocnpoussoaumocts
RSD tr, % 0,009 0,013
RSD S « 0,28 0,21

Cornacho ykazaHHbM B '@ XIV tpeboBanusm [9], 3HaueHUs] aCHMMETPHUH THKA HE JIOJK-
HBI MPEBBIMIATE 1,5, a 3HAUeHUs pa3pelieHus TOKHBI ObITh Oonee 1,5. Mcxons U3 mpencraBieH-
HBIX B Ta0J1.2.5 TaHHBIX, MOYKHO CJIEIaTh BBIBOJI, YTO MPEIBSIBICHHBIC K pacCMaTPHUBAEMBIM MTOKa3a-

TCIIAM Tpe6OBaHI/I$I BBIITOJIHCHBI.
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2.3 Mertonuka onpeneneauss OOP

2.3.1 YcnoBus npoBeACHUS aHATN3a

AHanu3 Ha HajauuMe U KoilmdecTBeHHoe cozepxaHue OOP B cyOcraHiuu nNpoBOAWIM Ha
KBapIeBOW KanmuusipHOH KoioHke «DB-624 Ul nouanoit 60 M ¢ nuamerpom 0,32 MM U TOJIIITUHOM
HAHECCHHOW HemoaBrxkHOU (a3el 1,8 MkM, cocTosmeit Ha 6% u3 nuanonpommwidenuna u Ha 94%
U3 NOJIMJUMETHICHIIOKcaHa. [Ipu aToM ycTaHaBiIMBanu Cieqyrolue napaMeTpbl IPOBEICHUS aHa-
nu3a: temmneparypa ucraputens — 140 °C, temneparypa nerektopa — 250 °C, ckopocTh rasza-
HocuTens (renuit) — 2,5 mi/MuH, aeneHue moroka — 1:5.

Jlnst TepMocTara KOJOHKM OBLI BBIOpaH CIEAYIOIIMK pexuM: BbiAepkuBanue mnpu 40°C B
TEYEeHUE 5 MUH, 3aTeM HOBBIIICHHE TEMIIEPATYPhI CO CKOpOocThio 16 °C/mMun o 240°C, ¢ BBLACPK-
KOH B Te€UEHUE 2-X MHUH.

[Tapametpsl mapoda3zHoro BBoja ObLIM MPEICTaBICHBI CIASAYIOUIMMH 3HAUYCHUSMU: TEMIIe-
parypa B mapodaznom tepmoctare — 85 °C, remmnepaTypa nerim umxekTopa — 85 °C, Temmneparypa
tpancnoptHoil smHUM — 100 °C, Bpemst ypaBHOBemmrBaHus Buaibl — 20 MHUH, BpeMsl HallOJHEHHUS
neTiu uHxekropa — 0,5 MHUH, IepUOJl YCTaHOBJICHHS paBHOBecUs MeTiau uHxekTopa — 0,05 muH,
naBieHue BO (piakoHe — 15 psi, CKOPOCTh M3MEHEHHUs AaBjieHus B nerie — 20 pSi/MuH, ypOBEHb
BCTPSIXUBAHUS BUAIBI — 2.

[Tepen npoBeaeHrEM H3MEPEHUIN XPOMATOTpapUUECKYIO0 CUCTEMY BbIIEPKUBAIN B TEUEHHE
2-X 4acoB B 33J]aHHOM pexume (cM. Bbilie). [locie ypaBHOBENIMBaHHSI CHCTEMBI ITPOBOINIIH OTIPe-
nenenne OOP.

Cobnroganuch Cleayrone yCaoBust paboThI:

. TEeMIIEpaTypa OKpykaro1ero sozayxa 22 + 3 °C;
. atMocdepHoe nasienue 97 + 10 kIla;

° OTHOCHUTEJbHAS BIIaKHOCTL 0T 40 10 90%:;

. HanpspbkeHue B nuTaromieit cetu 220 + 20 B;

° gacToTa TOKa B muTaromer cetn 50 + 1 I'm.

2.3.2 IlpurotoBieHHe pacCTBOPOB

. OO6pa3ibl uccienoBanus. McnbITyeMblii pacTBOp TOTOBHIJIM B XpOMaTOrpaduiecKoit

3
BHUaJIe BMECTUMOCTBIO 20 cM™ myTeM B3siTHs HaBecku okoso 0,1000 r (TouHas HaBecka) Uccieaye-
MO cyOcTaHIMU U ee pacTBopeHwus B 5,0 cm® TUCTHIUTHPOBaHHOU BoAbI. st cybcraniiuu AB-19
MIPOBOJIUIIM JIOTIOJIHUTENbHYIO 00pabOTKy yIbTpa3ByKoM mpu Temiepatype 60 °C B TedeHme 2-X

MunyT nipu 37 I'T. Buany 3akpsiBajii BAHTOBOW KPBIIIKON C CENTON W3 MOMUTETPaPTOPITHIICHA.
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s kaxaoro oopasia CyoCTaHIIUN MPOBOIUIN HE MEHEe 3-X MCTBITaHUW. PacTBOpHI Mcmonp3oBa-
JIUCBH 110CJIE IPUTOTOBJIEHUS U HE NOJJIEKATIN XPAHEHHUIO.

. MopaenbHast cMech. B MepHyro kon0y BMectumocThio 100 cM® BHOCHIM HEGOIBLIOE
KOJIMYECTBO JMCTHILIHPOBAHHOM BogbI (~20 cM®), 3ateM Gpanu HaBeckn maccamu 0,0400 r mupu-
nuHa, 0,0580 r rexcana, u mo 1,0000 r sTunanerara, mporaH-2-ojla ¥ 3TaHoJa (TOYHbIC HABECKH),
JIOBOJWJIM PACTBOP IO METKH JAMCTUJUIMPOBAHHOM BOJIOH, a 3aTeM TIIaTenbHO nepemernnBanu (Pac-
tBOp Al). Jlanee oTOupanu mMumeTkoid BMECTUMOCTHIO 1 em®, COOTBETCTBYIOIINNA 00BEM pacTBOpa
Al, BHOCUIIN B MEPHYIO K0JIOY BMeCTUMOCThIO 100 cM® U JOBOIHIIH JI0 METKH JUCTUIUIMPOBAHHOMN
Bogoi (PactBop b1). [Tocne TmarenpHOro mepemMenimBanus B XpoMaTorpaduyecKyo BUATy BMe-
CTHMOCTBIO 20 CM® ¢ IOMOLLBIO rpagyupoOBaHHON MUMETKU BMECTUMOCTBIO 5 cM® BHOCHIIM COOTBET-
cTBywIUi 00beM pactBopa bl. Buany 3akpblBaay BUHTOBOM KPBIIIKOM C CENTOW W3 MOJIUTET-
padTopaTHIIeHA. PacTBOpBI aHANM3UPOBAIKCH 110CJIE IPUTOTOBICHUS U HE TIOJIEKAIN XPAHEHUIO.

J ['pagyupoBounbie pacTBOpbIl. ['0TOBMIM ITyTeM pa30aBiieHUss OCHOBHOI'O pacTBOpa U
MCIIOJIb30BAJIM B 3TOT K€ JIEHb.

OcHoBHO¥ pacTBOp A2 TOTOBHJIM B MEPHOM K0OJIO€ BMeCTUMOCTHIO 100 em®, B KOTOPYIO BHO-
CHIIM HeGOJIBIIOE KONMYECTBO AUCTHIIMPOBAHHOM BoIbl (~20 cM°), a 3aTeM ¢ MOMOLIBIO J1aGopa-
TOPHBIX BECOB JOOABIISLTU 110 | T mporaH-2-0Jia u 3TaHoa (To4HbIe HaBeckn). [lomydeHHyI0 cMech
JIOBOJIMJIM TUCTHUJLTUPOBAHHOM BOIOHM IO METKH M MepeMenBaii. Macca HaBeCKH IpOIaH-2-0J1a
cocraBuna 1,0028 r, a sranona — 1,0040 r. KoHneHTpauuu pacTBOpoOB ONPEAEISIIM COTIACHO Mac-
COBBIM JIOJISIM 3TaHOJIA U MPOIaH-2-01a, yKa3aHHbIM B MMacnopTax: 3TaHon — 95,2 %, nponaH-2-oi1 —
100,0 %.

I'pagyupoBouHbIii pacTBOp | TOTOBWJIM TyTEM BHECEHHS B MEPHYIO K00y 00BEMOM
100,0 cM® ¢ momonIBi0 rpaayupoBanHoi nunerku (0,1 em®) 0,1 em® ocHOBHOTO pactBopa A2. Jlu-
CTHJUIMPOBAHHON BOJIOW JOBOIMIM 00BEM JI0 METKH U mHepememnBaiu. KoHleHTpalus nponaH-2-
0JIa B TpayupoBOYHOM pacTtBope 1 cocraBmma 10,028 MKT/CM”. KoHnuentpanus sTaHosa B rpaayu-
poBouHOM pacTtBope | cocraBuia 9,581 MKT/CM®.

I'pagynpoBoYHBIN pacTBOp 2 FOTOBWJIM IIyT€M BHECEHHs B MepHYyro Kkosly 100,00 em® ¢
MOMOIIBIO TpagyupoBanHol numneTku (0,5 em®) 0,3 em® ocHoBHOTO pactBopa A2. JIUCTHUIIMPOBAH-
HOW BOJIOM JTOBOAMIIM 00BEM 10 METKH M nepememnBain. KoHIeHTpanus nponat-2-oia B Tpajys-
poBOYHOM pactBope 2 coctaBuiua 30,084 MKT/CM®. Konnenrtpanus staHona B rpagyipOBOYHOM pac-
TBOpeE 2 cocTaBmia 28,674 MKT/CM®.

I'panynpoBOYHBIi pacTBOp 3 TOTOBWIIM IyTeM BHECEHHs B MepHyro kondy 100,00 oM’ ¢
MOMOIIBIO TpagyupoBaHHoOi nuneTku (0,5 em®) 0,5 cM® 0CHOBHOTO pactBopa A2. JIMCTHUIITMPOBAH-

HOH BOJION MOBOAMIIM O0BEM 10 METKH M TiepemermmBany. KoHmeHTpanus mporman-2-ojia B Tpajayu-
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poBOYHOM pactBope 3 cocrauina 50,140 MKT/CM®. Konnenrtpanus staHona B rpagyipOBOYHOM pac-
TBOpe 3 coctaBuna 47,790 MKT/cM’.

I'pa/lyHpOBOUHBI PacTBOpP 4 TOTOBHIIM ITyTeM BHECEHHs B MepHyio konby 100,00 cm® ¢
MOMOIIBIO TpagyupoBaHHOM nureTku (1,0 CM3) 0,8 cM> OCHOBHOTO pactBopa A2. JluctumiupoBaH-
HOU BOJIOH MOBOIMIN 00BEM J0 METKH U nepemeiinBanu. KoHuenTpauus nponan-2-oja B rpajayu-
poBouHOM pacTBope 4 coctaBuia 80,224 MKT/CM®. Konuenrtpanus staHona B rpagyupOBOYHOM pac-
TBOpE 4 coctaBuia 76,465 MKT/cM’.

['pamynpoBOYHBI PacTBOp 5 TOTOBWJIM ITyTEM BHECEHHUs B MepHYyIo koi0y 100,00 eM® ¢
MOMOIIBIO TpagyupoBaHHOM nuretku (1,0 CM3) 0,9 cm® ocHOBHOTO pactBopa A2. JlucTuiMpoBaH-
HOU BOZIOM JTOBOAMIIM 00BEM JI0 METKH U TepememuBaii. KoHIleHTpanus nponad-2-oia B TpajyH-
pOBOYHOM pacTBope 5 cocraBmiia 90,252 MKT/CM®. KoHuentpanus staHona B rpayipOBOYHOM pac-
TBOpe 5 coctaBuia 86,023 MKr/eM’,

I'pagyupoBouHbIil pacTBOp 6 TOTOBWIIM IyTEeM BHECEHHUs B MepHYyIo kouly 100,00 em® ¢
NIOMOMIbIO rpagynpoBaHHON nunetku (1,0 CM3) 1,0 em® ocHOBHOTO pactBopa A2. JIMCTHILITMPOBAH-
HOU BOZIOM JOBOAMIIM 00BEM /10 METKH M TepemMemuBaii. KoHIleHTpanus nponad-2-oia B TpajyH-
poBOoYHOM pacTBope 6 coctaBwia 100,280 MKI/cM®, KoHuenrpauus 3raHona B rpagyupoBOYHOM
pactBope 6 coctaBmia 95,808 MKT/CM®.

I'palyHpOBOUHBI PacTBOP 7 TOTOBWJIH TIYTEM BHECEHHsS B MepHYyI0 Kooy 100,00 cM® ¢ mo-
MOIIIbIO TpagyupoBaHHOM numneTku (2,0 CM3) 1,1 em® ocHOBHOTO pactBopa A2. JIUCTHILTMPOBAHHOM
BOJIOM 0BOIWIN 00BEM 10 METKH U nepeMemnBaiu. KoHueHTpamnus nponaH-2-oja B Ipagyupo-
BOYHOM pacTtBope 7 coctaBuia 110,308 MKT/CM”. KoHuenTpanus 3TaHosia B rpaJlyipOBOYHOM pac-
TBOpe 7 coctaBuina 105,139 MKT/cM°.

I'pa/lyHpOBOYHBIl PacTBOP 8 TOTOBHIIM ITyTeM BHECEHWs B MepHy[o konby 100,00 cm® ¢
MOMOIIIBbIO TPpayupoBaHHON mumeTku (2,0 CM3) 1,2 em® ocHOBHOTO pactBopa A2. JIMCTUITMPOBaH-
HOW BOJIOM JTOBOAMIIM 00bEM 10 METKH M nepememnBanu. KoHeHTpanus nponad-2-oia B rpajyu-
poBOoYHOM pactBope 8 cocraBwia 120,336 MKT/cMC, KoHuenrpanus 3taHona B rpagynpOBOYHOM
pactBope 8 coctaBmia 114,697 MKT/CM®.

I'panynpoBOYHBIi pacTBOp 9 roTOBWIM IyTeM BHeCeHHs B MepHyro kondy 100,00 oM’ ¢
MOMOIIBIO TPalyupoBaHHOM numeTku (2,0 CM3) 1,5 cM® OCHOBHOTO pactBopa A2. JIMCTUITMPOBaH-
HOW BOJIOW JTOBOAMIIM 00BEM JI0 METKH ¥ TiepeMemuBaii. KoHIleHTpanus mpomnaH-2-0a B Tpayn-
poBOoYHOM pactBope 9 cocraBmia 150,420 MKT/cM, KoHuenrpanus 3taHona B rpagynpOBOYHOM
pactBope 9 cocraBuna 143,371 MKr/eM’.

I'panynpoBounslii pactBop 10 roToBmwiIn myTeM BHeceHHs B MepHyo koidy 100,00 oM’ ¢
MTOMOIIBIO TPayupOBaHHOM mureTku (2,0 CM3) 2,0 em® ocHOBHOTO pactBopa A2. JluctuimimpoBaH-

HOU BOJION MOBOAMIIM O0BEM JI0 METKH M TiepemeruBaiy. KoHmeHTpanus mpoman-2-ojia B Tpajayu-
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poBouHOM pactBope 10 coctaBmiia 200,560 MKT/CM®. KonueHTpanus 3taHona B rpaiyMpOBOYHOM
pactBope 10 cocraBmiia 191,162 MKT/CM°.

Kaxplif 13 IpUTrOTOBICHHBIX I'PaJyHPOBOYHBIX pacTBOpoB 1-10 orbupanu mo 5,0 cM® B 3
BHaEL, BMecTHMOCTBE0 20,0 cM®. DIIaKOHBI TePMETHYHO 3aKPBIBAIN KPBILIKOA ¢ CeITOl. B xpoMa-
TOrpaUUYECKyl0 CHCTeMy BBONMIM 1O | cM° Ta30BOH (haskl pacTBOpa. JTAHON M MPOIMAH-2-OI
UICHTU(PHUIUPOBAIH IO a0CONIOTHOMY 3HAUYCHHUIO BPEMEHU yaepKuBaHus — 6,59 u 7,48 MuH cooT-
BETCTBEHHO.

J PactBopb! 114 pacdera mpezena KOJIMYECTBEHHOTO omnpezeneHus. ['oToBuwin myrem
pa30aBiieHUs rPayUPOBOYHBIX PacTBOPOB | U 6 U UCMOJIB30BAJIM B 3TOT K€ JICHb.

PactBop ans pacuera mpesena KoiludecTBeHHOro ompenenenus — [11 roroBunmu myrem
BHECeHUs B MepHY0 kosioy 100,00 cM® ¢ OMOLIBIO rpagyupoBanHoi mumnetku (1,0 CM3) 1,0 e’
rpalydpoOBOYHOTO pacTtBopa 6. [MCTHIIMPOBAHHOW BOAOW MOBOAMIIA OOBEM KOJOBI O METKU U
nepemermuBand. KoHmnenTpanus nponaH-2-ona B pactBope I11 cocrasmma 1,003 Mkr/em®. KoHLeH-
Tpauus 3TaHosa B pactsope I11 cocraBuia 0,958 MKT/CM®.

PactBop ans pacuera mpesena KOIWYECTBEHHOro ompenenenus — [12 roroBuwnm myrem
BHeCeHUs B MepHY0 kosioy 100,00 cM® ¢ MOMOLIBIO rpagyupoBanHoi muneTku (1,0 CM3) 1,0 e’
rpagyupoBOYHOTO pactBopa 1. JIucTuimmpoBaHHOW BOAOW MOBOAMIIA OOBEM KOJOBI O METKU U
nepememuBanu. Konuenrpanus npomnan-2-ona B pactBope 12 cocrasuia 0,100 Mkr/cm®. KoHien-

Tpauus 3taHosa B pactsope I12 cocrasuia 0,096 MKT/CM”.
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3 PE3VJIBTATHI 1 OBCYXIAEHUA

3.1 I'paxynpoBoYHas KpuBas
3.1.1 Pe3ynbTaThl HOCTPOCHUS TPATYUPOBOYHOMN KPUBOMA

ITocTpoeHue rpagynpOBOYHON KPUBOM OCHOBBIBAIOCH HAa PE3YJIBTATAX AHAJINA3A I'PATLYUPO-
BOYHBIX pacTBopoB 1-10, MeToaMKa MPUTOTOBICHUS KOTOPHIX yKa3zaHa B pazjaene 2.3.2. B pesyinb-
TaTe MPOBEJCHHBIX OMBITOB ObUIN MOTYYEeHBI 3HAYEHUS IJIOUa/Iel MUKOB ATAHOJA U IIponaH-2-oJa,
npuBeeHHbIE B Tabmue 3.1.

Tabmuna 3.1 — [Tnomann mukoB OP rpagynpoBouHbIX pacTBopoB 1-10

Ne pactBOpa BBezeHo, MKr/cm® Lotz uxos
1 u3amepenue 2 u3mMepeHue 3 u3MepeHue
OrtaHoi
1 9,581 42,611 42,164 43,175
2 28,674 131,244 130,423 129,974
3 47,79 213,342 214,483 212,519
4 76,465 346,107 347,081 349,37
5 86,023 393,477 398,25 400,011
6 95,808 444,102 445,111 444,39
7 105,139 473,59 487,02 479,731
8 114,697 517,454 513,35 510,201
9 143,371 679,014 659,844 648,500
10 191,162 867,784 861,12 865,158
[Tponan-2-on
1 10,028 95,517 95,562 96,226
2 30,084 295,633 292,767 290,693
3 50,140 477,777 479,565 475,67
4 80,224 764,738 776,863 781,653
5 90,252 876,99 892,027 895,114
6 100,280 992,063 997,27 994,992
7 110,308 1046,075 1064,075 1057,32
8 120,336 1153,236 1139,993 1136,004
9 150,420 1476,981 1477,511 1443,345
10 200,560 1939,894 1919,64 1933,356
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O6paboTka MOYYEHHBIX JAHHBIX C MIOMOIIBIO TPOrPAMMHOTO OOecIieueHus MpuBesa K 1o-

CTPOCHUIO TPAJAYHPOBOYHBIX KPUBBIX 3TAHOJIA U MPOIMAH-2-0JI1a B KOOPJAMHATAX: MacCOBasi KOHIICH-
3

tpauusi OP B MKr/cM” — muomaap xpomarorpaduyeckoro nuka. I'paynpoBodHble KpUBBIE IS 3Ta-

HOJIa U TIpoMaH-2-oJia npuBeaeHsl B [Ipunoxkennu A Ha pucynkax A.1l u A.2 COOTBETCTBEHHO.

3.1.2 Pacyer napamMeTpoB JTMHEHHON 3aBUCUMOCTH

JInneliHas 3aBUCUMOCTD BBIPAKAETCS YPAaBHEHUEM !

y =bx + a, (3.2)
I y — u3MepsieMasi BeJIMYMHA; X — KOHIIEHTpalus (KOJIMYECTBO) OMpPENEsieMOro BellecTBa WU
ayieMeHTa; D — yriioBol Ko3((UIMCHT JTUHEHHOW 3aBUCUMOCTH; d — CBOOOJHBIA YJICH JTUHEHHON
3aBUCHMOCTH.

C uenpro NMOATBEPKACHUS JOCTOBEPHOCTH JIMHEUWHOM CBS3U MEXIY X U Y IPOBOJAT KOppe-
JSIMOHHBIN aHAIKM3 MOJYYEHHBIX JaHHBIX, @ 3aTEM PACCUMTHIBAIOT 3HAYECHUS] KOHCTAHT a U b u ux
JIOBEPUTEIIbHBIE NHTEPBAJIBL.

[lepBBIM 3TariOM NOATBEPKIEHUS JTHHEHHOCTH SIBISIETCS pacueT Kod(QQHUIMEHTa KOppems-
LUU:

m- YTy — X1 X X1 Vi

J [m- ST a? — (SPx)?] - [m- $7yZ — (S y)?]

T =

(3.2)

B ananutuyeckoil XUMUK B OONBIIMHCTBE CIY4aeB MCIONB3YIOT JIMHEHHBIC 3aBUCUMOCTH,
oTBevarorue yciaosuio > r 0,98 [9].

Koaddunuents! a u b 3aBUCHMOCTH pacCUNUTHIBAIOT ¢ UCIOIB30BAHUEM METO/Ia HaUMCHbB-
IIMX KBAJAPATOB IO MMOJYYCHHBIM 3HAUCHHUSIM repeMeHHoi y (miomiaau mukoB OP rpagyrpoBOYHBIX
PacTBOPOB) U 3aJlaHHBIM 3HaUeHHUAM X (KoHIeHTpaIkst OP B rpaJlyipOBOYHBIX pacTBOpax):
Mo YTX Y = XX XY
o me YT - BT x)?

0= Tyi—b 'ZTXL"
m

b

(3.3)

(3.4)

rzie m — o0beM BBIOOPKH.
[Tpu ucrnonb3oBanuu KO3GGUIMEHTOB a U D I pacuera 3HaYCHHIA Y TIPH M3BECTHBIX 3Ha-
YEHUAX X, COTJIAaCHO 3aBUCUMOCTH (3.1), mosydeHHbIe 3Ha4YCHHs ) 0003Ha4ar0T uepes3 Yi, Yo, ..., Yi,
... Yn. Pa30poc 3HadyeHwmii Y; OTHOCUTENHLHO 3HAYCHHUH )i XapaKTEePU3yeTCs BETUYMHON IHCIIEPCHUH,

KOTOPYIO BBIYUCIISIIOT 110 YPaBHEHHUIO:
2 YTy — Yi)? _ Yryi—a- X0y —b-XTx -y

3.5
0 7 7 , 3.5)
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riae f —aucino creneneit ceodonsl (f = m — 2).

B cBoIO Ouepenb, AUCTepcun KOHCTAHT b 1 a (SZ 1 S2) HaXO[AT 0 ypaBHEHHAM:

m-s3

TmyTx? — (X x)?

Z x? 3.7)

CrangapTHbIE OTKIIOHEHUS Sp U Sa ¥ BeTnunHbl AD 1 Aa, HeoOX0oaMMBIE IS OLIEHKH JT0BEPH-

52 (3.6)

s =

3 |

TEJIbHBIX MHTEPBAJIIOB KOHCTAHT ypaBHEHUs 3.1, paccuuThIBaIOT 1o Gopmysam:

Sp = sg (3.8)
a =52 (39
Ab =t(P,f) " sp (3.10)
Aa =t(P,f)" s, (3.11)

Hcxons u3 ypaBHenus 3.1 ¢ M3BECTHBIMH KOHCTAHTaMH @ U D MOXKHO HalTH TOUKY rpaduka

C KoopAuHaTaMu X U Y, Ha3bIBacMasl HEHTPOM KaHI/I6pOB0‘lHOFO rpachKa:

m .

PN (3.12)
m

3y (3.13)
m

B naHHOI TOYKE M €€ OKPECTHOCTSAX OTMEYAKOTCS HAMMEHbBIINE OTKJIOHECHHS 3HAYEHUM Y OT
3HaueHni Y. CTaHOapTHBIE OTKIOHEHMS Sy U Sy BeNMYMH Y UM X OTHOCHUTENBHO LIEHTpa rpaduka

MOKHO OIIPpEACINUTD 11O CICAYIOIUM YPAaBHCHUSAM:

<= |5 (3.14)
m

(3.15)

rje Nj — KOJIMYECTBO BAPHAHT Y, O KOTOPHIM BEIYUCIIEHO HcKoMoe 3Hauenue X (Nj =1, Tak kak pac-
4eT CTaHJapTHBIX OTKIOHEHMH BEEM IS LIEHTPa KaauOPOBOYHOTO rpauKa).
C yueroM 3Ha4YEHMH Sy M Sy MOTYT OBITh HaliZieHbI 3HaueHus BenuduH AY n AX:
AY =t(P,f)" sy (3.16)
AX =t(P,f) " sy (3.17)
3HaueHus S, u AX, KoTopble OBIIM HalIEHBI IPU Nj =1 XapaKTepHU3yIOT BOCIIPOM3BOJUMOCTh

metona [9].
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[TpoBeeM cTaTHCTUYECKUH aHAU3 PE3yIbTATOB, IMOJYYEHHBIX JJISI TPAIyHPOBOYHBIX pac-
TBOpoB 1-10 (Ta6:.3.1). 3HaueHHs] pacCUYUTAHHBIX CTATUCTUYECKUX IMOKA3aTENCH ISl MOJIYYSHHBIX
KPHUBBIX 3TAHOJIA U MPOIIaH-2-0J1a IPeACTaBIeHbI B Ta0m. 3.2.

Ta6muma 3.2 — Craructuueckast 00paboTKa MOTydYeHHBIX TaHHBIX

ITokazarenn 3HaueHust
Dra”oi [Tponan-2-oi
" 10
f (m-2) 5
X 89,87 5456
y 409,69 91195
b 4,55 T
a 0,36 2,32
£ (0,95,8) X
AD 0,09 0,20
Aa 9,30 21,21
s 317,31 1650,62
r 0,9997 0,9997
Sx 0,93 100
AX npu Nj=y 2,14 230
w, % 2,38 T

Takum obpa3oM, 00e rpaxynpoBodHbie KpuBbie (puc.A.l U A.2 B NPUIOKEHUH A) UMEIOT
koaurmentsr koppensuuu 0,9997. Jlanable 3HaYeHUs yAOBIETBOPSIOT ycioBuio > r 0,98, uto
CBHUJIETEJILCTBYET O MPHUEMIIEMOCTH NPUMEHEHUS IMOJyYEHHBIX Tpa(UKOB JUIsI KOJINYECTBEHHOT'O
oTIpesieNIeHusl 3TaHoja W mpomaH-2-ona B cyOctanuusax MNR-857 u AB-19. Kpome toro, 6bun
paccuuTanbl K03(GGUIMEHTHI & U D 1715 Kax 101 3aBHCUMOCTH U MOJTYYEHBI CICITYIONIHE YPABHEHHUS:

DTa”on y = 4,55x +0,36,

[Iponaun-2-on y = 9,65x +2,32.

Tak kak 1HeHTpajbHas TOYKa rpaduka U €e OKPECTHOCTH UMEIOT HauMEeHbIIee OTKIOHEHUE
MOJyYeHHBIX 3HAUYCHUN OT HaiileHHBIX (10 3aBrcuMocTH 3.1), ObUTM pacCUMTaHbl IOKA3aTeIn BOC-

IPOM3BOIMMOCTH MeTofia — S, M AX. Jlns sranona: s, = 0,93, AX = 2,14 mkr/cm3. Jlns nponan-

2-oma: s, = 1,00, AX = 2,45 mkr/cm3.
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3.2 Ompeenenue Moka3aTene KadecTBa METOIUKH

[Ipu pa3paboTke TOW UM MHOW METOAMKHU aHAIM3a JIEKAPCTBEHHBIX CPEICTB (OCOOEHHO Me-
TOJUKH KOJMYECTBEHHOTO OMPEJCIICHUs) YacTO TPeOyeTcsi MOATBEPKICHUE €€ MPUTOJIHOCTH IS
pELICHUS IOCTABICHHON 3a/1a4 — €€ BAJIUIALUs.

[Ipy BanMpanuyu TPOBOAUTCS OLICHKA AHAIMTUYECKOM METOJMKHU IO TAKUM IOKa3aTelsiM
KaK: creun(uuHoCTb, Ipefesl oOHapyKEeHHs, Mpeied KOJTUYECTBEHHOTO OMpeIeieH s, aHAIUTHYe-
CKasi 00J1acTh, JUHEHHOCTh, MPABWIBHOCTb, TPOMEKYTOUHASI MPEIU3UOHHOCTh, YCTOMYUBOCTH [9,

36-41].

3.2.1 Cneun¢puvHOCTD

Crenin(U9HOCTH — 3TO CIOCOOHOCTh AHATMTHYECKOW METOJIUKH OJHO3HAYHO OIICHWBATH
OTIpeNIeNIsIeMOE BEIIECTBO B IMIPUCYTCTBUU COMYTCTBYIONIMX KOMIIOHEHTOB.

Jliist BIMIMPYEMOH METOJIMKHA KOJIMYECTBEHHOTO OIPENIEIICHUS] M MCIIBITAHUN Ha MPUMECH
JIOJDKHO OBITh AKCIEPUMEHTAIBHO MOJITBEPHKACHO, YTO MPUCYTCTBUE COMYTCTBYIOIIMX KOMIIOHEH-
TOB, TOABIKHOW (pa3bl, PACTBOPUTEIST HE BIHUSCT HENPEIYCMOTPEHHBIM 00pa3oM Ha pe3yJbTar
aHanm3a.

CHGHI/I(l)I/I‘IHOCTB MOKET JOKA3bIBATHCA HAa OCHOBC JAHHBIX, IMOJTYYCHHBIX IPHU aHAJIN3C MO-
JIeNIBHBIX CMeCcell M3BECTHOTO COCTaBa WM pe3ysibTaTax aHaJM30B PealIbHbIX 00BEKTOB, BHINOJIHEH-
HBIX MMapaJUIeNbHO, C IPYroil METOIUKOM, crienn(pHIHOCTh KOTOPO# nokasana [9, 37].

B namem ciydae crienupuYHOCTE METOIWKH OIpENeNsiiach IMyTeM aHalln3a MOIEITbHON
cmecu uccneayeMbix OP (pucyHok 2.7 ). st KaXa0ro pacTBOPHUTENS ObUIO OMPEEICHO BpeMs
yIepkuBaHus nuka (Tabs.2.2) ¥ HEeKOTOopble Apyrue xpomarorpaduueckue napameTpsl (Tabn.2.5).
[Tony4yeHHble MUKM HE MEPEKPHIBAIUCh M UMENU NpHUEeMIIEMble 3HAYCHMs (akTopa acUMMETPHH
(mnanazoH 3HaueHuit 0,8-1,5) u paspemenus (6oiee nam paBHo 1,5). Mckaxaroiiee BIMsIHHE MaT-
PUIIBI Ha pe3yNbTaT aHaJIW3a OBLIIO MCKIIFOYEHO MCXOJI M3 MPUBEICHHBIX B pasjaerne 2.2.5 OmbITOB.
Kpome Toro, Ha XpomMarorpaMMax YMCTOrO pacTBOPUTENs (BOJIbI) OTCYTCTBOBAJIM MUKU B 00JIACTSIX

BpPEMEH yAepKHUBaHUs uccaeayemsix OP.

3.2.2 Ilpenen KOTUYECTBEHHOTO OIPEICTICHUS

[Mpenen konmuuectBenHoro onpexaencuus (IIKO) — 310 HauMeHbIlee KOJIMYECTBO (KOHIICH-
Tpalus) BelecTBa B 00pasiie, KOTOPOE MOXKET OBbITh OMPENIEICHO C UCIOIb30BaHUEM pa3padoTaH-
HOW METOJUKH C TpeOyeMOi MPaBUIBLHOCTHIO U BHYTpHUIa00paTOpHO# (MPOMEKYTOYHOMN) MPEIH3H-

OHHOCTBIO [36-39].
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JIIsi MHCTPYMEHTAIBHBIX METOJIOB aHAIM3a BO3MOKHO HCIOJIb30BaHHE HECKOJIBKHX METO-
vk oreHKd [TKO — Mo OTHOIIEHHIO CHUTHAJI/IIYM ¥ 110 BEJIHYUHE CTAHIAPTHOTO OTKJIOHEHHS CHT-
Haja U YIJI0BOMY KOA((HUIMEHTY IrpaJydupOBOYHOrO rpaduka, MoCTPOSHHOTO B 00IacTH mpeaena
KOJIMYECTBEHHOTO orpeaenenus [36-39].

B cnydae mcrmons3oBaHus COOTHOMIEHUS cUrHai/myM 3HadeHne [TKO cooTBeTCTBYET KOH-

[EHTpAaINH, IPY KOTOPOH OTHOILICHHE CHUTHaNa K ypoBHIo mryma 10:1. Pacuer Benyt o popmyie:

10-h

[IKO = T Cmin'

(3.18)
rae H — BoicoTa nmka, cCOOTBETCTBYIOIIErO pacCMaTPHBAEMOMY BEILECTBY HA XPOMATOIPAMME yKa-
3BIBAEMOT0 CTAHJAPTHOTO PAaCTBOpA, U3MEPEHHAsi OT MaKCHMyMa IMHKa JI0 SKCTPAroJIMPOBAHHOMN

6a30B0ii muHuM; h — pazmMax poHoBOro myma; Cpmin — KOHLEHTpAIUs pacTBOPA, HCIIOJIb3YEMOTO I
onpexnenenus [1KO.

W3mepenue pazmaxa ()OHOBOrO IIymMa IMPOBOJUTCS B WHTEpBale BPEMEH YJEepKUBaHMUS,
IPOJOKUTEIBHOCTh KOTOPOTO HE MEHEE S-KpaTHOI'O 3HAUEHUs HIMPUHBI IMKA Ha €ro MOJIYBBICOTE,
PacIoI0KEHHOM 110 BO3MOKHOCTH PAaBHOMEPHO 110 00€ CTOPOHBI OT MecTa OOHapyKeHus muka [9].

B JaHHBIX LEIMX MBI HCCIIEIOBATH PacTBOphl ¢ Konuentpamusmu OP 0,1 u 1,0 mxr/em®,
3HA4YeHUs1 KOTOpbIX HaxonsaTcs BOau3u I1KO, u mpuroroBieHHbIX coriacHo nyHkra 2.3.2. Koneu-
HbIE KOHIIEHTpPAIMKM 3TaHOJa B MpUroToBiIeHHBIX pactBopax II1 u I12 cocraBumu 0,096 u 0,958
MKr/CM?’, a mponan-2-oia — 0,100 u 1,003 MKT/CM.

XpoMarorpamMmmsl pacTBopa ¢ KoHLeHTpauuei stanona 0,096 MKT/cM® npomnan-2-omna 0,100

MKT/cM> npeacTasieHsl Ha puc.3.1 u puc.3.2 COOTBETCTBEHHO.
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Pucynoxk 3.1 — XpomarorpamMmma pactBopa ¢ KoHreHTpanuen sranona 0,096 MKT/cM°
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Pucynok 3.2 — Xpomarorpamma pactBopa ¢ KOHIIEHTpaluei npomnan-2-omna 0,100 Mkr/cm
[To ganabIM pucyHka 3.1 ompenenuiau COOTHOIIEHUE CUTHAI/IIYM JUJIsl pacTBOpa 3TaHOIa

KOTOpoe cocTaBmio 5,12:1, yTO CBUIETENHCTBYET O HEBBIIIOJIHEHUH YCTAaHOBJIEHHOI'O TPEOOBaHUs

o cootHotenno S/N

[To maHHBIM pUCYHKa 3.2 onpeaeain, uto cooTHomenune S/N s pacTBopa mpormaH-2-oJia
coctaBwiio 15:1. BeimonHuB nepecuet mo dopmysie 3.18, moayduian pacyeTHoe IpeaeabHOe 3Hade-
b

HUE KOHIICHTPALlUU MPOIaH-2-0J1a Uil KOJMYECTBEHHOTO onpeseneHus, koropoe cocrasmio 0,067

MKT/CM-.
Jns onpenenenust [IKO sTanona npoBOAWIIN JAOMOJIHUTENIBHOE UCTIBITAHUE MPU KOHIEHTpa-

un 0,958 mxr/cm”. PesynbraT onbiTa npesncTaBiieH Ha pucyHke 3.3
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Pucynok 3.3 — Xpomarorpamma pactBopa ¢ KoHIeHTpaluei stanona 0,956 Mxr/cm
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ITo mauubIM prucyHka 3.3 onpenenuiau cootnomerne S/N, KOTOpoe B JaHHOM ciydae cocTa-
Buio 34,2:1 BeinonHuB nepecueTno ypaBHeHUIo 3.18 moayuminu pacueTHOE NpeesbHOE 3HAaUEHUE
KOHIICHTPAIlMX 3TaHOJIa ISl KOJIMYECTBEHHOTO ONpeieNieHus, Kotopoe coctaBuiio 0,280 MKr/cM®.

Takum o6pazom, s onpeneneHuss IIKO wuccnenyembix OP mnpu  umcnosib3oBaHUU
pa3paboTaHHON METOIMKH ObUIM MPOAHATU3NPOBAHBI JAHHBIE XPOMATOIPaMM PacTBOPOB 3TaHOJIA C
konuenTpamsamu 0,096 u 0,956 Mmxr/cm® (puc.3.1 u 3.3 COOTBETCTBEHHO) M IIPOIAH-2-0la C
koHueHTpauuen 0,100 MKr/cm® (puc.3.2). Ilpenenbl KOMUYECTBEHHOTO OIPEICICHUSI dTaHONA U

3 3
npoman-2-ojya coctaBmin 0,280 mkr/cm™ 1 0,067 MKIr/cM™ COOTBETCTBEHHO.

3.2.3 JIneeliHOCTh METOIUKHA

JIMHEMHOCTh METOAMKH — 3TO HaJIWYUE JIMHEHHOW 3aBUCHUMOCTH AHAIMTUYECKOTO CHTHAIIA
OT KOHIIEHTPAIIMH WM KOJIMYECTBA OMPEAeieMOTo BEIIecTBa B aHAIM3UPYEMO# Mpole B mpeaenax
AHAIUTUYECKOW 00nacTu MeTonuku. [Ipu moATBepKIeHUHN JIMHEHHOCTH aHATMTUYECKOW METOIUKU
MIPOBOJIAT U3MEPEHUS aHAIUTUYECKUX CUTHAJIOB JIJIsi HE MEHEe YeM S Mpo0 ¢ pa3InyHbIMU KOJInYe-
CTBaMM WJIM KOHILIEHTPAILIUSAMH OIPEICIISIEMOTO BEIIECTBA.

JIMHEMHOCTh MPEAJIOKEHHON METOAMKHM Kak AJis 3TaHOoJa, TaK W JUId MpolaH-2-oia Oblia
JI0Ka3aHa MYTEM IOCTPOEHUSI TPaJyHpPOBOUYHBIX TpaUKOB COOTBETCTBYIOIIUX PACTBOpPUTENIECH B
nuara3one KoHuentparuit ot 10 mo 200 Mkr/cm® o 10 Toukam. CTaTHCTHYECKHIT 06CUYET JaHHBIX
npsimbix (Tabnmuna 3.2 ) mokasan, yTo 00a MOCTPOEHHBIX rpauKka B yKa3aHHOM JHara3oHe 3Hade-

HUH 00J1a4a0T JTUHEHHOCTBIO.

3.2.4 CxomuMocCTh (TIOBTOPSIEMOCTB) METOTUKH

CXoauMOCTh — 3TO CHOCOOHOCTH IOJIy4aTh CPaBHUMBIE Pe3yJbTaThl NPU TPUMEHEHUH
OTIpeNIeICHHOW METOIMKH B MIACHTUYHBIX YCIOBHUSX (OIUH JaOOpaHT, A€Hb, 000PYAOBAaHHUE U JP.).
CXOIMMOCTh TaK)Ke OMPENENSIIOT MO pe3yibTataM 9-TW M3MEpEeHUH Ha OTpe3Ke WM BCeM Juara-
30HE UCIIOJIb30BAaHUS METOAMKH MJIH )K€ 110 pe3ylbTaTtaM 6 U3MEPEHHH OTIEIbHO MPUTOTOBICHHBIX
npo0 Mpu BEIOPAHHO# KOHIIEHTPAIMU OCTaTOYHOTO pacTBopuTess [37].

OmpeneneHne CXOANMOCTH MTPOBOIIIIN UCXO/S U3 PE3YNIbTaTOB aHAIH3a 6 00pas3loB ¢ KOH-
LEHTPALHSIMA STAHONA M MPOMaH-2-071a B 00macTh mpenensHoro coxepxkanns (100 mxr/em®). TTo-
Jy4YEeHHbIE 3HAYEHUs KOHIIEHTPAllU NepecunTali Ha Macchl HaBecok 3taHoia (m=1,0090 r) u mpo-
nan-2-omna (1,0034 ). Pe3ynbTarsl onpeneneHus CXOIUMOCTH 3HAYCHUIN TaHOJIA M MPOTaH-2-0J1a
IIPY MCIIOJTB30BAaHUN pa3padOTaHHON METOIMKH KOJMYECTBEHHOTO aHAJIM3a OCTAaTOYHBIX OpraHuYe-

CKUX pacTBOpuUTeNei npencrasieHsl B Tabuuie 3.3 u Tabnune 3.4 COOTBETCTBEHHO.
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Ta6muma 3.3 — OnpeneneHne CXOAUMOCTH PE3YJIbTAaTOB aHAIM3a 3TaHOJa

Ne Konnenrpanus, MKr/ cm® MeTposioruueckue XapakTepucTuKu

1 97,071 Yucino onpenenenuii N = 6;
Yucino creneneit ceobonpt f=n—1=5;

2 96,604 Cpennee 3nauenue X =96,824 %;

3 96,620 Hucnepecus S? =0,193;
Cpennee kBaapatuuHoe otkioHeHue S = 0,440 %;

4 96,232 Koaddunuent Creroaenra t (95 %, 5) = 2,57;

5 96,918 OTHOCHUTENBHOE CTaHJAPTHOE OTKIOHEHUE S 7.9 = 0,200 %;
JloBepHUTEIIbHBI HHTEPBAI AX = 0,203 %:;

6 97,499

OtHocurenpHas morpemHocTs € = 0,209 %.

Tabnuna 3.4 — OnpeneneHue CXOAUMOCTH PE3YJIbTATOB aHAIN3a IponaH-2-oJa

Ne Konnenrpanus, MKr/ cm® MeTposoruueckue XxapakTepucTUKH

1 102,922 Yucino onpeneneHuii N = 6;
Yucio creneneii cgoboapi f=n—1=5;

2 102,564 Cpennee 3nauenne X =102,337 %;

3 102,33 Nucnepcus S? =0,214;
Cpennee kBaapaTuunoe otkiaonenue S = 0,463 %;

4 102,071 Koadpunuent Creionenta t (95 %, 5) = 2,57,

5 101,588 OTHOCUTENBHOE CTAaHIAPTHOE OTKJIOHEHUE S 7.9 = 0,209 %;
Hoseputenbubiit uatepBan AX = 0,225 %;

6 102,548

OtHocuTenpHas norpemHocts € = 0,219 %.

CraTuctuueckuii o0cyeT MOJIYYCHHBIX HNAaHHBIX ITOKa3aJl BO3MOXHOCTL IIOJYYaTb CpaBHU-

MBbI€ Pe3yJIbTaThl IPU IPUMEHEHUH pa3pab0TaHHON METOJUKU B UACHTUYHBIX YCIOBHUSX.

pe3yNbTaThl IPU MPUMEHEHUU JAaHHONW METOJUKU B Pa3HbIX YCIOBUAX (pa3Hble COTPYIHUKH, THH,
o0opyznoBanue u 1ip.). Paznuuaior npoMexyTouHyro (BHYTpUIa00paTOPHYIO) U MEXIab0paTOpHYIO
npenu3noHHoCcTh. Ha HauanbHOM 3Tame pa3pabOTKM METOAMKH IMPOBOJAAT BHYTPHIA00paTOpHBIE
ucnbITanus. Eciin jke MeToMKy aHalln3a MJIaHUPYIOT BKIIIOYUTH B MPOEKT 001Iel papmakoneiHon

CTaThH, (papMaKoNeHHON CTaTbU WJIM B HOPMAaTUBHYIO JOKYMEHTAIMIO Ha (papMaKoIlelHbIe CTaH-

3.2.5 Bocipon3BoANMOCTh METOUKU

BOCHpOI/IBBOIlI/IMOCTBIO (HpCLII/ISI/IOHHOCTBIO) HAa3bIBAIOT CIIOCOOHOCTH oJiy4yaTb CpaBHUMBIC

JapTHBIEC 00pa3Ilbl, TOT/IA OMPEACIIAIOT MEKIa00PaTOPHYIO MPEIU3HOHHOCTH [9].
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[TpomMexyTOUHYIO BOCIIPOU3BOJMMOCTh MBI ONPEICISUTA B YCIOBHSX JBYX PaOOYHMX JTHEH.
[Tpu 3TOM KCIOJIL30BANIM JaHHBIE MO OMPEACICHUIO CXOIUMOCTH M JaHHbBIC, TOJy4YeHHBIC aHAJIO-
TUYHBIM CIIOCOOOM B Apyro# neHb. [loydeHHbIe 3HaYeHNs] KOHIIEHTPALMU [TePECUNTAIA Ha MACChI
HaBecok ortanonma (M=1,0017 r) u mnpoman-2-oma (M=1,0045). PesymbraThl NpeACTaBICHBI B
1a61.3.5. [l moydeHHBIX pe3ysbTaToB ObUIM MpOBeNeHBI pacdyeThl kpurepueB Pumepa (fpaca) 1
CrorozeHTa (tpacy) ¥ CPAaBHEHBI C TAOMMYIHBIMU 3HAUCHUAMH (Fragy I tray).

Tabmuna 3.5 — Onpeaenenue NPOMEKYTOYHON MPEIIM3UOHHOCTH pe3yabTaToB ananu3a OP

o OTaHoII, MKT/CM® [Iponan-2-ou1, MKT/CM>
Hens 1 Hens 2 Hens 1 Jens 2
1 97,071 96,677 102,922 101,689
2 96,604 96,327 102,564 101,547
3 96,620 95,364 102,33 100,197
4 96,232 96,989 102,071 102,365
5 96,918 96,046 101,588 101,136
6 97,499 95,300 102,548 100,553
X 96,824 96,117 102,337 101,248
S 0,440 0,687 0,463 0,791
Sx% 0,200 0,491 0,209 0,619
AX 0,203 0,495 0,225 0,657
fracn (5%; 5; 5) = 5,05 foace = 2,44 foace =2,92
traon (5%; 10)=2,228 tpaca = 1,939 thacu = 2,157

Hcxons U3 MONy4eHHBIX pacyeTHBIX 3HaueHui f u t kpurepues (Tabn.3.5), nenaem BBIBOJ, O
HE3HAUYMMOCTH PA3JIMUUi CPEAHUX PE3yJbTaTOB BEIOOPOK, MONYUYEHHBIX B pa3Hble JTHHU Kak JJIs 3Ta-

HOJIa, TaK | ISl POTTaH-2-0J1a.

3.2.6 [IpaBUIBHOCTH METOAUKHI

IIpaBUIBHOCTE METOAUKH — 3TO OTKJIOHEHHE I10Jy4aeMOT0 IIPU UCIIOIb30BAaHUU JTAHHON Me-
TOJUKU CPEJHEro pe3ysbTaTa ONpeAeNeHUH OT 3HA4YeHUs, NPUHUMAEMOro 3a MUCTHHHOE. UTOOBI
OIIPENIeIUTh JAHHBIA [T0Ka3aTellb, UCIONb3YIOT JAHHbIE aHAIN30B HE MeHee 9 npob Ha OTpe3Ke Wiu
BCEM JlMala3oHe MPUMEHEHHs] METOJUMKH WM He MeHee 6 OTAENbHO MPHUTOTOBIEHHBIX MPOO MpHU
BbIOpaHHOM KoHIeHTpauuu OP.

JUist OLICHKM IIPaBUIIBHOCTH METOJMK KOJIMYECTBEHHOI'O ONPENECIICHUS IIPUMEHHUMBI CIIENY-
IOIUE MTOAXOMBL:

a) aHaJIM3 C MCI0JIb30BaHUEM BATUIUPYEMO METOJMKH CTAaHIAPTHBIX 00Pa3LOB WK MO-
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JICTTbHBIX CMECE C M3BECTHBIM COZIepKaHueM (KOHIIEHTPAIMEH) ONpeIesieMOro BEIIECTRA;

0) cpaBHEHHE PE3yJIbTATOB, MOJYUYCHHBIX C HMCIIOJb30BAHHEM BAIUAUPYEMOU METOJUKH U
00pa3oBOif METOMKH, TPABUIBLHOCTh KOTOPO paHee YCTaHOBIICHA;

B) PacCMOTpPEHHE JIMHEWHOCTH: €CJIM CBOOOIHBIA YiICH YPaBHCHHS CTATHCTHYECKU JOCTO-
BEPHO HE OTJIMYACTCS OT HYJIs, TO 3TO MPUBOIUT K CBOOOIE OT cHcTeMaTHuecKoi omuoku [9, 38].

OnpeneneHre MPaBUIBHOCTH METOJUKU MPOBOJMIIN, WUCIOJNB3Ys MEPBBIA MOAXOM, MO pe-
3yJIbTaTaM aHalIM3a TPEX PAacTBOPOB C COJEP)KAHMEM STAHOJIA U MPONaH-2-0Jia B JUAra3oHe KOH-

uentpauui 10, 100, 150 % ot npenenbHOro coaep:kaHusi OPraHMuecKoro pacrsopurens. Kaxaplii

pacTBOP MOJABEPTalvd aHAJIU3Y 1O TP pa3a. Pe3ynbTaTel npeactasiaeHsl B Ta0. 3.6. u Tadm. 3.7.

Tabmuua 3.6 — OnpeneneHue MpaBUILHOCTH PE3YIbTATOB aHAIN3A ATAHOJIA

Beeneno, | Haiineno Haiineno,
/et c/ond? % MeTposoruuecKue XapaKkTepUCTHKH
9,52 100,14 UYwmcrno onpenenenuii N = 9;
9,507 9,33 98,18 Yucao creneneit ceodbonpr f=n—-1=8;
9,22 97,02 Cpennee 3nauenue X = 98,99 %;
93,91 98,78 Hucnepcus S% = 2,20;
95,07 93,99 98,87 Cpennee kBanparuuHoe oTkiIoHeHue S = 1,48 %);
93,99 98,87 Koaddunuent Croronenra t (95 %, 8) = 2,31;
141,49 99,22 OTHOCHTENBHOE CTAHJAPTHOE OTKIOHEHHE Sz o, = 1,50 %;
142,60 141,95 99,54 JloBepurenbHblii uaTEpBaT AX = 1,14 %);
143,12 100,36 OtHocutenbHast norpemHocTs € = 1,15 %.

Taomuma 3.7 - O

npezeIeHne IPaBIIbHOCTH PE3yIbTaTOB aHAIM3a MPONaH-2-0J1a

Beeneno, | Halineno | Haiigeno,
c/ond® N % MeTpoJIorHuecKue XapakTepPUCTUKU
9,92 99,02 Yucno onpenenenuii N = 9;
10,015 9,80 97,84 Yucno crenenei ceodonpr f=n—-1=8;
9,72 97,03 Cpennee 3nauenue X = 99,09 %;
99,24 99,09 JHucnepeus S? = 2,10;
100,150 99,57 99,42 Cpennee kBajpaTHIHOE OTKIOHEeHHE S = 1,45 %
99,53 99,38 Koaddunuent Creroaenra t (95 %, 8) = 2,31;
149,22 99,33 OTHOCHTENBLHOE CTAHAAPTHOE OTKJIOHEHUE Sk o = 1,46 %);
150,225 150,09 99,91 JosepurensHblii uaTEpBan AX = 1,12%);
151,39 100,77 OTtHocuTenbHas morpenHocTs € = 1,13 %.

Kpurepuun npuemnemMocT# MoaydeHHbIX Pe3yIbTaTOB pACCMOTPEHBI B ITyHKTE 3.2.7.
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3.2.7 Kputepun npueMaeMOCTH MOJTyUYE€HHBIX PE3yIbTaTOB

JInst oripeneneHns MPUroAHOCTH UCTIONB3YEMON aHAINTHYECKON METOUKH yCTaHABINBAIOT
BBITIOJIHEHHUE OTIPE/ICICHHBIX TPEOOBaHUI, KOTOPbIE 3aBUCAT OT OOBEKTA MCIBITAHUI U TUIIA METO-
auku [39]. s kaXa0ro OTACIBHOTO Ciydasi yCTAaHABIMBAIOTCS COOCTBEHHBIC MPEACIbI, YIOBIIE-
TBOPSISI KOTOPBIM, METOJMKA SIBJSIETCSl MPUEMJIEMOM ISl MPOBEJCHUs aHaiu3a. B Hamem ciyuae
JUISL OLIEHKH PACCYMTAHHBIX MOKa3aTeel KayecTBa Mbl OMMPAIUCh HA OPHEHTHPOBOYHBIC 3HAUCHHS
IoKa3aTesel KauecTBa METOAMKHU KolIuuecTBeHHOro omnpenenaeHuss OOP MeTo10M ra30KuKoCTHON
xpomarorpaduu [37]. B Tabnune 3.8 npencrapiieHa CpaBHUTEIIbHAS XapaKTEPUCTHKA MOJYYCHHBIX
PE3YJIBTATOB C COOTBETCTBYIOIINMH TPEOOBAHUSAMH.

Tabnuma 3.8 — Kpurepun npuemiieMoCcTH napaMmeTpoB BaJId Al

Iloka3aTenu kayecTBa Kpurepuit npuemiiemoctu OrtaHou [Iponan-2-on
OTtcyTcTBHE CUTHAJIOB B 00J1aCTH aHa-
+ +
JU3UPYEMOTO MHKA;
OTcyTCTBHE MAaTPUYHOTO BIMSIHUS HA
+ +
CrienuuaHOCTH pe3ysbTaT ONpPECIICHHUS;
CreneHb pa3zieneHus MMKOB aHAIU3U- + +
PYEMBIX COCIMHEHHI OT coceHuX > 1,5 (8,64) (8,64)
+ +
JIuHenHOCTh Koaddunment koppensuuu > 0,99
(0,9997) (0,9997)
Cepus 1: koappunment Bapuanyu < 4,0 + +
CxonuMocThb
% (0,20 %) (0,21 %)
Cepus 2: koa¢ppunument Bapuanuu < 4,0 + +
[Ipomexxyrounas
% (0,49 %) (0,62 %)
MPELU3NOHHOCTD
Bemonnenue: f u t-tectos +/+ +/+
+ +
Koapdpuument Bapuanuu < 4,0%
(1,14 %) (1,46 %)
[IpaBUIBLHOCTH
Otk cpenHee 3HadeHue ot 95 no 105 + +
% (98,99+1,14) | (99,09+1,12)

Takum 06p8.30M, HaMH ObLIN OIMPCACIICHLI TAKUC IMOKAa3aTCIIN, KaK CHCI_[I/I(I)I/I‘-IHOCTL, JINHEH-
HOCTb, IPCACT KOJINYCCTBEHHOT'O ONIPCACICHUA, CXOAUMOCTh, NPOMEKYTOUHAA MPEHU3NOHHOCTb U
MMPaBUJIBbHOCTh METOAUKH KOJIUYCCTBCHHOI'O OIMPECACIICHHUA 3TaHOJa U HponaH-Z-ona. HpI/I 9TOM IIO-

Jy4eHHbIC 3HAYCHUs JAHHBIX IOKa3aTejell COOTBETCTBOBAIM NMPHHATHIM KputepusM (1adi.3.8). B
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CBS3M C 3TUM MOXXHO YTBEpPXKAaTh, YTO Pa3paOOTaHHBI METOJl KOJWYECTBEHHOI'O OMpPEEICHUS

OOP no3BoJI€T NOJYYUTH JOCTOBEPHBIE U HAJIEKHBIE PE3YJIBTATHI.

3.3 KonmmuectBennoe omnpeaenenue OOP B uccieayeMbIx cyOCTaHITUAX

OO6pa3iibl HccleyeMbIX CyOCTaHIIMI TOTOBUIIM COTJIACHO YKa3aHHOHW B MyHKTE 2.3.2 MeTo-

muke. [IponieHTHOE coneprxkanue OP Bo B3ATHIX HaBeCKaxX CyOCTaHIIMI pacCUUTHIBAIH IO GopMyIie:

Xi ) 5
Wi =——"100%, (3.19)
i

rae X; — HalJeHHOE 0 TPaJyupPOBOYHOM 3aBUCMMOCTH 3HauY€HHE MaccoBou koHIeHTpauuu OP B
HCIIBITYEMOM PacTBOPE (MKr/CM3); m — Macca HaBeCKH, T; 5 — 00beM UCIIBITYEMOTr0 pacTBOpa, oM.

[Momy4yeHHble I Kaxaoro obpasia pe3yibTarhl (X;) MOJABEprajd CTAaTUCTUYECKOH 00pa-

6oTke. JIj1s1 3TOr0 BRIMUCIAIH cpenHee apudMeTudeckoe (X) Becex 3HAUEHHI M0 yPAaBHEHHUIO:

n .
=2t (3.20)
n

rje n — 00beM BBIOOPKH.
Jlanee onpezensuid pa3dpoc X; OTHOCUTEIILHO CPEHEr0 X B PE3YJIbTaTe HAXOXKIACHUS CTaH-

JAPTHOTO OTKJIOHEHHUS S (OIIEHKA CIy4alHOM MOTPEIIHOCTH) M0 YPABHEHHUIO:

s =52 = 2’117‘1 (3.21)

rae s? — nucnepcus; d — OTKJIOHEHUE 3HAYEHHS X; OTHOCHTENbHO cpeanero X (d; = x; — X ); f —
quciio creneHei ceoooms! (f = n—1).

CrangapTHOE OTKIOHEHUE CPEAHETO PE3yJIbTaTa PACCUUTHIBAIM 110 YPABHEHUIO:

S
Sy =—= (3.22)

Vn

Kpowme Toro, onpenensiii OTHOCUTEIbHOE CTaHAAPTHOE OTKJIOHEHHE CPEIHEro pe3ysbTara
(ko3¢ ¢uIKeHT Bapualn), KOTOPBIA PacCUUTHIBAIM O (hopMmyIe:
S.-100%

X

(3.23)

X% —

3HadeHUe Af, KOTOPOC XapaKTCPU3YCT CTCIICHb HCONPCACICHHOCTU MUCTUHHOI'O 3HAYCHHA

OTpeeNieMON BETMYUHBI OIPENEsUIN MO CIAEAYIOEMY YPaBHEHUIO:

t(P,f):s
Nl

rae t(P, f) — rabnuynoe 3HaueHue Kputepust CTbIoJIeHTA.

(X +A%) =¥ + (3.24)

3HaueHus: AX UCHOJIb30BAIM JISI BBIYMCICHUNW OTHOCUTEIBHBIX MOTPEIIHOCTEN CpPEeIHEro

pe3ynbraTta (€), Belpaxasi 3TU BETUYUHBI B %o:
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§=—-100 % (3.25)

3.3.1 KomnuectBennoe onpeneneaue OOP B cyoctaniiun MNR-857

Jiis ananu3a ObUI0 B3sTO 1O 3 HaBecku oOpasnos cyocraniiuun MNR-857 nsatu pa3Hbeix map-
THH cuHTEe3a. Macchl HaBECOK MpeacTaBieHbl B Tadimie b.1 npunoxkenns b. B pesynbpraTe npose-
JEHUST U3MEPEHUN ObLIO OOHAPYKEHO, YTO U3 MPEJCTaBICHHbIX B Tabn. 1.2 pactBopureneii, KOTo-
pBIe MOTJIH OKa3aThes B mpobde, Bce oOpasiel cydcraniimu MNR-857 comepkar Tonpko mpomnan-2-
o11. I1o momy4eHHBIM TUIOIMAASM TUKOB JJAHHOTO PACTBOPUTEIS C IIOMOIIBIO TPalyHPOBOYHOM 3aBH-
cuMoCTH (TpuiiokeHre A) ObUTH HalICHbI 3HAYEHHSI MACCOBBIX KOHIIEHTPALIMI MpOIaH-2-0j1a B UC-
MBITYEMBIX PACTBOpaX.

B xone ananu3za ObUIM NOIy4YeHb! XpoMaTorpaMmsl (puc B.1 B npunoxenun B) o kotopbim
OTIpeIeNIeHbl 3HAUCHUS COJIEPKAHUS TPOIIaH-2-0J1a B UCCIeayeMbIX o0pasuax (tabm. b.1 mpumoxe-
Hust B). Pe3ynbrathl cTaTHCTHYECKON 00pabOTKU TMOTYYSHHBIX JaHHBIX MPEACTABICHBI B TaOIHIIC
b.2 npunoxenus b. [{ns HarngaHocTu Ha AuarpamMme pucyHka 3.4 m300paskeHO COOTBETCTBUE pe-

3yJIbTaTOB YCTAaHOBJICHHOMY TpeOoBaHUIO 10 coaepkanuto OOP.

MpenenbHaa KOHUEHTPaUUA
0,5000

0,4500
0,4000
0,3500
0,3000
0,2500

0,2000

CopeprkHue, %

0,1500
0,1000
0,0500

0,0017 0,0021 0,0011 0,0017 0,0010
0,0000

1 2 3 4 5

Homep obpasua

Pucynok 3.4 — [IponeHTHOE cojiepkaHKe MpoIaH-2-oJ1a B oopasiax cyocranimu MNR-857
B cootBerctBue ¢ TpeboBanmsiMu ODPC.1.1.0008.15 I'd XIV s pactBoputeneit 1 knacca
OTACHOCTH UX COJAEpkKaHHe He JAOKHO mpeBbimath 0,5 %. Takum oOpa3om, modydyeHHBIE JaHHBIE
CBHJICTEIILCTBYIOT O COOTBETCTBUH MCCIIEIOBaHHBIX 00pa3ioB cyoctaniuu MNR-857 tpeGoBanusam
O®C.1.1.0008.15 mo mokazaTeato OCTATOYHbIE OPTaHUYECKUE PACTBOPUTEINH.
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3.3.2 KomnuectBennoe onpeneneaue OOP B cyocTanun AB-19

AHanu3y moaBepranu mo 3 HaBecku oOpas3noB cyocranmuu AB-19 Tpex pasHbIX maptuii
cuHTe3a. Macchl HaBecok mpezcTasiensl B Tabaune b.3 npunoxenus b. B pesynprare nmpoBeaenus
U3MEpeHuil ObLTI0 OOHApPYXKEHO, YTO B TPEIACTABICHHBIX oOpasnax cybcraniuu AB-19 Opumm
HalICHbl OCTATOYHbIE OPraHMYECKHE PACTBOPUTEIH 3TAHOJ U MponaH-2-oi. [lo noaydeHHbIM 110-
IIa1IM THKOB JTAHHOTO PACTBOPHUTENSI C MOMOIIBIO TPaAyHPOBOYHBIX 3aBUCHUMOCTEH (MPHIOKEHUE
A) ObUIM Hai/IeHbl 3HAYCHHSI MACCOBBIX KOHIICHTPAIMi 3TaHOJIA U MPOINAaH-2-0J1a B MCIIBITYEMBbIX
pacTBopax.

[To pesynbraram ananusza ObulM ompeneseHbl 3HadeHus cogepxanus OOP B uccrnenyembix
obpasiax (tabda. b.3 mpunoxenus b). Pe3yabTarhl CTaTHCTHYECKONH 00pabOTKU TMOYYCHHBIX JaH-
HBIX TIpejicTaBieHsl B Tabnuie b.4 npunoxenus b. [IpuMep TunndHO# Xpomarorpammsl o0pasna
cyocranmuu AB-19 npencrasnen Ha puc.B.2 npunoxkenus B. JIns HarmsgHOCTH HA quarpamme pu-

CYHKa 35 1/1306pa>1<eHo COOTBCTCTBUEC PE3YJIbTATOB YCTAHOBJIICHHOMY TpeGOBaHI/IIO 10 COACPIKAHHIO

OOP.

MpenenbHas KOHUEHTPaUmA

0,5000
0,4500
0,4000
0,3500
0,3000
0,2500

0,2000

CopeprkaHune, %

0,1500
0,1086

0,1000 0,0838 0,0818

0,0500

0,0000
1 2 3

Homep obpasua

Pucynok 3.5 — [Iponentroe copepxanre OOP B oOpasmax cyocrannuu AB-19
B pesynbraTte ncciaenoBanus ObUIO 0OHApYKEHO, 9To 00pasmbl 1-2 cybcraniuun AB-19 co-
JepKaT OCTaTOYHBIN pacTBOpUTENb — dTaHol. OOpazer 3 coaepkal u dTaHON U TponaH-2-oi. [lo-
Jy4eHHBbIC CyMMapHbIe (11t oOpasia 3) 3HaueHust coaepkanust OOP B cyOcTaHIIMK HE TPEBBIIIAIOT

npeaensHo gomyctumoe coxaep:kanre OOP Il kmacca omacnoctu (puc.3.7). Takum oOpasom, Bce
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aHajgu3upyembie 00pasiel cyoctaniuu AB-19 cootBerctByroT TpeboBanmsim ODPC.1.1.0008.15 mo

IMMOKa3aTC/It0 OCTATOYHBIC OPraHUYCCKUC PACTBOPHUTCIIN.
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3AKJIFOYEHUE

B pamkax mganHO# paGoOThl OBIJI COCTaBJICH aHAIUTUYECKUN 0030p JIUTEpaTyphl, pacCMaTpH-
BAIOLIMH T'a30KUJIKOCTHYIO XpoMaTorpaguio ¢ napodasHbIM BBOJOM KaK METOJ KOJIMYECTBEHHOIO
aHaJM3a OCTaTOYHBIX OpraHMYecKux pactBopureneil. Ha ocHoBe mosiydeHHON nHpopManuu ObuH
OTIpeNieNIeHbl HadalbHbIE YCIOBHS NPOBEACHUS Xpomarorpaduueckoro aHanmuza. Ha mpakTuke
IpeUIo’KeHHast METOAMKA ObUIa CKOPPEKTHPOBAHA IyTeM MO0J00pa MPUEMIIEMON CKOPOCTH MOTOKA
ra3a-HocuTelNs, u3MeHeHus: Maccel HaBecku (0,1 ), ctenenu pasBenenus oOpasma (pacTBOpeHHE B
BHAJE B 5 CM° BOJIbI), BPEMEHHU BBIJICP)KMBaHUs BUaIBI TIpu Temneparype 85 °C (20 mun). Takxke
ObUIO MOATBEPKICHO OTCYTCTBHE MAaTPUUHOI'O BIMSHMS Ha PE3yJIbTaT aHAIU3A.

J11st BO3MOKHOCTH AaJbHEUIIIETO IPUMEHEHUS pa3pab0TaHHOW METOIMKN OBUIH MPOBECHBI
UCTIBITAHUS Ha €€ MPUTOAHOCTH 10 TAKUM TOKa3aTeNsIM KaK CHenu(UIHOCTD, IMHEHHOCTD, MPEIel
KOJINYECTBEHHOT'O ONPEENICHHs], CXOAUMOCTh, IPOMEKYTOUHAs MPELE3NOHHOCTh U PAaBUIBHOCTb.
[Tony4deHHbIe pe3ysbTaThl yIOBJICTBOPSUIN HPUHATHIM Kputepusim (tadin.3.8). B pesymprate uero,
OBUIO TTOATBEPXKACHO MOJYYCHHE TOCTOBEPHBIX M HAJEKHBIX PE3YJIbTATOB IPH HCIOIH30BAHUU
pa3paboTaHHON METOIMKU KOJMIECTBEHHOTO OMPEICIICHHS STAHOJIA U TPOIIaH-2-0J1a.

Hcnonb3ys pa3paboTaHHYIO METOAMKY KOJUYECTBEHHOTO ONpEAETICHUs 3TaHOJa U MpOIaH-
2-o7a, OBUTH MTPOBEIECHBI UCIIBITAHUSI 00PA310B UCCIENYeMbIX CyOCTaHIUI pa3HbIX MapTUil CUHTE3A.
KonmgecTBeHHOE OmpenenieHre MpoBOIMIOCH IO TPAaIyUPOBOYHBIM KPHUBBIM 3TaHOJA W MPOTIAaH-2-
oJa.

Pesynpratsl uccnenoBanuit 5 obpaszuoB cydcrtanuuun MNR-857 nokaszamu Hanuuue auib
nponaH-2-ojla, KOJMYECTBEHHOE COJIepKaHWE KOTOPOro BO BCEX 0Opasliax yJIOBIETBOPSUIO yCTa-
HOBJICHHBIM TpeboBaHusM (He 6omee 0,5 %).

B pesynbrare ucnbitanus 00pas3nos cyocranmuu AB-19 u3 Tpex mapTuii cuHTe3a OBLIO 00-
Hapy>KeHo, 4yTo o0pa3ibl 1 u 2 comepkaT OCTaTOYHBIN pacTBOpUTENb — 3TaHoi. OOpasen 3 coxep-
JKaJl KaK 3TaHOJ, TaK M mponaH-2-oi. [lomyyeHHble cymmapuble (171 obpas3ua 3) 3HaueHus: coep-
xanust OOP Takke yJ10BIETBOPSUIN YCTaHOBJIEHHBIM TPEOOBAHUSIM.

Takum 00pa3oM, ObLTO BBISIBIIEHO COOTBETCTBHE BCEX HCCIEAYEMBIX 00pa3IoB CyOCTaHITUI
MNR-857 u AB-19 tpe6oBanusm OPC.1.1.0008.15 nmo mokasarento OCTaTOYHBIE OpPraHUYECKUE

pacTBOPUTEIN.
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[MTPMJIOKEHUE b

Tabmuma b.1 — Coneprxanue npomnan-2-ona B oopasnax cyocrannuu MNR-857

1 mapasenbHOe U3MEPEHUE 2 mapaJiiesibHOe U3MEPEHUe 3 mapaJiiesibHOE U3MEPEeHUe
o};;rseja Macca Konnenrtpanus, | Conepxanue, Macca Konnenrpanus, | Conepxanue, Macca Konnenrpanus, | Conepxanue,
HaBECKH, T MKT/MJI % HaBECKH, T MKT/MJIT % HaBECKH, T MKT/MJT %
1 0,1010 0,336 0,0017 0,1016 0,341 0,0017 0,1011 0,332 0,0016
2 0,1002 0,423 0,0021 0,0997 0,408 0,0020 0,1016 0,429 0,0021
3 0,1004 0,216 0,0011 0,1002 0,228 0,0011 0,1004 0,223 0,0011
4 0,1004 0,348 0,0017 0,0999 0,333 0,0017 0,1000 0,342 0,0017
5 0,1007 0,197 0,0010 0,0997 0,193 0,0010 0,1008 0,202 0,0010
Tabmuma b.2 — Craructudeckas o0paboTka pe3ynbraroB aHanm3a cyocraniimu MNR-857
JoBepurenbHblil | OTHOCUTEIBHAS
Hontep o6pasia O0bem BeIOOP- | Yncno creneneit | Cpennee apudg- Tcepens CrangaptHoe S —
KU CBO0OO/IBI MeTnyeckoe, % OTKJIOHEHHE
(to,95,2), % %
1 0,0017 3,31.10™ 1,82.10° 4,52.10° 2,72
2 0,0021 1,40-10° 3,74-10° 9,30-10° 4,45
3 3 2 0,0011 9,67-10™" 3,11:10° 7,72:10° 6,97
4 0,0017 1,14-10° 3,37-10° 8,38.10° 4,92
5 0,0010 3,06-10 1,75:10° 4,34-10° 4,42
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Tabmuua b.3 — Coxneprxanue 3TaHona U npomnad-2-oya B oopasuax cyocranuuun AB-19

IIponomxenue npuinoxenus b

Honep 1 mapanensHOe U3MepeHue 2 napajiesIbHOe U3MEpeHue 3 nmapajiesIbHOe U3MEpEHne
oGpasia Macca Konnenrtpanus, | Conepxanue, Macca Konnenrpanus, | Coaepxanue, Macca Konnenrpanus, | Coaepxanue,
HaBECKH, T MKT/MJI % HaBECKH, T MKI/MJI % HaBECKH, T MKT/MJT %
OrtaHoI
1 0,1011 16,837 0,0833 0,0998 16,67 0,0835 0,1004 17,012 0,0847
2 0,1001 16,682 0,0833 0,1008 16,71 0,0829 0,0996 15,768 0,0792
3 0,0990 7,078 0,0357 0,0992 7,541 0,0380 0,1007 7,600 0,0377
[Tpoman-2-on
3 0,0990 14,059 0,0710 0,0992 14,156 0,0714 0,1007 14,5 0,0720
Tabmuma b.4 — Craructudeckas 00paboTka pe3ysibTaToB aHan3a cyocraniuu AB-19
JosepurenbHblii | OTHOCHTETBHAS
Hontep oGpasia O6beM BbiOOp- | Yucno creneneit | Cpennee apud- Mcrepers CrangapTtHoe S— —
KU CBOOO/IbI MeTuyeckoe, % OTKJIOHEHUE
(to,95,2), % %
OrtaHon
1 0,0838 6,03-10” 7,77-10 1,93-10° 2,30
2 3 2 0,0818 5,24-10° 2,29-10° 5,69-10° 6,96
3 0,0372 1,52:10° 1,23.10° 3,07-10° 8,25
[Tponan-2-on
3 3 2 0,0720 2,53-10” 5,03-10" 1,25.10° 1,75
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Pucynok B.1- Tunmunast xpomatorpamma obdpasma cyocranmuun MNR-857
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