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SECTION 1. CHEMISTRY



OnNnTMMU3ALUNA TEXHONTOTUYECKUX
XAPAKTEPUCTUK CUHTE3A ®ULLEPA-TPOMNLWA®

Hopko C.U.,* AEMEHTLEBA O.C.,? KyIMKoBA M.B.2

1POCCI/IFl, MOCKOBCKMN TOCYOAPCTBEHHbIN YHUBEPCUTET UMEHU
M.B.JTOMOHOCOBA

2Poccua, MHCTUTYT HEGTEXMMUYECKOTO CUHTE3A UM. A.B. Tonymesa PAH

AHHOTauuA. PaboTa noceAweHa uccnegoBaHUlo CUHTe3a Puwepa-Tponwa Ha
HaHopasmepHbIX Fe-coaepiKallumx KaTaUTUYECKMX cucTemax. lMpouecc NnpoBoanAM B
TpexdasHOM Clappu-peakTope, ALUCMEPCUOHHOW cpepor  ABnAnca napaduH.
MpoBeneH xpomaTorpapuyeckunii aHaim3 NPoAYKTOB PeakLmu.

Kniouesble cnoBa: cuHTe3 ®uwepa-Tponuia, reTeporeHHblit Katanus, Fe-cogepalume
KaTa/aM3aTopbl, CUHTE3-ras.

CuHTes duwepa-Tponwa (CPT) — oaHA M3 OCHOBHbIX CTagMKA TEXHONOrMU
NOJly4eHUA U3 YrNepoacoaepKaLlLero Cbipbs XXUAKMX TONIMB BbICOKOTO KayecTBa
M NO3BOMIAET MOJiydyaTb 6eccepHUCTble Yrn1eBoAOopPOAHbIE MPOAYKTbl U3
Ma/IoOLLEeHHOro rasoBoro cbipbs. Mpouecc Puwepa-Tponiia - 3TO reTepPoreHHbIn
KaTaNMTUYEeCKMN npouecc, B xoge KoToporo cmecb CO u Hy (cuHTes-ras)
NpeBpalaloT B OpPraHMYecKMe BELLeCTBa, KOTopble 3aTteM MoryT ObiTb
nepepaboTaHbl KaK B TOM/IMBO, TaK M B CbIPbEé A5 OPraHUYECKOro CUHTEe3a.

AKTYyanbHOCTb pPa3BUTUA TexHosorMi Ha ocHoBe COPT cBszaHa, B NepByto
oyepenp, C HeobxoANMOCTbO YTUAN3NPOBaTb HeTpagULUNOHHbIE
yrnepoacoaepalwme pecypcbl, ocoboe BHUMaHUE CTOUT yaennTtb npobneme
yTUAM3aLUMKM NONYTHOrO rasa, AobbiBaemoro smecte ¢ HedTbto (MHI). Mo aToi
npuyYMHe MHorue HedTenobbiBatoLWMe CTpaHbl CTaNKMBalOTCA ¢ npobremHomn
3a4a4ein, NOCBALLEHHOW pa3paboTKe NPOLLEeCcCcoB, B KOTOPbIX Obl MICNOb30BAINCH

! UccnepgosaHue BbinonHeHo Ha 6a3e MHXC PAH



aNbTePHATUBHbIE WCTOYHWMKM, TaKME KaK nonytHble HedTAHble rasbl, ANA
no/slyYyeHUs YrneBo4opoAOB TOMAMBHOIO psaa. B cBA3M € yxecToueHuMem
TpeboBaHUIM K XapaKTEPUCTMKAM MOTOPHbIX TOM/IMB, COAEeprKaHWe BpPeaHbIX
npumecen B Noay4aembix YB f0OMKHO 6bITb MMHMMaA/IbHbIM, @ TPYNMNOBOM COCTaB
AONKEH 0TBeYaTb TpebyemMbiM NoKasaTeNAM.

B Lenom cyLLecTBytOT KaK 3KONOrMYECKME, TaK U IKOHOMMYECKME aKTopbl ANns
pa3Butna TexHonormn COPT. TaK, M3-3a CHUXKEHMA 06BbEMOB AOCTYMHbIX
MECTOPOXKAEHUN MUHEPA/IbHOM HEPTU HE0OX0AMMO UCKATb €N aNibTEPHATHUBY, a
npobnema ytunumsaumm MHI, KaK yxe 6blN0 CKa3zaHO, ABNAAETCA aKTya/lbHOM M
coBpemeHHol. Takum o6pasom, nonyvyeHne KOMMOHEHTOB CUHTETUYECKUX
TONAMB M3 YIrNepoAcoAepKallero CbipbA NpuBAeKaeT BCE HONbWMIA MHTepec
nccnegoBaTenen.

Lenvo OaHHOlU pabomel sBnsetca noabop napameTpoB npouecca AnA
ONTUMM3AUMN TEXHONOTNMYECKUX PEKUMOB OCYLLECTBAEHUA CUMHTe3a duwepa-
Tponuwa.

[na pacyeta napameTpoB KaTa/MTUYECKOro MpoLecca McciesoBann COCTaB
MCXOOHOrO CWUHTE3-Ta3a W MNPOAYKTOB peakuum memodom adcopbyuoHHOl
2a3080li xpomamozpaguu.

1. Cucremsbl coctaBa 0,5% Fe - 0,02% K

Ona cuctem coctasa 0,5% Fe - 0,02% K ¢ yBennyeHnem BpemeHW KOHTAKTA
CMHTE3-rasa C KaTa/sn3aTopom CKOpocTu npespaweHna CO n obpasoBaHuA
NPOAYKTOB peaKkumMn cHUKatoTca. CTOUT OTMETUTb, YTO ANA OonpenenéHHoro
MHTepBana Temnepatyp (260-310°C) Habnwopaetcs Hambonbllaa pasHULUA
MeXAy CKopocTAMM 06pa3oBaHMA LeneBbiXx NPOAYKTOB CMHTE3a M noboyHom
peakunum BOAAHOrO rasa MNpu 3HayuTesbHbIX CKOpPOCTAX KoHBepcum CO. lMpwu
KOHUEHTpauMn akTMBHOM ¢asbl, paBHOM 1% macc., Npy HU3KUX TemnepaTypax
cuHTe3a (260°C) 3HayeHMa ckopocTu npesBpaweHua CO M CKOpPOCTU
dopmupoBaHma CO; U yrnesogopoaos npu BpemeHn KoHTakta 0,1 yac* ree/n
COOTBETCTBYIOT 3HAYEHUAM, NMOAYYeHHbIM nNpu 3arpyske Fe = 0,5r n spemeHun
KoHTaKTa 0,05 yac*ree/n. OgHaKo, C yBeAMYEHNEM TEMMNEPATYPbI AaHHbINA 3 deKT
HUBENMPYETCA, MU 3HAYEHUA CKOPOCTEN NPUDBAMIKAIOTCA K NOJIYYEHHBIM NMPU TOM
*Ke BpeMeHM KOHTAKTA, Kak 1 ana cmctemsbl coctasa 0,5% Fe - 0,02% K.
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Puc. 1. TemnepatypHbie NpoduIin CKOPOCTEN peaKLUM OT BPEMEHM KOHTAKTA
AnAa cmctemsl, cogepauwen 0,5 % Fe-0,02% K (HaHeceHbl 3HaYeHMA CKOPOCTEN
peakumn ana cuctembl 1 % Fe-0,04% K npu BpemeHn KoHTaKTa 0,1 yac*ree/n)

BepoAaTHO, AaHHbIM 3ddeKT BbI3BAH pPaA3AMYHbIMKU CKOpOCTAMU anddy3nmn
KOMMNOHEHTOB K MOBEPXHOCTM KaTanu3aTopa. [lockonbKy pana 6onee
KOHUEHTPMPOBAHHOM MO KAaTanM3aTopy CUCTEMblI MNOBEPXHOCTb KOHTAKTA,
oyeBnaHo, bonblwe, T0 N 3PPEKTUBHAA CKOPOCTb pPeakLun BCAenCTBUE 3TOrO
yBennumBaeTca. ApryMeHTOM B OTHOLLEHWUM AAHHOTO NpeanoN0oXKeHNA ABNAETCA
TaKXe TOT GaKT, YTO NPU HU3KUX TeMNepaTypax YBE/JIMYNBAOTCA CKOPOCTM BCEX
peakuuin. YsenumyeHue e Ttemnepatypbl Ao 310°C w Bbille NPUBOAMT K
HMBE/IMPOBAHUIO BANAHUA CKopocTen anddysmu.

2. Cucrembl coctasa 0,5 % Fe - 0,04% K

[Ona obpasua coctasa 0,5 % Fe - 0,04% K 6bin1n npoBegeHbl SKCNEPUMEHTbI HA
CcTabuUNbHOCTb KaTa/IMTUYECKOMN CUCTEMBI NPU AnnTenbHon obpaboTke CUHTE3-
rasom npu 260°C.
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Tabnunua 2 — CuHTes duwepa-Tponwa CO:Hz = 1:1, 5a/4, 20 aTm, 235-260°C

A,
Bbixog, r/m3 MoabCO CenekTuBHOCTb, %
T, Keo, Ca- rMe-c M, Co-
°C | Yacbl | K,% | % Ci|Cs |Cse |CO: (10-6) r/kiMeu [ ¢; | Cs | Cse | CO2
260°C
1 7 5 0|0 10 |6 2 90 3 13 80| 14
6 8 7 0|1 17 |2 3 157 2 |4 91 | 4
235 | 8 9 8 01 20 |3 4 179 2 |3 91 |5
24 17 |23 113 42 | 47 11 380 2 |4 70 | 25
28 16 | 22 113 40 | 47 10 359 2 |5 68 | 25
32 18 | 23 113 44 | 47 11 392 2 |4 70 | 24
48 18 |23 113 45 | 37 11 403 2 |4 75 | 20
53 16 | 20 1|3 40 |31 9 356 2 |4 75| 19
71 15 | 20 112 41 | 26 9 368 2 |4 78 | 16
260 | 76 16 |19 1|2 40 | 25 9 357 2 |4 79 | 16
235°C
5 8 8 1|1 21 |1 4 185 3 |4 91 |2
22 13 |12 2 |4 25 |8 6 229 4 |9 78 | 8
235 29 14 |14 |2 |4 31 |8 7 279 4 |8 82 |7
46 13 | 15 2 |3 34 |8 7 302 3|7 83 |6
53 15 |15 |2 |2 36 |8 8 327 3 1|5 86 | 6
70 16 |16 2 |2 37 |8 8 330 3 |4 86 | 6

TakKe obpasel, nocne U3ly4yeHUs B CMHTE3e B TedeHne 76 4acoB Obinl oxnaxKaeH
B TOKe CMHTEe3-ra3a M 3aKOHCEpPBUPOBAH NoA AaBneHnem cuHrtes-rasa 20 atm.
MpoBeaeHo cpaBHeHMe ¢ 06pPa3LOM TOrO e cocTaBa, M3ydeHHbIm npu 235°C. B
xo4e pa3paboTKM KaTanmsaTopa Ha Ha4vanbHbIX 4Yacax paboTbl obpasua (6-8
yacoB) npu T=235°C 6blna 3aperucTpMpoBaHa CENEKTUBHOCTb MO XMUAKUM
yrnesogopoaam, pasHas 91% (tabauua 2).

Mpn pavtenbHoh pa3paboTke KaTanmszaTtopa npu 260°C 6blna AOCTUIHYTA
KoHBepcua CO, paBHaAa 22-23%, Torga Kak Nnpu CTaHOAPTHOM peXmMme CMHTEe3a
(ctyneHuyaTbin nogbem TemnepaTypbl oT 235 go 400°C) 3HayeHMe yKa3aHHOro
nokasaTena coctasnano 13%.

lMoKa3aHo, YTo B TeYeHMe nepsbix 48 YacoB paboTbl KOHBEPCMA UCXOAHOIO CbipbA
coctaBnana 22-23%, opHako nocne 50 uvacoB 3KcnayaTaumm obpasua
Habnganu cHUKeHue nokasaTtena o 19-20% (Ha 15%) (puc. 2). Bobixopg
LeneBblX NPOAYKTOB CMHTE3a NPU 3TOM TaKXKe YMEHbLUA/CA.

11
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Puc.2. Kousepcua CO v BbIxoA, LeneBbiX NPOAYKTOB CUHTE3a

B xome pa3pabotkm obpasua Habnoganu yBenuMyeHMe CenekTUBHOCTU
obpasoBaHMA KUAKUX yrnesogopodos (puc. 3). Mocne 76 vacoB paboThbl
3HaYeHuMe AaHHOro NokasaTtena gocturano 79%.
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Puc. 3. CeneKkTMBHOCTb MO LeNeBbIM NPOAYKTaM CMHTE3a

MNonoxuntenbHolt 3dPeEKT ANUTeNnbHOM pPa3paboTKM KaTanmsaTtopa COCTOUT B
3HAYMTE/IbHOM YMEHbLUEHMUWN ero NPoM3BOANTENIBHOCTU NO ANOKCUAY Yriepoaa:
nocne 76 4yacoB paboTbl obpasua Habawganu NpakTUYECcKM ABYKpaTHoe

CHUMXKeHue Bbixoaa CO; (puc. 4).

12



B,616/M3 =—Cl C2-C4 CO2
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Puc. 4. Boixoa N060YHbIX NPOAYKTOB CUHTE3A

Konnuectso obpasytoweroca B xoge cuHTe3za CO2 K KOHLy pa3paboTku obpasua
CHU}KaNocb A0 27% OT TeopeTUYecKn BO3MOXKHOro (puc. 5).

BCO2, 3% CO2 or teopun =4=B CO2, r/m3 % CO2
r/m3 0T TEOpUU
60 60
A A A
40 - ] —\\\ 40
~A\~A -
20 - - 20
O T T T T T T 0

24 28 32 48 53 71 76

HacChbl

Puc. 5. Bbixoa, AMoKcnaa yrnepoaa B NPOLLEHTaX OT TEOPETUYECKN BO3MOXKHOTO

Takmm obpasom, B Xxo4e 3KCMepUMeHTa Obl/I0 MOKa3aHOo, YTO 3KCMayaTaumsa
KaTanusaTtopa npu 260°C npu gnntenbHoM pas3paboTke obpasua nossondaet
NOBbICUTb BbIXOA, Le/IeBblX MPOAYKTOB CUHTE3a.

3aKknouyeHue

Bbixog ueneBbiX MNPOAYKTOB CUMHTE3a B MNPUCYTCTBMM  KaTa/auM3aTopa,
aKTUBMPOBAHHOIO CUHTE3-ra3om, B 06/1aCTU HU3KMX TemnepaTtyp (220-280°C)
N3MEHA/ICA HE3HAUYNTENbHO U He NpeBbiwan 15 r/m3, 4yTo KoppenmnpyeT C HU3KOM
KoHBepcmen CO. Mpu  yBenmyeHum  Temnepatypbl a0  300-320°C
NPOU3BOAUTENBHOCTb MO XWUAKUM YrNeBoAoposaM BO3pacTana A0 3HAYEHUN,
CPABHUMbIX C NO/IY4EHHbIMW MPU CTAHAAPTHOM aKTMBALMM KaTaansaTopa. Takum
o06pa3om, aKTUBaLMA Kene3ocoaepKallen cycneH3mm CMHTe3-rasaom NpuBoauT

13



K GOpPMMPOBAHUIO KAaTaZIMTUYECKOTO KOHTAKTA, MPOABAAIOLLEIO aKTUBHOCTb B
OTHOLUEHUM KOHBEPCUM WCXOAHOro Cbipbsi, OA4HAKO, 06naAaloWero HW3KOM
CE/IEKTUBHOCTbIO B OTHOLWEHUU 06pa3oBaHUA LENEeBbIX NPOAYKTOB CUHTE3a B
061acTN HU3KKMX TeMmnepaTyp.
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METPONOIMMYECKAA OLEHKA METOANKHU
OMNPEAENEHNA AMUHOKUCZIOTHOIO COCTABA
BUONTONMMYECKUX OBPA3LIOB

BblpcA T.B.Y, FapAeBA C.H.2 Teoraa A.WU.2 MocTonATn I.B.2

'PECNYBNMKA MongoBA, HALMOHANBHbBIA UHCTUTYT METPOJTIOTUN

2PECNYBANKA MONLOBA, UHCTUTYT ®U3NONOTUU U CAHOKPEATOIOTUY

AHHOTaumA. [lpoBoannacb METPONOrMYecKad OLEeHKA MEeTOAMKM onpeneneHus
AMMHOKMCNOTHOTO cocTaBa bnonornyeckmx ob6pasLLoB C Le/bio YCTaHOBUTb 3HAYEeHMUA
NnoKasaTtensa TOYHOCTU U3MEPEHUI BO BCEM AMaNa3oHE U3MEPAEMbIX KOHUEHTpauuin
ONA BCEX aMUHOKUCNOT, ONpeaensemMblx B peXxmume rmapoan3atos. BepxHaa rpaHuua
O0NYyCTUMOWN HeonpeaeNeHHOCTU Pa3nnMyaeTca ANs OTAENbHbIX aMUHOKUCIOT U IEKNT
B AnanasoHe 7,8-18,4% u onpegensetca Temnepatypon rmapoavsa U BpemMeHem
XpaHeHuA rotoBoro obpasua. MoayyeHHble pe3ynbTaTbl NpeasaraeTcsa yunTbiBaTb Npu
OLLeHKe pe3y/bTaToB aHa/IM308 AMMHOKMCAOTHOIO cocTaBa bruonormyeckmx obpasLLos.

KnioueBble cnoBa: aHa/aM3 aMMHOKUCNOT, BOCMNPOU3BOAMMOCTb, METPOJIOrnyecKasn
OoueHKa, gonyctnmana HeonpeaeneHHoCTb.

Abstract. There was carried out a metrological evaluation of the methodology for
determining the amino acid composition of biological samples in order to establish the
values of the measurement accuracy indicator in the entire range of measured
concentrations for all amino acids determined in the hydrolyzate method. The upper
limit of permissible uncertainty varies for individual amino acids and lies in the range
of 7.8-18.4% and is determined by the hydrolysis temperature and the storage time of
the finished sample. The results are proposed to take into account when evaluating
the results of analyzes of the amino acid composition of biological samples.

Key words: amino acid analysis, reproducibility, metrological assessment, permissible
uncertainty.

PesyanaT noboro U3IMepeHNA TOJZIbKO TOorga nojsaHoueHeH, Koraa wm3BecTHO
3Ha4veHune M3M€pﬂ€MOVI BE€/NYUHbI, ero norpewHoCtb U AO0CTOBEPHOCTD.
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NccnepoBatenb, NPou3BOAAWMA NPsSiMbIE M3MEpPEeHUs ¢ nomollbio npubopa,
3TO, KaK NpaBWO, YYUTbIBAET U NPUMEHAET TO/IbKO T€ CPeACTBa U3MEPEHMUS,
KOTOpPbI€ NO CBOMM CBOMCTBAM COOTBETCTBYHOT METPOIOIMYECKUM TpeboBaHUAM
pelwaemon nsmeputenbHom 3agaum [4, c. 71].

CoBpEMEHHDbIN aHaNU3 ABMAETCA MHCTPYMEHTA/IbHbIM U3MEPEHUEM U, C ITOM
TOYKMU 3peHus, npeactaBniseT coboi nocnenoBaTeNbHOCTb NpeobpasoBaHUM
HEe3/IeEKTPMYECKOWN BE/INYNHDBI A B MONE€3HbIN aHANOrOBbIN MU LMPPOBOM CUTHAN
S, KOTOpbIiA, B CBOIO o4yepeab, 06pabaTbiBaeTca PyYHbIM UIN aBTOMATUYECKUM
cnocobom pAnA NONYyYeHUsA CTAaTUCTUYECKM [O0CTOBEPHOM MHPoOpMauum o
BennunHe A [3, c. 2, 3].

CymMapHble  XapaKTEPUCTUKM  —  JIMHEMHbIA  AWanas3oH, noporosas
YyBCTBUTE/IbHOCTD, KpyTWU3Ha (4yBCTBUTENBHOCTD), TOYHOCTb 7
BOCNPOM3BOAMMOCTb aHaNUTUYECcKoro meToaa Kak CYMMapHOro

npeobpa3oBaHMA — 3aBUCAT OT CBOMCTB KaxKAoro npeobpasosaHma (onepaumm)
B OTAeNbHOCTWU. lMpucyTcTBMe B MNOC/NeA0BATENbHOCTU aHa/nM3a onepaunin
HU3KMM METPOJIOTMYECKMM KayecTBOM MNPUBOAMT K HU3KOMY KayecTBy
CyMMapHoro npeobpasoBaHma (aHaM3a) HE3aBMCMMO OT BbICOKMX NOKa3aTenemn
Apyrmux onepauun [1, c. 89].

Echm B KayecTBe  aHa/MTMYECKOTO  KpUTEpMA  METoAa  KUAKOCTHOM
Xxpomatorpadumn bepetcs BOCNPOM3BOAMMOCTb, TO NO AaHHbIM UTepaTypsbl [1, C.
112, 113], KoHe4YyHaAa onepauma (MHTerpMpoBaHME) MOXKeT ObITb BbIMONHEHA C
BOCNPOM3BOAMMOCTbIO 3aBeAOMO Aydlweln, 4Yem 1%, [OeTeKTMpoBaHWEe U
YCU/IEHME BbIXOAHOIO CUTHA/Ma NPAKTUYECKM HE IMMUTUPYET aHaNm3.

B uenom oTknoHeHMa XxpomaTtorpadmyeckoir BOCNPOM3BOAMMOCTM (CyMMapHas
BOCMPOM3BOAMMOCTb XpPOMaTorpadmn4eckoro nyTm, AeTEKTUPOBAHMUA, YCUNEHUA
M WUHTErpupoBaHuA) nexut B npegenax 0,06-1% (B 3aBMCMMOCTM OT 4ymcna
aMUHOKUCOT, UX CTPYKTYpPbl U KOHUEeHTpauuun) [1, c. 114].

Becbma HageXHbIM M B 4OCTaTOMHOM CTENEHM CTaHAAPTU3MPOBAHHBIM METOA0M
aHanM3a aMMHOKUCNOT ABNAETCA WMOHOObMeHHaa XxpomaTorpadua. [ns
KQueCTBEHHOr0 M KOJIMYECTBEHHOrO0 aHaAM3a aMWHOKWUCAOT 3TUM METOAO0M
CNYXaT  aMMHOKWUC/IOTHble  aHaAu3atopbl. AHaaAM3  aMWHOKUCNOT B
buonormyecknx obpasuax NPoOBOAUTCA KaK B rMApoamn3aTax 6enkos, Tak U B
dusnonormyecknx xKmarkoctax [2, c. 67-104, 5, c. 53-56]. BoctpeboBaHHOCTb
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MeToga B MeguuMHe, CeNbCKOM XO03ANCTBE, NULLEBOM MNPOMbIWIEHHOCTH
obycnoBuMna  HeobxoOMMOCTb  METPONOrMYECKOM  OUEHKA  METOAMKM
onpeaeneHns aMMHOKUCAOTHOTO cocTaBa 6Ouonornyecknx o6pasuos Ha
aHanmsaTtopax AAA-339M.

Marepuan n metogbl

Hamn nposoamnacb mMeTponornyeckas oOueHKa MeTOAMKM onpeaeneHus
aMWHOKUCNOTHOIO coctaBa buonornyecknx o6pasuoB C Lenbld YCTAHOBWUTH
3HaYeHMA NoKasaTend TOYHOCTM U3MEPEHUI BO BCEM AMana3oHe U3MEPAEMbIX
KOHUEHTpauMi AnAa BCeX aMWHOKUCAOT, OnpegensemMblXx B pexume
rMApoanN3aToB. OugeHunBanmcb XapPaKTEPUCTMKM CNYyYaMrHbIX
HeonpeaeneHHoCcTeN. B aMMHOKMCIOTHOM aHaIM3e MOMKHO BblAENUTb 2 Tpynnbl
$aKTOPOB, ABNAKOLWMXCA NCTOYHUKAMM CYYAMHbIX NOTPELUHOCTEN.

MepBan rpynna — ghakmopsl no02omoskKu rnpob: TemnepaTtypa ruaposnsa, Bpems
rmaponusa, TemnepaTypa BbinapmMBaHusa obpasLa, Bpema xpaHeHus obpasel, B
NpornaponM30BaHHOM BUAE, BPEMSA XPaHEHWUS rOTOBOro obpasua.

Bropas rpynna ¢aKkTtopoB — 8HewHue akmopbl, onpepenstowme ycnoBus
NPOTEKaHUA aHanu3a M GOpPMUPYIOLWLME CUCTEMATUYECKYID COCTaB/IAKOLLYHO
MOrpewHoCcTM ANA Cepun napannesibHbiX ONpeAeneHuin U CayvaliHylo
COCTaBAAOLWYIO MNOrPEWHOCTU MNpPU BOCMNPOM3BEAEHUM METOAMKM B ApYyrou
nabopatopum nnMb6O NpU cCmeHe peareHToB. B KayecTBe BHeWHMX ¢$aKTOPOB
Bblge/NieHbl: TemnepaTypa XpomaTorpaduyeckol KOJIOHHbI, KMUCNOTHOCTb
pacTBopa Npobbl, NPOTOYHOCTb 3/1HOEHTA, BPEMS XPAHEHWUS HUHTUAPUHA, BpeMsA
XPaHEHWUA CTaHZapPTa U peXXnMmMbl paboTbl MHTErpaTopa.

Pe3ynbTaTtbl U UX 06CyXKaeHUe

OueHMBaHUEe C/yYalHbIX COCTaBAAIOLWMX HeonpeaeneHHOCTM M3MEPEHUN MO
aTTecTtyemoirr CMecu, NpoBOAMAMCL MNPU  MOMOWM  MHOTopaKTOPHOro
aKcnepumeHTa 1 onpegeneHns apeKToB BAUAHUA 3HAUMMbIX GaKTOPOB.

CnyyaHaa  COCTaBAAKOWAA  HeonpegeneHHoOCTM  U3MEPEeHUn  umeet
MYNbTUMIMKATUBHbBIA ~ XapakTep WM 3aBUCUMT  OT  YyBCTBUTE/IbHOCTMU
dboTOMETpUYECKON peakLMm aMUHOKUCAOTbI C HAHTUAPUHOM M BPEMEHM BbIXO4a
KOMMNOHEHTA M3  XpomaTtorpadpuyecko  KONOHKKU.  YyBCTBUTENBHOCTb
dboTOMETPUYECKON peaKkUMn aMUHOKMC/IOT C HUHIMAPUHOM XapaKTepusyeTtca
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KoapodnumeHtom K,  CBA3LIBAOWMM  MHTErpasibHyl0  MHTEHCMBHOCTb
XpomaTtorpadpuyeckoro nmka J ¢ MONAPHOM KOHLLEHTPaLUMen aMMHOKUCAOTbI B
pactBope: J = KrC(X). Yem meHblwe AaHHbIN KOIOOUUMEHT, TEM HUXKeE
YyBCTBUTENbHOCTb peakumMn. [Ans 60NbLIMHCTBA AMMHOKUCAOT OH UMeeT
3HauyeHue ot 3:10% o 4-10% cm3*/mKMmonb. na KUCAOT € BANIKMMM 3HAYEHUAMM
K, BbIXOAALWMX U3 XpOMaTorpadmyecKkom KOIOHKN NepBbiMU (acnapTaT, TPEOHMH,
CEPUH, rnyTamar), CpeAHeKBagpaTMyYHoOEe OTK/IOHEHMne Cny4YanHomn
COCTaBNAKOWEN OTHOCUTE/NIbHOM MOrpPewwHOCTM U3MEPEHUA UX COAEP!KAHUA B
cpeaHem paBHa 14 %. [OnA  NponavHa, BbIXOAAWEro cnegom  3a
BblLIENEePeYNCNeHHbIMU  aMUHOKUCAOTaMM K umetowero K = 0.53-10%,
XapaKTEPMCTMKA C/Ty4aMHOM COCTABAAIOLWLEN NOrPELLHOCTM Pe3Ko BO3pacTaeT 40
+11%. MopobHaa B3auMmocBA3b KoadpouumeHta K Habawogaetca mn  ana
N3MepeHuns cogeprkaHna umctuHa (K = +7 %).

Tak e 4YeTKO MpPOC/eXMBAETCA CBA3b XaPaKTEPUCTUKU  ClyYalHOM
COCTaBAAIOWEN HeonpeaeneHHOCTU U3MEPEHUA C  NOCNeAO0BaTE/IbHOCTbIO
BbIXO4a aMMHOKUCOT U3 XpomaTorpadumyeckoi KonoHku (Tabamua 1).

MeToamKe n3mepeHua cogeprKaHna aMUHOKUCAOT B BOAHbIX PaCTBOPaX MOXHO
NPUNNCaTb 3HaYeHue CcpeaHero KBaApPaTUYHOIO OTK/JOHEHUA CAy4YamHOWM
COCTaBNAKOWEN MNOrPewHoCcTn ANAa NepBbiX KOMMOHEHTOB: acrnaparMHOBOW
KUCNOTbl, TPEOHWHA, CEepuHa, FNYTAMUHOBOW KUCAOTbI, FAMUMHA, anaHWHa,
Ba/IMHA, METUOHWHA, u3onenumHa — 4 %; Ana BTOPOM rpynnbl: NEeNUUHa,
TUPO3nNHA, PeHunanaHnHa — =6 %; ana Tpex nocneaHux: rTMcTMamnHa, NU3nHa,
aprmHuHa —+ 8 %.

Tabnnua 1 — OugeHKa BAUAHUA CNYYalHbIX COCTaBAAIOWMX HEONPeAeIeEHHOCTH
N3MEPEHUI ANA OTAENbHbIX aMUHOKMUCAOT (%)

Ne | AMUHOKKMCNOTA CymmapHbIi addeKT | CymmapHbIt addeKT BANAHUA

n/n B/INAHUSA BHELIHMX | 3HAYUMBbIX ¢dakTopoB
¢daKkTopoB noAroToBkM npob un  wmx

B3aMMOJeNCcTBUMN

1 AcnaparnHoBas kucnota | 5,35 3,43

2 TpeoHuH 5,88 3,86

3 CepwuH 6,46 3,38

4 FnyTamuHoBaA KMCNOTa 7,08 3,86

5 MPONVH, UMCTUH %5 14,43 6,76

6 FnnumH 7,15 2,55

7 ANnaHuH 2,13 15,35

8 BannH 6,73 2,25
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9 MeTUOHMH 5,18 6,03
10 | UsoneiumH 5,30 3,46
11 | NenumH 4,93 4,69
12 | Tupo3uH 6,04 3,31
13 | ®eHnnanaHuH 3,75 2,46
14 | TuctmamnH 6,41 2,80
15 | JIn3mH 5,04 5,88
16 | AprmHuH 6,20 4,61

Mpouecc 06paboTKM PaCTUTENBbHbIX 0OBEKTOB PACTBOPOM COIAHOM KMCNOTbI NPU
HarpeBaHMM B 3aNasHHbIX ammnynax MOMET MPUBECTU K AO0MNOJHUTE/bHbLIM
NOrPEeWHOCTAM M3-3a AeCTPYKUMM aMUHOKUCAOT. YTobbl BbIACHUTb BK/IaA,
npoueaypbl rmMaponnsa 6enKoB B MOMPEWHOCTb WU3MEPEHUA COAEPKaHUSA
aMUHOKUCNOT B pacTUTeNbHbIX 06pasuax, NpoBeAeHO 25 KONUYECTBEHHbIX
XMMMUYECKUNX aHann308B CTaHAAPTHbIX o0bpasyoB B YyCNnoBUsAX
BHYTPUNabopaTopHOM BOCNPOM3BOAMMOCTH.

[Ona yCTOMUMBBLIX K HarpeBaHWO KOMMOHEHTOB (acnaparMHOBOM KMC/IOThI,
TPEOHWHA, CepUHa, MULWHA, aNaHMUHA U BaZIMHA) XapaKTePUCTMKA NOrPeLHOCTH
N3MEepPEeHUs UX COAEPKAHMA B PacTUTENbHbIX 06pa3Lax yBeMYMAach TONbKO Ha
1,2 %, a u3onenymHa, NenumnHa n In3mHa — Ha 3,5 % No cpaBHEHUNIO C METOAMKOM
aHann3a BOAHbIX PaACTBOPOB. 3HAYUTENbHOE YBEAMYEHME XaPaKTEPUCTUKU
MNOTrPEWHOCTM U3MEpPEeHUs COoAEepP!KaHUA NpPOANHA, METUOHWHA, TUPO3UHa,
deHnnanaHuHa, rMcTUaAnHa, aprMHnHa, yYnTbiBasi UX COCTaB U CTPOEHME, MOXKHO
6bln10 NpeackasaTb 3apaHee. [lyTaMMHOBaA KUC0Ta YCTOMYMBA K HarpeBaHuio,
HO cCoZlep’KaHue ee B PacCTUTENbHbIX 0OpasLax MHOrAA BbIXOAUT 32 BEPXHIO
rpaHuLy Wccnesyemoro JAuanasoHa, M, CcnefoBaTes/lbHO, MOXHO TOJIbKO
NPeanonoXUTb XO4 KPUBOM 3aBUCMMOCTU MOrPEHOCTM M3MEpPeHua oT
coaepaHumsa AaHHOM KucnoTtbl. CyMTaeTcd, 4YTO MOrpewHoCcTb FMAPOAM3a
coctaBnaetr 2-3% B 3aBUCMMOCTM OT KOHKPETHOrO MeToda W CTPYKTYpbl
aMWHOKMCAOT, a BblAENIEHNA aMUHOKUCNOT nnun 6enkoson ¢pakumm — go 10 %
[1, c. 93].

B pesynbTupylollyto  HEOMPeAeNneHHOCTU  U3MEPEHMA  COoAepXKaHus
aMMHOKMCNOT AaHHbIM METOAOM BHOCAT BKNaA, Kak C/Ay4vailiHas, Tak M
cuctemaTuyeckana cocTaBasawwme. M3 cuctemaTUMyeckuMx MoOrpewHocTei B
aMMHOKMCNOTHOM aHa/M3aTope MMeT MeCTO MOrpeLwHoCcTb aTrecTauum
Aosupylowero  obbema  aBTOMATMYECKOro  403atopa,  NOrpeLlHocCTb
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aTTecToBaHHbIX CMecel, WCNonb3yeMblX MpWM  aTTecTaumm  MeTOAMKM,
NorpewHocTb pasbaBneHns 06pasLLOB BbICOKMX KOHLUEHTPAUUIA, aHanuTU4ecKan
MorpewHocTb, 0bycnoBneHHas HepasAeseHHOCTbIO U UCKaXKeHUAMU GopMbl
XpomaTtorpadpuyeckmx NUKoBs.

Mpwn pacyete CUCTEMATUYECKOM COCTaBIIFII-OLLIIEl‘/JI HeonpeaeneHHocTu M3MepeHMﬁ
coaepxXaHMa aMUHOKUCAOT B pPactBope YyyinTbiBa/lM TpuU COCTaBAAOWUNE:
MmaTemaTu4eckoe oXXnaaHne, NorpewHoOCTb CPeacTs NU3MeEPEHNA N NOTPeLIHOCTb
daTTeCTOBAHHOIO 3HA4YeHUA N\OﬂHpHOl‘;l KOHUEHTPaUUN aMUHOKUCNOT B
dHaNIn3nNpyembiX CMeCAX.

MorpewHoCcTb aTTecTaumMmn A403npyrowero obbema aBTOMaTUYECKOro 403aTopa,
onpegendemana pgna pgosvpyowero obbema 100 mMKn no  MmeToauKe,
pekoOMeHAOBaHHOM npegnpuatvem umsrotosutenem AAA-330, BecOBbIM
metoaom, coctanset +0,5%. [lorpewHoCcTb aTTeCTOBaHHbIX CMeCew,
MCNONb3yeMbIX NPU aTTecTaumn, onpeaeneHa B MeToanKe Ux NPUrotToBaeHUA U
coctaBnaer +1,7%. [orpewHocTb pas3baBneHna 06pasyOB  BbICOKUX
KOHLUEHTPaLMN, OLEeHMBaemasa MO WM3BECTHOMY MeToay A006aBOK M CXeMmbl
YOABOEHMA, He3HaunTe/ibHa Ha GOHEe AUCMEepPCUN ee OUEHKM U MPUHMMAETCA
paBHOM 0. AHAINTUYECKYIO NOrPELIHOCTb, 0O6YCN0OBNAEHHYO HepPa3aeNeHHOCTbIO
N UCKAXKEHNAMMU GOPMbl XPOMATOrPaPUUECKUX MUKOB, MOMXKHO UCKNKOUYUTb, ECNIN
MCNO/1Ib30BaTb METOAMKY TOYHOM YCTaHOBKM KUCNOTHOCTU BydepHbIX pacTBOPOB,
TOHKYIO PEryIMPOBKY TEMNEPATYpPbl XPOMaTOrpadpmMyecKonm KONoHHbI U A06aBKMK
3TAHO/1a U METMILENN030/1bBa. YKa3aHHaA MeToAMKa NpuBeLeHa B PyKOBOACTBE
Nno 3Kcnayataumm aMUHOKUCNOTHOro aHanumsatopa AAA-339. 3aKoHOMepHa
3aBMCUMOCTb MATEMATUYECKOTO OXWMAAHWUA CUCTEMATMYECKON COCTABAAIOLLEN
HeonpeaeneHHOCTU MU3MEPEHUN OT COAEPXKAHMA AMUHOKUCAOT B pPacTBope,
XapaKTepusytoLiero NPaBUIbHOCTb OLLeHKMU 3HaA4YeHUM" MOJIAPHOrO
KoapoduumeHTa noraweHnA. HammeHobluee OTKNOHEHWE pe3y/bTaTa aHanmsa oT
aTTeCTOBAHHOINO  3HAYeHWUA  COAEprKaHMA  AMMHOKMUCNOT B pacTBOpax
HabnopgaeTca B UEHTPe WCCAenoBaHHOro AuanasoHa, B6/M3M penepHOro
3HayeHna 2.5 MmKmonb. [lo Mmepe yganeHuMa OT UeHTpa AnanasoHa
HeonpeaNeHHOCTU OLEHKU KO3dPULMEHTA NOraleHuA yBEeNYMBAETCA, 4TO
NPMBOAUT K MOBbILLEHMIO PACXOXKAEHNA MEXKAY N3MEPEHHBIM N aTTECTOBAHHbIM
3HAYEHUAMM COAEPKAHMA AMUHOKMCAOT B aTTECTOBAHHbIX CMECAX.
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OagHakKo  OCHOBHOWM BKNaZ, B  CUCTEMATUYECKYID  COCTaBAAIOLLYHO
HeonpeaeneHHOCTU U3MePEHUI CoAEPIKaHUA aMUHOKUCIOT B pacTBOpe BHOCUT
NOrpPeLWHoOCTb CPeACTB U3MEPEHUI, KOTOpasa OAMHAKOBa ANA UCCNeA0BaHHOIO
[NAana3soHa KOHUEHTPaUUiA U BCeX aMUHOKUCAOT. MosToMy MeToAnKe aHanmsa
6eNKoBbIX TMAPO/N3ATOB MOXHO MpUNMUcaTb 3HaAYeHUEe CUCTeMaTUYECKOM
COCTaBANAIOLWLEN MOrpelwHocTn, paBHoe *7%, He 3aBuUcAllee OT NPUPOAbI
KOMMOHEHTA.

3HaYeHne MaATeEMATUYECKOrO OXWUAAHUA CUCTEMATMYECKOW COCTABAAOLLEN
NOrpewwHoCcT 3HAaYMMO TOJIbKO ANA  TeX aAMUHOKUCAOT, MOAPHble
KOHUEHTPaUMM  KOTOpbIX B  rmaponmsatax Hwske 0.25  MKmonb/cms.
CnepoBatenbHo, AN pacTUTeNbHbIX  00pPasuoOB  HWMMKHAA  FpaHMUA
KOHLEHTPALMOHHOIO AManasoHa A0/1KHa ObiTb CMelleHa B CTOPOHY H60abLIMX
MOJIAPHbIX KOHLLEHTPaLUMM aMUHOKMCNOT Cuun(X) > 0.25 MKMmonb/cm?,

AHann3 oUEeHKN 3HaYEeHUI NOoKa3aTe A TOYHOCTU U3MEPEHUIA, BbIMOJIHEHHbIX MO
MCMNbITYEMOM CMECU aMMHOKMCIOT BK/IOYAA BCE PACCMOTPEHHble Bblle
¢daKTopbl. Bo BCcem AunanasoHe u3MepAeMblX KOHLEHTPauui aMMUHOKUCAOT
NOKasaTeNb  TOYHOCTM  METOAMKW  OMpPedenanca  Kak  COBOKYMHOCTb
COCTaBAAKOWMX HeonpeaeNeHHOCTEM B BUAE [A0BEPUTENbHOM  TPaHWULbI
OTHOCUTE/IbHOM norpewHocTn (Tabanua 2).

Tabnnua 2 — KonnyectBeHHas ougeHKa MoKasaTena TOYHOCTU M3MepeHun ana
aMUHOKMCNOT, onpeaensiemMmbix B pexume rugponmnsatoB Ha AAA-339 (%, c
BEPOATHOCTbO 95 %)

Ne | AMMHOKMCNOTa | BepxHsa rpaHuua gonyctumoin | OcHoBHOM BAMAOWMKNI GaKTop
n/n HeonpeaeneHHoCTH
1 AcnaparnHoBas 9,8
Kucnota
2 TpeoHuH 10,4
3 CepuH 10,6
4 nyTammnHoBas 11,2
KMCIoTa
5 MponnH 18,8 Temnepatypa rmgpoauvsa
6 UuctuH % 12,8 Temnepatypa rugponmsa
7 FnnumH 7,8
8 AnaHuH 18,4 Bpems XpaHeHuA roToBOro
obpasua
9 BanuH 10,4
10 | MeTUOHWH 11,1 Bpemsa XpaHeHuA nocne
rmgponunsa u rotosoro obpasua
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Ne | AMMHOKMCNOTa | BepxHsa rpaHunua gonyctumoin | OcHoBHOM BAMAOWMNIA daKTop

n/n HeonpeaeneHHoOCTH

11 | UsonelumH 9,8

12 | NenumnH 10,2

13 | TuposuH 10,2

14 | ®eHnnanaHuH 8,5

15 | TnuctmanH 10,3

16 | /lusuH 11,0 Bpems XpaHeHuA roToBoro
obpasua

17 | AprmHuH 10,9 Bpems XpaHeHuA rotToBoOro
obpasua

Takmum o6pa3om, BepxHAs rpaHULA AONYCTUMOM  HeonpeaeneHHOCTU

pa3nMyaeTcs ANsA oTAe/IbHbIX aMUHOKUCIOT U NeXUT B AManasoHe 7,8-18,4%,

onpeaenAaeTca TeN\nepaTypoﬁ rMaposinda mn BpeEMEHEM XpPaHEHUNA TOTOBOIO

obpasua. [ony4yeHHble AaHHble HeobxoAMMO YyyYMTbIBaTb MNPU  OUEHKE

pe3ynbtaTtoB aHa/IN30B aMMNHOKUC/TIOTHOIO COCTaBa 6ruonormyeckux O6pa3LI,OB.
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