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MNpennoxeHa cnekTpodnyopumeTpuyeckas MeToamnka onpeaeneHmns cogepxaHus aHTMOKUCNUTENIbHON
npucagku (anknunmpoBaHHOro AueHnnaMmmHa) B HeyrneBogopOoaHON CMa304yHO-0XaxaaroLwem XnakocTm
(HCOX). O6bekTamu nccnegoBaHus 6binv 06pasLbl CBexew 1 0TOBpaHHOW 13 KOMIPeccopa CXaToro Bo3ayxa
HCOX Ha ocHOBe 3(hMpOB BbICOKOATOMHBIX CIMPTOB NOMUaNKUNeHrnykone (TpPoM3BoACTBO kKoMnaHum «Ingersoll
Randy). Mpwu paspaboTke MeToamkm npoBeaeHbl: TCX naeHTudmKaumsa ankmnmpoBaHHOro AndeHnnammHa u
onTYMM3aLmMs ycrosui xpomaTorpaduyeckoro aHanusa HCOXK, cnekTpodnyopmMmeTpryeckme uccregoBaHns
CNEKTPOB MOIMOLLEHUS U AMUCCUN AUDEHMNaMMHA U ankUIMpoBaHHOro ANdEeHUNaM1Ha, BblAeNEHHOro 13
o6pasua HCOX, oLieHKka MeTPONOrn4ecknx xapakTepucTuk paspabotaHHom MeToamkn. ONTMMM3NPOBaHbI
YCMOBMS1 CNEKTPOITYOPUMETPUYECKOTO AETEKTUPOBAHUS aNKUNIMPOBAHHOIO AUEHUNAMUHA: ATUHBI BOSTH
BO36Y>XAEHMSA 1 aMMCCUK, BbIGOP pacTBOpUTENS, AManasoH onpeaensemblX KOHUEeHTpauui aHanuta (ot
15 po 250 mkr/n). Mony4yeHHble cnekTpbl NloMUHecLeHUuun pacteopoB HCOXX, anknnmpoBaHHOIo gudeHu-
namuHa n gudpeHnnammHa B rekcaHe nokasanu 6rm3ocTb Ux rnyopumMeTpU4ecKMxX CBOMCTB 1 OTCYTCTBUE
MELLAKLLEro BNUAHUSA KOMNOHEHTOB CMA304HON XXMAKOCTU Ha aHANUTUYECKUIA CUrHAMN aHTUOKUCIUTENBHON
npucagku, a Takxe BO3MOXHOCTb MCNOMb30BaHWsA AndeHnnaMmmHa B ka4ecTBe ctaHgapTHoro obpasua npu
CcnekTpodNyopnMMeTpUYECKOM onpeaenerHmm ankunmposaHHoro andennnammia B8 HCOXX. YctaHoBneHbl
npeaensl 06HapyXeHWs 1 onpeaeneHns ankunmpoBaHHoro audeHunammia 8 HCOXX, koTopble cocTaBumnm
0.02 1 0.05 mr/n cooTBeTcTBEHHO. OLEHEHO BNUSAHNE KOMMOHEHTOB 6A30BOro Macna Ha aHanuTU4Yeckui
CUrHan ankunupoBaHHoOro AndeHunammHa. Metogvka onpeaeneHuns ankmnmpoBaHHoro gndeHmnammHa
B HCOXX anpobupoBaHa npu nccnegoBaHun peanbHbix 06pasLoB, YCTaHOBMAEH hakT gerpagaumm
AHTUOKUCNUTENBHOW NPUCaKM B NpoLecce 3KcnnyaTaumMm CMas3oyHON XUAKOCTU, NPOSBAAIOLLMICS B
CHWXEHWUW ee KOHLeHTpaumun. PaspaboTaHHas MeToamKa ABNAETCS 9KCMPECCHOMW, MPOCTOMN B UCMOSTHEHUM,
Nno3BOMSAET U3yYnTb AUHAMUKY Aerpagaunm aHTUOKMCINTENBHOM NPUCaAKU U MOXET paccMaTpuBaTbCs
KaK KOCBEHHbIV MHAMKaTOP AanbHenwewn npurogHocT HCOXK k akcnnyatauuun.
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Samples of fresh and waste non-hydrocarbon lubricating-cooling liquid (NLCL) (manufactured by Ingersoll
Rand) from the compressed air compressor based on the esters of high atomic alcohols of polyalkylene
glycols were the objects of the study. A spectrofluorimetric method for the determination of an antioxidant
additive (alkylated diphenylamine) in the NLCL was proposed. TLC identification of alkylated diphenylamine
and the optimization of the conditions of NLCL chromatographic analysis as well as the assessment of the
metrological characteristics of the developed methodology were conducted. The optimal conditions for
the spectrofluorimetric detection of alkylated diphenylamine were selected and included the wavelength of
excitation, emission, the choice of solvent, and the determined range of analyte concentrations (from 15 to
250 ug/1). The limits of the detection and determination of alkylated diphenylamine in NLCL were calculated.
They amounted to 0.02 and 0.05 mg / | respectively. The influence of the components of the base oil on the
analytical signal of diphenylamine was evaluated. The method for determining alkylated diphenylamine in
NLCL was tested on a real sample. The fact of the degradation of antioxidant additives during the operation
of the lubricating fluid has been established. It manifested itself in a decrease of the additive concentration.
The selected methodology was express and simple in execution. It allowed studying the dynamics of the
degradation of antioxidant additives and could be considered as an indirect indicator of the continued

suitability of using the NLCL.

Keywords: alkylated diphenylamine,, spectrofluorimetric method, chromatography, antioxidant additive,

non-hydrocarbon lubricating-cooling liquid

BBEOAEHUE

Ha PbIHKE CMa304HbIX MaTepmarosB C NoABNEHNEM
HOBbIX METOA0B NOJNTy4YeHNA OpraHN4YeCKnX KOMNo3nToB
C 3aJaHHbIMU CBONCTBaMM BCE 4Yalle BCTpeyarTcs
HOBblE€ MPOAYKTbl C KOMMOHEHTHLIMU COCTaBaMu, OT-
AMYaLLMMNCS OT TPAAMLMOHHO NPUMEHSEMBIX Macer.
B nocnefgHee BpemMsi B COBpEMEHHbIX KOMNpeccopax
cXaToro Bo3ayxa AOCTAaTOYHO LUMPOKO NPUMEHSIIOT
BMECTO TPaAMLMOHHO UCMNOMb3yeMbIX TUMOB Macen
HeyrneBoLOPOAHbIE CMA304YHO-OXMaXAALLME XNAKOCTM
(HCOX). icnonb3osaHue HCOX Ha ocHoBe nonmnpo-
MUINEHTTIMKONEN 1 CIIOXHBIX 3(OMPOB NEHTaapuUTpMUTONa
¢ fo6aBneHnem yHKLMOHAINbHOW aHTUOKUCITUTENBHON
npucagKkun Ha OCHOBe AN eHNaMnHa B CpaBHEHNM C
TpaguLMOHHO NPUMEHSIEMbBIM KOMMPECCOPHBIM Maciiom
NUMeeT psif, NPEMMYLLLECTB: BbICOKUA MHOEKC BA3KOCTH,
akonornyeckas 6€30nacHOCTb, OTCYTCTBUE HAarapoB u
TBEPAbIX OTNOXEHWI (1aKOB) B NPOL,ECCe 3KCnyaTaumm
[1-2]. B cuny cyweCcTBEHHOTO OTAMYNSA XUMUYECKOTO
cocTaBa atnx HCOXX B cpaBHEHUN C TPaAWNLIMOHHO
NPUMEHsIEMbIMU Macnamu nepes aHanMTUkamu nosie-
nsietcs npobnema KOHTPONs UX Ka4ecTBa B npoLecce
TEXHOMNOrMYeCKoW akcnnyaTauum. Ha gaHHbIn MOMEHT
B nuTepartype npakTu4yecku oTCyTCTBYIOT AaHHbIE O
meToaukax onpegenexus npucagok 8 HCOX, noatomy
nx pa3paboTka NpeacTaBnseTCs BECbMa aKTyarbHOMN.

B HCOX B kauecTBe aHTUOKMUCIIMTENBHOMN NPUCaaKM
MCMONb3yeTcs ankMIMpoBaHHbIN gudeHnnammH. Cambimm
pacnpocTpaHeHHbIMM METO4aMM €ro onpeaeneHus
ABMSAOTCA 3MEKTPOXMMMYECKME METOALI aHanmaa,
B 4aCTHOCTW, UHBEPCUOHHAs BOSIbTaMMNEPOMETPUSI.
D,J'Iﬂ onpeneneHna aHTUOKUCTTUTENbHbIX NMpucanok
aBTopbl [3-5] NnpegnaratoT NCNoNb30BaTh B Ka4ecTBe
paboyero anekTpoaa 30n10Ton Auck. Ho atn meToamku
npegycmaTpuBatoT BECbMa CMOXHY0 MPOBGONOATrOTOBKY,
CBSA3AHHYI0 C XXNOKOCTb—KMAKOCTHOW 3KCTPaKLUUen
aHanuTa aTaHonom ¢ fobaBneHneM cynbgarta HaTpus Ans
YMeHbLUEHNS BA3KOCTW Macna, ybTpa3ssyKoByo 06paboTky,
OoTAeneHne opraHnyeckon pakuumn, dunsTpaumio u,
coOCTBEHHO, NpOBeAEHME aHanm3a. Takas npoueaypa
aHanusa SBMsieTCs BeCbMa CINOXHOW M MPOAOIIKM-

562

TEnbHON, T.K. NpegycMaTpMBaeTCa NpeaBapuTenbHoOe
oTaeneHne yHKUMOHanbHOWM npucagkm ns 6asosom
OCHOBbI Macna, a Takxe pasbaBrneHve aHanuampyemon
Npobbl BBMAY BbICOKMX COAEPXKaHMIN aHanMTa, 4To Takxe
MPVBHOCUT AOMOMHUTENBbHYI0 MOrpPeLLIHOCTb. ABTOPaMm
[6-8] npennoxeHbl BONbTaMNepoMeTpUYecKne MeTo-
VKV onpeaeneHnsl aMMHOaHTUOKCUAAHTOB Ha OCHOBE
deHona B MMHEPanbHOM M CUHTETUYECKOM Macrax, HO
HEeCMOTpS Ha TO, YTO B J@HHbIX METOAMKaX npoueaypa
NnoAroToBKKN cBefeHa K pa3baBneHuto npobbl, Takon
aHanua obnagaeT HM3KOW BOCMPOM3BOAMMOCTbLIO 13-3a
HeobXoANMOCTM AONOMHUTENBHON OYMUCTKU U CYLLKK
obopynoBaHusi nepes NPOBEAEHNEM KaX0ro aHanusa
[8]. HegocTaTkoM MeTOAMK BONIbTaMNEPOMETPUYECKOrO
onpeaeneHns Npucagok B CMas3oyHbIX Matepuanax,
MOMVMO BbILLEOMUCAHHbIX, ABNSAETCH TaKXKe CIIOXHOCTb
B 06CnyXnBaHUM 3nekTpoaoB: pabounin HeobxogmMmo
wnndoBaTk N NpOTMpPaTb PacTBOPUTENSMU Nepes
KaXkablM aHann3oM, a BCrIOMOraTenbHbI — HaKanuBaTth.

OJHVM 13 3KCTIPECCHBIX M MPOCTHIX B UCMIOSTHEHNM
METOA0B ONpeAeneHNst aHTUOKUCITENbHBIX MPUCanoK
cuMTaeTcs TOHKocnomnHasa xpomatorpadusa (TCX) ¢
NMOMOLLbIO KOTOPOW OCYLLIECTBISAETCA pasgeneHume
KOMMOHEHTOB Macra v nocnegylliee cpaBHeHne
XpomaTorpamMmm MCMNbITYEMOro Macna u 3TanoHHbIX
pacTBopoB npucagok [9-11]. B kayecTBe nposiBuTENEN
MCMONb3yT pacTBOp N-GMMETUIaMUHOKOPUYHOTO
anbaervga, napbl noga, Y®-nyumun gp. Metogmka TCX
onpegeneHns aHanuta no3BonseT MPOBOANTb TOMbKO
Ka4yeCTBEHHbIN 1 NOMYKONIMYECTBEHHbIV aHanus, 4to
MOXET OKa3aTbCsl HeJOCTaTOYHbLIM NPY OLIEHKE KaYecTBa
BXOZAHOIO CbIpbsA MO HANU4YMIO aHTUOKUCITUTENBHON
npucagku B cocTaBe CMa3ovHoro Matepmana. ns
cobnoaeHNs CBOEBPEMEHHOIO TEXHONOMMYECKOro
pernameHTa HeobX04MMbI JaHHbIE O KONIMYECTBEHHOM
cofepXaHum NpUCcaaKu U UBMEHEHNU €€ KOHLIEHTpaLmu
B MpoLuecce 3Kcnayartauum.

WmetoTcs nybnukaumm, B KOTOPbIX ONMCLIBAKOTCS
MEeTOAMKM onpefeneHnst Nnpucagok B TpaguLnoHHO
NPUMEHsIEMbIX Macnax meTogamu rasosoi [12-13] n
BbICOKO3(hEKTMBHON XNOKOCTHOM XpomMaTtorpadum
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(BIXKX) [9,14-15]. C y4eTOM CROXHOro coctaea aHa-
NN3MpyemMon MaTpuLibl, BO3MOXHOCTEN CNEeKTParibHOro
OEeTEeKTMPOBaHNS N OOHOBPEMEHHOTO pasgeneHns un
onpeaeneHus pasnnyHbIX KOMNOHEHTOB, MeTog BAOXX
npegcraenseTca Hanbonee NpeanoYTUTENBHbBIM.

B TexHonornyeckux npoueccax npy MOHUTOPUHre
npoLeccoB UCTOLEHNS npucagok, obpasoBaHus
OTITOXEHWI N CHWKEHUS Ka4YeCcTBa MCMNOJb3yeMblX
CMa30Y4HbIX MaTepmnanos, pabounx XMAKOCTEN Ans
rMOpPOCMCTEM U APYTMX CMa3oK LLMPOKO MPUMEHSETCS
metop VK—cnektpomeTtpuu [16-23]. Mpouecc aerpagaumm
CMa304HOro Matepuvana onpefensitoT No pasHuue
B VIK-cnekTpax cBexero n otpaboTtaHHOro macna B
avanasoHe 1690-1750 cm 1 3660 cm™', u3meHeHus B
KOTOPbIX CBA3bIBAKOT C 06pasoBaHMEM CPTOB, KETOHOB,
anbAernaoB 1 KapboKCUIbHbBIX rpymnmn.

Bce BbieonncaHHble METOOUKN MPUMEHSIOTCS
ANS KOHTPONS TPaAULIMOHHO NPUMEHSIEMbIX CMa304HbIX
macen. CyLLecTBYOLLME Ha CErOAHSALLHNIA feHb METOAMKM
KOHTPOJIsi Ka4ecTBa CMa304HbIX MaTepmasnos TpebytoT
CYLLEeCTBEHHOM aKkTyanuaauuu, T.K. He yYuTbIBaoT
cneuncmrKm aHanusmpyeMmon maTpuubl (KOMAOHEHTHOIO
cocTaBa). AHanu3 nuTepaTypHbIX AaHHbIX NOKa3biBaeT
[9-23], uTO B Ka4YecTBe NokasaTensa gerpagaumm cma-
304HOrO MaTepmana MoOXeT pacCMaTpMBaTbCH rpagneHT
KOHLEHTpaLumn aHTUOKUCIUTENbHON NpUcagKu.

KauectBo n pecypc HCOX B komnpeccope Ha-
NPSIMYHO0 3aBUCUT OT KOHLLEHTPALIMK aHTUOKMNCIIUTENBHON
npucagku. YunTbiBas pasnunyHble cocTaBbl 6a3oBon
OCHOBbI TPaAMLMOHHO U3BECTHBLIX CMa304HbIX Macen
n HCOX, a Takxke CTPyKTypy ¥ OU3UKO-XUMUYECKHE
CBOWCTBa ankunMpoBaHHOro AudeHunammHa (Hanuyve
CONPSHKEHHbBIX CBA3EW M ayKCOXPOMHOW rpynnbl) MOXXHO
NpeAnonoXmTe BO3MOXHOCTb NPUMEHEHNS CNEKTPO-
hNyoprMeTpU4ECKOro MeToaa npu ero onpegeneHnm
B HCOXX. B nutepaType OTCYTCTBYIOT AaHHbIE O
BO3MOXXHOCTM CNEKTPODITyOPUMETPUYECKOrO onpeae-
neHuns gndeHnnamyHa 1 ero roMorioroB B CMa3o4HbIX
macnax. 3T1o, No-BUaNMoMy, 06yCrOBIEHO BbICOKUM
MaTPUYHBIM BIIUSTHUEM KOMMOHEHTOB TPaANLIMOHHbIX
TUNOB KITACCUYECKOr0 Macna Ha aHanuTUYEeCKUiA curHan
aHanuTa, Hanpumep yrnesonopoaos. C Apyron CTOPOHbI,
ONs NULWEBBLIX Macen N3BECTHbI METOAMUKM CMEKTPO-
dbnyopumeTpuryeckoro onpeaeneHnst gudeHmnaMmvHa
(ADA) [24-25].

Llenbto gaHHow paboTbl aBnsieTca paspaboTka
METOAMKM ONpeaeneHnst aHTUOKUCTIUTENIBHON NpUCaaKu
(ankvnnmpoBaHHOro AMdEeHNNamMmnHa) B HEYrNeBOLOPOAHOM
CMa304HO-OXNaXaatoLen XMAKOCTW.

OKCMNMEPUMEHTAJIbHAA YACTb

CpepncTea uamepeHusi, BCnoMmoraTesibHbie
MaTtepuarnbl, peakTUBbI

[na npoBeaeHns akcnepuMeHTanbHbIX UCCNeao-
BaHWUI Mcnonb3oBany 0b6pasubl CBEXeN 1 0TOOPaHHON
13 komnpeccopa cxaroro so3gyxa HCOX Ingersoll
Rand Ultra Coolant (nponssoacTso komnaHuu «Ingersoll
Rand») Ha ocHOBe 3h1POB BbICOKOATOMHbIX CMMPTOB

NONMarnkuUeHrnKoNen, a Takke peakTUBbI: rekcaH,
«ocM.», «Kprnoxpomy, Poccus, aLeToH, «X.4.», «OKOC,
Poccus, anetoHnTpun, copt 5, «Kpnoxpom», Poccus,
CNUPT 3TUNOBLIN «3OKoc», Poccua, n—gumeTmnamm-
HOKOPWYHBbIN anbaerng «4.g.a.», «BektoH», Poccus,
noa kpuctannuyeckun «4.», «KOAXMM», Poccus,
andeHunamuH «4.4.a.», «BektoH», Poccus.
Xpomatorpadmyeckme UccrnefoBaHus NpOBOAMIIMN
Ha xpomaTtorpade «SHIMADZU LC-20AD/T LPGE
KIT» ¢ YO—geTtekTopoMm, konoHka CenapoH SGX C18.
CnektpodnyopumeTtpudeckuit aHanns HCOX Bbinon-
HANCA ¢ ncnonb3oBaHnem cdonyopumetpa RF-5301
PC («lWnmapn3sy») n koBeT kBapueBbix Ha 1 cm. TCX
pasgeneHvie NnpoBoaunu Ha nnactuHax ans TCX «Sorbfily.

OBCYXXIOEHUE PE3YJIbTATOB

TCX udeHmudpukayusi aJIKuupoeaHHO20
dugheHunamuHa e HCOX. B kayecTBe penepHOro
BelllecTBa Npu naeHTudmKaummn n onpegeneHnm ankum-
NMPOBaHHOro AneHnnamvHa BolbpaH gueHmnnammH
(ADA), aBnsioLLMInCS BRvKanLLMM N0 XapakTePUCTMKaM
N CBOWCTBAM K ankunmpoBaHHOMY ONEEHUNaMUHY
BELLECTBOM U UMEIOLLIMI BIn3KMe hakTopbl yaepKMBaHWS
1 cnekTpanbHble XapakTepucTuku [18]. ANKMnNnpoBaHHbI
andeHnnamuH, Bxogawmn B coctas HCOXX B kauectse
AHTVOKUCIIMTENbHOW NPUCaaKKN, NpeaBapuTenibHO NOEH-
TU1LMpPOBanM METOAOM TOHKOCIIOMHOW XpomaTorpacum
no metoauke [10] nyTem cpaBHeHMs TCX-xpomaTtorpaMmm
HCOX n nHansmnayansHoro gndennnammya. Ans
obHapyxeHns aHanuta nnactuHy obpabateiBanv 0.1 %
pacTBOPOM N—AMMETUNIAMUHOKOPUYHOTO anbaernaa B
aTaHone (puc. 1). B gaHHOM cucteme ankmnupoBaHHbIN
AndeHnnammH nposiensercs B obnactv R, = 0.7-0.9,
aHanornyHo hakTopy yaepxmBaH1Ms apoMaTU4eCcKmx
amuHos [10].

Onmumu3sayus ycriosuii xpomamozpaghuyecKo20
aHanusa HCOX npu onpedesieHuu anKunupoeaHHoO20
dugpeHunamuHa. OueHKy acpheKTUBHOCTY pasgene-
HWUS 1 oNpeaeneHnsa aHTMOKNCNNTENbHOM Npucankn B
HCOX npoBoannu MmeTogom obpalLeHHo-da3oBo (OP)
B3XXX. Tpu BbIbOpe B Ka4ecTBE aMNtOeHTa CUCTEMbI
aueToHuTpun:eoga (80 : 20 no o6bemy) yunTbiBanm

Puc. 1. TCX xpomatorpammbl 06pasuos HCOX (1) n an-
deHnnamuHa (2) B rekcaHe.

Fig. 1. TLC chromatograms of the NLCL (1) and diphenylamine
(2) samples in hexane.
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Puc. 2. Xpomatorpamma HCOXX, antoeHT- aLe TOHUTPUII:BO-
na:msonponaHon (70 : 20 : 10 no o6bemy), ANMHa
BOJIHbI AeTekTopa 286 HM, 7 1 2 — KOMNOHEHTbI
AHTUMOKMCIIUTENIbHON NPUCaaKM.

Fig. 2. Chromatogram of NLCL, eluent — acetonitrile:water:
isopropanol (70: 20 : 10 by volume), detector wavelength
286 nm, 1and 2 - components of antioxidant additives.

pactBopumocTb B Hen HCOXX [2]. B aTux ycrnosusx Ha
B3XXX-xpomartorpamme perucTpupyeTcsl HECKOIbKO
MMKOB, HO OHW MMEIT HEBBLICOKOE pa3peLueHune. [ns
NOBbILLEHUS 3(PPEKTUBHOCTU pasgeneHnsa Takoro
poaa cuctem fob6aBnsoT anudaTuieckne cnupTbl, U3
KOTOPbIX CaMbIM pacnpoCcTpaHEeHHbIM MOANGMKAaTOPOM
npu onpegeneHMy npucagok B Macrnax sBnsgercs
nsonponaHon [14, 15], KOTOpbIA XOPOLLO pacTBoOpS-
€T BCe onpefensieMble KOMMOHEHTbI, NMPO3padeH B
Y®-06nactv n uMeeT JOCTaTOYHYIO 3SIOUPYHOLLYIO
cuny. BeegeHne nsonponaHona B aHannsnpyemyo
cucTeMy obecnevmBaeT CyLLeCTBEHHOE MOBbILIEHNEe
paspelueHust xpomaTorpadumyeckux nukos HCOX.
[ns vaeHTudmkauum aHTMOKUCIUTENBbHON NpUcaaku
(ankunuposaHHoro andeHnnammta) B HCOX B kauecTse
cTaHZapTa MCcrnonb30Banu pacTBOp anKUIMpoBaH-
HHOro gudeHnnamMmmHa B aLleToOHUTPUIe, KOTopbIn
HamMu npeaBapuTenbHO Bblaensancs metogom TCX n3
ob6pasua HCOX. AHTMOKMCNIMTENBbHAs Npucadka Ha
XpomMaTorpaMme MMeeT 2 nvka (puc 2), 00ycrnoBneHHbIe
Tem, 4To B coctaBe HCOX HaxoaaTcs CTPYKTYpHble
N30Mepbl ankMnnMpoBaHoro AueHnnammHa, xapakre-
pusytoLLmecs BpeMeHaMu yaepxusaHusa 5 n 11 MunyT
(puc. 2). C y4eTOM MOMyYEeHHbIX JaHHbIX OblfT CHAT
CMEeKTP aHTUOKUCIIUTENBHON NpUcaaku, U3 KOTOpOro
BMAHO, YTO OHA UMEET MAKCUMyM MOTMOWEHNS MpK
286 HM (puc. 3).

500 nm

PP
8- =—_286
ol "_.'_,_,_,_)
629
794

Puc.3. CnekTp nornoLweHns ankuanpoBaHHOro AndeHn-
NlaMuHa B rekcaHe.

Fig. 3. Absorption spectrum of alkylated diphenylamine
in hexane.
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Onmumu3ayusi ycaosull criekmpogsiyopu-
Mempu4eckKoz20 onpedesieHusi aJIKuupo8aHHO20
dugheHunamuHa. [Jnsi oLeHKM BO3MOXHOCTU CNEKTPO-
hnyoprmMeTpUYECKOro onpeaeneHns ankuampoBaHHOro
andenHunamuna B HCOXX npoBoamnu ontuMmmnsaumio
ycrnoBwui ee onpegenenus. OgHUM U3 IMMUTUPYIOLLINX
napameTpoB nogrotoBku nNpobsl HCOX k aHanuay
ABnsieTcst BbIGOp pacTBOpUTENS ANsi NOCneayoLlero
cnekTpoyoprMETPUYECKOro onpeaerieHns aHanura.
Hanbonbwas pactesopumoctb HCOX HabnopgaeTcs B
YeTbIpeXxXopucToMm yrinepoge v rekcaxe [2]. C gpyron
CTOPOHbI, BbIGpaHHbLIN pacTBOPUTESb HE JOMMKEH BNUATH
Ha yCrnoBus AeTeKTMpoBaHUSA aHanuTa. ABTopbl [24]
NPUBOAAT 3aBUCUMOCTb UHTEHCUBHOCTY (hryopecLieHLm
akcTpakTa APA oT pacTBopuTENS, U3 KOTOPOW BUAHO,
YTO MHTEHCMBHOCTb CUrHana ammccum akctpakra JOA
BO BCEX PACCMOTPEHHbIX PaCTBOPUTENAX MakcMarnbHa
B obnactn 300 — 400 Hm. C yyeTOM pacTBOPUMOCTU
HCOXX, abcopbumoHHOro NOrnoLLeHUs ankunnmpoBaHHOToO
AndeHnnamuHa (puc. 3) v nuTepaTypHbIX JaHHbLIX MO ero
aMuccum [24] 6einm NonyYeHbl CNEKTPbI IIOMUHECLEHLIMN
[®A B rekcaHe 1 4eTbIPEXNIOPMCTOM Yrnepoae, a Takxe
CMeKTPbl YUCTLIX pacTBopuTenen B gnanasoHe 300

— 400 HM. Hanbornee onTumanbHbIM pacTBopuTenemM
ansa nposeaeHus aHanuda HCOXX aBnsieTcsa rekcaH,
KOTOpbIV He NioMUHecumnpyeT B BbibpaHHON obnactu
CnekTpa, XOpOoLLO pacTBOPSIET aHANU3NPYEMYO MaTpULLY.
JliomuHecueHuus pacteopa A B rekcaHe npu ArvHe
BOJTHbI BO36YXAeHMsA 290 HM MakcMarbHa, a pacTBop
ankunmpoBaHHoro guderHnnammia 8 HCOX B atom
Xe pacTBOpUTENE MMEET MaKCUMYM FIOMUHECLIEHLINN
npu 340 HM (puc. 4).

[nsi oLeHKN MaTPUYHOTO BAINSIHWS KOMMOHEHTOB
HCOX Ha aHanuMTU4eckuii curHan ankuinmpoBaHHOro
AndeHnnammHa ero npeaBapuTEnbHO BbIAENANN METOLOM
TCX. [ins 3TOro nnacTuHbl MogMULMpoBan pacTBOpPoOM
MYpaBbUHOW KNCIOTbI C LIeSblo M3MEHEHUS MOABMKHOCTM
komnoHeHToB HCOXK, 3aTem HaHocunm obpase HCOX
N XxpomatorpagmpoBanu B 2 aTana CornacHo MeTOAMKe
[10]. B ka4ecTBe NposiBUTENS UCNOMb30Basnv napbl Mogau
0.1 % pacTBOp N-AMMETUIaMUHOKOPWUYHOTO anbiernaa B
aTaHorne. B gaHHom cucteme yganock JOCTUYb pa3feneHus
komnoHeHToB HCOXX Ha Tpwm 30HbI (puc. 5). BepxHtioto
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JANHA BOHBI, HM

Puc. 4. CnexTpbl ntoMmHecLeHL MM rekcaHa (1) u pacteopa
HCOX (2) B rekcaHe, koHueHTpauums 0.3 mr/n, npu
OMHe BONHbl BO30YXaeHns 290 HMm.

Fig. 4. Luminescence spectra of hexane (1) and the NLO
solution (2) in hexane, concentration 0.3 mg /|,
excitation wavelength of 290 nm.
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Puc. 5. TCX o6pasuo HCOX (1,2,3), nposiBMTENb Napbl
nopa (a)n 0,1 % pacTeop N-gUMETUNAMUHOKOPUYHOTO
anbpervga (6).

Fig.5. TLC of NLCL samples (1,2,3), the developer of the iodine
pair (@) and 0.1% solution of p-dimethylaminocinnamic
aldehyde (b).

30HY, COOTBETCTBYIOLLYY0 aHTUOKUCIUTESIbHOW Npucagke
(ankunupoBaHHbIi JOA), cumiani Ha naTpoH 1 CMbIBaNy
CMeCbH0 reKcaH : aLeToH B COOTHoLeHun 1: 1 no o6bemy.
3aTem nonyyeHHbI pacTBOp ynapvBanu B TOke asoTa
Aocyxa, pacTBOPSANM B rekcaHe U pernctTpuposanu
CNEeKTP NoMMHecLeHUm (puc. 6). MonyyeHHble cnekTpbl
nomuHecueHuun pactsopoB HCOX v BblgeneHHOro
N3 HEero anknnMpoBaHHOro AndeHnnammHa, a Takxe
AndeHnnammnHa B rekcaHe, NokasblBatoT Ha 6IM30CTb MX
chnyopumMeTpuyecknx CBONCTB 1 MO3BOMSAIOT 3aKIHOUNTb,
YTO KOMMOHEHTbI CMa304HOM XNAKOCTU HE OKa3blBatoT
CYLLECTBEHHOrO BIIUSIHWSA Ha aHaNUTUYECKUA CUrHan
AHTWOKMUCNUTENBHON NPUCaaKM (@nknnupoBaHHbiv JOA).
BnnsocTb cnekTpocKonMYecKMx CBONCTB 3TUX BELLECTB
NO3BONSET paccMaTpyBaTh NpY CNEKTPOdyopumeTpu-
4YeCKoM onpeaeneHnn ankunMpoBaHHOro AndeHnnammHa
AndpeHnnammH B kKa4ecTBe CTaHAapTHoro obpasua. Takas
nocnegoBaTenbHOCTb aHannsa no3BonseT NpoBOANTb
onpegeneHne ankunupoBaHHOro AndeHnnaMmmHa B
o6pa3sue HCOXX cpasy nocrne ero pacTBOpeHUs B rekcaHe.

Memposiocu4eckue xapakmepucmukKu
criekmpodsiyopuMmempuyecKozao onpedesieHusi
asikunupoeaHHo20 dugheHunamuHa 8 HCOX. [1ns
NOCTPOEHUS rpagynpoBaYHON 3aBUCMMOCTMN aHanUTm-

e
=
=

L// TN
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HHTCHCHBHOCTE

Puc. 6. CnekTpbl NIOMUHECLIEHLMM SKCTParnpoBaHHOro
n3 HCOX anknnnpoBaHHoro gudpeHmnnammua (1)
n andeHnnammHa (2) B rekcaHe npu AfIMHE BOJHbI
BO30YyxaeHns 290 HMm.

Fig. 6. Luminescence spectra of alkylated diphenylamine

(1) and diphenylamine (2) extracted from NLCL in
hexane at the excitation wavelength of 290 nm.

YEeCKOro curHarna oT KOHUEeHTpauun andeHunamMmmHa
roTOBUIN CEPUID PacTBOPOB CTaHAapTHoro obpasua
andeHnnammnHa B rekcaHe ¢ koHueHTpaumamm ot 0.015
0o 0.25 mr/n. MNMonyyeHHyto ceputo pactsopos JOA
OEeTeKTUpOBanu Ha cnekTpodnyopumeTpe npu AnvHe
BOIHbI BO30yxaeHus n ammcceun 290 n 340 HM cooT-
BETCTBEHHO. B BbIGpaHHOM fMana3oHe KOHUEeHTpaumn
aHanuTa rpagympoBoYHasi 3aBUCMMOCTb JIMHENHA U
no Hew ObINy paccynTaHbl Npeaensl 0OOHapyXeHUs 1
onpeaeneHns ankunmpoBaHHoro andeHnnammHa 8 HCOX,
koTopble coctaBunm 0.02 n 0.05 Mr/n cooTBETCTBEHHO.

AHanus peanbHoro o6pasua

lMpepnoxeHHaa meToauka onpegeneHus
anknnupoBaHHoro angeHunamuia B HCOX 6bina
anpobupoBaHa Ha pearnbHOM 00pasLie, NoNy4YeHHOM C
npeanpuatna OO0 «lasnpom TpaHcras KpacHodap».
KoHLEeHTpaumm ankmnmpoBaHHOro andeHnnammHa B
cBexem 1 otpaboTtaHHom obpasue HCOX onpepensnu
Ha conyopumeTpe RF-5301PC no noctpoeHHow rpa-
AynpoBoYyHon 3aBucumMocTu. CpegHee cogepxaHue
ankunupoBaHHOro gudeHnnaMmmHa B oTpaboTaHHOM
HCOXX cocTtaBuno 0.16 mr/n, B cBexen — 0.3 mr/n. Kak
BMAHO, B MPOLIECCE 3KCNIyaTauum NpomMcxoanT gerpa-
AaLyst N CHUXKEHUE KOHLLEHTPaLMM aHTUOKUCIIUTENbHON
npucagku B CMa3o4yHOM MaTepuane. Bpemsi aHanmsa
coctaBuno 15 muHyT. MNpoBeaeHHbIE UCCNefoBaHMS
CBUAETENBLCTBYIOT O TOM, YTO NPEANOXEeHHas MeToamka
onpegeneHns ankunnMpoBaHHOro AMdeHnnaMmmHa B
HCOXX npeactaBnsieTcs SKCNPeCcCHOn, NpocTon B
UCMOJSTHEHW, MO3BONSET M3Y4UTb AMHAMUKY AerpadaLnm
QHTUOKNCINUTENBHON NPUCAAKMN U SBNSIETCS KOCBEHHBLIM
nHaunkatopom npurogHoctn HCOXK k skcnnyaTtaumn.
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