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MUKOTOKCUHHI SIBJISTIOTCS OMHUMU U3 HanboJiee OMACHBIX TPUPOTHBIX KOHTAMUHAHTOB MUIIEBBIX TIPO-
IyKTOB. B 0030pe paccMaTpuBaIOTCS IMPUHIIUMITEI MUKPOIKCTPAKIIMOHHBIX METOOOB (3KMIKOCTHO-XKHI-
KOCTHasl M TBepaoda3Hasi MUKPO3KCTPaKIIMS), IPUMEHSEMBIX IS BbIACICHUS] U KOHIEHTPUPOBaHUS
MUWKOTOKCWHOB M3 TIMIIEBBIX TTPOAYKTOB IIJISI UX MOCJEMYIONIEro ONpeAesieHrs] pa3IMuHbIMU (hU3M-
KO-XMMHUYECKUMHU MeTomaMu aHajin3a. OnucaHbl BO3SMOXHOCTH 1 OTPaHUYCHUS PACCMOTPEHHBIX M-
TOIIOB, a TAKXXe MPUMEPHI UX MTPAKTUYECKOTO IPUMEHEHUS.

KoroueBble clioBa: MUKPOIKCTPAKIINS, MUKOTOKCHUHBI, TTUIIEBHIC TTPOTYKTHL.

DOI: 10.31857/50044450224040019, EDN: vbjapg

MuKoToKCUHEI (OT rped. mukes — rpu6 1 toxicon —
S1) — 9TO BTOPUYHbBIE META0OIUTHI MUKPOCKOTINYE-
CKMX IJIECHEBBIX TpU0OOB, 00J1a4aI01I1e BhIpasKeH-
HBIMU TOKCUYECKMMM CBOMcTBaMU. B HacToslee
BpeMs U3BECTHO MHOXECTBO POIOB IJIECHEBBIX
rpudoB (Aspergillus, Penicillium, Fusarium, Claviceps,
Neotyphodium, Myrothecium, Stachybotrys, Trichoderma,
Trichothecium), nponyuupyoiux 6onee 400 pazany-
HBIX BUIOB TOKCMHOB, UMEIOIIMX Pa3HOOOPA3HYIO XU-
MMUECKYIO CTPYKTYpY [1]. MUKOTOKCHHBI paciipocTpa-
HEHbI IPAKTUIECKU TTIOBCEMECTHO, MOTYT BCTPEYAThCS
B PETMOHAX KaK C YMEPEHHBIM, TaK M C TPOITMYCCKUM
KJIMMaTOM B 3aBUCUMOCTU OT BUJA BBIICJSIONINX X
rpu6oB. MuIeHsIMU J1JIs1 pocTa TpubOB 1 00pa3oBa-
HUS Ha HUX TOKCUHOB Yallle BCETO SIBJISIIOTCS 3J1aKH,
Ccyx0(pYKThI, Opexu, 000bl, GPYKTHI, CIICLIUU U APYyrast
MPOIOBOJLCTBEHHAS TTPOAYKIINS.

MUKOTOKCHUHBI IIPEACTABISIOT CePhe3HbII PUCK
JIJIS1 310POBbsI YesIoBeKa U KUBOTHBIX [1]. B opranusm
yeJJ0BeKa MUKOTOKCHHBI IIOCTYIAIOT B PE3y/IbTaTe yIlo-
TpeOyIeHUs] B ULy 3arpsI3HEHHBIX UMU IMUILIEBBIX MPO-
JIYKTOB PaCTUTEIbHOIO VI XKMBOTHOTO IMTPOUCXOXKIIE-
HUS, a B OpraHU3M XUBOTHBIX — MPU UCIOJIb30BAaHUU

JUTSL X KOPMJICHUST KOHTAMUHUPOBAHHBIX MUKOTOK-
cuHaMM KopMoB. IlocTymas B opraHu3M, TaKle TOK-
CHUHBI BbI3bIBAIOT U3MEHEHNE COCTaBa MUKPOMIOPHI
B KHIIICYHUKE, a BCACHIBASICh B XKETyIOYHO-KUIIIEYHOM
TpaKTe, OKA3bIBAIOT HETAaTUBHOE IEHCTBUE HAa KIETKM,
OpraHbl, TKAaHU, (PU3UOJIOTUIECKOE COCTOSHUE YeJI0-
BEKa U XXMBOTHBIX, IPOBOLUPYIOT OHKOJIOTUYECKHE
3a00JieBaHUS U UMMYHOIE(MDUIINT.

B cBs131 ¢ HETaTUBHEIM BIMSIHAEM MUKOTOKCHHOB
Ha 3J0pOBbE XKMBOTHBIX M YeJIOBEKa B HACTOSIIIEE
BpeMsI BeleTCsl KOHTPOJIb KAa4eCTBa MUIIEBOTO ChI-
Pbsl, TUIIEBBIX IIPOAYKTOB X KOPMOB IIJISI BBISIBJICHMS
IaHHBIX TOKCMKAHTOB. B Poccuiickoii Penepanmn
U OPpYTUX CTpaHax YyCTaHOBJEHBI IPENEIbHO I0ITy-
CTUMBI€ KOHILIEHTPAIIMI MUKOTOKCHMHOB B Pa3IMYHBIX
MUIIEBBIX TPOAYKTAX, KOTOphie BapbupyioT oT 0.025
no 1000 mkr/kr [2—5].

B Hacrosiiee BpeMs 1151 onpeaeaeHus MUKOTOK-
CMHOB B IMUILEBBIX MPOAYKTax HaruboJjiee IKUPOKO KUC-
TOJIE3YIOTCS XpoMaTtorpadudeckue [6, 7] 1 UMMYHOXHU-
MUYECKUe MeTOoAbI aHaiu3a [8], pexxe — anekTpodope-
tuueckue [9, 10] u payopumerpuueckue [11] (puc. 1).
Cpenu xpoMmatorpauiyecKmux MeToa0B Hanbdoee
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Puc. 1. PacnipeneneHue KonmuecTBa myoanKauii, Beimeamux B cBeT B 2000—2023 1T., Mo mpuMeHsIeMbIM METOIAM aHajn3a
(I'’X-93]/1 — razoBast xpoMmaTorpadust ¢ 3JeKTPOHHO-3aXBaTHBIM JeTeKTopoM; MOKX — MunemisipHasi 3JIeKTPOKUHETH -

yeckast xpoMarorpadusi).

pacripocTpaHeHa BEICOKO3 (D (heKTUBHAS KUIKOCTHAST
xpomaTtorpadus B oopanieHHO-(a30BOM BapuaHTe
¢ hoToMeTpNMIECKNM JIETEKTUPOBAHNEM B YIIBTpapu-
osieToBoI 1 BuauMoit oomactu (BOKX-YD) [12—15],
dayopumerpudeckuM (BOAKX-DJI) [16—19] unu
TaHIEMHBIM MacC-CIIEKTPOMETPUICCKIM IETEKTH -
poBanueMm (BO2KX—MC/MC) [20—23]. ITocnennue
IIBa MeTOma 00eCIIeYnBaIOT BEICOKYIO YyBCTBUTEIb-
HOCTbB 1 CEJIEKTUBHOCTD II0 OTHOIIIEHUIO K OIIpene-
JISIEMBIM MUKOTOKCHHAM. B ciydae eciii aHaImThI He
ITOTJIOIIAIOT CBET B YABTPa(MOICTOBOM ¥ BUIUMOI1
00J1aCTSIX CIIEKTPa B MOCTATOYHOM CTEIICHU IJIST JO-
CTHKEHMSI HEOOXOOUMBIX IIPEIeIOB OOHAPYKCHMS
100 He 00ganal0T COOCTBEHHOI (payopeclieHIMEN,
115t mpoBeneHuss BOXKX-Y®- u BOXX-DJI-ananu-
3a OCYILECTBIISIIOT UX Hped- [24] Win MOCTKOJOHOY -
HyI0 [25] nepuBaTU3ALMIO.

[IueBbie IPOMYKTHI OTHOCSITCS K 0OBEKTaM CO
CJIOXKHOM MaTpuIieil, ITIO3TOMY IPU ONpeIeIeHUN
B HUX MUKOTOKCHHOB ITIPOOOIIOATOTOBKA, KaK ITPaBUJIO,
BKJTIOYAET IIPOLIEAYPhI YCTPAHCHUS MEIIIAIOIIETO BIIM-
STHUSI MATPUIHBIX KOMIIOHEHTOB ¥ KOHIIEHTPUPOBa-
HUS aHAJIUTOB. 7151 BBIIEIeHUSI CIISIOBEIX KOJIMYECTB
MUKOTOKCHUHOB 13 IINIIEBEIX IPOAYKTOB HanboJiee
BOCTpeOOBaHBI METOMBI 3KMIKOCTHO-XKIIKOCTHOMN
U TBepaodasHoii akcTpakiuu [6, 26]. B mocnenHee
BpeMs1 OBICTPBIMU TEMIIAMM Pa3BUBAIOTCSI METOIBI
XKUAKOCTHO-XuakocTHoit (2KZKMD) u TBepnodasz-
Hoii (TPMD) mukposkcTpakuuu (MD), KOTOpbIe

XKYPHAJI AHATUTUYECKOU XUMUU

IMO3BOJISIIOT MUHUATIOPU3UPOBATH CTAIUIO IIPOOOIION -
TOTOBKY, OTJIMYAIOTCS OT TPAAULIMOHHBIX CIIOCOOOB
MaJIbIMM 0OObEMaMU DKCTPAreHTa U HEOOJIbIIMMHU KO-
JIMYECTBaMU COpOEHTA, a TAKXKE B psifie clydaeB boJiee
BBICOKOIT CKOPOCTBIO YCTAHOBJIEHUS MexX(ha3HOTO
paBHoBecust [26—30]. MUKpOIKCTpaKLIMST HAXOIUT
LIMPOKOE MPUMEHEHNE ISl OTIpeneeHUs CIeI0BhIX
KOHIIEHTpallMii MUKOTOKCMHOB B ITUILEBBIX IIPOMTYKTaX
C MOMOILIBIO COBPEMEHHBIX MeTonoB aHanu3a. [oxa-
TBEPKIEHUEM 3TOTO SIBJISIETCS POCT KOJIUUYECTBA ITy-
Ovkauuii (pyc. 2) o IpuMeHeHUU MeToaoB MO mist
oIpeneaeHUs MUKOTOKCUHOB B ITHMIIEBEIX IIPOAYKTAX.
Cpenu metogoB ZKXKMDBD, monyasspHbIMU SIBIASIOTCS
mucriepcuorHas (JI2K2KMD), memOpaHHAasE MUKPO-
akcrpakuus (M2K2KMD) 1 MD B cylipamMoIeKyIsip-
Heie pactBoputenu (CMP), mpu stom H2K2KM D mo-
CBSIIIEHO TTomaBIsTIonNiee 9mciao padot (puc. 3). Ka-
nenbHast MO (KMD) npuMeHseTcs: 3HauuTeIbHO Pexe.
Cpenu MetonoB TOMD yaiiie BCero UCIIOJb3YyIOTCS
JUCIIEPCUOHHAs, TPOTOYHAs M BojoKoHHass TOMD.

B naHHOI1 0030pHOI1 cTaThbe PaCCMOTPEHBI CITO-
co0Obl 2KXKMD 1 TOMD MUKOTOKCUHOB U3 MHUILLE-
BBIX IIPOAYKTOB JIJISI UX OTIpeAeeHIS pa3IndHbBIMUI
(pU3MKO-XMMHUYECKMMU MeTogaMu aHau3a. O0630p
MOArOTOBJIEH HA OCHOBAHUU TTyOIMKALMIA, BHILIESAIINX
B cBeT ¢ 2000 1. mo 2023 r. B IepuoanYeCKMX U3TAHUSIX
U TIpecTaBIeHHbBIX B 0a3ax JaHHbIX Poccuiickoii Hayd-
HoI1 anekTpoHHOI 6ubnnoTeku Elibrary.ru u Scopus.
Ne 4
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Puc. 3. Pacnipenenenue konndecTBa myoJuKauuii, Bbl-
meamux B cBeT B 2000—2023 1T., 0 IpUMEHSIEMBIX Me-
TOAAX XMUAKOCTHOI U TBepaoda3HOil MUKPOIKCTPAKILIMU.

KNAKOCTHO-XNUIKOCTHAA
MHUKPOSKCTPAKLIUA

s BeIOeNeHUS M KOHIEHTPUPOBAHUS MUKO-
TOKCHMHOB 13 MPOO MUIEBHIX IIPOIYKTOB IIIMPOKO
npuMeHsitotT Metoa J2KXKM3D. TTpu JKKMD cmech
HETIOJIIPHOTO 3KCTpareHTa U MoJISIPHOTO pacTBOPH-
TeJIs (IUCIiepraTopa) BBOIST B aHAJIU3UPYEMBIiA BO-
IHBII pacTBOP, B pe3y/IbTaTe 4ero aza sKCTpareHTa
pPaBHOMEPHO pacIIpeAelisieTCsI B BOTHOM (a3e B BUIe
TOHKOIMCIIEpCHOI amynbeuu [27]. O6pa3oBaHue -
IpODUIBHON 3MYJIBCUU IPUBOIUT K CYILIECTBEHHOMY
YCKOpPEHMIO MaccolepeHoca U ObICTpoMy (He Oosiee
1 MUH) yCTaHOBJIEHUIO MeXK(a3HOrO paBHOBECHS 3a
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cyeT OOJIBIIION IIToIany KoHTakTa ¢as. [locre 1eH-
TpUGYTUPOBAHUS SKCTPAKT OTOMPAIOT 1 aHAIM3UPY-
10T. Kak mpaBmito, IpMMEHSTIOT METO/IBI KUIKOCTHOM
xpomarorpaduu. MHorma nis ynpoieHust otoopa
BKCTpPaKTa IPUMEHSIOT SKCTPAreHT ¢ HU3KOM TeM-
nepaTypoii miaasjieHus (HalIpuMep, H-I00eKaHOoJI
¢ Temnepatypoii miapaeHus 24 °C) v IpoBOIST €ro
KPUCTAJUIM3ALIMIO TTPY OXJIAKIEHUM SKCTPAKLIMOHHOMN
cuctemsl [12]. Kpome Toro, mokaszaHa BO3MOXHOCTb
MMpUMeHeHNsT MarHUTHBIX HaHodacTtull (MHY) marae-
TUTA, TOKPBITHIX BICILIEH KAPOOHOBOI KMCIOTOM, IJIs1
oTaeneHus ¢a3bl SKCTpaKTa 6e3 ueHTpUudyrupona-
HUS IIpU onipezesieHun adgaaTokcnHa M, B mpobax
MoJI0Ka (PIYOPUMETPUIECKUM METOIOM B IIPUCYT-
CTBUU HEMOHOT€HHOI'O II0BEPXHOCTHO-aKTUBHOTO
BemiectBa (ITAB) Triton X-110 [11]. Meton JI2KXKMD
HalleJl IpuMeHeHMe ISl KOHIIEHTPUPOBaHUS Hanbo-
Jiee pacIpoCTpaHEHHBIX U OITACHBIX MUKOTOKCUHOB
(oxpatokcuHa A [20, 31—34], naryauHa |9, 13, 14],
ne3okcuBasieHona [21], crepurmaronuctuna [20, 21],
adumaTokcuHoB [ 16, 17, 20, 24, 35, 36], Tpuxorelie-
HoB [37], dymonusunoB [20, 21], 3eapaneHona [20,
38—40], uutpununa [20], HuBanenona [37]) U3 xum-
KUX MUIIEeBBIX IIPOAYKTOB Y 9KCTPAKTOB M3 TBEPIBIX
MaTpull. B KauecTBe 3KCTpareHTOB MUKOTOKCHMHOB
yaiie BCEro UCIoJIb3yIoT apoMaTuieckue (Toiyod [41])
U XJIOpcoaepKalllue OpraHu4eckKre pacTBOPUTEIN
(xmopodopm [17, 24, 42], nmuxnopmerad [37], Tpuxitop-
MeTaH [16]), kupHble criupThl (#-renta”on [11], #-mo-
nekaHou [12]) u atunauerar [38, 43], a B KauecTBe
JucnepraTopoB — metaHod [21], aueronutpun [38],
areToH [44], uzonponaHona [9]. Ecau akcTpakT He-
COBMECTHUM C aHAJIUTUIECCKUM 000pyI0BaHUEM, TIPH-
MEHSIEMBIM [IJIs1 OTIpeAC/ICHUS aHAIMTOB, IIPOBOASIT
PE3KCTPAKILINIO B HECMEIIMBAIOIINIICS ¢ HUM PacTBO-
puTtenb (HampuMep, B BogHylo dasy) [45] uiu ynapu-
BAIOT SKCTPAKT C JAJIbHEHIIINM PaCTBOPEHUEM CYyXOTO
ocraTka (3aMeHy paCTBOPHTEIS) IUISI IIOCISIYIOIIETO
ananusa [31]. Hanpumep, B padote [21] onpenens-
1 13 MUKOTOKCUHOB B PUCOBBIX OTPYOSIX METOIOM
BOXX—MC/MC nocnie akcTparupoBaHUsI aHAJIUTOB
13 IIPOOBI B BOTHO-OPTAaHUIECKYIO CMECh M MX KOHIICH-
TpupoBaHus Meroaom JI2K2KMD B xnopodopM. DKc-
TPAaKT yIIapuUBaJIy B TOKE a30Ta ¥ paACTBOPSUIN CYXOM
OCTaTOK B BOIHOI COCTaBJISIIONIEH MOABKHOM (ha3bl
TSI TTOCJIEAYIOIIET0 XpoMaTorpaduyecKoro aHajIu3a.

Crout oTMeTUTh, 4yTo Meton A2 K2KM D nos3Boiisa-
eT JOCTUYD BHICOKMX KO3 (PUIIMEHTOB KOHIIEHTPH -
pOBaHUS 3a CUET UCIOJIb30BaHUSI MaJIOT0 0ObeMa
9KCTpareHTa, 4YTo JAejaeT ero HauboJsee 3(pheKTUB-
HBIM JIJ1s1 KOHIIEHTPUPOBAHUS CJIETOBBLIX KOJTUUECTB
MHUKOTOKCWUHOB M3 ITUIIEBLIX IMTPOAYKTOB. OIHAKO
CyIIECTBYET MpodeMa CHUXEHUS KO3 PULIMEHTOB
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pacrpeneaeHus aHAIUTOB MeXAy pa3zaMu BOITHO-
ro pacTBOpa MpoOBI U BKCTPAreHTa B IPUCYTCTBUM
IHCIepraropa, 4To CBsI3aHO ¢ 0oJjiee BHICOKOI pac-
TBOPUMOCTBIO MUKOTOKCHMHOB B CMECH IIOJISIPHOTO
pacTBOPUTENIS M BOIHOIO pacTBOpa MO CPaBHEHUIO
C MICXOTHBIM BOXHBIM pacTBopoM. B HacTosiee BpeMst
MPeIJIOKEeHBI IPYTHE CIIOCOOKI TUCTIEPTUPOBAHUS DKC-
TPareHTOB, TTO3BOJIMBIIME YACTUYHO WU MOJHOCTHIO
0TKa3aThCsl OT MCIIOJIb30BAHUS JUCIIEPTaTOPOB, HO
TpeOyIoIIre HaJTnYXs JOIOTHUTEILHOTO 000pyI0Ba-
Hus. Cpeny HUX — OJUCTIIEPIUpOBaHue 101 IeCTBH-
€M YJIBTPa3ByKOBOIo noJis [12], mpu nornepeMeHHOM
nepeKadyuBaHUM U3 OOHOTO IITpUIA B ApyToit [15]
WM Ha BUXpeBoi Melnaike [44]. s BeiaeaeHUs
MUKOTOKCHHOB, OTJIMYAIOIIUXCS I10 TTOJSIPHOCTH,
npemioxeHa npykparHast JI2K2KMD. MUKOTOKCUHBI 13
MMpOoOKI M3BJIEKAIOT B IIEPBBIN SKCTpareHT (HampuMmep,
STWIALIETAT) B MPUCYTCTBUHU IIEPBOIO AMCIEpraropa
(HanmpuMep, alleTOHUTPUIIA), a 3aTeM K (pa3e MpoObl
JO0ABJISIIOT CMECh BTOPOTO 3KCTpareHTa (Harpumep,
xJiopoopmMa) 1 BTOPOTro IucrepraTopa (Hampumep,
MeTaHoha) [38]. Hemoctatkom cioco6a siBiisieTcs 3d-
¢exT pasbaBieHMs IIPU CMEILIEHUY IBYX 9KCTPAKTOB.

IIpu onpenenreHM MUKOTOKCHMHOB B XMIKUX
00beKTax, MPEeUMYILIECTBEHHO COCTOSILLIMX U3 BOIbI
U colepxKallux HeOOJIbIIINe KOJIUIeCcTBa TuIpodo0-
HBIX KOMITOHEHTOB (HAaIIUTKHW Ha OCHOBe 4as [38],
aJIKoroJibHBIEe HaTMTKU [31, 34, 44, 46, 47], coku |9,

(@)

ITOYNBAIJIOB u np.

13]), moaroroBKa Impo6 MOXKET OBITh MUHUMATBLHOI:

HarnpuMep, era3aius B yIsTpa3ByKOBOM ITOJIE A5 CO-
JIONOBBIX AJTIKOTOJIBHBIX Ta3MPOBAHHBIX HATTMTKOB [ 31]

b0 punbTpaums 1 BuHa [34] npu onpeaeneHun

oxpatokcuHa A Metogamu BOXKX-DJI u BEICOKO3 -
(hbeXTUBHOI TOHKOCIOWHOIT XxpoMaTorpaduu ¢ iy-
opuMeTpuiecKuM JerektrupoBaHueM (BOTCX-DJI),
LeHTpU(yrupoBaHue, (GMIBTPOBaHNE 1 pa3daBIeHNe
(uapTpaTa IeMOHM30BaHHOM BOMOM MIJIST aHAJIM3a
sI0JJOYHOTO COKa Ha cofepkKaHUe MaTyJIruHa ¢ IIOMO-
mbio BOXKX-YO [13] 1160 MULIEIITIPHON 37EeKTPO-
KMHETHYECKOM XpoMaTorpaduu ¢ GOTOMETPUIECKIM

nerektupoBaHueM (MOKX-Y®) [9], nobaBiieHue

BBICAJIMBAIOIIETO ar¢HTa (XJI0pHUIa HATPKsI) K BOTHOI

BBITSDKKE U3 JIMCThEB YEPHOI0, KPAaCHOTO WUJIM 3eJie-
Horo 4as rmpu BO2XKX—MC/MC-onpenenenun psina

MUKOTOKCHUHOB [38]. s npoBeneHus J2KAKMD

U U3BJIEYEHUST aHAIMTOB B IOATOTOBJIEHHbIE BOIHbIE

pacTBOPEHI IIPOOBI BBOASIT CMECh DKCTpareHTa U J1C-
nepratopa (puc. 4a).

AHanmu3s Mojioka |11, 16, 35] 1 KMAKMX MOJIOUHBIX
MPOOYKTOB |35, 43] 4acTo 3aTpyaHEH M3-3a MEIIao-
ILIETO BIAUSTHUS MaTPUYHBIX KOMIIOHEHTOB (3K POB
1 OEJIKOB), TTORTOMY K ITp0o0Oe 1OOABIISIOT MOISIPHBIN
pacTBopuUTENb (HalIpuMep, alleTOHUTPUIT), COlepKa-
LM YKCYCHYI0 KUCIIOTY [48] unu xmopun Hatpus [35],
IUTST OCaXKAeHUSI OSJIKOB M H-TeKCaH IS yIaIeHUS XK1 -
poB [48]. a3y noJIIpHOTO paCTBOPUTEJISI, CITYKAIIETO

B
_) —_—
LenTpudyrupoanue
PactBOp Bson cmecu o
TPOOBI 9KCTpareHTra
U IUcriepraropa
A p P Hrmna
— LInpuyLa
7.
5 / b _ Karst
~L_ %" BKCTpakTa
O6pa3oBaHue PaznencHue Ot6op
SMYJIbCUM da3 JKCTpakTa
Bonnas BBon cmecu
cpena 9KCTpareHTa u 9KCTpaKra

n3 TBepnoda3Hoit TpOOHI,
coziepKalliero JucrepraTop

(6)

Puc. 4. Cxema nucnepCuOHHOM XUAKOCTHO-XKUIKOCTHON MUKPOSKCTPAKIIMY MTPU KOHIIEHTPUPOBAHUY MUKOTOKCHHOB U3
BOIHOTO pacTBOpa MpoOkI (a) MM SKCTpaKTa U3 TBepaoda3Hoit mpoosl (0).
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IUCIIEpraTopoM, OTOMPAIOT, TOOABIISIOT B HEe IKCTpa-
TeHT U BBOISAT CMECH B BOLLY JIsl KOHLIEHTPUPOBAHUS
aHaIUTOB. bojiee CIOXKHBIHN TOaX0M NCTIOIb30BAIN TIPU
BBIZICJIEHUH 3eapajieHOHA U3 IPpo0 MoJIoKa U Hiorypra
Iepen ero ornpeneIeHueM METOOOM MULICJUISIpPHOM
9JIEKTPOKMHETHICCKOM XpoMaTorpadum ¢ TaHIeM-
HBIM MacC-CIEKTPOMETPUYECKUAM AETEKTUPOBAHUEM
(MBDKX—MC/MC). OH cOCTOUT B yIaJIEHUU IO~
JIIPHOTO PacTBOPUTEJISl ylapuBaHUEM U pacTBOpe-
HUM aHAJUTOB B BOOTHOM PacTBOPE XJI0pUAa HATPUS
s nanbHeimei JI2KAKMO [48]. B cirydae nuieBbIX
macedn [17] mpoBoOAsAT XXUAKOCTHO-XXUIKOCTHYIO DKC-
TpakUUIo aHaIuToB (adumatokcuHos B, B,, G, u G,)
B BOTHO-OPraHMYECKYIO Cpedy (CMeCh MeTaHOJIa, BOIbI
U XJIOpHAA HATPHsI), COPOMPYIOT aHAJIUTHI HA MM-
MYHOA(PUHHON KOJOHKE, ITIOUPYIOT UX MOJISIPHBIM
pacTBOPHUTENEM, a 3aT€M 3JIt0aT BBICTYNAET B POJIU
nucriepraTopa B A2K2KM 3D niepen BOXKX-DJT-onpe-
IeJIeHUEM aHAJIMTOB.

Meton J2K2KM D akTUBHO TIPUMEHSIETCS U JIJIST
KOHIICHTPHPOBAHUSI aHAIMTOB M3 SKCTPaKTOB, IOy~
YEHHBIX TTOCJIe SKCTPArMPOBaHUS M3 TBEPABIX MAaTPUILL
(3epHa IIIeHULIbI, puca, KYKypy3bl U ssiumMeHs [24,
36], 6000BbIX [42], pucOBBIX OTpyOeit [21], KyHXKyTa,
KOCTOYeK abprkoca u imun [12], cemsaH amapanTa [45],
cyxodpykToB [33], ceipa [16]) B mOSIpHBLIA pacTBOPHU-
TeJIb WIIK €T0 cMech ¢ Bonoit. K momyyeHHOMY 3KcTpak-
Ty 100ABASIOT TUAPOGOOHBIN SKCTPAreHT U BBOASAT
MOJIyYEHHYIO CMECh B BOIHYIO CpPEIy /11 0Opa30BaHMS
TOHKOIMCIIEPCHOI aMyabcuu (puc. 460). JI2K2KMD
TaKxKe MOXeT ObITh coBMeleHa ¢ MeTonoM QUEChERS
(cokpamenue ot Quick (6wicTpo), Easy (mmpocto),
Cheap (nemeBo), Effective (3dpdpexTuBno), Rugged
(HamexxHo), and Safe (6e3omacHO)). BEITIOTHSIOT 9KC-
TparupoBaHMe U3 IIPOOHI MMUIIEBOTO MPOIYKTa B CMECh
TTOJISIPHOTO PACTBOPUTEISI M BOIBI, 9KCTPAKIINIO C BhI-
cajliBaHMEM 3KCTpareHTa 1 BbIIeJIeHUEe MaTPUIHBIX
KOMITOHEHTOB M3 9KCTpaKTa C IIOMOIIBIO COpOeHTa
(HammpuMep, CUJIMKArelisi ¢ aHHOHOOOMEHHBIMU 1 OK-
TagelMIbHBIMU Ipymamu) [ 16, 37]. Tak, npenioxeHo
BbIIENATD adiaTtokcunsl B, By, G, u G, n3 npo6 3epHa
n kopma MetonoM QuEChERS, xoHnieHTprpoBath nx
13 3KCTpakTa ¢ momomsio JI2KKMD B xiopodopm
C TIOC/IEAYIOIINM yIIapUBaHUEM DKCTpAareHTa B TOKE
azora, iajee MojaydaTh MOAOTPOU3BOIHBIC aHATTUTOB
(JroMrHOMOPHI) B Cpeie METAHOJBHOTO pacTBOpa oA
st BOXKX-DJI-ananusa ¢ ipenenaMu oOHapyKeHUs
B nuama3zone 0.08—0.1 mxr/kT [24]. KomOuHMpoBa-
Hue MetogoB QUEChERS u JI2KXKMBD ucnoyib3o0BaHO
TaK:Ke IPU OIpeNeSICHUN TPUXOTELIEHOBBIX MUKOTOK-
cuHOoB (T-2 u HT-2 TOKCUHOB, 1e30KCUHUBAJICHOIA
1 HUBAJIEHOJ1a) B 3¢pHE M KOMOMKOpPMaxX METOIOM
ra3oBoii xpoMaTorpaduu ¢ JIEKTPOHHO-3aXBaTHBIM
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nmerektopoM [37]. Jletyame TpudTopaneTUILHBIE TIPO-
W3BOJIHBIE 1I€JIEBBIX aHAIMTOB MOJyJaau C IIpUMe-
HeHueM TpudTopykcycHoro anruapuaa. [1penenst
omnpeaelieHUsI BapbupoBainch oT 10 go 50 MKT/KT.
OmcaH crioco6 JI2K2KMD ne3okcuBajieHoIa U €0
JIe3NMOKCUMETAa00JIMTa U3 3KCTPAKTOB KYKYPY3HBIX
3epeH U CBUHUHBI [49]. AHAIUTHI U3BJIEKATIU U3 TBEP-
JIO¥ MpoOBI B 3TUIALETAT (IMCIIePraTop), Ioce 4Yero
CMEIIUBAJIN C H-TeKCAaHOM 1 BBOIWJIM BOTHYIO (hasy.
InpodunbHbIe aHATUTEI TIEPEXOIVIIN B BOTHYIO (pasy,
KoTopylo ucnojib3doBaiu aisd BOXKX—MC/MC-a-
Hanu3a. [Ipenenbl oOHapyXXeHMs BApbUPOBAIUCH OT
4 mo 6 MKT/KT.

OpnuMm 13 HanpaBieHuit pa3sutus 2KXKMD saBisi-
€TCs TIOUCK CEJIEKTUBHBIX M SKOJIOTUUECKU Oe30mac-
HbIX 9KcTpareHToB [50]. B kauecTBe “au3aitHepckux”
3KCTPareHTOB, COCTaB KOTOPBIX MOXKHO BapbpOBaTh
B 3aBUCUMOCTH OT IIOCTaBJAEHHON 3a1a4u, IIpeaIoxKe-
HbI MoHHBIe xkunkoctu (M2K), riybokue 3BTeKTUYE-
ckue pactsopureau (I'DP) u CMP.

HMoHHBIE XKNIKOCTU COCTOSAT U3 OPTaHUIECKUX
KaTMOHA 1 aHMOHA, HAaXOMATCS B XKUAKOM COCTOSIHUM
IIpY KOMHATHOM TeMITepaType, 00JIafaioT XUMUIECKOM
1 TePMUYECKOIl CTaOMIIbHOCTBIO, HU3KOM JIeTyde-
cThio [51—53]. Ony6anKoBaHBI eTUHUYIHEIE pabo-
ThI, Kacaromuecs nmpumeHenus MK nnsg JI2KAKMD
3eapajJiecHOHa, OXpaToKcUHa A 1 apJIaTOKCUHOB U3
nuBa [39], 3epeH MuIeHulbl U KyKypy3sbl [39, 54],
BUHa [32, 55] 1 yaiiHbIX TUCTBEB [56] Mg mociaeny-
JOLLIETO onpeaeacHus aHaTUuToB MeTonoM BOXKX-DJI.
Bo Bcex nmpencraBieHHBIX paboTax 9KCTpareHTaMu
SIBJISIIOTCS TuapodoOHbIe MUaa3oareBbie MXK: rek-
caropdocdar 1-rekcuir-3-MeTuInMuAa30ausI [32,
54, 55], ouc(TprTOpMETHICYIH(MOHIIT ) UMUALI 1-0y-
TWI-3-MeTWI- U 1-MeTui-3-oktunuMuaaszonus [39],
a TakzKe CoJIb KaTMoHa 1-0yTuii-3-MeTUIMMUIA30JI1s
u komruiekcHoro aHnoHa [FeCl,Br,]~[56]. B nocnen-
HeM ciyyae MK obiiagaeTr MarHUTHBIMU CBOCTBaAMU,
MO3TOMY JJisI pa3aeiaeHus a3 He TpeOdyeTcs LIeHTPU-
dyrupoBanue. B KauecTBe AMCIIepraTopoB IPUMEHSIOT
MOJISIPHBIE pAaCTBOPUTEIN (METaHOJI, 3TAaHOJI, CMECh
alleTOHUTPUJIA U METaHOJIa).

Ha cerogHsimuHuii aieHb O0JIbIIOE BHUMAHUE UCCIIe-
noBateneii mpubiaekaroT 'OP B ¢BA3U ¢ UX JOCTYITHO-
CTBIO, IIPOCTOTOM ITOIYICHHUSI, MaJI0i1 TOKCUIHOCTHIO
u 6uopasznaraeMocTbio [57—59]. IIpexypcopsl 'DP Bo
MHOTHX CJIy4YasiX UMEIOT IIPUPOIHOE IIPOMCXOXACHNE,
YTO JeJTAET UX 9KOJIornJecku 6e3omacHbiMU. [Tporiecc
nonydenus ['DP B maboparopun cBOOUTCS, Kak Ipa-
BWJIO, K IIPOCTOMY CMEIIEHUIO TOHOPA U aKIIeNTopa
BOJIOPOIHON CBSI3M MpU HarpeBaHuu. KoMOuHau
HUCXOIHBIX TPEKYPCOPOB MOTYT OBITh Pa3JIUYHBIMU, TIO-
3TOMY MX Y OTHOCST K “IM3aiiHEPCKUM” 3KCTpareHTaM.
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Temmeparypa mnaBinenust ' OP gBigeTcs 6oee HU3KOM,
YeM Y ero IIpeKypCcopoB, B CBSI3U C YeM OH OOBITHO

HaXOOUTCS B KMIKOM arperaTHOM COCTOSTHUH ITpU

KOMHATHOM TeMIleparype. DKCTpaKLMOHHbIE CBOM-
ctBa I'DP 3aBUCAT OT MpUpPOOLI TPEKYPCOPOB, UTO

OTKPBIBACT IIMPOKHE BO3MOXHOCTH JJIST TTIOJTyICHUS

pacTBopuTeneii ¢ TpeOyeMBIMU XapaKTepUCTUKAMMU.
ITo pacTBOopuMOCTHU B BomHOI cpene 'DP kmaccu-
GUIMpPYIOT Ha TUAPODUIbHbBIE, KBa3UTUAPODOOHbIE

u ruapodo6Hbie [60]. B HacTosIIee BpeMsI CYLIECTBY-
IOT OTAEJIBHEIC IIPUMEPbI IIPUMEHEHUSI KBa3UTUAPO-
GOoOHBIX (CMech X0JaMHA XJIopuaa, 4-xaopdeHosa
U o-TeprurHeona [61], cMech 3TMIIMETUIAMMOHUS

xJiopuga [62] nim nuataHoIaMMOHUS Xiopuaa [63]

7 TeprieHOMIa KapBaKposa) 1 THapo@oOHEIX (CMeCh
MEHTOJIa U H-TekcaHoja [40] niu nekaHoBOIi Kuc-
J0THI [64]) 'DP n1st u3BiedeHUs U KOHIIEHTPUPO-
BaHUs ahJIaTOKCMHOB, 3eapajieHOHA U OXpaTOKCHHA
A u3 TBepnodasHbIX (3epHo [40], coip [63], puc [62]),
U XXUAKKX (COeBOE MOJIOKO [61]) muIleBbIX TPOAYKTOB

C TIOCJIEAYIOUIMM OTIpeaeIeHUEM aHATUTOB METOIOM

BOXX-DJI. Kpasurnapodoobdusie 'DP cocrogar u3

CYILLIECTBEHHO Pa3IMYaroIIUXCs 110 MOJISIPHOCTH TIpe-
KYpPCOPOB, 4TO O0YCJIOBIIMBAET pa3pylleHNne pacTBO-
pUTEIIs TIpU KOHTaKTe ¢ BogHOM (azoii. ITo cyiiecTsy,
SKCTpaKIMs B JaHHOM cliydyae MpoTekaeT B (pazy, co-
JepKaliyto IperuMyIleCTBEHHO ONMH 13 KOMIIOHEHTOB

I'DP. Hanbonee ynoOHBIMU 715 BBIAEICHUS LIEJIEBBIX
aHaJIMTOB U3 BOAHKIX IIPOO SBJISIOTCS TUAPOGOOHBIE
I'DP. Takue I'DP gaBnstroTcs CTaOUJILHBIMU B IPUCYT-
CTBUMU Bonbl. TeM HE MeHee B BOMHO-OPraHUYeCKUX
cpenax cTabuiabHOCTh THIpoGoOHBIX 'DP cHIKaeTcs,
n BeIIEsomasics B xome A AKKMD daza moxeT He
COOTBETCTBOBATH I10 COCTABY UCXOTHOMY KCTPareHTYy,
4YyTO OTMeueHo B paboTte [40]. OnmcaHo npuMeHe-
Hue rugpoduiabHoro I'DP (cMech xopuma xoanHa
Y 3TUJICHIJIMKOJISI) B KaUeCTBE AUCIIepraTopa s

JKKMD [62]. B akcTpakTt U3 puca, moay4eHHbIH

rocjie aKcrparuposanus adiaatokcuHos B, B,, G,

u G, B ruapoduibHblil ['OP, noGasnsiv KBasuruapo-
¢o6HBIi 'DP Ha 0cHOBE STMIIMETUIAMMOHMS XJIOpUIA
1 KapBaKpoJjia ¥ BBOIWIM CMECh B BOTHYIO Cpedy IUIs

J2KAKMO ¢ mocnenyrommumM BOXKX-DJI-ananu3zom

skcTpakTa. [Ipenensl oOHapyXKeHUsI COCTaBUIU OT
0.02 no 0.07 MKT/KT.

AKTHBHO IIPUMEHSIIOTCSI U CYIIPaMOJIEKYISIpPHbIE
pacTBOpUTENM (TEPMUH TPEIJIOKeH podeccopoM
Pyo6wno [18]), obpasyronimecs 3 N30TPOIHBIX (MUIIET-
JISIpHBIX) pacTBOpoB ampuduiio (ITAB) B pesyibsrare
MocjeA0BaTEIbHbBIX MPOIIECCOB CAMOOPraHU3aluu
U KoallepBalliM IPpYU BBENEHUU B CUCTEMY MHUIIMATO-
poB (a30BOT0 pa3neaeHUs WIM U3MEHEHNH TeEMIIepa-
TYPBI CHCTEMBI B BUZIE OTIEIbHOM (ha3bl, 000TaIleHHOM

XKYPHAJI AHATUTUYECKOU XUMUU
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aMmbudmIoM, a MPOIECCHl B TAKUX CUCTEMAaX UMEIOT
CcynpaMOJIeKyIApHBIIA xapakTep [65, 66]. Cynpamo-
JIEKYJISIPHBIC PACTBOPUTEIN IIPUMEHSIIOTCS B MULIEN-
JIIPHO SKCTpaKIIMy 1 M D 17151 BEIIEIeHUs aHAJTUTOB
IMyTeM UX COTIOOMIM3AlIMU BHYTPU CYIIPaMOJIEKYIsIp-
HBIX arperaToB (MULEI WIN BE3UKYJ), CHOPMUPO-
BaHHBIX amdudmIaMu B pacTBOpe MPOOLI, ¢ MOCIe-
IVIOIINM oOpa3oBaHueM AByxda3Hoil cucreMsl [67].
7151 BBIAENEHUSI MUKOTOKCUMHOB 13 ITPO0 MUILIEBBIX
IIPOIYKTOB B KauecTBe aM(prriIoB U3y4eHHI JIUIIb
OKCUSTUJINPOBAHHBIN OKTWI(EHOJ (KOMMepUYECKOoe
HazBaHue — Triton X-114) [68, 69], aBigoMiAcs
HenoHoreHHbIM ITAB, 1 BricilIe KapOOHOBbBIE KKC-
noTel (mekaHoBas [18, 70, 71], rerpanekaroBas [72]
U oierHOBas [73]), KOTOpble MNPOSBISIOT CBOKMCTBA
KaK HEMOHOTEeHHBIX, TaK M aHMOHHBIX ITAB. B mepBoMm
ciaydae ¢a3oBoe pasaeneHNe IIPOUCXOIUT IIPU Harpe-
BaHUU U30TPOITHOTO PACTBOpPA C “TIPSIMBIMU” MULIE-
JIaMU, TIOJTyYEHHOT'O CMEIIIeHeM IIPOOBI X pacTBOpa
ITAB c no6asieHueM cojieil (HUTpaT Kajaus, XJIOpUI
HaTpus), 00 TemiepaTypsl oT 50 1o 55 °C. I1pn aToM
9KCTPAKT 00J1a7aeT CAUIIKOM BBHICOKOM BA3KOCTHIO
IIJIsI IIPSIMOTO BBOJIA B >KMIKOCTHBII XpoMaTorpad,
TpedyeTcs pazdaBaeHNE MOJSIPHBIMU PACTBOPUTEISIMU
(MeTtaHo, aueroHuTpuia). [IpenBapuTeabHO MIPOBO-
WA DKCTparupoBaHue [69], mpuMeHsIN XKUIKOCT-
HO-KMIKOCTHYIO [68] v TBepnoda3HyIo 3KCTPaKIINUIO
Ha ummyHoadbduHoit KonoHke [69] adnatokcnHoB B,
1 B,, TeHya30HOBO ¥ LMKJIONMAa30HOBOI KUCIIOT U3
aHaIM3UPyeMoii TpoObl (TOMATHBIN cOK [68], apaxuc
U apaxucoBoe Macio [69]). Bo BTopom ciayyae Koa-
LiepBaLMsI IIPOTEKAeT 110 IBYyM MeXaHU3MaM: IePBhIit
COCTOMT B (pOpMUPOBAHUU “00paTHBIX” MMULEJT Kap-
OOHOBBIX KMCJIOT B cMecU BomHOM cpensl (pH 2.7—3.5)
U TeTparuapodypaHa c Beiaenenuem CMP [70, 71],
BTOpOI1 — B 06pa3zoBanuu CMP nipu nepeBoae Kap-
OOHOBOI1 KHCJIOTHI B aHMOHHYIO (hOpMY IPU 1OOAB-
JICHUU TUIpOoKCcUaa TeTpadbytriiaMMmonus [74]. s
MULIEIUIIpHOT M3 13 06pa31ioB 6e10ro, KpacHOTO
M PO30BOT0 BUHA ITPOOBI MOAKUCIISIA U BBOIWIIN
pacTBOp KapOOHOBOIT KMCJIOTHI B TeTparuapodypa-
He, TIPY 3TOM HaOJII0a/IN BbIIEICHUE OXPaTOKCUHA
A v adpnatokcuna B, B CMP. AHanuThl B 3KCTpakTax
OMpeaesyiu MeTonaMu XxpoMaTtorpaguyeckoro [71]
WU UMMYHOXUMMUYecKoro [72] ananu3a. [Ipsmoit
aHaJIN3 3KCTpaKTa B IIOCIEIHEM CIIydae HEBO3MOXEH
H3-3a MEIIAIONIETO BIUSTHASI KOMITOHEHTOB 9KCTpaK-
Ta, MOTOMY YIAJISIIIN TeTparuapodypaH (areHT Ko-
alepBalMK) U U3BJIEKAJIN aHAJUTHI B (pocdaTHBII
oydepHbIit pacTBOp. OXpaToKCUH A, aIaTOKCUH
B,, nexokcuBaneHoJ1, 3eapajieHOH U PyMOHMU3UHBI
B, u B, akcTparupoBaiv U3 TBEpAbIX MATPULL (3€PEH
IMIIIEHUIIH, KYKypy3bl 1 xieba [70, 72, 73], usioma [74],
Ne 4
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crienuii (MMOMpPh, KypKyMa, anpuKa, YepHbIii Iepetl,
MYCKAaTHEBIN opex) [72, 75]) ipu BCTpSAXUBAHUM TTPOO
¢ TIpeIBapuTeTbHO norydeHHBIMU CMP [72, 73] mubo
C MULICJUISIPHBIM PACTBOPOM C IIOCJICAYIOIINM In Situ
BoeImenieHneM ¢azsl CMP [70].

KarmenbpHyio M3 ocylIeCTBASIOT ITyTEM TTOTPYKe-
HUSL B XUIKYIO TPoOy Karid 3KCTpareHTa Ha KOHYMKe
Mukpommnpuua. [Tociie n3BneyeHns Kario oTOMpaioT
oOpaTHO 115 HajbHelIero, Kak npaBuiio, XxpoMa-
Torpadudeckoro aHanusa [28, 76]. st BolaeaeHUs
naTyJrHa 13 s0JIOYHOr0 COKa HallleJl IpMMeHeHNe
Tpexda3HbIil BapUaHT KaneJlbHON MUKPOIKCTPaK-
LIA1, CYyTh KOTOPOTO COCTOUT B IIpeABapUTEIbHOM
MU3BJICYEHUM aHAIUTA B HECMEIIIMBAIOIIUIACS C ITPO-
0011 AKCTpareHT C MOCHEAYIONIEH ero peaKCTpaKieit
B KaIuTio BOOHO (pa3sl [22]. B miockonoHHyI0 Kooy
C JIMHHBIM FOPJIOM NIOMELI AN IPOOY COKa U 3KCTpa-
TeHT (3TUJIALETAT), CMECh BCTPSIXUBaIU. B BepxHmMit
OPraHUYECKUI CJI0M C MOMOILBIO MUKPOIIIIPUILIA BBO-
JVJTU KaILTio BOABI (5 MKJT) IJ1s1 pe3KCTpaKIMU aHAIUTa
u nocnenytoniero BOXKX—MC/MC-ananu3a. [Ipenen
oboHapyxeHus coctaBui 0.5 Mmxr/ia. B KM3 oobeMm
MPOOBI 3aMETHO MPEBOCXOAUT OOBEM IKCTpareHTa,
YTO OOBIYHO MO3BOJISIET JOOUTHCS BBICOKMX KO3 (-
(GULIMEeHTOB KOHIIEHTPUPOBAHMS, @ BO3MOXHOCTD
MPSIMOT0 BBO/IA SKCTPaKTa B aHATUTUIECKUIA ITPHOOP
COoKpalllaeT ob1ee BpeMs NpoOOITOATrOTOBKU 1 KO-
nuyecTtBo onepauuii. K Hemoctatkam metoga KMD
OTHOCSIT HU3KYIO CTaOMJIBHOCTD KaIlJId SKCTpareHTa
IO, BO3IEMCTBUEM ITepeMEIIMBaHMS, BO3SMOXHOCTh
YaCTUYHOTrO pacTBOpPEHMUs (pa3bl SKCTpareHTa u 3a-
MeIJIEHHbBIM MacCcoMepeHOC OIpeIesieMbIX BEIIECTB.

11 U3BAEYEHUSI MUKOTOKCUHOB (a(hJJaTOKCUHOB,
oxpatokcuHa A 1 T-2 ToKCMHA) U3 MPOO MUIEBBIX
MpOIyKTOB (IMBa U BUHA [77], pyca, MIIEHULIbI, CEMSH
KyHXyTa [19], cMecu coeBOro MojokKa U s16JJO4HOro
coka [41], sé1ouHOr0, aneabCUMHOBOTO, BUHOIPAJIHOIO
Y TPaHaTOBOTO COKOB [23], MoJioKa [78]) TakxKe uc-
nosb3ytoT M2ZKXKMOB, kotopas npeamnoiaraet u3Bie-
YeHHe LIeJIeBbIX aHAJIWUTOB B (ha3y SKCTpareHTa, Haxo-
JSIIIYIOCS B Opax MoJUMepHOi MeMOpaHbI (puc. 5),
yailie Bcero uMeroleit (hopmy roJjoro Kanuisapa u3
noaunponuiaeHa [28, 79]. JlaHHbIA moaxod peliaeT
npoo6aeMy cTabMIBLHOCTU (ha3bl IKCTpareHTa o OTHO-
LLIEHUIO K BHEITHUM BO3AEHCTBUSIM, TIpucylyio KM3,
HampuMep, O3BOJISIET SKCTPArupoBaTh aIaTOKCUHBI
B,, B,, G, G, 13 cMecu coeBOro MoJioka 1 i6JI04HOro
CcoKa, KOTopasi mMpeAcTaBiaseT codoil amyabcuio [41].
Mem6paHy cMaYMBaIOT IMOIXOMSIINM 3KCTPareHTOM
(n-okTtanonoM [19, 23, 41, 77]), 3aKpeIUISIOT HA UIJIE
WM METaJUIMYECKOM CTEPKHE U MOTPYXKaloT B IIPO-
oy. I1pu nepemMeMBaHUM IIPOUCXOIUT Maccollepe-
HOC aHAJUTOB B a3y 9KCTpareHTa, KOTOPYIO Jajiee
KYPHAJI AHAJIUTUYECKON XUMUU
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CMBIBAIOT alIETOHUTPUIIOM, METAHOJIOM WJIM CMECHIO
alleTOHUTPWIA M BOIBI TSI IIOCJIEMYIOIIETo aHAIM3a.
CTONT OTMETUTB, YTO TIPU UCTTOIb30BaHNN M2KKMD
IUJISI U3BJIEYEHUSI MUKOTOKCHHOB 13 00pa31ioB Tpedy-
€TCsI 3HAUUTEbHOE BpeMsI (0 4 U B ciTydae BBIICIICHUS
oxparokcuHa A u T-2 TokcrHa 13 1po6 BMHA U TIMBa
B H-0KTaHoJ [77]). Anst nocTuzkeHus 00Jiee BHICOKUX
CTeTeHel U3BJIeUYeHUST U YCKOPEHUS Ipoliecca Mac-
comnepeHoca MUKOTOKCUHOB 13 MPO0 MpeaiokeHO
JIUCTIEPTUPOBaTh HAHOMAaTepUAaIbl (KOMIIO3UTHbIE Ya-
CTHUIIBI OKCHIA TpadpeHa M TOTMBUHUJIITHPPOJIUAOHA)
B 9KkcTpareHTe [19] nubo komOuHuposath MAKCKMD
¢ HAKKMD [23, 41]. I1epBblii TOAXO/ MO3BOJISIET O/~
HOBPEMEHHO M3BJIEKATh aHAJIMTHI 110 MEXaHU3MaM
ZAKKMD u TOMOB. Bropoit nmpenrionaraet BBeae-
HIE CMeCH 3KCTpareHTa (Toayoja) U JUcIiepraropa
(aueToHa) B BOIHYIO (pa3y NpoOObI, MOTPYKEHUE MEM-
OpaHBI, IPOIUTAHHON H-OKTaHOJIOM, B 00pa30BaB-
LIYIOCS AMYJIbCHIO. I1pyn 3TOM ITpOUCXOOUT IIepeHOoC
MUKpPOKaIIeJIb TOJIyOoJIa, COOSPXKAIIMX aHAJIUT, Yepe3
MeMmOpaHy. Bo3amoxHa aBromatuszanmss M2KXKMD
[78]. dnsa onpenenenus aHaauToB mmociae M2K2XKMD
ucnonb3yioT BOXKX-OJI u BO2XKX—MC/MC.

=

e e

]7M VKPOIITIPUIL :

=

Mewmb6paHa B BUae
MOJIOTO KanwiIsipa,
|| uHTerpupoBaHHasi | |
SKCTPareHTOM

SIKopb MarHUTHOM

ITpo6a [Tpoba

- MeIlaIKU (v
‘ | _MaruutHass —| .
Melllajika

Puc. 5. Cxema MeMOpaHHOI KUIKOCTHO-XKUIKOCTHOMN
MUKPOIKCTPAKIINY.

TBEPJO®A3HAA MUKPOSKCTPAKL A

B ocHoBe TOMD nexut copO1IMst aHAIUTOB Ha
MOBEPXHOCTH MUJUIMTPAMMOBBIX KOJIUYECTB HAHO-
pa3MepHBIX COPOEHTOB MJIU TOHKUX IUIEHOK, UMe-
JOLLMX TOJILMHY OT AECATKOB 0 COTeH MKM [26, 30].
D¢ HEeKTUBHOCTL COPOLIUU OMpPenesaeTcsl CPOICTBOM
aHajauTa K MaTepuany copoeHTa Wiu TuieHKu. s
MaccoIepeHoca Co3aloT MOAXONSIINE YCIOBUS, pe-
TYJIUPYS KUCJIOTHOCTh, MOHHYIO CHITY, THTEHCUBHOCTh
nepeMelmBaHus. 3aTeM OCYIIECTRISIOT DII0OUPOBa-
HIE aHAJIMTOB 1, KaK IIPaBUJIO, 3J1I0aT BBOISAT B XPO-
MaTorpadpuIecKylo CUCTeMY HamIpsIMylo 0¢3 3aMeHBI
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pactBoputensi. s BelaesieHUss MUKOTOKCUHOB U3
MUILEBBIX MTPOAYKTOB IPEITOXKHBI pa3JIMYHbIE CITO-
coobl TOMD.

Bonokonnass T®OMD 3akiiouaercst B COpOLIMHA 1ie-
JIEBBIX aHAJIUTOB Ha TTOJIMMEPHOM (paze, UMMOOMIIN30-
BaHHOIi Ha MMOBEPXHOCTU CTaJIbHOI'0, KBApIIEBOI'0 WU
crexysiHHOro crepxkHd [80, 81]. B kauecTBe copOLm-
OHHOI (pa3sl (BOJIOKHA) JIJIsT U3BJICYEHUS OXpaTOKCHUHA
A 13 11po0 chIpa UCITOJIb30BAIM MOJIMMEPHYIO TIJICHKY
C YIJIEpOIHBIM OKPBITHUEM, UMMOOMIM30BaHHYIO Ha
CTaJIBHOM CTepKHE U IIPeaBapUTEIbHO BbIAEPKaHHYIO
B BOIHOM pacTBope coJisiHoit kucaoThl [82]. Crep-
>K€Hb HAIIPSIMYIO BBOIUJIU B 0Opa3el] chipa TaK, YTOObI
00€eCeYnTh MOJIHOE COTIPUKOCHOBEHME CJIOSI COP-
OeHTa ¢ mpo0oii, MOCIE YEro ero OCTaB/ISIM B TAKOM
noJjioxxeHuy Ha 20 MUH JIS1 BBIIEISHUS OXpaTOKCHMHA
A. Hanuuue KMCIOTHL B COPOLIMOHHOM CJIo€ o0ecre-
YKMBaJI0O MacCOMNEePEeHOC aHaIuTa B MOJIEKYISIPHOMI
dopme. [Noce copbLMM ocTaTKU MPOObI yAAJISIN
C MJICHKU U 37I0MPOBAJIM aHAJUT METAHOJIOM IS
nocnaenytoiiero B2 KX—MC/MC-ananu3a. I1pen-
JIOKEHHBIH CITOCO0 SIBISIETCS TIPOCTHIM U He TpedyeT
OoJIbIINX 00BEMOB pacTBopuTeseii. Bo1okKoHHYIO
TOMD TakKe IPUMEHSTIOT I M3BJIEYEHUST MUKO-
TOKCUHOB (OXpaTOKCUH A, IIMKJIOMHUA30HOBAsI, MU-
Ko(eHoIoBasi, TEeHya30HOBast KUCJIOThI) U3 XXUIKUX
npo6 (nuso [83], BuHO [84]) wiu u3 3KCTPaKTOB U3
TBepIbIX ITPo0 (CHIp [85, 86], KyKypy3HbIe XJI01bs [87])
C IIOMOIIIbIO COPOEHTOB Ha OCHOBE MOJIUAUMETUICHU -
JIOKCaHa ¥ TMBUHWIOeH30a (TomuHa 60 MKM) 1100
noauaTuineHrukonst Carbowax u cmoiisl TPR-100
(TommuHa 50 MKM). AHAJTUTHI OTNIPEAesISIIOT METOIAMU
BOXX-YO u BOXX-DJI.

bonee adpdpekTuBHBIM criocoboM gBisieTcss MD
Ha BKJIAAbIIIEe MATHUTHOI MeIIaJKu, BO3MOXXHOCTH
KOTOPOI1 TTporeMoHCTpupoBaHkl ITpu BOXKX—MC/
MC-onpeneneHuu apJaTOKCHHOB B CYXOM MOJIOKE
1151 netckoro nutanus [88]. ITocie akcTparupoBaHUs
aHaJIMTOB B BOIHBIN pacTBOP MypaBbUHOM KUCIIOThI
B YJIBTPa3BYKOBOM MOJI€ U XUIKOCTHO-KUIKOCTHOMN
9KCTpaKUMU B XJIOPOPOPM BKCTpareHT ynapuBaiu
B TOKe a30Ta. PacTBOpsUIM CyX0il 0OCTaTOK B BOJE U MO-
MeILLAIU B IOJYYeHHBIA pacTBOP BKJIAbIII MAarHUTHOM
MeIllaJIK1, U3TOTOBJEHHBII U3 TTOJIMMEPHOTO MaTe-
puaja ¢ MOJEKYISIpPHLIMU OTIIeYaTKaMu, B MaTpUILy
KOTOpOTO BO BpeMs cuHTe3a BBoauau MHY marue-
tuTa. CopOlius NMpoTeKasia Mpy BpallleHUW BKJIaabIIIa
B MAarHMTHOM T10JIe. MUKOTOKCHHEI IeCOPOUPOBAIIA
C TIOJIMMEPa CMEChIO METaHOJIa U YKCYCHOM KHUCIIOTHI.
DI10aT ynapuBaIi B TOKE a30Ta, paCTBOPSUIM OCTa-
TOK B ITONBIKHOM (paze 1 onpenensuin ahIaTOKCHHEI
METOIOM XKUAKOCTHOI XxpoMarorpaduu. JloCTUTHYTHI
TMpenenbl oOHapyXeHus B HTepBaje ot 0.3 1o 2 HI/KT.

XKYPHAJI AHATUTUYECKOU XUMUU

ITOYNBAIJIOB n np.

Cy1iecTBeHHOE YCKOPEeHHMEe MacCOIepeHoca I10
CPaBHEHMIO C ABYMSI paCCMOTPEHHBIMU BHIIIIE METO-
JaMu HabJonaeTcsl B MeToe nucriepconHoil TOMBD
IIPU MCIIOIb30BaHUN MUJIIUTPAMMOBBIX KOJTUYECTB
HaHOpa3MePHBIX COPOEHTOB Ha OCHOBE YIJICPOTHBIX
MaTepualioB, METaJJIOB, OKCHUIOB MeTaJlJIOB/HeMe-
tajnoB [89, 90], KoTopble paBHOMEPHO pacIpee-
JISTIOTCS IO 00BbeMY ITPOOKI 1 UMEIOT OOJBIIYIO TIJIO-
IIagb MOBEPXHOCTH 3a CYET Majioro pasMmepa. Tax,
IUIsl KOHLIEHTpUpoBaHud adaaTokcuHos By, B,, G,
G, U3 NOJISAPHBIX Cpel MpUMeHWIH [91] HaHOCTEpXK-
HU OKCHUIA LIUPKOHUS, MoguduurpoBanHbie UK —
1-rexcmit-3-MeTUIMMUAA30JMs rekcadropdocdarom.
ITocne akcTparnpoBaHMs aHAJIUTOB U3 IIPOO KPaCHOTO
OCTpPOTO TIeplia U apaxuca B CMECh alleTOHUTPUJIA
U BOMABI MOJIYYEHHBIN 3KCTPAKT BCTPSIXUBAJIU C COP-
6eHTOM (1 MUH) Ha BUXPEBOI MeIllaJIKe, SII0UPOBATN
aHAJIUTHI AlICTOHUTPUIOM U aHAJIM3UPOBAIIM 3TI0aT
MetonoM BOXKX-DJI. INpenensr ooHapykKeHUS CO-
craBuian 0.01 MKr/KT u BbIe. 7151 HOTIOJHUTEILHOTO
KOHIIEHTPUPOBaHUS aHAJIMTOB MOCJIE UX DIIOUPO-
BaHUsI C cOpOeHTa (JOIMMpPOBaHHAS a30TOM 1 CEpOit
caxa [92], xene3oconepKallye MeTalJIoOpraHnYecKyie
KapKacHEBIe CTPYKTYpHI [64]) nmpuMmensior J2K2KM D
¢ KBasuruapoGoOHBIMH U TuapodooHbIMU ['DP B Ka-
YeCTBE 3KCTpareHToB. I1pu 3TOM BIIIoMpoBaHUE BO
BTOPOM CJIy4dae IIPOBOIAT C IIOMOIIbIO TUAPO(PUIEHOTO
I'DP Ha ocHOBe x0MHa XJIOpUIa U STUJICHIJIUKOJIS,
KOTOPBIN B JAJILHEUIIEM CIIYXKUT IUCIIEPraTOPOM TH-
npodobHoro 'DP Ha ocHOBe MEHTOJIA 1 JeKaHOBOM
KucioThl. TakuMm o6pa3oM, yaaeTcss 000MTUCH 0e3
MPUMEHEHMS KJIaCCUYECKNX 00Jiee TOKCUYHBIX IO~
JISPHBIX X HETIOJISIPHBIX OPTaHUYECKUX PACTBOPUTEIIEH.

st ynpolieHus poleaypbl AUCIEePCUOHHOM
TOMD npenmoxero mpumeHsaT MHY Ha ocHOBe
OKCHIOB 3keJe3a (daile Bcero Maruetuta [93]). octo-
MHCTBOM TaKMUX COPOEHTOB SIBJISIETCS BO3MOXKHOCTD MX
OTHEJIEHUS OT XKUIKOH (ha3bl IIPU ITOMOIIY BHEIITHETO
MAarHMTA, YTO ITO3BOJISIET UCKITIOYUTD CTAIUN LIEHTPH -
(yrupoBaHUS MOCJIE 3TAIIOB COPOLIMM, TPOMBIBKU
copOeHTa M 3JIIOMPOBaHUS aHATUTOB (puc. 6). st
npeonoyieHus ckiioHHocth MHY MarneruTa x arpe-
ralyu, YIydIeHUsI 1X COpOLIMOHHBIX CBOMCTB U YBE-
JIMIEHUS CEIEKTUBHOCTH COpOSHTA IIPU BEIICIICHUN
MMKOTOKCUHOB Pa3INYHBIX KJIACCOB 13 SKCTPAKTOB U3
mpo0 miieHusl [94], oBoleii, ¢ppykToB u srof [95],
npstHocTel [96] mosydanu KOMIIO3UTHBII MaTepual
Ha ocHoBe MHY u noiarmepa ¢ MOJIEKYISIPHBIMU OT-
nevatkamu [94] mu6o momudumposaayn MHY monu-
UPpoJIoM [96] WK KOBaJIeHTHBIMU OPTaHUYECKUMU
KapkacaMu [95]. AHaJIUTHL ONPEeAe/ISUIN METOTaMuU
BOXKX-Y® u BOXXX—MC/MC.
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Puc. 6. CxeMa nucriepcMoHHOI TBepnodasHoi MUKPOIKCTPaKIIUM ¢ MPUMEHEHUEM MarHUTHBIX HAHOYACTMII.
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Puc. 7. Cxema nnpoTouHoii TBepao¢ha3HO MUKPOIKCTPAKIIVM.

J171s1 aBTOMAaTU3alMU TTpoliecca COpOIMY aHAIUTOB
13 Ipo0 U OCYIIECTBICHUS €ro B peXXUMe OHJIaH
npemioxeHa nporouynas TOMD B Kanuuisgpe, Mo-
cJIeOBaTEIbHO COSMMHEHHOM C CMCTEMOM JIJIsT XpO-
maTorpagudeckoro aHanusa (puc. 7) [30]. Kak npa-
BUJIO, COPOEHT ITOMEIIAIOT B KAITUJUIAP B IUCIIEPCHOM
cocrossHUH [97], HAHOCSIT Ha CTEHKM Kanuyuisipa [98,
99| Uy MoJIy4aroT B KAIMILISIPE ix Situ B BUJIE MOHO-
ymTa [100]. DiroaTt U3 Kanujuisipa HATIPSIMYTO TIOAi0T
B XpoMaTorpaHnuecKyro KOJIOHKY. JJaHHbBII MOIXO
npomeMoHcTpupoBaH B pabore [100]. Ha mepBom
aTare yepe3 CUCTEMY IIPOITYCKAIN PACTBOP-HOCUTEIb
(BOMHBIIA pacTBOP, COAEPXKAIINI AlleTOHUTPIIL K TPUQ-
TOPYKCYCHYIO KUCJIOTY) [UIsl KOHIMLIMOHUPOBAHUS

KYPHAJI AHAJTUTUYECKON XUMHUU TomM79 Ned

COpPOLIMOHHOM KOJJOHKU. 3aTeM B JO3UPYIOIILYIO IeT-
JII0 OTOMpPaJIM BOTHO-OPraHUYeCKUil 3KCTPaKT MPo-
OBl puca, conepxaluii 3eapajieHoH, ahJIaTOKCUH
B, u crepurmarouucTuH. B kanuiuigpe ¢ copOeH-
TOM Mpourcxoauaa copouus aHaauToB. C MOMOIIbIO
BTOPOI0 Hacoca B KallWUISIP ITOAaBaJIv MOIBMKHYIO
¢azy (aeTOHUTPUI U PaCTBOP TPUDTOPYKCYCHOM
KMCJIOTHI) IS 9I0MPOBaHMs aHAJIUTOB; 3/110aT Ha-
npaBisuii B cuctemy mist B2 KX—MC/MC-ananusa.
Croco0 Io3BOIIJI TOCTUYh BEICOKHUX 3HAYECHUI KO-
s punreHToB KoHUeHTpUpoBaHus (72—99). B pa-
6ote [97] mnst BEIACIICHUS 3eapaieHOHA, IIUTPUHIHA
M OXpaTOKCHHA A 13 MOJIOYHBIX IIPOAYKTOB MOCIIE
JEMPOTEMHU3ALNY B peXXUMe OHJIaiiH UCIIO0Ih30BaIN
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KanuUIsIp, B KOTOPBI MOMeIaad JOMUPOBaHHbIE
rpaceHOM IOJIMMepHbIe HAHOBOJIOKHA. Bo3aMoXHOCTH
MPUMEHEHMSI KalMWLISIPOB € YaCTULIAMU YITIEPOTHOIO
ruapodobHoro matepuana (Carboxen) mokasaHbl
npu BOXX—MC/MC-omnpeneneHUM NaTyjanHa BO
dpyKTOBOM COKe 1 cyxodpyKTax [98], a TakKe oxpa-
TOKCHHOB A 1 B B mpobax opexoB, KyKYpY3HBIX 3epeH,
puca v MeHunIHoi Mmyku [99].

XapaKTepI/ICTI/IKI/I METOOUK OIIPEACIICHUA MUKOTOK-
CHHOB B ITMIIEBLIX IIPOAYKTAaX, BKIIIOYAaOIINX MUKPO3KC-
TPaKIIMOHHOC BbIACJICHNE aHAJIUTOB, IIPUBCACHBI B Tabm. 1.

*k % *

MUKOTOKCUHBI — OJHM U3 HauOoIee OIMacHBIX
3arpsI3HUTENICH MUIIEBHIX IIPOAYKTOB U KOPMOB IS
>KMBOTHBIX, COIEPXKaHNE KOTOPBIX KOHTPOJIHMPYETCS
C 1LIeJIbl0 oOecnedyeHus moTpeduTeeit 6ezonacHoi
npoaykuuei. B aHanuTuyeckoit npakTuke IJisl orpe-
IeJIeHUS CJICIOBBIX KOHIICHTPALIM MUKOTOKCHOB
MPEIIOXKEHO UCII0Ih30BaTh MUKPOIKCTPAKIIMOHHbIE
METOJIbI, KOTOPbIE MTO3BOJISAIOT 3(PHEKTUBHO YCTPAHSITh
Mellalollee BAUSHIE MATPUIHBIX KOMIIOHEHTOB P00
U KOHLIEHTPUPOBATh aHAJIUTHI. AHAIN3 JIUTEPaTypPhl
MoKa3aj, YTO MUKPOIKCTPAKIIMOHHBIE METOABI OTHO-
CUTEJTIbHO JIETKO COYETAIOTCS C XpoMaTorpauuecKuMH,
3JIEKTPOPOPETUIECKUMU U CIIEKTPaTbHBIMU METOAAMU
TIpY OIpeaeIeHU MUKOTOKCUHOB B ITUIIIEBBIX IIPOIYK-
Tax. B mocienHee BpemMsi ocob0e BHUMaHUE YIETSIOT
npumeHeHno MK, I'DP u CMP kak 3¢ heKTHBHBIM
SKCTpareHTaM JJIs BBIACIICHMS 1 KOHLICHTPUPOBAHMS
MUKOTOKCUHOB 13 pa3HbIX MaTpuil. OCHOBHBIE IIpe-
MMYIIEeCTBa TAKMX METOIOB — HU3KUIA pacxol 3KC-
TPareHTOB U HEOOJIBIIIOE KOJIMIECTBO 00Pa3yIOIIIXCSI
OTXOJIOB, a “IM3aifHepCKUe” DKCTPATCHTHI SIBIISTIOTCS
9KOJIOTMYECKM 0€30MaCHBIMM 1 BO MHOTHX CIIyJasix
U30UpaTEeIbHBIMU 110 OTHOIIEHUIO K OIIPENeIsSIeMbIM
BEILLIECTBAaM.

ABTOpHI BhIpaxaloT OarogapHocth PoccuiickoMy
HayuHomy poHmy Ne 21-13-00020 (https://rscf.ru/
project/21-13-00020/).

Asmopul 3aa6a5at0m 06 omcymcmeuu KOHGAUKma
UHmMepecos.
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MICROEXTRACTION ISOLATION AND CONCENTRATION
OF MYCOTOXINS FOR THEIR DETERMINATION IN FOOD PRODUCTS
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@ St. Petersburg State University, Institute of Chemistry 198504 St. Petersburg, Russia
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Abstract. Mycotoxins are among the most dangerous natural contaminants of food products. The review
discusses the principles of microextraction methods (liquid-liquid and solid-phase microextraction) used
for the isolation and concentration of mycotoxins from food products for their subsequent determination
by various physico-chemical methods of analysis. The capabilities and limitations of the discussed
methods, as well as examples of their practical application, are described.
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OnpeneneHre rpynItoBOro yriIieBOIOPOIHOTO COCTaBa (HACHIIIIEHHBIE M apOMAaTUIECKIE YIJICBOTOPOIbI,
CMOJIBI, achanbTeHbl) HEMTIHBIX AUCTIEPCHBIX CUCTEM MPOBOAST IMPEUMYIIECTBEHHO C UCIIOIb30Ba-
HUeM xpoMmaTorpaduyecKrux MeTOJ0B aHaIu3a; XKUAKOCTHOI ancopOIIMOHHOIT XpoMaTorpachuu, Bbl-

coK03((HEKTUBHOM XKUAKOCTHOU XxpomaTorpaduu,

TOHKOCJIOMHOM XpOMaTOFpa(I)I/H/I C MJIaME€HHO-HO-

HU3AIIMOHHBIM JeTekKTrupoBaHueM. CrienndrKa CTaHIaPTHBIX METOIUK, pa3pa0OTaHHBIX ISl aHaIM3a
He(PTIHOTO CHIPHSI U HEDTEIIPOAYKTOB TEM WJIM MHBIM METOIOM, 3a4acTyIO SIBJISICTCS IMPUINHOMN He-
COITOCTAaBUMOCTH PE3YIBTaTOB KaK 110 HOMEHKJIATYpE BBIIEISICMBIX YIIEBOMOPOMXHEIX TPYIII, TaK U II0
oIpeneIsieMbIM 3HAaUCHUSAM KOHIIeHTpaluii. B HacTosieM 00630pe IIpuBenecHa CpaBHUTEIbHAST OIICH-
Ka XxpoMaTorpauyeckux METOIOB aHaIM3a I'PYMIIOBOro YIIEBOIOPOIHOIO COCTaBa HE(TSIHOTO ChIPhS
U HeTENMPOAYKTOB, UX OCOOEHHOCTH, IMPEUMYIIECTBAa U HenocTaTKy. OmKcaHbl OCHOBHbBIE BapyaHThI
MoaubUKalUuu CTaHIAPTHBIX METONMK, HaIlpaBJI€HHbIE HAa TOCTHXKEHHE KOPPEISILIMN MEXTY MoJlyyae-

MBIMUM pa3HbIMU METOAAMMU aHaJIn3a pe3yJabTaTaMU.

KuroueBbie ¢j10Ba: rpyIIIoBOil YIIIEBOIOPOIHBIN COCTaB, XKUIKOCTHASI aACOPOIIMOHHAs XpoMaTorpadusi,
BBICOKO3((peKTUBHAS KXKUAKOCTHAsI XpoMaTorpadusi, TOHKOCJIOiHAsI XxpoMaTorpadus ¢ niaMeHHO-
MOHM3AIIMOHHBIM JCTEKTUPOBAHUEM, CTAaHAAPTHAsI METOAMKA, MOAUMUKAIIYSI.

DOI: 10.31857/50044450224040022, EDN: vlhevy

HedraHoe chipbe 1 HeGTENPOMYKThI PEACTABISIOT
c000Ii CI0XHYIO MHOTOKOMITIOHEHTHYIO HE(DTIHYIO
muctiepcHyto cucremy (HJ1C). IlepBuuHoe mpencTas-
nenue o HIC ckimagbiBaeTcs HA OCHOBE U3YYEHMS €€
¢duznyeckux cBOUCTB. 1151 BbIOOpa ONTUMAJILHOTO
npoiecca nepepadoTK HEPTIHOIO ChIPbsI HEOOXOIK-
MO 3HaTb €ro COCTaB, OMpeaeTIeHe KOTOPOro TpedyeT
MPUMEHEHMS IIMPOKOro Habopa (PU3NKO-XUMUIECKUX
MeTonoB [1-3].

Tpammumonno nipu aHanm3e HJIC paccMarpuBaroT
€e 2JIEMEHTHbII, (DpaKUMOHHBII U TPyNIOBOI yIiie-
BonopoaHblit (YB) coctaBbl. Paznuunbie Tumnsl HIC
MMEIOT CXOXMIA M OTPAHUYEHHBINA Y3KUM JUAIIa30HOM
colepXKaHUi MaKpO3JEMEHTHBIN cocTaB [4]. OCHOB-
Hy1o yacTh H/IC cocrapmstror ymiepon (82.5—87.0 mac. %)
u Bomopor (11.5—14.5 mac. %). OcrabHast ee 4acTb Ipy-
XOIUTCS Ha TeTEPOATOMBI (Cepa, a30T U KUCIOPOM), UX

cyMMapHOe cofepaHue penko npesbiinaet 10 Mac. %.
Kpome Ha3zBaHHBIX BEIIE 3JIeMeHTOB, B coctaBe HIIC
B HE3HAYMTEJIbHBIX KOJIMYECTBAX ITPUCYTCTBYIOT MUKPO-
3JIEMEHTBI (METaJUTbl M HEMETAJLIbI), COCTaB KOTOPBIX
OTJIMYACTCS ISl PA3IMYHOr0 He(TSIHOTO ChIph [1, 3, 5.

DpaKIMOHHBIN COCTAB IPEACTABIISIET COOOI pacipe-
neneHue Y B-gpakiuii mo TeMnepaTypHbBIM TpeneaaM
Havajia 1 KOHIIa KutieHus1. I1py 3ToM pe3yssraThl orpe-
neneHus ¢ppaKIIMOHHOIO COCTaBa HE MO3BOJISTIOT Olie-
HUTb xuMHnueckyto npupony HIC ¢ 1e/bto BBISIBICHUS
BO3MOXHOTO CITIOcOo0a ee nepepadoTKU.

B xnnaccruyeckoM BapuaHTe oA rpynmnoBbiM Y B-co-
craBoM roHuMarlot pasaeneHue HIC Ha yeTkIpe rpym-
bl coeMHEeHU (TaKk Ha3biBaeMble SARA-TpymnIib):
HachlleHHbIe Y B (aHm. saturates), apoMaTudyecKue
VB (aHrn. aromatics), cMOJIbI (aHIJI. resins) u ac-
danbreHbl (aHII. asphaltenes). HacblineHHble YB
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MIPEICTABISIIOT cO00M anndaTUIecKe HeTIOISIPHBIC
COENUHEHMUSI, TaKMe KaK pa3BeTBICHHbIE M HOPMaJib-
Hble aJIKaHbl (H-aJKaHbl), LIMKJI0aTKaHbl. ApOMaTH-
yeckue Y B xapakTepusyloTcss HU3K0i MOISIPHOCTBIO
1 BKJIIOYAIOT COSTMHEHNSI, COIepKaIllie OMHO 1 0oJjiee
apoMaTH4ecKuX/Tuo(eHOoBbIX Koell. CMOJIbI 1 ac-
¢anbTeHbI COCTOAT U3 MOJUIUKINIECKUX apoMa-
TUYECKUX (PparMEeHTOB, OKPYKECHHBIX aJIKMJIbHBIMU
3amecturenamu [1, 3, 4, 6—11]. U3 Bcex npeacraBieH-
HBIX TPYIIIL CaMO€ CI0XKHOE CTPOEHME IIPUCYIIE ac-
danbTeHaM, OTIMYUTETLHON 0COOEHHOCTBIO KOTOPBIX
SIBJISIETCSI HEPACTBOPUMOCTH B HU3KOMOJIEKYISIPHBIX
H-aJIKaHaxX ¥, HAaIIpOTUB, PAaCTBOPUMOCTh B MOHOA-
pomatnyecknx YB [11, 12]. XuMuyeckoe moBeneHIe
ooabsmmHceTBa TUNIOB H/C 3aBUCUT OT comepKaHUit
BXOASIIMX B UX cocTaB Y B-rpynm. B cBs3u ¢ aTum
pe3yabTaTHl OIIpeaeeHUS TpyImnoBoro ¥YB-cocraBa
NMEIOT 0COOYIO TIPAKTUUECKYIO 3HAUMMOCTE [7—10,
13, 14]. OHM MOTYT IPEOOCTABUTH BaXKHYIO MH(MOP-
Mall1Io 0 COBMECTUMOCTHU U yctoitunBocT HIC nipu
CMEIIIEHNH, CKIIOHHOCTH K KOKCOOOPa30BaHUIO, O CO-
XpaHEHNH CTa0MILHOCTH, a TAKKE KOPPEISIILINN ¢ Du-
3MYECKUMU CBOMCTBaMU U T.1. [4, 6, 11, 14, 15—17].

Kak nmpaBuiio, rpynnoBoii YB-cocTtaB onpeneisiior
C TIOMOIIBI0 A0COJIFOTHBIX M OTHOCUTENIHLHBIX XpOMa-
TorpachruecKUX MeTomoB aHaau3a. K nepsoii rpyrime
METOIOB OTHOCSAT XXMIKOCTHYIO aICOPOIIMOHHYIO XPO-
Matorpadwuio (Meton 2KAX) 1 COTbBEHTHYIO 3KCTPaK-
LIMIO, KO BTOPOI — BEICOKO3(D(EKTUBHYIO KMIKOCTHYIO
xpomarorpaduio (Mmerom BDXKX), TOHKOCTIOIHYIO
Xpomarorpahuio ¢ rIaMeHHO-UOHU3ALMOHHbBIM IETEeK-
tupoBaHueM (Meton TCX-TTN]I) u cBepXKpUTUIECKYIO
dmonanyio xpomartorpaduio [1, 3, 4, 6—10, 13-21].
I1pu 3TOM Hanbonee BOCTpeOOBAHHBIMMU SIBISIIOTCS
METOIUKHU OIpeaesieHUus rpymmoBoro ¥ B-coctaBa me-
togamu KAX (metonuku 2KAX), BOXKX (MeTonuku
BOXX), TCX-TINJ (Metomuku TCX-TTHU).

Ha ocHoBe nepeunciaeHHBIX BBIIIEC METOIOB aHa-
JIn3a pa3paboTaHbl CTaHIAPTHBIE METOMUKM, KaXKaast
13 KOTOPBIX UMEET CBOIO CIeM(UKY, CBI3aHHYIO:
1) ¢c mpupoaoii aHaaM3upyeMoro oopasia (HepTsaHoe
CBIpbE C pa3IMYHBIM COIepKaHUeM JeTydnx Y B/ac-
¢ansreHoB, He(PTENPOAYKTHI); 2) C 0COOCHHOCTSIMU
MPUMEHSIEMOr0 MeToa aHaIN3a; 3) ¢ YCIOBUSIMU ITPO-
BeleHUs aHaIu3a (MCITOIb3yeMble JTIOCHTHI, COPOCH-
ThI ¥ TIp.); 4) C KOHCTPYKIIMOHHBIMU OCOOEHHOCTSIMU
6710Ka XpoMmaTorpaguieckoro pasaeaeHus [22—38].

B 3aBucHUMOCTH OT BBIOpaHHOTO METOAa aHaIu3a
HJIC n mpuMeHeHMs COOTBETCTBYIOIIEI CTaHIapT-
HOWM METOAMKMU OTIPENEsIOT pa3InuHbie Y B-Tpynmsbl,
KOTOpPbI€ MOTYT OTJIMYATHCS 10 COCTaBY KaK APYT OT
napyra, Tak u oT SARA-rpymm. DTo MoXeT ObITh MpU-
YUHOM HECOMOCTAaBUMOCTH TOJYyYaeMbIX PE3YJIbTATOB,
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YTO ITOOYXKIAaeT UcClemoBaTeaeii MOonTu(pUINPOBATh
cTaHIapTHBIE MeTOIUKH [4, 6, 8—10, 13, 14, 18, 20,
21, 39—45].

Hacrosmmii 0630p IOCBSIIEH paCCMOTPEHUIO
OCHOBHBIX XpoMaTorpauuecKrux MeTOI0B Oompee-
JieHus rpynnosoro YB-cocraBa HIC (MeTonsr 2ZKAX,
BOXX, TCX-TTN/) 1 COOTBETCTBYIOLINUX UM CTaH-
JApTHBIX METONMK C IEJIbIO BRISIBICHUS X OCOOCHHO-
CTell, IPEeNMYIIECTB U HENOCTAaTKOB. JOMOIHUTETLHO
OIMMCAaHbl BAPUAHTHI NTPEMJTOXKEHHBIX MOTU(UKALINIA
CTaHIAPTHBIX METOAVK, HAIlpaBJICHHBIX HA TOCTH -
JKeHUE KOPPEISIIUNA MEXKAY IMOJIy4aeMbIMU Pa3HBIMU
MEeTodaMM aHaju3a pe3yJibTaTaMu.

OCHOBHBIE XPOMATOT'PAONYECKHUE
METObI OITPEAEJTEHWA I'PYIIIIOBOT'O
YITIEBOAOPOAHOT'O COCTABA
HEDOTAHBIX JUCITEPCHBIX CUCTEM

Merton KUIKOCTHO# aICOPOIMOHHOI XpoMaTorpaduu
SIBJISIETCS TIpeIiapaTUBHBIM METOIOM OIIpenesIeHUS
rpynmnoBoro YB-cocraBa. Merton pa3pabotaH B 1970-x
rofax JJjis aHaIn3a He(PTIHBIX OMTYMOB M TSKEJIBIX
HeMTAHBIX JUCTUILIATOB [46, 47] U cTan B TO BpeMs
MouCcTUHE peBomoInOHHBIM. CyTh MeTona 2KAX 3a-
KJII04aeTcs B mpeaaputenbHoM pazaeneHun HIC Ha
MaJIBTCHEI 1 ac(aIbTeHEI C ITOCICAYIOIIM pa3aeie-
HHEM MaJIbTeHOBOI YacTU. MaJbTeHbI pa3aesioT Ha
VB-rpyIinsl ¥ BEIIESIOT B 3aBUCUMOCTH OT paCTBOPH-
MocCTHU 1 nojsipHoctu [1-4, 6, 7,9, 10, 14, 17, 18, 20].

ITpouenypa npoBeaeHUs aHAIM3a JAHHBIM METO-
JIOM BecbMa TpynoeMKka. Beigenenue achaibreHOB U3
HJ1C 0OBbIYHO OCYIIIECTBIISIOT IyTEM UX OCaXICHUS
N30BITKOM HU3KOMOJEKYJISIPHBIX H-aJIKaHOB (1a-
Jnee — geacdaabTu3alysl) — H-IIeHTaHa, H-TeKcaHa
WIX H-TellTaHa — TP MHOI04acoOBOM KMITSTYEHUU.
OcaxaeHue MPOUCXOIUT U3-3a HECOOTBETCTBUS pa3-
Mepa U TUIIa MOJICKYN acdalbTeHOB U OCaauTeIsl.
Ilocne ymaneHust ocaguTelist MaJbTeHBI pa3aelissioT Ha
VYB-rpy1iisl ¢ TOMOIIBIO PACTBOPUTEIIEH (2TI0OEHTOB)
Ha XpoMaTtorpad@uiyeckoii KOJIOHKE B ITOPSIIKE YBEIM-
YeHUsI OJISIPHOCTY COeNMHEHWIT: HaCHIIIICHHEIE Y B,
apomaruueckue ¥YB u noJsipHble coequHeHus. [pa-
HUILIBI pa3ae/ieHus B XpoMaTorpauieckoi KOJOHKE,
KakK MpaBujio, OLIEHWBAIOT BU3YAIbHO C TTOMOIIbIO
pedpakToMeTpa WX UCTOYHUKA YIBTPapUOJIETOBO-
ro (Y®) uznyyeHus. MaccoBylo SO0 BbIAEIEHHbIX
rpynn YB onpenenstiioT rpaBuMeTprudecku. Takum
obpaszoM, metoa KAX sBisieTcss aDCOTIOTHBIM U He
TepseT aKTyaJIbHOCTH OO CHX II0P.

Meron xapaKTepHU3yeTcs psIOM JOCTOUHCTB U He-
mocrarkos [4, 6, 7,9, 10, 13, 15, 16, 19, 39]. K 6es-
YCIOBHBIM JOCTOMHCTBAM METOIA MOXHO OTHECTH
Ne 4
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HEIECTPYKTUBHBIN XapaKTep, BO3MOXHOCTD IIPUTO-
TOBJICHUSI TPALyUPOBOYHBIX OOPa3IIOB [JIs IPYTUX
XpoMaTorpauyecKux METOIOB, IIPOCTOTY aIrmapa-
TYPHOTO 0hOpPMIICHUS.

OCHOBHBIMU HEIOCTATKAMMU SIBJISIIOTCSI: BLICOKHE
3aTpaThl BpeMeHHU, 00IbII0I pacxon obpasiia, MaTe-
pUAJIOB U peaKTUBOB, HEOOXOOUMOCTh ITOATOTOBKU
obpasua K aHanusy (yJaaBJIMBaHUE JIETYYUX COCIU -
HeHUI n/nian geacabTU3ains), TPYIHOCTHU aB-
TOMaTHU3alluM Ipoliecca (HampuMep, MOIKIIOUeHUE
CHCTEMEBI BBOJIA DIIIOCHTOB U/WJIN JETEKTOpa), HU3Kast
BOCIIPOM3BOIUMOCTh PE3YJILTATOB.

MeTton BbICOKO3((PEeKTUBHOM KIUIKOCTHON XpOMa-
Torpadpuu. Hemoctatku metona 2KAX MoaTOIKHYIN
HCCIIenoBaTeleii K ITOMCKY HOBBIX METOIOJIOTMUECKIX
MOAXOA0B K OIpeNeeHUIo rpymmnoBoro ¥ B-coctaBa
HJIC. IlepBoouepenHoii 3agaueit Obl1 BLIOOD MH-
CTPYMEHTAJIBHOT'O MeToAa, 00JIaIaioIIero BEICOKUMU
oxKasaTeJIIMU ITPON3BOIUTEIbHOCTH, YYBCTBUTEIIh-
HOCTHU ¥ To9HOCTH. Meton BOXKX ynosieTBopsin
9TUM TpeboBaHusIM [48—50] 1 cTan aKTUBHO NMPUMeE-
HAThCS Wit aHann3a HIC ¢ mmpokum nrarra3oHOM
TeMreparyp KuneHusl. J{onoqHUTEIbHO OH O3B0
mrdepeHIPOBaTh ApOMaTUUECCKHAE COSTMHCHUS
I10 YMCJIy apOMaTUYECKUX KOJIell Ha MOHO-, OM-, TPU-
U mojauapoMaTtudeckue [3, 68, 15, 16, 18, 2729,
31-33, 35-38, 41].

ITpouenypa onpeneneHus rpymmnosoro ¥YB-coctaBa
HJ1C meTonoMm BO2KX aHaiornyHa onucaHHOM BbIILIE
111 Metona 2KAX, Ho MeHee TpynoeMka. Ha nepBoii
CTaguu MPOBOIAIT AeacaabTU3alnIo 00pasia, KOTo-
past OCYILIECTBIISIETCS ITyTEM eT0 KPaTKOBPEMEHHOTO
MIEPUOANIECKOrO BCTPSIXUBAHMS C OCamuTeIeM Oe3
KuTIsTIeHus1. B kagecTBe ocaguTenst achaabIeHOB, Kak
IIPaBUJIO, MCIOJIB3YIOT H-TeKcaH. Ha Bropoii ctannu
MOJTyYEHHBII pacCTBOP MaJIbTEHOB BBOIST B XpOMaTO-
rpad a1s1 onpeAesieHus Tpex rpynn Y B: HackIeHHbIE
VB, apomatuueckue YB u noasipHble coequHEeHMSI.

B xiraccmyeckom BapraHTe HOpMaIbHO-(Pa30Boi
XpomaTorpaguu B KaueCcTBE MOJISIPHOI HEMOABYKHOM
(has3sl IPUMEHSIOT CBSI3aHHBINM C AMUHO-, IIMAHO- VI
JIVOJIbHBIMU TpyIIIiaMu cusiukarens [7, 8, 10 18, 41,
50], a B KauecTBe HENOJISIPHOM MOABUXKHOM (ha3bl —
€IMHCTBEHHBII paCTBOPUTEIIb, OH XK€ OCaauTesIb Ha
craguu aeacgansru3anuu. I1pu 3ToM B xone aHaiIu3a
HaIlpaBJICHUE 3IIOMPOBAHUS U3MEHSIETCS C IIPSIMOTO
Ha ob6paTHoe. CurHaj, mojydyaeMblii OT HaChIIIEHHBIX
VB, peructpupyoT pu NpsIMOM DJIIOMPOBAHUU, & CUT-
HaJ oT apoMatuyeckux ¥ B — npu o6patHom. Tlonsip-
HBIE COSIMHEHNS B 000X peXXnMax yIoepKIUBalOTCs
B KosloHKe. Mx comep:kaHue B 0Opasiie onpenessior
pacueTHBIM nyTeM [48]. s yoaneHUsT OIS pHBIX
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COCIMHEHUI C LICIBIO PEreHepani KOJIOHKM €€ I1PO-
MbIBalOT JUXJIOPMETAHOM.

Hcnonp3oBaHne HECKOIBKUX HETIOMBMKHBIX (a3
Pa3IMYHOM TOJIIPHOCTU 00€CTIEYNBAET BO3MOXKHOCTh
3JII0MPOBAHMS MOJIIPHBIX COSIMHEHMI C IIOJTyIeHUEM
perucTpupyemoro curiaia |6, 8, 10, 41, 43, 50]. Ie-
TEKTUPOBAHUE HACHIIIICHHBIX COSIMHEHNMN OCYIIIECT-
BJISIETCS TIPEUMMYILECTBEHHO C UCIOJIb30BaHUEM pe-
(dpakTomeTpa. [1py oTHOCUTEIHHOM YHUBEPCATEHOCTH
JMIaHHOTO AETEKTOpa €ro YyBCTBUTEILHOCTh OIpaHu-
yeHa [7]. HanpoTuB, BEICOKOI 4YyBCTBUTEIbHOCTHIO,
HO TOJIBKO HE I10 OTHOIIEHUIO K (PIyopecupyIOM
apoMaTUYeCKrM Y B 1 MoJISIpHBIM COEIMHEHUSIM, 00-
Jnagaet criekTpockonuueckuii YP-nerekrop. [pu
9ToM YP-1eTeKTOp IaeT OOJbIIYyI0 BApUaTUBHOCTD
OTKJIMKOB, T.€. He 00eCcIieYBaeT OMHO3HAYHOII Koppe-
JIAIUY MEXITY PETUCTPUPYEMBIM CUTHAJIOM M CoAepXKa-
HUEM oTnpeneeHHo rpyrs |7, 41]. CoueTanne IBYX
JETEKTOPOB HUBEIUPYET HEAOCTATKU KaXKIOT0 U3 HUX
U CITOCOOCTBYET MOBBIIICHUIO KAU4eCTBA ONPeAeICHHS
rpynn YB. HachllieHHbie ¥YB peructpupyror ¢ noMo-
b0 pehpakKTOMETPA, a APOMATUIECKUE U TTOJISIPHBIE
coequHeHust — YD-gerekTopa [3, 6, 8, 15, 16, 41]. Kak
J110001 OTHOCUTENBbHBIN MeTon, MeTon BOXKX tpe-
OyeT yCTaHOBJICHMSI IPaIyupOBOYHON 3aBUCUMOCTH.
C 37Ol 11eJbI0 TPUMEHSIOT TPaLyMPOBOYHBIE OOPA3IIHI,
IIPUTOTOBJICHHBIEC 13 MHAVBUIYAIBHBIX Y B vm rpymin
VB, BoiaeneHHbIX MeTonoM 2KAX 13 00pa31ioB HepTH
M3BECTHOTO cocTana [8, 15, 16, 48, 50].

Meton BOXKX o6i1agaeT HEOCHOPUMBIMU Mpe-
MMYILEeCTBAMU 110 cpaBHeHUIO ¢ MeTonoM KAX. On
XapaKTepu3yeTcss HU3KMMU 3aTpaTaMu BpeMeHU, Ma-
JIBIM pacxomgoM oOpasia, MaTepHuaioB U peaKTHUBOB,
BO3MOXHOCTBIO aHaJIM3a HU3KOKUIISIIINX 00pa3loB,
COBMECTHUMOCTHIO C pa3IMYHBIMU IETEeKTOPaMU, BO3-
MOXXHOCTBIO OIpeAeIeHUS TIOATPYIII apOMAaTUYESCKUX
VB (MoHO-, Ou-, TpU-, MOJIMapoMaTUUeCcKue), bojiee
BBICOKOM BOCIIPOM3BOIUMOCTHIO.

ITpu 3TOM MeTOA He TUIIeH HeaOCTaTKOB [7, 8, 15,
16]. K HUM ciienyeT OTHECTH HEBO3MOXHOCTD aHa/IN3a
acansreHconepxaneit HC BciencTsue HeoOpaTu-
MOIi copoumu acganbTeHOB Ha HETIOABIKHOM (pase
KOJIOHKH [6, 7, 8, 10, 15, 16, 27—33, 35—38, 48], He-
00XOIMMOCTh YCTAaHOBJICHUS TPpanylpOBOYHOIT 3aBU-
cumoctu [18, 27—33, 3538, 41, 48, 50], c10XXHOCTb
anmnapaTypHOTro oOpMICHUS (B TOM YHCJIE OTCYT-
CTBME YHUBEPCAIBLHOTO CITOC00a JeTeKTUPOBAHUS
VYB-rpynm [1, 18, 41]).

Hcnons3oBanue metona BOXKX nyist onpeneneHust
rpynmoBoro Y B-cocTtaBa cTano HaydHBIM TPOPHI-
BOM. MeToa HEeyKJIOHHO pa3BUBAETCs B HaIlpaBJie-
HUM MOAEPHU3AINHN OJIOKOB XpoMaTorpadruIecKoro
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pasfelieHus], IpenyCMaTpUBaOIIUX OA00P HOBBIX
HEITOABIXHBIX (Da3 U COBEPIICHCTBOBAHUE CUCTEM
BO2XKX-xomonok. ConracHO MHOTOUYMCIIEHHBIM MC-
CJCIOBAHUSIM, OH SBISICTCS TOTCHUIMAIBHO JTYYIINM
AHAJIUTUYECKUM METOIOM OIpEAeICHUS TPYIIIOBOIO
coctaBa He(prenmponykToB [41]. [To JTaHHBIM aBTOPOB
pa6otsl [20], meTom BOXKX mpes3onren metom 2KAX
IO IIMPOTE MIPUMEHEHMSI.

MeTon TOHKOCIOIHOI XpoMaTorpaduu ¢ miamMeH-
HO-HMOHU3ALHOHHBIM JeTeKTHpoBaHueM. B xone pa3Bu-
THS TUIAaHApHOM XpoMaTorpaduu Ha pydexe 1960—
1970-x rogoB ObL1a IIpeaIoXeHa cxeMa pa3aeaeHus
U OIpeaeIeHNs] KOMIIOHEHTOB CJIOXKHBIX OpraHUUECKUX
MaTpUIl Ha TIOBEPXHOCTU TOHKUX HUJIMHIAPUYECKUX
cTepxKHel (KBapleBbIX WK CTEKJIOKEPAMUYECKUX)
C MOCJIEAYIOIIYM IJTaMEHHO-UOHU3aILIMOHHBIM AETEeK-
tupoBaHuewm |7, 13, 17, 21, 51, 52]. Hununapuyeckas
¢dopma cTepxKHeit 1o3BoJIsIa N30eraTh KpaeBhIX (-
¢eKToB, HapyIlIAIOIIUX ABMXEeHNEe (PPOHTA PaCTBOPH-
TeJIs1, a X HeOOMbIIIME pa3Mephbl TPEOOBATN MEHBIITUX
pacxonoB o0Opaslia, MaTepuajaoB U peakTuBoB [51, 53,
54]. TlnaMeHHO-MOHM3aUMOHHBIH JETEKTOP BHITOTHO
OTJIMYAJICSI YHUBEPCAIbHOCThIO, BHICOKOM YYBCTBU-
TEJIbHOCTHIO, IITMPOKUM JIMHEHHBIM TUHAMUYECKUM
JIana30HoM. DTO MOJOXKUIO Hayaslo pa3paboTKe U3-
BECTHOI 11 eTMHCTBEHHOM KOMMEPYECKH TOCTYITHOMN
Ha CEeromHSIIHUN AeHb IT0JyaBTOMaTU3UPOBaHHOM
CHUCTEMBI TOHKOCJIOMHOM XpoMaTorpaduu ¢ IaaMeH-
HO-HMOHU3AalIMOHHBIM JeTeKTUpoBaHueM — latroscan,
KOTOpas BKJIIOUaeT 0JI0K XxpoMaTorpaduyeckoro pas-
neneHus (KBapleBble CTEPXKHU, JepXKaTeslb KBapLEBbIX
CTepKHEI, EMKOCTHU ISl pAaCTBOPUTENEi), yIbTpachu-
OJIETOBYIO JIaMITy-TTaHe b TSl (PUKCUPOBAHMSI BEICOTHI
¢poHTa pacTBOpUTEIIS, INTAMEHHO-MOHU3aLMOHHBII
JIETeKTOP, 070K cOopa JaHHBIX, aBTOMAaTUYEeCKUN
J103aTop IS HaHeCeHUs oOpas3ua (OMLMOHAIBHO).
JaHHas crcTeMa uMeeT KOJIOCCabHBII MOTEHITAN
MpUMEHEHHNS B pa3IMIHBIX 001aCTIX HAYKH, IIPO-
MBIIIUIEHHOCTH, MEAWIIMHEI ¥, B TOM YMCJie, 3aHsIa
0Cc000€e MECTO Cpelli OCHOBHBIX METOIOB OIPEAEICHHUS
rpyrnnoBoro YB-coctaBa HIC [4, 7, 8, 10, 13—17, 20,
21, 51-53].

Ocnosoit Mmetona TCX-ITN/ ¢ ucronb3oBaHWEM
cuctembl latroscan siBisieTcst xpomaTorpaguieckoe
pazneneHue YB Ha MoBepXHOCTH KBApLIEBBIX CTEpKHEN
Chromarod Ha yeTbipe rpynnbl. CtepxkHu Chromarod
IMOKPBITHI IO BCEil MIMHE TOHKUM OTHOPOMTHBIM IO~
PUCTBIM CJI0EM CMECH JISTKOIUIABKOTO CTEKJIa 1 COP-
OeHTa (CUIMKAaress Wi OKCUIA aTIOMUHMS ). Masbiil
pa3dpocC YacTUIl HEMOABMKHOM (pa3kl IT0 pa3Mepy
o0ecIieuyrBaeT BEICOKYIO Pa3pelIarolIyio CITOCOOHOCTh
cucteMsl [17, 53]. Pazaenenue rpynm YB npoucxonut
IMO3TAITHO B BOCXOISIIIEM ITOTOKE ITOABIKHOM (ha3bl

XKYPHAJI AHATUTUYECKOU XUMUU

ITAHIOKOBA nu np.

IIpY CMEHE PACTBOPUTEIS B IIOPSIIKE YBETMUCHMS €TO

noasipHocTH [55]. Ha kaxaoM aTarie BhlAepKBaHE

KBapIlEBBIX CTeP:KHEI ¢ HAHeCEHHBIM Ha HUX 00pa3-
LIOM OCYIIECTBASIETCS A0 Pa3IUYHOU BBICOTHI IPO-
IBVDKeHUS (ppoHTa pacTBopuTes. BeneacTtsue Toro,
YTO XpoMaTorpaduiyeckoe pa3aeieHue BbITIOIHSIETCS

BpyuHyto, Mmeton TCX-TTHU/I mo npocToTe mpoueaypbl

UCITOJIHEHUS ycTynaeT MeTony BOXKX.

JeTekTpoBaHNE IIPOMCXOINT 3a CUET CXKUTAHMS
Y MIOHU3ALIMK Pa3eIeHHbIX B IPOCTPaHCTBE TpyIn YB
TIPU ITPOXOXKICHUH KBapLIEBBIX CTEPXKHEM yepe3 MOTOK
BonoponHoro raMeHu ropenku [TU]. Tenepupyembie
IIPY 5TOM MOHBI Pa3HOTO 3apsiia CO3IAI0T TOKU MEXIY
TOpENKOi 1 IeTeKTOpOM. PerucrpupyeMble MOHHBIE
TOKHM IIPSIMO MPOITOPLIMOHATBHBI CONEPXKAHUIO IPYIIIT
VB B ob6pazue [7, 14, 17, 5153, 55].

ITo cpaBuenuto ¢ Metonom 2KAX meton TCX-TTU/T
00J1amaeT CIeAYIOIUMY MPEUMYIIEeCTBAMU: HU3KUMU
3aTpaTaMM BpeMeHU; MaJIbIM pacxoaoM oOpasiia, Ma-
TEPUAJIOB U PEAKTHBOB; BO3MOXHOCTHIO MHOTOKPAaT-
HOT'O UCIIOIh30BaHMSI HETIONBIDKHOM (ha3bl; HATMYUEM
aBTOMAaTUYECKOI CTaaAuy JeTEKTUPOBaHUsI, bojiee
BBICOKOM BOCTIPOM3BOIUMOCTHIO.

Meton TCX-TTHU/I nnpeBocxoaut meton BOXKX 60-
Jiee BBICOKOI Tpou3BoAUTeNbHOCTDIO [13, 17, 52, 54],
BO3MOXHOCTBIO aHa/In3a acansreHconepxaiieit HIC
4,7, 8, 10, 13—17, 21, 54—56], oTcyTCTBMEM IIpoOlLIie-
Iypbl yCTAaHOBJIEHUS TPaayuPOBOYHOI 3aBUCUMOCTH.

K HemocraTkaM MeTona MOXXHO OTHECTH HEBO3MOXK-
HOCTb aHAJIN3a HU3KOKUILALIMX 00pa3LioB, TPYIHOCTH
B pa3aejeHuU CMOJI U ac(hajbTeHOB, NeCTPYKTUB-
HBII XapaKTep MeTola, CJI0XKHOCTD aIlIapaTypHOIo
oopmieHus. YKa3aHHBIE BBIIIIE KaK IIPeUMYIIeCcTBa
BO3MOXHOCTE aHanmm3a acdansreHconepxameit HI1C
U OTCYTCTBHE IIPOIIEAYPhl YCTAHOBJICHUS IPagyAPO-
BOYHO1 3aBUCIMOCTH MOTYT OBITh OTHECEHBI I K MU~
HycaM JaHHOTO MeTOja.

OTcyTCTBHE TIpEABAPUTEIbHOM CTanuu neacdanb-
TU3alUuU HeTSIHOTO 00pa3la MPUBOAUT K Iepepac-
npeaeaeHIo HanboJee NOJISIPHBIX TPYII COeAUHEHMI
(cMou1 1 acabTeHOB) MPU ero XpoMaTorpauieckom
pazneneHuu, B pesyiabraTte yero Meton TCX-TTHU/I He
obecrneunBaeT pa3ieeHue COeNMHEHUI Ha KJlacCu-
yeckue SARA-rpyImsl.

YacTo Ha mpakTuKe IJIs KaxXaoi rpynibl Y B neii-
CTBUTEIBHO UCITOJIb3YIOT ENMHBIN IpagyrupOBOYHbBIN
Ko dULIMeHT, paBHbII equHuIe. M3-3a 3TOrO0 110-
JIydaeMble Pe3yJIbTaThl HOCIT OLIEHOUHBII XapakTep,
YTO MOATBEPXKIaeTcs ucciemoBanusamu |7, 8, 10, 11,
13, 15—17, 20, 51, 53, 55]. I1onBbITKM yCTaHOBIICHUS
IpamTyrpOBOYHOM 3aBUCHMOCTH OCJIOXKHSIFOTCSI OTCYT-
CTBHEM KOMMEPYECKM TOCTYITHBIX YHUBEPCAIbHBIX
Ne 4
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IpamyrupoOBOYHBIX 00pa3oB. Ha ceromHsmHMii neHb
Kbl KCCIENOBATENb IS aHAJTM3a KOHKPETHOM
HOC camocTosTeIbHO TOTOBUT IpagyupOBOUYHEIC
00pa3ubl U3 UHINBUIYAJIbHbBIX COSIMHEHUIN VIN BhI-
JeJeHHbIX ¢ ToMolbio Metoga KAX YB-rpymm.

Meton TCX-TTU/I mosb3yeTcss NOMyaspHOCTbHIO
B He(PTeXMMUYECKOI OTpaciau AJis IIPOBEACHUS PYy-
TUHHBIX cclienoBanmii [51, 52].

CpaBHeHME XapaKTepUCTUK OCHOBHBIX XpOMa-
TorpachMyeCcKuX MeTOIOB MpeacTaBaeHo B Tabl. 1.
ITokazaHo, 4TO, HECMOTpPSI Ha HU3KME DKCIUTyaTallM-
OHHBIE 3aTpaThl, MeTOnI 2KAX OTIMYAeTCSI BEICOKMMM
3aTpaTaM¥ BPEMEHMU, a TAKKe OOJIBIIUM PaCcXOA0M
o0Opasiia, MaTepuayioB U peakTUBOB. Kak rpaBuiio, mist
onpeneneHus rpymnmoBoro Y B-coctaa HIC meTomoM
KAX tpebyeTcst HeCKOJIbKO pabouuXx JHEMH, IeCATKU
rpaMMoB o0Opa3slia, COTHU I'PaMMOB HEIIOABMKHOMN
¢a3bl, HECKOJIBKO JIUTPOB pacTBoputeieit. OmHaKo
npoBectu aHanu3 HIC ¢ npuMeHeHUeEM UHCTPYMEH-
TaJIbHBIX METONOB MOXKHO B TEUEHUE HECKOJIBKMX YaCOB
C UCITOJIb30BaHMEM MEeHee OMHOIO I'paMMa o0paslia,
JIeCSITKOB TpaMMOB HETIOABUXKHOI (ha3bl U He OoJiee
OIHOTO JUTpa pacTBoputeieii. CienyeT OTMETUTD,
yto 11t metoga TCX-TTU I mepeunciieHHbIEe 3aTPaThl
MUHUMAaJIbHBL. BBICOKME 3KCIUTyaTallMOHHBIEC 3aTpa-
TBI THCTPYMEHTAJIEHBIX METOIOB CBSI3aHbI C BHICOKOM
CTOMMOCTBIO KCITOJIb3YeMOI0 000PYIOBaHUsI.

TpynoemkocTts MeTona 2KAX oObsSICHSIETCS] TEM, YTO
Kaxpaas CTaaus aHaiu3a (MpeaBapuTEIbHOE YIaBIN-
BaHUE JIETYYMX COeNUHEHUI 1,/ WK AeachaabTu3alus,
pasaeneHue MaJbTeHOB Ha Y B-TpyHIibl ¢ MOMOILIbIO
pacTBopUTENieii, TpPaBUMETPUUECKOE OTIpeAcIeHUE
MAacCcoOBOI1 1O BBIACACHHBIX IPYIIIT) BHIMOJIHSETCS
BpyuHYI0. B 1TaHHOM MeTone aBTOMaTU3aluU MOIe-
2KaT JIMILb 103UpPOBaHKe 00paslia U paCTBOPUTEINEH,
a Takke AeTeKTupoBaHue. OnpenesieHue rpyrmnoBoro
YB-coctaBa Mmetogom BOXKX mmonpasymeBaeT MUHM-
MajbHOe ygactre orneparopa. B merone TCX-TTU/],
He aBTOMaTU3UpOBaHa TOJbKO CTaAus XpoMaTorpa-
¢UIeCcKOro pasnaeneHus.

C oMOIIIBIO BCEX pacCMaTPpUBAEMbIX METOIOB MOXK-
HO aHaJIu3upoBaTh achansreHcoaepxammue HIC.
ITpu aTtom B MeTomax 2KAX u BO2KX Heobxonumo
MPOBOAUTH MPEIBapUTEIbHYIO AeachaabTU3aIlUIO
o6pasuoB. Meton BOXKX sBiseTcs enMHCTBEHHBIM
METOIIOM, TIO3BOJISIONIAM aHAJTU3UPOBATh JIETKOJIE-
Ty4yre oOpa3bl.

YuuteiBasi, 4TO BKJ1a CIy4YaiiHOM MOTPELIHOCTHU
B pe3yJIbTaT aHAJIn3a 3aBUCUT OT KOJIMYECTBA Ma-
HUNYJISAUMHI (CTaguit), TpOBOAUMBIX OMlepaTOPOM
BO BpEMsI aHaAIM3a, caMasi BbICOKasl BOCIIPOU3BOIU -
MOCTb Pe3yJIbTaTOB MOJKHA OBbITh XapakKTepHa AJsl

XYPHAJTAHAJIMUTUYECKON XUMUU  tomM79 Ne4

319

MHCTPYMeHTanbHOTO MeToma BOXKX, a camas Hu3-
Kast — 111 mpenapatuBHoro merona KAX.

CTAHAAPTHBIE METOOANKHU
OIIPEAEJEHHUA I'PYIIITIOBOTI'O
YITIEBOAOPOAHOI'O COCTABA

HEOTAHbLIX AMCINEPCHbBIX CUCTEM

CrangapTHble METOAMKH KHUIKOCTHOM aACcopOnu-
OHHOI1 xpomaTorpaduu. B pamkax metoma 2KAX pas-
paboTaHBI cTaHIapTHBIE MeTONMKM aHamm3a ASTM
D2007 [23] u ASTM D4124 (ananor — F'OCT 32269-
2013) [24, 26].

Metomnka ASTM D2007 rpeqHa3HadeHa 1l aHa-
m3za HIC ¢ temnepaTtypoit kuneHus (ganee — 7TKui)
He MeHee 260 °C, cogepxaiux He 6oiee 0.1 mac. %
actanbsreHoB. OOpasiibl ¢ 00JIee BHICOKUM CoaepxKa-
HUeM acaybTeHOB MOAJIEXAT MPeABapUTENIbHOM 1e-
acamsrrsanyi. AcdanbsTreHbl ocaxknaoT 10-KpaTHBIM
U30BbITKOM H-TIEHTaHa. B xone aHanun3a onpenensitor
comepxaHue Tpex ¥ B-rpynm: HaceleHHBIX Y B, apo-
MaThyeckux ¥ B U monsipHbIX coequHeHU. pyrumMu
CJIOBaMU, B paMKaX JaHHOM CTaHJAPTHOMN METOIUKN
oIpenessseMble TPYIIIBEL Y B cOOTBETCTBYIOT KJlaccu-
yeckomy BapuaHTy SARA-rpyr.

XpomaTorpaguueckoe pasaenaeHue MPoBOIsT C UC-
IMOJIb30BaHNEM JABYXCEKIIMOHHOM MePKOJISIIMOHHOM
KOJIOHKHU. B BepXxHIOIO CEKIIMIO 3arpy>KaloT IJINHY
TpebyeMoit ancopOIIMOHHOI AKTUBHOCTH, B HIDKHIOIO —
CMeCh IMHBI U CUJIMKaresisi B cooTHoieHuu 1: 4. B xome
MEePBOil CTagNy 3TI0UPOBAHMS C TOMOIIBIO H-TIEH-
TaHa BbIAEISIOT HAChILIEHHbIE Y B, He copOupyeMble
HY Ha OTHOU M3 MCIOJIb3yeMbIX HEITOABIDKHEIX (pa3,
U BBITECHSIIOT apoMaTuueckue Y B, copbupyembie Ha
MMOBEPXHOCTU CUJIMKAreyisi, B HUXKHIOIO CEKIIMIO KO-
JIOHKU. Ha BTOpoii cTanum a;monpoBaHus U3 Ipeasa-
PUTEIBHO OTCOENMHEHHOM BepXHEeil CeKIINM KOJIOHKU
BBIICIISIIOT TTOJISIPHBIC COSIUMHEHMSI, COPOMPOBaHHBIC
Ha IJIMHE, C UCIIOJIb30BaHUEM CMECH TOJIYOJI—alleTOH
(50:50). B HekoTophBIX ciydassx apoMaTndeckue YB
JIeCOPOUPYIOT C TTOBEPXHOCTU CUJIMKATEIST HYKHEN
CEKIINH KOJIOHKHU TOPSTIMM TOIYOJIOM.

MaccoBylo J0JI10 BhIAEAEHHBIX HACKIILIEHHBLIX Y B
U MOJISIPHBIX COENMHEHUI ONpenessioT TpaBUMETPU-
YeCKHU MocJie MpeaBapUTeIbHON MMOATOTOBKY 2JI0a-
TOB 1 OTTOHKM M3 HUX pacTBopureieii. ComepxaHne
apomMatuyeckux Y B omnpenensior ABymMs CIIoCOOaMMU.
I1epBrIit crioco6 (Hanbonee MPOCTOit) — pacUeTHHIN:
nyreM BeluuTanus u3 100 Mac. % MaccoBBIX J0Jei
HacCBIIIEHHBIX ¥ B, MOJSIpHBIX COeIMHEHU U achaib-
TeHOB (Tpu HannMuuu). Bropoii cnoco6 (mpu mpoBe-
JNEeHUU SKCTPaKLIUK) — rpaBUMeTpudeckuii [7, 17, 23].
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Bropas cranmaptHas Metonguka ASTM D4124 no-
3BOJISIET OTIPEACATE TPYIIOBOM Y B-cocTaB He(PTIHBIX
OMTYMOB, a TaKXKe BBICOKOKMIIAIIMX HE(PTEIIPOIYKTOB
C HU3KUM coAepKaHueM acdaibTeHOB: BaKYyMHBIX
rasoiieif, CcMa304YHBIX MacelI U IIPOAYKTOB PELIMPKY-
Jsiumu. [IpenBaputenbHOe ocaxkaeHue achalbTeHOB
SIBJIsIETCSI 00s13aTeIbHBIM 3TaroM. Ero nmpoBoasT ¢ uc-
noab3oBaHueM 100-KpaTHOTO M30bITKA N300KTaHA,
XOTSI paHee TTpUMeHsUIM H-rentaH [25]. CormacHo maH-
HoOI MeTonuke (B ommmume oT Mmeronuk ASTM D2007),
ONpenesoT cogepXaHue ciaenywoiux Y B-rpymnm:
HachblllleHHbIX ¥ B, HadpTeHOBBIX apoMaTuueckux Y B
U TIOJISIPHBIX apOMATUYCCKUX COCTUHEHMIA.

Hns xpomaTorpadmu4ecKoro pa3aeeHus Ipu-
MEHSIOT OTHOCEKIIMOHHYIO KOJIOHKY, OCHAIIIEHHYIO
BOMASIHOI pyOalllKoii, MOAKIIOUEHHYIO K HACOCY-/10-
3aTopy I IToAavYy pacTBopa o0pasna 1 SJII0eHTOB
U K YO-UCTOUYHUKY 1)1 (PUKCUPOBAHUS TPAHULI pa3-
Jena amoaroB YB-rpymn. KoJIoHKY 3aM0MHSIOT aKTH -
BUPOBaHHBIM OKCUIOM aaioMuHUs. TpexcraguitHoe
SJIIOMPOBaHNE TPYIII Y B IIpOBOIST B OPSIIKE YBEIM-
YeHUS TTOJISIPHOCTU pacTBopuTeseid. s BeiaeIeHus
HachILIEHHBIX Y B mociaenoBarebHO MPOMyCKalOT
H-TeIITaH 1 TOJYoJI, Ha)TEHOBBIX apOMaTUYECKUX
VB — tonyon u cMech Toayoa—meTtaHot (1:1), mo-
JISIPHBIX apOMATUIECKUX COSTUHEHNIA — TPUXJIOPITU-
neH. [Ipouecc pasgeneHus rpyni Y B KoHTpoaupyior
BU3YaJIbHO MJIM C TToMoIbo Y®P-ncrouHuka. [1pu
BU3YyaJIbHOM KOHTPOJIE CUMTAIOT, YTO HACKHIIIICHHbBIE
VB npencraBasioT codoif 6eCIBETHBIN (CBETIIBIN)
2J110aT, HaTeHOBLIE apoMaTndyeckue ¥YB — Xenroiit,
MOJISIPHEIE apOMaTUYEeCKHE COSTMHEHMS — TEMHBII
Hempo3payHblil. MacCcoBYIO OJIO BHIICIEHHBIX TPYIIIT
VB onpenensior rpaBUMeTpUIECKU ITOCTIe YIAICHUS
pacTBOpuUTeeii U3 OJTYyIeHHBIX SJIH0aTOB.

Kak BUIHO, cTaHAAPTHBIE METOIUKM HallETeHbI
Ha aHajan3 TOJIbKO Beicokokutrsiimx H/C. D1o 06-
YCJIOBJIEHO BO3MOXHOCTBIO OTEPH JIETKOJIETYINX
KOMITOHEHTOB B XOJI€ ITPOAOKUTEILHOTO MHOTOCTA-
JUITHOTO pa3aesIeHuUs].

CranaapTHble METOTUKH BbICOKO3()eKTUBHOT XKuJ1-
KocTHOI1 xpomaTtorpadun. CrieKTp BO3MOXKHOCTEHN Me-
Toga BOXKX crmocoO6¢cTBOBa CO3MaHIIO HECKOJIBKUX
CTaHAAPTHBIX METOAUK ONpeae/IeHUS TPYIIIIOBOTO
VYB-cocraBa: ASTM D6379 (ananoru — IP 436, TOCT
P 54268-2010, TOCT 33912-2016) [28, 33, 36, 37],
ASTM D6591 (ananor — IP 548) [29, 35], EN12916
(anamoru — IP 391, TOCT EN12916-2017) [27, 32, 3§],
ASTM D7419 (ananor — IP 368) [30, 31]. Hu onHa u3
yKa3aHHBIX METOIUK He MO3BOJISIET ONPENeIsTh IPYII-
noBoit YB-cocraB HJIC B kj1accuyeckoMm BapuaHTe,
T.€. OMHOBpeMeHHO Bce yeTbipe SARA-rpynmbl. Ilep-
BBbI€ TPU METOOVKI OPUCHTUPOBAHbI Ha OIIpeAeICHIE
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TOJIbKO apoMaTruueckux ¥ B (ux Tumnos). B ux ocHOBe
JIEXKUT KJIacCU4YeCKMii BapuaHT MeTona BOXKX: mnc-
MOJIb30BaHME TTONSIPHOI HETTOIBWXKHOI (ha3bl (CBSI3aH-
HBII ¢ aMMHO- WJIM aMWHO/IIMAHOTPYIIIIaMU CAJINKA-
TeJTh) ¥ HEMTOJISIPHOI TTOABIKHOM (pa3hl (H-TEeNTaHa).

Meronuky ASTM D6379 npuMeHSIIOT py aHAJIU -
3¢ aBUAllMOHHBIX TOIUIUB, HEPTSIHBIX TUCTUILISITOB
¢ Txun B nnamnazoHe 50—300 °C gis onpeneeHus
colepxkaHusl apoMaTuueckux ¥ B, a MMeHHO: MOHO-
1 OULUKJINYECKNX TPOU3BOIHBIX. MeTonuku ASTM
D6591 u EN12916 npenycMaTprBalOT BO3MOXHOCTD
omnpenelicHUSI apoMaTHYecKuX Y B, BKimouaommx
IIOMHMO MOHO- 1 OM- TaKXe TPHU- U IMOJIUIIUKIINIE-
ckue npousBoaHbie. O0beKTaMM aHaaKu3a B JaHHOM
ciy4yae SIBJISIIOTCS TU3eIbHbIE TOIUIMBA M HE(PTSIHBIE
JucTaTel ¢ Tkumn =150—400 °C.

OrpaHUYeHUS JaHHBIX CTAHIAPTHBIX METOAUK
00YCJIOBJIEHBI IIPUPOIOI U (PUINIECKMMU XapaKTepy-
ctikamu aHanusupyeMbix HIC: MeToauKy Hempuro-
HBI JUISI aHAJI3a BBICOKOKUTISIIIMX He(TEIIPOIYKTOB
(Txum > 400 °C), obora1ieHHBIX BEICOKOITOJISIPHBIMHT
MOJIMKOHIEHCUPOBAHHBIMU COCTUHEHUSIMU.

Metonuka ASTM D7419 — enuHCTBEHHAas CTaH-
TapTHas MeTomMKa B pamkax metona BOXKX, paspa-
OoTaHHas AJis1 oIlpeaesieHus rpynnoBoro ¥ B-cocraBa
OCBOOOXIEHHBIX OT MPUCAIOK 0A30BbIX Macell, T.¢.
BBICOKOKUMSIIKUX HEDTSIHBIX (DpaKLUWii, OTU3KUX T10
TeMIIepaTypaM KMITCHUS K TSKEIBIM He(TSHBIM M-
ctuusitaM. [1py 3ToM maHHass MeToAMKa IIpeIHa3Ha -
YyeHa IIJisl orpene/ieHrs] HachIIIEeHHbIX U apoMaThye-
ckux YB (BMecTe ¢ MONSIpHBIMU COSIMHEHUSIMU MPU
UX comepxanuu no 1 mac. %). XpoMarorpadudeckoe
pazaesieHre B 3TOM CJIy4ae OCYIIECTBIISIOT C UCIIOIb30-
BaHUEM JIBYX KOJIOHOK, 3aITOJTHEHHBIX HETIOABKHBIMU
(hazamu pazHOIt MONSIPHOCTU: CBSI3AaHHBIM C LIMAHO-
rpymmnamMu cuamkaresaeM (6oJiee mossipHasi) U CUJIMKa-
reneM (MeHee riofigpHas ). [loaroroBneHHBII 00pa3er]
IOCJjie BBOJA B3aMMOJEICTBYeT CHavaja ¢ 0oJiee mo-
JIIPHOI HeTIONBWXHOM (ha3oil. B kauecTBe MOABIK-
HOM (pa3bl IpUMEHSIOT H-TenTaH. HachieHHble YB
3JIIONPYIOTCS C H-TeITaHOM B IIPSIMOM HaIrlpaBJICHHH,
HE€ B3aMMOJEHCTBYS HU C OJHOM U3 HETTOABUKHBIX
(az. B To ke Bpems apomaTuueckue Y B u nossipHbie
COEIMHEHNS COPOMPYIOTCS Ha HETTOABIKHOI (haze. Mx
3JIIOMPOBAHNE IIPOBOISIT B 0OpaTHOM HaIlpaBJICHUM.
151 oOHapyKeHUsI 1 KOJIMYEeCTBEHHOI'O OIIpeneIeHUs
rpynn ¥YB ucnoib3yoT pedpakToMeTpUIeCKUIA Jie-
TeKTOp. B HEKOTOPBIX ClIydasiX JOMYCTUMO JTOTOJTHMU -
TeIbHOE ITpuMeHeHne YP-neTeKTopa IIsk KOHTPOJIS
MepeKpbIBaHUS PETUCTPUPYEMBIX CUTHAJIOB IPYIIIT
HaChIILIEHHBIX ¥ B 1 00111x apoMaTU4eCcKMX COSaU-
HEeHUI, BKIIoUaloIUX MOMUMO apoMaTuueckux YB
MIOJISIPHBIE COSMMHEHUS.
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Conepxanue rpymnil Y B omnpenensiioT aBToMaTH -
YeCKH C YUYETOM TpagyUpPOBOYHBIX KOA(PPUILIMEHTOB.
I'panynpoBOUHYIO 3aBUCUMOCTb IOJTYYalOT C UCITONb-
30BaHMEM UHINBUIYaIbLHBIX COCTUHEHUN OIIpee-
JICHHOI YMCTOTHI (ComepXaHe OCHOBHOTO BEIIeCTBA
He MeHee 97 mac. %): rekcameKaHa ISl OIpeIeIeHUS
HachIIIEeHHBIX ¥YB 1 okTagenuiadeH301a 1151 onpene-
JIEHUSI apoMaTUdecKux YB.

CranaapTHasi METOIMKA TOHKOCJIOMHOI XpoMaTorpa-
¢un ¢ niIaMeHHO-HOHU3AIMOHHDBIM JE€TEKTHUPOBAHHEM.
st onpenenenus rpymmoBoro ¥ B-coctaBa He(dTsI-
HOTO ChIpbs U HeGTenpoaykToB MetonoM TCX-TTN]]
pa3paboTaHa eIMHCTBEHHAs1 cTaHAapTHas1 MeToauka IP
469 [34]. JaHHast METOIMKA MCITOJIL3YETCS IS aHAIM3a
HEPTSIHOTO ChIPhSI U HE(PTEIIPOAYKTOB C TEMIIEpaTy-
poii kuneHus: He meHee 300 °C: BaKyyMHBbIX Ta30Mei,
0TpabOTaHHBIX CMa30YHbBIX MAcCell, apOMaTHUIECCKIX
9KCTPAKTOB (TEXHOJOTMYSCKUX Maces), OCTATOYHBIX
TOIUIUB, ChIPbSI 1 KOMIIOHEHTOB aTMOC(EPHOIA U Ba-
KYYMHOI1 TIeperoHKH, a Takke OuTymoB. CTaaust npen-
BapUTeIbHOM AeacalbTU3allNi OTCYTCTBYET.

ComracHO METOAMKE, OMPEAESIOT COIepXKaHUe
YeThIPEX IPYIIT COeNMHEHMIA: HachIIeHHBIX Y B, apo-
MaTtudeckux Y B, monsipHbix I v I1 coenunenuii. K Ha-
CBILLIEHHBIM ¥ B OTHOCSAT HeapoMaTUYeCKHE allKIIM -
yecKre U MUKINYeCKUe YIIeBogopoasl (mapaduHbl
1 HacTeHsl). [Tog apoMaTHYECKUMU MOAPA3yMEBaAIOT
VB, conepxaiiiue 0IHO WX HECKOJBKO apoMaTHhye-
CKHMX KOJIEIl, BKJIF0Uasi HEKOTOPBIE CEPOCOIepKaIIe
VB tnogeHoBOro Ui cyab(GUIHOrO TUIIA, HEKOTOPhIS
a30T- (HarpuMep, OeH30Kap0a30Jibl) U KUCIOPOACO-
Jepxaliue (Hampumep, 0eH30(dypaHbl) COETMHEHMUSI.
Ionspusie I npeacTaBasitoT cOO0 HU3KOMOMEKYJISIP-
HbIE MTOJISIpHBIE, comepKaiue aToMbl N, S 1 O coenn-
HeHUs (HarpuMmep, 06H30XMHOJIMHBI, KapOOKCUIbHbBIE
KUCJIOTHI, (heHOJIbl, MeTasuionophupuHbl). [ToasapHbI-
mu I aBASIOTCS BBICOKOMOJIEKYISIPHBIE MO PYHK-
LIMOHAJIbHbBIC TTOJISIPHBIC COSIMHEHMST, aHAIOTUIHEIE,
HO He UIAEHTUYHBIE achalbTeHaM, HepacTBOPHUMBbIM
B TelITaHe U BBIIEISIEMBIM ITO CTAHIAPTHOI METOIUKE
IP 143 [57]. OnpenensieMble TPYIIIbl COETUHEHUI HEeD-
KBUBAJICHTHBI KJIaCCMYeCKOMY BapraHTy SARA-rpymi.

AHa13 HAUMHAIOT C aKTUBALUU KBapLIEBLIX CTEPXK-
HEM, yaep>XXuBaeMbIX B cielliadbHON paMKe, MyTeM
NpoXKUTra B BOOOPOAHOM IiaMeHu ropenaku TN/,
TpexcranuitHoe xpoMaTorpaduieckoe pasaeacHue
OCYILECTBJISIIOT ITOC/Ie HAHECEHMSI Ha CTEPXKHU aTMKBOT
pacTtBopa obpasiia B nuxyiopMmeTane. Ha mepBoii cTa-
Y BBIICPXKUBAIOT KBapIlleBbIe CTEP:KHU C HAHECEeH-
HBbIM Ha HUX 00pa31I0M B H-T€NTaHEe 10 MPOABUXKEHUS
¢poHTa pactBopuTesist Ha BeicoTy 100£5 MM oT cTap-
TOBOI JINHWUM, HA BTOPOI CTaIMM — B CMECH H-TeNTaH—
toiyod (1:4) o mpoaBrKeHMsI (PPOHTA PACTBOPUTEIIS
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Ha BbIcOTY 501+5 MM OT CTapTOBOI IMHNM, HA TPETheit
CTaguy — B CMeCHU AuxjiopMeraH—MeTraHo (19:1) mo
MPOABMKEHUS (PPOHTA pACTBOPUTES HA BBICOTY 2015
MM OT CTapTOBOM JMHUK. TakuM 00pa3oM, mpocTpaH-
CTBEHHOE pa3e/ieHUe IpyI COeAMHEHUI TPOUCXOAUT
B MOPSIIKE YBEJIUUYEHUS UX TTOJISIPHOCTH.

MaccoByio AOJIO TPYITH COEMMHEHUI OMPENEISTIOT
MocJjie perucTpaury U1 o0padboTK1 XpoOMaTorpaMMBbl,
noaydyeHHo# ¢ momoibio ITU. I'pagynpoBouHyto
3aBHCHUMOCTb HE YCTaHABIMBAIOT, IIPUHUMAIOT Ipa-
IYUPOBOYHBIN KO3(DUIIMEHT eAMHBIM U paBHBIM
enuHulle. MaccoBble T0IU KaxA0M IPyIIIbl COeaU-
HEHMIT TIPUBOAAT ¢ HopManu3ayeit Ha 100 mac. %.

CpaBHUTeNbHAs XapaKTepUCTUKA CTaHAAPTHBIX
MEeTOIMK onpeneneHus rpymnmnoBoro ¥YB-coctasa HIAC
npenacrasiaeHa B Taon. 2. Kak BugHO, 00beKTaM1 aHa-
Jym3a B ctaHgapTHeIX MeTognKax 2KAX u TCX-TTU]T
SIBIISIFOTCS He(TSIHOE CHIPhE M BRICOKOKUIISIINE He-
(¢TenponykThl, 0b6oralieHHbIE BbICOKOIOJISIPHBIMU
MOJIMKOHAEHCUPOBAHHBIMU CTPYKTYypamu. CTaHgapT-
Hble MeToauk BO2XKX pa3zpaboTaHbl B OCHOBHOM
JIJIs1 aHaIM3a TOIUIMB UKW HEPTSHBIX AUCTUJUISITOB CO
CJIEMOBBIM COAEPXXaHUEM CMOJ U acabTeHOB.

Hawubonee Tpynoemkast u BpemsizaTpaTHasi mpolie-
Jypa MOATOTOBKX 00pa3loB K aHaIn3y (IeachalibTh-
3aliusl) XxapakTepHa ISl CTaHAapTHBIX MeToauK 2KAX.
B ocTanbHBIX c1y4yasx TpedyeTcs MUHUMAITLHOE YJacTHe
oIriepaTopa, Jallie BCero 3akjIoJarolieecs B IPUroToB-
JIEHWY pacTBopa o0pasiia B IMOAXOSIIEM pacTBOPUTEIIE.

C nmoMo1bi0 Bcex CTaHAAPTHBIX MeTonuK 2KAX
n TCX-TTHU]/I MOXXHO ompenenThb CoIepKaHNe YeThI-
pex rpymn coenuHeHuit. [1pu 3TOM TOJIBKO B Ciiydae
onHoit ctangapTHO MeTonnk 2KAX (ASTM D2007)
orpenensioT uMeHHO SARA-Tpymiiel. B craHmapTHBIX
MeTomnkax BOXKX gucito onpenenseMbrx rpymir YB
OrpaHMYCHO: C UX IOMOIIBIO YCTAaHABIMBAIOT MAcCO-
BYIO JIOJIIO TOJIbKO apoMaTUUeCKUX Y B Win HaChIIEH-
HbIX ¥YB 1 apoMaTHyecKuX COeTMHEHUIA.

B cooTBeTCTBUM CO CTaHAAPTHBIMU METOAMKAMU
KAX u TCX-TTMU YB-rpymnnbl pa3aeisioT Ha He-
MOJSIPHON HEMOABUKHOM (pa3e ¢ UCMOIb30BaAHUEM
HECKOJIbKUX PACTBOPUTEIEH pa3IMuHOM MOJSIPHOCTH.
B cranpaptHbeix MeTonukax BOXKX npumeHs1oT nHOM
noaxon. HeronBrxHoit pazoit sABIs€TCS MOMSIPHBII
COPOEHT, a MOABUXXHOM — €IUHCTBEHHbINA HEIMOJSIP-
HBIA paCTBOPUTEIIb.

ConepxaHue IpymIl COeAMHEHUI B CTAHAAPTHBIX
Metonukax 2KAX ompenensitor rpaBUMEeTpUIECKU TTOCTIE
WX pa3aesicHus U BelaeaeHus. [Ipolenypa yctaHoBe-
HUS TPagyMpPOBOYHOI 3aBUCMMOCTH SIBJISIETCST 00s13a-
TeBHOM cTamreil ctaHgapTHEIX MeTonnK BOXKX. B To
Xe BpeMmsi B ctaHaapTHoil metonuke TCX-TTNU]I aToit
Ne 4
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3APYBEXHDBIM OIBIT ONPEAEAEHUSA T'PYIITIOBOI'O YITIEBOAOPOJHOTO...

MPOLIEAYPOil MpeHeOPEraloT U YCTaHABIUBAIOT €IUHbIMA,
PaBHbII eMUHUIIE TPAAyUPOBOYHBIN KOS OUIIUEHT.

MOINDOUKALINA CTAHIAPTHBIX
METOJWK OMPEAEJTEHUNA I'PYIIIIOBOI'O
YITIEBOJOPOJHOI'O COCTABA COCTABA

HE®TAHBIX JUCITEPCHBIX CUCTEM

Kak yxxe yka3bIBaIoCh BhIILIE, MHOTYE UCCIIEAOBATEN
OTMEYaloT HECOIOCTABUMOCTh PE3YJILTaTOB OIpeaesie-
HUS TpynioBoro ¥B-cocraBa, MojlydeHHbIX pa3HbIMU
MeTonamu aHaim3sa [4, 6, 8—111415—18, 20, 21, 39, 45].
11 OCTIKEHMST KOPPESLNKA MEXKIY pe3yJIBTaTaMU
aHaJIM3a U MOJIyYEHMST BO3MOXKHOCTU UX KOPPEKTHO
CPaBHUTEILHOM OLIEHKU IIPEIIOXKESHBI BAPUAHTHI MO-
IrrKaIUY UMEIOIIMXCS CTAaHAAPTHBIX METOIUK.

Monupukanus CTAHIAPTHBIX METOAMK KUIKOCTHOM
azcopoumoHHoii xpomarorpaduu. CtaHaapTHbIE METOIN-
k1 2ZKAX sBsttoTcs Hanbosiee TMOKMMMU 110 OTHOLIEHUIO
K U3MeHeHusIM [4, 6, 7, 9, 10, 14—16, 18, 19, 39, 40, 42,
56] u3-3a ocobeHHOCTel MeTona (Taot. 1). K kimoyeBbiM
HaITpaBJIeHUSIM X MOTU(UKALIMHA OTHOCSIT U3MEHE -
HUS TIpoLeayphl AeacdanbTu3alum, yCJIOBU XpoMa-
tTorpacpudeckoro pasneiaenns HJ1C n armmmaparypHOTro
oopmIeHUs.

J1oBOJIBHO YacTO MpeaBapuUTeIbHOE OCaXKIACHUE
acdanbTeHOB IIPOBOASIT aJbTePHATUBHBIM CITOCO-
OGOM — B COOTBETCTBUU CO CTAHIAPTHBIMUA METOIMKAMU
ASTM D6560 (ananor — IP 143) [57, 58] niin ASTM
D3279 [59]. I1pu aTom XpomaTtorpaguyeckoe pasje-
JIEHME MaJIbTEHOB OCYIIECTBISIOT COIVIACHO CTaHIaPT-
HbIM MeTomukaM 2KAX [4, 6,9 10, 14, 18, 19].

CyTb HanboJIee BaXKHBIX U3MEHEHU YCIOBUIT XpO-
marorpadudeckoro pazgeaeHus HIC 3aknouaer-
Csl B BapbUMPOBAHUU MCIOJIb3YEMbIX HEITOIBMKHBIX
U TIOABUKHBIX (pa3 — COPOESHTOB U PACTBOPUTENCIA.
Ocob0e BHMMaHMeE TIPY BEIOOPE COpOEHTA YIETISIOT €T0
GU3MYECKIM CBOMCTBAM, BIMSIONIM Ha pa3ielieHue
MaJIBTeHOBOI YacTu obopasia [9]. Pasmep mop, pasmep
yacTull, pH MoBEpXHOCTU MOTYT OTJIMYATHLCS JaXe ISt
OIIHOTO BUIa HEMOABKHOM (pa3wl. Mcrmoab3oBaHme
COPOEHTOB C Pa3HbIMU XapaKTePUCTUKAMU MOXET KpY-
TUYECKU CKa3aThCS He TOJIEKO Ha BOCIIPOU3BOIUMOCTH
IMOJTy4aeMbIX Pe3y/IbTaToOB, HO M HAa CaMOI BO3MOXHO-
CTH TIPOBENCHMSI XpoMaTorpadpuuecKoro pasaeieHus.

BapbsupoBaHue cocTaBa IOABUKHOM (pa3bl 3aKITI0-
yaeTcs MpeuMylIeCTBEHHO B 3aMeHe PaCTBOPUTEJIEH,
HCIIOJIb3YEMBIX B CTAHIAPTHBIX METOIUKAX IS Ieac-
danbTU3auuU U/WIK BbIAEJIeHUs HAChIILEHHBIX YB,
Ha ONWH H-aJIKaH: H-TeKCaH WM H-TelTaH BMECTO
H-TIeHTaHa (110 ctraHgapTHoi Metonrke ASTM D2007)
1 U300KTaHa, H-TelTaHa, ToJIyoa (110 CTaHIapTHO
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metonuke ASTM D4124) [11, 14—16, 39, 56]. Pexe
MIPUMEHSIOT aJIbTepHATUBHBIE PACTBOPUTEIM IS BBI-
JieJleHUsT apoMaTudeckux Y B 1 mofsipHbIX coemMHeHU
[9, 14, 18, 39, 42, 56]. Lleabio 3aMeHbBI TTOABUKHOM
(aswl sIBIISIETCS YIy4llleHEe KauyeCTBa pa3Ie/IcHUS
IPYMII, CO3JaHNe COTIOCTABUMBIX YCJIIOBUIA XpOMATO-
rpacdpuyeckoro pasueiaeHus (1o CpaBHEHMIO C IPYTUMU
MeToAaMM ), COKpaIleHNe IPOIOKUTETLHOCTH IIPO-
LIEAYPHI yIaJIeHUs] pAaCTBOPUTEJISI U3 3JTI0ATOB.

M3meHeHue armapaTtypHoro oopMyIeHHST HarpanJie-
HO Ha YMEHBIIICHHUE 3aTpaT BpeMeHU, pacxona odpaslia,
MaTepHaJioB U peaKTUBOB, a TAKXKE BHEAPEHNE MHCTPY-
MEHTAaJIbHOT'O JETEKTUPOBAHMS U OIIPENEIEHUS CONep-
XaHus rpynn YB. [t cokpallieHusI nepedyrcaeHHbIX
BHIIIIE 3aTPaT IPeIIOKEHO UCTIONB30BaTh MUTHUATIOPHYIO
XpoMarorpauueckyto KOJIOHKY [9] Wi KapTpUIK A1t
TBepnoda3Hoii akcTpakiuu [ 14], Hacoc a1 mogagymn
00pa3iia 1 IMONBIDKHOM (ha3bl, CUCTEMBI TUCTAUISIIAN
pacTBopUTesIeH (IUTsI X pereHepalviv) 1 KJIATTaHOB JIsT
yIIpaBJIeHMS HaITpaBJIeHEM TTOTOKOB [ 18].

JleTeKTopbl MOTYT ObITh UCIIOJIb30BaHbI HE TOJIHLKO
IU1s1 QUKCUPOBAHUS TPAHUIL pa3fiesia 3JII0aToB TPYIII
VB (kak B crangaptHoii MeToguke ASTM D4124), Ho
1 71 oTIpeneieHns X comepxkanus. Tak, B padote [9]
BMECTO IPaBUMETPUICCKOTO MPEIIOXKEH ONTUICCKII
CIoCco0 yCTaHOBJIEHUSI MacCOBOM noJiu rpynn Y B:
HaCBHIIIEHHBIX ¥ B ¢ moMmoikio pedpakroMeTpuye-
CKOTO JETEKTOpa, a apoMaTHIeCKuX Y B 1 oIsipHBIX
coenrHeHMit — ¢ moMolpio Y®-aerekropa.

Momudukanusa CTaHIAPTHBIX METOIUK BbICOK03 G-
thexkTHBHOI KUAKOCTHOI XpomaTorpadum. M3-3a orpa-
HUYEeHMI cTaHaapTHBIX MeToauK BOXKX (mo npupo-
Jie 00bEKTOB aHAJIM3a U KOJIMYECTBY OIpeAcIsieMbIX
rpyni Y B) npuopuTeTHBIMU CTAaHOBSITCS MX MOAUDU-
KaIliy, HallpaBJIcHHBIC Ha BBEIEeHNE 00s13aTeIbHOI
cranuu aeachalbTu3auny (pyYHON I aBTOMAaTH-
YeCKOii) 1 00ecrieueHre BO3MOXHOCTH ONIPeaeSICHUS
ITOJISIPHBIX COSMMHEHMUIA.

OmnpeneneHue YeTbIpeX IPyMI COeAMHEHU Me-
togoM BOXKX MoxkeT ObITh JOCTUTHYTO 3a CYET MpU-
MeHEeHMS 0J10Ka XpoMaTorpapuiecKoro pa3aeacHus,
COCTOSIIIIETO M3 HECKOJIBKIX KOJIOHOK C pa3INnIHBIMHI
HEIMOABVKHBIMU ha3aMu, M UCIIOJb30BaHMS OoJiee
yeM omHOoro pactsopurend [6, 10, 15, 16, 41, 43, 48—
50]. ITpu aTOM, KaK IpaBujIo, pacxom obpasiia, cxema
3IIOMPOBaHUs, UCTIOJIb3yeMble JeTEKTOPHI, IPOLeaypa
YCTaHOBJICHUSI TPATyUPOBOYHOM 3aBUCUMOCTH U JIP. CO-
ITOCTAaBUMEI C pEKOMEHIAINSIMI CTAHAAPTHBIX METOINK.

B pa6orax [15, 16] mpenioxeHbl METOMUKY aHATTN-
3a CpelHeBA3KUX HedTell IS ONpeneaeHs YeThIpex
IPYIII COEIUHEHUI C UCIIOJb30BAaHNEM CUCTEMBI U3
IBYX XpoMaTorpamuiecKnxX KOJIOHOK (CUINKAaresb
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CO CBSI3aHHBIMM aMWHOTPYIIIIaAMI) 1 HECKOJIbKUX
nonBUXHBIX ¢a3. [ToaroroBka obpasiia K aHaIU3y
3aKJII0YaeTcs B €ro MpeaBapuTeIbHOM AeachanbTu3a-
LMY U30BITOYHBIM KOJIMYECTBOM H-T€KCaHa BPYUHYIO.
HaceiienHsle 1 apomaTuyeckue Y B aaoupyloT B psi-
MOM HaIlpaBJIeHUM H-TeKcaHoM. JIJIs1 onpeneneHus

UX COIEPKaHUs MIPUMEHSIOT pepakKTOMETPUUECKUMN

1 YD-1eTeKTOpEl COOTBETCTBEHHO. [1omsipHbIe coenm-
HEHUS BBIIEISIOT B 0OpaTHOM HaIlpaBJIeHUN CMEChIO

H-TeKCaH—IUXJIopMeTaH. Mx compepxxaHre OnmpenesiioT

IrpaBUMETPUYECKH.

IToMuMO H-TeKcaHa 1J1s1 SJI0UPOBAHMS HACHIILEH-
HBIX ¥ apOMaTHYeCKUX ¥YB peKoMeHIOBaHO IIpUMeEHe-
HUe H-TelTaHa WK LIMKJIOreKcaHa, a Ul BbIIeIeHUs
MOJISIPHBIX COEAMHEHW — IUXJIOPMETaHA, XJ10podOop-
Ma v aueroHa [7, 10, 15, 16, 41, 60].

B pa6orax [6, 10, 43] orrcaHbl METOOUKY aHATA3a
HJ/IC, ocHOBaHHBIE HA KOMOMHAIIAY afCcOPOLIMOHHOMN
U pacripenenuTeabHoil xpomaTtorpadpuu. OcodbeHHO-
CTBIO METONIMK SIBIISIETCS aBTOMATU3AIIsI OTTpEIeIICHUS
SARA-rpymnn MmetogoM BOXKX.

Pa6ota [10] mocBsieHa onpeaeaeHAIo ConepKaHst
TPYII COeAMHEHUI B ChIpOi He(TH. XpoMaTorpa-
duueckoe pasneseHre IPOBOIST C MCIIOJIb30BaHUEM
CHCTEMBI U3 IBYX KOJIOHOK, 3aIIOJJHEHHBIX CUJIMKa-
reJieM CO CBSI3aHHBIMU LIMAHOTPYMNIIaMM U CUJIMKA-
reiaeMm. HacollieHHBIe Y B 3110UpyoTCsl H-TeKCaHOM
0e3 amcopO1MKM Ha KaKoM-JIMOO HEMOABIXKHOM (ha3e.
VYaepxXaHHBIE B COOTBETCTBYIOIIMX KOJIOHKAX OCTaB-
IIKeCs TPYIIITBI COSNMHEHM DIIOUPYIOTCS TTOCIen0Ba-
TeabHO. [ToMsipHbIe COENMHEHNS DO PYIOTCS CMECHIO
H-rekcaH—xJiopodopm (47:3), acpambTeHbI — CMECHIO
MeTaHoJI—aleToH—xi1opodopm (3:3:14), apomaTuye-
ckue YB — xnopodopmom. ConepxaHue rpymnmn YB
MOXHO OIIPEeAeINUTb FPaBUMETPUYECKHU TTOCTIe yaa-
JIEHUs pacTBopUTeseit MO0 Mpu MOMOIIMU JETEKTOpa
HUCIIApUTEIBHOTIO CBETOPACCESTHHUSL.

ABTOpBI pabOTHI [6] aHATU3UPYIOT OUTYM U TSIKE-
JIy10 He(Th C UCIIOJIB30BaHUEM 0JIOKA XpoMaTorpa-
¢uyeckoro pasneneHusi, COCTOSIIIETO U3 YEThIPEX
KOJIOHOK: 3aIIIMTHOM KOJIOHKM, KOJIOHKY 13 IOJINTE-
TpadTopaTuiaeHa (s yaep:KuBaHUs acaabTeHOB),
KOJIOHKU C CWJIMKarejaeM CO CBSI3aHHBIMU LIMAHOTPYII-
nmaMu (1S yaep>XXuBaHUS ITOJISIPHBIX COCIMHEHMI),
KOJIOHKU C CWJIMKarejaeM (JJ1s1 yIep>XXUBaHUsI apoMaTH-
yeckux YB). HaceienHole YB anoupyroTes H-TIeH-
TaHOM 0€e3 aIcopOLIMM Ha KaKOM-TMO0 HEIMOABKHOM
dase. Yaep:KaHHbIE B COOTBETCTBYIOILIMX KOJJOHKAX
OCTaBIIIMECS TPYIIITHI COSMMHEHUI ITOCIeN0BATEILHO
SJIIOUPYIOTCS TOJyosI0M. 111 onpenesieHus UX Coaep-
JKaHUS UCTIONb3YIOT YP-IeTeKTOop.

XKYPHAJI AHATUTUYECKOU XUMUU

ITAHIOKOBA nu np.

B pa6orte [43] nasg pa3geseHUst OUTyMa U TSKe-
Joit HepTn Ha SARA-TPYIIIHI (C TOTTOJTHUTETLHBIM
(dpakumoHnpoBaHueM achaabTeHOB 10 CTEIIeHNU
KOHICHCHPOBAHUS ) IPUMEHSIIN CUCTEMY M3 YeThI-
pexX KOJIOHOK: KOJIOHKH 13 IIOJUTeTpa(hTOPITIICHA
(ms1 ynepxxuBaHMA ac(aabTeHOB), KOJIOHKM Ha CTe-
KJISTHHBIX Oycax (IjIsl yaepXXUBaHUS HOJISIPHBIX COe-
IUHEHMIT), KOJIOHKM C CUJIMKAreJIeM CO CBSI3aHHBIMU
aMUHOIIPOIIBHBEIMY TPYIIIIaMU (IJISI yAEPKNBaAHUS
MOJISIPHBIX COCIMHEHNI ), KOJTOHKH C CHUINKarejieM
(s ynepxxuBaHus apomatudeckux YB). HachlieH-
Hble ¥YB anoupyloTcst H-renTaHoMm 0e3 agcopouuu
Ha KaKoi-11u00 HeMmoaABMXKHOM (a3e. YiepKaHHbIE
B COOTBETCTBYIOIINX KOJTOHKAX OCTABIINECS TPYII-
Bl COCAMHEHUN SII0OUPYIOTCS ITOCIeA0BaTEIbHO.
AcdanbTeHBI pa3HOIi CTeNeHW KOHACHCUPOBAHUS
SIIIOMPYIOTCS IIUKIIOTEKCAHOM, TOIYOJIOM U CMECHIO
nuxiopMmeTaH—MeTaHon (49:1). Apomatudeckue YB
SIIIOUPYIOTCSI TOIYOJIOM, a TIOJIIPHBIC COSTMHEHMS —
cMechio auxiiopMmeraH—meTaHou (49:1). ConepxxaHue
SARA-TpyIIT ONIpenessioT ¢ ToMoIIbio YP-neTekTopa
WIM IETEKTOpa UCIIapUTEIbHOIO CBETOPACCESHUS.

Momudukanus CTAHIAPTHOI METOAMKN TOHKOCIOM-
HO# xpomarorpaduu ¢ MJIaMEeHHO-HOHU3ANUOHHBIM
JaerekTupoBaHueM. OCHOBHBIMU HAIIPABJICHUSIMU
MomndrKkanuy ctangapTHoil Mmetoguku TCX-TTU]T
SIBJISTFOTCSI U3MEHEHUS IPOLEIYPhI IIOATOTOBKM 00-
paslia K aHaJInu3y, YCIOBUM XpoMaTorpapuIecKoro
pasnenenus HIC, mmpolienypsl yCTaHOBICHUS Tpa-
ITYMPOBOYHOM 3aBUCUMOCTH.

N3meHeHMe npoliedypbl NOATOTOBKU 0Opa3la
K aHAJIM3Y 3aKJII09aeTCsI B YMEHBIIIEHNI MAacChl €T0 Ha-
BECKU, B3SITOM TSI IIPUTOTOBJICHUS PacTBOpa, HAHOCH-
MOT'0 Ha ITIOBEPXHOCTh COPOLIMOHHOTO c10s1. COITacHO
ctangapTHoit Metonuke IP 469, konuenrpanus HAC
B TaKoM pactBope cocTasisieT 20 mr/mi. [1pu atom pe-
KOMEHIyeTCs Irana3oH KoHueHTpauuii 10—20 mr/mr
[4, 8, 13—17, 21, 45, 52, 54, 55]. B pa6ote [44] nipen-
JIOXKEHO CHIDKEHHME KOHIICHTPALUN aHAIM3UPYEMOTO
pacTtBopa mo 5 mr/mia (st 6utyma) u 2 Mr/MiI (11
BbIJIEJIECHHBIX U3 HeTo acganbTeHoB). Takoii mogxox,
IMO3BOJISIET IPEAOTBPATUTD ITOTEHIIAIHFHO BO3MOX-
HYIO JIOKAJIBHYIO IIEPErpy3Ky COpOeHTa IIPU aHAIN3E
HJIC ¢ noBeIIIeHHBIM copepXaHreM achaabTeHOB
[17, 44, 54]. I1pennomaraercs, YTO BLICOKOTIOISIPHEIE
MOJIEKYJIbI (ac(aIbTeHBI 1 Ap.) CIIOCOOHBI OJIOKMPO-
BaTh CYILIECTBYIOIINE B COPOIIMIOHHOM CJIO€ KaHAJIHI 3a
CYET OCAXKICHUS M arperallii B HUX 1 IPEIISITCTBYIOT
MOJIHOM afacopbLuu odpasua. [TpenoTBpalleHue Takoi
Ieperpy3Ku CII0COOCTBYET PETUCTPALIU pelIpe3eHTa-
TUBHBIX XpOMATOI'PaMM C OJIM3KOI K TayccoBoit ¢op-
MO ITMKOB, JIYYIIIMM pa3pelleHreM 1 IIOHKEHHBIM
Ne 4
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npeiiom 6a30Boit TMHUN. DTO, OE3YCIIOBHO, BIUSIET
Ha TOYHOCTb MOJIy4YaeMbIX Pe3yIbTaTOB.

B ocHOBe n3MeHeHMsT yCIoBHii XpoMaTorpapuae-
ckoro paznenenus HAC nexur BapbupoOBaHUe pac-
TBOPHUTEJICH, MCITOIb3yeMBbIX B KAUeCTBE ITOABIKHOI
¢a3bl, 3aMeHa CXeMBI STIOMPOBAHUS Y MOTU(UKALIMS
MOBEPXHOCTU COPOLIMOHHOTO cJiosd. B kauecTBe mom-
BIDKHBIX (a3, OTIMYHBIX OT IPUMEHSIEMbBIX B CTaH-
naptHoit Mmetonuke 1P 469, ucnonb3yioT ciaenyionine
pacTBopuTeIn WIK UX cMecH [4, 8, 13—17, 21, 44, 45,
54—56]: H-rekcaH (11 BbIAEIEHMS HAChILIEHHBIX Y B),
TOJIyOJI, ET0 CMECU C H-aJIKaHaMU UJIM CMECh H-TeKcaHa
C IUXJIOpPMETaHOM (JIJIsSI BEIACIICHUSI apOMaTUIECKIX
VB), cMmech nuxiopMeTaHa ¢ METaHOJIOM B IPYTOM CO-
OTHOIICHUH (TSI BEIIEICHMS ITOISIPHBIX COSTMHEHMIA).

BapbupoBaHue pacTBopuTeieit 0ObIYHO HaIpaB-
JIEHO Ha co3IaHue OJIM3KUX YCTOBUM 31I0MPOBaHUS,
CIIOCOOCTBYIOIIMX MOJIYUSHUIO Pa3HBIMU METOIAMU
COIOCTaBUMBIX pe3ysbTaToB. [IpenioxkeHo nondupaThb
BJIIOEHTBI, UCXOAS U3 MPUHILMUITA SKBUBAJEHTHOCTHU
apaMeTpoOB PACTBOPUMOCTHU BJIIOEHTOB 1 BbIJIEJIS -
€MbIX C MX MOMOILBIO Tpyni ¥YB uau npuMeHsIeMbIX
cMmeceii pactBoputeneii |14, 18, 19]. B pa6ore [17]
MOAYEePKUBAETCS, YTO UCITOJb30BAHUE UHIAUBUIY -
aJIbHBIX paCTBOPUTENIECH BMECTO UX CMeceit obecrie-
YMBaeT ITOJyYeHUE Pe3yIbTaToOB ¢ 00jee BHICOKOM
BOCHPOU3BOAUMOCTBIO.

3aMeHa CXeMbl JIOMPOBAHUS C IPSIMOA Ha 00-
paTHYIO 3aKJII0YaeTCS B UBMEHEHUHU MOCIea0BaTe b-
HOCTHU pacTBOPUTENIEl, B KOTOPBIX BbIIEPXKUBAIOT-
Cs1 KBaplieBble CTEPXXHU C HAaHECEHHBIM 00pa31ioM.
B cooTBeTcTBMU O cTaHAapTHOM MeToaukoii 1P 469
MOCJIEA0BAaTEIbHOCTh PACTBOPUTENIEH COOTBETCTBYET
MOPSAKY YBETUUECHUS UX TTOJIPHOCTU. B citydae npu-
MEHEHMSI 00paTHOM CXeMBbI JTIIOMPOBaHUS TTOPSI0K
WHBEPTUpPYeTCs HAa oOpaTHBIN. Llenblo 3aMeHbI cxe-
MBI 3JTIOMPOBAHUS SIBJISISTCS YIydIIeHNe KauecTBa
XpoMaTorpaduueckoro pasaeaeHus U MOBBIILIECHUE
TOYHOCTHM PE3YJILTATOB.

B pa6orax [17, 44] cpaBHUBaIOTCS TIpsiMast U 00pat-
Hasl CXeMBI SJIIOMPOBAaHMS Ha IIPUMEPE aHAJI3a BBICO-
KOKMITSIIIMX HEUTpaJbHBIX 0a30BBIX Macesl, apoMaTH-
YeCKMX 9KCTPAKTOB U BAKYYMHBIX OCTATKOB, ITPOIYK-
TOB UX OKUCJIEHUS. ABTOpamMu paboThl [17] oTMeueHo
YaCTUYHOE MepeKPhIBAHNE PETUCTPUPYEMBIX ITMKOB
HACBIIIIEHHBIX ¥ apoMaThIecKux Y B (¢ 3aBblieHreEM
pesynbraTa i JaHHOM TPYIIILI) 1 Apeiid 6a30Boit
JIMHUU B 00J1aCTU apOMaTUYECKUX U MOJSIpHBIX YB
IIPY UCIIOJIb30BAaHUU IIPSIMOM CXEMBI JIIOUPOBAHUS.
YcraHoBEeHHBIN Apeiic 6a30BOI IMHUYU YKa3bIBaeT
Ha HETIOJIHOTY pa3le/IeHUs COOTBETCTBYIOIINX IPYIIIL.
KYPHAJI AHAJIUTUYECKON XUMUU
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3aMeHa CXeMBbl 2JIIOMPOBAHUS Ha 00PaTHYIO II03BOJISIET
YCTPaHUTh YKa3aHHbIE HENOCTATKMU.

B pabote [44] mpuBeneHB (HaKThl NCKAKCHUST
¢dopMBI XpoMaTorpauIecKrx IMMKOB, HU3KOTO Ka-
YyecTBa MX pa3aejeHUsI 1 HU3KOM BOCITPOU3BOIM-
MOCTH PE3yJIBTaTOB B CIy4ae IIPUMEHEHUS IIPSIMOit
cxeMBbl amoupoBaHus. MckaxkeHnue ¢opMbl ITUKOB
CBSI3BIBAIOT C MEXaHUYECKOU TPaHCIIOPTUPOBKOIA ITO
COPOILIMOHHOMY CJIOI0 MUKPOKPHCTAIOB acdalib-
TEHOB, KOTOPhIE OCAXIAIOTCSI B COPOILIMOHHOM CJI0€
Ha IIepBOI1 CTaaIuM pas3AejeHUs IIPU UCIT0JIb30Ba-
HUHM HETIOJISIPHOTO pacTBopuTesi. Huskoe kauecTBo
pazaeaeHus TMKOB Y HU3KYI0 BOCIIPOU3BOIUMOCTh
pe3yJbTaTOB OOBSICHSIIOT CIOCOOHOCTHIO OCAXKIEeH-
HbIX ac(aJIbTEHOB U APYTUX MOJISIPHBIX COEAMHEHUI
OKKJTIOMMPOBAaTh HACKIIIIEHHbBIE M apoMaTuieckue Y B.
OKKJTI03MSI TIPETISITCTBYEeT MUTPALIMI JAaHHBIX TPYIIIT
VB no copbumoHHOMY cio10. MHBepcUst CXeMbI 27110-
MPOBaHUS HUBEIUPYET yKazaHHbIE 3DDEKTHI.

IToBepXHOCTH COPOLIMOHHOIO CJIOSI OOBIYHO MO-
INPUIMPYIOT XUMUUEeCKOI 00pabOoTKOM KBapleBbIX
CTepxKHei mapaMu foga MM pacTBOPAMU KUCIIOT
(a30THOIT, 6OPHOIA, IIaBeAeBOI) MM COJIEN (CYIb-
¢arta menu, HUTpaTa cepedpa) [45, 51-53]. Hecmo-
TpsI Ha COKpallleHe CPoKa CIYKObI COPOIIMOHHOTO
CJI0S1 B pe3y/IbTaTe TaAKUX MAaHMITYJISILIMIA, TOCTUATAETCSI
MOBBIIIEHHASI YYBCTBUTEJILHOCTD U CEIEKTUBHOCTh
metona TCX-TTHU/I.

Brillie oTMe4eHoO, 4TO cTaHIapTHasI MeTOIrKa
IP 469 He npenycMmaTpuBaeT NpoLEAYPY YCTaHOBIIE-
HMSI TpagyrpOBOYHOM 3aBUCUMOCTH. EMVHBI 17151 Beex
TPYII COeAMHEHUH TPaTyUpOBOIHBIN KO HUIUEHT
MIPUHUMAIOT paBHBIM enuHMIe. [1pu aTOM oueBMI-
HO, 4TO YyBcTBUTEAbHOCTb [T/ A1s1 pa3nuyHbIX
rpynn YB u naxe i oTaeIbHBIX KOMIIOHEHTOB BHYT-
PM OOHOIT U TOM Ke TPYIIIBEI HeomMHaKoBa. B cBsI3u
C O9THUM OCYIIECTBISIOTCS ITONBITKI YCTAHOBICHUS
rpagyrpoOBOYHOM 3aBUCMMOCTHU C UCIIOJIb30BaHUEM
WHIVBUIYaIbHBIX COCIMHEHUIT ONpeneIeHHO Yn-
ctoThl [51—54] mmm rpynmnt YB HJIC, BeImeIeHHBIX
¢ nomolpio Meroga 2KAX [4, 13, 52—54, 56]. Yau-
BepcaJbHbIE TPagypOBOYHEIC OOpA3IIbI IIST METOIA
TCX-ITHU]I moka He pa3pabOTaHBHI.

* * *

M3zyuenue rpynnoBoro ¥B-cocTaBa (onpeneiaeHue
colep:KaHus HachllleHHbIX Y B, apomaTuueckux YB,
cMoJI 1 acdaabTeHOB — TaK Ha3biBaeMbIX SARA-rpyrim)
UMeeT IIPaKTUISCKYI0 3HAYMMOCTh, TaK KaK 3HaHHE
COOTHOIIEHUS pa3IMYHLIX rpynil coenuHeHnit B HJIC
SBJIIETCSI OCHOBOI JUISI OLIECHKU €€ KaueCTBa, CTa0WIIb-
HOCTHU U BbIOOpA criocoba nepepadoTKU.
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TpamnimmonHo rpymnmoBoit YB-coctaB onpenensior 2.

C MOMOIIbIO XpoMaTorpauIecKuX METOI0B: abCo-
moTtHoro Metona 2KAX 1 OTHOCUTETBHEIX METOIOB
BOXX n TCX-TTNU/I. ITpr1 OTHOCUTEITHBHO IIPOCTOM
armapatypHoM odopmiaeHun Meton 2KAX oTimyaeTcst
BBICOKMMM 3aTpaTaMy BPEMEHH, OOJIBIIIMM PAaCXOI0M
o0pasia, MaTepHraioB U PEaKTUBOB, TPYIOEMKOCTHIO,
CJIOXHOCTSIMM IIPY aBTOMAaTU3aIIX M HU3KOI1 BOCTIPO-
U3BOOUMOCTEIO. MHCTpyMeHTanbHbIe MeTonbl BOXKX
u TCX-TTN A, TpeOyronire BbICOKMX 3KCILTyaTallMOH-
HBIX 3aTPaT, UMEIOT IIPOTUBOIIOJIOKHEIE IT0 3HAYCHUIO
COOTBETCTBYIOILINE XapaKTePUCTUKMU.

11 KaXkaoro u3 nepeuyrciaeHHbIX METOIOB pa3pa-
0oTaHbI CTaHIAPTHbIE METOAUKU aHanu3a. HecMoTps

Ha UX pa3HOOOpa3ue, TOJBKO C [TOMOIIbIO ONHOM cTaH- .

nmaptHoit Metonuku 2KAX (ASTM D2007) onpenensitot
rmMeHHO SARA-Tpymel. Crienprka CTaHIAPTHBIX Me-

tomuk BOXKX u TCX-TTU]I HerocpencTBeHHO Biusier 6.

Ha COCTaB oNpeAesieMbIX TPy coenuHeHuit. B pe-
3yJbTaTe BOZHMKAET Mpo0IeMa HECOMOCTABUMOCTH pe-
3yJIBTaTOB OIpeneeHus rpymmnoBoro YB-coctasa HJIC.

C LIeJIbIO JOCTUKEHUS KOppl/IAInn MEXIY PE3YJib-

TaTaMM, ITOJIY4CHHBIMU Pa3HbIMU METOJaMM aHAJIN34a, 7

M X KOPPEKTHOM CpaBHUTEIILHON OLICHKU UCCIIEN0-
BaTe M MPUMEHSIOT MOAU(DUKALIUIO CTAHAAPTHBIX Me-
tonrK. OCHOBHBIMU HAIIPaBICHUSIMU MOTU(DUKALINI

IUIS BCEX TPEX METOIOB SIBJISIIOTCS MI3MEHEHHE IIPOLIEAYp 8
nonroroBku HJC x aHanm3y 1 BapbUpOBaHUE YCIOBUM

ee xpoMarorpaguueckoro pazneineHus. Kpome toro,

B pamKax Metona 2KAX meaaloTcst IIONBITKI aBTOMa-
TU3MPOBATh HEKOTOPhIE CTAAWU aHAIN3a, a B METOME

TCX-ITU]I ocoboe BHUMaHUE YIEISAIOT BHEAPEHUIO 9

U OTpabOTKE MpOoLEeayphl yCTAHOBJICHUS TPagyupoO-
BOYHOI1 3aBUCUMOCTHU.

OPNUHAHCHUPOBAHUWE PABOTbI

JaHHast paboTa BBIIIOJHEHA 3a CUeT CPEICTB 0101 -
xeta @®I'BYH “UHCTUTYT reoXxuMny 1 aHATMTYECKOM
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FOREIGN EXPERIENCE IN DETERMINING THE GROUP
HYDROCARBON COMPOSITION OF PETROLEUM FEEDSTOCK
AND PETROLEUM PRODUCTS

D. 1. Panyukova® *, E. Yu. Savonina?, K. Ossipov’, T. A. Maryutina®

4 Vernadsky Institute of Geochemistry and Analytical Chemistry, Russian Academy of Science, 119991 Moscow, Russia
b 000 Strata Solutions, 141700 Dolgoprudny, Russia
*e-mail: daria.paniukova@gmail.com

Abstract. Determination of the group hydrocarbon composition (saturated and aromatic hydrocarbons,
resins, asphaltenes) of petroleum dispersed systems is predominantly carried out using chromatographic

analysis methods: liquid adsorption chromatography, high-performance liquid chromatography, thin-
layer chromatography with flame ionization detection. The specificity of standard methods developed for
the analysis of petroleum feedstock and petroleum products using a particular method often results in
the incompatibility of results both in terms of the nomenclature of the identified hydrocarbon groups and
the determined concentration values. This review provides a comparative assessment of chromatographic
methods for analyzing the group hydrocarbon composition of petroleum feedstock and petroleum
products, their features, advantages, and disadvantages. The main options for modifying standard methods
aimed at achieving correlation between the results obtained by different analysis methods are described.

Keywords: group hydrocarbon composition, liquid adsorption chromatography, high-performance liquid
chromatography, thin-layer chromatography with flame ionization detection, standard methods, modification.
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XUMHNYECKAA ITPOBOIIOATOTOBKA PACTUTEJBbHbBIX MATEPUAJIOB
B CUCTEMAX MHUKPOBOJJIHOBOI'O PA3JIOKEHUA TYHHEJBHOI'O
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AHanm3 pacTUTETBbHBIX MaTepHaI0B HEOOXOOUM IIPH SKOJIOTHIYECKOM MOHUTOPUHTES, aHAIUTUIECCKOM
KOHTPOJIE TIPONYKTOB IMUTAHUS U JICKAPCTBEHHOTO CHIpbsl. MI3ydeHre MUPOBOTro OMbITa ITOKA3aJI0, YTO
JI0 CHUX TIOP OTCYTCTBYIOT €IMHBIC CXEMBbl XMMHMUECKOM ITPOOOITOATOTOBKM, OMHOBPEMEHHO MIPUTOIHbIE
IIJI1 BCEX TUIIOB pacTeHUI 0e3 orpaHMYEeHMST Kpyra oIpeaensieMbiX ajieMeHToB. Co3naHue yHuduIm-
POBaHHOI cXeMbl TPOOOMOATOTOBKM PACTEHUII BO3MOXHO, TaK KaK MaKpOCOCTaB JIIOOBbIX pacTeHUI
npeacraBieH He MeHee yeM Ha 90 Mac. % opraHM4eCKUMU COeAMHEHUSIMM (KJIeTYaTKa, O€I0K, JIUINILI
U Jp.), MUHEpaIu3alys KOTOPhIX MPUBOIUT K 00pa30BaHUIO BOIbI U Ta30Boii (ha3bl. B naHHOI paboTe
cepTU(UIMPOBaHHBIC 00PA3LBI PACTCHWIT MUHEPAIN30BaHBI B CUCTEME MUKPOBOJTHOBOTO Pa3JI0KCHMS
tyHHenbHOro Tma MultiVIEW (SPC SCIENCE, Kanazna) mpu Bapruanysx aHaTATUIECKUX HaBECOK,
cocTaBa M 00beMa peareHTOB, BApUAHTOB MO0ABICHUS PEaKIIMOHHOM CMeCH, PeXKMMOB HarpeBa cocy-
JIOB JIJISI OMHOBPEMEHHOTO OIIpeeIeHUS IITMPOKOTO Kpyra 3JIeMEHTOB METOIOM aTOMHO-3MUCCUOHHOM
CMIEKTPOMETPUU C MHAYKTUBHO CBSI3aHHOM IJ1a3Moii. OlLieHKa MOJTHOTHI PacTBOPEHUs (CTENeHb COOT-
BETCTBUSI HAaliICHHBIX U aTTECTOBAaHHBIX CONEePKaHMI) UCIIOJb30BaHa B KAUe€CTBE OMHOTO U3 KPUTEPHUEB
OINTUMAJBLHOCTU yCIOBUI MpobdonoaroroBku. [TokazaHo, 4To Mpu TPEXCTYNIEHYATOM PEXUME Harpena
cocynoB (CKOpOCTh HarpeBa Ha nepBoii ctyrenu 2.76 °C/muH) ¢ HaBeckoii 0.5 r u pa3aenbHO-IOCIe-
JoBaTeIbHOM 100aBieHneM peakunoHHoi cmecu (HNO; 4 min, H,0, 1.5 M, HCI 1 M 1 HF 0.05 mun)
BO3MOXHO HaAEXHOE OIpenesicHNe THITMYHBIX IJI1 pacTeHUi comepxkaHuit Si, Al, Mg, Ca, Fe, Na, K,
Ba, Sr, Rb, P, B, Mn, Ti, Ni, V, Cu, Zn.

KioueBbie cjioBa: pPaCTUTCIAbHBLIE MaTE€pHalibl, CUCTEMAa MUKPOBOJHOBOI'O Pa3JIOKECHUA TYHHEIbHOTO
THIIA, 3JIEMEHTHBIN aHaJIn3, aTOMHO-3MUCCHUOHHAaA CIICKTPOMETPUA C MHAYKTUBHO CBSI3aHHOI TIJTa3MOM.

DOI: 10.31857/50044450224040035, EDN: vbilru

DJeMeHTHBIIM COCTaB pacTeHUI, MPOU3PACTAIOIINX
B IUKWX WM KOHTPOJIUPYEMBIX YCIOBUSIX, SIBJISIETCS
OTpaXX€HUEM COCTOSIHUS OKPYKAIOIIEH UX CpEedbl.
B cBs3u ¢ 3TMM aHaIM3 paCTUTEIbHBIX MaTePHUAIOB
HEOO0XOIUM ITPU SKOJIOTUYECKOM MOHUTOPUHIE, aHA-
JIMTUYECKOM KOHTPOJIE TIPOAYKTOB INMUTAHUS 1 JIe-
KapCTBEHHOIO ChIPbs, a TAKXKe OMOreOXMMUUYECKUX
MOMCKaXx IOJIe3HbIX McKomaeMbix. Hanbonee yacto mist
3TOr0 UCIOJIb3YIOT MHOTO3JIEMEHTHBIE Y TIPOU3BOAM -
TEJIbHbIC AHAJTUTUYECKUE METObI, TAKME KAK PEHT-
reHo(JIypeCleHTHAsI CIIEKTPOMETPHSI, MaCC-CIIeK-
TPOMETPUS C UHAYKTUBHO CBSI3aHHOM IMJa3MOIA,
aTOMHO-3MUCCUOHHAS CIEKTPOMETPUS C AyTOBBIM

pa3psiioM/MHIYKTMBHO CBSI3aHHOM I11a3MOi1/JTa3epoM,
WHCTPYMEHTAJIbHBIA HEATPOHHO-aKTUBALIMOHHBINA
aHanu3 u ap. [1].

PazButue coBpeMeHHBIX MTHCTPYMEHTAJIBHBIX M€~
TOIOB HAIIpaBJIeHO Ha CHIDKEHME MepeaeioB 00Ha-
PYXEHMS U paclIMpeHME CITMCKA aHAJIMTOB, a TAKXKe
Ha yJydllieHre TOYHOCTHU Pe3yJbTaTOB aHaau3a Mpu
COKpallleHUU BpeMeHHbIX 3aTpar. [Ipuyem Hamex-
HOCTb OIpeNeIeHUs aHATUTOB MUHCTPYMEHTATbHBIMU
METOJaMU C UCIIOJb30BaHMEM PACTBOPOB B 3HAUU -
TEJIbHOI CTETIEHU 3aBHUCUT OT Ka4Ye€CTBA XUMUYECKOM
MMPOOOITONTOTOBKM 00pa31IoB. DTa Mporeaypa OOLITHO
Heobxoauma AJis epeBoa ONpeaesieMbIX 3JIEMEHTOB
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B 0oJiee IPUTOMHYIO IJISI IeTEKTUPOBaHUS (popmy,
a TaKoKe JUTSE MX OTOEICHMS OT MaTPHULIBI 00pasiia Uin
KOHIICHTpUPOBaHUs aHAIUTOB. OMHAKO IIPU XUMHU-
yeckoi mpobonoaroroBke (XII) cyliecTByOT pUCKU
3arpsiI3HEHUST 00pa3iia, ero HEIOJTHOTO Pa3JIoXKEeHMS,
YaCTUYHOTO U3BJICUCHUS ONIPEIeIsIeMbIX 3JIEMEHTOB
WIN UX IToTepu. Tak, mponeaypa HoAroTOBKY pacTBO-
POB TSI aHAJI3a B COOTBETCTBUM C CEPTUDUILIMPOBAH-
HOM MeTOoAMKO# [2], Koraa rmocie KNCIOTHOM MIHE-
panu3aluy pacTBOPHI Mpod yImapuBaroT C HEOOIbILIOK
I00aBKOM (D TOPUCTOBOXOPOTHOM KMCIOTHI IJIST KOH-
LICHTPMPOBAHMS IIPUMECEi, IIPUBOIUT K YIAJICHHUIO
KPEMHUSI U3 PaCTBOPA ¥ BO3MOXHBIM ITOTEPSIM IPYTUX
MHUKPO3JEMEHTOB, HanmpuMmep, Zr, Al, Tiu T. a. [3].
bes ucnonb3oBaHUs PTOPUCTOBOIOPOIHOMN KUCIIO-
Thl MOXET ObITh HE TOCTUTHYTO MOJIHOE pa3JIoKeHUe
npo6kI [4—6]. OnpeneneHne KpeMHUS U ATIOMUHUST
MEeTOIaM1 aTOMHO-3MMUCCUOHHOI ¥ MacC-CIEKTPOME-
TPUU C THOYKTUBHO CBsI3aHHOI mia3moii (ADC-UCII
nu MC-UMCII) npobiremMaTUYHO, TaK KaK B paCTBOpE
Mpo0 pacTUTEILHOTO ITPOUCXOKACHNS MTPU TUIPOIU3E
U TToJIMMepU3aluy KpeMHUST 00pa3yloTcss MULIEIIbI
0OJIBIIOTO pa3Mepa, KOTOPble OTMUIBTPOBBIBAIOT
nepea aHaJIu30M WJIM OTTOHSIIOT MPU HarpeBaHUU
¢ (bTOpUCTOBOAOPOIHOM KucaoToi. Kpome atoro, npu
HENOCTaTOYHOM CTeIeHU KOHLIEHTPUPOBAHUS HEKO-
TOPBIX BJIEMEHTOB B pacTBOpax, Hanpumep, Be u Ga,
onpeaeyeHne ux cogepxkanuit merogom ASC-NUCII
3aTpyJaHeHO U Bo3MoxHO MeTogoM MC-MCII Tonbko
MocJje OTTOHKU Si-MaTpulibl. Bce 3To moaTrBepxkaaer,
YTO 3Tan XMMUYECKOI MpOoOOIOAroTOBKH YaCcTO OKa-
3bIBAE€TCSl KAMHEM MPETKHOBEHUS 151 COBPEMEHHBIX
WHCTPYMEHTAIbHBIX METONOB.

M3BecTHO, 4TO MaealbHass XMuMHUYecKas mpooo-
MOATrOTOBKA OpraHUYECKMX 00pa3LOB IJIS1 DJIEMEHT -
HOTO aHaJu3a J0JKHa 00ecneuyrnBaTh BO3MOXHOCTD
peanuzaluu 3Toi Npoueaypbl A O0JBIIOTO KOJU-
yecTBa 00pa3loB B TEUEHUE KOPOTKOTO BpeMEHHOTO
OTpe3Ka; MPUTOIHOCTD MOJy4aeMbIX PACTBOPOB IS
MHOT03JIEMEHTHOTO aHan3a; 6€30MacHOCTb MPOLIeC-
ca repeBojia TBePAOTo BEIIECTBA B PACTBOP, T.€. 03
HapylIeHU TpeOOBaHUI TEXHUKU OE30IMTaCHOCTHU;
MPOCTOTY peanu3auuu [7].

IToaroroBka GOJBIIOrO KOJIMIECTBA PACTBOPOB U3
ITOPOIIKOBEIX 00Pa3IOB 32 KOPOTKOE BpeMsI BO3MOXHA
¢ IPUMEHEHHNEM CHCTEM MUKPOBOJIIHOBOTO Pa3jIoxkKe-
must (CMBP). bypHoe pa3putne u IpuMeHEeHNE TAKIX
CHICTEM CBSI3aHO C HAYaJIOM VX CEPHITHOTO BHIITyCKa |8,
9]. lokazaHO, YTO MUKPOBOJHOBOE U3JTyYEeHHUE T10-
3BOJISIET YIIYYIIUTh OKUCIMTEIbHBIC CIIOCOOHOCTHU
pEaKIMOHHBIX CMECEH MPU IMOBHIIICHHBIX TEMIIC-
paTypax ¥ IaBJICHUSIX, a TAKXKe MUHUMU3APOBATh
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HEKOHTPOJIMPYEMbIE 3arpsI3HEHUS U IOTEPU JICTYUUX
ayemMeHToB [7, 8, 10].

B HacTosi1ee BpeMs BbIITyCKAIOTCsI pa3HOOOpa3-
Hule CMBP (1a6:71. 1), OCHOBHBIMY OTIIMINTETLHBIMUT
OCOOEHHOCTSIMA KOTOPBIX MOXKHO CUMTATh 00beM
U MaTepuaJj cocyaoB (Macca MUHEpaIu3yeMOM opra-
HUYECKOU HaBECKM, COCTaB U 00beM peaKLIMOHHOMI
CMecH) M, KaK CJIEACTBUE, MAKCUMAaIbHO BO3MOXKHBIS
TEMIIEpATypy 1 JaBJieHNE B cOCynax (CKOPOCTD U II0JI-
HOTa peakiiuii); TEXHOJOTUIO KOHTPOJIS TaBJIeHUS
U TeMIlepaTypbl; TUIl CUCTEMBbI (PEaKTOPHBIN WU
KaMepHbIii); TTocenoBaTeIbHOE WM OMHOBPEMEHHOE
(TYHHEJIBHBINM WM KapyCeIbHBIN TUIT) IIPUTOTOBIICHME
rpyribsl pactBopoB B CMBP.

Ha s1eMeHTHEBIM aHaJIn3 pacTeHUSI OOBIYHO IT0-
CTYIIAIOT ITOCJIC BBICYIIMBAHUS HA BO3MYXE WJIU JIN-
oduan3auny (BEIMOPaXKUBaHMsI) B BUIE ITOPOIITKOB,
KOTOPBI€ TIPEACTABIISIOT CJIOXKHBIE MHOTOKOMITOHEHT-
HbIE CMECH OPTAaHUYECKMX, DJIEMEHTOOPraHUIECKIX
1 MUHEpaJbHBIX BelllecTB. HekoTophle coenmHeHNs
IJTOXO PACTBOPSIIOTCSI B MUHEPAJIbHBIX KUCIOTaX, IPY-
rue — B OpraHM4ecKux pacTBoputensix. Kpome toro,
pa3HBIe YaCTH OJHOTO U TOTO K€ PACTeHUS MOTYT
MMETh 3HAYNMO OTIMYAIOIINICS SJIEMEHTHBII CO-
cTaB [11], n3-3a yero 3JiIeMEHTHI B MaJIbIX HABECKax
MOPOIIIKA BCETO PAaCTEHUSI MOTYT OBbITh pacIpene/eHbl
HEOTHOPOIHO. B CBSI3M ¢ 5TUM IJISI IPUTOTOBIICHUS
pacTBOPOB KeJIaTeIbHO UCITOIb30BaTh IIPEACTABU -
TeJIbHBIE aHATUTUYECKHe HaBeCKU Maccoii ot 0.25 mo
3r[12, 13]. Beibop Takux Macc 0OyCIOBIIEH, B TIep-
BYIO ouepenb, BbicokuM coaepxkanueM C, N, O, H
B OpraHM4YeCcKUX coemuHeHusax (He MeHee 90 mac. %)
IIPY HEBBICOKOM YPOBHE (MUKPO-, YIIBTPa- U CJICIBI)
COIEepKaHUI NPYrux 3JeMeHTOB [1].

Crmcok HanboJjiee YacTo UCITOJIb3yeMbIX pearcH-
toB Wit XI1 pacTuTeIbHBIX MaTEpHAJIOB IIPUBEICH
B Tabi. 2. Kaxgas n3 nepedncieHHBIX MUHEPATbHBIX
KHCJIOT MOXET B3aUMOIECTBOBATh TOJIbKO C HEKOTO-
PBIMUA KOMITOHEHTaMM PACTUTEIIBHOTO CHIPhS, IT03-
TOMY IUISI U3BJICUCHUSI BCEX XUMMIECKIX DIIEMECHTOB
HeoO0XonuMo IIpUMEHEeHMEe 00Jiee OMHOTO OKUCIINTE-
s [12]. [onynapHoi mpu MUHEpaIN3alluy pacTe-
Huii B CMBP sBasercst a30THast KUCI0Ta, OIHAKO ee
CIIOCOOHOCTD OKUCISITh OPraHNYECKIE COSTUMHEHMS
3aBHUCHUT OT TeMIIEPATYPHI, IIPY KOTOPOM IIPOXOIUT
MPOLIeCC MUHEpaIn3allii, U UCIIOIb3YeMbIX 00bEMOB
kucyiotsl [10]. M30BITOK KMCIOTHI B KOHEUHOM pac-
TBOpE MPU aHAJIN3€ HETATUBHO BJIMSAET HAa BEJIMUNHY
aHaymMTI4ecKoro curHazia [ 14]. OKucanTeIbHbIE CBO-
CTBa a30THOM KUCIOTHI MOXXHO YCUJIUTh 100aBIIEHHEM
nepokcuaa Bogopona [12], XoTst ero ucnoab3oBaHue
MOXET IIPUBECTU K YBEJINUYECHUIO TABJIIEHUS B COCY-
max CMBP. CMmecu a30THOM KHUCIOTHI U TTEpOKCHUIA
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Tao6auna 2. HekoTopble CBOMCTBa peareHTOB, HAU0OJIee YaCTO MCITOJb3YyEeMbBIX IPH XUMUUYECKOM ITPOOOMOATOTOBKE

PaCTUTCIIbHBIX MAaTCPpUAIOB

Bo3MoxkHbIE orpaHUYeHUS [Mpeumymiecta
Pearent npu
IpOGONOATOTOBKE TIpY TIPOLIEAYPE U3MEPEHUS TpU TTPOOOIIONTOTOBKE B aHaJIu3e
HNO,; |OrpanuuyeHHas Bricokast KoHLIeHTpaLust Crabunuzauus MoHOB | CHUKeHUE BIUSHUS
pPacTBOPUMOCTh B PaCTBOpPE OKa3bIBAET Me™*" B pacTBOpE; COJIEBOTO COCTaBa
KpeMHe3eMa IETIPeCCUpPYIOIIee BIUSHIC pasIoXeHIe
¥ IJIMHO3eMa Ha MHTEHCUBHOCTb aHAJTUTUYECKOTO | OPTAHUYECKOTO
CUTHaJja Bewecrsa 1o H,O
H,0, Hekontponupyemoe | He 3apukcupoBaHo 1 CO,
MOBBILICHYE
JABJICHUsI B cOCyaxX
HF O6paszoBaHue HeobxonuMa HekBaplieBasi cuctema | YCUieHue YBenuueHue yncna
JIETYYHX COCAMHEHUH | BBOZA paCTBOPOB B ILIA3MYy TP JECTPYKIINHT aHAJINTOB
Si, B, Al, Ti, Zr; BBICOKO1 KOHILIEHTpallu1 KPUCTAJUIMYECKUX
oOpa3oBaHue TJIOX0O | B PacTBOPE; CHIDKCHUE TOYHOCTH CTPYKTYP
PacCTBOPUMBIX oIpenesieHUs aHAIUTOB, KOTOPhIE
¢bTopunos 00pa3yIOT JIETYYHe COSTUHEHUS
HCl BepositHOCTB Bricokast KOHLIEHTpaLUs
o0pa3oBaHUSA B pPacTBOpE OKa3bIBacT
HEepacTBOPUMBIX IETIPeCCUpPYIOIIee BIUSHIC
COeMMHEHUI Ha MHTEHCUBHOCTb aHAJTUTUYECKOTO
MeTaioB: Ag, Hg cUrHaja
HCIO, |BspsiBoonacHa
H,SO, |O6pa3oBanue Bricokast KOHLIEHTpaust Pacuiennenue xupoB | He 3acuxkcrupoBaHo
HEepacTBOPUMBIX B PaCTBOpPE OKa3bIBaeT
COCMMHEHUI JIeTIpeCCUpPYIOIIee BIUSHIC
MmeTasuioB: Ba, Pb, Ha MHTEHCUBHOCTb aHAJIUTUYECKOTO
Ca CUTHAJIa; HEBO3MOXHOCTb
OIpelIeNIEHUS CONEPXKAHUS CEPBI

BOJIOPOAA IKMPOKO UCHOIL3YIOTCSI, ITOCKOJIBKY OHU
3¢ (GHEKTUBHO MUHEPATU3YIOT OPTaHNMYECKOE BEIIECTBO,
YTO 00ECIIeYnBaET CHIDKEHE MATPUYHBIX BIUSTHUMA
B Tu1a3Me npu aHanu3se [4] (tabu. 3). [IpucyrcTBue
BBICOKMX CONEPXKaHWIA OPTaHUKH W/MJIN KpEMHUS
TpeOYIOT MPUMEHEHMS JOTIOJTHUTETLHBIX PEareHToB |5,
28]. ConstHast KNCJIOTA TaKXKe YCHIINBAECT OKMCITATEITb-
HBIE CBOIICTBA a30THOM KMCJIOTHI 1 IIPEeIOTBpallacT
00pa3oBaHue MULIEC/UT KpEMHUEBOM KUCIOTHL. PTOpH-
CTOBOIOPOTHAS KHMCIIOTA CIIOCOOCTBYET pa3pyIICHHUIO
MPUPOIHBIX CUJIMKATOB B PAaCTEHMSIX, UYTO, C OMHOMN
CTOPOHBI, IO3BOJISIET PACIIIMPUTD KPYT OIPEASTSIEMbIX
3JIEMEHTOB, a C IPYTOif CTOPOHEI, 00pa3yIoIIecs JIeTy-
Yye COeNMHEHNSI MOTYT BbI3bIBaTh HEKOHTPOIMPYEMBbIE
MOTEPU DCCEHLMATBHBIX Y TOKCUYHBIX 3JIEMEHTOB [29].
M30BITOK 3TOM KMCIIOTHI B paCTBOPE MOXKET CHU3UTD
WHTEHCUBHOCTH aHAJIMTUYECKUX CUTHAJIOB AaHAJINTOB
U TIOBPEINUTh CTEKJISTHHBIE U KBaplieBbIe AETAIN IIPU-
6opa [14]. X1opHas KMCIIOTa TTOBBIIIAET OKUCITUTETh-
HYIO CITOCOOHOCTD PEaKIIMOHHOMN CMeCH, HO SIBJISICTCS
B3PBIBOOIIACHOM, B CBSI3U C YEM €€ MCII0JIb30BaHUE
4acTo 3ampelleHo, IIPY 3TOM OHA B JTI0OOM KOJITYECTBE
KYPHAJI AHAJIUTUYECKON XUMUU

ToM79 N4

OKasbIBaeT AeTpeccupylolliee BAMsSHUE HA aHATUTHYe-
ckuii curHan [15]. Vicrioib30BaHUE CepPHOM KHUCIOThI

OTpaHWIUBAET BO3MOXHOCTD OPENENCHUS CONEPKAHUS

Cepbl — CCEHIIMATbHOIO 3JIEMEHTAa B pacTeHMsIX. Mu-
HepaJIu3alMs MXOB U JTUIIAHUKOB Jy4llle MPOTeKaeT

B IIPUCYTCTBUM COJISTHOM WJIY XJIOPHOM KUCJIOT, a XBOU

WJIN MOPCKMX BOIOpOCiei — (DTOPUCTOBOAOPOAHOMN

kucnotsl [30, 31].

O0BEeM peakIIMOHHON CMECH M COOTHOIIIEHNE B HEM
peareHTOB — TakKxKe BaxKHbIE TTapaMeTphbl, KOTOPhIE
CJIeyeT YUUTHIBATD ISl 00eCIIeYeHNsI ITOJTHOThI U CKO-
poctu XII, Kak u Macca aHaJTUTUUECKO HABECKMU.
ITonyyeHHBIE pacTBOPHI JOKHBI OBITH CTAOMIBHBIMU
1 UMETh HU3KYIO OCTATOUYHYIO KMCIIOTHOCTD, KOTOpast
0113Ka K KUCJIOTHOCTU IPafyupOBOUYHBIX PACTBOPOB,
IIO3TOMY peaKIIMOHHAsI CMeCh He JOJIKHA COMepXKaTh
U30bITKA KUCIOTH. KpoMe Toro, Haae>XXHOCTh XM -
MUYECKOI ITPOOOIIOArOTOBKM 3aBUCUT HE TOJIBKO OT
COCTaBa U Macchl 0Opasiia, OT MPUPOIbl U 0ObeMa
N00aBIsIEeMbIX PEareHTOB, HO TaK:XKe OT TeMIlepaTyp-
HO-BpeMEeHHbIX pexXnuMoB pabotel CMBP.
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Ananu3 gaHHbix no XI1 pacTutenbHbBIX MaTepUaAIOB
IIJTST BJIeMEHTHOTO aHanm3a ¢ moMolisio CMBP nipu
BCEM pa3HOOOpPa3nUM TAKUX CUCTEM IOKa3al, 9TO A0
CHX IIOp OTCYTCTBYIOT HalIeXKHBIE CXeMbI XUMNIECKOM
IMPOOOIOATOTOBKY, OTHOBPEMEHHO IIPUTOIHbBIC IS
BCeX BUIOB pacTeHuit (Tadm. 3). B mpuHmne yau-
ukalms cxeMbl XMUMUIECKOM IIPOOOIIOATOTOBKHU
BO3MOXHa, TaK KaK MIHEpaJIn3allis OpraHnIeCKIX
coeqMHEeHUH (KieTyaTka, OeIoK, TUTTUALI U Ip.), U3
KOTOPBIX COCTOSIT JIIOObIE pacTeHUs, IPUBOIUT K 00-
pa30BaHUIO OOJIBIIOTO KOJIMYECTBA BOIAbI U Ta30BOI
¢assl (TTapsl BOABI, OKCUAKI YITIEpoaa, a30Ta U T. 11.),
a YpOBEHb colepKaHuii OOJIBIIOrO YMCIa OIpeaesse-
MBIX XUMWYECKHX 3JIEMEHTOB B ITOJIYY€HHBIX PaCTBO-
pax HeBBICOK. Paspaborka enmHoii cxembl XI1 Obla
OBI MoJIe3Ha TS TTOJTHOTO (MHOTO2JIEMEHTHOTO), a He
¢parMeHTapHOTO U3YyYEeHUS PACTUTEILHOIO MUpa
Semiu. Jaxe i onHoi u Toii ke monean CMBP
npouenypa XI1 MoXeT umMeTh LUPOKUIA CIEKTp Ba-
pPUAHTOB, HAYMHAs OT BhIOOpA MACChl aHAJIUTUYECKOM
HaBeCKM 1 00BbeMOB peareHToB. OqHaKO GOJIBIITNMH-
CTBO HMCclieoBaTeNneit He 000CHOBBIBAIOT CBO BBIOOD
HCITOIB3yeMO (IMPUINISTHYBILIEICST) MacChl aHATUTH -
yecKoi HaBeckn. OO1Iee BpeMsI, 3aTpauynBaecMoe Ha
MOJIy4YeHHe PaCTBOPOB B MPUBEICHHBIX IIpUMeEpax,
Bapwupyert ot 17 mo 150 MuH. OmHO3HAYHO HE yCTa-
HOBJIEHO HEOOXOIMMOE YUCJIO CTYyIIeHel U CKOPOCTh
HarpeBa, XOTsI U3BECTHO, YTO HE JOJKHO OBITh PE3KOT0
Harpesa IS IIpedoTBpalleHUsT ObICTPOro oopa3oBa-
HUs ra3oBoi ¢assl [15]. [Tyonukamum o XuMu4ecKoi
npob6omnoarotroske pacteHuit B CMBP TyHHeIbHOTO
TUNAa He ObLIM HAlIEHbI.

OrpaHuyeHUEe Kpyra ornpeacaseMbIX 2JIEeMEHTOB
B 00CyXJ1aeMbIX paboTax 0ObIYHO OAHO3HAYHO HE
CBSI3aHO C BO3MOXHOCTSIMU aHAJIUTUYECKUX METOOB,
a MCXOIIUT U3 KAKHUX-TO MOCJIEAYIOIIMX MHTEPITpeTal-
OHHBIX ITOCHIIOB. CIIMCKM aHAJIUTOB B pa3HBIX paboTax
MOJHOCTBIO HE COBMAAIOT, M UX YMCJIO BapbUPYET
oT 3 10 42 npu UCOAB30BAaHUU COUETaHUSI METOIOB
ADC-UCII u MC-UCII. B pabotax [17, 18, 20, 23]
MOKa3aHo, UTO JJIS ONpeaesIeHUsT 3CCeHLMaTbHbIX
1 HEKOTOPBIX TOKCUYHBIX 3JIEMEHTOB, CONEPXKAHUS KO-
TOPBIX HAXONATCA B Iranas3oHe ot # X 107 1o n Mac. %,
JocTaTouHo npuMeHeHus1 Metoga ADC-NCII.

ITpu 3K0I0rMYECKOM MOHUTOPUHTIE, aHAJIUTUYE -
CKOM KOHTpOJI€ MPOAYKTOB MUTAHUS U JIEKAPCTBEHHO-
T'O ChIPbsI TpEOYyeTCs olpeaeeHe Kak MOXHO 0oJiee
LLIMPOKOTO Kpyra 3JIEMEHTOB, ITOCKOJIbKY XKU3HEHHAs
HEO0XOIUMOCTb WY TOKCUYHOCTh OOJILIIMHCTBA XU -
MUYECKUX 3JIEMEHTOB TPeOyeT NOATBEPKACHUS WU
M3yyeHa TOJbKO 1Ji1 HEKOTOPbIX BUAOB PACTECHUIA.
C npyroii CTOpOHBI, onpeaesieHre 00IbLIoro Habopa
3JIEMEHTOB TPEOyeT crienprUIecKoit XUMUIeCKOMn
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npobonoaroroBku. Hanmpumep, n3-3a npoodjem, BO3-
Hukatomux npu XI1, yricno ny6aukaluii, B KOTOPbIX
OIIpEeIeICHO colepXKaHe KPEMHMS — 3CCEHIIMATBHOTIO
3JIEMEHTa, OTBEYAIOIIero 3a UMMYHUTET PaCTCHMUSI,
Kkpaitae Maso [3]. [1py Bcex TpyTHOCTSIX XUMHIECKOM
IMPOOOIIOATOTOBKY METOIBI AaTOMHOI CIIEKTPOMETPUU
MOTYT 00€CIIeYNTh He TOJIBKO OIpeaeIeHNe OOIbIIO0-
r'0 YKCJia 3JIEMEHTOB, HO 1 HaleXKHOCTh Pe3y/IbTaToOB
C DOCTATOYHOM TOYHOCTBIO U ITIOBTOPSIEMOCTBIO Ha
YpOBHE MUKPO- M YJIBTpacoIep:KaHuit aHammToB [ 1, 32].

Llenp HacTosIIEl pabOTHI 3aKJII0Yaaach B MCCIe-
JIOBAHUM BO3MOXHOCTEH MUKPOBOJIHOBOM CUCTEMBI
TYHHEJIbHOTO TUIIA ¥ pa3paboTKe HaeXKHOM MpOoLIeTy-
PBI XUMUUYECKOI TTPoOOMOATrOTOBKM pa3HOOOpa3HBIX
pacTeHUit A1 ONHOBPEMEHHOTO OIpeae/IeHUs BJie-
MEHTOB METOJIOM aTOMHO-3MUCCUOHHOI CIIEKTpOME-
TPUU C UHAYKTUBHO CBA3aHHOW TJIa3MOM.

OKCIIEPUMEHTAJIbHAA YACTb

O0BbeKTBI, MaTEPUAJIBI U 00OpynoBanue. O0pasibl.
J1J11 OLIeHKM KauecTBa Pa3HbIX BAPMAHTOB XUMUYECKOM
MPOOOMOATrOTOBKY MCIIOJb30BaAIA CEPTUMUIIMPOBAH-
Hble cTaHgapTHbIe oopa3ubl (CCO) cocTaBa BOTHBIX
1 Ha3eMHBIX paCTEHUIA:

*  anoxeu KaHaackoii (DK-1) I'CO 8921-2007 /
CO KOOMET 0065-2009-RU;

+ TtpaBocmecu (Tp-1) I'CO 8922-2007 / CO
KOOMET 0066-2008-RU;

+ mcra 6epessl (JIB-1) I'CO 8923-2007 / CO
KOOMET 0067-2008-RU:;

* XBOU cocHBI cubupckoit (XCC-1) I'CO
11961-2022.

IMepeuncnennsie CCO cocTaBa pacTeHMId, KOTO-
phI€ SIBIITIOTCS YYTKMMUY MHANKATOPaMU 3arpsi3HEHUS
MPUPOIHBIX HA3€MHBIX M BOTHBIX 9KOCUCTEM, UMEIOT
JIOCTATOYHO ITOJTHOE OIMMCAaHKE 3JIEMEHTHOTO COCTaBa
63—68 XMMUYECKUX DJIEMEHTOB, PUYEM OpraHuye-
CKUE COeNUHEHUS COCTABIAIOT Oosiee 95 Mac. %, a co-
JepsKaHWS 3CCEHIMATBHBIX Y TIOTEHIIMATLHO TOKCUIHBIX
3JIEMEHTOB U3MeHAI0TCA OT 11 X 107> 10 n mac. % [33].

Peacenmut u cmandapmmusie pacmeopei. B mponecce
HCCIENOBAHNS UCTIOIb30BAIN IEUOHU30BAHHYIO BOLY
(/IN-Boma; 18.2 MQ/cm), moydeHHYIO C TIOMOIIBIO
cucteMbl ourictky Milli-Q 1Q7005 (Millipore SAS,
®paHuMs); KOHUEHTpUpoBaHHbIe KucaoTel HNO,
oc. 4. (AO “KymaBHapeaktuB”, Poccus), HF oc. 4.
(000 “Curma Tex”, Poccust) u HCl oc. 4. (3AO “Pe-
akTuB”, Poccust), ounilieHHbIe IEPErOHKO 6e3 Kure-
HUS KUCJIOThI B cuctemax Savillex DST-100 Sub-boiling
Distillation System (Savillex corp., CIIIA) u CITK-1
(00O “Ananur ITponakrc”, Poccus); mepokcum
Ne 4
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Bonopona 30%-Hbiit MegunHckuii (OO0 “UHHO-
Banust”’, Poccus); ctaHmapT-TUTPEL KMCIOTEL COJISI-
Hoit u ruapokcuna Hatpus (0.1 monb/1, TY 2642-
001-33813273-97, OO0 “¥Ypanxumunsect”, Poccust);
deHondranenH 4. A. a. (OO0 “Kemudunn”, Poccus);
CIMPT 3TUJIOBBIN MepBbIii copT (96.0%, Poccust); apron
razoo0pa3sHblii oc. 4. (Beictumii copt, TOCT 10157-
2016, OO0 “Masxk”, Poccust); MHOTO3JIeMEHTHbBIE
crangaptHbie pactBopbl COIT 15608-2014, COIl
15615-2014 u COII 15616-2014 (OOO HIIII “CKAT”,
Poccus).

I'pamynpoBoUHBIE paCTBOPHI TOTOBUJIN U3 OTAETBHO
B3SITHIX aJIMKBOT MHOTI'O3JICMEHTHBIX CTaHIapPTHBIX
pactBopoB nipu fo6asaeHnn KoHL. HNO, u nocneny-
forreM pasbasimennu [IM-Bonoii. ComepkaHUS Kax-
moro aHanuTa coctaBuiau (Mr/mn): Al, Ca, Fe, Mg, Mn,
Na, Zn, K, P, B, V, Si, Cu, Ni, Ti, Rb — 0.01, 0.5, 1,
5, 10, 50; Ba, Sr—0.001, 0.4, 2, 10, 20) 8 1 M HNO,,.

PaGoumnii pacTBOp 11€7109YM TOTOBUIN U3 aMITYJIbI
crangapT-tutpa ¢(NaOH), conep:xumoe KoTopoit
KOJIMYECTBEHHO MEPEHOCHIM B MEPHYIO KOJIOY eMK.
1 1, 06beM goBoauau no Mmetku JAM-Bonoit. AHano-
TMYHO TOTOBWIM cTaHaapTu3upytowmuii pacrsop HCI.
Hagecky 0.5 r ¢eHondranenna pacrsopsuiu B 0.05 1
STUJIOBOTO CIIMpPTA JJIs1 IpUroToBieHus 1% crupTo-
BOTO pacTBOpa-UHAMKATOPA.

Jlabopamoproe obopydosarue u nocyoa. J1ns Bcex
XUMMYECKUX MPOLEAYP MCIOJb30BAIN 103aTOPHI Me-
XaHMYecKue ogHoKaHaabHbIe eMK. 0.01—0.1, 0.1—1,
1—5 M (BIOHIT, Poccus), rpagynpoBaHHBIE TTOJTH-
MPONMJIEHOBBIE TTPOOUPKU eMK. 15 m 50 M1, KOJIOBI
CTeKJIISTHHBIE MepHBIe eMK. 250 11 1000 M1, KOono®I Dp-
JeHMeiiepa eMK. 250 M1, OIOPETKU AJISI TUTPOBAHUS
HOMWHAJIBHOI €MK. 25 MJI C IICHOM JIeJICHUST IIKAJIBI
0.1 M. CucteMy OYMCTKH JJaOOpaTOPHOIt MOCYIbI
nponapuBanueMm COII-13 (OO0 “Ananur [Ipomakrc”,
Poccust) ncnonb30Banu IMpy MOATOTOBKE ITOCYIBI.

[MomumnponuaeHOBYI0 XUMUYECKYIO ITOCYAY Tepe
HCTIOJIb30BaHUEM 3aMauMBaJIM B CBEXETIPUTOTOBICH-
HoM 10%-HoM (1o 06bemy) pactBope HNO, B TeueHue
Tpex OHEl, pa3 B IeHb MEHsISI KMCIOTY U IIPOMBIBast
nocyny A -Bonoii. 3aTeM B TedeHUe ABYX YaCOB I10-
cyny niponapuBanu JAM-Bogoit B cuctreme COIT-13
U TPYKIbI npoMbiBanu JI-Bonoii.

CTeKISTHHYIO IOCYy JJISl TUTPOBAHUS TIOATOTaB-
JIMBAJIM KJIACCUYECKUM CIIOCOOOM.

XUMHUUECKYIO TTIPOOOTTOATOTOBKY PaCTUTEILHBIX
MaTtepuajioB BeImoJHsIM B CMBP TyHHenbHOTO
tuna MultiVIEW (SPC SCIENCE, Kanana). Peak-
LIMOHHEBIE COCYABI C IIOJUTETPAPTOPITUICHOBBIMU
BKJIAIBIIIIAMH €MK. 75 MJI YCTaHABJIMBAIOT B €IMHBII
12-TTO3MLIMOHHEIN TPAHCIIOPTUPOBOYHEIN IIITATUB,
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KOTOPBIH IOMEIAaeTCsl B TYHHE b U3 HepKaBeIoleit
cTajiu ¢ Te(hJIOHOBBIM MOKphITHEM. Kaxknast mo3uiyst
Ha IITaTHBE ITOABEPTacTCs MHANBUIYaIbHOMY (O-
KyCHUPOBAaHHOMY MUKPOBOJHOBOMY U3JTyYEHUIO OT
MartHetpoHa (MorHocTh 350 BT), a KOHTpOJIb TeMIIe-
paTypbl OCYILIECTBIISIETCS C IIOMOIIIBIO 12 HE3aBUCUMBIX
MK-patuyrkoB. MOLIHOCTU MarHeTPOHOB KOHTPOJIH -
PYIOTCSI TTO LIETISIM OOPaTHOM CBSI3M Yepe3 TeMIIEpaTypy
B KaxaoM cocyae. Takue TexHUuYeCKue 0COOEHHOCTHU
CMBP yno6HBI 111 OMTHOBpEMEHHOM XMMWYECKOM
NpoOONOArOTOBKM aHAJIUTUUYECKUX 0OBEKTOB C pa3-
HBIMHM MaTpullaMu (pacTeHusl, ITOYBbI, 30J1a YHOCA,
TOpHBIE TIOPOALI U T. A.). MaKkcuManbHbIe paboune
IMoKa3aTelIr TeMIIepaTyphl U JaBJIICHUST COCTaBIISIIOT
200 °C 1 90 at™ cooTBeTCTBeHHO. OIHAKO IIpU JaBje-
HUM 34 aT™M IPOUCXOAUT aBapUIHBIIA COPOC ra3oBoit
(has3bl ¢ mocienyIIUM OTKJIIOYEHEM MarHeTpoHa
JIJIsI 9TOTrO aBTOKJIaBa (Tab. 1).

CrieKTpbl rpaTyMpOBOYHBIX PACTBOPOB 1 00Pa3IIoB,
MMOJTYYeHHBIX noce mpouenyp XI1, perucrpupoBanu
Ha aTOMHO-3MHCCHUOHHOM CITEKTPOMETPE C MHIYKTUB-
Ho cBsizaHHo# turazmoii iCAP 6300 DUO (Thermo
Scientific, Benuko6puranus). CucreMa BBoJa as-
pO30Jis B IJ1a3My COCTOsIJIa U3 KBapIlIEBBIX FOPEJIKH,
WHXXEKTOpPA, HUKJIIOHHOM pPacHbUIATEIbHON KaMEpPhI
U pacobLinTeNs SeaSpray, B KOTOpbIE pacTBOP MO-
JIaBaJICSI C TIOMOIIBIO IIEPHUCTAIBTUIECKOI0 Hacoca.
OrnepalioHHbIE YCIOBMS PaObOThI CIIEKTPOMETpa Ipe -
CTaBJICHHI B Ta0I1. 4.

ConepkaHusI aHAJIUTOB OIIPENEIISUIN B IIpOrpaMme
iTEVA Ha cremyromnmx atoMHbIX (I) 1 monnsrx (11) aHa-
ytrndeckux JuHuAX (HM): Sil 212.4(R) u 1 251.6(R);
Al11237.3(R) u1308.2(R); Mg 11 280.2(R) n 1 285.2(R);
Call 317.9(R) u 1 422.6(R); Fe 11 259.9(R); Na |
589.5(R); K1766.4(R); Ball 455.4(R) u 11493.4(R);
Sr11407.7(R) m 11421.5(R); Rb 1 780(A); P 1213.6(A)
nl1214.9(R); B1249.6(A) u1249.7(A); Mn 11 257.6(A);
Ti Il 334.9(A); Ni Il 231.6(A); VII292.4(A); Cul
324.7(R); Zn 11 206.2(A) 1 213.8(R). CoueTaHue Hau-
OoJsiee 1 MeHee YyBCTBUTEIBHBIX IUIMH BOJH JIMHUMI
AHAJIMTOB MTO3BOJIMJIO MAKCUMAJIBHO PaCIIUPUTh T -
HaMWYECKU1 Truara3oH OIpeaessseMbIX CONepKaHMiA,
He Tipuberas K pa3daBieHNIO 00pa3lioB.

Mertoas! uccaenoBanus. Bapuanmol xumuueckoi
npobonodeomosxu. IloaydeHue MpaBUIbHBIX PE3Yib-
TAaTOB aHAJIM3a PACTEeHUI 3aBUCUT OT MacChl aHAJIU -
3UPYEMOTO BEIIeCTBa; cOCTaBa, 00beMa U BapuaHTa
n00aBIeHNST peaKIIMOHHOM CMeCU K HaBecKe 00pas-
11a IPU XMMUYECKOI MPOOOIOATOTOBKE; CKOPOCTHU
HarpeBa 1 BpeMeHU HaxoxaeHus1 cocyaoB B CMBP.

I/IBY‘-IGHO BJIMAHUE CICAYIOIIUNX aCIICKTOB XMMMU -
4eCKomn HpO6OHO}IFOTOBKI/I Ha ITOJIHOTY II€peBoaa
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Tab6auna 4. OnepaliOHHbBIE YCIIOBHST PaOOTHI
ITapameTp nipubopa ITokazarenn
Hacrpoiiku ucrtounuka:
MoiuHocTb, BT 1150
CKopocTh I1a3M000pa3yIolero rasa, J1/MUH 12
CKOpOCTh ITPOOOITONAOIIETO Ta3a, JI/MIUH 0.5
YcnoBust paboTHI IEPUCTATBTUYECKOTO HAacoca:
CKOpOCTB ITpH IMTPOMBIBKE CUCTEMBI BBOIA, 00/MUH 100
CKOpoOCTh TP aHaIN3€e, 00/MUH 65
Bpewmst ycriokoeHus1 MexXay ITPOMbIBKOM 1 aHAJIM30M, C 5
YcoBus ojydeHre aHAIMTUYECKOTO CUTHAIA:
Hao6monenue AxkcuanbHoe (A), Paguanshoe (R)
BpeMms HakomIeHNST aHATUTUYECKOTO CUTHANa, C 15(A), 5(R), 30 (moaHbIit ciekTp)
Yuco usmMepeHmnii 2

B pactBop 4yeThipex CCO cocTaBa pa3HOBUIOBBIX
pacCTECHMIA:

— pa3IMYHbIE AaHATTUTUYECKUE HABECKU 00pa31ioB
(0.1, 0.15, 0.2, 0.25, 0.3, 0.35, 0.4, 0.5 r);

— 17 peakumoHHbIX cMeceid (HNO; + HE, HNO,; +
+ HF + HCl, HNO, + H,0, + HF, HNO; + H,0, +
+ HCl +HF, HNO, + H,0, + HCIl + HF + H,0)
C pa3HbIMU 00BbEMaMU PEAreHTOB, YTO OOECTIEYNIIO
ONMHHaIUATh MoaM(dUKaLMii cocTaBa peaKLIMOHHOM
cMmecH (Tabi. 5);

— TPM BapuaHTa 100aBJIEHUsI XUMUYECKUX peareH-
TOB K aHanuTu4deckoit HaBecke CCO;

— TpU pexnuma Harpesa cocynoB B CMBP.

[lepen peanuzaiiueit 11060ro BapuaHTa 100aBJe-
HUSI XUMUYECKNX PEAareHTOB BO BKJIAABIIIN COCYIOB
CMBP o161pany COOTBETCTBYIOLIYIO aHATUTUYECKYIO
HaBecky CCO.

Bapuanrt 1. ITocienoBaTeabHO NPUJIMBAIN COOT-
sercTBytome oobembl HNO; u H,O, (eciin nepokeun
BOIOPOIA BXOIWJI B PEaKIIMOHHYIO cMech). Yepes nBa
yaca I1ocJie IpeKpalieH!s] BCIEHUBAHMS IITAaTUB C CO-
cynamu riomeriany B CMBP. IMocne muHepanuzanum
U OXJIAXKAEHMS K MOJYYEHHBIM pacTBOpaM 100aBIIsSLIN
cootBeTcTBYIOIIUIT 00beM HF u pazbasinsiu Bogoii
JI0 KOHEUYHOro oobeMa 15 Mil.

BapuanT 1. B 3aBUCMMOCTH OT MacChl HABECKU
CCO nocnenosarenbHo no6asasuii HNO; u H,O,
(ecu mepoKCHUI BOIOPOIA BXOOWII B PEaKIIMOHHYIO
cMmech), a yepes 1—2 u nobasnsuim HClu H,O B 3aBu-
CHMOCTH OT COCTaBa PeaKIIMOHHOI CMeCH. 3aKPHIThIE
aBTOKJIaBbI C peaKIIMOHHOM CMeChIO OCTABJISUIM Ha 18 4,
a 3ateM rmoMetanu B CMBP, riociie MUKpOBOJITHOBOTO
BO3ICHCTBUS K ITOJYYCHHEIM PacTBOpaM IT00ABIISLIN

XKYPHAJI AHATUTUYECKOU XUMUU

cooTBeTCcTBYIOIIUIT 00beM HF u pazbasinsiiu Bogoi
JI0 KOHEYHOro oobeMa 15 M.

BapuanTt 111 — 3T0 pasaenbHO-TIOCIe0BATEILHOE
no0OaBieHNE peareHTOB K aHAJIMTUYECKOI HaBeCKe.
B 3aBucuMoCTH OT MacChl HaBeCKM 100aBism 2/3 oT
obwero oobema HNO; 1 ocrasism Ha 18 4 B 3aKpbl-
ThIX aBTOKJIaBaX. 3aTeM MOCJIENOBATEIbHO J00ABISIN
ocTaBLIrecs 00beMbl a30THOM Kuciotel, H,O, (ecau
IIePOKCHII BOIOPOIA BXOIWII B pEaKIIMOHHYIO CMECh),
HCln H,O (Takxe B 3aBUCMOCTH OT COCTaBa PeaKI-
OHHoI1 cMecn). [Toce 3aBeplleHUsT IEHOOOpa30BaHUS
(B TeueHHUE IBYX-TpeX YACOB) BKJIAIBIIIM TTOMEIIATN
B CMBP, B ocThIBIINE MOJIyYeHHBIC PACTBOPHI 10-
0aBsiId COOTBETCTBYOLLIMIA 00beM HF 1 pazdasisiiu
BOJOI 10 KOHEYHOTro o0beMa 15 mit.

HcnblTany Tpu pexXuMa Harpesa cocynoB (Tabi. 6):
pexXuM I COCTOST U3 OMHOCTYIIEHYATOTrO HarpeBa
1o 180 °C u mcTonb30BaCs TOJBKO IJis 1 1 2 Monu-
(ukanuit coctaBa peaKlLIMOHHOM CMECH C HaBeCKa-
mu 0.5 1, KaKk peKoOMeH10BaHO B pabdoTe [28]; pexum
2 — 3TO IBYXCTYIIEHYATHI HArpeB ¢ MAaKCUMAaJIbHOM
temrmieparypoii 200 °C; pexxuM 3 — TpexcTyIeH4YaThIi
HarpeB ¢ MakKcUMatbHOI TeMmeparypoit 180 °C. OnHo-
U IBYXCTYIIEHUYATHIA peKMMbI 3aIIpOrPaMMUPOBAHbI
B CMBP MultiVIEW.

Onpedenenue ocmamoyHoll KUCAOMHOCMU NPUSOMO8-
JNeHHbIX pacmeopos npob. AHATU3UpPyEMbIE U Tpagyr-
POBOYHBIEC PACTBOPHI JOKHBI UMETh ONMHAKOBYIO
(G OHOBYI0 KOHIIEHTPAIIO KUCIOTHI [ 14], mosTOMy
JJIS1 yCTAaHOBJIeHUST KO3 dulLiMeHTa pa3daBiaeHuUs
pPacTBOPOB MOCJIe MUKPOBOJHOBOTO Pa3jIOKEHUS
Oomnpenessyii UX OCTaTOYHYIO KMCIOTHOCTh METO-
JIOM KHCJIOTHO-OCHOBHOI'O TUTPOBAaHMS — U3MeEPSI-
I 00BeM pabodero pacTBopa, 3aTpauynBacMoOro Ha
Ne 4
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Tab6amnna 5. CocTaBbl MCCIIETOBAaHHBIX PEaKLIMOHHBIX CMeCei

Moauduxkanus peakllMOHHOK cMecu [IpuMeHsieMble peareHThl U UX 0ObEMBI, MJI
Howmep WNnnekc HNO;, H,0, HF HCl H,O

1 9N-0.15F 9 - 0.15 - —
2 9N-0.15F-2Cl1 9 - 0.15 2 —
3 3N-0.50H-0.05F 3 0.5 0.05 — —
4 3N-10H-0.05F 3 1 0.05 — —
5 4N-10H-0.05F 4 1 0.05 — —
6 5N-10H-0.05F 5 1 0.05 — —
7 5N-1.50H-0.05F 5 1.5 0.05 — —
8 6N-1.50H-0.05F 6 1.5 0.05 — —
9 4N-1.50H-0.05F-0.5Cl 4 1.5 0.05 0.5 —
10 4N-1.50H-0.05F-1Cl 4 1.5 0.05 1 —
11 4N-1.50H-0.05F-1CI-2Aq 4 1.5 0.05 1 2

Ilpumeuanue: MHIEKCHI IOCTPOCHBI M3 COKPAIIEHHBIX 0003HaYeHNM npuMeHseMbix peareHToB (N, F, Cl, OH n Aq —
cootserctBeHHO HNO,, HF, HCI, H,0, u Bona), roe yucna — ux o0beMsbl.

Tabnuna 6. OHepaHI/IOHHbIe yCJIOBUA TEMIIEPATYPHO-BPEMEHHBIX PEXKMMOB CUCTEMbI MUKPOBOJIHOBOI'O Pa3J10KECHUA

MultiVIEW
Crymnens 1 CryneHs 2 CryneHsb 3
Temne- Bpewms, Mmun Temrme- Bpewms, Mmun Tewmme- Bpewmsi, MuH
Pexin aTypa atypa arypa

p Oép > | HarpeBa | BBLIEPXKU p Qép > | HarpeBa | BBIIEPXKKU b oép > | HarpeBa | BBIIEPXKKHU
1 180 10 10 — — — — — —
2 150 12 5 200 8 5 — — —
3 90 25 15 120 10 10 180 10 10

HelTpanuzanuio. OCTaTOuHYIO KUCIOTHOCTb pacCcym-
TBIBAJIN 110 (popMyIIe:

c(H*)= ' ,

e ¢(H™) — ocraroyHas KUCJIOTHOCTb aHATM3UPYEMBIX
pactBopoB, M; c(OH™) — KoHLIeHTpauusl paboyero
pactBopa NaOH, M; V(OH~) — 06bemM 3aTpadyeHHOTO
pabouero pactBopa wmenoun, mi; V(H') — anuksora
aHaJIM3UPYEeMOTO pacTBoOpa, M.

B cBs131 ¢ TeM, YTO TMAPOKCUI HATPUS TUTPOCKO-
MMUYEH, TIepel KaXKIoi MpoLeaypoil TATPOBAHUS Tpe-
OyeTcs cTaHAapTU3alus ero pactBopa. st aToro
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B KOHMYECKYIO KOJIOY moMeniagu 10 MJI TIpUroToB-
JeHHoro ctraHgapTHoro pacrBopa HCI, npunuBanu
150 M1 Boabl, 10OABJISUIM TPU KAIlJId pacTBOpa-UuHAN-
Karopa 1 TUTpoBaiau padbounm pactBopoM NaOH mo
MOSIBJIIEHUS YCTOMYMBOM CBETIO-PO30BOM OKPACKU,
KOTOpas coxpaHsuiach B TedeHue 30 c.

OCTaTOYHYIO KMCIOTHOCTb IIPUTOTOBAEHHBIX pac-
TBOPOB Ipo0 (anmkBoTa coctanisia 0.1 M) onpene-
JISUTA aHAJIOTUIHBIM 00pa30oM.

Koumponw noanomsl useneuenuss anaaumos u3 o6paz-
408 pacmumenvHbix Mamepuanos 8 pacmeop. Hanex-
HOCTb IPOLEAYyPhl XUMUIECKOM TPOOOMOATOTOBKH
OLIEHUBAJIU C TTIOMOIIIbIO KpuTepus R:

R=<x100%,
A
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rae ¢ U A — HalilcHHOE U aTTECTOBAaHHOE coacpXKaHue
aHaJInTa B CTaHOAPTHOM O6p&3L[C.

IlonyyeHHbIE OlLIEHKY pa30MBaId Ha TPH KJ1acca:
Hopma v xopoio (R = 100 * 10); ymoBi1eTBOpUTENLHO
(75<R<90m 110 < R< 125); 6pak (R<75u R > 125).

PE3VJIBTATbBI 1 UX OBCYXIEHWE

Bcero BeimoaHuIm 216 skcriepuMeHTOB 110 XI1
C BapbMpPOBaHMEM MacC aHATUTUYECKMX HABECOK Ye-
THIpEX CePTUMUINPOBAHHBIX CTAHIAPTHHIX 00Pa3I0B
cocTraBa pa3HOBUIOBEIX pacTennit (DK-1, Tp-1, JIb-1,
XCC-1), momndukamii cocTaBa peaKIIMOHHON cMe-
cu, 00BEMOB peareHTOB U CIIOCO00B UX N00ABICHUS
K HaBeckaM CCO npu u3aMeHeHUU pexXruma Harpe-
Ba cocynoB. IlonydyeHHBIe pe3yabTaThl IPUBEICHBI
BTabn. 7u 8, a Takxke Ha puc. 1 u 2.

BiusHue TeMnepaTypHO-BpEMEHHbIX PEKHUMOB CH-
cTeMbl MUKPOBOJIHOBOTO Pa3JI0:KeHHS HA MOJIHOTY pa3-
JIOXKEeHHs o0pa3uoB. JaHHblie Ta0I. 3 CBUIETEILCTBY -
IOT O TOM, YTO IS OIIPENeICHUS MUKPO3JIeMEHTOB
B PACTCHUSIX KeIaTeIbHO YBEIUNINTD IYMCIIO KUCIOT
1/WIN BpeMsl MUKPOBOJHOBOI'O HAarpeBa, IIpy 3TOM
CKOPOCTb HarpeBa peaklIMOHHOI cMecH He TOJKHA
npeBbimarh S °C/MuH. OTHOCTYIIEHYATHIM HAarpeB, 3a-
nporpammupoBaHHbiii B CMBP MultiVIEW st XIT o
JaHHBIM [28], obecrnieynBaeT pe3Kuii Habop TeMrepa-
Typsl (15.9 °C/MMH) 1 HEKOHTPOJIMPYEMOE ITOBBILLICHUE
JIABJICHUS B COCYIIaxX, YTO MOXKET CITOCOOCTBOBATH aBa-
PUITHOMY OTKJTIOUEHHIO MAarHeTpOHA Ha KOHKPETHOI
sueiike mratyBa (Tabi. 6). bojbliias yacTh pacTBOPOB,
TMTOJIy4EHHBIX C TTOMOIIBIO OMHOCTYIIEHYATOTO HAarpeBa,
colepxaia 0canok, T.e. pa3jiokeHue 00pa3LloB ObLIO
HeTnoJHBIM (Tab. 7). [Tpu nmonxydyeHnn oTpuaTeTbHbBIX
pe3y/IbTaToB (OTKIIOUYEHUE OTaeIbHBIX sueek CMBP
WIn o0pa3oBaHME OCagKa B pacTBOPE) IIPOBOIMIN
IIOBTOPHBIE 3KCIIEPUMEHTEHI. JleCTBUTEIBLHO, €CIIN
OBLI0 3a(PMKCUPOBAHO aBAPUITHOE OTKITIOUCHHE MarHe-
TPOHA IUIS1 OMHOM STYEeMKM, TO 3TO HE CKa3bIBAJIOCH Ha
BBITIOJTHEHUH 3aJaHHOM ITpOTpaMMBI B OCTaIbHBIX
siYeiiKax MmTaTuBa. XUMUYECKYIO ITPOOOMOATOTOBKY
OIHOBPEMEHHO BBIIOJIHSIJIM ISl TIOJTHOCTHIO 3aI10J1-
HeHHoro mTaTtnuBa. CTabMIBHOCTL pa0OTHI CUCTEMBI
MHWKPOBOIHOBOTO pas3noxeHus MultiVIEW nonrsep-
KIAJIA TIOBTOPEHUEM XMMHUYECKIX IIPOOOITOATOTOBOK
CCO BK-1, Tp-1, JIb-1 u XCC-1, BBITIOJTHEHHBIX
B OOMHAKOBBIX OITEPALIMOHHBIX YCIOBUSIX. Bapuanmm
peayibHOM TeMITepaTyphl I pa3HBIX 00pa31oB He Mpe-
Boiayin 6 °C. [ToBTopHOE NoTydeHre OTPULIATETb-
HBIX PE3YJIBTaThl JOMOJHUTEIbHO CBUAETEIHCTBOBAJIO
0 HEOOXOOMMOCTH U3MEHEHUSI peaKIIMOHHOM CMECH,
BapuaHTa 100aBJIeHNS peaKIIMOHHOM CMeCH K HaBECKE,
TeMmIiepaTypHO-BpeMeHHbIX pexxuMoB CMBP. Yucio

XKYPHAJI AHATUTUYECKOU XUMUU
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MOJIy4aeMbIX B OMHOCTYIIEHUATOM PEXIME PaCTBOPOB
C 0CaJKOM CHM3MJIOCH TOJBKO IIPU pa3aeabHO-II0-
cJen0BaTeIbHOM 100aBICHUM peaKIMOHHON cMecu
K HaBecke (BapuaHr III) (tabm. 7).

XoI HarpeBa U JOCTIDKEHHE 3aJaHHBIX TeMIIepa-
TYp MPU ABYX- U TPEXCTYyIIEHYATOM peXUME padOThI
CMBP nokasaHbl Ha ITpUMepe MOJYyYEHUST PAaCTBOPOB
CCO BK-1 u CCO XCC-1 uz HaBecok 0.1 r 1 kom-
ounaumu kuciaot 3N-0.50H-0.05F (puc. 1). [1pu
JIBYXCTyIeH4aToM pexxume padotel CMBP (ckopocTb
HarpeBa Ha niepBoii crynenu 10.75 °C/MuH) u Bapu-
aHte I no6asineHus peareHToB M1 HaBecku CCO
DK-1 (comepxanue kpemuus 1.1 mac. %) cpabarbi-
BaeT aBapuilHOE OTKJIOUEHHEe MarHeTpOHa, Korjaa
peajbHas TeMreparypa 3Ha4YUTeJIbHO OTJIMYAETCS OT
3aJaHHoOI (puc. la). ABapuitHOe OTKIIIOYEHUE MPU
pexuMe 2 HarpeBa COCYIOB 1 T00aBJICHUH PEareHTOB
no Bapuanty Il He HaGmonanu. Tem He MeHee B pac-
tBope DK-1 Habmonanu ocanok (tadj. 7). Kpome
3TOrO0, B TeYEHUE MEPBBIX TPEX MUHYT B COCYIE IIPO-
HUCXOIUT PE3KUIL POCT TeMIIePaTyPhI (CHHSIS TUHUS),
3HAYUTEJbHO OTIMYAIOIINIACS OT 3aAaHHOTO (KpacHasI
JHUs) (puc. 10, B). AHAJIOTMYHBIN CKAYOK TeMIlepary-
pbl Habromanu npuy noayyeHuu pacrsopa CCO XCC-1
(puc. 11—3). Takum 06pa3om, 3anporpaMMUpPOBAHHbII
JIBYXCTYIIEHYATHIN PEKUM CHIKAET KOJIMYECTBO Opaka
MPU XUMUYECKOM MPOOONOArOTOBKE HABECOK MACCOit
0.1 r (Tabm. 7), HO HE UCKJTIOYAeT BapUaHT HETOJIHO-
o TIepeBoaa OOIBIIMX Macc 00paslia B pacTBOP Jaxke
npU MakcuManbHOI Temrieparype. Hanbosee miaB-
HOE NOCTIDKEHUE 3aJaHHbIX TEMIIEPATYP IIPOMCXOIUT
B TPEXCTYIIEHYaTOM pexkrmMe (TabJ1. 6), Koraa CKOpOCTh
HarpeBa COIEPXKMMOTO COCYI0B Ha MEPBOii CTyNeHU
coctasJsiet 2.76 °C/muH (puc. 1B, T, X, 3).

Hns uckmovyenus: padbotsl CMBP MultiVIEW
Ha MaKCUMaJIbHOM IJIS1 Hee TeMIlepaType yBeIudu-
JIM BpeMSI BBIACPXKKU paCTBOPOB Ha KaXXIOM CTyIIe-
HHU (TabGJ. 6), YTO MMO3BOJINUIO MOJHOCTBIO UCKITIO-
YUTh CUTyallM1 aBapUIAHOTO OTKJIIOUEHUST CUCTEMBbI
U YMEHBIIUTb BapUallMU peaibHOI TeMIepaTyphl
IJ1s pa3HbIx oopasuos 10 2 °C. Kpome atoro, yBe-
JIMYeHHAas BBIIEPXKKa paCTBOPOB Ha KaXKIOM U3 TPeX
CTyNeHell mo3BoJjisgeT 6€3 3HAUMMOTO YBEIUYECHUS
BpEMEHU BO3AEHUCTBUS MUKPOBOJHOBOTO U3TyYEeHUS
MOJIYYUTh paCTBOPHI U3 Macc, MpeBbluammux 0.1 .
B nanbHeiileit paboTe 3a OCHOBHOI MPUHSIIA PEXKUM
3 paboter CMBP.

Bansanue coctaBa peakniMOHHON cMeCH M BapHaH-
Ta ee J00aBJICHHA HA MOJHOTY Pa3JI0KeHHs 00pa3IoB.
BapeupoBanue crmocoba mo6aBiIeHNsT peareHTOB
JIaeT BO3MOXHOCTb MPEIOTBPATUTh OTKA3 pabOThI
CMBP 1 yMEHBIIUTH YUCIIO PACTBOPOB C OCAIKOM
(tabn. 7) naxe nag monudukauuii 1 u 2 coctana
Ne 4
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Puc. 1. TemrniepaTypHble [UarpaMMbl ABYX- 1 TPEXCTYIIEHYATOrO peXXUMOB HarpeBa cocynoB B MultiVIEW nipu pa3Hbix
BapuaHTax go6apyieHuss komouHaiuu kuciaot 3N-0.50H-0.05F kK aHanuTHYecKUM HaBecKaM CepTU(MUILIMPOBAHHBIX CTaH-
nmapTHbIX 06pasnoB DK-1 (a)—(r) m XCC-1 (x)—(3) maccoii 0.1 1.
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Homep Monndukamy (HaBecka, r)

Howmep Mommdukaumu (HaBecka, r)

Homep Monndukammu (HaBecka, r)

Puc. 2. OueHka cTerneHy U3BJIEUeHUST aHAJIMTOB B PACTBOP U3 MOPOILIKOB CepTU(MULIUPOBAHHBIX CTAaHAAPTHBIX 00Pa3LoB
B 3aBUCHMOCTH OT COCTaBa M 00beMa PeakKIIMOHHOM cMeCH Y MacChl HABECKU.

peaknmoHHoIi cMecH. [IprcyTcTBIE B peaKIImOHHO
CMECH COJISTHOM KHMCIIOTHI YBEININBAET BEPOSTHOCTD
IIOJTHOTO TIEPEBEACHUS aHAIMTUICCKOM HABECKI Mac-
coii 0.5 T B pactBOp. OmHAKO ITOTy4acMbIe C IIOMOIIBIO
STHUX MOTU(PUKALIMI PACTBOPBI UMEIOT BBICOKYIO OCTa-
TOYHYIO KUCJIOTHOCTD U TPeOYIOT 7—8-KpaTHOTro pas-
OaBJIeHMS IS TIPUBEICHNUS UX K POHOBOMY COIepKa-
HUIO KHCJIOThI, COIOCTAaBUMOMY C IPaayupOBOYHBIMU
pacTBopaMu. 3HAYMTEIbHOE pa3daBieHue pacCTBOPOB
HEraTUBHO CKa3bIBAETCs Ha Ipeaesax onpeaeacHus
aHAJIMTOB HAa YPOBHE YIBTPAHMU3KUX KOHLEHTpauuii [1].

M3 16 pacTBOpOB, MOJYYEHHBIX C IOMOIIBIO Bapy-
aHTa | Ipy OMHO- M ABYXCTYIIEHYATOM PEeXMMaXx Harpe-
Ba cocynoB B CMBP, B neBsatH 1IprcyTCTBOBAII OCAIOK.
B 100 pacTtBOpax, IpuUroTOBICHHBIX COIIACHO BapHaH-
1y 1l Ipy omHO-, IBYX- ¥ TPEXCTYNEHYATBIX PEXIMAX
HarpeBa CMBP, Tonbko B 40% city4aeB MOTy4YHIN pac-
TBOPBI 0e3 0canKoB (Ta0. 7). YBeImueHre MacChl aHATIV-
TUYECKNX HaBecoK 1 o0beMa Tosibko HN O, He oGecrieun-
BaeT IOJIydeHNE PacTBOPOB Oe3 ocanka (KOMOMHAITNI
4N-10H-0.05F; 5N-10H-0.05F u 6N-10H-0.05F).
HanmeHsI11as1 10151 pacCTBOPOB C OCAIKOM ITOIydeHA
MIPY UCIIOJIb30BAHUY PEaKIIMOHHBIX CMeCeii, BKITIO-
yatonux HCI (kom6unaimu 4N-1.50H-0.05F-0.5CI;

XYPHAJTAHAJIMUTUYECKON XUMUU  tomM79 Ne4

4N-1.50H-0.05F-1Cl). OmHOBpeMeHHOE yBEeIMICHIE
oosemoB HNO; 1 H,0, nipu 6osbiueii Macce HaBECKU
HEe3HAYUTETHHO CHIDKAET YMCJIO PACTBOPOB C OCAIKOM,
OIIHAKO OCTAaTOYHASI KUCIOTHOCTh TAKMX PACTBOPOB
yBeamauBaeTcs ot 4.8 mo 5.8 M (tabmi. 7). Yem Himke
OCTaTOYHAs KUCIIOTHOCTB ITOJTy9aeMbIX pACTBOPOB, TEM
MEHBbIIIe TpeOyeMasi KpaTHOCTDb pa30aBIeHUS IOy~
YEeHHOI'O pacTBOpa JJIsI IpUBeIeHMS K (POHOBOMY CO-
JIepKaHUIO KMCJIOTHI B TPagyUPOBOYHBIX pACTBOPAX,
¥ TeM OOJIbIIIe aHAJIUTOB BO3MOXHO OMHOBPEMEHHO
onpeneantb MeronoM ADC-UCII.

[Ipu moGaBIeHNN peareHTOB K HABECKE B COOTBET-
ctBuM ¢ BapuanToM I11 monyunu Tosnbko 7% pactBo-
POB C 0cagKaMM IIPH BCEX PeXXMMax HarpeBa COCyIOB
B CMBP. UckirouutenbHO 11T KOMOWHAIINT peak-
tnBOB 4N-1.50H-0.05F-1Cl n3 pa3HbIX aHaTUTHYE -
CKMX HaBeCOK B muamna3oHe macc 0.15—0.5 r Bce mo-
JIydeHHBIE PaCTBOPHI OBLIN Oe3 ocankoB. OcTaTouHas
KUCIOTHOCTH (3.0 M) oka3anach HamMEHBIIIEH B pac-
TBOpaXx, MOJIYICHHBIX ITPY YKa3aHHOI KOMOMHALINN
peakTuBOB U HaBecke Maccoii 0.5 1, 9ro mpu pa30aB-
JICHUM He3HAYMTEIbHO MOBIUSIET Ha Ipenesibl oIpe-
JieJIeHus aHaIuToB. Hampumep, pa3dasieHue pacTBo-
POB B YeThIpe pa3a 1 00Jjiee IPUBOIUT K 3aHIKEHUIO
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Ta6mmua 7. KoamyecTBo 06pa3ioB ¢ 0CaIKOM U OCTaTOYHAsI KUCIOTHOCTh PACTBOPOB, MOJYYEHHBIX ITPUA Pa3HBIX MO-
IUGUKALIVSIX COCTaBa peaKIIMOHHOM CMeCH, BaprlaHTax T00aBIeHUS peaKIIMOHHOM CMeCH, TeMITepaTypHO-BpEMEHHBIX
peXMMax CUCTEMbI MUKPOBOJIHOBOT'O PA3/IOXKEHMS U /ISl pa3HbIX MACC aHAIMTUYECKMX HABECOK (IIyCThie KJIETKU — pac-

TBOPBI B COOTBETCTBYIOIIUX YCIOBUSX HE TOTOBUJIN)

KonuyecTBo pacTBOpOB ¢ HEMOJIHBIM Ocratounas
pasioxeHreM 00pa3iia (0cagoK WX aBapuitHOE KHCIOTHOCTD
Monudukanus otkmoyeHue CMBP) nipu pa3HbIX BapuaHTax PACTBOPOB
DPEaKIMOHHOM cMeck Hapecka, nmob6asnenusa peareHToB (I, 11, I11) u pa3abIx 11pU pasHbIX
r pexuMax HarpeBa cocynos (1, 2, 3) B CMBP BapHAHTAX
TIo0aBIICHUS
BapuaHT I BapuaHnrT I1 Bapuanr I11 pearesTos, M
HOMED WHOCKC
2 3 1 2 3 1 2 3 | 11 111
1 9N-0.15F 0.5 2 7.1 7.3 8.2
9N-0.15F-2Cl 0.5 1 1 0 73| 7.2 8.0
3 3N-0.50H-0.05F 0.1 2 1 1 0 0 |26 32 3.2
0.15 3 2 3 0 0 [26] 3.1 3.2
4 3N-10H-0.05F 0.1 3 0 3.1 3.2
0.15 0 3.1
5 4N-10H-0.05F 0.15 4 0 39 4.1
0.2 4 0 4.0 4.0
6 5N-10H-0.05F 0.2 1 0 4.8 5.1
0.25 1 0 4.8 4.9
7 5N-1.50H-0.05F 0.25 2 1 4.8 4.7
0.3 4 0 4.8 4.6
0.35 3 1 4.5 4.0
8 6N-1.50H-0.05F 0.3 4 1 5.4 5.8
0.35 4 1 5.4 5.5
9 4N-1.50H- 0.15 1 0 3.8 4.0
0.05F-0.5C1
10 4N-1.50H- 0.15 1 0 4.2 4.0
0.05F-1ClI 0.3 1 0 4.1 3.6
0.35 2 0 4.0 3.5
0.4 1 0 3.6 3.1
0.5 1 0 3.5 3.0
11 4N-1.50H- 0.3 4 0 4.1 4.0
0.05F-1Cl-2Aq 0.35 4 1 4.0 3.9
Bcero noayueHo pacTBOpoB 8 8 8 8 84 8 8 84

pe3yabTaToOB OIpeaeIcHUs IIMHKA B 00pa3liax ¢ co-
nepxxanneM Hike 40 Mr/Kr (Tabdi. 8 u puc. 2).

TakuM o6paszom, 11t HaBecok maccoit 0.15—0.5 1
IobaBieHNE peaKIIMOHHOM cMecH (KOMOWHAIIMS
peaktuBoB 4N-1.50H-0.05F-1Cl) B cooTBeTCTBUU
¢ BapuaHToM III mo3BosieT mojiydaTh pacTBOPHI TPE-
OyeMoOro KauecTBa.

Bansanne Macchl aHAJTATHYECKOI HABECKH HA TOY-
HOCTb onpeaejIeHus aHAJIUTOB. Bce onucaHHbIe BhILIE

XKYPHAJI AHATUTUYECKOU XUMUU

Mpo0ieMbl (OTKJIIOUeHME OTIeNbHbIX tueek CMBP v
IMOJIy9IeHIE PACTBOPOB C 0CAIKOM) YaIlle XapaKTePHBI
ToJibKo 115t oopasoB OK-1 u JIb-1, rpanynomeTpu-
YECKUU U SJIEMEHTHBINA COCTAB KOTOPBIX 3HAYUTEIBLHO
BapbupyeT [33]. ToabKko B 3THX 00pa3uax MaccoBast
051 ppakiMy YaCTUIL pa3MepoM > 125 MKM coCTaB-
et 23.09 u 18.38% niga CCO DK-1 u JIB-1 coor-
BETCTBEHHO, YTO B pa3bl 00JIbIIIE, YeM IIJI1 00pa3lioB

CCO Tp-1 u XCC-1. DneMeHTHBbII cocTaB oOpa3ua
Ne 4
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Tab6anua 8. PesynbraThl onpenecHus IMHKA B pacTBOPaXx, MOJYYEHHBIX B TEMIIEPATypPHO-BPEMEHHOM peXuMe 3 Cu-
CTeMbI MUKPOBOJIHOBOTO Pa3JIOKEHMS M3 Pa3HBIX MacC aHAJIUTHUUECKUX HaBECOK M MPU Pa3HBIX MOIM(MUKALIUIX pe-

aKIIMOHHOI cMecH, 1obaBsieMoit cormacHo BapuaHTty 111 (¢ — HalimeHHOE comepXaHmMe)

Koadpunuuent Dk-1 Tp-1 JIb-1 XCC-1
Howmep pa3baBiieHUs
MonubuKalm pacTBOPOB ISt
pealz];’lpé(c)EHOH H(ZI():(T)EEJK;;'I;IH Mcrz/rllér R, % Mf“?lzl“ R, % Mcrz/?ér R, % Mf“?;l‘ R, %
(HaBecka, T) KOHIIEHTpaLIUK1
KUCJIOTH 1| M

1(0.5) 8 - — 18.2 77 - — 42 94

2 (0.5) 8 14.8 72 17.2 73 92 98 41 90
3(0.1) 3 6.6 32 11.8 50 95 101 36 81
3(0.15) 3 11.5 56 17.2 73 96 102 41 90

4 (0.1) 3 23.5 114 26.0 110 105 112 51 114

4 (0.15) 3 22.5 109 24.8 105 107 114 49 109
5(0.15) 4 6.4 31 12.5 53 94 100 37 82
5(0.2) 4 10.5 51 15.6 66 100 106 41 92
6(0.2) 5 9.5 46 13.5 57 100 106 40 89

6 (0.25) 5 13.2 64 16.3 69 96 102 42 93

7 (0.25) 5 10.9 53 15.8 67 - - 39 86

7 (0.3) 5 11.9 58 16.8 71 97 103 41 92

7 (0.35) 4 — — 19.1 81 98 104 43 96

8 (0.3) 6 — - 18.9 80 97 103 39 87
8(0.35) 6 - — 16.5 70 98 104 42 93

9 (0.15) 4 6.0 29 12.3 52 83 88 33 74

10 (0.15) 4 16.9 82 17.5 74 94 100 32 71

10 (0.3) 4 15.4 75 21.3 90 96 102 43 95

10 (0.35) 4 15.2 74 20.8 88 73 77 43 96

10 (0.4) 3 15.3 74 20.3 86 94 101 44 97

10 (0.5) 3 20.2 98 21.3 90 92 98 44 97

11 (0.3) 4 13.2 64 18.6 79 98 104 45 99

11 (0.35) 4 14.6 71 18.9 80 — - 45 101

Ilpumeuanue: aTTecTOBaHHOE CoOAepKaHKMe LIMHKA B 0Opa3uax, mr/kr: DK-1 — 20.6 + 1.4; Tp-1 — 23.6 £ 1.1; JIb-1 —
94 £ 6; XCC-1—45 =+ 3.

YnoBiaeTBOpUTENIbHBIE 1 XOPOIIINE Pe3yIbTaThbl
onpeneneHus Mg, Ca, Fe, K, Mn, Ba, Sr u P noctur-
HYTHI [IJIS1 pACTBOPOB, IIPUTOTOBJICHHBIX U3 HABECOK
maccoii 0.15 r 1 6oJiee, MUHEpaTM30BaHHBLIX 0OPabOT-
KO peaKIIMOHHBIMHU CMECSIMH Pa3HBIX MOTU(DUKALIVI
(puc. 2). Ognako mist ADC-UCII-onpenenenus B,
Rb, Ni, Cu, V, Zn c conepxanusamu meHee 15, 5, 3, 5,
1 1 25 MT/KT COOTBETCTBEHHO TPeOyeTCsI IPUTOTOB-
JICHHE PacTBOPOB M3 aHAIMTUICCKIX HaBECOK 0oJiee
0.35 (puc. 2 u Tab6m. 8).

Xopollre pe3yabTaThl OIIpeAe/IeHUSI KpeMHUS
(puc. 2) IOCTUTHYTHI TOJILKO TP KOMOMHALINKM KHCJIOT

BOIHOI'O PaCTEHUS XapaKTepU3yeTCs OBBIIIIEHHBIMU
conepxanuamu Ca, K, Si, Fe, Mn, Sru Ti (mac. %):
2.8+0.2,3.22£0.16, 1.1 £0.2,0.26 £ 0.01, 0.052 =
* 0.003, 0.0174 + 0.0009, 0.0077 = 0.0014 cooTBeT-
CcTBeHHO. /IJ11 31eMeHTHOTrO cocTaBa o0Opasiia JINcTa
Oepessl criennPUIHEBL BRICOKHE comepxkanust Ca, Mn
u Ti (mac. %): 1.6 = 0.09, 0.093 £ 0.007, 0.0059 +
* 0.0012 coorBeTcTBeHHO. HecMoTps Ha ykazaHHBIE
0Cco0eHHOCTH, a TakKe oTanuMs B coctaBe CCO Bo
BCEX CIIydJasiX ITOJIyYMJIM PacTBOpKI 0e3 ocanka. Pe3yib-
TaThl aHanM3a pacTBopoB Bcex CCO CBUIETETLCTBYIOT
O TMTOJIHOM M3BJI€YEHNH aHAJTUTOB U3 MOPOIIKOB (PUC. 2).
KYPHAJI AHAJIUTUYECKON XUMUU
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4N-1.50H-0.05F-1Cl (mogndukanusg 10 peakim-
OHHOIT cMecH) 1 HaBecoK Maccoii 6onee 0.35 1. Pas-
OaBlieHHE PacTBOPOB OoJiee YeM B YeThIpe pa3a He
ITO3BOJISIET ITOJIYyYaTh YAOBIECTBOPUTEIbHBIEC PE3YJIBTATHI
onpeneseHus1 KpeMHUs 11t conepxkaHus 0.3 Mr/Kr.

He moka3aHo, 4TO aTFOMUHWI SIBISICTCS KU3HEHHO
HEOOXOOMMBIM IJISI paCTCHUIT JIEMEHTOM, OTHAKO
nH(OPMALIHS O eT0 CoIePXKAHUH TPEOYeTCs IIPU 3KO-
JIOTUYECKOM MOHMTOpHUHTIe. HamexkHbie pe3yabTaThl
orpenesieHUs aTIOMUHUS (pHC. 2) TTIOJTYIUIN TOJIBKO
st HaBecok Maccoit 0.4 u 0.5 r mpyu KoMOMHaALIUM
kucaoT 4N-1.50H-0.05F-1Cl (monnduxkauus 10 pe-
aKk1MoHHoIt cMecu). OmHako w1 OK-1 (Bogopocib)
MaJlble aHAJIMTUIECKIE HABECKU 1/ MU pa30aBicHUE
pacTBOpOB OoJIee YeM B IISITh pa3 IMMPUBOIUT K 3aBhI-
IIEHUIO pe3ylnbTaToB. KauecTBO pe3yabTaToOB OIpe-
JeJIeHUST HaTpHs 3aBUCUT OT MAaCChl aHAJTUTUIECKOM
HaBeCKU W/1M KO3 uiimeHTa pa3oaBiIeHUs pac-
TBOPOB (puc. 2): pa3daBlieHNe PACTBOPOB C HU3KNM
conepxaHnueM (MeHee 0.01 Mr/Kr) HaTpus OoJiee YeM
B TPM pa3a IIPUBOIUT K 3aBBIIIIEHHBIM pe3yJibTaTaM.
HanexxHocTth onpeneneHus TUTaHa (puc. 2) TakxKe
CBsI3aHAa CO CTENEHBIO pa30aBIeHUSsI ITOJIydeHHBIX pac-
TBOPOB, MAKCUMAJIBHO IOIYCTUMOE pa30aBIcHuE —
B TpH pa3a. TOYHOCTb omnpenesieHNs TAKXKe 3aBUCUT OT
HCIIONIb3yeMOM PeaKIIMOHHOM CMECH M MacChl aHAIM -
tnueckoit HaBecku. Eciim HCl BxomuT B cMech 1 Macca
HaBecKU cocTaBisgeT (.5 I, TO XOpOIINii pe3y/IbTaT aHa-
JIM3a JI000ro BUIa pacTeHUsI MOXHO rapaHTUPOBATh.

u1st Bcex uccenoBaHHBIX 3JIEMEHTOB (pUc. 2) UC-
oJib30BaHKe KoMouHaimu kuciaot 4N-1.50H-0.05F-1Cl
(Momudukaius 10 peaklIMOHHOM cMecH) TTpU MUHEpPa-
nu3auu 0.5 1 1100bIX BUIOB paCTEHU paclIMpUIo
KpPYT 2JIeMEHTOB, onpeaesieMbix MmetonoM ADC-MCII,
B CpaBHEHNM ¢ TaHHBIMH |7, 15—18, 20, 21, 23, 25].

B pa6orte [25] moka3aHo, 4TO peaKIIMOHHAsI CMECh,
B KOTOPOI1 BOMY MCITOJIb30BAIM KaK IOIOJHUTEIbHBIA
peareHT, MHTeHCU(PULIMPYET XUMUYECKYIO MPOOOMIoI-
rotoBky B CMBP Ethos Plus. OngHako pe3yabraThl
onpeneseHus aHaJIMTOB C MPUMEHEHUEeM MOoAUdU -
Kauuu 11 coctaBa peakKIIMOHHOM CMeCH He TTOATBEP-
xknatot 3toro ;i CMBP MultiVIEW.

k % %

Hns pa3paboTKM HAAEXKHOM IMPOLIEAYPHl XUMUYe-
CKOM TIpOOOITOATOTOBKY pa3HOOOPA3HBIX pacTeHU
¢ nomotipio MultiVIEW CMBP TyHHenbHOro THIa
MpoBeneHo Oosee 216 3KCIIEPUMEHTOB C BApbUPOBaHH-
€M Macc aHAJIMTUYECKNX HaBECOK YeThIpeX cepTudu-
LIMPOBAHHBIX CTAHAAPTHBIX 00pa31I0B Pa3HOBUIOBBIX
pacrenuit (OK-1, Tp-1, JIb-1, XCC-1), Mmonudukauu
cocTaBa 1 00bEMOB PEareHTOB, a TAKXKE CIIOCOO0B MX

XKYPHAJI AHATUTUYECKOU XUMUU

IITABAHOBA u np.

nmobasineHns K HaBeckam CCO 11pu UIBMEHEHUHN TeM-
IepaTypHO-BPEMEHHBIX PEXKMMOB pabOThI CHCTEMBI
MMKPOBOJIHOBOTO Pa3/IOXECHUS.

IMokazaHo, 4TO MpPU pazaeabHO-TIOCIeA0BATEb-
HOM J00aBJIeHUM PeaKIMOHHONH CMeCH, COCTOSIIIEH
n3 HNO; (4 mu1), H,O, (1.5 mur), HCI (1m1) 1 HF
(0.05 mu1), kK HaBecke oOpasiia pacteHuit maccoit 0.5 1
1 VICIIOJIb30BAHUU TPEXCTYIICHYATOTO pexXMa HarpeBa
COCYIIOB, KOTJa CKOPOCTb HarpeBa Ha IepBOil CTYIIeH!
coctanseT 2.76 °C/MUH U BpeMsI BEIIECPXKU PacTBO-
POB YBEJIMYEHO JI0 15 MUH, TTOJTy4aroTcsl pacTBOPHI 0e3
0CaIKOB C HM3KOI OCTATOUHOM KHCJIOTHOCTRIO. braromapst
HEoOXOIMMOCTH X pa30aBlIeHNs] B MUHUMATbHOM CTeNeH!
BO3MOXHO HanexkHoe (R, % = 100 £ 10) onHoBpeMeHHOe
oTperesieHre ConepkaHuii O0JbIIMHCTBA 3CCEHIMATBHBIX
anemeHToB (Si, Al, Ca, Fe, Na, K, Mg, Mn, P, Ba, Sr, B,
Rb, Ti, Ni, Cu, Vu Zn) meronom ADC-UCII.

Takum ob6pazom, mpeaoKeHHast MPoLeaypa XUMU -
YeCKOI MpOoOOIOATOTOBKY OKa3aJlaCh YHUBEPCATBHOMN
IS MUHEepau3aliu o0pa3lioB paCTeHUM pa3HbIX
BUJIOB U COCTaBa, pacIlMpujia KPyr OMIHOBPEMEHHO
OIpeaeIsieMbIX 2JIEMEHTOB METOIOM aTOMHO-3MUC-
CHOHHOI1 CIIEKTPOMETPUM C UHAYKTUBHO CBSI3aHHOM
IJ1a3MO¥ IPU UCIIOJIb30BAHMY BHEIIHE! IpagypOBKI
10 CTAHJAPTHBIM PACcTBOPaM, YTO MO3BOJIUT Ooiee
ITOJTHO M3y4YaTh DJIEMEHTHEIN COCTAaB paACTUTEILHOTO
MUpa 3eMITH.

Paboma evinoanena na obopyodosarnuu LIKII “Uzo-
monHo-eeoxumuueckux uccaedosanuit” UIT'X CO PAH
8 pamkax 2ocyoapcmeennoeo 3adanus no meme HHP
No 0284-2021-0005 “Pazsumue memo0dos ucciedosa-
HUS XUMUYECK020 COCMABA U CIMPYKMYPHO20 COCHOSHUS
NPUPOOHBIX U MEXHO2eHHbIX cped 8 HayKax o 3emae”.
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CHEMICAL SAMPLE PREPARATION OF PLANT MATERIALS
IN TUNNEL-TYPE MICROWAVE DIGESTION SYSTEMS
FOR ELEMENTAL ANALYSIS

E. V. Shabanova®*, A. A. Zak?® I. E. Vasil’eva®

4 Vinogradov Institute of Geochemistry, Siberian Branch, Russian Academy of Sciences, 664033 Irkutsk, Russia
*e-mail: shev@igc.irk.ru

Abstract. Analyzing plant materials is essential for environmental monitoring, analytical control of food
products, and medicinal raw materials. A review of global practices has shown that there are still no stand-
ard proceedings for chemical sample preparation suitable for all plant types without restrictions on the
range of elements determined. Creating a standardized scheme for plants is feasible, as the macro com-
position of any plants consists of at least 90% organic compounds (cellulose, protein, lipids, etc.), whose
mineralization results in the formation of water and a gaseous phase. In this study, certified plant samples
were mineralized in a tunnel-type microwave digestion system MultiVIEW (SPC SCIENCE, Canada)
with variations in analytical sample sizes, composition and volume of reagents, options for adding the
reaction mixture, and vessel heating modes for simultaneous determination of a wide range of elements
using inductively coupled plasma atomic emission spectrometry. The completeness of dissolution (the de-
gree of correspondence between found and certified contents) was used as one of the criteria for the opti-
mality of sample preparation conditions. It was shown that with a three-stage heating regime of the vessels
(heating rate at the first stage 2.76 °C/min) with a sample weight of 0.5 g and separate sequential addition
of the reaction mixture (4 ml HNO,, 1.5 ml H,0,, 1 ml HCI, and 0.05 ml HF), it is possible to reliably
determine typical plant contents of Si, Al, Mg, Ca, Fe, Na, K, Ba, Sr, Rb, P, B, Mn, Ti, Ni, V, Cu, Zn.

Keywords: plant materials, tunnel-type microwave digestion system, elemental analysis, inductively coupled
plasma atomic emission spectrometry.
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T'ASOOKCTPAKIHVMOHHOE TEHEPUPOBAHUE TA3OBbIX CMECEM
IOJIAPHBIX OPTAHUYECKNX COETUHEHUU HA YPOBHE
CJIEJOBBIX KOHIIEHTPAIINUN
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M3ydyeHbl 3aKOHOMEPHOCTH T€HEPUPOBAHMS Ta30BbIX CMeCEl MOISIPHBIX OPraHUYECKUX COSTMHEHUI
Ha ypoBHe ux [1JIK (HeckoJlbKo MKT/M>) METOIOM HEMpPEPBIBHOI ra30BOif SKCTPAKLUUU U3 BOTHBIX
PacTBOPOB C M3BECTHOM KOHIICHTPAIINEH B COYCTAHUM ¢ pa30aBiIeHUEM IIOTOKOM Ta3a-pa30aBUTEIIS.
OnpeneneHbl HEOOXOAMMBIE 17151 3TOro KO3(h(UILIMEHTBI pacnpeneiecHus heHosa, U30MEPHBIX KPe30JI0B,
HUTpoOeH301a u ankaHosoB C,—C, Mexny BOIHOI U ra3osoil pazamu (azotom). Ilpemnoxena nByx-
cTaguifHas cxeMa reHepHpOBaHMSI, OCHOBaHHAs Ha HACHIIICHNHU COpOeHTa (AKTUBHOTO YIJIS) ITIOTOKOM
ra3za-sKcTpareHTa ¢ 3aJaHHOI KOHIIEHTpalle 11eJIeBbIX KOMIIOHEHTOB C UX IMOC/enyIoliei aecopoumeit

ITOTOKOM YMCTOI'O rada-skKCTparcHra.

KmoueBsbie cioBa: ra3oBbIe CMECH, TeHEpUPOBaHUE, HEMIPEPHIBHAS ra30Bast SKCTpaKLus, KOG PUILIMEH-
ThI pacrpeeieHrs] B CUCTeMe BoqHasi—ra3oBast pasa, JIieTyune opraHn4eckre CoenNuHeHUs.

DOI: 10.31857/50044450224040042, EDN: vbhlsf

B HacTostiiee BpeMs OTCYTCTBYIOT TOTOBBIE Me-
TOOWYECKHUE PEIICHNS 1 CPEACTBA ITOJTyYeHUS CTaH-
nJapTHBIX Ta30BbIX cMeceit (CT'C) ¢ KoHLeHTpauus -
MU JeTydux opranndeckux coenuHeHuit (JIOC) Ha
ypoBHe ppb (Mxr/M%). [Ipuxonurcs oLieHUBATh Ipa-
BUJIBHOCTb METOIUK OIIpENeICHUS B BO3IyXe BBICO-
KOTOKCHUYHBIX OPTaHUYECKUX COSNMHEHMUMN, TAKMX
Kak ¢deHoubl n anmudarndeckue cnuprol C,—C, Ha
ypoBHe ux IT1JIK Ha ocHOBaHUM pe3yJIbTaTOB aHaIK13a
SKUIKUX Cpell, B KOTOPBIE BBIACISIOT aHATUTEL. OIHAKO
SKCTPANOJISIINS YCTAHOBJICHHBIX 3aKOHOMEPHOCTEI
KOHIIEHTPMPOBaHUS MPU aHATM3€e BO3AyXa B 00J1aCTh
MEHBIIIMX KOHIIEHTPpallNii aHAJIUTOB HEKOPPEKTHA,
MMOCKOJIbKY CTEIIeHb U3BJICUEHHS Ha CTaAUsIX COpO-
MU U AeCOPOLIMU, a TaKXKe MposiBaeHUue 3P deKTa

“naMsiTi” 3aBUCUT OT KOHIIEHTPAIMU aHATUTOB [1].
Cpenu Bcero MHOroo0pasusi METOI0B TTPUTOTOBJIE-
Hus CI'C [2, 3] ¢ Touky 3peHUST MUHUMAJILHBIX Bpe-
MEHHBIX 3aTpaT U TPYJIOEMKOCTH IPUMEHUTEIILHO
K reHepupoBanuio CI'C ¢ MUKpPOKOHIIEHTpaSIMHU
JIOC HeocnopuMbIe MPEenMyIIeCTBa UMEIOT paBHO-
BECHBIC TMHAMMYECKHNE METOIbI, OCHOBAHHBIC Ha

PaBHOBECHOM pacHpeNeIeHUN LIeJIeBbIX KOMITOHEHTOB
MEXIY ra30BOI M KOHAEHCUPOBAHHON (CKMIKON WIn
TBepaoit) ¢pazamu [4, 5].

Hawnbonee npocThIM BApMaHTOM TEXHMYECKOM
peanu3alny YKa3aHHBIX METOIOB SBJISIETCS HeTIpe-
peiBHas razoBas akcTpakuus (HI'D), 3akimoualo-
masics B IPONYyCKaHUU OTHOCUTENBHO MEIJIEHHO-
ro, 00eCeYnBaAIOIIETO YCTAHOBIEHNUE MEX(Da3ZHOTO
paBHOBECHS IOTOKA ra3a-3KCTpareHTa 4epe3 00beM
WJIY HaJ MOBEPXHOCTHIO KOHAEHCHUPOBAHHOM (ha3bl
C OMpeaesIeHHOM KOHUEHTPaKEH 11eJeBbIX KOMIIO-
HeHTOB. [1pu BBITOJTHEHUM ONPEeACeIeHHBIX YCIOBUIA
KOHLIEHTPALKH LeJIEBbIX KOMITOHEHTOB B BBIXOASILIEM
MOTOKE ra3a-3KCTpareHTa OCTalOTCS NPaKTUUECKU
mocTosTHHBIMU. HerpeprIBHAsI Ta30Bast 9KCTPaKIIUS
OTJIMYAETCS IIPOCTOTOM, XOPOIIIO U3yYeHa, UMEIOTCS
aTTeCTOBaHHBIE YCTPOIICTBA IS €€ pealn3alluy —
TaK Ha3bIBaeMbIe TTapoda3Hble UICTOYHUKH Ta30BbIX
cmeceit (IIMI'C), mpuMeHeHe KOTOPBIX BXOAUT B TO-
CyJapCTBEHHYIO ITOBEPOYHYIO CXEMY CPEICTB U3Me-
peHUIA conep:KaHUsI KOMITOHEHTOB B Ta30BBIX Cpelax
[6]. K HemocTaTKaM TpaguLIMOHHLIX BapuaHToB HI'D
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MOXHO OTHECTH OTHOCHUTETHEHO HEOONbIINE OOBEMBI
reHepupyembix CI'C ¢ ToCTOSIHHOI KOHLIeHTpalyei
LIeJIEBBIX KOMIIOHEHTOB 1 HEBBICOKME 0ObEMHbBIE CKO-
pOCTH TIOTOKa TeHepUpyeMbIx cMeceit. Kpome Toro,
ITNTC gaBastoTcs HEBOCCTaHABIMBAEMbIMU U He-
PEMOHTUPYEMBIMU U3IENUSIMU, 0O0ECIIEYBAIOIIM -
MM TIOJTydeHMe Ta30BbIX CMeceit C KOHIIEHTPALUSIMHU
aHaauTOB, HauMHag ¢ 0.5 Mr/m3[7], 4TO 3HAYUTETBHO
Boile ITJIK mHorux BeicokoTokcuyHbIX JIOC.

HekoTopbie 13 HEMOCTaTKOB TPAIULIMOHHOM CXe-
MbI HEIIPEPHIBHOM Ta30BOM SKCTPAKIIAU, peaaIn3ye-
moii B I[TUT'C, npeonoaeHbl B APYTMX PaBHOBECHBIX
MeTonax reHepupoBaHusi CI'C — xpomaTroMeMOpaH-
HbIX [8, 9] u xpomaTonecopoionHsIx [ 10, 11]. On-
HAaKO yKa3aHHEIC METOIbI OTIMYAIOTCS CIOKHOCTBIO
arrmapaTypHOro opopMIIeHUST ¥ TpeOYIOT IPUMEHEHUST
KOMMEPYECKH HEMOCTYITHBIX YCTPOCTB.

Llenb HacTos11Iel paboThl — pa3paboTKa METOAM -
YeCKMX OCHOB TeHepMPOBaHUS Ta30BEIX CMeceit TTo-
aspHbIx JIOC Ha yposHe ux [TIK (HecKoabKo MKT/M)
METOIOM HETIpephIBHOM Ta30Boit akcTpakinm JIOC u3
BOIHBIX PACTBOPOB C M3BECTHOI KOHIIEHTpAIIUEH B CO-
YeTaHUM C pa3daBicHUEM ITOTOKOM ra3a-pa3oaBUTesis.

TEOPUA

3akoHoMepHocTU HI'D netanbHO MccienoBaHbI
B CBSI3U C €€ IMPOKUM ITPUMEHEHMEM B TTapoda3zHoM
razoxpoMarorpauyeckoM aHan3e KUIKocTeil [12,
13]. UsBneuenne JIOC omnpenenseTcs, Mpekae BCeTo,
K03 GUIIMEHTAMU pacIIpeae/IeHUS 1eIeBBIX KOMIIO-
HEHTOB MEXIY XKUIKOM 1 ra3oBoii pa3oit K 1 0THO-
CHUTEJIbHOM JIETYIECThIO XUAKOCTH F, B KOTOPOI OHHN
pPacCTBOPEHHI.

c B M
CG - RTPL ’

[I€ ¢; U C; — PAaBHOBECHbBIE KOHLIEHTPALMUA KOMIIO-
HEHTAa B XUJKOU 1 ra3oBoii paze COOTBETCTBEHHO,
MOJTb/J WK T/IM% P} — NaBlieHUe HACBILIEHHOTO
napa xxuakoctu (ITa) mpu gaHHoi Temneparype 7, K;
M — monsipHast Macca XUIKOCTH, T/MOJIb; R — yHU-
BepcasbHas razopas nocrosgHHasd [la-nm* (mombK);
0; — IUIOTHOCTb XUAKOCTHU, I/J1. Benuuuubel K u F
SIBJISTIOTCSI O€3pa3MEPHBIMU.

B cayyae nerkonetyunx xuakocteit (KF > 1) npo-
IMyCKaHMe ITI0TOKA ra3a-3KCTpareHTa 4epe3 XKUIKOCTh
MNPUBOAUT K YBEJIMYEHUIO KOHLICHTPALUU LIEJIEBOTO
KOMIIOHEHTA 3a CYeT MHTEHCUBHOTO UCIIApEHMST KU -
KOCTU 1, COOTBETCTBEHHO, YMEHbIIEHUS €€ 00beMa.
ITpenoTBpaTUTh ICHAPEHUE MOXKHO, MMPEABAPUTETBHO
KYPHAJI AHAJIUTUYECKON XUMUU
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HAaCHIIIAasl II0TOK Ta3a-3KCTpareHTa IapamMu JaHHOM

KUIKOCTH MPOITyCKAHUEM €ro 4epe3 COCYyI ¢ ITOM

xuakoctblo. Ecnu KF < 1, HA060pOoT, MPOUCXOAUT

Hen30eXHOe YMEHbIIeHNe KOHIICHTPAIIMU 1eJIE€BO-
ro KOMINoHeHTa B ripotuiecce HI'D. U, HakoHelr, ecim

KF =1, ToO KOHLEHTpAIIMS 1IeJIEBOTO KOMITOHEHTA

B nipoiiecce HI'D momkHa ocraBaThCs IMTOCTOSTHHOM

U TEM CaMbIM TEOPETUYECKM CO3aBaTh HauboJjee

O6naronpusaTHbIe ycaoBus njist reHepupoBanus CI'C.
OpnHako mogoopaTh MOAXOAIIYIO XKUIKOCTh, KOTOpast

ObI OTBeYaJla yKa3aHHOMY YCJIOBUIO, YIAaeTCs OYeHb
PEIKO, a ECJIM YAAETCS, TO KOHLUEHTPALKS ITapOB CaMOM

XKuakocTu B reHepupyemoit CI'C cauIkoM BeICOKA
JUTSI TOTO, YTOOBI MCIIOJIb30BaTh €€ ISl KOHTPOJIS TIpa-
BWIBHOCTU MeTonuk onpeneneHus JIOC B Bozayxe Ha
ypoBHe I1JIK [14]. TTo 3Toit mpuurHe 111 TOTYYeHUS

CI'C ¢ MUKpPOKOHIIEHTpallUSIMU aHAJIMTOB OoJiee pa-
LIMOHAJIBHOI HaM IIpeCTaBIIIeTCs IByXCTYIIeHUYaTasI

cxeMa, OCHOBaHHas Ha COYETaHMU HETIpePHIBHOIA Ta-
30Boi1 3kcTpakuuu JIOC ¢ pa3baBieHUeM OCHOBHOTO
ITOTOKA ra3a-3KcTpareHTa JOMOTHUTETbHBIM IIOTOKOM

YHICTOTO ra3a-pa3oaBUTeris.

3akoHoMmepHocTy HI'D 13 OTHOCUTEIILHO HEJle-
TYYETO XKUAKOTO paCTBOPa KOMIIOHEHTOB, UMEIOIIIMX
K > 100, ormceiBaeT n3BecTHoOE [12] ypaBHeHHE:

vG
¢, =clexp| — , (1)
KVL

Ie ¢l U ¢;— KOHIICHTPALMH LeJIeBOro KOMIIOHEHTa
B ITOTOKE Ta3a-3KCTpareHTa B Ha4aJIbHBIII MOMEHT
BpPEeMeHHU 1 MOCJIe IIPOITyCKaHUs 00beMa ra3a-3Kc-
TpareHTa vg; V; — o0beM xuakoro pacrsopa. Kak
caenyeT U3 ypaBHeHus (1), yem 6osnbiiie K, TeM MeHbILIe
CTeIleHb CHIDKEHUS KOHIICHTpALl KOMIIOHEHTaA 110
Mepe IIPOITyCKaHMS ITOTOKA Ta3a-3KCTpareHTa, i TeM
00JIBIIIe, COOTBETCTBEHHO, 00BeM TTorydyaemoit CI'C
C YCJIOBHO MOCTOSTHHOM KOHIICHTPALIME KOMIIOHEHTA.

Heob6xonuMocTs obecriedeHUsI paBHOBECHOTO
pacnpenenaeHus npu ocyuiectsiaenn HI'D orpanu-
YUBaET CKOPOCTh ra30BOro IMOTOKA U AedaeT HeoO-
XOIMMOM BBICOKYIO CTENeHb AMCIEPIMPOBaHUS ra3a
B XUAKOCTU. BO3MOXHOCTbL 00pa3oBaHuUs TyMaHa,
MEeHbI M OPBI3TOYHOC YCIOXKHSIOT KOHCTPYKIIUIO HC-
MOJIb3yeMOIo 000pyI0BaHNs, OMHAKO 3TH MPOLECCHI
XapaKTepHBI JJIs1 0OUeHb BbICOKUX (6oJee 0.5 1/MUH)
pacxojioB raza-aKcrpareHTa. HernpepbiBHYIO ra3oByio
9KCTPAKIIMIO 1IeJ1IeCO00pa3HO MIPUMEHSTD JIJIS TOJTY-
yeHust CI'C BeiecTB ¢ 60JbIIMMU KO3 DUITMEHTAMU
pacnpeneneHus (K > 500).

HawnbGonee noaxonasiueit >KUAKOCTbIO IJIsI TEHE -
pupoBaHus CI'C nossipabix JIOC sgBaseTcs Boaa.
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B cucteme BomHas—ra3oBas ¢a3a i amigaTiIecKmx
criproB K > 10> a i penonos K > 10% uto cosznaer
HEOOXOAMMBIE IIPEATNOCHUIKY JIJIs IIOJIyIeHUS JOCTa-
TOouHO OoJibIINX 00beMOB CI'C ¢ MOCTOSTHHO KOH-
LeHTpauueii anamuToB. C Ipyroii CTOpOHbI, IpUpo/a
CaMOT0 Tra3a-3KCTpareHTa IpakKTUIeCKH He BIMSIeT Ha
BeNMMYMHY K, TTOCKOJIbKY B3aMOIEUCTBUE MOJIEKYJT
B MI€aJIbHOM Ta3e CBOAMTCS K YIIPYTOMY COYIapeHMUIO.
DTO 00CTOATENHCTBO MTO3BOJISIET UCITOJIB30BATh IJIST
reHepupoBaHus CI'C ounlleHHBIH JJaOOpaTOPHBI
BO3IyX WM HanOoJIee MeIIeBhIi MHEPTHBII a3 — a3oT.

OKCITEPUMEHTAJIbHAA YACTb

Oo0opynoBanue 1 peakTusbl. Mcrnob3oBanm peak-
THBEI C YCTOTOI He HIDKE 4.1.a. BogHEBIE pacTBOPHI
¢eHOJI0OB rOTOBUIN OOBEMHO-BECOBBIM, 2 BOIHBIC
PacTBOPHI CITUPTOB — 0OBEMHO-00BEMHBIM CITOCOOOM,
KUCIOJIb3ys nuneT-no3atopsl “JlaiT” (Thermo scien-
tific, CIIIA) u aHanutrnyeckue Becol BJI-21 (TocMmetp,
Poccust). Bpemst uaMmepsiiv ¢ TOMOILBIO CEKYHAOMEpA.
[1pu reHeprpPOBaHNHY Ta30BBIX CMECEIl M OTIpeIeIeHII
K03 GUIMEHTOB paclpeneeHsI aHaJIUTOB B CUCTE-
Me XUIKOCTh—Ta3 IIOTOK ra3a-sKCcTpareHTa 3amaBa-
JIN C TIOMOIIIbIO (hOpMUPOBATENS FAa30BbIX TOTOKOB

“XpomaTtak—Kpucramr @I'TI” (“Xpomarak”, Poccus)
1 IIPOITyCKAJIN Yepe3 BOTHBIE paCTBOPHI AaHAIMTOB M3-
BECTHOI KOHIIEHTpaluu. B mepBom ciryyae ucnosb3o-
BaJIv Tipubop 3aiileBa, 3armoJiHss ero 4 MJ1 pacTBopa,
a IIpu TeHepMPOBAaHUHM T'a30BBIX cMeceil 1 1 pacTBopa
HaXoOMWJICS B CTEKJITHHOM OyThLIM (BbICOTa CTOJI0A
xkuakoct — 20 cM), cHaOXEeHHOM TPOOKOM ¢ IBYMST
OTBOAHBIMU TpyOKamu. BHyTpeHHMIt fuameTp TpyOKH,
yepe3 KOTOPYIO MoJaBaIv MTOTOK ra3a-3KCcTpareHra,
cocTaBysan 3 MMm. Cocynbl ¢ pacTBOpaMU TTOMeEIIaan
B IMPKYJISIIUOHHBIN XXUIKOCTHBIA TEPMOCTAT MapKU
LOIP LB200 (JIOUII, Poccus), nonaepKuBaroumnii
Temmepatypy ¢ TouHocThio +0.1 °C. I1pn HeoOxomm-
MOCTH TIOTOK Ta3a-3KCTpareHTa yepe3 coCcyabl KOH-
TPOJHUPOBAIN MBLJIBHO-TUIEHOYHBIM PAaCXOIOMEPOM.

st razoxpoMaTorpapmuecKoro onpeaesieHus
TECTOBBIX BEIIIECTB B IIOTOKE T'a3a-9KCTpareHTa IIpu-
MmeHsiu xpomatorpad “Kpucrtana 5000.2” (“Xpo-
MmatakK”, Poccms), cHaGXXeHHBIN MJIaMeHHO-MOHU -
3alIMOHHBIM JETEKTOPOM U KAIMLISIPHOM KOJIOHKOIM
(10 M*0.53 Mmx2.65 Mm) BPX-1 (100%-Hblit tUMETHII-
nonmcuiaokcan). ITpoObI Taza-3KcTpareHTa OTOpann
B XxpoMaTorpad ¢ MOMOIIbIO0 aBTOMAaTUIECKOTO 000-
rpeBaeMoro KpaHa-103aTopa ¢ IepuoIuIHOCTbIO 2 MUH.
BBOXX-ompenenenne (peHOI0B BLITTOTHSIIN Ha KW -
KocTHOM xpomarorpade Shimadzu LC-20 Prominence
¢ ¢piyopumeTpudecknm aetekropoM Shimadzu RF-20A
(Shimadzu, fmoHust) 1 xpoMaTorpahryeckoi KOJIOHKOMI

XKYPHAJI AHATUTUYECKOU XUMUU

POANHKOB u np.

(250%4.6) MM, 3aMMOIHEHHOI copObeHTOM Supelco
Discovery C, ¢ pasmepom yactull 5 MkM. Temriepa-
Typa 35 °C, nj1Ha BOJHBI BO30YXIeHUs — 215 HM,
JIJIMHA BOJHBI u3nydeHus1 — 300 HM, 00beM J103UPY-
o1iei et — 20 MKIIL.

Onpenenenne Ko3(hUIMEHTOB pacnpeneIeHns B CH-
cTeMe KHIKOCThb—Tra3. [a309KCcTpakKIImMOHHOE TeHe-
pupoBanue CI'C npenycMmaTprBaeT UCHOIb30BaHNE
HHOpMaLuU o0 Ko3dhuuureHTax pacrnpencaieHus
aHaJIMTOB MEXIY XXMUIKOM 1 ra3oBoii paszamu K. Be-
Jqmuuny K onpenensuiv mo yobUIM KOHIIEHTPaIuKu
TECTOBBIX BEIIECTB B HaXoAsA1IeMcs B 6apooTepe (TIpu-
bope 3aiilieBa) MOIeTbHOM BOIHOM pacTBOPE MOCIe
MPONYCKAaHUS Yepe3 HETo OIpeelIeHHOro oobeMa
rasa-sKcTpareHTa o u3BectHoi [15] ¢popmyie:

_ Y _VG
K_—CO V_J
V,In-t "t

‘L

rae V; — o0beM razosoii ¢dasel B 6apoorepe. OTHO-
IIEHME KOHLUEHTPALMil aHAJIUTOB B pacTBope (¢! ‘e;)
3aMEHSUIM Ha COOTBETCTBYIOLLEE €My OTHOIIIEHME ILIO-
1Iageil MMKOB TECTOBBIX BELLIECTB Ha XpOMAaTOIpaMMe
pU Ta3oXpoMatorpadgmuueckoM aHAJI3e BOTHOTO
pacTBopa A0 1 ITocjie MPOIyCKaHUs 3aaHHOTO 00be-
Ma rasa-skcrpareHTa v, CiyyaiiHyto MOrpeiHocTb
€ onpeaeaeHusT BeJUYMHbI K pacCUMTHIBAIU T10 U3-
BecTHOI [16] dopmyite:

- t(P,n)s

n

rae ¢ — kKoo punmeHT CThIogeHTa, 3aBUCSIINI OT
JIOBEPUTEIHHOM BEpOSITHOCTU P U1 Ylciia mapaieib-
HBIX OTIpeNieJICHU #; § — CpelHee KBaapaTuuHoe
OTKJIOHEHHUE.

PE3VIJIBTATBI 1 UX OBCYXIAEHWNE

[IpenBapuTenbHO FKCIEPUMEHTAIBHO OIPEICIIN
K03 (OUIIMEHTHI pacIIpeneaeHUs 1IeIeBbIX KOMIIOHEH-
TOB B CUCTEME XXUIKOCThb—Ta3, KOTOPBIE HE 3aBUCSIT OT
X KOHLIEHTpaLUKU B BOOZHOM pacTBope (Tad. 1), yto
CBUIETENIbCTBYET O BBIMOJHEHUHU 3aKoHa ['eHpu [12].
Kpome Toro, ecnm KOHILIEHTpalMd KOMIIOHEHTOB He
npesbimaior (100—300) mr/a, To Ha X K03 huim-
SHTHI pacrpeaeaeHNsT He BIUSCT U B3aUMHOE IIPH-
CYTCTBUE KOMIIOHEHTOB. DTO CO3[aeT HEOOXOMUMbIE
MPENIOChUIKY ISl FTeHEpUPOBaHMSI MHOTOKOMITOHEHT-
HEIX CI'C ¢ 3apaHee 3amaHHBIMUA KOHIIEHTPALIUSIMU
1eJeBbIX KOMIIOHEHTOB MeTogoM HI'D.
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Taomuna 1. KoadduireHTs pacnpeneaeHus JETYYUX OpraHUIECKUX BEIIECTB B CUCTEME BOIHBII pacTBOP—a30T IIpU
25 °C B 3aBUCMMOCTH OT X KOHIIEHTpAIIUK (MT/JT) B paCTBOPE TIPY Pas3neIbHOM (;) 1 COBMECTHOM (+) TIPUCYTCTBUM B

pactBope (P=0.95,n=14)

KoHueHTpa- KoHuenTpamuu
Kx 103 K
i heHota OoyraHoma-1
U 0-Kpe30Ja U MeHTaHoja- 1
B pacTBOpe denon 0-Kpe30II B pacTBOpe oyraHon-1 IMeHTaHOJI- 1
30; 30 479+ 19 19.5+0.2 1.00; 1.00 3100 £ 110 2040 £ 160
30+ 30 482+ 1.8 19.4+0.3 1.00 + 1.00 3020 £ 160 2020 + 110
100; 100 48.6 £ 2.0 19.9+0.2 10.0; 10.0 3050 £+ 180 2010 =50
100 + 100 48.7+2.3 19.8 £ 0.3 10.0 + 10 3020 £ 150 2050 =70
300; 300 478 £ 1.8 19.5+0.2 100; 100 3040 = 60 2030 = 40
300 + 300 48.5+2.2 19.5+0.2 100 + 100 3010 = 50 2030 £ 60

YCcTaHOBJIEHO, YTO CKOPOCTh MMPOMYCKaHUS T10-
TOKa raza-sKcTpareHTa IpakTUYeCKU He BIUSIET Ha
KOHIIEHTPAIIMIO aHAJIMTOB B ra30BOi (pase, eciu 3TOT
MmoTok He npesbiaeT 200 Mia/MuH. PaccunTaHHbIe Ha
OCHOBaHMU KO3(h(UILIMEHTOB pacIpenesieHusI KOHIIEH -
Tpaluy aHAJIUTOB B BOAHBIX paCTBOpaX, HEOOXOMUMBbIE
1151 nostydeHust CI'C ¢ KOHIIeHTpallusiIMU, paBHBIMU
1 Mr/M3, 10 ppb, a Taxke pasabimu [TIK B atmocdep-
HOM Bo3nyxe [14], mpuBeneHsl B Ta0. 2. Kak cienyet
u3 Tabauubl, o npurotosiaeHuss CI'C Ha ypoBHe
ITIK TpebyroTcst BOmHbIE paCTBOPHI aHAJTUTOB C Kpaii-
HE HU3KMMU KOHIIEHTPpAlMSIMUA KOMIIOHEHTOB, TIPU
KOTOPBIX HAUMHAET CKa3bIBaThCSI HETaTUBHOE BIMSTHNE
afgcopOIMM MOJIEKYJI aHAJTUTOB Ha CTEHKAaX COCYIOB,
HCTIOJIb3YEMBIX JJTsI TPUTOTOBJIEHHST PACTBOPOB ITyTEM
MHOTOKpaTHOro paszbasieHus. Kpome Toro, mosis-
JIsIeTCs BO3MOXHOCTD UX YJIETYyYMBaHUs B IIPOIIECCe
aToro pazoasneHus. B ommumuue ot pabor [7, 13, 17] ¢
TPaAUIIMOHHON CXEMOM pealn3aluyd HENPEPbIBHOM
ra3oBOii AKCTpaKIIMU, 0oJiee MPEANOYTUTEBHON HaM
npeacTasisieTcs cxeMa roayyeHust CI'C, ocHoBaHHas
Ha IuHaMudeckoM paszodasieHuu B 10—100 pa3 Gonee
KOHLEHTpUpoBaHHOI reHepupyemoii CI'C noTokom
OUYMILIEHHOTO JJAO0PATOPHOTO BO3AyXa Wi azota. [1o-
TOOHAasI cxeMa JIETKO PEaIM3YeTCs ¢ TOMOIIBIO IBYXKa-
HaJIbHOTO (DOpMUPOBATEJISl Ta30BBIX MOTOKOB (puc. 1).
ITockonbKy KO3(h(ULIMEHTHI pacipenesieHUs aHalK-
TOB CWJILHO 3aBUCST OT TEMIIEPATYPHI, COCY C TEHEe-
PUPYIOIIUM PACTBOPOM TOMEIIATN B XKMIKOCTHBIH
TEPMOCTAT, KOTOPbI/A Ha TOM PUCYHKE He IMoKa3aH.

ITpu Kaxyueiica mpocTore NogoOHOro pasdasie-
HUS 1151 TTIOJYyYEHUST BOCIIPOU3BOAUMBIX PE3YJIBTATOB,
OTBEYAIOIIMX 3aKOHAM MJIeaTbHbIX Fa30B, HEOOXOIKUMO,
YTOOBI aBJEHME raza-pa3daBUTeNIs HA BXOIE B CMECH -
TeJbHYI0 KaMmepy ObLITo, o KpaitHeil Mepe, Ha 30 kIla
KYPHAJIT AHATUTUYECKOU XUMUNU

ToM79 N4

(0.3 aT™) HMXKe TaBJIEHUS B COCYJE C pACTBOPOM lie-
JIEBOTO KOMITOHEHTA, M3 KOTOPOTO Ta30BbIi1 IIOTOK
MOJAeTCSI B CMECUTENILHYIO KaMepy Yepe3 IpOoCCeb.
B aTOM cityyae KOHIIEHTpaLMs LIEJIEBOrO KOMIIOHEHTa
B niotoke reHepupyemoii CI'C nocie pazbasiieHus c;
MOXeET OBITh paccuMTaHa 1o opmyiie:

c =cY L PaTM ’ (2)
@ ¢ W, +W) P,

e o — KOHIIEHTpAIMS 11€JIEBOTO KOMITIOHEHTA Ha
BBIXOJIE U3 cocyzia ¢ pacTBopoM; W, u W — o0bemMHbIE
CKOPOCTH ITOTOKA BO3myxa (a30Ta), MPOXOMSIIETO Yepe3
pacTBOp aHAJIUTA U Pa30aBIISIONIETO TOTOKA COOTBET-
CTBeHHO; P, 1 Py — aTMocdepHOe NaBlIeHNE U 1aB-
JIEHHE€ B COCY/I€ C PAaCTBOPOM ILI€JIEBOTO KOMIIOHEHTA.

J1s1 OLIeHKM TTPaBUJIbHOCTH pa3pabOTaHHOM CXeMbI
reHepupoBanus CI'C conocTaBUIM pacCUMTaHHBIE
no opmyiie (2) ¥ IKCIIepUMEHTATbHO HallieHHbIE
3HaYeHns KoHLeHTpamii peHonos B CI'C. Meronnka
OIpeieeHusI COCTOsIa B COPOLIMOHHOM KOHIIEHTPU -
poBaHuU aHANUTOB U3 oToka CI'C, anoupoBaHUU
CcOpOMPOBaHHBIX (PEHOJIOB C IIOMOIIBIO OPTAHNIECKOTO
pacTBOPUTEIS U MTOC/ENyIolee oNpeaeeHe aHAIM -
TOB B 3JIF0aTe METOIOM KMAKOCTHOI XpoMaTorpaduu
¢ biyopumeTpriecKuM neTeKTupoBaHreM. KoHIeH-
TPUpPOBaHUE OCYIIECTBISIN B KojoHKe (3%0.3) cMm, 3a-
TOJIHEHHOM aKTUBHBIM yIiieM PAJI ¢ pasMepoM YacTuil
0.5—0.9 MM B Teuenre 50 MuH. Pacxom raza-akcTpareHTa
JI7151 (peHOJIOB YCTaHABIIMBAIN TAKUM 00pa30M, YTOObI
cymma W, u W 6bu1a paBHa 400 mi/mMuH. [lecopbiimio
(eHonoB ocymecTBisy 1.5 MiT arieTonuTpuia. Padee
ycTaHOB/IEHO [18], 4TO TIpu BEIOPAHHBIX YCITOBUSIX
MPOXCXOOUT KOJTMYECTBEHHOE U3BJIeueHre (eHOJI0B
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Tabmuua 2. TpeOGyeMble KOHLIEHTPALMHY JIETYYUX OPTAHMUYECKMX BEIIECTB B BOJHBIX PACTBOPAX ISl Ta309KCTPAKIIMOH-
HOTO TOJTy9eHUST CTAHIAPTHBIX Ta30BBIX CMeCell ¢ oTpee/IeHHBIMI KOHIIEHTPAUSIMU aHAJIUTOB M UX KO3 DUITMEHTHI
pacopenenenus (K) MexXoy BOMHOI 1 ra3oBoii (a30t) dazamu (n =4, P = 0.95)

KoHiieHTpauuu (Mr/1) aHaJIMTOB B BOTHOM
MAK, mxr/m? pactBope wist mosrydeHust CI'C ¢ 3amaHHOM
AHamuT K(25°C) o
[14] KOHLIEHTpaLei

1 mMr/m3 10 ppb oK

®eHon 47900 £ 1800 10 48.6 1.87 0.486

o-Kpezon 19500 = 700 5 19.6 8.68 0.098

m-Kpeson 41200 = 1900 5 41.4 18.3 0.207

n-Kpeszon 39800 + 1700 5 40.0 17.7 0.200

H-bByTtanon 3020 £ 120 100 3.01 0.091 0.301

N3o6yTaHon 1630 £ 70 100 1.63 0.049 0.54

Ilentanon 2030 = 110 10 2.03 0.074 0.020

M3oneHtaHon 1920 £ 80 10 1.92 0.070 0.019

n-TekcaHon 1390 £+ 60 200 1.38 0.057 0.274

HwutpobGenson 870 = 40 8 0.87 0.046 0.007
COPOILIMOHHYIO KOJIOHKY; { — BpeMsl IIPOMYCKaHUs

ra3oBOI CMECH Yepe3 KOJIOHKY.
:> @ = ITonyyeHHbIe pe3yasrathl (TabJ. 3) CBUAETENbCTBY-
By IOT O IIPaBMJIBHOCTU Pa3pabOTaHHOM CXeMBI TEHEePH -
(o) @ poBanus CI'C. ITorpeniHOCTH pacuyeTHBIX 3HAUYCHU
3 4 ] HaXOIWJIN, UCXOAS U3 TTOrPEIIHOCTE OIpeaeIeHUS
:> @ = X = =p> K03(p(PHULIMEHTOB pacipeneIeHns aHaJIUTOB.

Bosnyx PaccMoTpeHHast cxema reHepupoBaHUs Tpeoy-
(asor) | ) €T UCITOJIb30BaHUs CIIELUATBHOTO 000PYI0BaAHUSA
1 U JOCTATOYHO BBICOKOI KBaIM(pPUKAIINK IIEPCOHAJIA.

2

Puc. 1. Cxema reHepupoBaHUsI CTaHIAPTHBIX Ta30BbIX
cMmeceil ¢ pazbaBieHreM. | — ABYXKaHaIbHBIA Qop-
MUpPOBaTellb Ta30BbIX TTOTOKOB C ABYMSI PETyasaTopamMu
pacxona rasza; 2 — coCyl ¢ BOTHBIM PaCTBOPOM aHAJIUTa;
3 — nepopMallMOHHBII MAaHOMETp; 4 — PEryINpPyeMBbIid
MeXaHUYeCKUil Tpoccesib; 5 — BBIXOA CTaHIAapTHOM ra-
30BOI CMeCH C aHAJIUTOM.

CO CTEIeHbIO U3BJIeUeHUS He MeHee 97%. Dkcnepu-

MEHTAaJIbHO 3HaYeHUsI KoHLieHTpa1uii ¢peHonoB B CI'C
HaXOIWJIX 10 hOpMYyJIe:

CGs}ccn = chLVL /(SstWGt)a

e S, — IUIOIIAaAb MMKA aHAIWTA Ha XpOMaTorpaMme
nocJje 1ecopouuu; S, — rolmanb NMKa aHalIuTa Ipu
aHaJIM3e ero CTaHIapTHOIO BOAHOTO pacTBOpa ¢ KOH-
LeHTpauueil ¢;; V;, — o06beM aleTOHUTpUIIA NIpY Jie-
copbuuu deHona; W, — pacxon razoBoii cMecu 4epes

XKYPHAJI AHATUTUYECKOU XUMUU

C TouKM 3peHus TIPAKTUIECKON peann3aiuu 0ojee pa-
LIMOHAJILHOM IPeCTaBIISIETCST IBYXCTaINITHAS Ta309KC-
TPaKLIMOHHO-aICOPOLIMOHHO-AECOPOLIMOHHAs cXeMa

reHepupoBaHus CI'C. E€ cyllIHOCTb COCTOUT B TOM,
YTO Ha MEepBOIi rA309KCTPAKLIMOHHO-aACOPOLIMOHHOMI

CTaJiuy, KOTOPasl BLIITOJTHSIETCS B CIICLIMAIM3UPOBaH -
Hoii 1abopatopun, CI'C, reHepupyeMyIo C IIOMOIIBIO
OIMCAHHOM BhIIIe MPOLEAYPhl IMHAMUYECKON ra30Boi

9KCTPAKIUM C U3BECTHBIMU KOHILIEHTPALIMSIMM aHa-
JINTOB, TIPOMYCKAIOT Yepe3 KOJOHKY, 3aII0JTHEHHYIO

COpPOEHTOM, A0 TOJHOTO HACKIIIEHUS MOCJIEIHETO
(puc. 2). I[Ipouecc HacHIIIEHUS 3aKaHIMBAIOT TTOCJIE

TOTO, KaK KOHIIEHTPAIIMS aHaJIuTa Ha BBIXO/IE U3 COpO-
LIMOHHOM KOJIOHKH (c;) OyIeT paBHA €ro KOHLIEHTpa-
MU Ha Bxoze (c,). Eciu rnocie HachlleHUs Ha BXOJL

COpPOILIMOHHOI KOJIOHKH IT0AaBaTh MOTOK YMCTOTO
rasa (ctaaus AecopOLMu), TO KOHLIEHTpaLKs aHaIuTa
Ha BBIXOJIE U3 Hee (¢,) OyIeT B Te4eHUe JOCTaTOYHO
JUTUTENIBHOTO BPEMEHMU, 3aBUCSIIIETO OT EMKOCTU COP-
OeHTa, OCTaBaTbCs MIOCTOSSHHOM U PaBHOM ¢,,.

I1pu ycnoBum HeOOXOAUMOM TepMETUUYHOCTU
COPOLIMOHHOI KOJJOHKM UHTEePBaJ BpEMEHU MEXIY
Ne 4
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Ta6muua 3. PacyeTHbIe (Cgyyeq) U IKCIIEPUMEHTAIBHO HAMACHHBIC (Cgyyery) KOHLEHTPALIMY (DEHOIOB B FEHEPUPYEMbIX

CTaHIApTHBIX Ta30BbIX cMecsx (n =4, P=10.95)

AHamut

W, Mi/MuH

W, mu/MuH

3
CGpaca> MKT/M

3
Coxen» MKT/M

®denon
o-Kpeson
Denon

40
40
8

360
360
392
392

206+ 6
472 £ 14
412+ 11

943

196 = 10

442 +22

39.1+ 1.8
88+4

o-Kpeson 8

Co

¢ 6

(a) (6)

Puc. 2. JIByxcTaamitHast cxeMa TeHEpMpPOBAaHUS CTaH-
JMApTHBIX Ta30BBIX CMeceil: (a) — mepBast cTaausi (Hachl-
meHue); (6) — Bropas cragust (necopOuusi). I — BXon
CTaHIAPTHOI Ta30BOIi cMecH; 2 — COPOILIMOHHAsT KOJIOH-
Ka; 3 — BXOJ YMCTOrO Ta3a; 4 — BbIXOJ CTAHJIapPTHOM Ta-
30BOI CMECH.

CTagUsSIMU MOXKET COCTaBIIATh HECKOJIEKO MecsieB. I1pu

5TOM TeMIIEpATyphl HACBIIIEHUSI COPOSHTA M TTOCTIETY -
toiiero reHeprpoBaHusi CI'C moJKHBI ObITh KAK MOXKHO

omxe npyr K apyry. ITomoOHbIM MPUHILIMII ITOTyYEHUS

CI'C nexut B ocHOBe (PYHKIIMOHUPOBAHUS YKa3aHHBIX

Boiiie [IMT'C. OgHako o4eBUIHBIM HEAOCTATKOM I10-
cJiefHUX, KOTOPbIii MPeodoeH B HACTOsIIEH padore,
SIBIISIETCST HEBO3MOKHOCTB TTomydeHnst CI'C ¢ 3apaHee

3aJaHHBIMU KOHIIEHTPAIIMSIMU aHAIMTOB, HaIIpUMeEP

Ha ypoBHe TT/IK.

Bo3MoxxHOCTH NpealoXKeHHOM NBYXCTaAuMHOM
cxembl reHepupoBaHus CI'C wmmocTpupyeT puc. 3, tae
npeacTapjieHa IMHAMMKA U3BMEHEHWSI KOHLEHTpalui
(eHoa 1 OyTaHOIa B ITOTOKE ra30BOM (Da3bl Ha BEIXOIE
13 COPOLIMOHHOI KOJIOHKM, a TOYHEE MIoIIaaeii ux
MMKOB Ha XpoMaTorpaMme MpHu aHalu3e 3TOM (askbl,

XYPHAJTAHAJIMUTUYECKON XUMUU  tomM79 Ne4

MpU HAChILIEHUU U nocaeayolei necopounn. Kak
BHMIIHO M3 PUCYHKA, TUIOIIAAM ITMKOB ITPY HACHIILIEHUT
U TIOCJIeyIoNIeit 1ecopOLMY ITPaKTHUECKK COBIAIAIOT.

OTHOCUTEIbHAs! HEUCKITIOYeHHast ccTeMaThJecKast
niorpertHocts (OHCII) xoHuentpauuu B CI'C O,, reHe-
pYpPYEMOii TTO MPEIOKEHHOM METOIMKE, CKIIaIbIBACTCs
n3 OHCII uzmepenust koadduimeHTa pacipeneieHun
aHaimrta (0,K = 0.05), ero KOHLUEHTpaLMK B FEHEPUPYIO-
eM pactope (0,c,=0.02), pacxonos W, (6, = 0.05)
u W (0,W = 0.05) npu pazdasnenuu, a rakxxe OHCII,
CBSI3aHHBIX C I3MEHEHEM KOHIICHTPAIII BO BpeMEHHN
(6,/=10.02) 1 c HepaBEeHCTBOM TeMIIEpaTyp MPU HACBILLE-
Huu u necopouuu (0,c(7) = 0.02). IIpu noeputebHOM
BepogTHocTH P = (.95 o61iyto OHCIT MOXXHO OLIEHUTh
o hopmyie:

e,k +(0,e,)2 +(8.1)2 +(8 W) +(0 W) +

0 =1.
’ +6,c(T))°

IloncraHoBKa YMCIIEHHBIX 3HAYCHUM BEIMYMH, BXO-
IUMX B 9Ty hopmyiy, npuBoauT K 6,= 10%, uto MoX-
HO CUMTATh HETJIOXUM Pe3YJIETaTOM, YIMTHIBAs OYeHb
HM3KKE KOHLIEHTPALY aHAJIUTOB M MHOTOCTaIMIHOCTh
npouenypsl npurotrosiaeHus: CI'C. Ilpu orcyTcTBUM
TePMOCTAaTUPOBaHMUS ITOTPEIIHOCTb BO3paCTaeT 10
(20—25)%. I1omo6HbIC 3HAYCHUS TTIOTPEIITHOCTEN CO-
noctaBUMBI ¢ morpemrHoctamu [TUIC [19].

Baxkneitiieii xapaKTepruCTUKOM yCTpOMCTBA s
reHepupoBaHus CI'C sBisieTcss MaKCMMaIbHBINH 00b-
em mronrydaemoit CI'C (VGmaX) C JOMYCTUMBIM OTKJIO-
HeHHeM (aKTUIeCKOM KOHIIEHTPALIMY OT 3aJaHHOTO
HavayibHOro 3HaueHus. OObeM ra3oBoOro IoToKa, co-
JepKaHKe JIETYYMX BEIIECTB B KOTOPOM YMEHBIIIACTCSI
He 0oJiee YeM Ha 3aIaHHYI0 BENTWYUHY (0), HAXOMUTCS
MO U3BECTHOM M3 TEOPUU TUHAMUYECKOM ra30BOM
9KCTpaKkLuu popMmyiie:

Vo =—KV, In(1-§),
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5
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Puc. 3. JlunaMunka n3aMeHeHUsT KOHLIEHTpaluu (TUIoIaay uKa Ha xpomaTorpamme) deHona (/—4) u 6yraHona (5—8)
B IMOTOKE ra30BOM (a3bl Ha BHIXOIE M3 COPOLIMOHHOM KOJIOHKM NpH HackieHuu (1, 3, 5, 7) u necopouuu (2, 4, 6, 8). Kon-
LEHTpaLMs aHAJIUTOB B ra3oBoii dasze 20 mr/M? (1, 2, 5, 6) u 10 mr/M3 (3, 4, 7, 8).

Ta6auna 4. MakcumaibHble 00beMbl (M) FeHEPUPYEMBIX CTAHIAPTHBIX TA30BbLIX CMECEI aHAIUTOB 6e3 pa3baBiieHUs

7 C pa30aBIEHNEM OCHOBHOTO MoToka (V, = 1 1)

. MakcumanbHblit 00beM ¢ pazbaBIeHUEM
MakcumanbHbIil 00beM 0e3 pa3daBieHUS
AHanmut B 50 pa3
Vi 1110 = 1% Ve st 0 = 3% Ve 110 = 1% VEa™ nna & = 3%
deHon 0.489 1.481 24.5 74.1
o-Kpe3son 0.197 0.598 9.9 29.9
Byranon-1 0.030 0.092 1.5 4.6
IlenTanon-1 0.020 0.062 1.0 3.1

e V, — o6beM xunkoi ¢asel; & — yMEeHbLIEHUE KOH-
LICHTpAL1 aHAJIUTA (B JOJISIX OT MCXOIHOIO 3HAYCHMUST).
[ony4yeHHbIe DaHHbIE TTPEICTABICHBI B TA0I. 4.

Takum o6pa3om, pa3paboTaHHBIE CXEMBI TTO3BOJIS -
JOT TeHEPUPOBATh 10 HECKOJIBKIX KyooMeTpoB CI'C
C colepxxaHUsIMU aHaIUTOB Ha ypoBHe T1/IK Bcero u3
OIIHOTO JINTPa TeHEPUPYIOIIETO pacTBOpa.

Cmameos nocesuena 300-remuro Cankm-Ilemep-
0ypeck0e0 20cyo0apcmeeHH020 YHugepcumema.
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GAS EXTRACTION GENERATION OF GAS MIXTURES OF POLAR
ORGANIC COMPOUNDS AT TRACE CONCENTRATION LEVELS

O. V. Rodinkova® *, M. E. Grega® V. A. Spivakovsky?, E. A. Znamenskaya?,
A. A. Zheludovskaya®

@ St. Petersburg State University, Institute of Chemistry, 198504 St. Petersburg, Russia
*e-mail: o.rodinkov@spbu.ru

Abstract. The patterns of generating gas mixtures of polar organic compounds at the level of their MAC
(several ug/m?) were studied using the method of continuous gas extraction from aqueous solutions with a
known concentration in combination with dilution by a stream of diluent gas. The necessary distribution
coefficients of phenol, isomeric cresols, nitrobenzene, and alkanols C,—C¢ between the aqueous and gas
phases (nitrogen) were determined. A two-stage generation scheme is proposed, based on saturating the
sorbent (activated carbon) with a flow of extraction gas containing the target components at a specified
concentration, followed by desorption by a flow of pure extraction gas.

Keywords: gas mixtures, generation, continuous gas extraction, distribution coefficients in the water—gas phase
system, volatile organic compounds.
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HUccnenoBano 20 pasHoBUAHOCTE MI10m0B (PpyKTOB, Sr0a, OBOIIEiT), MPUCYTCTBUE CIETOBBIX KON~
YeCTB KOTOPBIX B MPOOAX BHI3HIBAET JIOXHOIOJIOXUTEIbHbIE CUTHAIBI O0OHAPYXXUTEJISI B3pbIBYUATHIX BE-
1LIECTB Ha OCHOBE MeTo/da CIIEKTPOMETPUU MOHHOMN MOABMXHOCTU. DTU CUTHAJIbI 0OYCJIOBJIEHBI Ha-
JIMYMEM B COCTaBe IMJION0B OpraHUYEeCKUX KUCIOT, 3(PhEeKTUBHO 00pa3yolIMX OTPULIaTeIbHbIE NOHBI.
IMomBMKHOCTH HEKOTOPBIX TUIIOB MOHOB 3THX KUCIIOT OJIM3KYU WJIH COBITAHAIOT C ITOABMKHOCTSIMU HO-
HOB B3pBIBUATHIX BEIIeCTB. B 4acTHOCTH, MOHBI aCKOPOMHOBOM TN JIMMOHHOM KUCIIOT, SIOJIOUHOI KVC-
JIOTbl, BAHHOM KUCJIOTHI, aJIyKT-aHUOHbI 1IABEJIEBOI U SI0JJOUHOU KUCIIOT, aAIyKT-aHUOHbI TUMOHHOM
U SI0JIOYHOM KUCIIOT UISHTU(DULIMPYIOTCS OOHApYKUTEJIeM KaK MOHHI 2,4-IMHUTpOTOIyoIa, 1,2,3-Tpu-
HUTPOKCUIIPOIIaHa, OKTOreHa u 2,4,6-TpMHUTPOTOJIYO0JIa, aAIyKT-aHMOHBI TEKCOreHa M MOJIOYHOM KUC-
JIOThI COOTBETCTBEHHO.

KioyeBbie ciioBa: CIICKTPOMETPUA WOHHOM IIOOABM2>KHOCTH, B3PpbIBYATOC BECIIECTBO, JIOXKHOIIOJIOXKUTECIIb-

HBII1 CUTHAJI, OpraHndYecKasi KUcjaoTa.
DOI: 10.31857/S0044450224040051, EDN: vkaxos

ITpu u3roroBaeHUN, XpaHEHUU, TPAHCIIOPTUPOBKE
WM MAHUNYASLUSIX CO B3pbIBHBIMU YCTPOICTBA-
MU WJIY 3apsiiaMu B3peIBYaTHIX BelecTB (BB) Ha ux
BHELIHUX 000JI04YKaxX, TPAHCIIOPTHOM Tape, IMTOBEpX-
HOCT$IX TPAaHCIOPTHOIO CPEACTBA, B MECTaX 3aKJIaIKH,
Ha pyKax, ofeX/e YeJOBEKa, TOBEPXHOCTSIX MPEAMETOB,
KOTOPBIX KacaJICsl YeJIOBEK 3arpsI3HEHHbIMU pyKaMH,
OCTalOTCA caeabl uu MUKpodacTulibl BB. UMeHHO 1o
HaJIWYMIO 3TUX CIICA0B/MUKPOYACTHII MOXHO OOHA-
PYXUTb ITOAOOHBIE MECTA, a TAKXKE BBISIBUTH JIOIEH,
nMeBIIMX KOHTAKT ¢ BB. ITocnegHemy crioco6¢cTByeT
TO, UTO MHOrue BB gBisi0TCS XXUpOpacTBOPUMBIMU
BEIlleCTBAaMH U OBICTPO IIPOHUKAIOT B IOTOKUPOBHIE
OTJIOXKEHMS U B IOBEPXHOCTHBIE CJIOM KOXH YeI0BE-
Ka [1]. Jlaxe mocjie MHOTOKpPaTHOTO MBIThSI Ha pyKax
NpUCYTCTBYIOT ciieabl BB [2]. B cBs3u ¢ 9TUM pa3nuy-
Hble MOBEPXHOCTU (py4YHas Kjaab, PyJib aBTOMOOWIIS,
JIBEepHas pyyKa M T.I1.), pyK! YeI0BeKa WU OTIHEeYaTKU
ero nanbues (OII) aBasioTca Hanbosee MpenacTaBu-
TeJIbHBIMU OOBbEKTaMU 00CIEeA0BAHMS JIS1 TOMCKA
cienoB/Mukpouactuil BB.

B HacTog1ee BpeMsI CIEeKTPOMETPUS MOHHOMN
MOIBMKHOCTH SIBJISIETCSI OMHUM M3 CaMBIX PacIipo-
CTpaHEHHBIX METOIOB OIePAaTUBHOIO OOHAPYKEHUS
cnenoB/Mukpodacturl BB [3—7]. DToT MeTon BKiIIO-
yaeT oTOOp TBEPIOU MU XKUAKOM MPOOKI U MepeBoI
ee B ra3000pa3HOe COCTOSIHUE, MOHU3AIIUIO BEIIECTB
razoo0pa3Hoii mpoObl, pa3zaeiaeHre 00pa30BaBILINXCS
HMOHOB I10 CKOPOCTH UX IBIZKCHUS B Ta3e MO AeCTBH -
€M 2JIEKTPUYECKOTO I0JISI, PETUCTPALIUIO pa3aeaeH-
HBIX MOHOB B BUIE COBOKYITHOCTH ITUKOB — CIIEKTpa.
Turr nOHOB XapaKTepu3yeT BeIMUMHA, OTIpeaesieMast
Kak cpeaHee BpeMsl apeiiga makera MOHOB i-TO TUIA
CKBO3b 3aII0JIHEHHYIO ra30M I10JIOCTD;

t,=l/(K.E)=1*/(K.U), (1)

rae / — xapakTepHblii pa3Mep (aarHa) obaactu apeitda,
B KOTOPOI1 IBUKETCSI MaKeT UOHOB, CM; K; — OABMX-
HOCTb MOHOB i-T0 ThMa, cM?/(B-c); U— pa3HOCTb 1o~
TEHIIMAIOB MEXIY Ha4aJIbHOM ¥ KOHEYHOM TOUKaMU
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obnactu apeitda nonos, B. Ha cnekTpe BennunHa
1, PETUCTPUPYETCS KaK MAKCUMYM MOHHOTO MHUKA.
3HaueHue MOABUXKXHOCTU K; IPUBOIAT K CTAHAAPTHOM
IUTOTHOCTH Ta3a:

K,, =K, (273.15/T)(P/760), (2)

K,; — mpuBeneHHas MOABMKHOCTb MOHOB i-TO THUIIA,
cm?/(B-c); P— naBieHue ra3a, MM pT. cT.; T — abco-
JIOTHas TeMmneparypa rasa, K. 3nauenus K "oHoB
pasnuuHbeIX BB nipuBeneHs! B tuTepaType.

OCHOBHBIMU IIPEUMYIIIECTBAMU TaHHOTO METOIa
SIBJISTIOTCSI BEICOKIE YYBCTBUTEILHOCTD 1 OBICTPOIEH-
CTBHE, 3 OCHOBHBIMM HEIOCTaTKAMM — HU3KHE pa3-
pelleHne U CeJISKTUBHOCT. [1pu Hammaum B mpode
BEIIIECTB, HE SABJISIOMINXCS B3PhIBYATBIMM, HO CXOXKIX
C HUMH T10 CBOUM (PM3UKO-XUMUIECKAM CBOMCTBAM,
BBICOKA BEPOSITHOCTh TOTO, YTO CIIEKTPOMETP MOH-
Hoit moaBuxxHocTu (CHUII) MoxeT BeipabaThIBaTh
JIOXKHOMOJIOXUTEbHBIN curHan “TpeBora”. YacTeie
cpabaTbIBaHUS JIOKHOIOJIOXUTEJIBHOIO CUTHAJIA CY-
IIECTBEHHO CHILKAIOT 3(h(heKTUBHOCTD IIOMCKA B3PhI-
BYATHIX BellecTB. Hammpumep, B pabote [8] curHan
CHII, BBI3BIBa€MBIi IPUCYTCTBUEM JTMMOHHOM KHC-
JIOTBI, UACHTUYCH CUTHAITY OT B3phIBYATOI'O BEIIECTBA
2,6-IMHUTPOTOJYOJI, a TTOABUXKHOCTA NOHOB 3TUX
Betects (K;), paabie 1.4310.02 u 1.43£0.01 cm?/(B-c)
COOTBETCTBEHHO, COBHAmaIu. J1JIs ITOBBIIICHUS CEIeK-
tuBHOCTU CHUII MoHM3a1uio BelecTB ra3000pa3Hoii
MPOOBI ITPOBOISIT B IIPUCYTCTBUU BEIIECTB-PEAareHTOB.
Kak nmpaBuiio, B OTpUIIaTeILHON MOJIe B Ka4eCTBE
BEIIIECTB-PEareHTOB UCIIOIb3YIOT XJIOPYTJIEBOAOPOIbI,
obecrieunBarole oo6pa3oBaHUe MOHOB-PEAreHTOB
CI~(H,0),. Ho, naxe HecMOTps Ha UCIIOIb30BaHUE
BEILIECTB-PEareHTOB, B HEKOTOPBIX pa00TaX BBISBICHBI
XUMUYECKUE COSAMHEHNS, IIPUCYTCTBUE KOTOPHIX BHI-
3BIBAJIO JIOXKHOITOIOXUTETbHBII curHan CUIT [9—12].
B pab6ote [9] n3ydeHbl 1BeHAALATh KOCMETUYECKUX
CPEICTB, YeThIPE U3 KOTOPHIX BHI3BIBAJIM CUTHAIT “Tpe-
Bora”, MIEHTUYHBIN CUTHATY TTpU oOHapykeHuu BB.
B uccnengopanuu [10] onpenenim HeKOTOpbie KOM-
MepYeCKKe MPOIYKTHI, BIUSIOLINE HAa PETUCTPALIMIO
B3pBIBYATHIX BelllecTB. B pabotax [11, 12] ucciaenoBanu
BJIMSIHME KOMMEPYECKMX MPOAYKTOB (IBYX HAIIUTKOB,
YBJIAXKHSIOIIETO KpeMa U ynoOpeHus ) Ha 3¢ dek-
TUBHOCTb 0OHapyxeHUss BB. M3 cta kKoMOuHaLuii
koMMepueckuii mpoaykt/BB B 21 cinyyae CHUII BoI-
pabaThIBaI JIOXKHOIIOJIOXKUTEIIBHBIN CUTHA.

Tak Kak 4eJIoOBEK B MPOLIECCE CBOCH KM3HEIEsI-
TEJIbHOCTU TAaKTUJILHO B3aUMOIENCTBYET CO MHOTH -
MU CPEICTBAMM, IIperapaTaMu Wi MpeaMeTaMu, Ha
IMOBEPXHOCTH IMOMIEXKAIINX KOHTPOJIIO PeaTbHBIX
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BYPAKOB, BYPAKOB

00BEKTOB (ITOBEPXHOCTH OKPYKAIOIIUX IPEIMETOB,
PYKHM 4eJIoBeKa WJIN OTIICYAaTKH €ro IMajiblieB) BO3-
MOXXHO IIPUCYTCTBHE Pa3HOOOPA3HBIX BEIIECTB, B TOM
YHCJIe BBICOKA BEPOSITHOCTh HAJIMYUSI OCTATKOB ITHIIE-
BBIX IIPOAYKTOB, 0COOEHHO IUIOAOOBOITHBIX KYJIETYP.
OCHOBHBIM KOMIIOHEHTOM 3THUX IIPOAYKTOB SIBJISICTCSI
BOZIa, OTHAKO CoAepKaHNe OPTraHUMIECKUX KHUCIIOT
(OK) B ciesbix ruiogax pyKToB, SITOI, OBOIIEH Win
COKax Ha UX OCHOBE MOXET JOCTUTaTh HECKOJIbKHX
MPOLIEHTOB OT 0011ei Macchl [13—19]. bonbiias yactb
MPUXOIUTCS HAa TIMMOHHYIO, I0JIOUHYI0 M1 BUHHYIO KHC-
JIOTBL. B MEHBIIIMX KOMMYecTBaX MOTYT IIPUCYTCTBOBATh
acKopOMHOBasI, IIaBeieBasl, SHTapHast, MOJIOUHAasI,
OeH30iiHas, caMLMIIOBAsl U IPYTrie KUCIOTHI.

Llenbio HacTosIILIE! paOOTHI ABISLIOCH ONpeeaeHIe
TUIOB OPraHUYECKUX KUCIOT U UX COAEPXKAHUS B IPO-
0ax, CITOCOOHBIX BBI3bIBATh JIOXKHOMOJIOXUTEIbHBIE
CHUTHAJIBI OOHAPYKUTEISI B3PBIBYATHIX BEIIECTB Ha OC-
HOBE MeTOJIa CITIEKTPOMETPUM UOHHOM MOIBUKHOCTH.

OKCITEPUMEHTAJIbHAA YACTb

PeakTuBbl. PacTBOpbl nMHUTpOHadTaIuHa
(JIHH, cmech uzomepos 1,5-THH (CAS605-71-0)
un 1,8-JHH (CAS602-38-0)), 1-meTnn-2,4-n1uHu-
TpobeH3oa (2,4-nunutporoayoi — JIHT, CAS121-
14-2), 2,4,6-tpuHuTpOodeHMI- N-MEeTUITHUTPAMUHA
(rerpun, CAS479-45-8), 1,2,3-TpMHUTPOKCUIIPOIIaHA
(THII, CAS55-63-0), 2,4,6-TpuHHUTPO-1,3-IUTHAPOK-
cubensosa (tpuHutpopesopunt — THP, CAS82-
71-3), 2,4,6-tpuHurpomeTiiioeHsona (2,4,6-tpu-
"Hutporonyoin — THT, CAS118-96-7), 1,3,5,7-Tte-
TpaHuTpo-1,3,5,7-TeTpaazanmkiIooKTaHa (OKTOTEH,
CAS2691-41-0) u 1,3,5-tpunutpo-1,3,5-Tpuasamnu-
kiorekcaHa (rekcoreH, CAS121-82-4) B alieToHe
(1.0£0.1)x 1072 r/cm? ¢ MaccoBoli moneit mpuMeceit
He 6osee 4 X 1074% (PXTY um. [I.1. Menneneesa,
Poccus); ramma-nakToH 2,3-geruapo-L-rygoHoBoit
KkuciioThl (ackopomHoBas kuciiota — AK, CAS50-81-7,
X.4.), 2,3-quruapokcubyraHanoBasi (BMHHAs) KUCIOTa
(BK, CAS133-37-9, 4.n1.a.), 3-ruapokcu-3-KapOoKcu-
neHTaHaroBas (mumoHHast) kucioTa (JIK, CAS77-92-
9, X.4.), 2-ruIpoKCcUOeH30iHas (CaTULUIOBasT) KUCIO-
ta (CK, CAS69-72-7, x.4.), aTanauoBas (1aBeyeBasi)
kuciorta (IIIK, CAS144-62-7, x.4.), ataH-1,2-muKap-
6oHoBas (stHtapHast) kuciora (SIuK, CAS110-15-6,
x.9.) (“JlenPeaktuB”, Poccus); 6eH30iiHas KMCIIOTa
(BK, CAS65-85-0, 4.) (“Bexron”, Poccus); 2-tuapox-
cunponaHoBas (MonouHas) kuciora (MK, CAS50-
21-5, 80-nb1i1% BomHbIii p-p) (Hugestone Enterprise
Co., Ltd, Kurait); 2-rugpoxkcubyraHaronas (s10J104-
Hag) kuciorta (0K, CAS6915-15-7, x.4.) (“BDkc-
mut”, Poccust); ateToH muist xpoMatorpadun 99.85%
Ne 4
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(CAS67-64-1) (“Kommionenrt-Peaktus”, Poccus);
Bogna 11t nabeKumii (“HoBocnoxumdapm™, Poccus).

Ammaparypa. Becrsl 1aboparopssie XS205 DU (Met-
tler Toledo, IlBeitapus). Canderka giast ordopa
TBEPHAOU WJIN XUIKOM ITPOOBLI — (POoJIbra aJlloOMUHM -
eBas TommuunHoi 14 mxm. ozaTtopsr “Jlaiit” 2—20
Mk u “Jlaiit JITOIT-1-100-1000” (Thermo Fisher
Scientific, USA). Mcnonb3oBaay MOHHO-Ipei( OBt
netektop (M) “Kepbep-T” (“AromMmpoMKOMITIEKE”,
Poccust), B ocHOBe paGOTHI KOTOPOTO JIEXKUT METO.,
CIIEKTPOMETPUU UOHHOM MOABUXKHOCTH, OAPOOHO
oInuvcaHHbIN B myonukauusx [20—22]. Beidop aTtoro
pacIpocTpaHEeHHOIO B Hallleil cTpaHe Ipubdopa 1Is
HCCeI0BaHus ceJIeKTUBHOCTU oOHapykeHust BB 00-
YCJIOBJICH BBICOKMM MHTEPECOM CITYKO 0€30IacHOCTU
K JaHHOMY BOIIPOCY, XOTSI B 3TOM YCTPOICTBE U HE
HUCTIONb30BaH 3P (GEKTUBHBIN CITOCOO YAyUIISHUS
5TOM XapaKTEPpUCTUKU, OCHOBAHHBIA HA TPUMEHEHUU
BelecTB-peareHTOB. [lapameTps MIIJ1: Temneparypa
Kamepsl Tepmonaecopounu 180 °C; HCTOUHUK MOHU -
3allMM IIpU aTMOC(PEpHOM JaBJI€HUU HA OCHOBE KO-
ponHoro paspsiga (KP) ¢ uMIy1bCHbIM UCTOYHUKOM
MUTaHMS; Ta3-HOCUTEJIb — JIJAOOPaTOPHBIN BO3MYX
(o6BeMHas ckopocTh 5 cm/c, 180 °C, abGcomoTHas
BIaXHOCTH < 12 1/M3); [= 12 ¢M; pa3HOCTb MOTEHIIMA-
JoB U= 2.2 xB; npeiidoBblii ra3 — ocylIeHHbII BO3AYyX
(06meMHas ckopocth 10 em?/c, 100 °C, abcomroTHas
BiaxHocTh < 0.1 r/M3); ucnonbsyemoe Wit GopMUpo-
BaHMSI CUTHaJa “TpeBora” CTaHAaApPTHOE OTKJIOHEHUE
BpeMeHU apeiida ot perepHoro 3HayeHus +0.3 mc;
YPOBEHb LITYMOB 3JIEKTPOMETPUUYECKOM CUCTEMBI PETH -
crpaumu 0.375 nA (30— 25 en. ALIII, o — ctangapTHOe
OTKJIOHEHUE); YPOBHU cpabaThIBaHUs CUTHAJA “Tpe-
Bora” (/,, mA): 3 (oxroreH), 4.5 (rekcoreH, TeTpu,
THII, THT), 15 (AHT, AHH) u 30 (THP). [TIpuBeneH-
Hble TTOIBVKHOCTA MOHOB XUMWYECKMX CTAHIAPTOB:
Ky(THT) =1.47 cm*/(B-c) u K(THIT) =1.290 cm?/(B-c)
[21]. Bpemst ycraHOBeHMsI TOKa3aHuii £, < 6 c¢. Paspe-
LIeHKe, ONpeaessieMoe KaK OTHOLIEHUE BPEMEHH 7,
MOHHOTO IMMKa B CITEKTpE K IIMPUHE 3TOr0 ITMKa Ha
MOJIOBUHE BHICOTHI, paBHO 40—50.

MeTtoauka 3kcnepumenTa. Vcrioib3yeMblie pacTBO-
Pbl TOTOBUJIX B IeHb ITPOBEACHUS SKCIIEPUMEHTOB —
BB B anieToHe ¢ nomolibio 1o3atopoB, OK B Bozae
C MOMOIIBIO BeCOB J1abopaTopHbIX. IIpoObI MSIKOTH
Pa3IMYHBIX TUVIOA0B 00BEMOM 2 MKJI OTOMpAaJIU HEeMo-
CpencTBeHHO Tepen aHanru3oM. C moMolIplo Jo3aTopa
B JIaOOpaTOpHBIX yCA0BUSIX (24—27 °C, OTHOCUTEJIb-
Hasl BIaXXHOCTh 25—45%, napnenue 1 000—1 017 rIla)
MIPOOBI HAHOCUJIM Ha IIOBEPXHOCTh ATIOMUHUEBOM
candeTku B BuIe nNaTHa guameTpoM 4 mMm. ITocne
HaHeceHus npob pactBopoB BB oxunganu ucnape-
HUA aleToHa B TedeHue ~10% ¢, a mocjie HaHeCeHUs
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npo06 pactBopoB OK miam MIKOTH TIJIONOB OXUIATN
ucrapeHus Boabl B Teyenue ~103 ¢ u 6onee. B skc-
nepuMeHTax ¢ OIl mpenBapuTeNbHO MaJbliEeM Kaca-
JINCh MSIKOTH IIJI0MIa, PACTHPAJIU cliedbl (HECKOJIBKO
MUKPOJINTPOB) 110 TOBEPXHOCTH MaJIblla, TIIATETEHO
oOTHpanu majell cyxoit 6ymakHoOM candeTkoil 1 Ha-
Hocunu OIl Ha aMtoMHUHUEBYIO Call(hEeTKy, KOTOPYIO
noMeniaid B KaMepy TEpMOIeCOpOLIMHU TaK, YTOObI
npo6a unu OI1 pacmomaranucek BOJIU3M BXOTHOTO OT-
BepcTud. Perucrtpuposanu cpenHee Bpemsd apeida z;
HMOHOB, a TaKKe 3aBUCUMOCTb aMILTUTYAbl (MOHHbBIN
TOK) A; KA 3TUX MIOHOB OT BPEMEHU NPEObIBAHNS Call-
(eTku B Kamepe TepMozecopoLmu #,. [1pu copnagenun
BpeMeHH Jpeiia MOHOB KaKOTro-1100 OIpeneIsieMoro
BEIIIECTBA ¢ BpeMeHeM Apeiiha MOHOB KaKOTo-JI1M00
BB, xpansiiuumces B 6a3e gaHHbix, M BeipabaThiBa
cuTHan “tpeBora” ¢ ykazanuem tuia BB.

PE3VIJIBTATBI 1 UX ObCYXIEHUE

AHAJIM3 CMEKTPOB MOABIZKHOCTH HOHOB OPraHMYeCKHX
KHCJIOT M B3pbIBYaTHIX BemecTB. Ha puc. 1 npuBeneHb!
(bparMeHTHI CIIeKTPOB MOABMXKHOCTA MOHOB BEIIIECTB,
JlecopOMpyeMBIX ¢ alIOMUHMEBOM candeTku. Kak Bun-
HO, BO-TIEPBBIX, OPTaHNIECKIE KMUCIOThI, BXOMISIIINE
B COCTaB IUTONO0B, 3(h(EeKTUBHO 00pa3yl0T OTpULIATEb-
HbI€ MOHBI, 8 BO-BTOPBIX, ITOABMXKHOCTH HEKOTOPHIX
THUIIOB MOHOB 3TUX KUCJIOT OJIM3KH WA COBIIAAAIOT
C MOIBMXKHOCTSIMA MOHOB B3PHIBUATHIX BEIIECTB, TIPU-
BoAs K GOPMUPOBAHUIO CUTHANMA “TpeBora”. DToT
CUTHAJI BBI3BIBAIOT KaK COOCTBEHHO OCTaTKHU IJIOIOB,
TaK M UX OCTAaTKM Ha najblax pyK wiu B OI1 B moTo-
KMPOBBIX OTJIOXKEHUSIX YenoBeKa. CiemyeT OTMETHTb,
YTO BpeMsI KU3HU CJIEIOBbIX KOJUYECTB HEKOTOPBIX
OpraHUYECKMX KUCJIOT B pa3IMUHbBIX 00bEKTaX BEIH-
KO M COCTaBJISIET, 110 KpaitHell Mepe, AeCATKI 9acoB
(puc. 1B). B Tabm. 1 mpuBeneHHBI pe3yabTaThl aHAIU3a
OTIIEYaTKOB Iajiblia Ha aJJlOMUHUEBOM (hoJIbre Iocie
KacaHM$ pa3IMYHbIX IUTOAOB ((PPYKTOB, SITOM, OBOILLIEH)
STUM HaJbLEM U €T0 TIIATEIbBHOTO O0TUpPaHUsI CyXOit
OyMaxkHOI1 candeTKoit, a B TaOJI. 2 — pe3y/IbTaThl aHa-
Jin3a 2 MKJI COAEeP>KMMOTO MSIKOTHU TJIONOB TOC/IE X
BBICYIIIMBaHUS Ha aJllOMUHNEBOM (OJIbre B TEUCHUE
15—60 MmuH. Hannuue B criekTpax MUKOB, UAEHTU-
(pUIMpyeMBIX YCTPOMCTBOM KaK ITMKOB B3PhIBUATHIX
BEIIECTB, BRI3BIBAIOIINX CUTHAJ “TpeBora”, yKazaHo
3HaKOM (7).

M3 naHHbIX B Ta61. 1 BUAHO, 4TO U3 20 M3yYEeHHbIX
Pa3HOBUIHOCTEM IIOAOB B OTII€YaTKe Majblia clie-
IIOBBIE KOJIMIECTBA 18 BRI3BIBAIOT CUTHAI “TpeBora”,
uaeHTUpUIUpyeMblit Kak “oxktoreH”, 13— THII, 7 —
AHT, 5—JHH, 2 — THT. I1pn ananu3e oTrie4yaTkoB
najbla MKy noHoB MK mpucyTcTBOBaId BO BCeX
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%10 A

T
tq4, MC

l M

26 129 132 '
1 23 4 5
Puc. 1. ®parMeHTHI CIIEKTPOB MOABMKHOCTH MOHOB BE-
1LIECTB, AECOPOMPYEMBIX C ATIOMUHUEBOU candeTku: (a)
BBICYIIICHHAsl B TeUeHHe 15 MUH cMeCh BOIHBIX PacTBO-
poB 1 MKT BUHHO#M, 1 MKI TUMOHHOM, 0.6 MKT IIlaBeJie-
BOi1 1 0.2 MKT 5I6JI04HOI1 KMCIIOT, #, = 6 c; (0) BbICYILIEH-
HbIE B TeUCHHUE 15 MUHYT 2 MKJI MSIKOTH YepHOTO BUHO-
rpana, t,= 10 c¢; (B) oTIe4aToK najblia Nocjae KacaHusl

XKYPHAJI AHATUTUYECKOU XUMUU

BYPAKOB, BYPAKOB

MSIKOTU TpaHaTa, OOTHpaHUsI IMajiblia Cyxoi OyMaKHOM
candeTKoit 1 XpaHeHUs OTIeYaTKa majablia Ha candeTke
B teueHue 20 4, #,= 5 ¢; (r) AHH 2 ur, 7,= 2 ¢; (1) ok-
ToreH 10 MKT, #,= 9 ¢, UyBCTBUTEIbHOCTb CIIEKTPOMETPA
VOHHOU MOABMXKHOCTH yBelW4yeHa B IITh pa3 (I X 5);
(e) cmecb IHT, THT u THII maccamu 20, 5 u 20 Hr
COOTBETCTBEHHO (f, = 2 ¢). 3aIUTPUXOBAHHbIE CTOJOLIBI —
WHIMKATOPHI CUTHa/IA “TpeBora”: BbICOTA — aMILIUTyAa
MOHHOro nukKa BB, mmprHa — BO3MOXHOE OTKJIOHEHUE
OT peNepHOro 3HaYeHUus1 BpeMeHu apeiida noHos BB,
xpaHsierocst B 6aze nanusix. I — JIHT (2,4-muHutpo-
tonyon), 2 — THT (2,4,6-tpunutporonyoin), 3 — IHH
(auHutpoHadTtanuun), 4 — THII (1,2,3-TpuHUTpOKCU-
npormnax), 5 — okroreH; BB — B3pbiBuaToe BelecTBo.

criektpax. Hamnbomnee cioxHbIe CIEKTPhI HA0MIOIATNCH
npu aHanuse OIl mocie kacaHus MI0AOB OaHaHa,
IBIHU, MHXXWpa, BUHOTpajga, HEeKTapyuHa 1 s010Ka.
B criekTpax mogBM:KHOCTH KOHOB BEIIECTB, BXOISIIINAX
B COCTaB 3THUX IUIONOB, IIPUCYTCTBOBAJIO YEThIPE ITHUKA,
BBI3BIBAIOIIMX CUTHAJ “TpeBora”, He cCumTasi IpyTrux
nukoB. HanboJsee mpocThlie CIEKTPHI TTOJyUeHbI IS
OTIIeYaTKa ITajiblia IToCjie KacaHUs aleJIbCuHA U1
obrermuxut. I1ToMrMo MMKOB (DOHOBBIX MIOHOB U ITHUKOB
noHoB MK mpu aHanu3e ciienoB alejIbCUHA CIIEKTP
MOIBVKHOCTY COAepKal MOHHBIN MUK, UIeHTU(M -
LIMPOBaHHbBII KaK OKTOI€H, a IpU aHaJIu3€e CJIEHO0B
obnenuxu — kak THII.

[Ipu ananm3e caemoBBIX KOJTMIECTB MSIKOTH IUIONOB
(Tab:1. 2) CrIeKTPHI MOABIKHOCTH, KaK ITPaBUIIO, BKITIO-
YaJId MHOTO MOHHBIX ITMKOB. I1pu coBnaneHnu BpeMeH
npeiicda nonos OK ¢ BpeMeHamu apeitda noHos BB
YCTPOIMCTBO BhIpabaThIBaJIO CUTHAI “TpeBora”, CM.,
Hampumep, puc. 16. JlocTaTouyHO MPOCThIE CIIEKTPHI
HaOJIIOMAINCh I O0JICIINXY, KJIOKBBI Y KAJIMHBL.

Bbiiiie oTMeueHo, YTO MpU aHAIM3€ CIETOBBIX KOJIU-
YECTB pa3IMYHbIX IJIOAOB coAepKallascs B HUX Macca
OPTraHUYECKUX KMCJIOT MOXKET ObITh JOCTATOYHOM ISt
TIOSIBJICHNSI B CIIEKTPaX MHTEHCUBHBIX MOHHEIX ITHKOB.
Kpome Toro, BBHIY 1OBOJBHO OOIIMPHOTO MEPEYHS
OK, KoTOpbIe MOTYT ITPUCYTCTBOBATH B ITp0oOE, BHICO-
Ka BEpOSITHOCTb COBITAICHUS TTOABKHOCTE MOHOB
HEKOTOPBIX KHUCJIOT C IOABUKHOCTSIMUA MOHOB HEKO-
TOPBIX B3phIBYATHIX BelllecTB. B Tab. 3 mpuBeneHa
MHOOPMALINS U3 PA3TUIHBIX JIMTePATYPHBIX UICTOUHM -
KOB O THITaX oTpuHaTenbHbIX MoHOB BB 1 OK, maeH-
TU(ULIMPOBAHHBIX C TOMOIIBIO MaCcC-CIIEKTPOMETpa
(rme ykazaHo m/z), a TakKe 3HaU€HUSI OABUXKHOCTEM
K, aTx noHos. [IpuBeneHbl Takxke MOABUXHOCTH
noHoB BB u OK, yctaHOB/lI€eHHBIE B TaHHOK paboTe.
KvpHbIM mipu@TOoM BbIIENIEHBI 3HaueHUs K, MOHOB,
BoI3BIBarommx curHan “rpesora” U “Kepoep-T”.
B cnekTpax TOMUHUPYIOIIUMMU 10 aMIUTUTYIE SBJISI-
JIMCh TIMKU MOHOB TOABMXHOCTBIO K, (cM?/(B-¢)):
OHT — 1.60, THIT — 1.29, THT — 1.47, THP — 1.46,
AK — 1.61, CK — 1.77. AMIUTATY1a OCTaJIbHBIX [TUKOB
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TaﬁJmua 1. Pe3yJ1bTaTbl aHa/in3a OTII€YaTKOB I1ajiblia IOCJAC KaCaHUA Ppa3/IMYHLIX IJIOAOB 3TUM IIaJblIEM M €TI0 THIa-

TEJIbHOTO OOTUPAHUS Cyxoi OyMaxXHOM candeTkoit

Ilnon OKTOTeH THII JOHT JHH THT
Ipeiindpyt, MaHmapuH + + +
BuHorpan + + + +
I'panat, HekTapuH + + +
banaH, yepHuka + + +
bpycHuka, cimBa, MHXUD, S10710KO + +
ApOy3, IbIHS, KaJIMHA, KII0KBa, Orypell, HOMUI0p + +
JIumoH, oGnenuxa +
AneJbCUH +

Tab6amnua 2. Pe3ynbraThl aHaIM3a 2 MKJT COIEPXKMMOTO MSIKOTH TUTOIOB ITOCJIE UX BBICYIIMBAHUS B TedeHue 15—60 MuH

ITnon OxToreH THT THIT JHH AHT I'excoren Tetpun
Banan, TpIHS, THXXUP + + + +
JInmon + + + +
Bunorpan, HekTapuH + + + +
Ap0Oy3 + +
Kiroxsa + +
s6noko + + + +
YepHuka + +
I'panat +
IpeiingpyT, ciuBa + + +
Orypen + +
Oosenuxa, KaJuHa +
TTomunop + +
AnenbCcyH, MaHIapWH +
bpycHuka +

MOHOB B CIIEKTpax JaHHBIX BEIIECTB B IISITh U 00-
Jiee pa3 MeHbIIIe aMILUIUTYIbl YKa3aHHbIX BBIIIE M1~
KoB. B criekTpax okroreHa (puc. 11), JIK, MK u BK
UMEJIOCh HECKOJILKO MTUKOB, aMILUIUTYIbI KOTOPBIX
CpaBHUMBI ApYT ¢ ApyroM. COOTHOILIEHUE aMIUIUTY/L
nukoB noHOoB A6K, BK u AuK 3aBucuT OT ux Macchl
B npo6e. Ha puc. 2 moka3zaHbl 3aBUCHMOCTH aMILIH-
TyIbl HOHHBIX TMKOB SI0K oT BpeMeHu mpeObhIBaHUs
B Kamepe Tepmonecopounu 4, (¢,) canderku, conep-
xkameit 0.1 Mxr unu 0.4 Mxr aToro Bemecrsa. M3 pu-
CyHKa cyieayert, 4yTo Ipu Macce B nmpob6e SI6K 0.1 mxr
B CIIEKTpe JOMUHUPYIOUINM SIBIISICTCSI TNK MOHOB
nionBrkHOCTBIO K=1.85 cM? / (B-c), a aMrunTya nmika
noHOB ¢ K, = 1.29 cm? /(B-c) MeHblIle B 1Ba 1 Gosee
paza. B 1o xe Bpems ripu macce SI6K 0.4 MKT B mepBbIe
CEKYHIIBI B CIIEKTP€ OCHOBHBIM SIBJISIETCS IMK MOHOB
nonBIKHOCTBIO Ky = 1.85 cm? /(B-c). 1o nporectBum
1—2 ¢ nosIBIsI€TCS U CTAHOBUTCS JOMUHUPYIOILMM ITHUK
noHoB ¢ K, = 1.29 cm? /(B-c), a aMmIunTyia nuka MOHOB
¢ K,=1.85 cm? /(B-c) ymeHblmaetcst. B criektpe Mexmy
JTaHHBIMH TTMKaMM HaOJTI0IaeTCsI IIepeMbIUKa BBIIIIES
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0a30BOi1 TMHNU, BEPOSITHO, OOYCIIOBIEHHAS pacIiaioM
noHOB ¢ K, = 1.29 cm? /(B-c) npu IBUXEHUM B Opeii-
¢ oBoOIf Kamepe U TIpeBpallleHUEM UX B IPYTOM THTT
noHoB ¢ K, = 1.85 cm? /(B-c). [lanee 1o mepe yMeHb-
1IeHUsI KOHLIeHTpaluu nmapoB SI6K B kamepe MoHU-
3alUK AMIUTHTY/IA ITKa HOHOB ¢ K, = 1.29 cm? / (B-¢)
YMeHbIIIaeTcst, a MK noHoB ¢ K, = 1.85 cm? /(B-c)
BHOBb CTAHOBUTCSI OCHOBHBIM, TIOCTEIIEHHO CITaas
co BpeMeHeM. OnucaHHbIE BhIIIE 3(POEKTH TUITUIHBI
IIJTIST B3aUMOIIpeBpallleHii MOHOMEPHBIX U TUMEP-
HBIX MOHOB [5]. Takoe ke rnmoBeaeHNEe IeMOHCTPUPO-
Bas1 MUK MoHOB BK nonsuxHocteio K = 1.79 1
1.24 cm?/ (B-c) u IuK ¢ K, = 1.87 u 1.34 cm? /(B-c).

[Ipu aHanu3e npoOkI, comepKallleil TeKCOreH U MO-
JIOYHYIO KMCJIOTY, TOMUHUPYIOLIUM SIBJSICS MUK
MOHOB MoABUXHOCTBIO K, = 1.21 cm? /(B-c). Tlpu
aHanuse npoo, comepxamux cmecu K + A6K vnu
JIK + 46K, nuku noHoB noaBuxXHOCTbIO K, = 1.47
i 1.21 em? /(B-c) MOABIAINCH TOJILKO ITPYU 3HAYM-
TeJbHBIX Maccax B Mpo0e 000UX MHIPEAUEHTOB. DTO
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MOXKET CBUICTEIILCTBOBATH O TOM, YTO 3TH BEIlIeCTBA
00pasyIoT alyKT-aHUOHBDI.

AHaIM3 JaHHBIX Ta0J. 3, puc. 2 ¥ ONMUCAHHBIX DKC-
IePUMEHTAJIbHBIX PE3yJIbTAaTOB IIO3BOJISIET CACIATh
CJICAYIOIINE OCHOBHBIC BHIBOABI 110 KAUYECTBEHHOMY
cocTtaBy HOHOB (M — MoJieKysa BelleCcTBa).

I1o maHHBIM Macc-CIIEKTPOMETPUHU, IIPU MOHMU-
3aumu B Bozayxe IHT u THT mnoMmuHuUpyOmuM TH-
ITOM MOHOB SIBJISIIOTCS IENTPOTOHMPOBAHHBIE MOJIE-
kyJabl [M—H]~, THII 1 okToreHa — anqaykT-aHUOHBI
[M+NO;]~, rekcoreHa — anaykr-aHuoHbsl [M+NO, ]~
1 [M+NO,]|~, a B Ip1UCyTCTBUU [TAPOB I'EKCOT€HA U MO-
JIOYHOM KMCJIOTHI — aAayKT-aHuoHbl [M+MK—H]~.

ITo naHHBIM Macc-CNIEKTPOMETPUU, ITPU MOHM3a-
1y OK B Bo31yxe OCHOBHBIM TUTIOM MOHOB SIBJISTIOTCS
JEeTpOTOHMPOBaHHBIE MONIEKYIbl [M—H] ™, HekoTopbie
KUCJIOTHI 3P (PEKTUBHO 00pa3yloT TMMEpPHbIC aHMOHBI
[M, —H]" [32].

Hecmotps Ha TO, 4TO aOGCOMIOTHBIE BETUYUHBI MO -
BrxxHocTel K, noHoB BB 1 OK B ony61mMKoBaHHBIX
paboTax U B JaHHOM paboTe Aj1s1 OJHOUMEHHbBIX Be-
IIECTB HECKOJIBKO OTIMYAIOTCS APYT OT APYyra, OTHOIIE-
HUSI IOABIDKHOCTEM MOHOB IJIST Pa3JINYHBIX BEIIESCTB
oueHb 01u3ku, Hanpumep, otHoweHue K,(THT)/
K,(THIT) = 1.54/1.35 = 1.141 [25] npakTnuecku co-
Bnagaet (< 0.1%) c orHowenuem K (THT)/K(THIT)

= 1.47/1.290 = 1.140, monyyeHHBIM B TaHHOI1 paboTe.

Ha ocHoBanuu nHpoOpMaLuy U3 pa3IMIHBIX
JIUTEepPaTYyPHBIX NCTOYHUKOB U IIPEICTaBJIeHHBIX
B HacTosIeil padoTe 3KCnepuMEeHTaIbHBIX JaH-
HBIX MOXHO TPEANOJOXUTh, UTO B MOJYYEHHBIX
HaMU CHeKTpaX JOMUHUPYIOIIUE TUKU chopMu-
pOBaHBKI CJIENYIOIUIMMU TUIIaMX NOHOB C COOTBET-
CTBYIOIIMMU TToABUXHOCTAMU (K, cM?/(B-c):
[AHT—H] - 1.60; [THIT+NO,]~— 1.29; [THT-H] —
1.47; [Tekc+MK—H]~ (rexcoren B npucyrctBun MK) —
1.21; [AK—H]~ — L.61; [[I6K—H]~ — 1.85; [16K, —H]~ —
1.29; [BK—H]~—1.79; [BK,—H]~— 1.24; [AnK—-H] —
1.87; [[AuK,—H]~ — 1.34 (o6pazoBaHue JaHHBIX TUIIOB
HMOHOB ITPOUCXOINT B MOHHO-MOJIEKYIISIPHBIX pEaKIIUsIX
moutekys BB u OK ¢ nonom-pearenrom O,-(H,0),,
IIPY 3TOM MPEAITPUHUMAINUCh MEPHI 110 IPeaoTBpa-
LIEHUIO YYaCTUSI B UIOHHO-MOJIEKYJISIPHBIX peaKIIsIX
nponyktoB KP (Takux Kak oKCuIbI a30Ta) 3a CUET
HUCcnoJib3oBaHusg uMityiabcHoro KP [36] 1 opranu-
3allMM IIOTOKA rasa, CyleCTBeHHO YMEHBIIIAIOIIEro
normaganue mponaykroB KP B o6macts nonmnzamum [37]).

Nonsl OK nnum nx cMmeceii, HaTU4IMe KOTOPBIX
B CIIEKTpE BBI3BIBAJIO CUTHAJ “TpeBora”, MIeHTH-
¢buuuposanucek Kak MoHbl BB noasuxHocThIO K|
(cM? /(B-¢)): AK (1.61) wiu JIK (1.60) — IHT (1.60),
A6K (1.29) — THII (1.29), BK (1.24) — okToreH (1.24),
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HIK+A6K (1.47 u 1.29) — THT (1.47) u THII (1.29),
JK+516K (1.60, 1.29 u 1.21) — AHT (1.60), THIT (1.29)
u rekcoreH+MK (1.21).

IIpu BBICOKOI MHTEHCUBHOCTU MKUKa MOHOB 06K
¢ K, = 1.29 cm?/(B-c) oGpasyroluecst Ipy aHaIN3e
cmecu JIK+A6K ammykr-anuonst ¢ K, =1.20 cm?/(B-c)
He BBI3bIBAJIM CUTHAJ “TpeBora”, ofHaKo Mo Mepe
YMEHbIIEHWS] UHTEHCUBHOCTHU M1Ka noHoB 0K mox-
BWDKHOCTB annykT-aHnoHoB JIK+A06K Bo3pacrana no
K, =121 cm?/(B-c), 4TO IPUBOIMIIO K BEIPAGOTKE CHT-
Hasa “tpeBora” rekcoren+MK ¢ K, = 1.21 em?/(B-c).

ITvku noHOB, 0Opa3yeMbix OEH30MHOI, MOJIOYHOI,
CAJIMLIJIOBOM, IIABEJIEBON U STHTAPHOM KUCJIOT, CUT-
HaJ “TpeBora” He BHI3BIBAJIN.

Cnemyer OTMETUTD, YTO XOTSI IPUCYTCTBUE HEKO-
topbix OK 1 BBI3BIBAJIO CUTHAI “TpeBora”, BpeMeHa
Ipeiicha MOHOB 3TUX BEILIECTB HECKOJIBKO OTINYAINCH
OT BpeMeH Apeiica NOHOB COOTBETCTByIOIINX BB.
B yacTHOCTH, SKCIIEPUMEHTAILHO YCTAHOBJICHO, YTO
pasHuIIa BpeMeH npeiida nornos Takux BB n OK (mis
KaXXI0i maphl P UACHTUIHBIX aTMOCHEPHBIX YCIIO-
Busx) cocraswia: f, JIHT) —z,(AK) = 0.18£0.05 mc; 7,
(THP) —z,(IK + A6K) = 0.20£0.05 mc; £, (16K) — ¢,
(THIT) = 0.15£0.05 mc; ¢, (JIK + A6K) — 7, (rexco-
reH+MK) = 0.30%+0.13 mc. JIns octanbHbix nap BB
n OK 3HaveHwus 7, 1exar B pesesax MorpeHocTu
onpeneneHus £0.05 mc. HeobxogumMo Takxke yIio-
MSIHYTb, YTO HAJUYME NHTCHCUBHBIX IIMKOB MOXET
BBI3BIBATb CMENICHNUE PACTIONOKEHHBIX OJIU3KO K HUM
JIPYTUX MOHHBIX ITMKOB BCIEACTBUE KYJIOHOBCKOIO
pacTalkuBaHus. Be1nunHa cMelIeHUS. MOXET J10-
crurathb ~ 0.2 Mc.

Conep:kanne opraHM4ecKuX KUCJIOT B TIPO0e, BbI3bI-
BalolIee JIOKHOIOJOKHUTEIbHbIE CHTHAJBI. Pernctpupo-
BaJIX 3aBUCUMOCTHU aMILIMTYIBI BEI3BIBAIOIINX JTOXK-
HOIIOJIOXUTEIbHBIN CUTHAJI ITMKOB MOHOB OT BpeMEeHU
rpeObIBaHUSA calndeTKU , B KaMepe TEpMOAECOPOLIMI
17 paznuaHbIx Mace OK B mpo6e. YcTaHOBWIN, YTO
HaJIM4ue B Mpoode > 1 MKT aCKOpOMHOBOM MU 2> 2 MKT
JIMMOHHO KUCOTHI, > 0.15 MKT 10JJ04YHOI KUCIOTHI,
> 0.2 MKT BUHHOM KUCIOTHI, cMecU > (.2 MKT s10J104-
Hoii 1 > (0.2 MKT 11aBeIeBOI KHUCJIOT, a TAKXKE CMECH
> 0.3 MKT TMMOHHO 1 > 0.3 MKT SIOJIOUHOM KMUCIIOT
BBI3BIBAJIU JIOXKHOIIOJOXUTEIbHbIE CUTHAJIBI, XapaK-
TepU3yeMbIe IIPEBBIIIICHUSIMY YPOBHEN cpadaThiBa-
Hud curHana “tpesora” (/,, mA): IHT 15, THIT 4.5,
oktoreH 3, THT 4.5 u rekcoreH 4.5 cOOTBETCTBEHHO.

AHanm3 1Ipo06 nmoKa3sail, YTo B 2 MKJI BRICYILICHHOM
MSIKOTU:

— KJTIOKBBI, O0JIENUXU WIX KAJAWHbBI COIEpXKaHUE
SI6JI0YHOM KMCJIOThI MOXET CYILIECTBEHHO IPEBbI-
math 1 MKT;
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Puc. 2. 3aBUCUMOCTH aMIIJIUTYAbl MOHHBIX MHKOB
SI0JIOYHOM KUCJIOTHI OT BpeMeHU NpeObIBaHUs B Ka-
Mepe Tepmoaecopounu 4, (f,) canderku, conepxanieit
ato BemecTBO Maccoit: 0.1 Mkr (/) u (2); 0.4 Mxr (3)
u (4). Monsl npuseneHHoi nonsuxHoctoio K, = 1.85
n 1.29 cm?/(B-c) — crutomiHas ¥ MyHKTUPHas JUHAN
COOTBETCTBEHHO.

— JIMMOHA COACPKaHMEC S10JI0YHO KMUCIIOThI MOXET
Jocturathb 1 MKT, a JIMMOHHO KACJIOTBI CYLIECTBEHHO
OPEBLIIIATL 3TY BEJIMYNHY,

— CIICJIOro BMHOIpaga CoacCpKaHue BUHHOM KUC-
JIOTBI MOXET JOCTUTATh 1 MKT.

JaHHble U3 TIpeICTaBIeHHBIX BbIlIIe TPUMEPOB
XOPOIIIO COTNIACYIOTCS € pe3yibTaTaMU UCCAeA0BaHUIA
JIPYTHX aBTOPOB (CM. BBIIIIE), Te UCTIOJb30BaHbI APY-
rvue MeTOJIbl aHaTn3a.

Ilocne xacaHus ManblieM IUIOAOB, TIIATEILHOTO
o0TUpaHus Najblia Cyxoi OyMaxkHoii candeTKoii, Ha-
HECeHMUsI OTIIeYaTKa Ha aTlOMUHUEBYIO (POJIBIY U €r0
aHaJu3a YCTaHOBJIEHO, UTO:

— B OIl nmocJe kacaHus NadblLEM MSIKOTU KTIOKBBI
WX O0JIETIMXU CoAepKaHUe SI0JIOUYHOM KMCIOThI MOXET
npeBbiath 0.5 MKT;

— B OIl mocie xacaHmd TTaJIbIIeM MSIKOTH CITEJIOTO
BUHOTpaaa coaepKaHue BUHHON KUCIOThI MOXET
ITocTuraTth 1 MKT.

Conep:kaHue B OTIHeYaTKe ¥ aMILUIUTYIa MOHHBIX
IMUKOB B cIieKTpe yKadaHHbIX OK 1mocite kacaHmit
JaHHBIX BUIOB IUIOIOB IIPEBAJIUPYIOT, ITO3TOMY HE
BBI3BIBAIOT 3aTPYAHEHU TIpU ux onpeneaeHuu. Co-
IepXXKaHWe OPraHMYECKUX KMCJIOT B OTIeYaTKe MO-
cJIe KacaHUs APYTHX IUIOAOB HE YIAIOCh YCTAHOBUTD
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BCJIEACTBHUE 00jIee CI0XKHOTO XapakKTrepa ux CliCcKTpoB
110 MOHHOMY COCTaBy U 0o0J1ee CUJIbHOIO B3aUMHOTO
BJIMAHUA pa3JIMYHBIX OK, B TOM YHCJIC MOJIOYHOM
KHNCJOTHI, CO,ZI,Cp)KElLLlCﬁCH B MIOTOXHMPOBLIX OTJIOXE-
HUAX OTIICYaTKa.

Takum 06p2130M, COACPKaHNE OPraHNYCCKNX KMC-
JIOT B p€aJIbHbIX 00BEKTaX MOXET KpaTHO IMPEBLIIIATb
npeacabHO MaJIo€ COACPKaHUE OPIraHMYCCKUX KMCJIOT
B Hp066, BbI3bIBAIOICC JIOXKHOITOJIOXKHUTCIIbHBIC CUTHAJIBI.

3aBMCHMMOCTh AMILTUTY/IbI TMKOB B3PHIBYATHIX Be-
MIECTB M OPraHNYECKUX KHCJIOT OT BpeMeHH MpedbiBa-
HuA candeTku ¢ npodoii B Kamepe TePMOAECOPOIIH
Ay(t,). IlToMuMO CITIEKTPOMETPUYECKUX JAHHBIX IO
MOABVKHOCTH CYIIIECTBEHHBIM ITPU3HAKOM TSI UIECH-
tudukanu BB 1 OK MoxeT C1y>XUTb 3aBUCUMOCTb
aMIUIUTYIbI IIMKOB MOHOB BEILIECTB OT BPEMEHM IIpe-
ObIBaHUS candeTKu ¢ npoOoii B KaMepe TepMoe-
copbuuu A(t,). Takue 3aBUCUMOCTU IPUBEIECHBI HA
puc. 3. M3 puc. 3a BUIHO, 4TO 3a BpeMsl £, = 6 ¢ mpu
macce B npode AK unu JIK 1 MKr aMIIUTyabl IMKOB
HUX UOHOB HE YCIIeBaIOT TOCTUYb YPOBHS CpabdaThiBa-
HUA curHajia “rpesora” /, = 15 A, 3a1aBaeMoro i
JHT. B To xe BpeMst amriuTyna nuka nonos JJHT
IIPH €T0 Macce B IIpo0Oe 4 HT TOXOMUT IO 3TOTO YPOBHS
npuMepHO 3a 1 ¢. DTO CBSI3aHO C CyIIeCTBEHHBIMU
OTVIMYUSIMU TEPMOIMHAMMYECKIX CBOMCTB TaHHBIX
BelllecTB. Bo-TiepBhIX, OTINYMEM CKOPOCTU TEPMO-
JIECOPOLIMU C TIOBEPXHOCTH CaI(heTKHU BEIIECTB C pa3HOM
JIETYJeCThIO (IaBJIeHEM HACHIIIIEHHOTO T1apa). Bo-BTo-
PBIX, OTJIMYKEM B COPOITMOHHOI €eMKOCTH MIOBEPXHOCTEM
BxonHoro TpakTa CUII mist BeIecTs ¢ pa3HOM JIETYYECTHIO.
B yactHocTH, JaBiaeHue HackIeHHoro napa (p) AHT
nipu 180 °C, npumepHo paBHoe p,s(AHT) = 2.6 klla,
Ha TpM NopsiiKa OOJIbIIIE TaBIeHMS HAChIILIEHHOIO Ilapa
acKopOUHOBO (p,5y(AK) = 2.7 I1a) vy TMMOHHO KuC-
70T (p,4,(JIK) = 4 I1a) npu T0i1 ke Temniepatype [38].

AMmunTyaa nukoB MoHoB THT u anaykT-aHMOHOB
K + 56K (puc. 36), nonos THII u 6K (puc. 3B),
a TakXKe aMITIUTY/Ia TUKOB aITyKT-aHUOHOB Fe€KCOTEH
+ MK uJIK + SI6K (puc. 3r) mo cKopocTu HapacTaHUS
MPU HEKOTOPBIX COOTHOIIEHUSIX MacC ITUX BEIIECTB
B Ipo0e MOXKET ITOJHOCThIO COBNAAATh U JOCTUTATh
3agaBaeMoro ypoBHs# /, = 4.5 nA curHaza “tpesora’
17151 yKazaHHbIX BB 3a Bpems £, < 6 c. BennuuHsl p g
cpaBHUBaeMbix BB 1 OK ominuatorcs He Oosee ueM Ha
nopsinok: pg(THT) = 2.4 xIla, p,s(THII) = 8.5 klla,
Diso(IIK) = 1.4 xITa [38], p,5,(AA0K) ~ 102—103 ITa [39],
a TaKKe p,g (rekcoreH) = 60 IMa [40] u p4,(JIK) = 4 Ia.

9

HMHoe cooTHollIeHWEe HAOI0AaeTCs 1151 aMITIATYI
MMMKOB MOHOB okToreHa n BK (pyic. 31) MonBImKHOCTEIO
K, = 1.24 cM?/(B-c). B T0 BpeMst Kak aMIUIUTYy/Ia ITHKa
BK, naeHTMdunupyeMoro Kak OKToreH, JOCTUTaeT
Ne 4
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Puc. 3. 3aBUCUMOCTbh aMIUIMTYIbl MOHHBIX MTUKOB Be-
1LIECTB OT BpeMeHMU TpeObIBaHUSs caleTKu ¢ mpobdoit
B KaMepe Tepmozaecopouuu 4, (¢,): (a) 4 Hr 2,4-1uHu-
Tportoayona (/), 1 MKr ackopOuHOBOM (2) U 1 MKT -
MonHo# kucioT (3) (K, = 1.60—1.61 cM?/(B-c)); (6) 0.5 Hr
2,4,6-tpuHutporoiyona (4) u cmecu 0.2 MKT IIaBeJIeBOM
n 0.2 MKT st6709HO# KUCToT (5) (K, = 1.47 eM?/(B-¢c));
(B) 5 Hr 1,2,3-TpuHUTpOKCUTIponaHa (6) 1 0.2 MKT s16J104-
Hoii kucinors (7) (K, = 1.29 em?/(B-c)); (r) 1 Hr rekcore-
Ha B oTtrnieyaTke najbla (&§) u cmecu 0.3 MKT JIMMOHHOM
u 0.3 MKr st6iouHoM Kuciot (9) (K, = 1.21 em?/(B-c));
(m) 10 mxr oktorena (/0) u 0.15 MKT BUHHO#1 KUCIOTBI
(11) (Ky= 1.24 cM*/(B-c)). CrutomHas JIUHAS — B3PbI-
BUaThIE BEIECTBA, ITyHKTUP — OPTaHUYECKKE KUCIIOTHI.
1, — ykazaHHbIEe B 9KCIIEPUMEHTAJIbHON YacTH yPOBHU
cpabaTblBaHUsI CUTHaIa “TpeBora” sl COOTBETCTBYIO-
IUX B3PBIBUATHIX BEIIIECTB.

ToM79 N4

YPOBHS cpabaTbiBaHUs CUTHaNA “TpeBora” [, = 3 mA
3a 3 ¢ (p50(BK) = 1.6 I1a [38]), nMK cOOCTBEHHO OK-
TOTeHa He JOCTUTAET 3TOTo YpoBHS gaxke 3a 10 ¢. DT0
O0OBSICHSIETCSI HU3KOM JIETYYECThIO OKTOIeHa, Y KOTO-
poro maxe ripu Temriepatype 180 °C, ncrmonb3yeMoit
Bo BxogHoit yact U1 “Kepbep-T”, naBmeHne Ha-
CBILLEHHOTO Mapa p 4 (okroreH) < 0.02 I1a [40]. dna
3(pPeKTUBHOI perucTpaliy OKToreHa Heo0xoauma
TeMIIepaTypa BCero TpakTa OT gecopdepa 1o KaMephl
MOHM3AINM cylecTBeHHO BoItie 180 °C.

B pa6ote [7] BBeneH nmapaMeTp, KOJUUYECTBEHHO
XapaKTepU3YIOLINii MOHU3AIIMOHHYIO 3(P(HEKTUBHOCTD
perucTpaiy BeIecTBa, UCIAapsIeMOTO C IIOBEPXHOCTH
candeTKu,— MHTerpajl aMIUIUTYAbI [TMKA MIOHOB 3TO-
IO BELIECTBA A, 10 BpeMEHHU NPeObIBaHUSA CaldETKU
B KaMepe TepMOAeCcOpOLMY 1,, OTHECEHHBI K Macce
BElLeCTBa /1, B Ipobe: e = J.A].(th)a’th/ml. =q,/m,. Ilpu
Hanuuu B 1ipooe 3 Hmosb AK, 1 umoinb JIK, 1.5 HMonb
0K, 1 umons BK, ecmecn 2.2 umons HIK +1.5 HMomb
A06K, cmecu 1.6 umois JIK + 2.2 amonp A6K no-
HU3aLMOHHEIE 3(P(GEKTUBHOCTU PETUCTPALIMU ITUX
BEIIIECTB U CMeceil 10 MOHAM, BBIIEJICHHBIM XXNPHBIM
mpudToM B Tab. 3, mpumepHo coctaBwim 1, 0.2, 0.3,
0.4, 0.2, 0.3 Kit/Mob coOTBETCTBEHHO. [1JIs1 cpaBHe-
HuUs: noHu3aunoHHble 3¢ dektuBHocTr AHT, THII,
THT u rekcoren + OII coctaBunu 4, 4, 11 u 15 coot-
BETCTBEHHO. BuiHo, uro 3HaueHus e; BB npumepHo
Ha ITOPSIIOK BHIIIIE, YeM YKa3aHHBIX TUTIOB HOHOB OK.
Onnako coaepxanue OK B peanbHBIX 00bEKTaX MOXKET
Ha 2—3 TIopsiaKa IIpeBhIIIaTh IIpeaeIbl 0OHAPYKeHUS
cooTBeTCcTBYIONMX BB M, Kak ciiencTBue, 4acTo BbI-
3BIBATh JIOKHOTIOJIOXKUTEIbHBIC CUTHAJIBL “TpeBOTH
CYILIECTBEHHO CHIXKAast 3(P(PEeKTUBHOCTh ITOMCKA.

*® * *®

Takum ob6pazom, uccienoBaHo 20 pa3HOBUIHOCTEM
10A0B ((PYKTOB, SITOI, OBOIIIEI), C/IeIOBbIE KOJIMYE-
CTBa KOTOPBIX B IIPOOE MPUBOIAIT K POPMUPOBAHUIO
JIOKHOTIOJIOXKUTEBHBIX CUTHAJIOB OOHAPYXUTEJIS
B3pBIBYATHIX BEIIECTB HA OCHOBE METO/A CIIEKTPO-
METPUY MOHHOM noaBmkHocTH. [TokazaHo, 4TO 3TN
CHUTHAJIBI 00YCJIOBJIEHBI HAJIMYMEM B COCTaBe IIONOB
OpraHMYeCcKUX KUCIOT, 3(pPEeKTUBHO 00pa3yoLInX
oTpHlIaTeIbHEIe NOHBI. [10ABMXKHOCTH HEKOTOPHIX
TUIIOB MOHOB OPraHWYEeCKMX KUCIIOT OJIN3KH WU
COBITAIAIOT C MOABMXXKHOCTSIMU MOHOB B3PBIBUATHIX
Betects (K, cm?/(B-c)): AK (1.61) mm JIK (1.60)
¢ IHT (1.60); 516K (1.29) ¢ THIT (1.29); BK (1.24)
c okroreHoM (1.24), IIK + 6K (1.47 1 1.29) c THT
(1.47) u THII (1.29); JIK + 516K (1.60, 1.29 u 1.21)
¢ AHT (1.60), THIT (1.29) u rekcoren + MK (1.21).
XOTs1 MIOHU3ALMOHHBIE 3(PPEKTUBHOCTU PETUCTPALIIU
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B3pBIBUATHIX BEIIECTB MPUMEPHO HA TTOPSIIOK BBIIIE, YeM
OpraHMYeCcKUX KHUCIIOT, CoIepKaHue TTIOCIeTHUX B pe-
aJIbHBIX 00bEKTaX MOXKET Ha 2—3 TMopsiaKa MpeBbIIaTh
npeaesibl 00HapyKeHUsI COOTBETCTBYIoIIMX BB, yacTo
BBI3bIBASI JIOXKHOIIOIOXUTEIbHbIE CUTHAIBI “TpEeBOIU”
7 CYIIIECTBEHHO CHITKAsI 3(P(OEKTUBHOCTD ITOMCKA.

Heob6xonuMo Takke OTMETUTD, UTO CUTHAI “Tpe-
BOra” MOTYT BBI3BIBATh HE TOJIBKO PACCMOTPEHHBIE
B TaHHOI paboTe OpraHUYeCKUE KUCIOThI, HO U APY-
rue coaepxaliuecs B IJI0JaxX BelleCTBa, HallpUMEp
XWHHAas Wi pyMapoBast KUCIOTHI, (heHOJIBI 1 T.11. [ 13].

I1pu onepaTBHOM Noucke cyienoB BB onHuM u3
BO3MOXKHBIX ITyTel CHUKEHUS YACTOThI JIOXKHOIMOI0-
JKUTEIbHbBIX CUTHAJIOB, BbI3BAHHBIX MpUCyTcTBUEM OK,
SBJISIETCS TToBbIIeHMe pa3pernenns CUIT, ncroms3oBa-
HME BELLECTB-PEAreHTOB, YIyYLIAIOLIMX CETEKTUBHOCTh
HMOHU3AI1K, a TAKXKE MPYMEHEHNE TAaHAEMHBIX Y THOPUI-
HbIX METOIOB, HAMPUMEP CIIEKTPOMETPUU TTPUPALLIEHUS
WOHHOI MOABVKHOCTY COBMECTHO C OIMCAHHOM B JaH-
HOIA CTaTbe BPEMSIIIPOICTHOM CIIEKTPOMETPUEI MOHHOM
MONBWXKHOCTH.

OPUHAHCHUPOBAHUWE PABOTbI

HanHast paboTa ¢pMHAHCUPOBAJIACh 3a CUET CPEJCTB
oromkera @I'YII “HayuHo-uccienoBaTeIbCKIiT TEX-
Honormyeckuii MHCTUTYT UM. A.Tl. AnekcanapoBa”.
Hukakux 10moMHUTEILHBIX TPAHTOB Ha IIPOBEACHUE
WJIM PYKOBOJCTBO JaHHBIM KOHKPETHBIM MCCIIeI0Ba-
HUEM TOJIy4€HO He OBLIO.

KOH®JIUKT MHTEPECOB

ABTOpPEHI JaHHOI pabOThI 3asIBISIOT, UYTO Y HUX HET
KOH(JIMKTAa MHTEPECOB.
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FALSE POSITIVE SIGNALS IN THE DETECTION OF EXPLOSIVES
USING ION MOBILITY SPECTROMETRY: ORGANIC ACIDS

T. 1. Buryakov®*, I. A. Buryakov***

4 Alexandrov Research Technological Institute, 188540 Sosnovy Bor, Russia
*e-mail: buryakovti@gmail.com
**e-mail: buryakovia@gmail.com

Abstract. Twenty varieties of fruits (fruits, berries, vegetables) were studied, the presence of trace amounts
of which in samples causes false positive signals in explosives detectors based on the ion mobility
spectrometry method. These signals are due to the presence of organic acids in the fruits, which effectively
form negative ions. The mobilities of some types of these acid ions are close to or coincide with the
mobilities of explosive substance ions. Specifically, ions of ascorbic or citric acid, malic acid, tartaric
acid, adduct anions of oxalic and malic acids, adduct anions of citric and malic acids are identified by the
detector as ions of 2,4-dinitrotoluene, 1,2,3-trinitroxypropane, octogen, and 2,4,6-trinitrotoluene, adduct
anions of hexogen and lactic acid, respectively.

Keywords: ion mobility spectrometry, explosives, false positive signal, organic acids.
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IIpennoxeHo aBa crocoba MOBEIIIEHUS CTEIIEHN THAPOGIIN3AlNY M SKpaHUPOBAHUS MAaTPUIIEI COP-
OGEHTOB Ha OCHOBE COIIOJIMMEpa CTUPOJia U AUBUHUIOEH30J1a C IPUBUTHIM MMOJIUSTUICHUMUHOM, KBa-
TEPUHU30BAHHBIM IIULIMIOIOM. [1epBhlil 3aKiTI04aeTCs B MOJMMEPU3alluY [IMLIKI0JIA B (DYHKIIMOHAIb-
HOM CJI0€ 3a cUeT BapbrpoBaHUs pH peakIIMoHHOM cpenbl, a BTOPOil — B MOTU(UIIMPOBAHUN MaTPULIBI
3a CYET OKMCJIEHUsI ABOMHBIX CBSI3€i Ha €€ MOBEPXHOCTH JIs IMOJIyYEeHUS SKOPHBIX dMOKcUrpymi. I1po-
JNIEMOHCTPUPOBAHO, YTO B IIEPBOM CJIyyae ONTUMAJIbHBIM ITOAXOIOM SIBJISIETCS ABYKpaTHOE J00aBICHUE
[JIMLIMIOIA IO M TTOCciIe MTo0aBIeH s IeJI0UM, TaK KaK B 9TOM cjiyvae TepBast qo0aBKa IMIIUA0JA pac-
XOmyeTcsl Ha KBaTepHM3AIIMIO TT0JIMaMiHA, a BTOpasi — Ha MOJIMMepHU3alliio B HOHOOMEHHBIX IIEHTpax.
HoBbrrit MeTOD MOAU(MULIMPOBAHUS MAaTPUIIBI B COBOKYITHOCTH C pa3pabOTaHHBIM CITIOCOOOM CO3IaHUS
ruapOoGUIBHBIX CJIOEB TTO3BOJIMII 3HAYUTETLHO CHU3UTD YAePKUBaHUE OKCOTAaJIOTeHUIOB, TaJIOTeHYK-
CYCHBIX KMCJIOT U MOJISIPU3YEMBIX aHMOHOB B pexXMMe MOHHOI XpoMmaTorpaduu ¢ rnogabieHueM GhOHO-
BOI1 2JIEKTPOIIPOBOIHOCTA M aMUHOKUCJIOT B pexkrnMe TUAPOGMWILHOM XpoMaTorpad®uu BILUIOTh 10 M3-
MEHEHMUS MOopsIKa 3onpoBanust. [1oydeHHBIe HEITOABIKHBIE (pa3bl MPUTOTHEI IJISI OMHOBPEMEHHOTO
omnpeaeaeH!s] CTAHAAPTHBIX HEOPraHUYECKHUX AHUOHOB, OKCOTaJIOTEHUIOB K AHMOHOB TraIoreHyKCYCHBIX
Win ankmihpocOHOBBIX KUCIOT B PEXXMME MOHHOM XpoMaTorpachur, a TakxKe JJIsT pa3aeieHUsI aMUHO-
KHCJIOT, CaXapoB U BUTAMUHOB B peXXnMe THIPOGIIBHON XpoMaTorpaduu.

KmoueBbie coBa: MOHHas1 XxpoMaTorpadusi, COpOEHT C MPUBUTHIM MOJUMEPOM, MOJTUTIULIUAOIN, TH-

[[pO(l)I/IJ'[I/ISaHI/IH, HOJTI/ICTI/IpOJ'I—[[I/IBI/IHI/IJT6eH30J'I, FI/II[pO(l)I/II[BHaH XpOMaTO]"pa(l)I/IH, SMOKCUIAUPOBAHUE.

DOI: 10.31857/S0044450224040063, EDN: vigogv

HMonnas xpomarorpadust (MX) — 9yBCTBUTETBHBINA,
HaACXKHBII U IIPOCTOI METOII OIpene/ieHNs KaK He-
OpraHUYeCKUX, TaK U HU3KOMOJIEKYISIPHBIX OpraHu-
YyeCcKuX aHMOHOB. OMHUM U3 IPUOPUTETHBIX HAIPaB-
JICHUI pa3BUTUS 3TOTO METO/A SIBJISIETCS pa3padboTKa
HOBBIX HEMTOABWIKHBIX (pa3 WIS pacIIupeHus TpaHuUIL]
MMPUMEHUMOCTH METOIA U COOTBETCTBHUSI ITIOCTOSTHHO
MOBHIIIAIOIIEMYCS YPOBHIO XpoMaToTpahuiecKo-
ro obopynoBanus. HarpuMmep, B CBSI3U ¢ IIMPOKAM
pacrpocTpaHEHUEM CHUCTEM OHJIaliH reHepaluu Th-
JIPOKCUIHOIO 3JII0€HTa, 00eCIeunBaOIIuX ya00-
CTBO B paboTe, JIyUIllyl0 BOCIIPOM3BOAUMOCTD U YyB-
CTBUTEJIBHOCTD IO CPABHEHMUIO C IIPUTOTOBJIEHHBIMU
BPYYHYIO KApOOHATHBIMU 3JIIOEHTaMM, aKTyaJIbHOM
3aayeit aBasieTcs pa3paboTKa COpOEHTOB, YCTOM-
YUBBIX B IIMpokoM auana3one pH [1, 2]. I'mapokcun
SIBJIIETCS CJIa0bIM 3JIIOEHTOM, ITO3TOMY TpeOyeT pas-
paboTku 6oJiee THAPOGUIbLHBIX aHUOHOOOMEHHKOB,

00eCIIeYnBaIONINX MOBBIIIEHNE CUJIBI TTOIBUXKHOM
a3zl [2].

B Hacrosmmii MOMEHT B 00JIaCTH Au3aliHa HEITOm-
BIDKHBIX (a3 my1st X akTMBHO CO3aI0TCS COPOSHTHI Ha
OCHOBE apOMATUYECKUX MOJUMEPOB, YCTONYMBBIX BO
BceM nuana3oHe pH, ¢ KoBaJleHTHO 3aKpeIieHHbIMU
(byHKUMOHABHBIMU cJiosiMU [1—8]. OmHaKoO HEMOHO-
00MEHHBIE B3aMOIEHCTBISA MEXIY HOJIIPU3YEeMBIMK
U c1ab0 TMaApaTUPOBAaHHBIMU aHMOHAMU U TUAPODHOO-
HOM ITOBEPXHOCTBHIO MAaTPULIbI IPUBOIST K WX IJIH-
TEJIbHOMY yIePKUBAHUIO, HU3KOI 3P DEKTUBHOCTU
1 CUMMETPUHM ITMKOB. PellieHre naHHOoM 3a1a4i MOXET
OBITh JOCTUTHYTO 32 CYET SKPAaHUPOBAHUS MaTPULIbI
BBICOKOTUAPOMUIBHBIMU MOIUMEPHBIMU CJIOSIMU,
K KOTOPBIM MOXXHO OTHECTHU THIieppa3BeTBICHHEIE,
o0ecreyrBaroLIrie BEICOKYIO CTeNeHb SKPaHUPOBAHUS
maTpulbl [3, 4, 8]. TeM He MeHee TIpU UX CO3NAHUU,
YK€ HauMHasl CO BTOPOTo IIUKJIA, 00pa3yloTCs CIMMBKI
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COCEIHMX LIETIe, MPUBOISINNE K CHYDKSHHIO TUApAaTa-
LIM1 MOHOOMEHHOTO cjiosl. B utore ruapoduibHOCTh
(a3 ¢ KOBaJICHTHO IIPUBUTHIM TUIIEPPa3BETBICHHBIM
clioeM orpaHuyeHa. Jlpyrum tunom ¢as ¢ moBbIILIEH-
HOI TUAPOMIIEHOCTBIO X BBICOKMM SKPaHHUPOBAHUEM
MAaTPUIIBI SIBIISIIOTCSI COPOSHTHI C IPUBUTHIMU ITOJIH -
SJIEKTPOJIUTHBIMY LieTsiMU [5]. OHM XapaKTepu3yIoTcsT
BBICOKUMH 3 HEKTUBHOCTSIMU 1O ITOJISIPU3YEMBIM
aHMOHAM 1 00eCTIeUrBaIOT JOCTATOYHO 3KCIIPECCHOE
pa3neneHne CTaHAaPTHBIX U CHJIBHOIIOISIPU3YEMBIX
aHMOHOB. [lepcreKTUBHBIM TaKXe SIBJISIETCS MOIXO]I,
COCTOSIIIINIM B 3KPaHUPOBAHUHM MATPUIIBI C IIOMOIILIBIO
roJimaMuHoOB [6, 9]. Tak, (a3a, mosydeHHass Ha OCHOBE
noymctupon-nuBnHMWIOeH307a (IIC-JIBB) ¢ mpusn-
TeIM TTonUATUIIEHNMUHOM (ITDW), amMmuHOTpyIImIbB!
KOTOPOI'0 KBaTepHU30BaIN IIMILIMA0JIOM, 00J1agaeT
JOCTaTOYHO BBICOKMMU CTEIICHSIMU THAPODIIN3aLII
U 9KpaHUPOBaHUsI MaTpULbl [6]. BiusHue yciaoBuit
peakiuu ankunpoBHus [1DU mmimmonoM Ha cBoii-
cTBa cOpOEHTOB M3yyeHo B padore [10], mokazaHa
BO3MOXHOCTb IIPUMEHEHHUS TaKuX a3 B peXXuMe I'-
IpodunbHol xpoMaTtorpacdun (I'X).

M3BecTHO, YTO NIMILIMIO CIIOCOOEH K MOJIMMEpU-
3allMM B IIEJIOYHOI cpere ¢ o0pa3oBaHUEM TUIeppas-
BEeTBJIEHHBIX JeHapumepoB [ 11, 12]. ITonumepusaius
[IUIYAOA B PYHKIMOHATIBLHOM CJIO€ COPOEHTa MOXET
MPUBECTHU K MOBBIIIEHWIO TUAPODUIBHOCTU U 06eC-
MEYUTh TOTTOJHUTEIbHOE S9KPaHUPOBAHUE TTIOBEPX-
HOCTU MaTpulbl. PaHee addekT monumepusauuu
UM a0aa B GYHKIIMOHAJIBHOM CJI0€ KOMMEPYECKHU
JOCTYITHBIX COPOEHTOB U3y4yeH aBTOpOM padoThl [13].
YcTaHOBIIEHO, YTO 00pabdOTKa aHMOHOOOMEHHUKOB
IIMLIMI0JIOM ITIPUBOIUT K 3HAYUTEJIbHOMY U3MEHE-
HUIO CeJIeKTUBHOCTU. Tak, 1st COpOEHTa C IIPUBUTHIM
MMOJIMMEPOM TaKasl MpoLeaypa IpuBesia K CHIKEHUIO
yIepKUBaHUsI OKCOTaJIOTeHUI0B BIUIOTh 10 U3MEHEe-
HUSI TIOPSIIKA 3TIOMPOBAHMSI, UYTO aBTOP CBSI3BIBACT CO
CHIDKEHMEM BIIMSTHUS apOMaTUIECKOI MaTpUIIHI 3a
CYET 3aKpeTUieHUs IMIKUIA0Ia B MOHOOOMEHHOM CJIOE.
[MonmuMepu3anmio DIMIAIO0IA TPUMEHSIIN TaKKe TTPU
cuHTe3e a3 wid ['MX Ha ocHoBe cuukarend [14, 15]
Y oMM IMIMETaKpUIaT- IMBUHII0eH3071a) [16].

Hpyroii crioco® NOBbILIEHUS CTeNIeHU THAPOPU-
JIM3alUM HETIOABMXHBIX (ha3 — UCIIOJb30BaHUE OoJiee
TUAPOUIbHBIX MAaTPULl, HAIpUMEP METaKpUJIaT-
HbIX [9, 17]. OgHaKo COpOEHThI HA X OCHOBE 3aya-
CTYIO YCTOMUMBHI JIMILb B Auana3zoHe pH ot 1 go 12,
YTO OrpaHUYMBAET UX MPpUMEHeHre B pexxume MUX
¢ TToAaBJIeHUEM KapOOHaT-TUIPOKAPOOHATHBIM 3JI10-
eHToM [1]. ABTOpBI paboTh [18] mosyunnu da3bl HA
OCHOBE BBICOKOTUAPOMUIBbHBIX MOHOAVCIIEPCHBIX
yriepoacoaepxaliux HaHocgep, oaHa U3 KOTOPBIX
MO3BOJIMAA PA3ACINTh CUILHOIOJSIPU3YEMbIE AHUOHBI
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3a MpHeMJIEMOE BpeMsI ¢ Xopoleiit ¢opMoil IIMKOB
C UCIIOJIb30BaHMEM B KauecTBe amoeHTa KOH Hus-
KOIi KoHLleHTpauuu. OgHaKo aHUOHOOOMEHHUKU Ha
OCHOBE yIJIepoacoaepKaliux HaHOC(hEP He MOTyIUIN

LIUPOKOTO pacnpocTpaHeHus B X, 4To MOXET ObITh
CBSI3aHO C OTCYTCTBUEM JaHHBIX 00 UX TUAPOJIUTHAYE-
CKOM M MEXaHMYECKOIN YCTOMYMBOCTHU U O BIUSTHUU Ha
HUX OpraHUYeCKUX pacTBoputeieil. B To xe BpeMst

ITIC-ABB ¢ BBICOKOIT CTETIEHBIO CITMBKHM IITUPOKO
HUCIIOJb3YeTCs KaK MaTpulia aJisi copoeHToB B MIX
B CBSI3U C €r0 YCTOMYMBOCTBIO BO BCEM IMAaIla3oOHe

pH, MexaHM4YeCcKOi MPOYHOCTHIO U BO3MOXHOCTbIO
ucnonb3oBarh co 100%-HbIMU OpraHUYECKUMU pac-
TBOpUTEIIMU. [IepCrIeKTUBHBIM CIIOCOOOM TTOBBIIIIE-
HUSI ero ruApOoGUILHOCTH IIPEACTABISIETCS OKUCIIE-
HUE OCTATOYHBIX IBOUHBIX CBSA3EN HA MOBEPXHOCTHU

noJauMepa, HallpuMep, MeTa-XJI0pnepOeH30MHOM

kucaotoii (MXIIBK), ¢ obpazoBaHMeM 3MOKCHUIHBIX

koiiell [19]. O6pa3syloniuecs B pe3yjbraTe IKOpHEIE

SMOKCUTPYMIIHI JIETKO MOABEPraloTcs aMUHUPOBAHUIO

C LIeJIbIO JaJIbHEMIIIero 3aKperieHrss MOHOOOMEHHOTO

CJI051 HEOOXOIMMOM CTPYKTYphI. KpoMe Toro, naHHBIH

CI1oco6 MomuGUIIMIPOBAHMS IIO3BOJISIET TOITOTHUTEIb-
HO 9KpaHMPOBATh IIOBEPXHOCTb MATPUIIBI 1 IIOBEICUTh
CTEeIIeHb e¢ TUAPO(GIIN3ALNHI 32 CYET TUAPOIn3a He-
MpopearupoBaBIIMX C aMUHOM 31oKcurpymni [17].

Taxum obpa3om, B JTaHHOU paboTe MpeaIoXeHO
MOBBINIEHNE TUAPOPUIBHOCTA (DYHKIIMOHATIBHOTO
cJ10s1 copOeHTOB ¢ MpuBUTHIM [IDU, KBaTepHU30BaH-
HBIM [JIMLMUIOIOM, 34 CYET MOJUMEPU3ALINY TN -
Jlojla B HEM, a TakKKe YBeIMYeHUe TuAPO(PUIbHOCTU
MAaTpPUIIbI IIyTeM OKMCJIEHHUSI OCTaTOUYHBIX ABOMHBIX
cBs3eif Ha moBepxHocTu [1C-JIBB.

OKCINEPUMEHTAJIbHAA YACTb

IIpu6opsl 1 MaTepuannl. B KauecTBe MaTpUIIBL
JUISE cuHTe3a copoeHToB ucnoab3oBanu I1C-JIBb co
crerneHblo ciuuBKU 50%, cpefHUM nuamMeTpoM 3e-
peH 5.510.5 MKM, 110113160 oBepxHocTu 650 M2/r
U CPEIHUM JUAMETPOM TOP 4 HM, UACHTUYHBIIA UC-
MoJIb30BaHHOMY B paborax [10, 20—22].

JJ1st CHHT€30B MCIOJIb30BaJIU CJIEIYIONINE peak-
TUBBL ¥ PACTBOPUTENIH: JuxiopMeTad (99.9%) (Acros
Organics, benbrus), CoasTHYIO KHCIOTY X. 4., TUIPOK-
cua HaTpus X.4. (“Xummen”, Poccus), MeTunaMuH
(40%-wwiii pactBop B Metanode) (TCI, SIinouus), ata-
HOJ 4.A.a., MeTaHou 4.a.a. (“Jladrex”, Poccust), HU-
tpaT HaTpusa (>99.0%) (Merck, I'epmanust), xaopun
amoMuuug (99%), ykeycHblil anrunpuz (>99.0%),
nmaHob6oporunpun Hatpus (99.9%), ruapoxnopus Me-
titamMuHa (99.9%), mrmnon (>96.0%), 1,4-6yraHnu-
OJIMIIMLIMAUIOBEIA a¢bup (>96.0%), TpUuMeTUIIAMUH
Ne 4
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(45%-Hblii BOOHBII pacTBOpP), NOJUITUIICHUMUH
(Mw ~ 800), meTa-xJIopIiepOEH30MHYIO0 KMUCJIOTY
(77%), runpoxcun Kanust (BOOHBINA pacTBOp, 45 Mac.
%) (Sigma-Aldrich, CILIA).

11 TIpUrOoTOBJICHUS TTOABVIXKHEIX (ha3 U pacTBO-
POB aHAJIUTOB MCIOJIb30BAIA I€MOHU30BaHHYIO BOIY
1 peaKTUBHI KBATU(UKAIMN X. 9. WUIM 9.1.a. KOMIIa-
Huit “KoMmnoHeHT-PeakTus”, “Peaxum”, “Xummen”
u “Jlab-tex” (Poccus), Panreac (Mcmanust), Merk
(I'epmanms), Sigma-Aldrich (CIHA), TCI (Amoxus).

Hi1st mpoBeneHMs 3KCIIEPUMEHTOB MCIIOJIh30Ba-
1 kuakocTHoii xpomaTtorpad Dionex ICS-3000
(ThermoFisher Scientific, CIIIA), yKoMITIIEeKTOBaHHBII
IrpadeHTHBEIM HACOCOM, KOHIYKTOMETPUUECKUM Je-
TEKTOPOM, T€HEPaTOPOM 3JII0EHTA U 3JIEKTpOMeMOpaH-
HBIM ITOAaBUTENeM (POHOBOTO CUTHAJIA; KUIKOCTHOI
xpomarorpad 850 Professional IC (Metrohm, IIIBeii-
Lapusl), YKOMIUIEKTOBAaHHBIN M30KpaTUYECKUM HaCco-
COM, KOHIYKTOMETPUUECKIM JETEKTOPOM U CUCTEMOI
XUMMYECKOTO ToAaBIeHUsT (POHOBOIO CUTHAJIA; XKW/ -
KocTHoM xpomarorpad Dionex Ultimate 3000 (Thermo
Scientific, CIIIA), cocTosimii 13 IByXKaHaJIbHOTO Ha-
coca BbICOKOTO IaBJIEHMUsI, aBTOMAaTUUECKOI CUCTEMBI
BBOJIA IIPOOBI, TEPMOCTaTA ISl KOJIOHOK 1 IETEKTOpa
Ha JUOIHOM MaTpuIle; XUIKOCTHOI XxpoMaTorpad
Vanquish Flex ¢ ¢pnyopecuenTHbm getekropoM (FLD)
1 INOIHO-MaTpUUHBIM neTekTopoM (DAD). O6bem
JO3UPYIOIIEH METIN COCTABISIT 25 MKII.

st coopa n 00paboTKu XpoMaTorpapuyeckKmx
JAHHBIX UCITOJIb30BaJIA IIPOrPaMMHOE 00ecIIeYeHIIe
Chromeleon 6.8, Chromeleon 7.3 (ThermoFisher Scientific,
CIIIA), MaglC Net 3.0 (Metrohm, I Isefitiapust).

B npoiiecce cMHTE30B NPUMEHSIIN CIEAYIOIIEe
obopynoBaHue: TepmoctaT (Memmert, I'epmaHus),
xumuueckuii peaktop (Akiko, Kurait), BakyyMHbIit
Hacoc cepuu Laboport (KNF Neuberger, ['epma-
HUs), YIbTpa3ByKoBylo BaHHy Cardup 6580 (“Can-
dup”, Poccust), mexannueckyio memanky Eurostar
(IKA-Werke, I'epmanus), yAuBepcaabHBIN IIeHKep
LOIP LS-120 (JIOUII, Poccus).

B pabote ncnosab3oBanu cTaabHbIE KOJTOHKHU pa3-
mepom 100%x4 mm. s momydeHus CyCIIeH3UM COp-
OeHTa MPUMEHSIN JEMOHU30BaHHYI0 Boay (20 M
Ha 1 T copOeHTa), a IJ1 yIIaKOBKY KOJIOHOK — 15 MM
pactBop Na,CO,. BBeneHue cycrieH3un B XxpoMaTorpa-
(p1IECKyIO KOJIOHKY, YITAKOBKY Y YIDIOTHEHHUE YaCTHI]
copOeHTa ocyuiecTBsuIM npu nasiaenuu 400 6ap npu
oMot Hacoca Knauer K-1900 (Knauer, I'epmanmst).
Kononku B pexxume X tectupoBanu npu 25 °C, ecinu
He yKa3aHa Apyras Temneparypa, a B pexxume 'MX —
npu 30 °C.

XYPHAJTAHAJIMUTUYECKON XUMUU  tomM79 Ne4
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Cunre3 copOenToB. /151 cuHTEe3a COpOSCHTOB
BPEI-GI ucnonb3zoBanu amuHupoBaHHbIii [TC-JIBb
C BTOPUYHBIMM aMUHOTPYIIIaMU, ITOJYYEeHHBIH 110
METONWKE, aHAJIOTUYHOM OITMCcaHHOMi B paboTte [23].
3aTeM npoBoawInu 006padboTKy 1,4-0yTaHANOJIUT -
JMUIuiaoBeIM 3¢upoM (1,4-BJIJATD) u [1DU B co-
OTBETCTBUU C METOAUKOI, OIIMCAHHOM B pabote [6].
C uenbio nojaydeHus1 6onee ruapoGUIbHBIX COPOEHTOB
JATbHEHIITYI0 00pa0O0TKY IITULIUIOIOM OCYIIECTBIISUIN
npu 80 °C [10], npu 3ToM BapbupoBanu pH peak-
LIMOHHOI cpenpbl 3a cyeT mobdasineHus 100 Mkt 45%-
Horo pactBopa KOH, a Takke KoJIM4ecTBO IIMIAOIA
W NPOAOJLKUTEIbHOCTh CMHTE3a (Tab. 1).

s moaydyeHus1 3NOKCUAUPOBAHHONW MaTpHU-
LBl OCTATOYHBIC JBOMHBIC CBSI3U HAa IIOBEPXHOCTHU
IIC-ABb oxkucnsanu MXITBK. 151 3TOro cycneHanpo-
Banu I1C-IBb B nuxnopmerane (Ha 1 r [1C-ABb 9 ma
mxiiopMmeTana), nooassi MXIIBK (aa 1 v I1C-IBb
0.0012 moab MXITIBK). PeakuinoHHy10 cMecCh Iiepeme-
IIXBAJIM HA LIEMKepe MPU KOMHATHOM TeMIIepaType
B TeueHue 18 4. ITocne 3aBepilieHUs peakuuu MPOAYKT
poMbIBajau 3TaHoyioM U Boaoii. CopbeHTsl EBPEI
CUHTE3NPOBAJIM B IUCTUIINPOBAHHOM Boge (20 Mt
Ha 1 r MaTpulibl), AJI YEro cCHayasa rocjenoBaTebHO
OCYIIECTBIISIM 00pabOTKY IMOJYyYEeHHOTO IPOAYKTa
MetunamuHoM (MA), a 3atem 1,4-BAAID (ripu 60 °C,
Kaxnas ctaaus 3aHuMasa 24 4). JlanpHeiiinyo obpa-
o6otky [1DU 1 ruimaoa0M IpOBOAUIN aHAJIOTUYHO
OIIMCAaHHOMY BBIIlI€ CUHTE3Yy. YCIOBUSI 00pabOTKU
DIMUUAOJIOM U MpeArnoaaraeMble JOMUHUPYIOLIUE
IIPOILIECCHI, B KOTOPBIX OH PacXomyeTcsl, IpUBENeHbI
B Tabj. 1. CxeMy cMHTE3a U MpeAnoiaraeMylo CTPYKTY-
Py HOJYYEHHBIX MyTeM 3IOKCUANPOBAHMS COPOCHTOB
WLTIOCTPpUpPYET puc. 1.

PE3VIJIBTATBI 1 UX ObCYXIEHUE

Brnepsrie copoenTsl Ha ocHoBe I1C-JIBb ¢ mpuBu-
TeIM [1DU, KBaTepHN30BaHHBIM TTTULAI0I0M, OBLITN
omnucanbl B padore [6]. [Tosxe aBropsl padotsl [10] u3-
YUWIIM BIIMSIHUE Ha CTETeHb ruAPOMMIN3alii U SKpa-
HUPOBAHUS MaTPUIILI TAKMX (Pa3 YCIIOBUIT peakInm
agkupoBaHus IO mmmiyaoaom (ero Koam4JecTsa,
TEeMITepaTyphl U TIPONOKUTENTBHOCTH crHTe3a). [1o-
Ka3aHo, YTO B OCHOBHOM YCJIOBUSI CUHTE3a BIUSIOT
Ha éMKOCTb U CEJIEKTUBHOCTh COPOEHTOB, B TO Bpe-
MSI KaK TUIPpO(GUIBHOCTD U CTETIEHb SKPaHUPOBAHUS
3HAYNTEJIBHO U3MEHUTH He yaaeTcs. B cBsa3m ¢ aTuM
MPENCTaBJIsSIeT MHTEPEC OLIEHKA BO3MOXKXHOCTH TTOBBI-
IIEHUS CTeTICHN THAPO(DMIN3allN 3a CUET aKTUBALINI
Ipoliecca MoJIMMepU3aly ITMLKMI0Na U U3MEHEHUST
cnioco6a moguduumponanus [1C-JIBb. CopbeHTsl,
HoJaydYeHHBbIe B JAaHHOM padoTe, XapaKTepu30Balu
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Taoamma 1. O6o3HaYeHUsI COPOEHTOB, YCIOBUs 00pabOTKM INIMLIMIOJIOM M IpearnojaraeMble TOMUHUPYIOLIVE

T'OPBOBCKAS u np.

MPOLIECCHI
CopOeHT KonunuecTBo muuuaoaa, MoJib Bpewms cunTesa, u Hobasnerue Aomuupyiouuit
KOH nporecc
BPEI-Gl 1 0.02 — KBarepHuzauus
BPEI-GI 2 0.02 4 Yepes 3 uno- | KBarepHuzanus
ciie nobasie- B nepBbIe 3 4, 3a-
HUSI DIMIUAOJA | TEM TTOIMMeEpU3a-
I1sI OCTABIIETOCS
IIAIAI0IIA
BPEI-GI 3 0.02 3 OnHoBpe- Ionumepuzauusa
MEHHO
C TIULUA0JIOM
BPEI-Gl1 4 0.02 Mob B HavYaje CMHTE3a 10 Yepe3 39 KBarepHuzauus
u 0.02 monb yepe3 4 u nocje 1o6aB- | B mepBhIe 3 4, 3a-
JIEHUs Tep- TeM MoJIMMEpU3a-
BOi1 TTOpLIMH LI1sI OCTAaBIIETOCS
A0 ¥ BTOPOI TTOPIIAN
IIALAI0IIA
EBPEI-GI 1 0.06 10 — KBarepHuzanus
EBPEI-GI 2 0.1 monb B Havajie cuHTe3a u 0.1 10 Yepez 3uno- | KBatepHuzaius
MOJIb Yepe3 4 4 ciie 1o0aB- B MepBhIe 3 4, 3a-
JICHUS TIep- TeM TOJIMMEPHU3a-
BOI1 TOpLIUH 1M OCTABIIEroCs
MIALMI0Ia U BTOPOM MOPLUU
[JIUILIMI0JIA

HN

e

/ [e] ? HO HO N
| OH /
NG
CH;NH, o
X — —_— —_—
E EB

\ Ry

HN-__/“ N \/“

O\N\ N\@ ‘ HO Hj\;)\/\/\ I\[\ \/\N /\_NH

HO N’\—NH

74 H 2 v
P L Yang, [
N / . o]
—> 2
EBPEI EBPEI-GI

Hof {‘7—/ -
Rii e 0 L

Puc. 1. Cxema nosyyeHus 1 npennosnaraeMasi CTpykTypa copoeHTOB Ha ocHoBe anokcuauposanHoro [1C-/IBb: R, — 3zamec-
TUTenb y atoma asota [1OU nns ¢asz EBPEI-GI 1 u EBPEI-GI 2, R, — s dasst EBPEI-GI 2.
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C ITOMOILIbIO TTAPAMETPOB, VICITOIB30BAHHbBIX B CTATHE
[10]: ymenbmenue a(NO,/Cl7), a(ClO,/Cl") u o(CIO,
/NO,) CBUIETETBCTBYET O CHUXXEHUU CTENEHHU CLINB-
KM (PyHKIIMOHAJILHOTO CJI0SI Y OBHIIIEHUU CTEIIe-
HU Tunpodumsanuu copoenra, cHikenue a(NO, /
Br~) — 00 yMeHbIIIeHUM BIUSTHUSI HEMOHOOOMEHHBIX
B3auMozeiicTuit, a ymenoleHue o BrO,/Cl7) — o o-
BBIIIEHNY CTEIIEHU SKpaHUPOBAHUS MAaTPUIIHI.

Bimsinue momMepu3anui IIUIMI0IA TP NOBbIIIIe-
nuu pH peakumonnoii cpeasl Ha xpoMaTorpaguyecKue
CBOiiCTBA COPOEHTOB. BiinsiHuE moGaBICHMS IEIOUN
B PEaKIIMOHHYIO Cpely Ha XpoMaTorpaduiecKue ma-
paMeTphl HeIOABIKHBIX (ha3 OLIEHUBAIM C IIOMOIIBIO
YeThIpEeX COPOEHTOB, MIPU CUHTE3€ KOTOPHIX BapbUpPO-
BaJIM KOJIMYECTBO IMLIMA0Ja, pH peakliMoHHOI cpenpbl
B pa3HbIC MOMEHTBHI, a TAKXKE MPOAOIKUTEIbHOCTh
cuHTe3a (Tadm. 1). [1pu pasgeneHnn cTaHIAPTHBIX
HEOpTraHMYECKMX aHMOHOB M OKCOTaJIOTEHUIOB KOH-
LIEHTPALIMU JII0€HTa MOA0MPaIn ISl 3KCIIPECCHOTO
3JIIOUPOBAHUS CMecH (puc. 2a).

B psny ot BPEI-GI 1 k BPEI-GI 4 moutu Bce tipen-
JIOXXEHHBIE 17151 OLIEHKU TUAPOMUILHOCTH ITapaMeTPhI
YMEHBIIAINCH, YTO TOBOPHUT O €€ pocTe (Tad. 2). [Tpu
cpaBHeHUM ¢ copoeHToM BPEI-GI 1, monydyeHHbIM 03
J00aBJICHHUS 1111041, HAKMOOJIbILIEE CHUXKEHUE OTMEYEHO
no a(NO,/Cl") u o(ClO, /CI") nns daszst BPEI-G14 —
Ha 16 1 22% cooTBeTCTBEHHO. JIaHHBIIT COPOEHT TaKKe
XapaKTepHU30BaJICsI MaKCUMaIbHOM 3(P(DEKTUBHOCTHIO
110 TToJIsTpr3yeMbiM aHnoHaMm (27 000 TT/M 1o HUTpa-
Ty) W Jy4diiei cuMMeTpueit muka noguaa (As = 1.5
npu ucnoabs3doBaHuu 30 MM pactBopa KOH B kaue-
CTBe 3J10eHTa). TakuM 00pa3oM, aHHOHOOOMEHHUK
BPEI-GI 4 moka3an HanmMeHBIINe 3HA9eHNS 10 BCeM
ImapaMeTpaM, XapaKTepU3yIOIIUM I'APO(PUIbHOCTh
U CTEIIeHb 3KPaHUPOBAHUSI, CPpear COPOESHTOB JTaHHOM
CEpHU, a TAKKE OKA3aJICsS COMTOCTABUMBIM I10 3TUM I1a-
paMmeTpam ¢ HauboJree TuapOIBHBIMUA KOBAJIECHTHO
MIPUBUTHIMM aHMOHOOOMEHHUKAMM, OTIMCAHHBIMU
B tuteparype [5, 17]. Tak, nist ¢asbl, OJIy4YeHHOMN
B pabote [17], olieHEHHbIE UCXOASI U3 XpOMaTOrpaMM
semmauHb (ClO, /ClN) n o(ClO,/NO,) (= 3.3u 1.3) He
nipesbinaiot, a a(NO, /Cl), a(BrO,/Clm) ua(NO, /Br-)
He omnyaloTcs ot TakoBbIX 1j11 BPEI-G1 4.

®a3za BPEI-GI 4 xapakTepu3oBanachk He TOIbKO
HaVMEHBIIIMMHY ITapaMeTpaMu TUAPOGIIBHOCTHA, HO
M caMbIM MaJIeHbKUM 3HaveHueM k (CI™) u3 momay-
YeHHBIX IpU ucnojab3oBanuu 8§ MM pactBopa KOH
B KaU€CTBE AJII0€HTA U TTO3BOJISTIOIIUX TPUOIN3UTETb-
HO OLICHUTH eMKOCTb (a3 (Tadi. 2). besyciaoBHO, Ha
yIep>XX1UBaHUE XJI0pUIa BIUSIET HE TOJbKO €eMKOCTh
COpOEHTOB, HO U UX TUAPODUIBHOCTD. 11 copOeH-
TOB C MOBBIIIEHHOMN TUAPOPUITBHOCTBIO QYHKIINO-
HaJIBHOTO CJIOSI 3JIIONPYIONIAs CHAJIa TUIPOKCUI-OHA
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Bospacrtaer [24]. Ho, Kak moka3aHo BEITIIe, HANOOIb-
1Iee M3MEHEeHME ITapaMeTPOB ruapoUIbHOCTH Ha-
omonanochk mist copoenra BPEI-GI 4 u He tipeBbITIIa-
710 22%, ipu 3ToM k(C1™) yMEeHBIIWICS B ISATh pa3
(tabm. 2). Takoe cymecTBeHHOE CHIKCHUE YIePKMBa-
HMSI XJIOpHMI-MOHA Ha (poHE MEHEe BRIPAXKEHHOTO pOCTa
rUAPODUILHOCTH CBUICTEIHCTBYET O HECOMHEHHOM
YMEHbIIEHUY NTOHOOOMEHHOMN EMKOCTH.

Bo Bcex ciyuasx nipu nosBwiiieHuu pH peakim-
oHHoIi cpensl k'(Cl7), a cemoBaTeTbHO, M EMKOCTD
(a3 cHIXAUCh. DTO MOKHO OOBSICHUTh aKTUBALIEH
npoliecca MoJMMepU3aluy ITMLMI0A B IIET0YHOM
cpere, B pe3yJIbTaTe 4eTo CHUXKAeTCs IMPOLEHT KBa-
TepHU30BAHHLIX Tpyn (Tabma. 1). O6pasywoiuecs
MOJIMMepHBIe (hparMeHThbl MOTYT HEPABHOMEPHO 3a-
KPEIUISIThCSl Ha TOBEPXHOCTH MOJIMAMMHA, a TaKXKe
HU30JIMPOBATh YaCTh MIOHOOOMEHHBIX LICHTPOB, YTO
MPUBOAUT K CHUKEHMIO TMHAMNYECKOI EMKOCTHU.
HecmoTps Ha ucnonb3oBaHue IBYKPATHOI'O KOJIM-
yecTBa mmuuagona, copoeHt BPEI-GI 4 o6nanmaer
HanMeHblIel BennynHoi k£'(Cl™) cpenyn n3ydyeHHBIX
copOeHToB. [TpennonoxuTenbHo, 3TO CBSI3aHO KaK CO
CTepUYECKUMU 3aTPYIHEHUSIMU, BOSHUKIIMMU HU3-3a
JOTIOTHUTENILHOM MOJIMMEPU3alliH IIUIUI0JIAa BOKPYT
MOHOOOMEHHBIX LICHTPOB, TaK U C IMMOBBIILICHUEM T'Y-
JIpoDUIBHOCTH (pa3bl.

TvapoduIbLHOCTD MOJYYEHHBIX COPOSHTOB TaKKe
onieHuBau B pexxuMe I'MX cormacHo tecty TaHaka
C UCIIOJIb30BaHMEM BOJbI B KQUeCTBE MapKepa MepT-
poro BpeMmeHu [20]. IToBwiienue pH peakiimoHHoit
Cpenbl He 0Ka3ajI0 BIUSIHUS Ha (DaKTop yaepKUBaHUs
ypunvHa k(U) B cnyuae ¢pazsl BPEI-GI 3, monyyeHHOM
MpY OOHOBPEMEHHOM J100aBAEHUU 1IEJIOYU U IIULIH-
JoJia, a IJIsk ABYX APYTUX COPOEHTOB MPUBEIO K €ro
CHUxKeHMIo (Tab1. 2). TakuM oOpa3oM, MOKa3aHo, YTO
nobasnenue KOH mnocie rmuuuaoaa odecrieunBaeT
MOBBIIIEHNE TUAPOMWILHOCTA COPOSHTOB B PEXKIIME
MX, B TOo Bpems Kak B pexxume I'MX HaGaogaeTcs
MIPOTUBOIIONIOXHAs TeHIeHIusA. Ha octanbHbIC TTa-
pametpsl Tecta TaHaka noBbIlieHre pH peakiinoH-
HOM cpenbl MouTu He BiauseT. HanboJjiee 3aMeTHOE
W3MEHEHNE — YMeHbIlIeHUe Ha 25% — Habmonanu
JUUTSI aHUOHOOOMEHHOM ceneKTUBHOCTU Q(AX) 11st
¢a3sl BPEI-GI 4 (Taba. 2), 4To, BEpOSITHO, CBI3aHO
C JIYYIIIMM 3KpaHUPOBaHHEM MAaTPUIILI M CHIKEHIEM
ruapoOOHBIX B3aMMOACHCTBUIA MEXIY HE U M-TO-
nyoicyabdoraToM. Da3wl, TTOJIydeHHBIE B TaHHOMN
paborte, XapakTepu3yIlOTCs HaMMEHbBIIMMH 3HaUe-
Husgmu k(U) u o(AX) mo CpaBHEHUIO C COPOEHTaMU,
onuvcaHHbIMU B padorte [10]. ITpennonoxuTenbHo,
CHIZXEeHUE TUAPO(GUIHLHOCTA COPOCHTOB CBSI3aHO
C HCIIOIB30BAHUEM B OOJIBIIIMHCTBE CIIyYaeB MEHBIIIETO
KOJIMYECTBA IMIMIUI0JA IIPYA CUHTE3€e, a TAKXe C eTro
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40

IT'OPBOBCKASI u np.

BPEI-GI 1

DIIEKTPOMPOBOTHOCTh, MKCM

BPEI-GI 3

DIIEKTPONPOBOTHOCTL, MKCM

EBPEI-GI 1

7 8 9 10 11 12 13 14

Bpems, mun

Puc. 2. XpomarorpaMMbl CTaHAAPTHBIX ONHO3APSIIHBIX aHUOHOB U OKCOTAJIOT€HUIOB HAa COPOEHTAX, MOIYYeHHBIX [JISI OLIEH-
KU BIUSIHUA (a) MOJMMEpU3aluy ITMLIKI0Ja TpU noBbilleHuH pH peakiimoHHo# cpebl U (0) crioco6a MoaudUIUpOBaHUs
Matpunbl. YenoBus: (a) — amoeHT: BPEI-GI 1, BPEI-GI1 2 — 8 MM pactBop KOH, BPEI-GI1 3 — 3 MM pactBop KOH,
BPEI-GI 4 — 4 MM pactBop KOH. Ckopocts notoka: 0.95 mu/muH; (6) — amoeHT: EBPEI-GI1 1 — 4 MM pactBop KOH,
EBPEI-GI2 — 2 MM pactBop KOH. Ckopoctb notoka: 1 My1/MUuH.

pacxomoM Ha ITOIMMEPU3alIiio, B 0COOEHHOCTHU B CITy-
yae aKTUBAIlMKM 3TOTO MpoIiecca 3a CYeT 100aBIeHUS
menouyu. B pesynabsraTte copOeHTHI 001agaioT doee
HU3KOM MOHOOOMEHHOI EMKOCTbIO, a TaKxke oopa-
3yeTCsI MEHbIIIee YKCJIO HeTIOJIHOCThIO 3aMEIIEHHBIX
amuHorpyni I[T9U, cnocoOGHBIX K TPOTOHUPOBAHUIO
B ycJIoBMSIX TecTa TaHaka. Bee aT0, BeposiTHO, BemeT

XKYPHAJI AHATUTUYECKOU XUMUU

K 00pa3oBaHuIoO 00J€€e TOHKOIO BOAHOTIO CJI0S1 Ha MO-
BEPXHOCTU HETIOIBUKHOM (ha3bl, B KOTOPOM YPUINH
yaepxxuBaeTcs MeHble B pexxume I'MX. Takum obpa-
30M, TTOBBILIEHUE YKCa 3apPSKeHHBIX TPYIII 32 CUeT
MHOBBIIEHUS HIOHOOOMEHHOI €MKOCTH, JTN0O0 3a CUET
MOBBILICHUS YMCTIa 3aMeLleHHBIX aMmuHorpymnn [19U
BEAET K YBEJIMUEHUIO TOJLIMHBI BOAHOTO cios [10],
Ne 4
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Taommma 2. KoadpuimeHTh ceIeKTUBHOCTH I10 IapaM, OTPaKarolluM CTeNeHb r'apoduaIn3anum QGyHKIMOHAILHOTO
CJI0ST IJIST TIOJIYIeHHBIX (pa3, (paKTOPHI yIep:KMBaHUS XJIOpHIA B peXXKUMe MOHHOM XpoMmaTorpadnu, (hakTop yaepKu-
BaHUS YpUAMHA U aHUOHOOOMEHHAs! CeJIEKTUBHOCTD B YCIOBUSIX TecTa TaHaka

CopbeHT aNO;/ | aBro,/ | oNO,/ | aclo;/ | IO/ | p(@Cry* | k(Uy™ | aAX)**
CI) Cr) Br) CIh) NO,)
BPEL-GI | 3.09 1.24 1.30 3.87 1.25 2.0 1.01 57.0
BPEL-GI2 2.91 1.19 1.27 3.46 1.19 1.8 0.88 56.2
BPEL-GI3 2.76 1.24 1.33 3.42 1.24 0.5 1.02 55.6
BPEIL-Gl4 2.60 116 1.25 3.00 116 0.4 0.77 41.8
EBPEI-Gl | 2.40 0.85 1.07 2.02 0.84 1.3 171 24.5
EBPEL-GI2 2.34 0.78 1.07 1.84 0.79 0.6 1.47 14.1

Yenosus: smoent: BPEI-GI 1, BPEI-GI 2 — 8 MM pactBop KOH, BPEI-GI 3 — 3 MM pactBop KOH, BPEI-G1 4 —
4 MM pactop KOH, EBPEI-GI 1— 10 MM pactBop KOH, EBPEI-GI 2 — 2 MM pactBop KOH.

* OmoeHT: § MM pactBop KOH.

** OmoeHT: CH;CN — 20 MM aneratHo-aMMOHMITHBII O6ydepHrlit pactBop ¢ pH 4.7 (90:10, no o6vemy), CKOpOCTb

notoka 0.5 myi/MuH, YO-neTeKTupoBaHue pu 254 HM.

B TO BpeMsI KaK BHeIpeHUE IMOJIMIIMIINA0JA B CTPYK-
Typy copOeHTa YMEHBIIIAeT WM He BIMSIET Ha Hee.

Haubonee runpodunbHblit B pexkxume X copOeHT
73 IoJTydeHHBIX Ha faHnHoM 3tane — BPEI-GI 4 mo3Bo-
JISIET pa3neInuTh TaKue TUIPOo(GOOHbIE aHAIUTHI, KaK
rajoreHyKCyCHBbIE WU aJKUJI(HOCHOHOBBIE KUCIOThI
B IIPUCYTCTBUM CEMU CTaHIAPTHHIX aHMOHOB U OK-
COTAJIOTEHUI0B 3a 23 MUH B IPaii€HTHOM pPEXMME
aJIIoMpoBaHus Mpu ucrnoiab3oBaHuu KOH B kayecTBe
amoeHTa (puc. 3). OnpeneneHue TaTOTeHYKCYCHBIX
KUCJIOT — BaXKHasl 3aaya Ipy aHaau3€e BOJ, OABEpr-
LIMXCS XJIOpUpoBaHUIo [25], a ankuiihocoHOBLIE
KHCJIOTHI, IIPENCTaBISIONINEe CO00I HeCeIeKTUBHBIE
repOULMIbLI U UX METAOOJUTHI, a TAKXKE PErysiTOPhI
pocCTa pacTeHMi1, HEOOXOMMMO OIIPENEISITh B 00BbEKTaxX
OKpyxXalollei cpenbl [26]. YcnoBus rpaiieHTHOTO
3JIIOUPOBAHUS MOJOOPaHBI TAKMM 00pa3oM, YTOObI
Y4acCTKH XpOMaTOrpaMMBbl, COIepXKallue MK Ma-
TPUYHBIX KOMITIOHEHTOB (XJIOpU, cyabdar, pocdar)
MpY BO3MOXHOCTU U HEOOXOAUMOCTH MOXHO ObLIO
BBIPE3aTh 15T OCIEAYIOIIEr0 BEICOKOUYBCTBUTEIb-
HOT'0 MacC-CIEKTPOMETPUYECKOTO JeTeKTUPOBAHUSI.

TakuMm obpa3oM, TToKa3aHo, 4ToO B pexxume X
HauOoJjee THAPODUIBHBIM CPEAU TTOJTYYEHHBIX aHU -
OHOOOMEHHUKOB sBaAsgeTcsa copoeHT BPEI-GI 4,
a ero (PYHKIIMOHAJILHBIN CJIOM 00ecTieYMBaeT JIydIee
3KpaHUpOBaHUE apoMaTuyeckoil MmaTpuibl. I1oxa-
XOJ1, B KOTOPOM ITOCJIEIOBATEIbHO MPOBOASTCS Tallbl
KYPHAJI AHAJIUTUYECKON XUMUU

ToM79 N4

kBatepHu3aluu 19U rmuumaoaoM B HeiTpalibHO
cpere, a 3aTeM MoJIMMepr3alys B IIETOYHOM, TToKa3al
ce0sT IYYIIMM CPeIr PACCMOTPEHHBIX C TOUKM 3PEHUS
MOBBIIIEHUS CTETIEHU TUAPO(MUIN3aIUN COPOSHTOB.
OnHako TaKoi aHMOHOOOMEHHHMK MOXHO OoXapak-
TepU30BaTh Kak ¢as3y cpeaHeil TuapoPpuIbHOCTH,
1 HeOOXOOUMBI JaJbHEHIIe UCCIeI0BaHUS IS €€
noBeIIeHUA. BepossTHO, orpaHnYeHNe B TTOBHIIIIE-
HWM CTETICHU TUAPO(MIILHOCTH 3TUX (Pa3 CBI3aHO CO
ctocoooM momudnnmposanus [1C-JIBb, mpuBons-
IIMM K CO3IaHUIO SIKOPHBIX aMIHOTPYIIII He TOJIBKO
Ha MOBEPXHOCTU, HO ¥l BHYTPH YaCTHUII, B pe3yJIbTaTe
Yero 4aCcTh MTOHOOOMEHHBIX LICHTPOB OKa3bIBACTCS
B cJ1abo ruapatupoBaHHOM okpyxeHuu [1]. ITpen-
MOJIOXKUTETBHO, U3BMEHEHUE CITOCO0a MOTU(UIINPO-
BaHus [TC-IBb MoxeT 61aronpursTHO cKa3aThecs Ha
ruapouIbHOCTU (da3.

Bimsinue cnoco6a Moau(pUIMpPOBAHUA MATPUIII HA
XpoMartorpaduyeckue cBoiicrsa copoenToB. Ha cieny-
IO1IEM 3Tarie padoThl U3BMEHUIIU CIIOCO0 MOIUMUIIM-
poBaHus MaTtpullbl. Tak, BIiepBbIe MPEATIOXEHO HUC-
MOJIb30BaTh OKMUCJICHNUE OCTAaTOYHbBIX IBOMHBIX CBI3€CH
Ha noBepxHocTu [1C-JIBb ¢ momomnisio MXITBK mis
MOTyYeHUS 3MOKCUTpyMIl. [TocKoIbKY OCTaTOYHBIC
IIBOMHEIE CBSI3M PACITOIOXKEHBI B OCHOBHOM Ha IMOBEPX-
HOCTH, a He B NIyonHe yacTuil [27], obpa3yiommecs
BIIOCJIENCTBUM MOHOOOMEHHBIE IIEHTPHI HE JTOKa-
JIM3YIOTCS BHYTPH YaCTUIL COpOEHTa W He TTONagafoT
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2,3 1112
(a) d o

18

(6)

19

DeKTpONpPOBOAHOCTh, MKCM
KN

0 2 4 6 8 10 12 14 16 18 20 22

Bpewmsi, MuH

Puc. 3. XpomaTrorpaMMbl CMECH CTaHAAPTHBIX HEOPTAHUUYECKUX aHUOHOB, OKCOTAJIOTEHUIOB Y aHUOHOB (a) TaJIOTeHYKCYCHBIX
wi (0) ankwidochoHoBbIX KUCIOT Ha KojoHke BPEI-GI 4: 1 — ¢ropun, 2 — xsopua, 3 — xjaoput, 4 — Opomar, 5 — HUTPUT,
6 — MOHOXJIOpaleTar, 7 — opoMun, § — HUTpaT, 9 — xjopar, /0 — MmoHobpomaleTart, 11 — cynbdar, 12 — docdar, 13 — muxio-
pauertar, /4 — nubpomarierar, 15 — 3-[runpokcu(meTuin)bochuHw | nponuoHar, 16 — mpem-oytundocdonar, 17 — atedoH,
18 — 6ytundocdonar, 19 — rudocar. dmoeHT: (a): 0—12 mun: 2 MM pactBop KOH, 12—15 muHn: 2—40 MM pactop KOH,
16—20 mun: 40—60 MM pactop KOH; (6): 0—17.5 mun: 2.5 MM pactsop KOH, 17.5—27.5 mun: 2.5—40 MM pactsop KOH.
Cxopoctb niotoka: 0.95 mi/mun. Temmnieparypa koinoHku: 20°

B TUApOo(POoOHOE OKPYKEHME, UTO TIOMOraeT u3dexaTb pPe3yabTaTOB MpPEnbIAYIIEro pas3aesa, CTeleHb I'Mapo-
HEIOCTAaTKOB KJIACCUYECKUX CIIOCOOOB XMMUYECKOTO  (bMIM3alM M SKpaHUPOBaHMUs MaTPUIIBI COPOEHTa,
Mmonuduuuponanus [1]. Ha ocHoBe anokcuaupo- mosaydeHHoro ¢ nodasinenrneM KOH, B pexxume UX
BaHHOI MaTpuubl nosydeHsl copoeHTsl EBPEI-Gl 1 Heckombko Boiire, uem y ¢assl EBPEI-GI 1, 0 uem
u EBPEI-GI 2 (1a6mx. 1). cBunetenbcTByeT cHkenue a(BrO,/Cl), a(CIO,/

st cop6enta EBPEI-GI 2, nonyuentoro ¢ no6as- Cl) n a(ClO,/NO,) (tabxn. 2). [pu cpaBHenun ¢as,
nenueM KOH, snauenue k(Cl") okaszanoch B iBa pa3a  IOJYYCHHBIX HA STIOKCUIMPOBAHHOM MaTpuIe, C Hau-
MeHblIe (TabJ1. 2), HeCMOTpsI Ha GoJIbliiee KodecTBo — 0osiee ruapoduibHbiM copoeHTom BPEI-G14, nony-
106aBJIEHHOIO IIMILIUIOIA, YTO TIOATBEPXKIAETCS JaH- YCHHBIM paHee B paboTe, OTMEYEHO CYIECTBEHHOE
HBIMU 110 AMHaMUYecKoit eMKocTH (120 1 69 MKMONb/T CHMXKCHHUE BCEX IMPEIJIOKEHHBIX TApaMeTpOB, UTO
st copoentoB EBPEI-GI 1 u EBPEI-GI 2 cooTBeT- TOBOPUT O 3HAYMTEILHOM ITOBBILIEHUM CTEIIEHU TU-
CTBEHHO) U COIIACYETCH C pe3yIbraTaMu, Ipeactas- Apoduimmsanuu das. [IpuBeneHHbIe mapaMeTpHI SIBIISI-
JIeHHBIMU BbILEe. Takast pasHuLIa B EMKOCTH O0YCJIO- IOTCS CAMbIMU HU3KUMU Cpeau Beex a3 ¢ TPUBUTHIM
BUJIa pa3IMYHEINA BBIOOP DII0€HTOB I TecTUpoBa- [1DU, KBaTepHM30BaHHBIM IIMLIWIOIOM, U CPABHUMBI
HUS copbeHTOB. Kak 1 oxxmaanochk Ha OCHOBAaHUM ¢ HanOoJiee THAPO(PUIbHBIM KOBaJICHTHO IPUBUTHIM

XKYPHAJI AHATUTUYECKONM XUMUU  Tom79  Ned 2024
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AHMOHOOOMEHHHUKOM [5], ISt KOTOPOTO OIIEHECHHbIE
BesmunHbel o(NO,/Cl7), (BrO,/Cl") u a(NO,/Br)
MpUOIU3UTENBHO paBHHbI 2.1, 0.9 u 1.1.

OCo06eHHO CTOUT OTMETUTh U3MEHEHUE TTOPSII-
Ka 2JIIOMPOBAHUS OKCOTAJIOTEHUI0B OTHOCUTEIBLHO
CTaHIAPTHBIX aHHMOHOB IIPU 3aMEHE cIIocoda MOIu-
¢unmpoBaHus MaTpulbl. [1pu ocyiecTBiieHUN amu-
JIMPOBAHMSI U BOCCTAHOBUTEJILHOIO aMUHUPOBAHUS
BHE 3aBUCUMOCTH OT CTPYKTYPbl (DYHKIIMOHAIHLHOTO
CJ10s1 COpOEHTOB OpOMaT BCeraa YAepXKMBAJICS JOJIbIIE
XJIOpUIa, a XJIopart AoJblle HUTpaTa [3, 6, 8, 10, 20],
MMO3TOMY TaKue COpOEHTEI HEBO3MOXHO OBIJIO MC-
MOJI30BATh JISI OTIpeNeeHUS CIeI0BbIX KOJTUIECTB
OKCOTaJIOreHUIOB. B TO ke BpeMs 3a CUeT 3aKpeIuIeHUs
rugpodumsoBanHoro [1DM Ha TTOBepXHOCTH 3TTOK-
cuaupoBaHHoro ITC-/IBb BnepBble yaaaoch 2J110U-
poBaTh Opomar 10 XJ0puraa, a XJiopar 10 6poMuna Ha
KOBaJICHTHO MpUBUTHIX (pa3ax Ha ocHoBe [1C-JIBb
(puc. 26). DTO JOTIOIHUTEITEHO CBUACTEIHCTBYET O JTyd-
IIeM SKpaHUPOBAHUM MaTPUIIBI M TUAPODUIN3alINI
ee IMOBEPXHOCTH 3a CUET TUOJIBHBIX (DYHKIIMOHAIBHBIX
TPyl U 6oJiee THAPOGUIBHBIX IKOPHBIX AMUHOTPYIIII,
pacToJIOXKEeHHBIX Ha TTOBEpXHOCTH YacTull. COpOeHTHI
Ha ocHoBe srokcrnnpoBanHoro [1C-/I1Bb no addek-
TUBHOCTHU B pexknMe X cormocTaBUMEBI C COpOSHTOM
BPEI-GI 4, onHako xapaKTepu3yloTcs 00jiee BbICO-
KOM CMMMETpHEN MMKOB XJIOpaTa, MOAUAa, pogaHuIa
u nepxsiopara (As = 1.0, 1.3, 1.4 u 1.6). Takum obpazom,

(@)

MoHoxnopalerar
Xopun patt
{ MoHobpomatietat
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HCTIOJIb30BaHKME HOBOTO CIT0CO0a MOT(ULIIPOBAHMS
MaTpPUIIbl TO3BOJMIO MOJYYUTh COPOSHTHI ¢ MUHM-
MaJIbHBIMU 3HAYEHUSIMU AS IJIS1 CUIbHOMNOISIPU3Y -
MbIX aHUOHOB cpeau copoeHToB Ha ocHoBe I1C-/IBb
¢ IpuBUTHIM [TOHN.

3a cueT MOBBIIIEHUS CTEINeHU TUIPOPUIN3aIUN
cOpOEHTa ¥ SKpaHUPOBAHUS MaTPUIIbI YAAJTOCh TAKXKe
3HAYUTEIBbHO CHU3UTD yAEePXKMBaHUE raJOreHYKCyC-
HBIX KACIOT (puc. 4a). Ilepexonm K 3OKCUINPOBaH-
HOII MaTpulIe IpUBEJI K 3HAUUTEIbHOMY CHIDKEHUIO
CEJIEKTUBHOCTH I10 OTHOIIEHUIO K MOHO- 1 AUTajIo-
reHalueTaTaM: U3MEHWICS TTOPSA0K UX TIOUPOBAHUS
OTHOCUTEIbLHO HEOpraHUYeCKUX aHMOHOB. Hanpumep,
eci Ha copbeHTe BPEI-GI 4 BpeMs ynepXruBaHUS
MOHOXJIOpAalleTaTa COIIOCTaBUMO C BpEMEHEM yIep-
KuBaHus 6pomuaa, To Ha copobeHte EBPEI-GI 2 on
9JIIOUPYETCS A0 XJIOPUIA U COBMECTHO C XJIOPUTOM.
Takoe cCHUXKeHHE OTHOCUTEbHOTO YIep>KUBAHUS Ta-
JIOTEHYKCYCHBIX KHUCJIOT SIBJISIETCS ITOATBEPXKICHUEM
MEePCIIEKTUBHOCTY STIOKCUANPOBAHUS MATPUIIBI C TOU-
KU 3p€HUS TTOBBIIIEHUS CTeTIeH! TMApOpUIn3aiun
(a3 Ha ocHoBe I1C-/IBb.

Cop06ent EBPEI-GI 1 o6nagaet 60j1ee BEICOKUM
sHayeHueM k(U) B ycmoBusax Tecra TaHaka Imo cpas-
HeHuto ¢ ¢azoit EBPEI-GI 2 (Tab. 2), 4yTo cornacy-
€TCSI C pe3ybTaTaMy, OIIMCAHHBIMU BBIIIIEe, U TOBOPUT
0 CJ1a0BIX TIePCIIEKTUBAX UCITOJIb30BAaHUS PeaKIINKU
MOJIMMEPU3ALIUY TIIUIUA0NA B (YHKINOHATLHOM

Juxyopauerar Jubpomaiierat

BPEI-GI 4 N
\
\
EBPEI-GI 1 f -
EBPEI-GI 2 ‘ : ‘ ‘ : — : ‘
0 1 2 3 4 5 6 7 8 10 11 12
a(An—/CI-)
©)
Leu e PMePro  Met Tyr
BPEI-GIx3 X O -00—— = -
EBPEI-GI1 P , ‘ Sm ; ;
07 08 09 1.0 1.1 1.2 1.3 1.4 1.5 1.6
a(amuHokucnora/Pro)

Puc. 4. CeneKTUBHOCTB (ha3 Mo OTHOLIESHUIO K (a) raJIoreHyKCYCHBIM KUCJIOTaM, (0) aMMHOKHUCIOTaM. YCIIOBUSL: (a) DJIIOEHT:
EBPEI-GI 1 — 10 MM pactBop KOH, EBPEI-GI 2 — 2 MM pactBop KOH mi1st moHoranorenaneratos, 10 MM pactBop
KOH pnst nnarnorenaueratos, BPEI-GI 4 — 4 MM pactBop KOH nnist MoHoranorenaueratos, 20 MM pactBop KOH nmis
nuranoreHaueraros. Konnykromerpuyeckoe netekruposanue. Temneparypa koiaoHku: 20 °C. (6): Omoent: CH,;CN-5 MM
docdarHslii 6ydepHbIit pacTBOp (85:15, Mo 06beMy). YD-neTekTupoBaHue mpu 210 HM.
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cjioe copOeHTa ISl TIOBBIIIEHUS €0 TUIPOMUIBHO-
ctu B pexxume I'MX. ITo octanbHBIM TapameTpaM 00e
(ha3bl okazanvch 6JM3KM, 32 UCKITIOYEHMEM MapaMeTpa
a(AX), koropsrit st copoenta EBPEI-GI 2 ¢ meHB-
111ei1 TOHOOOMEHHOM EMKOCTbIO OKa3ajaach IIPUMEPHO
Ha 70% Huxe. B 1iesioM 06a copOeHTa OTIIMYAIOTCS
MUHUMAJIbHBIMA 3HAYSHUSIMU aHUOHOOOMEHHOM
CEJIEKTUBHOCTU B CpaBHEHUM C (ha3aMM, ONTMCAHHBI-
MM BBILIE W NMOJYyYeHHbIMU B padotax [10, 20]. I1pu
cpasHeHnM a3 EBPEI-GI 1 u BPEI-GI x3 [10], 06-
JIaJarolrx ofuHaKoBbIM 3HaYeHueM k (Cl7), MOXHO
OTMETUTD IJig TepBoit Ha 30% GoJbllice 3HAUEHUE
k(U) n menbinee B 2.4 paza 3HageHue a(AX). Takoe
CYILIECTBEHHOE CHILKEHUE yIepXKMBaHUSI TUAPO(00-
HOTO II-TOJIYOJICYIbdoHAaTa IJIs1 HeIOABMKHEIX (pa3
Ha OCHOBE 3IIOKCUIMPOBAHHOM MaTPUIIbI SIBIISICTCS
CBUIIETENIHCTBOM 3((HEKTUBHOTO SKPaHUPOBAHUSI apO-
Matuuyeckoit ocHoBbl copoeHTa. Copoent EBPEI-GI 1
BBIMTPBIBACT WJIM COIIOCTABUM I10 TUIPO(MIILHOCTHI
B pexxume [ MUX ¢ MHOroyHKIIMOHAILHBIMU (pa3zaMu
Ha ocHoBe amuHupoBaHHoro ITC-JIBb ¢ pa3BeTBieH-
HBIM CJI0O€M U IIPUBUTHIM 3PEMOMMIIMHOM (3HAYCHUS
k(U) nexar B nuamnazone 0.39—1.15) [22] u katuo-
HoobOMeHHUKaMu Ha ocHoBe I1C-IBb co cnabeiMu
Y CUJIBHBIMU KATUOHOOOMEHHBIMU T'pyIinaMu (3Ha-
yeHus k(U) B nuamasone 0.06—1.88) [28].

Hawu6oee ruapodunabHblii o Tecty TaHaka cop-
oent EBPEI-GI 1 uccaenosanu B pexxume ['MX. Huke
npuBeaeHbl 3 HeKTUBHOCTD (N, TT/M) U aCUMMETPUS
mukoB (As) mis konouku EBPEI-GI 1 ms caxapos
(CH,CN—H,0 (85:15, no o6bemy)):

T'OPBOBCKAS u np.

(puc. 5a). UckmmoueHne cocTaBUIN Hanbojee TUapo-
(boOHBIE aMUHOKUCIOTHI ((heHMITATaHUH, METUOHUH

¥ TUPO3UH), KOTOPBIE XapaKTepU30BaINCh XyIIIei

¢dopMoit MIKOB M HanMeHbIIel 3 PEeKTUBHOCTHIO.
OnHako 1o cpaBHeHUIo ¢ (pazoit BPEI-GI x3 [10],
JIeMOHCTpUpOBaBIieii 0JIM3KYI0 3(PHEKTUBHOCTD, 3HA-
YUTEJbHO CHU3MJIOCHh MX OTHOCUTEIBHOE YIep:K1Ba-
HUe€ BIUIOTh A0 U3MEHEHUS TOpsAKa II0MPOBaHUS

(puc. 40). B pesynbrate peHUIaNaHUH U METUOHUH

Ha HOBOM COPOEHTE 3JII0MPOBAIMCH PaHBIIIE ITPOJIH-
Ha. B To e Bpems 111 BceX aMUHOKMCIOT BO3POCIU

(akTOpHI yIep:KUBAHUS, UTO COINIACYETCSI C OOJTBIITNM

snayeHreM k(U) mna daszer EBPEI-GI 1. ITonyyeHHBIIH

MOPSIIOK YIEPKUBaHUS aMUHOKHMCIIOT XapaKTepeH st

rUIpoUILHEIX (pa3 Ha OCHOBE CUJIMKATEIISI 1 TOBOPUT
O CHIDKEHIW BIUSTHUS TUAPO(POOHBIX B3aMOIEeCTBIIA

9TUX aHAJIMTOB ¢ MaTpulieil. Takke Ipu cpaBHEHUU

C COpOEHTOM C IIPUBUTHIM TUIIEPPa3BETBIIEHHBIM

cioeM Ha ocHoBe [1C-JIBbB, monmydeHHBEIM aBTOpaMu

pabotsr [20], MOXXHO OTMeTUTD, UTO (paza EBPEI-GI 1

obecIieunBaeT 3TI0MPOBaHME OONBIIETo YMCIa aMu-
HOKHCJIOT 3a B TP pa3a MEHbIIIee BpeMsI ¢ JTydleit

(opmoii MUKOB.

HenonpuxHas daza EBPEI-GI 1 takxke obecrie-
yuja pasaeieHue IISITH caxapoB 3a 9 MUH ¢ 3 hek-
TUBHOCTHIO 10 6 500 TT/M M ITO3BOJIMIIA 3TIOMPOBATh
paduHo3y 3a 20 MuH (puc. 56). ITo cereKTUBHOCTHU
K caxapam copoeHTsl EBPEI-GI 1 1 BPEI-GI x3 [10]
0Kazajuch OJIM3KM, OMHAKO ITOJyYeHHas B JaHHOM
pabote a3a xapaKTepu3yeTcs JIydilieii CHMMeTpuei
MMMKOB, a TaKke 00Jiee BEICOKOM 3(pheKTUBHOCTEIO.

Caxap Pub6o3za Kcunosa ®pykroza | Imokosa | Caxaposa | Jlakrosa | Manasroza | PadpunHosza
N, 11/M 6000 3000 6500 3500 5500 4000 4500 7000

As 1.0 1.0 1.0 0.9 1.0 0.9 1.2 0.9
amuHOKHCIOT (CH3CN-5 MM docdatHblit 0ydepHBIil pactBop (85:15, mo 00beMy)):

AMUHOKHCIIOTA Phe Ile Met Pro Val Leu Tyr Thr Asn Ala Ser
N, 11/M 4500 7000 6000 | 9000 | 8000 | 6500 | 5500 | 8500 |14 500 | 13000 | 11 000
As 1.5 1.0 1.2 0.9 1.0 1.2 1.2 1.1 1.0 0.9 1.0

sutamMuHOB (CH;CN-100 MM amMoHuitHO-(dopMmuartHslii 6ydepHsiit pactBop ¢ pH 3.0 (93:7, no o6bemy,
st B1, aukotnnamuaa, B6 u B2; 70:30, o o6wemy, mist B12, C 1 HUKOTUHOBOM KMCIIOTHI)):

Buramnun B, HukotnHamug By B, B,, C HwukornHOBas kuciora
N, t1/™m 2500 5500 5500 3500 | 4000 | 7000 9500
As 1.1 1.0 1.1 1.3 1.3 0.9 0.9

(CKOpOCTh TOTOKA MOABMXKHBIX ¢ha3: 1 MI/MUH).

Ha cop6enre EBPEI-GI 1 ynamocs pa3nenurtsb
CMeCh CeMU aMUHOKMCITOT 3a 20 MUH ¢ 3 heKTHuB-
HocTblo 10 14 500 TT/M 1 BBICOKOI CUMMETpUEli MMKOB

XKYPHAJI AHATUTUYECKOU XUMUU

B otnnune ot paser BPEI-GI x3 [10], monoxmu-
TeJIbHO 3apsiKeHHbIN TuaMuH (B1) ynepxxuBaeTrcs
Ha copbeHTe EBPEI-GI 1, X0Ts1 OH 1 a1toupyeTcs
Ne 4
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(a)

HWnrtencuBHocTh, mAU
(e

(O8]
(=]
)

T T T T 1

10 12 16 18

Bpewmst, mun

Puc. 5. Xpomarorpammbl monenbHbIX cMeceil Ha copoeHTe EBPEI-GI 1: (a) — amuHoKuchoT, (6) — caxapos, (B) —
BUTaMMHOB. YCJIOBMS: (2): 9JTI0EHT CM. puc. 40; ckopocTh notoka: 1 mi/Mun; (6): amoent: CH;CN—-H,0 (85 : 15, o 06b-
eMy); CKOpOCTb ToToka: 1 mii/mMuH; Y®-nerexktupoanue ipu 190 um. 1 — pubosa, 2 — ¢pykmosa, 3 — eaokosa, 4 — caxa-
posa, 5 — nakmosa, 6 — pagunosa. (6): dmoeHT: CH,CN—100 MM ammoHuiiHo-popmuaTHblit 6ydepHsiii pactsop ¢ pH 3.0;
rpagueHTHOe dmonpoBanue: 0—5.5 muH — 7% GydepHoro pactBopa, 5.5—8.0 MuH — 7—30% OydepHOro pacTBopa; CKo-
poctb noroka: 1 mia/mun, YO-aerekruposanue npu 270 um; I — nuxkomunamud, 2 — B,, 3 — B,, 4 — B,, 5— B,, 6 — C,

7 — HUKOMUH08As KUCI0ma

COBMECTHO C HUKOTMHaMuaIoM. B pe3ynbrate nmoy-
YeHHbII B JaHHOI paboTe COPOEHT MO3BOJINI pa3e-
JINTh CMECh IIIECTH BOOOPACTBOPUMBIX BUTAMIUHOB 32
18 MuH B rpagueHTHOM pexkume (puc. 5B). [1peamnomno-
KHUTEJIbHO, YAep:KUBaHNE THAMIHA BO3pacTaeT u3-3a

MOBBIIIEHNST TUAPOGUIBHOCTA COPOEHTA, a TaKXKe

13-3a MOSBJICHUS HA IIOBEPXHOCTH MaTPHUILIBI KApOOK-
CHJIBHBIX TPYIII, 10 KOTOPBIX MOTYT YaCTUYHO OKMC-
J9Thcsl okcupaHoBhie KoJiblia. CopoeHT EBPEI-GI 1

XapaKTepu3yeTcsl MeHbIei 3(pHEeKTUBHOCTHIO 110

BuTamuHaMm, yem aza BPEI-GI x3, utro MoxXeT ObITh

CBSI3aHO C KQUeCTBOM YITaKOBKU KOJIOHKHU, TaK Kak,
HarpuMep, B pexkxume WX ¢ mogaBieHeM OH TaKKe

MPOUTPHLIBAET B a0COIOTHOM 3 (PEKTUBHOCTH 11O

xyopuny (18 500 mpotus 31 000 TT/m). I1o cpaBHEHMIO

¢ da3oii ¢ runeppasBeTBISHHBIM ciioeM [20] HOBbIH

copOeHT obecrnieunBaeT 00Jiee SKCIPECCHOE pa3aese-
HYe BUTAMHUHOB C JIydineit GopmMoii IMMKOB.

KYPHAJI AHAJIUTUYECKON XUMUU

ToM79 N4

Takum ob6pa3om, 3aMeHa criocoda MoaudULIU--
posanms [1C-JABb Ha smmokcuapoBaHmne NpuBOIAT
K pPEe3KOMY CHIKEHMIO yIepKMBaHUS c1abo Thapa-
TUPOBAHHBIX OKCOTAJIOI€HUIOB 1 MOJISIPU3YyEMBbIX
AHMOHOB 1 K POCTY CUMMETPHUH NX ITUKOB B PEKMIME
HX, a B pexkume 'MIX K CHDKEHUIO OTHOCUTEIBHOTO
yIepXUBAaHUS THIPOPOOHBIX AMUHOKMCIIOT, a TAKKe
K YJIyYIIEHUIO CHMMETPHH ITUKOB IIJIsI OOJILITMHCTBA
HCClIeNOBaHHBIX aHAJUTOB. [1oBbIIIIEHHE CTETIEHU
ruapopuIn3annuy COpoeHTOB 3a CUET SIMOKCHUI-
poBaHusg ITC-IABB oka3zanoch 6osee neiiCTBEHHBIM
CIIoco00M IO CpaBHEHUIO C MOJIMMepU3aIueii rm-
uaoJa B 1menoyHoii cpene. CopOeHTHI, MOJTyYeH-
HbIC B JTaHHOI paboTe, Mo TUAPOPUILHOCTU CpaB-
HUMBI ¢ Hanboiee TUApO(PUIbHEIMI KOBAJIEHTHO
MIPUBUTBIMA aHMOHOOOMEHHUKAMM, OTTMCAHHBIMU
B auteparype [5, 17]. CnemoBaTeabHO, SITIOKCUIN-
poBaHue I1C-JIBb ¢ nocienyommnM KOBaJIEHTHBIM
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3aKpervieHueM ruapodumm3soBanHoro [19U aBisercs
MePCIEKTUBHBIM MOIXOIOM K IIOJIy4eHIIO BEICOKOT M-
IpOMDMIBHBIX HEIOABIKHBIX (ha3, KOTOPHIE IIOAXOISIT
KaK JIJIsI OITpeieJIeHUsI CJIbHO YIepKUBAaEeMbIX U Clla-
00 ruapaTUPOBAHHBIX aHUOHOB B pexxume X, Tak
U 17151 OTIpeNeIeHUsI pa3IMIHbIX ITOJISIPHBIX aHAJIUTOB
B pexxume 'MX.

*k % *

IIpennoxkeHBI ABa CIIOCO0A MOBBLIIIEHUS THAPO-
¢unbHOCTU copbeHTOB Ha ocHoBe I1C-JIBb ¢ npu-
BUTHIM [1OU, kBaTepHN30BaHHBIM INIMLIMAOJIOM: IO~
JIMMEepU3aLNS TIUIUA0IA B (PYHKIIMOHAIBHOM CJI0€
B IIEJIOYHOM Cpelie M HOBBII c10co0 MOTUMUIIIPO-
BaHus [1C-/IBb 3a cuet okucaeHUs1 ABOMHBIX CBsI3Ei
Ha ero MoBepXHocTU. IToKkazaHo, YTO ONTUMAJIEHBIM
B IIEPBOM CJIy4ae SIBJISIETCS] IByKPATHOE TO0ABIEHNE
NIMIMAOJA 10 Y MOCJe T100aBIeHUS 1IeI0YU, TaK
KakK B 9TOM CJIy4ae IepBas 100aBKa INIMIIMI0JIA pac-
XomyeTcsl Ha KBarepHu3amnuio [19U, a Bropast — Ha
MOJIMMEPHU3aIINI0 B MOHOOMEHHBIX IIeHTpax. B To
K€ BpeMsI BBISIBJICHO, YTO Ha THAPOMUIBHOCTD (a3
B pexume I'MX moaumepusanys riuuua0JIa BIuseT
c1a00 ¥ CKOpee HEraTUBHO IO CPAaBHEHUIO C MOBbIIIIES-
HUEM 4YMCia 3apsSLKeHHBIX TPYIIL B CTPYKTYpe (PyHK-
LIMOHAJIBHOTIO cyiost. CoueTaHne ABYX MPEUIOKEHHBIX
MMOIXOA0B K TUAPO(PMIN3ALNN ITO3BOJINIO CHU3UTh
OTHOCUTEIIBHOE YepKBaHNE OKCOTaJIOTEHUIOB, Ia-
JIOTEHYKCYCHBIX KMCJIOT Y MOJISIPU3YEMbIX aHUOHOB
B pexuMe X, a Takke HEKOTOPBIX aMUHOKMCJIOT
B 'MX BILIIOTH 10 U3MEHEHUS MOPSIAKA TIOUPOBAHUSI.
BriepBrie TpomeMOHCTpHPOBAaHA BO3MOXHOCTD OTHO-
BPEMEHHOTO OIIpeeSIeHNsI CTAaHAAPTHLIX aHUOHOB,
OKCOTaJIOTEHUIOB M aHMOHOB aJIKUI(MOCHOHOBBIX WU
raJIOT€HYKCYCHBIX KUCJIOT Ha KOBAJICHTHO IMPUBUTHIX
aHnoHoo6MeHHUKax Ha ocHoBe I1C-/IBb.
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I'OPBOBCKAA u ap.

MULTIFUNCTIONAL POLYMERIC STATIONARY PHASES
WITH ENHANCED HYDROPHILICITY GRAFTED WITH
POLYETHYLENEIMINE AND POLYGLYCIDOL

A. V. Gorbovskaya?, E. K. Popkova®, A. S. Uzhel**, O. A. Shpigun®

@M. V. Lomonosov Moscow State University, Department of Chemistry, 119991 Russia, Moscow
*e-mail: anna_uzhel@mail.ru

Abstract. Two methods for increasing the degree of hydrophilization and screening of the sorbent matrix
based on a copolymer of styrene and divinylbenzene grafted with polyethylenecimine quaternized with
glycidol are proposed. The first method involves the polymerization of glycidol in the functional layer
by varying the pH of the reaction medium, and the second method involves modifying the matrix by
oxidizing the double bonds on its surface to obtain anchor epoxy groups. It was demonstrated that in
the first method, the optimal approach is the twofold addition of glycidol before and after the addition
of alkali, as in this case, the first addition of glycidol is consumed for the quaternization of polyamine,
and the second for polymerization in ion-exchange centers. The new method of matrix modification,
combined with the developed method of creating hydrophilic layers, significantly reduced the retention of
oxyhalides, haloacetic acids, and polarizable anions in ion chromatography with suppressed background
conductivity and amino acids in hydrophilic chromatography up to the point of changing the elution order.
The obtained stationary phases are suitable for the simultaneous determination of standard inorganic
anions, oxyhalides, and anions of haloacetic or alkylphosphonic acids in ion chromatography, as well as
for the separation of amino acids, sugars, and vitamins in hydrophilic chromatography.

Keywords: ion chromatography, polymer-grafted sorbents, polyglycidol, hydrophilization, polystyrene-
divinylbenzene, hydrophilic chromatography, epoxidation.
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XPOHUKA:

IV BCEPOCCUVICKASI KOH®EPEHIIUA 110 AHAJIUTUYECKOI
CIIEKTPOCKOIINN

C 24 1o 29 cents10pst 2023 1. B moc. OnbruHKa He-
najneko ot Tyarice coctosinack IV Beepoccuiickas
KOH(EPEHIINS 110 aHATTUTUISCKOM CIIEKTPOCKOIINM.
Bruto 3apeructpupoBaHo 266 4eaoBeK, U3 KOTOPHIX
0o0J1ee TOJIOBUHEI — MOJIONbIC YISHEIE, aCIIUPAHTHI,
MAaTrUCTPaHTHI U CTYIEHTHI. YUacTBOBAIM YUeHBIC U3
MockBbl U1 MocKoBcKkoit obyactu (92 yyacTHUKA),
KpacHopapa (28), Cankr-Ilerepoypra (24), Capato-
Ba (19), Exarepun0ypra (18), Upkyrcka (13), BopoHe-
xka (11), HoBocubupcka (9), Camapsi (8) u Jlarectana
(7). Beinu nipencrabiieHbl 31 yHUBEpPCUTET, 26 aka-
IeMUYECKMX M OTPACeBbIX HAyYHBIX MTHCTUTYTOB,
a Takxe pabOTHUKY pealbHOIO CEKTOPa 3KOHOMUKMU.
Opranuzanuio KOH(QEpeHIINH B3sUIa Ha Ce0sT KOMHCCHS
0 CeKTpocKonuu HaydHoro coBeta PAH mo ananu-
TUYECKOM XMMUM B TECHOM KOHTaKTe ¢ Kapeapoii aHa-
JMTUYecKOoi xuMun KybaHCKOTo rocyaapCTBEHHOTO
yHuBepcuteTa U MHCTUTYTOM criekTpockonuu PAH.

Ha xondepenuu caenano 10 mieHapHBIX JOKIa-
J0B (poto 1), 12 KiTIoUeBbIX CEKLIMOHHBIX, 53 YCTHBIX
u 192 creHnoBbIX coobieHus (¢oto 2). beiu npen-
CTaBJICHBI MTPaKTUYECKU BCE METOABl MHCTPYMEH -
TaJbHOIO CHEKTPaJbHOrO aHajlM3a — ONTUYecKas
CITEKTPOCKOITHS (3JIEMEHTHAsI U MOJICKY/ISIpHAsi), pEHT-
T€HOBCKasl CIIEKTPOCKOIIMS, MaCC-CIEeKTPOCKOIMS
C Pa3IMYHBIMM MCTOYHMKAMU MOHU3AIUKU 0Opa3slia.

B otnenpHbIE ceKIIMM ObLIM BBIAEIEHBI JOKIAIBI IO
aHaJn3y NPUPOTHBIX (0COOEHHO OMOJIOTUYECKUX)
1 TEXHOTEHHBIX OOBEKTOB, a TaK3Ke IT0 MaTeMaThuyde-
CKoi1 00paboTKe pe3y/IBTaTOB OIpeAceHu (XeMoMe-
Tpuke). C MpUBETCTBEHHBIM CJIOBOM K YYaCTHUKAM
KOH(pepeHIIMMN obpaTuiics npeacenateab Hayanoro
coBeta PAH 1o aHanuTtn4eckoil XMMNM aKkaJleMHuK
PAH I0.A. 3o10T0B.

B nmnienapHom noknane B.K. KapanpaiieBa u
A.1O. JIeitkuHa ObLI MpencTaBieH 0030p COCTOSIHUS
MeTOoa MacC-CIIEKTPOMETPHUU C UHAYKTUBHO CBSI3aH-
Ho1 11a3moii. OTMe4eHbl OCHOBHBIE TCHICHIIUM Pa3-
BUTUSI METOIA U OCHOBHBIE IIPOOJIEMbI — MATPUYHBIC
U CIIEKTpaJIbHbIe BIUSHUS, OTPaHUYEHMS, CBSI3aHHBIC
C MOATrOTOBKOI 00pa3ioB K aHaiu3y. BechbMa nHTE-
PECHBIMU OBUIM CTATUCTUIECKUE JaHHBIE O Pa3BUTUU
METOIAa B pa3IMYHBIX CTPaHAX, a TAKXKe aHAJINA3 ITy0-
JIMKALIMOHHOM aKTUBHOCTH 3apyOesKHBIX U POCCUT-
ckux aBTopoB B 0061actu MC—-HMCII 3a aToT niepuon,.
BaxHoit nHdopManueit 661 0630p TEKYLIEro COCTO-
STHUS TIpUOOPHOIM 0a3bl ¥ IIPOM3BOAUTENEH, YKa3aHbI
mpuOOPHI, IOCTYITHEIE B HaCTOsIIIIee Bpems B Poccun.

B ouenn nHTepecHoM coobiieHuu b.b. JI3anTuena
OXapakTepr30BaHbI CIIEKTPOMETPUUECKUE OMOAHATN -
TUYECKHEe CUCTEMBI C MCTIOJIb30BaHWEM HAaHOUYACTHII,

®oro 1. [TnenapHoe 3acenaHue.
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®oro 2. Ha cTeHmoBOit ceccuu.

MIPUHLMITE MX GYHKIIMOHNPOBAHUS U 3a1a91 HOBBIX

pa3pabotok. B noxmane A.A. KaMHeBa paccMOTpEHBI

HanboJiee 3HaYNMMBIe 0COOEHHOCTH ITPOOOTIOATOTOB-
KM OaKTepuaJIbHBIX KJIETOK (B COCTaBe Pa3IMUHBIX

00pa310B baKTepuabHBIX KYJIBTYP), a TAaKXKe UHTEP-
MPETALUS IKCITEPUMEHTATBHBIX CIIEKTPOCKOMMIECKIX

JMaHHBIX U1 Hepa3pyllaloliero ananusa (in situ v in

Vivo) METOIOM MH(MPaKpaCHOU! CEKTPOCKOMMUH C Mpe-
obpaszoBanueM Pyppe. M.A. BoibIIOBEIM IIpenCTaB-
JIeH 0030p OTHOCUTEJIFHO MaJIO U3BECTHOIO MHOTHM

aHaJIMTUKAM METO/Ia TUarHOCTUKH C UCITOJIb30BaHUEM

KOMITaKTHBIX IIepecTpanuBaeMbIX I10 IJIMHE BOJIHBI

reHepaluy JMOAHBIX Ja3epoB. KpaTko oxapakTepu-
30BaHbl (QU3UYECKHE OCHOBBI METOMA AOCOPOIIMOH-
HOI CIIEKTPOCKOITMY C TUOIHBIMU JIa3epaMHM 1 TIPH-
BEICHEI IIPUMEPbl KOHKPETHOTO €r0 IIPUMEHEHMSI.
B noxnane M.B. Ky6pakoBoii mpuBeaeHbl MPUMEPHI

HCTIOJIb30BaHMS aTOMHO-CITEKTPAIbHBIX METONOB IIJIST

HCCJIeNOBaHUS CBOCTB U ITOBEACHMS MaJIOpa3MEPHBIX

MAarHUTHBIX MaTepPUAJIOB B OMOJIOIrMYECKUX CUCTEMAaX

(B ecTecTBEeHHBIX yCIoBUsX). A.A. Tlynbiiies npeacra-
BWI IIETATbHENRIIINI 0030p TUTEPATYPhI IO ATOMHOMY

cnektpaibHoMy aHanu3y (ACA). PaccmoTpeHo 60-
see 5 000 KHUT, OIMyOIMKOBAaHHBIX B TTepuon ¢ 1870 T.
IO HAIIIETO BpeMEHM, OTMEUCeHBI KHUTH, HanboJiee

nHTepecHbie i pa3Butus ACA. [IpakTndecku Bce

KHUTY 0030pa pealbHO MPUCYTCTBYIOT B UHTEepHeTE,
U K HUM UMEEeTCsI IIPSIMOM JOCTYII.

B noknane C.H. IIITeikoBa gaH 0630p HAHO-
CIIEKTPOCKOIIMY KaK HOBOI'O HalpaBJIEHUS, 00be-
IUHSIONIETO pa3JIMYHbIe METOIBI CIIEKTPOCKOIINH,

KYPHAJI AHAJTUTUYECKON XUMHUU TomM79 Ned

MMO3BOJISIIONINE UCCIICIOBATh WIN XapaKTepru30BaTh
00BEKTHI C HAHOMETPOBBIM ITPOCTPAHCTBEHHBIM pa3-
pemreHrueM. OTMEUEHO, YTO HaHOMAaTePHUaJbl SIBIISIIOT-
CsI CJIOKHBIMU OOBEKTaMU, [IJISI MX XapaKTepu3alun
TpeOyeTcsa KakK XUMHUIecKasl, TaK ¥ (pu3ndecKas MH-
dopmanus. B noknage A.3. TemepaaiieBa paccMo-
TPEHbI ACTIEKTHl IPUMEHEHUSI COBPEMEHHBIX METOIOB
XpOMAaTO-MacC-CIEKTPOMETPUHM B LIEISIX IIPOBENCHUS
OMoaHAIMTUYSCKUX UCCICNOBAHUI, BKITIOYasl CII0-
COOBI TOATOTOBKM MPOO K aHAIU3y, a TAKXKe pa3iny-
HBIE TIOIXONBI K AETEKTUPOBaHUIO aHaMTOB. Ocoboe
BHHMaHH1E OBLIO YAEIEHO HelleJIeBOMY CKPUHUHTY
C UCIIOJIb30BaHNEM MAaCC-CIIEKTPOMETPUN BEICOKOTO
paspenreHus. ITokazaHbl BO3BMOXXHOCTHU M OrpaHUyYe-
HUsI, CBSI3aHHbIE C UHCTPYMEHTAJbHBIMU OCOOEHHO-
CTSIMU COBPEMEHHOTO aHAIMTHIIECKOTO 000PYIOBaHMSL.
B noxnane A.1O. BoromonioBa 06cyk1aanuch OCHOBHBIE
OTJIMYMSI ONTUYECKUX MYJIBTUCEHCOPHBIX CUCTEM OT
HMCIONB3YIOIINXCI B TPATUIIMOHHOMN JIabopaTopHOM
CIIEKTPOCKOIINH CUCTEM, PACCMOTPEHBI TCHICHIINN
pPa3BUTHS MYJIBTUCEHCOPHOTIO MOAXOAA B CIEKTPaTh-
HoM aHanu3e. [IpuBeneHbl IpUMephbl AeHCTBYIOLINX
CHCTEM 1 MX MCIIOJIb30BAHUS B PA3IMIHBIX IPAKTHYE-
ckux obnactax. B noknane A.I. Pesenko u I'.B. TTaui-
KOBOI 00CYXI€HBI pe3y/IbTaThl UCCAENOBaHUIA B Tpa-
JUIMOHHBIX 00J1acTsX mpuMeHeHust PDA (reonorus,
OMOJIOTHSI, ApXEOJIOTHSI, METAJUTYPTHsl) ¥ TCHICHIINI
pa3BUTHS B HEKOTOPBIX HOBBIX 00JIACTSIX MCCICHO-
BaHUs (MepeolieHKa 3HaueHU i (pyHAaMeHTaIbHbIX
mapaMeTpoB, IIPMMEHEHNE B HAHOOO0JIaCTU 1 B KOC-
MOXUMUHK). PaccMOTpeHbl 0COOEHHOCTU MTPUMEHEHMS
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Doto 3. DKCIIO3ULIUST PUPM.

BapuaHTa PMA ¢ 1oTHBIM BHEIITHUM OTpaXkeHUEeM —
P®A-IIBO. ITnpencraBieHbl pe3yIbTaThl IIpUMEHE-
Hust Metona PDA st aHaM3a HaHOYACTULI.

HMHTepecHbIe pe3yabTaThl ObUIN MTPEACTABICHbI
B nokianax B.I1. KomoToBa (poib mpo0omoaroToBKu
IIpU OTpeAeIeHUU 3JIEMEHTOB METOIaMU Ha OCHOBE
HCII), A.N. CanpbikrHa (UCTIOJIb30BaHWE KOMILIEKCA
aTOMHO-CITEKTPaJIbHBIX, MaCC-CIIEKTPOMETPUICCKIX
U 3JIeKTPOHHO-MUKPOCKOIMUYECKUX METOIOB JIsI pa3-
PabOTKM HOBBIX METOIOB OUMCTKM BEIIECTB U CUHTE3a
MaTepHUAIOB 1 TOHKUX IUICHOK C 3aIaHHBIMU (pU3K-
KO-XUMUYEeCKUMU cBoiicTBaMu), B.b. BapaHosckoit
(BozmoxHocT AAC ¢ 1CITOJIb30BaHUEM UCTOYHMKA
HeIIpephIBHOTO criekTpa), A.A. [peuHnkoBa (HOBBII
BapuaHT AETEKTUPOBAaHUS PA3IMYHBIX COSTUHEHU
METOIOM “MSTKON” MOHU3ALIMU MOJIEKYJI JIAa3€PHBIM
H3JIy4YeHUEM C PeTUCTpalliell OTpUIIATEIbHBIX HOHOB),
U MHOT'ME IpyTHUe.

IlomBoms uror aToMy KpaTkomMy 0030py, MOXHO
YTBEpPXIaTh, YTO HA KOH(MEPEHIIMU OTYETINBO IIPO-
SIBUJIWCH IBE OOIIEMUPOBHIC TEHACHIIUN — 3HAUM -
TEIbHOE YBEJIMUCHME YMCJIa HOBEIX METOIOB aHAIM3a
OuroIorMYecKux o0pas3loB U METOAOB aHAIM3a HAHO-
00BbeKTOB. [1pu 3TOM HAaHOYACTUIIBI SIBJISTIOTCS KaK
00BEKTOM MCCIIEIOBAaHMIA, TAK M1 THCTPYMEHTOM B aHa-
JINTUYECKUX UCClIenoBaHuUsIX. JIocTaTOUHO cKa3aTh, UTO

XKYPHAJI AHATUTUYECKON XUMUU

BOJIbIIOB, TEMEPIOAIIEB

u3 10 mueHapHbix gokiaanoB B naTtu (b.b. JI3aHTtuena,
A.A. Kamnena, C.H. IlITeikoBa, N.B. KybpakoBoii

u A.3. TemepaalieBa) o0CcyXaanuch pa3jaindyHble Ba-
pUAHTHI aHAJI3a HAHOOOBEKTOB 1 UX MCITOIb30BAHUS

IUTST XapaKTeprU3alnuy OMOJIOTMYECKIX 00pa3IioB. DTO

ITOKA3bIBAET, YTO POCCHUIICKAS aHATUTHIKA HAXOMUTCS

B pycJie 00IIeMUPOBOIO Pa3BUTHUS HAyKU.

Cocrostuch noKjaabl GUPM — CIIOHCOPOB KOHGe-

PEHILIH, TIPOU3BOASIINX U IIPOJAIOIINX CITIEKTPahb-
HO€ aHAJTUTUYECKOE OOOPYIOBAHUE U KOMITOHEHTBI
(¢poto 3). OprkomureT KOH(DEPEHIMK OYeHb OJIaronapeH
BceM (hrpMaM, IIPUHSBIIAM IIPUITIAIIEHUE U ITONIEP-
XKaBIIUM (pruHaHCcOoBO KoHpepeHuio: OO0 “HKII
“JIABTECT”; OO0 “BMK-OnrosnekTpoHuKa”;
000 “Anprumen”; OO0 “HITO “CITEKTPOH”;
BioinnLabs; OO0 “Dkpocxum™; OO0 “Menutsk”;
000 “BHuepronad”; OO0 “Xummen”; OO0 “Cu-
oupckue AHammTaeckre Crucremsr”; OO0 “Ipyrmma
Ait-OM-Cn”; AO “TB3JI”. Pan ¢upm npencraBuin
00pa31ibl HOCTaBIsIEMbIX €IMHUL 000PYI0BaHUSI, pac-
XOIHBIX MaTepHUAJIOB.

M.A. boavuios, 3.A. Temepdaues
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