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Benopycckuin rocyAapc TBeHHbI yHuBepc TeT, MUHCK, Benapych

PaspaboTaHbl HOBble 3P (EKTUBHbIE METOANKN IKCTPAKLMOHHOW Npo6oNoArOTOBKY 1
nocnefyoLLero onpegeneHns oCTaTOYHbIX KONNYECTB LudaydeHamua B Boge, Noy-
Be, A6N0Kax 1 orypuax MeToA0M ra3oBoii XpoMaTorpauu ¢ a1eKTPOHO3axBaTHbIM fe-
TEKTMPOBAHWEM. Y C/I0BUA IKCTPAKLMOHHOIO U3BNeYeHUA uudaydeHammaa ns3 atux
MaTpuL, a TaKXKe OYUCTKM 3KCTPAKTOB N0A06paHbl HA OCHOBAHWM NIUTEPATYPHbBIX faH-
HbIX MO PacTBOPUMOCTM UNPIydheHaMuUa B BOe U OpraHUYecKux pacTBOPUTENAX U
3KCNEPUMEHTaIbHO MOYYEHHbIX KOHCTaHT pacnpefeneHuns undnydeHamumga. Ans ns-
B/IeYEHUS DYHIULMAA UCMONb30BANIW aLeTOHUTPWUII, BOLHO-aLEeTOHUTPUIbHYIO CMECh
M rekcaH. OYMCTKY 3KCTPaKTOB OCYLLECTBAANM pacrnpefesieHneM MeXay rekcaHoM v
BOJOM, & TaK)Ke rekCaHOM M BOLHO-aleTOHUTPUIbHON cMecbio. CTeneHb n3BJeye-
HUS undydeHammia no pa3paboTaHHbIM MeToAMKaM cocTasnsna ot 84,0 % 13 a6/710K
fo 101,8 % 13 BoAbl, CTAHAAPTHOE OTK/IOHEHMe He npesbiwano 7,1 %. MNpegensi onpe-
feneHus: B Bofe —0,05 mkr/am3, nouse u s610kax —2,5, orypuax —20 MKr/kr.

New efficient methods of extraction sample preparation and subsequent determination

of cyflufenamid residues in water, soil, apples and cucumbers by gas chromatography

with electron capture detection was developed. The conditions for the extraction of
cyflufenamid from these matrices, and conditions for the purification of the extracts,

were selected on the basis ofthe Uterature data on the solubihty of cyflufenamid in water

and organic solvents, as weU as on the basis of the experimentaUy obtained distribution

constants of cyflufenamid. Acetonitrile, an aqueous-acetonitrile mixture, and hexane

were used for the extraction ofthe fungicide. The extracts were purified by the distribution

between hexane and water, as weU as between hexane and a water-acetonitrile mixture.

The recoveries of cyflufenamid according to the developed methods were in the range

from 84.0 % (apples) to 101.8 % (water), the standard deviation did not exceed 7.1 %. The

limits of quantification of cyflufenamid in analyzed matrices were the following: water —
0.05 pg/dm3 soil and apples —2.5, cucumbers —20 pg/kg.

KrtoueBble CNOBA: XMNAKOCTHAs aKCTpaKuus; uudaygpeHamnz; MeToanka npo6onoaro-
TOBKM; ra3oBas Xxpomatorpadus; Boaa; nousa; S16/10K0; oryped,.

Keywords: liquid extraction; cyflufenamid; sample preparation technique; gas
chromatography; water; soil; apple; cucumber.
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HoBbIM NecTUUNAOM, NPOXOAALMM PErncTpaLMoHHbIe ncnoiTaHns B bena-
pycu And 3alnTel orypua u a6noHn, asngetca @yHruumg Ungenn Ton 140, AK
(125r/gm3gmdeHokoHasona + 15r/gm3undnygeHammaa) pupmbl CuHreHTa Kpon
MpoTekwwn AT (LU seliyapus). OA4HO 13 TpeboBaHWIA perncTpaLMoHHbIX UCMbITa-
HWIA NeCTULMNA0B —HaNMYme afanTMpoBaHHbIX Ha TeppuTopun benapycu meToan-
YECKMX yKa3aHWii Mo onpeaeneHnto 0CTaTOUYHbIX KOIMYeCTB BXOAALLMX B UX COCTaB
[eiCTBYIOLMX BELECTB B CE/IbCKOXO3ANCTBEHHOW NPOAYKLMN 1 06bEKTaX OKpY-
Xarowel cpefibl. AfanTupoBaHHas MeTOAMKa aHaM3a B Bofe, noyse, A6/10Kax u
orypuax leicTByHoLLero BellecTsa LudnypeHammna, BXoaLLero B coctas Lingenv
Ton 140, 0 HacToALWLero MoMeHTa B benapycu oTCcyTCcTBYeT.

UngpnydpeHamng —rugpoobHoe TepMuyeckn ctabunibHoe BewecTso [1].
B cTpyKTypy Monekyn uupnygpeHaMmuia BXOAAT apOMaTUYECKNE N CUMbHbIE 3/1EK-
TPOHOaKLenTopHble rpynnbl (puc. 1). Mostomy undnyheHamns MoXHo onpege-
NATb KaK MeTojamu ra3oBoi xpomartorpafuu ¢ 3/1eKTpOH03axBaTHbIM JeTeKTUpo-
BaHueM (IMX-[433) nnu macc-cneKTpoOMeTpPUYeCKUM
petektupoBaHuem (TX-MC), Tak 1 XULKOCTHOM
Xpomartorpagun ¢ ynbTpanoneToBbiM UIN Macc-

CMEKTPOMETPUYECKUM [IeTEKTUPOBaHWEM [2—T].
CerofHs n3BeCTHbl METOAUKU KOJIMYECTBEHHO-
ro KOHTPOASA OCTaTOYHbIX KO/IMYECTB KakK MHAVBU-
[lyanbHOro Beuectsa uugnygpeHamumga [2—5], Tak
N O4HOBPEMEHHOrO ero onpegeneHns COBMECTHO C
apyrumu nectuungamu [6—]. V13BecTHbI Cnocoo6sl
aHanusaundgnyheHammnia B Boge, noyse, BUHOrpaje
N BUHOrpagHOM COKe ¢ ncnosb3oBaHuem MX-433 un
TX-MC [2, 3]. Puc. 1 CTpykTypHas

B meToguke [%] umd)nyd)eHalvm,q n3BneKanm m3 dopmyna uudnytheHammaa

BOZbl TPEXKPATHOWN 3KCTPAKLMENn JUXTIOPMETAHOM,
OMX/TIOpPMeTaH ocyLlann 6e3BoAHbIM CyNb(aToM HaTpus 1 ynapmeanum gocyxa. Cy-
X0l 0CTaTOK pacTBOPSA/IN B CMecu MeTaHON —BoAa (06beMHOe COOTHOLLEHMe 1 :9)
M oumLLann Ha KapTpuaxe Ans TBepAoasHOM IKCTpaKLmm ¢ NPpUBUTON OKTase-
LUWUNbHON ha3oid. Mocne aTOro aKCTPakT ynapusanu Locyxa, pacTBOPS/IN B aLeTo-
He 1 aHann3npoBaIn razoxpomaTorpauyecku.

3 nousbl uudnypeHamus no MeToanke [2] nssnekanu AByKpaTHOM 3KCTpak-
Linein cmecbto aueToH —Boga (06beMHOe COOTHOLWEHME 4:1). DKCTPaKT PUILTPO-
Ba/iv, 0CAfOK Ha (YM/IbTPE NPOMbIBA/IM CMECbIO aLeTOH —BOAa C TeM Xe COOTHO-
LLIEHVIEM KOMIMOHEHTOB. ANIMKBOTY 06 b€ANHEHHOTO OT(U/ILTPOBAHHOIO 3KCTPaKTa
ynapusanu 40 BOAHOI0 0CTaTKa, a 3aTem pa3bas/isaiv BOAHbIM PacCTBOPOM X10puaa
HaTpud. /13 BogHOro pacTsopa LuudyheHaMmn n3snekanm n o4nLLanm aKCTPaKThbl
no MeTOZMKe NPo60oNoAroTOBKM BOAbI, ONMUCAHHOWA BbILLE.

13BECTHbI MOX0XKMe METOANKM AN1F ONpefeneHns uudnydeHamMuia B BUHOrpaje
“ BUHOTpagHom coke [3]. OTnnume cocTonT B TOM, YTO M3 BUHOTpaga LunygeHa-
MW 13BMIEKaNIN CMechbto aueToHnTpun (AH) —8oaa (06beMHOE COOTHOLLEHME 8 : 3),
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a BUHOTPaaHbIin COK pa3baBnsnu cmecbto AH —Boaa (06beMHOE COOTHOLLIEHME 7:1)
M OXNaXaanu B XONOAWUNbHUKE B TedeHne 1—2 4. 3aTeM aKCTpakT (pa3bas/ieHHbIV
COK) (hmnbTpoBanu, pazdbaenanu aueToOHUTPUIOM 40 (DUKCUPOBAHHOTO 06beMa, OT-
Gvipann aIMKBOTY, KOTOPYHO ynapmsanu gocyxa. Cyxol 0CTaToK pacTBOPA/IN B CMe-
CW MeTaHON —BOoja (06beMHOe COOTHOLLEHME 1 :9) 1 0UMLLaNN Ha KapTPpuaxXe Ansa
TBEPAOMA3HOW 3KCTPaKLMMN aHANOTMYHO ONMUCaHHOW BbiLe npoueaype npobonos-
rOTOBKM BOfbI.

Ha3BaHHble METOAMKM OCHOBaHbI Ha UCMO/Mb30BAHUN KaK LUMPOKO JOCTYMHO-
ro MX-A33, Tak n 6onee goporoctosiwero MX-MC o6opyf0BaHNA 1 XapaKTepnsy-
HOTCA HU3KUMW Npeaenamm obHapyxeHus (0,1 MKr/am" B Bofe 1 0,01 MI/KI B N0Y-
Be, BMHOrpaze 1 BMHOrpagHoOM COoKe). B T ke BpeMs OHM OBO/IbHO TPYAOEMKME,
AMTeSIbHbIE U MHOTOCTafMIHbIE, & TaKXKe BK/IHOYAK0T CTaaun IKCTpaKLum Auxnop-
MeTaHOM (aHann3 BOAbl U MOYBbI), OT KOTOPOro (KaK 1 ApYyrux XJI0poOpraHnyecknx
pacTBOpUTENein) B COBPEMEHHOM 1abopaToOpHON NpakTnKe CTPEMATCA 0TKasaTbCs
B N0JIb3Yy MeHee TOKCUYHbIX BellecTB. OYeBUAHO, NPUBEAEHHBIE Bbille METOAUKN
HY>XJA0TCA B YMPOLLEHUN Y ONTUMU3ALLUN,

CyLiecTByeT TakXKe JOBO/IbHO ANnTeNbHas U TpyJoeMKas 23-cTaguiiHas MeTo-
AVKa npobonoaroToBKM NOYBLI C MOCAEAYOWMM OnpeLeneHnemM MUKPOKOINYECTB
unhnydeHammnaa MeToa0M BblCOKO3W(EKTUBHOM XNAKOCTHOW XpomaTorpadum
(BOXXX) c TaHAEMHbIM MaCC-CMeKrpOMEeTPUYECKUM AeTEKTUPOBaHUeM [4]. Nomu-
MO TPYZL0EMKOCTU €€ LUIMPOKOMY pacnpoCTpaHeHNo NpensaTCTBYeT He06X0ANMOCTb
MCMOJIb30BaHMA LOPOroCcToALLEro 060pyA0BaHMS.

V3BecTHa MeTOAMKa OnpefeneHnsa 0CTaTOUHbIX KO/IMYeCTB uuiyeHammia B
MOPKOBUW, OCHOBAHHas Ha ero N3Bfie4eHUN 3TUNaLeTaToOM, OUNCTKE IKCTPAKTOB Ha
KOMIOHKaX C aKTUBMPOBAHHbLIM YI/1eM U OKCMA0M a/IloOMUHNA U NOCNeayoLLLeM aHa-
Nn3e IKCTPaKToB MeTogoM MX-MC B pexunme oTpmLaTenbHON XUMUYECKOM NOHW-
3aumm [5]. MeTtognka xapakTepu3yeTcs 40BOJIbHO HU3KUM MPeSenoM onpejeneHuns
(5 MKr/Kr), oagHaKo [0BO/IbHO TPyA0eMKa. 3 HefloCTaTKOB CTOUT OTMETMUTb TaKXKe
OTHOCWTE/IbHYHO JOPOr0BM3HY MAaCC-LeTeKTOpa M OTHOCUTE/IbHYH HECTAOUILHOCTb
NnoJiyyaembIX pe3y/ibTaToB: CTEMNeHb n3BneyeHns ot 74,9 o 94,6 %, oTHoCUTENbHOE
cpefHeKBaApaTMyHoe oTKNoOHeHUe (OCKO) = 9,7 %.

B pa6ote [6] undnygpeHammg coBMecTHO co 185 gpyrumu nectuungamu ms-
BAieKann U3 GPOKKOMN, CnapXun, MOPKOBWY, LWINUHATA, rpuboB, LBETHOW KanycTsbl,
anenbCUHOB 3TUALLETATOM M OYMLLAIN HA KOMIOHKE C CU/IbHbIM aHUWOHOOOMEHHN-
KOM (NepBUYHbLIM-BTOPUYHBLIM aMUHOM). B aKkcTpakTax uudnygpeHammu onpeae-
nann metogom MX-A33 n MNX-MC. CreneHb nssnedyeHns cocrasnana 60—100 %.
OTHOCUTENBbHO APYrMX MeTOLOB Npesen onpegeneHns ungnyheHamma 6611 0THO-
cuTenbHo BbICOKMM (0,1 Mr/kr). CTOMT OTMETUTb, YTO UCMO/b30BaHNE KOJIOHOK A1
3KCTpaKL MM HECKO/IbKO YNpPOoLLaeT npoLuesypy npobonoroToBKy, 0LHaKO He 13-
6aBnseT OT NPUMEHEeHUs OpraHMYecKnx pactTsopuTenein. OHM HYXHbI Kak Ha CTa-
AVN N3BNeYEeHNA NecTULMaa U3 MaTpuLbl, Tak U ANd NOATOTOBKM KapTpuaxa nnm
KOMOHKW AN1 O4YMUCTKM, CMbIBa C HUX COPOMPOBaBLUEroCs aHamTa.
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LUndnyheHamng Takxke onpegensnn metogom BIOXX ¢ TaHAeMHbIM Macc-
CNEKrpoMeTpMYECKMM feTeKTupoBaHuem [7] ¢ npo6onoAroToBKOW N0 METOAN-
Ke QUEChERS, 3akntouaBLueiics B aKCTpakummn aueToHnTpuaom (1 cM3AH Ha 1r
MaTpuLbl) B MPUCYTCTBUM Cy/bhaTa MarHus u Xnopuga HaTpus v AUCrnepcuoHHOM
TBEepAO(ha3HOM 0YNCTKE C Ucnonb3oBaHMeM PSA-copbeHTa (3TUNEHANAMUH-H-
nponun-cunokean). CTeneHb n3snedeHnsa uuhnyheHammaa n3 MOPKOBKN COCTaBs-
na79 £ 7%, n3wnuHara—109 + 3 %. Mpegen obHapyXeHNsA COCTaBNAN 5 MKI/KT.
BBuay A0pOroBr3Hbl M HeLOCTAaTOUYHOW pacnpocTpaHeHHocT BIXKX-MC/MC
obopynoBaHuA B benapycu faHHbIi MeTOL He MOXET UCNO/b30BaTbCA AJ1F PYTUH-
HbIX ONpPejesieHNin 0CTaTOUYHbIX KOMIMYECTB NECTULMAOB U HYXAaeTcA B agantaunv
ANs NpUMeHeHnsa Ha 6onee LOCTYMHOM 060py0BaHUN.

3 nuTepaTypHbIX faHHbIX CNefyeT, YTO U3BECTHbIE K HACTOALLEMY BPEMEHM
METOAUKN onpeeneHnsa uudaydeHamMmmnaa xapakTepusyoTca TPyA0eMKOCTbIO,
ONMTENbHOCTLIO U/MNN MOAPa3yMeBaroT UCMO/Ib30BaHWE AOPOrocTosLLero obopy-
[,0BaHNA, YTO NPENATCTBYET UX LUIMPOKOMY pacnpocTpaHeHunto. Kpome Toro, oTcyT-
CTBYIOT HEO6X0MMble AN1A peructpauun gyHruymaa Ungenn Ton 140, 4K meTo-
OVKW OnpefeneHns 0CTaTOYHbIX KONMYECTB LudnydeHammaa B orypuax n s6/1okax.

Lienb paboTbl —pa3paboTKa NPoCTbIX, 3KCMNPECCHbIX, 3PPEKTUBHBLIX U OTHO-
CUTENbHO JeLleBblX METOAMK 06HAPYXXEHUSA 0CTaTOUYHbIX KOIMYeCTB LudnydeHa-
Mua B BoZe, noyse, A6/10Kax 1 orypuax ¢ Ucrnosb3oBaHveM MeToza rasoBoi Xpo-
martorpafuu ¢ 3aNeKTPOHO3axBaTHbIM JeTEKTVPOBaHNEM, OT/IMYAIOLLUXCA BbICOKOWA
TOYHOCTbIO, HaJEXXHOCTHH, MOBTOPAEMOCTLIO PE3Y/IbTaTOB Y HU3KUMU NpejesiaMmm
onpeaeneHus.

METOOVKA 3SKCMNEPUMEHTA

PeakTuBbl. /icnonb3oBanu aHaIMTUYECKUIA CTaH4apT uudaygpeHammaa pupmbl
CuHreHTa (LUBeiuapus) ¢ cogepXkaHmem oCHOBHOro BewecTtsa 99,0 %; aLeToHuU-
TpWUN ANA rpagneHTHon BOXKX; alueToH, X. Y.; rekcaH, X. Y.; aMMOHWIA CEpHOKUC-
NbIRA, 4. 4. a.; a30T cxXaTblil B 6afnoHax ¢ 06beMHONM foneid asoTta 99,996 % (ras-
HOCUTeNb). [JleMOHN3NPOBaHHYO BOAY NOyYasiv C NOMOLLbH CUCTEMbI MOATOTOBKM
Bogbl Direct-Q 3 UYSystem (Millipore, CLLUA).

O6opygosaHve. [1ns xpomartorpagmyeckoro aHanv3a nosb30BaMCb rasoBbiMu
XpomaTorpadamu ¢ LeTeKTopamn 3/IeKTPOHHOI O 3axBara.

AHanM3 3KCTPaKTOB OrypLos. XpoMaTorpamyeckunii aHanm3 npoBoAUIN Ha ra-
30BoM xpomaTtorpage Kpuctann 5000.2 pupmbl 3A0O CKB «XpomaTak» C feTeKTo-
POM 3/1EKTPOHHOI 0 3axBaTa. XpomaTorpauueckoe pasfieneHne oCyLLecTBAIMN Ha
KanunnapHou xpomaTorpagumyeckor KonoHke Rtx-5MS ¢gupmbl Restek AnnHoli
30 M, BHYTpeHHUM AnameTpom 0,32 MM, TONLWMHON HeNOABMXHOI (ha3bl 0,5 MKM.

AHann3 aKCTPaKTOB BOAbl, A6/10K 1 NOYBLI. XpOMaTorpaduyeckunin aHanms npo-
BOAMAM Ha ra3oBoM xpomatorpage Kpuctann 5000.1 gpupmbl 3A0 CKB «Xpoma-
T3K» C [IeTEKTOPOM 3/IEKTPOHHOTO 3axBaTa. [na xpomartorpaguyeckoro pasaene-
HWA NCNONb30BaNN KaNWIAPHYHO XpoMaTorpaguyeckyro KoioHKy Rxi-XLB gupMmbl
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RestekwiHHOIii 30 m, BHYyTpeHHUM guameTpom 0,32 MM, TONLL,MHON HEMOLBUXXHO
hasbl 0,5 MKM.

YcnoBusi Xpomaror padmpoBaHns

AHa/M3 3KCTPaKTOoB orypuos. Temnepartypa, °C: KOIOHKM —240, ucnapure-
na —275, fetektopa —310. [JaBneHue rasa Ha Bxofe B KONOHKY —140 KIa, cépoc
Ha genutene NoToka —15 CMIMUH. B faHHbIX YCNOBUAX BpeMS YAep>XXUBaHUA
ungnydeHammpa coctaBnsano 4,54 + 0,01 MuH, obliee Bpems aHannsza —15 MUH.
O6bem BBOAMMOM NPO6bl —1,00 MKA. JINHEHbIA Anana3oH 4eTeKTUPOBaHUA —
0,0500-5,00 Hr.

AHann3 aKCTPaKTOoB BOAbl, A6/10K 1 noyskl. Temnepatypa, 0C: ncnaputens —280,
KONOHKM —160 B Te4eHue 2 MUH, NOAHATUE 40 250 CO CKOPOCTLIO 9 °C/MUH, 130-
TEPMUYECKMIA yUHacTOK Npu 250 B Te4eHMe 18 MUH; geTekTopa —320. Hanps>xeHue
Ha cnupanu getektopa —150 MB. [JaBneHue rasa Ha Bxoge —120 klla. C6poc Ha
fenuntesnie NOToKa, CMYMUH: 0 B Te4eHMEe 1 MUH, 80 B TeYeHUE 2 MUH, fasiee nocTo-
AHHbI —20. B faHHbIX YCNOBMAX BPEMA YAepXXUBaHus LudnygpeHamma coctas-
nano 12,70 + 0,05 MuUH; obLiee BpeMs aHanm3da —29 MUH. O6bLeM BBOAMMOW Npo-
6bl —2 MK/. JINHENHbIN anana3oH geTeKTupoBaHus —0,010—1,00 Hr.

NaoeHTuukaymio ungnydpeHammnga nposBoAUIN Mo COMOCTaBleHUIO BpeMe-
HU YyAepXuBaHuUA NUKOB Ha XpoOMaTorpaMme C BpEMeHEM YAepXXMBAHUS MUKOB
CTaH4apToB.

[ns KonmyecTBeHHOT0 OnpegeneHns Mcnosib3oBany MeTos abCoNtoTHOM Kanm-
O6pOBKU.

MpuroToBneHne CTaH4aPTHLIX pacTBOpPoB. OCHOBHOW CTaHAAapPTHbLIA pacTBop
undnyheHammnia c cofepxaHnem 100 MKr/CM3roToB/IM PaCTBOPEHMEM 0,01010 T
npenaparta, cofepxatero 99,0 % AeliCTBYIOLLEro BelecTsa (4. B.), B aLeTOHe B Mep-
HOW Konbe Ha 100 cM3.

[nsa nocTpoeHnsa rpagyvpoBOYHOro rpaduka npu onpeaesieHnn CTerneHu n3sre-
YyeHus yupnydeHammaa n3 orypLos rotoBMan paboume ctaHAapTHbIE pacTBOPbI C
KOHUeHTpayuamu 5,00; 2,00; 1,00; 0,500; 0,200; 0,100 ©1 0,0500 MKrF/cCM3 13 OCHOB-
HOro CTaHZapTHOro pacTeopa LuugnygpeHammnia ¢ KOHLeHTpaLumen 100,0 MKr/cm3
COOTBETCTBYHOLLUM MOC/e0BaTe/IbHbIM pa3basieHnem aLeTOHOM.

[ns nocTpoeHUs rpagyMpoBOYHOro rpagmka npu onpeieneHnm CTeneHu nssne-
YyeHua umdnygeHammaa n3 Boael, NoYBbl U S6/10K roToBMAN paboune cTaHAPTHBIE
pacTBOPbI C KOHUEHTpauusamm 1,00;0,100;0,0200 1 0,0100 MKI/CM3 M3 OCHOBHOTO
CTaHAapTHOro pacTeopa uugnypeHammia ¢ KOHUEHTpaLmein 100,0 MKr/cM3 cooT-
BETCTBYHOLLUM MOC/ef0BaTe/IbHbIM pa3baBieHnem rekCaHoM.

PE3YJILTATBI N X OBCY>XXOEHVE

Pa3paboTKa MeToAMK NPO60MNOAroTOBKY BOAbI, MNOYBbLI, A6/10K N OrypLOB 414
OnpefeneHmns 0cTaToUHbIX KOMYECTB LudnygheHammnia 3akntovanacs B Bbibope yc-
NOBWIA 3KCTPaKLUK ANS MAKCUManbHO NOTHOTO U CENEKTUBHOTO M3BNEYEHNS NECTU-
UMaa n3 aHanM3npyeMbIX MaTpuL, a TakxKe YCN0BUIA OYMCTKN 3KCTPAKTOB OT MeLla-
tOLLMX NOCNeAYyoLWEMY XpOMaTOrpagnyeckoMy aHaim3y MaTpUYHbIX KOMMNOHEHTOB.
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Pa3paboTKa sKCTPaKLMOHHOM NPo60noAroTOBKM

PaspaboTka MeTOAMKN U3BNEYEHUA LndpaypeHammnga u3 aHann3npyembix
MaTpuL, U OYUCTKN 3KCTPAKTOB MPOBOAMUIACH C UCMOMb30BAHWEM NIUTEPATYPHbBIX
[aHHbIX N0 PacTBOPUMOCTM L nyheHaMmmaa B BOJe U OpraHuyecknx pactBopu-
Tensax (Tabn. 1), a TakKe Ha OCHOBAHWWM KOHCTAHT pacnpegeneHns ungpnygpeHamm-
42, 3KCNepuMeHTaNbHO MOMYYEHHbIX B faHHOM paboTe (Tabn. 2). Takol Noaxon
XOpOLLIO 3apeKoMeH0Bas cebs paHee npu pa3paboTke MeTOAUK OnpeseneHuns ne-
CTUUMAOB B BOJE, MOYBE N Pa3/IMUYHON CeIbCKOXO03SMCTBEHHON NPOAYKLUUN [8—10].

Tabmmua 1
HekoTopble (hM3MKO-XMMYECKME CBOMCTBa LiydytydeHammaa [1,11]

CBoiicTBO 3HaueHue
PactsopumocTb B Boge, mr/gm3npu 20 0C 0,52

PacTBOpMMOCTb B OPraHMyeckux pacTso-  X0podopM, AUX/IOPMETaH, aTunaue-

putensx, r/gm3npu 20 °C Tat, 6eH30/, KCUNOJ1, MeTaHo/, aLleToH,
aueToHuTpun > 196; H-okTaHoN —76,9;
H-rekcaH —18,6; H-rentaH —15,7.

Temnepartypa niaBfieHUs 62 °C

TemnepaTypa KuneHus 257 °C

JasneHune napos npu 20 °C 3,54 « 10“5MMa

maponutnueckas ctabunbHOCTb CrabuneH npu pH ot 540 9 npun Temnepary-

pe Bnnotb go 50 °C

Tabmmua 2

JlorapmdoMb KOHCTaHT pacrnpeaesieHns LdyydeHamnaa B SKCTPaKLVOHHBIX
cYCTeMax rekcaH —BofHbIe pacTBopbI aueToHUTpUNa (AH) npr 20 0C

Boga 2000 AH  40% AH 60%AH 80%AH 90%AH 95% AH AH
3,90 2,90 0,89 -5 -1,09 -1,37 -1,48 -1,56

3 paHHbIX, NpUBeAeHHbIX B Tabn. 1u 2, BUAHO, YTO UudnypeHamuns ssnseTcs
rMApPo(o6HbIM BELLECTBOM U €ro U3BfiedeHne U3 BoAbl —0BO/IbHO NPOCTas 3aja-
ya. V13 opraHnM4ecknx pactsopuTesieil Hanbonee CeNeKTUBHbIMU PACTBOPUTENAMM
NnpeLCTaBNATCA ankaHbl [8,9]. [na nocnefyoLero KOHLEHTPUPOBAHUSA IKCTPaK-
TOB yNapuBaHveM >enaTesibHo, YTOObl paCTBOPUTENb MES HEBLICOKYHO TeMMeparTy-
PY KUNEeHUA 1 Bbla 0THOCUTENLHO feLueB. M03ToMy 415 IKCTPaKLUy UCNonb30Banu
rekcaH. Utobbl o6ecneynTb ObICTPOE 1 Hanbosiee NONHOe pa3jefieHne aKCTpakLym-
OHHOW cUcTeMbl Ha (asbl, LenecoobpasHo NPUMeHATb BbiCa/IMBaHWE HEOPraHu-
4YeCKMMU CONAMMU, U3 KOTOPbIX Obla BblOpaH OANH M3 Hanbonee ahPeKTUBHbIX —
cyNbat aMMOHUSA.

3 nousbl necTuunibl 06bIYHO M3BMIEKAKT 3KCTPaKLMeil BOAON, NONAPHbIMU
OpraHVyeckMMmn pacTBOPUTENAMY U BOLHO-OPraHUYeCcKUMy CMECAMM Kak B Npu-
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CYTCTBUU BblCaNMBATENEN, TAK U 6€3 HUX. DKCTPaArnpoBaThb rmapoo6HbIR Lunudy-
(heHamMu/z, BOLOW NpeAcTaBnseTca KpaHe Hea(heKTUBHbIM. Mpu aKCTpakLmm op-
raHM4YeckKMMu pacTBOpUTENAMM 06bIYHO 06pa3yeTcs B3BECh MOYBbLI B paCTBOPUTENE,
KoTopas KpaliHe MefeHHO (hunbTpyeTcs. Mpu 3TOM M3BEYeHNe YacTo J0BO/Ib-
HO HM3KOE, NO-BUAUMOMY, 13-3a CU/IbHOM COPOLMM MNEeCTULMA0B Ha KOMIMOHEHTAX
noysbl. M03TOMyY NpeanoyYTeHe ObII0 OTAAHO IKCTPaKL MM BOLHO-OPraHNYecKn-
Mu cmecamn. OCHOBHaA 3afa4a 406aBOK BOAbl K OPraHM4eCcK1M pacTBOpUTeNAM —
CHUXeHMe CoOpOLMOHHON aKTUBHOCTU NOMIAPHbIX LLEHTPOB NOYBLI A4/11 YBENNYEHUS
MONHOTBI 3KCTPaKL MK BelecTB. B faHHO paboTe uudnydeHamug n3snekanu akc-
Tpakumen cmecbto AH —Bofa (06beMHOe OTHOLWEeHWE 4:1). Ana 0TAeNeHMs NOYBbI
N OCHOBHOW Maccbl BOAbl U3 3KCTpaKTa UCMOob30BaN CBOMCTBO BOAHO-aLeTOHMN-
TPUbHbLIX CMECeR paccnanBaTbCs Npu 4o6aBNEHUN HEOPraHNYECKNX CONe, Taknx
KaK xnopug Hatpus, cynbdat amMoHus, ruapodocdat kanusa n ap. [12,13]. obas-
NANN TaKXkKe CyNbghaT aMMOHUS HEMOCPEACTBEHHO B IKCTPAKLMOHHYIO CUCTEMY, CO-
[lep>kaLLlyto Moysy. 3TO NO3BONSI0 3HAYUTENBHO 061erYnTb U YCKOPUTL PUNBTPOBA-
HUe 1 ynaprBaHune 3KCTPAKTOB, MOCKO/bKY BCS MOYBa 0OCTaBanacb B OTAeNABLLEMCS
BOZHOM CJI0€ M B aLleTOHUTPUIbHbIV CNOK He nepexofuna. Mepef XpomaTorpagu-
YECKMM aHaIN30M 3KCTPAKT LOMO/HUTE/IbHO OUMLLANN OT TMAPOPUIbHBIX MaTPUY-
HbIX KOMMOHEHTOB pacnpejeneHneM B CUCTEME reKcaH —Bopa.

3 n3menbyeHHbIX A6M0K LupiyheHammz Takxke YCrnewHo n3seKanm aKce-
TpaKuuein cMecbto aueToHUTpUAa 1 Bogbl (4 : 1, no 06beMy). B oTanyme oT noysbl
maTpuua otaensnacb GunbTpoBaHMeM 6e3 0CobbIX 3aTPyAHeHWIA. 3 BogHO-aLle-
TOHUTPWUIBLHOTO 3KCTPaKTa LudayheHaMmng n3snekaam rekcaHom, Asif Yero aKc-
TpaKT npeABapuTeNnbHO pa3basnsnm BOLOW B 4 pasa v 06aBnsanm cynbgar aMMOHUSA.

3 n3amenbUeHHbIX OrypuoB LudaygpeHaMmma yCrnewHo n3snekanm auetToHnTpu-
nom. CTOUT OTMETUTb, YTO BC/IEACTBYE COLEPXKaHMA B N104ax orypLa 60/bLLIOoro Ko-
NNYecTBa BOAbI M NMepexofa BoAbl U3 MaTpULbl B aLeTOHUTPU (PaKTUYeCKn aKCTpa-
reHTOM BbICTyNana BOAHO-aLeTOHUTPU/IbHAA CMECh.

[ns obneryeHns oTaeneHnsa aueTOHUTPUIBHOIO 3KCTPaKTa 0T aHaIM3npyemol
mMaTpuubl, a TaKXKe 411 OTAeNIeHNA OCHOBHOM MaccChl BOAbl U3 3KCTPaKTa C Le/bto
06/1er4yeHnNs KOHLEHTPUPOBaHNA yrnapuBaHWEM Ha POTOPHOM BaKyyMHOM ucna-
puTene HeNOCPeACTBEHHO B 3KCTPAKLMOHHYIO CUCTEMY, COLEPXKaLLYHO aHaIn3unpy-
emMyto matpuuy, 4o6aBnsnun cynbgar amMoHUSA 1 rekcaH. "ekcaH fo6aBnsanu c Le-
NbI0 YMeHbLLEHWSA paCTBOPUMOCTM B aLeTOHUTPWAE BOAbI U Cy/baTa aMMOHUS, a
TakXke 419 OTAeNIeHNSA BbICOKOTMAPOGHOOHbLIX MAaTPUYHbBIX KOMMOHEHTOB.

Mocne acTpakLumm 1 LeHTPUGYrMpoBaHuy NoslyvyeHHas cMcTeMa paccnavsanach
Ha TPY XNAKKX C0SA: BOGHO-CONEBON (Hag 0CafKOM aHann3npyemoi MaTpuLbl v
HepacTBOPUBLUENCA YacTbO Cy/b(haTa aMMOHMNA), aLeTOHUTPU/bHBIA N TeKCaHO-
Bblli. N4 AanbHeLel 04NCTKM 0TOMpPanu annkBoTy CpeaHero aLeToHUTPUIbHO-
ro cnos.

3Ha4veHWsA KOHCTaHT pacnpegeneHus P, onpefeneHHbIX 3KCNepUMeHTaIbHO U/
paccyMTaHHbIX N0 PaCTBOPUMOCTAM LndnydeHaMmmia B rekcaHe, BoJe 1 aLeToHK-
Tpune (cM. Tabn. 2), CBUAETENIbCTBYIOT, YTO A1 OUNCTKN aLueTOHUTPUbHbBIX 9KC-
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TPaKTOB, MOMYYEHHbIX N3 PaCTUTENIbHOIO MaTepumana, MOXHO YCMeLHO UCNOo/b30-
BaTb 3KCTPaKLUMOHHYIO cucTemy rekcaH —20 % BOLHbIA pacTBOP aLeToOHUTPUA
(no 06bemy). Mpu aToM yudnygpeHammg 6yaeT ceNeKTUBHO U3BMIEKATLCA B FreKCaH,
a rmapounbHble BELLecTBa 0CTaHYTCA B BOLHO-aLeTOHUTPU/IbHON (hase.

MpobonoaroToBKa Bofbl, MOYBbI U PaCTUTEIbHOM NPOLYKLMN

Mony4yeHHbIe AaHHbIE MO IKCTPaKLuUy LuhnydeHamua no3sonuau paspabo-
TaTb KOHKPETHble METOLAMKW ero onpefeneHuns B peanbHbiX 06bekTax. OnucaHue
NX NPUBELEHO HUXeE.

Bopa. O6pasel, Boabl 06bemMom 400 cM3 MOMeLLLann B AeNNTENbHY BOPOHKY
o6bvemom 500 cm3, gobaenanu 50 r cynbgata aMMOHUA 1 NepeMeLlnBany 4o pac-
TBOpeHUs conun. LindnyheHamug n3snekanm gByms nopumnsmm rekcaHa no 40 cm3,
WHTEHCUBHO BCTPAXMNBAA LeNINTENIbHYI0 BOPOHKY B TEYEHME TPeX MAHYT. KCTPaKTbI
(PMNbTPOBASIN Yepe3 PULTP KCUHASA leHTa», 00beAnHANM 1 ynapmsann 1o ~ 0,5 cm3
Ha pOTOPHOM BaKyyMHOM ucrnaputene npu remnepatype 40 °C 1 BblgyBanun gocyxa
B TOKe Bo3fyxa. Cyxol 0CTaTOK B rpyLLEBMAHON Konbe pacTBopsnn B 1cm3rekca-
Ha. ANMKBOTY 2 MM3 BBOAW/IM B XpoMatorpad.

MouBa. O6pa3eL, NoYBbl Maccoii 20 r MoMelLLany B MI0CKOJOHHYH KOOy 06b-
eMmom 250 cm3, npnbasnsnm 20 cM3 AeMOHN30BaHHOK BoAbl, 80 CM3 aLeTOHUTPU-
Nna n 3KCTparnposany Ha nepeMeLlnBaroLLeM YCTPOWCTBE B TEYEHME 20 MUH NpU
25 °C 1 150 06/MunH. 3aTem B KOOy C MOYBOIN N CMeCbO ANS IKCTpaKLun fobas-
nann 151 (NH4)2SO4 1 nepemeLlnBany Ha nepeMeLlnBaroLemM yctporictee 10 MUH
npu 150 06/mMuH 1 25 °C. BepxHuii cnoii (6e3 noysbl) AeKaHTUPOBaIU U (UALTPO-
Ba/M yepe3 PUIbTP «CUHAA NeHTa». VI3 BOAHOIo €nos ¢ NoYBoW uugnydeHamung
3KCTparnposany 10 CM3aLeTOHUTPUNA, aLeTOHUTPUN AeKaHTUPOBAIN U (OUNLTPO-
Banu yepes ToT Xe GunbTp. O6BbeANHEHHbI 3KCTPaAKT ynapueanu Ao ~ 0,5 cmM3Ha
pOTOpHOM BaKyyMHOM ucnaputenie npun temnepatype 40 °C v BbifyBann focyxa B
TOKe Bo3ayxa (B Konbe BO3MOXXeH HebonbLol ~ 0,5 cm30cTaTtok Bogbl). K ocTaTky
po6asnanm 10 cMm rekcaHa, 1cm BOAbI U BCTPSAXMBAIN B TeYeHUe 2 MUH. BepxHuii
reKcaHoBbIi cnoi 0T6mpanu, ynapusanu 4o ~ 0,5 cM3Ha pOTOPHOM BaKyyMHOM UC-
naputene npu temnepatype 40 °C 1 BblgyBanu gocyxa B TOKe Bo3gyxa. Cyxoi ocTa-
TOK B rpyLueBuaHoli Konbe pacteopsanu B 1 cm3 rekcaHa. AMKBOTY 2 MM3 BBOAM-
v B XpomaTtorpad.

A6nokn. O6pasel, 1610K Maccoit 20 r nomeLany B NI0OCKOAOHHYO KOOy 06b-
eMmom 250 cm3. LinthnydeHammg nssnekanu 2-KpaTHoW aKCcTpakumnein 45 cm3 cme-
CU aueToHNTpMN —Boja (06beMHOe OTHOWeHMe 4 : 1) Ha yNibTPa3BYKOBOM H6aHe B
TeueHue 10 muH npu 25 oC. BepxHuii croii (6e3 A610K) LeKaHTUPOBann U Gunb-
TpoBasin yepes (MUbTP «CUHAS NeHTa». Obpasel, A6/10K npombiBany 10 cm3 cMecK
aueToHNTpMn —Bofa (06bLeMHOe OTHOWeHMe 4 @ 1) n hUNbTPOBaIN Yepes TOT Xe
punbTp. K 06befnHeHHOMY 3KCTpakTy gobasnanm 300 cm3Bogbl, 20 1 (NH4)2SO4n
nepemMeLlnBann Ha NepemMeLLnBaroLLem ycTpoincTee 5 MuH npu 150 06/muH n 25 °C
(no pacteopeHus conun). LlndnytheHamuna nssnekanm 2-KpaTHOM aKcTpakLueli no
50 cm3 rekcaHa Ha nepemelumnsatoLlem yctpoictee npu 150 06/muH 1 25 °C. Ans
OT[efleHUs rekcaHa 1cnob30Banu gennTensHble BOPOHKKM Ha 500 cm3. MekcaHoBbIe
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3KCTPaKTbl PUALTPOBANMN Yepe3 PUNbTP «CUHSSA NEHTa», 00beANHANN U ynapuBanm
fo ~ 0,5 Gnj Ha poTOPHOM BakyyMHOM vcnaputene npu temnepatype 40 °C v Bbl-
[yBanu focyxa B ToKe Bo3gyxa. Cyxoi 0CTaTOK B rpyLUeBUHOM KONGe pacTBOPAIN
B 1cm3rekcaHa. ANMKBOTY 2 MK/ BBOAW/IM B Xpomatorpad.

Orypupl. O6paseL, M3mMenbY4eHHbIX OrypuoB maccoi 10 r nomewanym B LEHTPU-
(hY>KHYH0 Npo6upKy 06bemoM 50 cm3, npnbasnanm 30 cm3aleToHUTpUna. MNpobup-
KY 3aKpblBa/i 3aBUHYMBAIOLLENCA KPbILWKOW N MHTEHCUBHO BCTPAXMBAIN 2 MUH.
[anee B npo6upky pobasnann 71 (NH4)2SO4 1 5 cm3rekcaHa u ewe BCTpAXuBanu
2 MUH. Mpobupky LeHTpugyruposanm B TedeHne 5 mmH npu 3000 06/MuH. U3 cpea-
HEro aLeToOHUTPUIBHOIO CNOA 0TOMpPanM annKBoTYy 25 cM3 1 ynapusanu ao ~ 0,3 cM3
Ha pOTOPHOM BaKyyMHOM ucrnaputene npu temnepartype 40 °C, a 3aTem BblLyBanu
Jlocyxa B TOKe Bo3ayxa. K cyxomy ocTaTKy o6asnsanm 2 cm3 rekcaHa, 0,5 cM3 cme-
CW aueToHUTpun —Boja (06beMHOe OTHOLWEHWe 1:4) N MHTEHCUBHO BCTPAXMBA-
NN 2 MUH. Focne paccnoeHns a3 HUXHUIA cnoli oTépackiBann, a BepXHUIA rekca-
HOBBbIV aHaIM3MPOBasIN razoxpomMartorpapuyecku, BBOAS B XpomaTorpadg aimkBoTy
06beMOM 1 MM3.

Pa3paboTaHHble METOANKM MPOBONOLIOTOBKY NO3BONNIN ONPeAensiTb Ludny-
theHamug metogom IMX-A33 B nccnefoBaHHbIX MATPULAX HA JOCTATOYHO HU3KOM
YPOBHE, conocTaBuMomM (B orypuax), a B page cnyyaes (B Boge, noyse, s16/10Kax)
HW>XE, YeM MO U3BECTHbLIM [0 3TOr0 MeToMKaM. Pa3paboTaHHble METOLMKN Xapak-
TepU3YHTCA BbICOKOM TOYHOCTbLIO (CTEMEHAMM U3BEYEHMNS), MOBTOPAEMOCTLHIO pe-
3yNbTaTOB M NO3BOJIAOT ONpPefeNiATh 0CTaTOUHbIE KO/IMYECTBa LunygeHammaa Ha
MaKC/MMasibHO fonycTuMom yposHe (MAY), ycTaHOB/IEHHOM B cTpaHax EBponeii-
ckoro Coro3a [14] n Poccumn[15], unn Huxe (8 benapycn MY He yctaHoB/eH [16])
C MOMOLLbIO LUIMPOKO pacnpocTpaHeHHOW ra3oBol XxpoMaTtorpaguu ¢ 31eKTPOHO-
3axBaTHbIM JeTeKTUpOBaHMeM (Tabn. 3 u puc. 2).

Tabmua 3

MeTpororndeckyie NapamMeTpb! paspadoTaHHbIX METOAMK OrpesesieHs
umdycheHammza B BOZE, MOYBE U PacTUTENbHOM NpodyKLyK, a Takoke MY
B cTpaHax Esponeiickoro Cotosa [14] 1 Poccum [15]

MeTposoriyeckme napaMeTpbl, Npu

MLY 8 [0BepuTENbHON BeposTHOCTM P = 0,95 1 uncne 3KCnepuMeHToB N =6
AHamm3n-  cTpaHax

pyeMbiii EC: Mpenen [nanaszoH CpenHee [osep.
0OBEKT pocc&m, onpefene-  onpegenseMblX KOH-  3HaueHne  CKO, uWHTepBan
MI/KT HUSA, MI/KT LieHTpauwid, Mr/kr - onpegene- %  cpefHero,
(mr/gm3 (mr/gw3 Hus, % %
Boga — 0% 5e|O-5- 2,510 3* 101,8 59 +4,1*%*
Mousa — 2,5+10"3 2,510 390,05 85,1 7,0 5,6
A6nokn 0.06; 0,05 2,5+103 2,510 39,05 84,0 7.1 5,7
Orypupl  0,05; 0,04 0,02 0,02-0,4 89,8 50 4,0

*3HauyeHua npuBeseHbl B Mr/am3.
**gq =8
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Puc. 2. XpomaTorpammMbl 06pa3L,oB BOAbl, MOYBbI, 16/10K 1 OrypLoB
6e3 [06aBKM (MYHKTUPHAs IMHUA) U C UCKYCCTBEHHOW f06aBKOA LnhnydeHammaa
(cnnowHas NMHMA), NOArOTOB/IEHHbIX NO pa3paboTaHHbIM METOLMKAM
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SAK/TFOYHEHWME

Pa3paboTaHbl NPOCTbIE, HafEXHble, OTHOCUTENILHO ObICTPble (2—3 4 Ha 4 06pas-
a) v feleBble METOAMKIN onpeseneHmns uugpnydeHammaa B Boge, noyse, a61okKax
1 orypuax LWMpOoKo pacnpocTpaHeHHbIM METOLOM ra3oBoi xpomatorpagmm ¢ anek-
TPOHO3aXBaTHbIM JeTEKTUPOBAHUEM.

MpeanoxXeHHbIe METOAUKM MPOBONOLIOTOBKY NO3BONNIN ONpPeLenaTb Lugny-
(heHamung B UCCnefoBaHHbIX MaTpuLax Ha AO0CTaTOYHO HU3KOM YPOBHE, COMocTa-
BMMOM (B orypuax), a B psge cnyyaes (B Bofe, Noyse, A6/10Kax) HUXe, 4eM MO U3-
BECTHbIM 10 3TOr0 MeTOAMKaM.

CteneHb nU3BneveHnsa uudnydeHammnga no paspaboTaHHbIM METOAMKAM COCTaB-
nsna ot 84,0 % un3 abnok go 101,8 % n3 BoAbl, CTaHAAPTHOE OTK/IOHEHWE He NpeBbl-
wano 7,1 %. Mpepgensl onpefeneHns coctasnanu: B soge —0,05 mkr/gm3 nouse un
A6nokax —2,5, orypuax —20 MKr/Kr.

MeToANKM NO3BONAKT ONPeLenaTb 0CTaTOYHbIe KOIMYeCcTBa LupnydpeHammaa
B BOZE, MoYBe, A6/10KaxX 1 orypuax Ha ypoBHe, paBHOM WM HVXKE MakCUMasibHO A0-
MycTUMOro, yCTaHOBNEHHOM B CTpaHax EBponelickoro coto3a n Poccuu.

OHM anpobupoBaHbl 1 yCMNeLWHO NCMNob30BaHbl B labopaTopun AUHAMUKN
nectnungoB PYT «HCTUTYT 3alMTbl pacTeHUn» Ans aHanv3a nao4oB orypua u
A6/10HU Ha COiepPXKaHMe OCTaTOUHbIX KOMIMYECTB uugnyheHaMmua nocne npuMeHe-
Husa npenapata Lingenn Ton 140, AK (andekoHason, 125 r/am3 + umpnydeHammg,
15r/am3) Ha AaHHbIX KyNbTypax.
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