OnpefeneHune coaeprkaHusa OCTaTOYHbIX NECTULMAOB B MULLEBbIX NPOAYKTaX PACTUTE/NIbHOIO NPOUCXOXKAEHUSA

e

OnpepeneHue coaeprKaHMA OCTAaTOUYHbIX NECTULUA0B
B 3€PHOBbIX KYAbTypax »

KuTaih — oHa U3 NepBbIX CTPaH B MUPe, KOTOpas Havyana UCMo/b30BaTb NECTULMUAbI AnA 6OpbbbI C BpeauTensmm
Ce/IbCKOX03ANCTBEHHbIX KyNbTyp. ObLMpHasa TeppuTopusa ¢ 6onee yem 100 M/IH ra NaxoTHbIX 3eMeflb, CIOXKHbIE MPUPOLHO-
reorpaduyeckme 1 KAMMaTUYeCKMne ycnosus, 6onblioe pa3HOObpasme CebCKOXO3ANCTBEHHBIX Ky/bTyp 00yC/1aBAMBAIOT Takue
npobaembl, Kak BOSHUKHOBEHWE 60NE3HEN PacTEHNIA, PaCNPOCTPaHEHNE COPHAKOB, HACEKOMbIX-BPEAUTENEN U TPbI3YHOB, YTO
npeAcTaBAAeT Cepbe3HyIo Yrpo3y CeNbCKOX03ANCTBEHHOMY NPOM3BOACTBY. MIcnob3ya necTuunapl Kak opy»ue, 1loau Hakonuam
60raTblit ONbIT MHOrONIETHEN 6OPbLOLI C BPEAUTENAMU U COPHAKAMU. BMecTe ¢ TeM, LLIMPOKOE UCMOIb30BaHUE NECTULMAOB YHUUTOXKAET
N ecTeCTBEHHbIX BParoB BpeauTenen, YTo NPMBOAUT K YCUNEHUIO 3aBUCMMOCTM OT NECTULMAOB B CE/IbCKOXO3AUCTBEHHOM NPOU3BOACTBE
1, TaKUM 06pa3om, BbI3bIBaET psAg Npobiem ¢ 6€30MacHOCTbIO CEIbCKOX03ANCTBEHHOW NPOAYKLMU U MULLEBbIX MPOAYKTOB. B
HacToALlee BpeMsa BO BCEM MUpPE YCUIMBAETCA KOHTPO/b 33 COAEpPKaHMeM OCTaTKOB NeCTULMAO0B B MPOAYKL MU, NOBbLILLAIOTCA
TpeboBaHMUA K YyBCTBUTENIbHOCTU U 3GHEKTUBHOCTM 0BHAPYKEHNA OCTAaTKOB NECTULMAOB, @ TaKXKe Bce 6o/blue BHUMAHUA yaenseTcs
paspaboTKe HOBbIX TEXHONOMMI BbICTPOro 06HaPYKEHUA CNEA0BbIX OCTaTKOB NECTULLMAOB.

B HacToALLee BpeMA CyLLecTByeT MHOXECTBO METO0B IKCTPAKL MU NeCTULMAOB U3 CE/IbCKOXO3ANCTBEHHON NPOAYKLNK, B TOM Yncie
rOMOTeHHasn 3KCTPaKLMSA, BUOPALLMOHHAA SKCTPAKLMA, YAbTPA3BYKOBaA SKCTPAKLMA, OAHAKO AR TaKUX KYAbTyp, Kak pUC U KYKypy3a,

30 PEeKTUBHOCTb 0ObIYHBIX METOA0B IKCTPAKLMUN HUKE, T.K. OPraHNYECcKUM PacTBOPUTENAM TPYAHO MPOHMKHYTb B MaTpuLy. B
TEXHO/IOTUM }KUAKOCTHOWM SKCTPAKLMK NOA, AaBAEHUEM UCMO/b3YETCA Harpes U AaBieHue, YTOObl MPUBECTU SKCTPAKLMOHHBIN
pacTBopUTe/Ib B CYOKPUTUUECKOE COCTOAIHME. B 3TOM COCTOAHMM BA3KOCTb U KO3 dULMeHT anddysnm pacTsopuTtens npubanKaoTcea K
roKasaTensam rasoobpasHoli cpespl, a NI0THOCTb U PACTBOPUMOCTb - OCTAKOTCA KaK Y *KUAKOCTU, YTO 3HAUUTE/IbHO YBENNUMBAET

30 dEeKTUBHOCTb IKCTPAKLMMN.

MoaTomy Mbl paspaboTanu 6bICTPbIN, 3GDEKTUBHDIN M TOUHbIM MeToa, 06HapyKeHUn ocTaTkos 6bonee, 4em 30-TW NECTULMAOB B 3epHe C
MCNob30BaHMEeM BbiCOKONPOU3BOAUTENBHOIO 3KCTPAKTOPA KUAKOCTU Nof AasneHnem cepun Raykol HPFE.

O6opyaoBaHue, pacxogHble maTepuabl U peakTUBbI

Raykol Auto EVA 80 BbicOKONpPOU3BOANUTE/NbHbIN aBTOMATUYECKUIA NapainebHbli KOHLEHTPaTop

Raykol HPFE BbICOKONPOW3BOAMTENbHbIW SKCTPAKTOP KUAKOCTU NOA, AABNEHNEM

O6opyaoBame| Rayko| Fotector Plus BbICOKOMPON3BOAUTENbHbIN aBTOMATUUYECKNI TBEPAOGAa3HbINA IKCTPAKTOP

MoNHOCTbIO aBTOMATM3MpPOBaHHasA paboyan cTaHums Raykol AP 300 gns 06paboTKM *KMUAKUX Npob

TaHAEeMHbIV ra30Bbli XPOMATOMACC-CMEKTPOMETP

PacxoaHble KonoHka ansa teepgodasHoi skcTpakumm C18 (RayCure C18, 500 mr/6 mn), kaT.Ne RC-204-16004

marepuansl

KonoHka gnsa TBepgodasHoi skcTpakumm GCB/NH2 (RayCure GCB/NH2, 500 mr/6 mn), kat.Ne RC-204-13822

AueTtoHuTpun (CH3CN, xpomaTorpaduyecku YUCTbIi)

OunatomuT (SiO2, BbiCLIEl CTENEHWN YNCTOTbI)

Be3BoaHbli cynbdat HaTpua (Na2504, u. u.): npokanutb npu 650°C B TeYeHWe 4 4, OXNaaWTb; FOTOBbIN K MCMO/Ib30BAHMIO XPaHUTb B SKCUKATOpE.

PeaKkTtusbl
Tonyon (C7HS, Bbiclumii copT)
AuetoH (CH3COCH3, u.a.a.)
OnxnopmetaH (CH2CI2, xpomaTorpaduyecku YncTbiin)
I

MpurotoBneHue CTaHAAPTHbIX 06pasLoB

Ucnonbsyinte pabouyto cTaHuuio aas obpabotku kupakux npob Raykol AP 300 gns  npurotoBneHus paboumx pacTBOpOB
CTaHAAPTOB MecTUunAaoB. MPUroToBbTe CMELLAHHbIN CTaHAaPT nectuumaos rpynn A u B (50 MKr/ma) ¢ NoMOLLb0 MOAY/IA MOATOTOBKM
OpPraHMYecKUX }KuaKocTen paboyeit cTaHLMKU: CHavana NPUroTOBbTE UCXOAHbIN PAcTBOP CMELUAHHOro ctaHgapTa rpynn A u B B cmecn 1
MKr/mn (A+B). lanee npurotosbTe paboumiti pacTBOP CMELIAaHHOro CTaHAapTa ¢ KoHueHTpaumuamm 10,0 mkr/a, 20,0 mkr/n, 50,0 mKr/n,
100,0 MKr/n " 200,0 MKr/n. KoHKpeTHbIl meToz, NPUroToBEeHUA noKkasaH Ha puUcyHKke 1.
Mocne BbiCyLUIMBAHWA a30TOM B BbICOKOMPOW3BOAMTENBHOM aBTOMaTMYECKOM MapasienbHOM KoHueHTpaTope Ruike Auto EVA 80 K
"nyctomy" matpuyHomy pactBopy Ao6aBbTe 1 M/ BbILLEYNOMAHYTOrO CMELAHHOro CTaHAAPTHOro paboyero pacTtsopa, U NPUroToBbTE
CEepPUI0 CMELUaHHbIX MaTPUYHbIX CTAHAAPTHbLIX PaboyMx pPacTBOPOB, MPOMYCTUTE Yepe3 MUKPOMOPUCTYyo membpaHy 0,22 MKm.
OnpepenainTe MeToA0M TaHAeMHOM rasoBow XPOMaTOMaCC-CNEKTPOMETPUN.
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O6pabotka 06pa3yoB
SKCTpakumA
——————————————————————————————————————————————————————————————————————————————————————————————— ~.
\
Ha cnoii KBapLeBoro necka Bbicotoit 1~ 2 cm nonoskute 10 r No4roToBAEHHOrO !
obpasua KyKypy3sbl U 5 T agnatomuTa. MNepemeluaiite M NOMECTUTE B SKCTPAKLIMOHHYIO }
Kamepy. I
|
$ Mocne  3aBepleHna  npouecca }
. cobepute 3KCTPAKT. |
IKCTPAKLMA: UCMONb3YINTE ALETOHUTPUAN B KayecTse SKCTPAKUMOHHOIO pacTBopuTess, Ona obpasyos ¢ HeBonbwmm |
cTaTMyeckan akcTpakuma npu 10,34 Mra, 80 °C B TeueHue 180 ¢, umKkanyeckas coAepaHMeM Macna  BO3bMUTE |
IKCTPaKLUMA ABAX/bl, BpEMA NPOAYBKM 1 Bpema Nnpombisku 90 ¢ 1 60 c. NoONOBUHY obbema SKCTpakTa |
(sKBMBaNeHTHo 0b6bemy obpasua 5 r) }
HHHH L 4 a gna  obpasua  C  GOAbWMM |
- |
3arpysuTe KBapLEBbIii NECOK TaK, YTobbl BbICOTa 06pasLa B pesepByape COCTaBAANA COAEpX*aHnem 5 macna - Bosbmute |
0,5-1 CM OT rOp/JIOBMHbI pe3epByapa W C MOMOLLbIO LIETKU TUATeNbHO OYUCTUTE » “eTeepTb obbema IKCTpaKTa !
o6pasel|, B ropNoBMHE pe3epByapa AN SKCTPaKLMUW, YCTAHOBUTE BEPXHUM GUALTP U (skBMBaneHTHO 06beMyY 06pasua 2,5 |
nepemecTuTe pesepsyap B HarpesaTe/bHbli 6accelH AnA IKCTPaKLMM. r) Ana  AanbHeiiweit  oumcTkn.
/
7/
77777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777777 -
CKOHLEeHTpUpyiTe  cobpaHHbIit
YcTaHOBUTE  KOJIOHKY 5218 B . aM10aT  NpUMepHO Ao 1 ma ¢
BbICOKOMPOWU3BOAUTE NbHbIN MonyyeHHbI 3KCTPaKT noMmoLLblo
ABTOMATN4ECKUM npubop  anA HaHecuTe Ha KONOHKY AnA BbICOKOMPOU3BOAUTENIBHOTO
TBEpAOda3HOI SKCTpaKLUnn TBepAodasHom 3KCTpakuum aBTOMaTMYECKOro
Fotector Plus w aktusupyiTe C18, u antoupyiite 10 mn napannenbHoro KoHUeHTpaTopa
KonoHky 10 mn auetoHuTpunom aUETOHUTPUNG, snoat B Toke asora Auto EVA 80 u
nepeg, 3arpyskoi obpasua. cobepure. nposeaute OYMCTKY Ha

KOMMO3WUTHOM KonoHKe GCB/NH.

BTopoi1 3Tan 04nCTKM

YCTaHOBUTE ~ KOMMO3UTHYIO  KOJIOHKY MepeHecuTe MONYYEHHbIN paHee
GCB/NH 2 8 Fotector  Plus. KOHLEHTpaT Ha KOMMO3UTHYIO MpomoiiTe KOMMO3UTHYIO KONOHKY 25
Mepep, 3arpysKoit o6pasLa akTuBUpyiTe KOMIOHKY,  ABaxKAbl  NpomowTe M/ CMECH aLeTOHUTPUA-TONYON (3+1)

»

KOMMO3WTHYIO KOMIOHKY B Fotector Plus 1 cobepuTe NosTyYeHHbI 310aT.

ncnonb3ya 4 M CMecu aueTOHUTPUA-

npobupky ¢ obpasuom 6 Mma
auetoHutpun-tonyona (3+1) wu

Tonyon (3+1), 0T6p0CbTe NoJly4eHHy TaKXe nepeHecute Ha
XNOKOCTb. KOMMO3UTHYH KOJIOHKY.
Mpoueaypa PactBopuTeNb 3arpyska | Ckop. not. (Mn/muH.)| O6vem, (M1)| Bpems, (MuH.) Mpoueaypa PactBoputesnb 3arpy3ka [Ckop. not. (ma/mut.)06bem, (mn) Bpems, (MuH.)
gg,’,‘gﬁ:"a“a"‘ CoHsN 28 AKTUBaLMA CoHsN+C7Hs...  |Opr. otxoab| 5 5 1.4
AkTnBauus CaHaN Opr. omxoat | 5 10 26 3arpyska o6pasup Cobparb |2 2 14
3arpy3ka o6pasua Cobpatb |5 40 10.3 Npombis. pnakon. | CoHsN+CrHs...  |CoBpats |60 3 2.3
bootonos CHN Cobpars |30 5 2 Npowsis. gnaon. | CH:N+CiHs...  |Copars |60 3 5.1
3nionposanve | CoH3N Cobpats |3 10 39 3novposanve | CoH3N+CrHs... | cobpats |2 25 13.4
Mpoayska Co6pats |20 10 13 Mpoayska Co6pare |60 10 1

PucyHok-1. MeTog nepsoro 3tana T®3 ¢ nomoubto Fotector Plus gns
onpeAeneHnsa oCTaTKOB NeCTULMAOB B 3epHaX

PucyHok-2 MeTog, BToporo atana T®3 ¢ nomolubto Fotector Plus ans
onpejeneHna ocTaTKoB NeCTULMAOB B 3epHax
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YcnoBua aHanusa

rasoBblii xpomartorpad Macc-cnektpomeTp

O6bem BBoga: 1 Mkn TemnepaTypa UCTo4YHMKa MoHOB: 230 °C
Temnepartypa Ha Bxoge: 280 ‘C Temnepatypa macc-aHanmsatopa: 150 °C

Pexum BBoAa: BBOA 6€3 AeneHus NoToKka [ononHuTenbHbIi Harpes: 280 °C

Motok 60mn/MuH MeTopg, perncTpaumm: pexmum JUHaMn4ecKoro
[a3-HocuTenb: renui MOHUTOPUHIA MHOYEeCTBEHHbIX peakunii (AMRM),
Mporpamma Harpesa: Ha4yanbHaa Temnepatypa 40°C, nogaepxusaetca 1 MuH, HanpAXeHWe SNEKTPOHHOTO YMHOKUTENA:

3aTem nosblwaetca 40 120°C co ckopocTbio 40°C/MUH, 3aTeM NOBbILIAETCA 40 OTHOCUTENbHOE HanpaxeHue 200 B,

240°C co ckopocTbio 5°C/MuH, 3aTem nosbiwaetcs 4o 300°C co ckopocTbio 12°C. obuiee HanpsaxeHne 1671 B

°C/MUWH ¥ BbILEPKMBANN 6 MUH.

Pe3ynbTatbl M 06Cy}KAEeHUE

[Nna npoBepKn CTeneHn n3BiedeHna 3SToro metoga, K obpasuy (10 r) gobaBuAM yKasaHHbIN Bbiwe ctaHaapT (200
MKn, 1 mr/n). NaHHble npeacrasneHbl B Tabauue 1: cteneHb nssnedeHuns 6onee 90 % coeamHeHuii npesbiwana 80 %, a
3HayeHus RSD Haxoauauch B npegenax 15 % (n=3). OTo NOKa3bIBAET, YTO AAHHbI METOZL MOXKET YCMewHo NPUMEHATLCA
AN 06HapyKeHUA OCTAaTKOB MHOTMX NeCcTULNAO0B B 3ePHeE.

Ta6nuua 1. CreneHb usBnevyeHus u 3HayeHue RSD npu onpeaeHMM OCTaTKOB HEKOTOPbIX NECTULMAOB B KyKypy3e (0,02 Mr/Kr))

HaumeHosarue | Bpems Cren.u3sn.(%) |Cren.u3sn.(%) |Cren.usen.(%) |Cp.koadd.ussq. RSD R Bpema Cren. w3sn.(%) |Cren.u3en.(%) |Cren.usen.(%) |Cp.koadd.use. RSD
(wh.) obpasey, 1 obpaseu, 2 obpasey, 3 (%) (%) (wn.) obpasey, 1 obpasey, 2 | obpaseu 3 (%) (%)
Metamugodoc | 10.33 62.92 60.36 57.71 60.33 2.61 MponasuH 19.6 99.55 100.43 94.86 98.28 2.99
MeTtuaaTvoH 12.69 59.48 67.51 63.77 63.58 4.02 Kap6odypaH 19.62 90.4 95.11 91.62 92.37 244
XnopoeHsuHpoc 13 90.35 98.35 99.69 96.13 5.05 ATpasuH 19.73 99.58 101.61 96.99 99.39 2.32
XnopderesuH | 13.09 66.33 67.42 61.01 64.92 343 Amuronmpanng)  19.8 80.23 83.96 84.08 82.76 2.19
TpaMOKCOH 13.39 75.1 65.12 69.19 69.8 5.02 ApesuH 19.81 81.86 84.11 79.65 81.87 2.23
Iz;‘;j;’:’f'm 14.63 67.93 60.47 62.55 63.65 3.85 Cumazu 19.84 102.11 103.3 97.63 10101 | 2.99
Luknoat 14.97 57.51 67.28 68.17 64.32 591 TepbyTinasut 20 93.83 98.55 92.86 95.08 3.04
feteatoncelse] 155 53.61 62.65 64.71 60.32 59 NnpobeHdoc 20.41 91.39 94.7 9141 92.5 191
Hematopoc | 15.72 61.47 71.85 7128 682 5.84 Mazsodoc 20.45 1157 117.81 102.97 11216 | 8.03
Ouderdoc 16.06 71.91 79.01 78.12 76.35 3.87 MexTaxnopanunus 20.48 86.26 91.58 87.15 88.33 2.85
[ndennnamun|  16.22 66.45 72.06 73.99 70.83 391 MpoHamng, 20.5 86.54 724 87.97 823 8.6
Sranpnypanmu| 16.47 711 81.26 78.88 77.08 531 Iuxnodention|  20.51 84.04 87.31 86.43 85.92 1.69
Baiikap6 16.5 78.65 85.32 85.47 83.15 3.89 Mowokpotopog ~ 20.58 100.33 99.19 91.21 96.91 4.97
Bexdaypaamn | 169 70.33 81.87 83.01 84 7.01 Npummkap6 20.6 103.11 105.7 100.19 103 276
dopar 17.14 70.91 83.3 87.74 80.65 8.72 " [vmeroar 20.98 88.57 89.84 89.96 89.46 0.77
Cynbdoten 17.21 64.22 76.15 7123 72.53 722 Xnopupugocerw]  20.98 83.97 88.32 85.23 85.84 224
Xnopnpodam | 17.46 84.43 89.76 86.48 86.89 2.69 AngpuH 21.22 84 84.1 80.21 80.9 291
Anbda-TXLLE 17.7 66.92 76.96 74.35 72,74 521 AueToxnop 2145 85.34 90.88 87.15 87.79 283
—
Utorn

*3a CcYeT NoBbILUEeHHbIX AaBJEHUA 1 TEMMNEPATYPbI B MPOLLECCE MMAKOCTHOM IKCTPAKLMM NOL AABlEHUEM, PAaCcTBOPUTE/Ib OCTAETCA
B KMAKOM COCTOAHMM, TOrAa Kak ero KosadouumeHT anddysmu yBenMuMBaeTCcs M MOBbIWAETCA CMOCOBHOCTb PAcTBOPATb OCTATKU
nectnumaos. [lo6asneHve He6oNbLIOTO KOMYECTBa 4MAaTOMOBOM 3eMn aaeT Asa addeka: (1) Amatomosas 3ems 3a cYeT CnocobHOCTH
BMWTbIBATb M YAEPKMBATb BOAY MOXET MOriowWwath YacTb BOAbl M3 06pasua 1 (2) AMaTOMUT 3a cHeT aacopbMpYIOLLMX CBOMCTB MOXET
TaK¥Ke UCMNO0/1b30BaThbCA A4/19 YAANEeHMSA YacTW }KMPOPaCTBOPUMOTO MUIrMEHTa.

+ ObpasLbl 3epHa 06bIYHO coaepiKaT 6obLIOe KOIMYECTBO Mac/a, KOTOpPOe YCMewWwHo yaanseTcsa Ha KonoHke TS C18.
KomnosunTHas KonoHka GCB/NH2 yaanseT U3 sKCcTpakTa MUIMEHT M OpraHUYecKyr KUCIOTY .

* B npouecce npobonoAroToOBKM M3BAEYEHWE NeCTULMAOB M3 06pa3L,0B NPOBOAUIM HA BbICOKONPOU3BOAUTENBHOM Npubope ANA
3KCTPAKLMM KMAKOCTU nog, aasneHmem Raykol HPFE 06, Ans OYMCTKM 3KCTPAKTa MCNO/1b30Ba/IM BbICOKOMNPOU3BOAUTE/IbHBIN
aBTOMATUYECKUI Nprbop ana TBepaodasHoM akcTpaKkumm Fotector Plus, a KOHUEHTPUPOBAHME SKCTPAKTa NPOBOAMAN C MOMOLLbIO
BbICOKOMPOMU3BOAUTENBHOIO aBTOMATMYECKOro napannenbHoro KoHueHTpaTtopa Auto EVA 80. U, HakoHeu, Ucnonb3oBanach paboyas
CTaHLMA aBTOMaTUYecKol 06paboTKu Kuakux npob AP 300 gns NpUroToBAEHUA CMEeLLaHHbIX CTaHAAPTHbLIX PAcTBOPOB. 3TO
obecneynno aBToMaTU3aLMIO BCEro npoLecca npeasaputenbHol 06paboTkm 0bpa3uos A8 06HapyKeHMUA OCTaTKOB NecTULNAOB B
3epHe. [JaHHOe pelleHne NO3BOJINIO0 COKPATUTb BPEMA KOHTAKTa SKCMEPUMEHTATOPOB C OPraHNUYECKUMU PaCTBOPUTENAMMU,
NoBbICUI0 3PHEKTUBHOCTb IKCMEPUMEHTOB M CHU3UIO KOIMYECTBO OLIMBOK, BbI3BAHHbIX YeN0BEYECKMM GaKTOPOM.
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