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INmudpocar sBIsgETCS TOMYIAPHBIM TEPOUITHAOM M YACTO IPUMEHSETCS I JeCUKAINN KyIbTyp-
HBIX PACTEHUH B IEJIAX YCKOPEHHs WX co3peBanus. lIprMeHeHre mpernaparoB Ha €ro OCHOBE
MPUBOAUT K 3arPA3HEHUIO CEITBCKOX03UCTBEHHOM MMPOLYKIINHU, [T0YBbI, IOBEPXHOCTHBIX H IIO/I-
3eMHBIX BOJ. JlJIT KOHTPOJISI €ro OCTATOYHOTO COAEP:KaHus paspaboTaHa METOAWKA, IT03BOJI-
FOII[AsA OIIPEeNesIaTh Irgocar u amuHoMeTuigocoroByo kuciory (AMPK) 6es npexsapureinnb-
HOH fepuBaTu3anuu. MeToauka xapakTepusyeTcsi OTHOCUTEIBHO IIPOCTOM ¥ 9KOHOMHYHOH IIPO-
ey poi mpo6onoaroToBKu. M3 06pasIioB ChIPhs PACTUTEIHHOTO IPOUCXOKIEHI AHATUTHI U3B-
JIEKAIOT YKCYCHOKHCIIBIM PACTBOPOM METAHOJIA B BOZIE B IPUCYTCTBUYU AuHATpreBoi comu JJ[TA
(OATA-Nay) u quxnopmerana; u3 0opasuos Boabl — B mpucytcrsun ] TA-Nay u yrcycHoii Kric-
JIOTBI; W3 O0pA3IIOB MOYBHI — CIAGBIM PACTBOPOM AMMHUAKA. OKCTPAKTHI OYMINAIOT METOIOM
TBeprodasuoi sxcrpakiuu (TPI) u ocaxmaror 6enky areronuTpuioM. Jluamason onpemgersie-
MbIX comep:kanuii rmudocara 1 AMPK B chipbe pacTUTEIHLHOTO MPOUCXOMIEHUS COCTABHII
0,1 - 5,0 Mr/Kr, B MOBEpXHOCTHBIX ¥ IoA3eMHbIX Bogax — 0,001 — 0,05 mr/xa (rmmdocar) u 0,002 —
0,05 mr/n (AM®K), B mouse u mousBorpyaTax — 0,02 — 0,8 mr/kr (rmudocar) u 0,04 — 0,8 mr/kr
(AM®K). 3maueHuss OTHOCHTEIHHOTO CTAHJAPTHOIO OTKJIOHEHWS HAXOIATCA B [UAINIA30HE
1,8 - 19,5 % tpu crenienu usBIeUeHUA onpeensieMbix coequnaeruii ot 80,5 mo 108,1 %. JlocTur-
HyTbIe 3HaueHus mnpezenos omnpenenenns ([10) cormacyoTes ¢ ycraHOBIEHHBIMA MAKCHMAIBHO
nomycruvbivu ypoBasaivu B TP TC 015/2011 u CaulluH 1.2.3685-21.

Korouessie cioBa: riugdocar; aMuHoMeTHI0COHOBAA KHCIOTA; ChIPhe PACTUTEIBLHOIO IIPO-
ucxoxaenns; mousa; soga; BOKX-MC/MC; ananus.
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Glyphosate is a popular herbicide often used for desiccation of crops. The use of glyphosate-based chemi-
cals leads to the contamination of agricultural products, soils, surface and groundwater. For safety control
of raw materials of the plant origin and environmental objects, a technique based on the tandem chroma-
to-mass-spectrometry was developed to provide for the quantitative determination of glyphosate and
aminomethylphosphonic acid (AMPA) without prior derivatization. The technique is characterized by a
relatively simple and cost-effective sample preparation procedure. The compounds are extracted from
plant raw materials with an acetic acid solution of methanol in water, in the presence of 2-aqueous disod-
ium salt of ethylenediamine-N,N,N’,N'-tetraacetic acid (EDTA-Na,) and dichloromethane. Extraction of
analytes from water samples is carried out in the presence of EDTA-Na, and acetic acid; whereas their ex-
traction from soil samples is carried out with a weak solution of ammonia. The extracts are purified by
solid phase extraction (SPE), and proteins are precipitated with acetonitrile. Linear-dynamic ranges of
glyphosate and AMPA determination are characterized by calibration curves with correlation coefficients
(R) 20.99. The working range of glyphosate and AMPA determination in raw materials of plant origin was
from 0.1 to 5.0 mg/kg; in surface and ground water from 0.001 to 0.05 mg/liter (glyphosate) and from
0.002 to 0.05 mg/liter (AMPA); in soils from 0.02 to 0.8 mg/kg (glyphosate) and from 0.04 to 0.8 mg/kg
(AMPA). The values of the relative standard deviation range from 1.8 to 19.5%, with recovery levels
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ranging from 80.5 to 108.1%. The achieved values of the determination limits are consistent with the max-
imum permissible levels indicated in TR CU 015/2011 and SanPiN 1.2.3685-21.

Keywords: glyphosate; aminomethylphosphonic acid; glufosinate; metabolism; animal products;

HPLC-MS/MS; analysis.

BBenenue

I'nmudocar mpexcrasiser coboi  coemuHEHNE
rIUIUHA U (POCOPHOH KHUCIOTHI M OTHOCHUTCI K
rpynme ochopopranudeckux coenwuenuit. B pe-
3yJbTare psaga 6MOJIOTHYEeCKHX IIPOIeccoB B 0Opabda-
TBIBAEMOM C/X CBIPb€, II0YBE, IOBEPXHOCTHBIX U TOJI-
3eMHBIX BOJAX MOKET HAKAIUIMBATHCA HE TOJBKO
rnugocar, Ho u ero merabonmur — AM®PK. Okomnua-
TeJIbHAA TOYKA B BOIIPOCE TOKCUIHOCTH ¥ KaHI[EPO-
TeHHOCTH JAHHBIX COEIWHEHWN He ITOCTABJIEeHAa, a
rmudocaT OTHECEH K TPYIINe COeTUHEHWH, «ITOTeH-
IIUAIFHO KAHIIEPOTeHHBbIX 1A deaoBera» [1]. Hawu-
6osiee mosHaA wWH@oOpMAaIUg O MpobiieMax, CBI3aH-
HBIX C €r0 BO3JEUCTBMEM HA KWBBLIE OPTaHU3MBI,
Obuta omybnukoBaHa B 2023 T. TPYIIIOH POCCUHCKUX
cueruanuctoB [2]. OcHOBHBIM 3BEHOM, 3arpsAa3Hi-
IOIAM MHIEBYI0 IEINOYKY T[JIH(OCATOM, SBIISETCS
ChIPbE PACTHTEIHHOTO IPOMCXOKICHUSI, a4 OCHOB-
HBIM CITOCOOOM TIOCTYIJIEHHUSI €r0 B TKAHW — obpa-
060TKa HaM3eMHBIX 4dacTeil pacrenuii. Kpome Toro,
rudocaT cuocobeH HAKAIIUBATHCA B MOYBE W MO-
JKeT TOTIJIOIAThCA KOPHEBOM CHCTEMOM pacTeHUM
[3, 4]. ITO MOKET OKa3aThCI KPUTHIHBIM IIPU IIPO-
M3BOJICTBE «OPTaHUYECKOU MPOAYKIWH» HA TEPPH-
TOPUSIX, paHee HCIOIB3YEMBIX /IS KyJIbTUBAIINH
TeHEeTUYECKH MOAM(UITMPOBAHHBIX KyJIbTYp WIN
KyJbTYp, IIOJBEPraBIIuXCcs naecukaruu. I[losTomy
HEe00X0 MO KOHTPOJIHUPOBATH OCTATOYHOE COMEP:Ka-
HUe IIugocara B I0YBAX, ITOBEPXHOCTHBIX M IIOJ-
3eMHBIX Bojax: B P® ycraHoBieHBI MaKCHMAaIbHO
nonyctumbie ypoBau (MIY/BMIY) B pacruremns-
HOM u :xuBOTHOM cbipbe, IIJIK/OIK B mouse,
IIIK/OY B Bome Bomoemos, IIJIK/OBYB B Bosgyxe
(TP TC 015/2011, CaulluH 1.2.3685-21).

I'mudocar 1 AMPK ompenenstor MeTomxoM TaH-
IeMHOH xpomaro-macc-ciiekrpomerpun  (BAMKX-
MC/MC) kak B «upsaMom» BapuanTe (6e3 mepuBaTu-
3alliM), TaK U C IpUMeHeHneM TakoBoi. [laa npamo-
ro ompenenenns raudocata © AMPK o6bramo wmc-
MOJIB3YIOT CIEIMATH3UPOBAHHEIE XpoMaTorpadude-
CKMe KOJOHKHU (I[BUTTEP-UOHHBIE, HOHOOOMEHHbIE U
Ip.), a craaus Mpo6OIT0ITOTOBKA OTHOCUTEILHO TIPO-
cra. /lepuBarusarus mo3BoIgeT MIPUMEHATH XpoMa-
Torpacuyeckrie KOJIOHKN Ha OCHOBE o0palieHHo-(a-
3oBoro copbenta (C;g), omHaKO mporexypa mpobo-
MTOJITOTOBKY 3HAYUTEIBHO CIIOKHEE, XOTS U YIAeTCs
IOCTHUYDb HUBKUX IIPEIENOB OIPENe/eHUsI U TIPUeM-
JIEMBIX METPOJIOTUYECKUX XaPAKTEPUCTUK TAKUX Me-
TOmUK. B TO Bpems Kak IToAx0[] K OIIpeeIeHHIO JaH-
HBIX COeIMHEHUH IT0C/Ie UX [ePUBATU3AIINY TIOIPO6-

HO M3JIO}KEH B 0T€UECTBEHHOUW HAYYHOU JUTEpaType
[5, 6], crrocoOBI IIPAMOTO OIIpeaeneHus raudocara u
AMOK B meii mpakTudecku He omucanbl. Hauboree
00CTOATENBHO TPIMOE OmpeneieHue riugocara u
AMO®K onucwiaer QuPPe-PO-Method (UERL-
SRM) — 1m10CTOSHHO 00HOBJIsIEMOE O(PUITHAIBHOE PY-
koBojicTB0 KEC 110 ompezeneHni0 MOJIAPHBIX MECTH-
munoB [7]. OguuM U3 HEeIOCTATKOB JAaHHOTO PYKOBO-
IICTBA ABJIsIeTCA U30BITOYHOE IPUMEHEHHEe MeTaHOoIa
Ha CTaauu sKcrpaknuu. Hecmorpsa Ha To, 94TO Mera-
HOJI CIIOCOOCTBYET OCaKIEHUIO OEIKOB, IIEITHIOB U
B3BeIlIeHHBIX YaCTUI] 00pasiia, BMECTe C 9TUM CHH-
sKaeTcs mosHoTa uaBiedeHusd riaudocara u AMOK
[8], a sKcTpakT HachImaercs aunugamMu (0COOGEHHO
[IPHU aHAIKN3e MACIUYHBIX KyJIbTyp). Takue sKcTpak-
TBI CYI[ECTBEHHO CHHUKAIOT PEeCcypC MOHOOOMEHHBIX
xpomaTorpadudeckux KooHOK. [IpoBogumas nanee
IUCTIEPCUOHHAS OYKCTKA B COUETAHUMU C YCTPAHEHU-
eM JUMWI0B ABJsSeTcAa HemocraroyHoi. Ha mammom
arare SKCTpakT Oymer Ha 75 % COCTOSATHL M3 CMECH
MeTaHoJIa C al[eTOHUTPUIOM, KOTOPhIe He TTO3BOJIAT
3a/Iep:KaThCsi HA cOpOeHTe OOJBIIMHCTBY HEIOJIap-
HBIX KOMIIOHEHTOB o6pa3ua, IOKCTPaArupoOBaHHBIX K3
nero panee 50 %-ubim meramosom. OcaxkmeHve He-
KOTOPOTO KOJHUYECTBA JIUMHUAOB U3 JKCTPAKTA BMe-
cTe ¢ 4acThio OEIKOB M HEeNnTua0B Oymer 00yciioBiie-
HO WCKJIIOUYHUTENHHO I00aBIEHUEM AIleTOHUTPHIIA.
Ha cnenyromem stame mpuMeHSOT YCTPOHCTBO IS
yabTpauIbTPaIUK, KOTOPOE, KAK U P/ CIerudu-
YECKHUX XPOMATOrpa(UUecKuX KOJOHOK, YKA3aHHBIX
B QuPPe-PO-Method, me sBnsercsa O0OIEIOCTYI-
HBIM. MHO?I{eCTBO IIeIITUO0B U 6OJII::H_II/IHCTBO JINIIN-
OB MIMEIOT OTHOCHUTEIbHYI0 MOJEKYJISAPHYI0 MacCy
amxke 5 klla, mosToMy I11€71eC000Pa3HOCTh IIPUMEHE-
HHUS YCTPOUCTBA YJIbTPAUIBTPAIIMH HAXOIUTCS
oz, BorpocoM. 11O rimmdocara u AMPK nexur B
muamnaszore ot 0,02 mo 0,2 MI/Kr B 3aBHCHMOCTH OT
o0bexTa wuccmenoBanus. HHTEpecHBIM MOAXOA K
MPAMOMY OITPEIENIEHHUIO TITH(OCcATa B CHIPhE PACTH-
TEJIBHOTO IIPOMCXOMKIEeHUA omucaH B pabore [9], B
KOTOPO aHAIUT M3BJIEKAIOT U3 00pasiia [erOHH30-
BAHHOM BOJOM C IUXJIOPMETAaHOM, W30aBIIAACH OT JIH-
muaoB. HemocraTkoM ommMcanHON METOIUKH SBJIA-
I0TCA OTCYTCTBHE TOIKHC/IEHHUS HA JTalle 3KCTPaK-
I u IIOJHBIA OTKA3 OT IIPDUMEHEHHA MEeTaHOJ/Ia U
COJIeH STHUICHIUAMUHTETPAYKCYCHON KHMCIOTHI (MIJIs
CHHKEHHUSA HEraTHuBHOI'O BJIHUIHUA JABYXBAJICHTHBIX
METaJIJIOB HA TIOJHOTY HU3BJIEYEHUs). ITO 00yCIOBH-
a0 Beicokui [10 npu anaguse MaCIUIHBIX KyJIbTYP:



«3aBoackasda maboparopusa. [[marnocruka marepuaiaos». 2023. Tom 89. Ne 9 15

2 Mr/Kr B coeBbIX 600ax. IIpumeneHHOe aBTOpamu
pasBelieHre SKCTPAKTA alleTOHUTPHIOM (BIBOE) He-
IOCTATOYHO ISl IIOJIHOTO OCAKIEHUs OeJIKOB U IIell-
tunoB. Onpenenenve AM®PK B maunnoii pabore He
paccmoTpeno. IToxoxas MeToquKa A aHATIA3a CO-
eBbIx 60008 ObLIa TIpeIoxena B padore [10]. [Tomu-
MO BBIIIEOIIUCAHHLIX HENOCTATKOB, MOMKHO OTMe-
THTb OTKA3 OT OYHCTKHU SKCTpaKTa Ha copbenrTax Cig
aub0o Ha cMecH OTUBHHWIOEH30/1a U N-BHHUIITHPPO-
aunona (HLB), yro moker mpuBOAuTH K yXyIlle-
HHUIO0 (POPMBI XpoMaTOrpa)UIECKUX IMHKOB, HU3KHUM
3HAYEHHUAM OTHOIIEHH CUTHAJIA K IIIyMYy W BHICOKHM
suavenuam [10, a taxkixe 00yCIOBIHMBATH IpyTrHe
CIIO/KHOCTH TP paboTe C PACTUTENbHBLIM ChIPHEM,
OTJIMYHBIM OT COeBBIX 6000B. Il ocammenus 6eJ-
KOB aBTOpPbI padoTsl [10] mpuMeHsIH MeTaHoJ, KO-
TOPBIA 00/IafaeT MeHee BBLIPAYKEHHBIM IeHATypPH-
PYIOIIUM AeHCTBHEM, YeM areTOHUTPuII. JoCTurHy-
toIii I10 cocrasui 0,3 u 0,34 mr/kr mis raudocara u
AM®K coorBercTBeHHO. B 11€710M OGOIBIITUHCTBO
OIyOJIMKOBAaHHBIX METOIUK HE II03BOJIIET IOCTHYb
IIO raudocara u AMPK wmemee 0,15 mr/kr (mo
TP TC 015/2011) u onuckiBaeT aHAINU3 OrPAHUYEH-
HOT'O II€PEYHA 00bEKTOB MCCIEIOBAHMUS.

Cy1ecTByroriire METOIUKN MPSIMOTO OIIpeelie-
uua riaudocara u AM®PK B Bozse u mmouse gocrarod-
HO IpOCTHI B peanusaruu. Tak, B padore [11] IO
rmudocaTa B BOJE OKA3AICSI JIOCTATOYHO BBICO-
kuM — Ha yposHe 0,05 mMr/i1. B nanHoi MmeTonuke He
YCTPaHAMN HETATHBHOE BIUSHHE [(BYXBAJEHTHBIX
MEeTaJIJIOB Ha IOJHOTY H3BJeYeHus rimdocara mo-
6aBroui Harpuesoi conu I/ TA. Kpome toro, mpu-
MeHSEeMbIH [UXJIOpMeTaH, 00pasyeT C BOAOH aseo-
Tpont (1o 2 % nmuxIOopMeTaHa B BOJE) C TeMIIepa-
typoit kunenus 38,1 °C. [losTomy mentrpudyruposa-
HAA W (PUIBTPAMH I €r0 YCTPAHEHWUS MOKET
OBITh HEZOCTATOYHO, a JATbHEHIIINA aHaINu3 TAKOTO
9KCTPaKTa MOKET HEraTWBHO CKasaTbcAi Ha pabore
xpomarorpadgudeckoii Kojaouku. Hemocrarkom apy-
roii paborsl [12] Takke sSBISETCI OTKA3 OT IPUMe-
Henusa coneir IJ[TA u momgKucieHus SKCTpaKTa.
Omy6aukoBadbl paboThI 110 AHAAUZY ITOYBHI METO-
nom BIOHX-MC/MC c IIO raudocata u AMPK
0,05 mr/kr [13]; 4 m 13,3 MKI/KT COOTBETCTBEHHO
[14]. B openmo:xeHHBIX METOAUKAX aHAIN3A IIOYB He
YYTEHBI KX BHIOBOE Pa3HO0Opasue U BO3MOKHOE Me-
HIaloIee BIUAHUE OPraHUYECKUX KOMIIOHEHTOB,
BXOJISIIIUX B X COCTaB, a JIUTEIHHOCTH IIPOOOIIO-
TOTOBKH CJTHUIIKOM Besiuka [13].

Iens mannoit paborhl — paspaboTKa METOTUKN
npsmoro ompexenenus riaugocara u AMPK, pac-
MPOCTPAHIEMOH HA ChIPhE PACTUTEIBHOTO IIPOUC-
XOKIEHUS, TIOYBBI ¥ MMOYBOTPYHTHI, IOBEPXHOCTHBIE
¥ TIOA3€MHBIE BOJBI, JHUIIEHHOH MePEeYHCIeHHbIX
BBIIIIE HEJOCTATKOB M PEAIu3yeMOM C HCII0Ib30Ba-
HHUEM OTHOCHTEIBHO IOCTYIIHOH XpomaTorpadude-
CKOM KOJIOHKH.

IJKCIIepHMEHTATBLHAS 9aCTh

Peaxmusvt, mamepuanvt, obopydosarue. B pa-
60Te TPUMEHSATH CIEeAyIOIINe PeAKTUBBI U PACXO]-
Hble MaTepuansl: Metanoa 99 % (CAS 67-56-1), are-
Touutpua 99 % (CAS 75-05-8), MmypaBbUHYIO KuC-
smory 99 % (CAS 64-18-6), nuxmopmeran x4 (CAS
75-09-2), rekcan xu (CAS 110-54-3), amerar awm-
vouua 99 % (CAS 631-61-8), cdopmuaT aMMOHUA
99 % (CAS 540-69-2), quruapar JUHATPUEBOH COIH
IATA (3ATA-Nay) 99 % (CAS 6381-92-6), riudo-
car (CAS 1071-83-6), AM®PK (CAS 1066-51-9), riu-
docar-2-13C,15N, nanee I'®-ISt (CAS 285978-24-7),
conmsuyo ruciaory 37 % (CAS 7647-01-0), rumgpo-
okcun ammonua 25 % (CAS 1336-21-6), ykcycHyro
gucnory 99 % (CAS 64-19-7), copbert Bondesil C;g
40 mxm (Agilent, CIIIA), ycrpoiicTBo mid yabTpa-
dunsrparmu Spin-X UF 10000 MWCO (Corning,
CIITA), kaprpumxn gus TP mapru Oasis HLB c
60 mr copbeHTa Ha OCHOBE AUBUHUIOEH30/1a U N-BU-
awrnuppoaugona oobemom 3 ma (Waters, CIIA).
JleroHM30BaHHYI0 BOJY IONYYaIH C ITOMOIILIO CHC-
tembl ouucTku Boabl Millipore (Merck, I'epmanmus).
OJKCTPAKIIMI0 W I[epeMellnBaHre IPOBOAWINA Ha
metikepax Reax 2 m Reax Control (Heidolph,
lepmanusa), KOHIEHTPUPOBAHHE DKCTPAKTOB — Ha
monyie Pierce Reacti-Therm III (Thermo, CIIA).
g ananusa uCIoab30BaIu Macc-criekrpomerp Shi-
madzu 8060 c xpomarorpadgom Nexera X2 (Shimad-
zu, fmommsa). Xpomarorpaduyeckoe pasieleHue
nposoxmin Ha Komoukax: ACQUITY UPLC HSS T3
(3epuo 1,8 MKM, BHyTpeHHuUH guamerp 2,1 MM, 1Iu-
ma 100 mm) (Waters, CIITA), Hypersil Gold aQ (zep-
HO 3 MKM, BHYTpeHHHH awamerp 2,1 MM, miImHAa
100 mm) (Thermo, CIIIA), Luna Phenyl-Hexyl
(3epHO 5 MKM, BHYTPEHHHH auaMerp 2 MM, AJIWHA
150 mm) (Phenomenex, CIITA).

Hcxomubie pacTBOPBI CTAHIAPTOB C KOHIIEHTPA-
nwueit 0,5 Mr/MJI TOTOBHJIM PACTBOPEHHEM HABECOK B
JIeMOHN30BaHHOW Bome. KoHIleHTparmu cooTBeTcT-
BymOIIUX pabouux cmeceit cocrasisanu 0,1 (C;), 0,01
(Cy) u 0,001 mr/ma (C;). Pabouuii pacreop I'®-ISt
(0,1 Mr/M71) TOTOBUIN PACTBOPEHUEM €T0 HAaBECKH B
IEeMOHM30BaHHOH Boze. [l sKeTpakiuy raudocara
u AM®PK wu3 pacTuTenbHOro ChIpbS HCIIOJIb30BAIN
CMeCh JEMOHM30BAHHON BOIbI, METAHOJA U YKCYC-
HOU KHCJIOTBI B 00BbeMHOM cooTHormenwuu 79/20/1.
Pacreop 9/ITA-Na, roroBuau pacTBOpeHHEM 5 T
aurugpata B 45 M1 JeMOHM30BAHHOW BOABI C HC-
[I0JIb30BAHUEM YJIbTPA3BYKOBOIM OAHM.

Obwas cxema osxcmparyuu zaugocama U
AM®K 0ns 06pa3yos coipbsi pacmumenbHozo npo-
ucxoncdernus. B moaumponuieHoBy0 IpoOUpPKy ¢ 2 T
romorexHoro obpasma Baocwiu 20 mra ['®-ISt, mo-
GaBasmu 19 Myt pacTBopa I 9KCTpAKIuu U 1 M
pacreopa IIITA-Na,. Ilpobupky BCcTpsixuBamu 10
OTCJIOEHUS HAaBECKH OT CTEHOK U ITOMEIaly Ha Bep-
THUKAJIbHBIN IIelikep Reax 2 nya skcrpakmuu mpu
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Ta6aunma 1. YcaoBusa Macc-CeKTPOMEeTPUIECKOT0 JeTeKTHPOBAHUS

Table 1. Parameters of mass-spectrometric detection

Hanpsaxenne, B

Ompenensemoe Hon-tpemie- Ilouepuue
coeUHeHMe CTBEHHUE, m/z HOHBL, m/z Ha IIEPBOM HA CTOJIKHOBHUTEIb- Ha TpeTheM
kBazgpynone Q1 Hou suetike CE KBajpymnone @3
I'mudocar 168,2 63,05 21 24 14
80,9 18 14 17
Tmudocar ISt 171,05 62,95 15 24 15
AM®K 110,2 79,15 25 27 29
63,15 25 22 13

Ta6mauma 2. YcinoBus XpoMaTorpagpuuecKoro pasmaeieHus
Table 2. Parameters of chromatographic separation

Bpewms, Tlogsusxuas Tlogsumsxuas CxopocTtb
MWH daza B, % daza A, % TIOTOKA, MJI/MUH
3 2 98 0,45
3,5 100 0 0,45
3,8 — momada MOTOKa C KOJIOHKH
B HCTOYHHUK MacCC-CIIEKTPOMETpa
8 95 5 0,45
8,1 2 98 0,45
9,0 — momava MOTOKA C KOJIOHKHU B CJIUB
13 2 98 0,45

cpenHei ckopocTu BpaleHusa poropa. Yepes 20 Mmus
B IPOOMPKY BHOCHIIN 5 MJI JUXJIOPMETAHA U IIPOI0JI-
JKaTH OKCTPAKIHUIo elle B Teuenue 15 mun. [Ipobup-
Ky unentpudyruposanu npu 4750 mua! u 20 °C B
teuerue 20 muH. [Ipu HEOOXOAMMOCTH TPOBOIUIN
OYUCTKYy METOJO0M TBepA0o(a3HON BKCTPAKIUU —
1 M1 9KCTpaKTa MPOIyCKalW 4depe3 CopbeHT Kap-
tpumxa Oasis HLB, mpegsapurenbHO aKTHBHPO-
BaHHBIN U ypaBHOBEIIEHHBIH 110 CIIEAYIOIIEelN cxeMe:
2 MJI MeTaHoJIa, 2 MJI JeMOHNU30BaHHOM BoAbI, 0,7 M1
akcrpakra (B cauB). K 1 Myt ouuiieHHOro Takum 06-
pasoM SKCTpakTa A00aBIAIN 2 MJI alleTOHUTPUIA U
IepeMeIuBaay, II0Cae Yero IeHTPpudyrupoBaIn
npu 4750 mur! u 4 °C B Teuenue 20 mun. B HOBy10
MPOOUPKY HMEePEeHOCUTH 2 MJI BEPXHETO CI0S U KOH-
nentpuposanu 10 1 ma npu 50 °C. Ocrarok mepeme-
muBanu Ha metikepe Reax Control u nenrpudgyru-
posanu npu 15000 mus! u 4 °C B Teuenne 20 MuH.
ITomy4ueHHbIH SKCTPAKT UCIIONIH30BAIHN JIA AaHAIN3A.

Ixemparyus us o6pasyos 600vt. B momumponu-
JIGHOBYIO TIPOOHMPKY BHOCHIH 5 M obpasiia, 10 MK
I'®-ISt, 50 mxn yxcycuoit kwuciaorsi, 0,2 Mi pac-
tBopa JITA-Na, u mepememmBanu Ha MIedKepe
Reax Control, a szarem IeHTpUyrupoBaIH IIpU
4750 mua! u 4 °C B Teuenme 20 muH. Jlanee mpo-
BOOWJIN OYHCTKYy Ha copbeHTe kaprpumxka Qasis
HLB u nocnenyrolipe MaHUIYIAIINH, KAK OIHCAHO
BBIIIIE.

Ixemparyus u3 06pasyos nowgozpyrmos. B mo-
JIUTPOIIUIEHOBYI0 TPOOUPKY IIOMeIanu 2T mepe-
Mosiororo obpasma u BHocuwiau 20 mrx ['®-ISt, mo-
6aBaamu 20 ma 0,1 %-HOrO pacTBOpa THUAPOOKCHUIA
aMMOHHSA ¥ TIPOBOJWIM DKCTPAKIHIO HA BEpPTH-
rKanmbHOM 1ieiikepe Reax 2 B Teuenue 20 MuH mpu
cpemHe# CcKopocTH BpaieHus portopa. IIpobupky
C COZePKUMbIM IeHTpudyruposanu npu 4750 mun-!
u 20 °C B Teuenue 20 muH. [lamee mpoBogwIN OYKCT-
Ky Ha copbente Kaprpumxa Oasis HLB u nocmemyro-
(1€ MAHUILYIAINH, KaK OIMCAHO BBIIIIE.

Ycnosus xpomamozpaguneckozo pasdenenus u
demexmuposanus. Oupenenenne raudocara u
AM®K ocyiiecTBisiiy MIpu OTPUIATEIBHON HOHU-
saruu. CKOPOCTh CKAHWPOBAHMUSI/3aIEP:KKH COCTAB-
aana 20 MKC; CKOPOCTh IIOTOKA Tasa B KaMepe pac-
ObLUIEHUS — 3 JI/MHUH; CKOPOCTh rasa Harpera —
10 n/mun; temmeparypa wunHTepgeiica — 300 °C;
Temneparypa guauu ocymenns — 250 °C; remre-
parypa Oimoxa Harpesartens ucrounura — 400 °C;
cKopocTh rasza ocyurenus — 10 jg/mun. pyrue ma-
paMeTpbl paboThl Macc-CIIeKTPOMETPA COOTBETCTBO-
BaJIH YKa3aHHBIM B Ta6. 1.

Xpomarorpaduyeckoe pasiesieHre MpOBOIUIN B
IPafieHTHOM pPeKHUMe, B KauecTBe MOABIKHBIX (a3
HCITOb30BANTN 5 %-HBIH PACTBOP METAHOJA B JIEHO-
HuzoBaHHOU Bozie (B) um cmech meraHosa c aiero-
HUTPWIOM B 00beMHOM cooTHotrennn 7/3 (A). ITapa-
MeTphl PaboThl KHUAKOCTHOrO Xpomarorpadga ¢ Ko-
moukoii ACQUITY UPLC HSS T3 yrasambr B
tabmn. 2. Ilpu mpoBemennu xpomMaTorpauIecKoro
pasmesneHus B TEPMOCTATE TOIEPKUBAIH TEMIIEPa-
Typy 35°C. O6beM BBOAHUMOM ITPOOBI COCTABIISII
10 ME; TeMmepaTypa B OTCEKEe YCTPOMCTBA BBOZAA
npo6 — 15 °C. OpreHTHPOBOYHOE BpeMs BBIXOAA
ompenensieMbix coequHeruii: riugocar (I'®-ISt) —
4,3 mua, AM®K — 4,4 mun.

Oo6cy:xkaenne pe3yabTaToB

Buwibop cnocoba demexmuposarus. Ilpoeemnu
AKTyaIM3aIuio IepedHs NoYepHUX HOHOB rimdoca-
ta u AM®K nma koukpersoro gerexropa. s rau-
docara (m/z = 168,2) 6bLIH HaAWIEHBI UOHBI (B II0-
pAlKe CHUKeHUS HHTEHCHBHOCTH UX CHTHAJIOB): Mm/z



«3aBoackasda maboparopusa. [[marnocruka marepuaiaos». 2023. Tom 89. Ne 9

17

w1l

« 1204

oo+

-
™
L

i
=
L

R
.
1

HHTeHCHEHOCTE, 0TH. €1

0,0 0 a0 50 0p 0 40

————r
£0

1
175 8 2
125

100+

L

25+

) 50 &n 70 op a0 50

Bpewms ynep:xuBanusa, MUH

Puc. 1. Macc-xpomarorpammbr mugocata 1 AMPK, monyueHHble HA PA3IHYHBIX XPOMATOTPAQUUECKUX KOJIOHKAX: @ —
Hypersil Gold aQ; 6 — Luna Phenyl-Hexyl; s — ACQUITY UPLC HSS T3; 2 — ACQUITY UPLC HSS T3 (nocie nopaborku

rpasuenTa)

Fig. 1. Mass-chromatograms of glyphosate and AMPA obtained on various chromatographic columns: a — Hypersil Gold aQ);
b — Luna Phenyl-Hexyl; c — ACQUITY UPLC HSS T3; d — ACQUITY UPLC HSS T3 (after gradient modification)

78,9 > 63,05 > 80,9 > 150,1 > 124,02. Hou c m/z =
= 63,05 OBLI HMCHONBL30BAH IS KOJIMYECTBEHHOTO
aHamM3a, TAaK KaK [JId HEero COOTHOIIEHWE CHI-
Has/iyMm 6bLI0 MuHMManbHBIM. Mon ¢ m/z = 80,9
ObLT  BHIOPDAH B KavecTBe IOATBEP:KIAIOIIETO.
OcraibHble HOHBI MOTJIM KCIIOJIb30BATHCS IJI MOJ-
TBEPIKIEHNA IIPU COAEpPKAHUU raudocaTa O0IbIIe
BTOPOTO HJHM TPEThEro TPaLyHPOBOYHOTO YPOBHI.
Hus AM®K 6b110 HalileHO ABa JOYEPHHX HMOHA C
m/z = 79,15 u 63,15, curHaabl KOTOPBIX OBLIN CBO-
OOIHBI OT MEIIAIOIUX BAUSHUN U UMeIu OIU3KHe
MHTEHCHBHOCTH.

B psapme pabor mna pasmenenus ramdocata u
AM®K npumensau xpoMaTrorpauIecKyo KOJIOHKY
ACQUITY UPLC HSS T3 [15 - 18]. Ilepsoie ase
paboThI ONIKMCHIBAIOT OIIpeesieHne TIrgocaTa mocie
IepuBaTH3anuu, a B TpeTbel [17] mamHyoo xpoma-
TorpadyUIecKyio KOJOHKY OTOPAKOBBIBAIOT, TAK KaK
aBTophl coobmaor o Bbixoge AM®PK B obmactu
MepTBOro obbemMa KoiaoHKU. B pabore [18] ommcano
onpegnenenue raugocara u AM®PK B Boze, oguako
BpeMeHa yAep:KUBaHUA NAaHHBIX COeIUHEHUH Co-
crapnanu meHee 0,5 mua. Creqyer mOHHMATH, YTO
MTOZIXO/T K XPOMAaTOrpauuecKoMy Pas3ieleHHI0 TJIH-
docara u AM®PK nHa mogo06HOIH KOJIOHKE CyIlleCTBEeH-
HO OT/IMYAETCA OT IOAXO0a K pPasfesleHHIo Ha KOJIOH-
kax C;g. BmecTo rpagueHTHOTO 3a0MpOBaHUd, Ha-
YUHAIOIIErocs cpasy Iocie BBOAa o6pasiia, Ierxeco-
00pasHO BBECTH B IIPOTPAMMy M30KpPATHYECKUH yda-
CTOK, (POPMHUPYEMBIH OPraHUIECKUM PACTBOPUTEIEM
C HU3KOH 3IIOUPYIOIIEH CIIocoOHOCTHI0. Bpems BBI-
X0la ONpeneasieMbIX COeTUHEHUH OyoeT OTOHBU-
raTtbCsi 0 MOMEHTA IOJa4Yd IMOABMIKHON (Pa3hl HA
OCHOBE JIEMOHH30BaHHOM BOABL. J[0 5TOr0 MOMeHTa
PEKOMEH/IyeTCsT HAPABIATE MOTOK C KOJOHKH B 00-
XOJI UCTOUHHKA MAaCC-CIIEKTPOMETPA — B CIUB. JTO
CYIIIECTBEHHO CHHMBUT BEPOSTHOCTH 3arpS3HEeHUS
HMCTOYHUKA HEYIeP/KUBAIUMUACA KOMIIOHEHTAMU
obpasria.

ITogbop omTUManbHOH XpoMATOTrpadUIECKOH
KOJIOHKH W TIAPaMEeTPOB 3I0HUPOBAHUSA OCYIIECTBIISA-
JI TIPY BBOJIE 9KCTPAKTa roMoreHara obpasia 60608
cou c¢ mobaBroit rimdocara u AMPK ma yposue
1 MI/KT, TPUTOTOBIEHHOTO IO MPUBEIEHHOH HUKe
cxeme. K 4 r momoroii cou mobasmsau 40 MEa pac-
tBopa C;, sxcrparupoBasu 20 MJI [eMOHU30BAHHOMN
BOzibI ¢ 130 MKJI COJITHOM KHCIOTHI U IEHTPUQYTH-
poBanu. ATTMKBOTY BEPXHETO CJIOS OUMINAIHN HA COP-
oenre xaprpumxka Oasis HLB. K 1 M ouninenHoi
QIMKBOTHI MPHUOABJIAIA 2 MJI METAHOJIA, OCAMKIAIN
6enku u menTuasl nentpudyruposanuem mnpu 4 °C,
3aTeM aJMKBOTY WCIOIb30Bamu miasa anamusa. Ore-
HUBaAJINU a6COJIIOTHyIO HHTEeHCHUBHOCTh CHTHAJIa H
¢opmy xpomaTorpaduieckux TuKoB (puc. 1).

IlepBonauansHO (hopMa xpomaTorpaduIecKux
NUKOB ObLIa HAWIyYIed NP KCIIOIb30BAHUU KO-
mouku Hypersil Gold aQ, ogmako mocie gopaboTku
CXeMbI HpO60l’[O].'[I‘OTOBKI/I U rpagueHTa OKOH4YaTeJb-
HBIN BBIOODP ObLT ocTaHOBIeH HA Komouke ACQUITY
UPLC HSS T3 (cwm. puc. 1, 2). ¥YcaoBus xpomarorpa-
(prueckoro pasjiesneHus Ha IMEPEUMCACHHBIX BhIIIE
KOJIOHKaX TpefcTaBieHbl B Taba. 3. Beuio ycramos-
JIEHO, YTO IIPpHU IMPUMEHEHHNH IIOIIYyJIAPHBIX IJId OTPH-
[ATEeILHOTO PEKUMA NOHU3AITNY 00ABOK B TIOIBUIK-
Hyto ¢asy (B) npoucxogur obIllee CHUKEHNEe HHTEH-
CHUBHOCTHM AHAJUTHUYECKOro curHasia. J[jas sToro ro-
TOBUJIM HECKOJIbKO ITOABM:KHBIX (pas (B) ma ocHose
5 %-HOTO MeTaHOJIa B MEMOHW30BAHHOU BOJE C JO-
6aBxkamu BomHOro pacrsopa ammuara (mo 0,025 %),
MypaBbuHOM KucaoThI (10 0,2 %), anlerara aMMOHUS
(mo 5 mmouw/n) (puc. 2).

Anaaus culpva pacmumenbrozo npoucxodicde-
nHus. OcHOBHOM 3amauell TPy aHAIN3€e PACTUTEIHHO-
IO CBIPhS OBLIO MOJIyYeHUE SKCTPAKTOB, B KOTOPBIX
MOKHO O0BLI0 ObI omrpezesaTs riugocar u AM®PK ua
MAaKCUMAIbHO HU3KOM YPOBHE COMEPIKAHUM B IITUPO-
KOM CIIEKTpe 00BEeKTOB HCCIETOBAHUSA, C MUHUMAh-
HBIM COJepP/KaHueM KOMITOHEHTOB, 3arpA3HSIOIIUX
XpPOMAaTO-MaCC-CIIeKTPOMETP.
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Puc. 2. Macc-xpomarorpammsl raudocara u AM®PK ¢ pasnuunbiMu qo6aBkaMu B HOABH:KHYI0 (asy: a — 6e3 m06aBoK; 6 —
0,025 %-ubrit BogubIH pacTBop ammuara; 6 — 0,2 %-Haa MypaBbUHAS KHCIOTa; 2 — 5 MM pacTBop arerar aMMOHUA

Fig. 2. Mass-chromatograms of glyphosate and AMPA with various additives in mobile phase: a — without additives; b6 —
0.025% aqueous ammonia solution; ¢ — 0.2% formic acid; d — 5 mM ammonium acetate solution

IlepBonauanpHas cxema MPOOOIOATOTOBKH OKAa-
3ayiach HePabOTOCIIOCOOHOU IIPH IepPexoje OT MOJIO-
TOU COM K APYTUM OOBEKTaM HCCIefoBaHUd (TOPOX,
MIIIEHUIIa, TPEeYKa, puc, 4ait u ap.). Ha yposue 110
AHATUTUYIECKUN CUTHANA ObLT HUBKUM, XpOMAaTOTpa-
(puueckue TUKN — IMUPOKUMH C aCUMMeTPHe 3a7-
Hero (ppoHTA, MEPeXOomdIuMu B (DOH HA YPOBHE
1/2 — 1/3 BwicoTHI. [l yMEHBIIEHUS BIUAHUA KOM-
IIOHEHTOB 00pa3Ia Ha aHATUTHIECKUH CUTHAJ MAac-
Cy HaBECKM YMEHBIIWIN BABOE, 00beM DKCTpareHTa
cocrasuan 20 ma. Ha cragum ontuMusanuu cocoba
SKCTPAKIIUH PACCMATPUBAIIH CIEIYIOIINE BAPUAHTHI
9KCTpareHToB u 106aBok B Hux: Ne 1 — 0,08 M cous-
Had KuciaoTa ¢ 4 mut guxmopmerana; Ne 2 — 1 %-nas
ykcycuaa kwcmora ¢ 1wma 10 %-Horo pacrtBopa
ITA-Na, u 4 mn guxmopmerana; Ne 3 — cmech
10 %-moro meranosa ¢ H06aBKod 10 1 % yKCycHOM
guciaorel ¢ 1 mia 10 %-moro pacreopa IJITA-Nay, u
4 mn puximopmerana; Ne 4 — cmech 20 %-HOTO MeTa-
HoOJa ¢ 106aBKOH 10 1 % yKCyCHOM KHUCIOTHI ¢ 1 Mt
10 %-moro pacrsopa IJ[TA-Na, u 4 mn guxiopme-
tana; Ne 5 — cmecn 20 %-H0ro MeraHoa ¢ J00aBKOM
0 1% yxcycHOM KHCIOTHI ¢ 4 MJI IHXJIIOPMETAaHa;
Ne 6 — cmecw 20 %-HOTO MeTaHONA ¢ MOOABKOMH 10
1 % yxrcycuoit kucnotsl ¢ 1 ma 10 %-Horo pacTBOpa
IITA-Nas,.

Ilocne srcTpakiuu u 1eHTPUYTUPOBAHUS TIPO-
BOAWJIM OUYMCTKYy Ha copbemre kaprpumka Oasis

HLB, ocaxmenune 6elKOB ¥ MEIITHIOB Al[€TOHUTPH-
JIOM, IIeHTPU()YTUPOBAHWE ¥ KOHIIEHTPUPOBAHUE
akcrpakra npu 50 °C. ComocraBumble pesyabTaThl
ObLIM TIOJy4YeHBbI MPH IPUMEHEHUHM SKCTPAreHTOB
Ne 3,4 u 6, omHako HambOjee YHUCTHIM SKCTPAKTOM
o061 Ne 4 (puc. 3). HecmoTpsa Ha TO, 94TO MPHUCYTCT-
BHe [UXJIOPMETaHAa MPY SKCTPAKIINH, BUIUMO, CHU-
JKAeT PAcTBOPUMOCTS INIHgocara (a3eoTporr JUXJIop-
MeTaHa C BOJO¥), ero MmpuMeHeHHEe OIPABIAHO IS
yCTpaHeHWs JUNWUA0B U JIydIIero pasgeieHus ¢as
npu paboTe CO CIOKHBIMU OOBEKTaMU HCCIIe0Ba-
HHSI ¥ MACJIUYHBIMH KyJIbTypaMH. DbLI Takmxke II0-
mobpaH 00beM alleTOHUTPUIA IJIS OCAKICHUSI Oe-
KOB U TIEIITUIOB U3 9KCTPAKTa C MUHUMATBHBIMH I10-
tepsamu raugocara u AM®PK: 2 ma Ha 1 M sxerpax-
Ta. Bmecro guxnopmerana s 06e3:KHPUBAHUS 0-
IyCTUMO IPUMEHATh TeKCAH B TOM iKe obObeme,
OJHAKO IIPHU STOM IIOCIE IeHTPU(PYTHPOBaAHUsA Opra-
HUYECKUU CJION OKajKeTCd HaJ SKCTPaAKTOM.

ITocse BbIOOpa crioco0a SKCTPAKIIMYU OIEHUBAIN
11eJ1eCO00Pa3HOCTh TMPUMEHEHHsI OYKMCTKH Ha COp-
6enre Kaprpumka Oasis HLB u copbenTe Bondesil
C,s (maBecka 0,5 r mHa KaprTpumx). [ma sroro sxc-
TpakT 00pasia Je/lWIN Ha TPU 4dacTu. s mepBoi
YaCTH OCYIIECTBJISIH POOOIIOTOTOBKY B COOTBET-
crBuu ¢ moaHbM mpoTorosoMm (¢ Oasis HLB); Bro-
pyio yacth ouninanu ¢ momoiibio Bondesil C,g; Tpe-
Th 4YACTh HE MOIJIeKaja OYHMCTKE Ha copbeHTax

Ta6auna 3. Ycnosusa xpomarorpaduieckoro pasaenenus cmecu raudocara u AMPK Ha pasnuaHbIx KOTOHKAX

Table 3. Parameters of chromatographic separation of glyphosate and AMPA mixture on different columns

HaumeHnoBanve KOMIOHKH HOI[BI/DKHBIE (basm

IIporpamma pasnenenus

Hypersil Gold aQ A — amneronuTpun

B — 15 %-up1ii MeTaHOI

A — aneroHuTPUT
b — 20 %-upr1it MmeTaHoI

Luna Phenyl-Hexyl

Ho 2 vua — 85 % A, k 2,5 mua — & 100 % B, mo 7 mun —
100 % B, B 7,1 muu — 100 % A no 14 (16 gy Luna
Phenyl-Hexyl) mua — 100 % A (crkopocTh II0OTOKA —
0,5 (0,6 gy Luna Phenyl-Hexyl) mur/mum, 30 °C)

ACQUITY A — 50 %-ublii MeTAHOJI B AllETOHUTPHUIIE
UPLC HSS T3 B — 20 %-ubr1it MmeTanon
(puc. 1, 8)

o 3 muu — 100 % A, x 4 mun — x 100 % B,
10 10 mua — 100 % B, 8 10,1 mua — 100 % A,
10 17 mur — 100 % A (ckopocts moToka — 0,45 mur/muH,
30 °C)
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(mpoBoamIM OcakeHre KOMIIOHEHTOB o0pasiia aie-
TOHUTPHUJIOM U JajJbHEHINe MaHWIYJAINH, Kak
ommcaHo BeIie). IIpoTokos akTuBaIMU U ypaBHOBE-
muBanud xKaprpumxa Oasis HLB usmoxen Boiie.
AKTHBaANMIO ¥ ypaBHOBEIINBAHNE KAPTPUIFKA C COP-
6earom Bondesil C,g mpoBoguiu 4 M MeraHoza,
4 MJI TEMOHW30BAHHOM BOMIBI M 2 MJI BKCTPAKTa —
B crmuB. B pesynbrare skcmepmMmeHTa OBLIO ycTa-
HOBJIEHO, uTO mpuMmeHeHue Kaprpumia Oasis HLB
¢ 60 Mr copbeHTa I03BOJAET MOIy4YaThb Hauboiee
YUCThIE SKCTPAKTHI C MAKCUMAIBHBIMH CHUTHATIAMHU
rimupocara u AM®PK. Ilpu orcyrcrBun KapTpumKei
Oasis HLB ouncTky MOXHO NPOBOAWTH W HA COP-
6enre Bondesil Cg, pasuuiia Mexay MOIydeHHBIMU
pesyabraTamMu HesHauuTenrbHA. [loTepu mpu oTkase
OT JOTOJHUTENHHON OYMCTKHA 3aBUCAT OT 00BEKTa
WCCIeIOBAHUA, HATIPUMED, I COU, TPEYKH, JIbHA U
KYKypy3bl OHH cOCTaBiAT 2—-3,4-7Tu 11-12%
COOTBETCTBEHHO, B TO BpeMs Kak JJIs ropoxa, KHHOAa,
Ye4yeBHIlbl, 0Bca U JIp. — Meubire 2 %. Cienyer ort-
METHUTb, YTO [JIA SKCTPAKTOB, IIPOIIEIINX OYUCTKY,
dopma xpomarorpaduuecKUX IHUKOB OIpeaess-
eMBIX COeIWHEeHWH ObLaa JIydIille, a 3HAYEHUs OT-
HOINIEHU cUTHaIA K IIyMmy (S/N) [yia BTOPBIX A04ep-
HUX WOHOB — BBIIIE. B 1eoM mpuMeHeHue [0MOJ-
HUTENHHOU OYHCTKH IPOAJIEBAET CPOK CIYKOBI XPO-
MaTorpad)uuecKoi KOJOHKH U IeJeco00pasHo Ipu
WCIIOTb30BAHUN MacCC-CIIEKTPOMETPOB C HU3KOIIPO-
M3BOIUTENHHBIMU HOHHBIMHU UCTOYHHUKAMH, a4 TAKIKe
MIpH aHA/IK3e TaKuxX 00BEeKTOB, KAaK Yail (Bce BHUBI),
II0YBA ¥ MOYBOTPYHTHI, 3arpsA3HEHHbIE TIOBEPXHOCT-
HbIe BOJBI U KOMOHKOpPMA HA OCHOBE ChIPbS PACTH-
TEIBHOTO IPOHCXOKIEeHUuA. PesynbraTbl anammsa
pasaIudHBIX O00BEKTOB C J00aBKOM riamdocara
0,1 mr/kr npexacraBieHbl B Tabi. 4 (pesyabraThl
OBLIM PACCYUTAHBI 110 TPAAYUPOBOYHOH 3aBHUCH-
MOCTH, TIOCTPOEHHOH IS MOJIOTOMH cou 0e3 JIOIOIHH-
TEJIbHOUW OYHMCTKH DKCTPAKTA).

HHTeHCHBHOCTB, 0TH. €11,

Q 168.20>62.08 ()
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4 14 : 5 4 L1

Bpewmsa ynepixuBanusa, Mua

Puc. 3. Macc-xpomMaTorpaMMbl JOUEPHHUX HOHOB Iixgocara
[IpH Pa3iIHYIHBIX cIrocobax sKcTpakiuu Ha ypoBHe 0,1 Mr/Kr:
@ — COJsIHAA KUCIOTA U AUXJIOPMETaH; 6 — YKCyCHAs KHCIIO-
ta, I TA-Na, u guxnopmeras; 8 — 10 %-HbI METAHOT, YK-
cycuas kucinora, ] TA-Na, u nuxnopmeran; 2 — 20 %-Hbli
MeraHoa, ykcycHas kuciaora, O TA-Na, u auxmopmeran;
0 — 20 %-HbII MeTaHOI, YKCyCHAd KUCIOTa U AUXIOPMETaH,;
e — 20 %-ub1it MmeTaHo1, yrcycHaa kuciaora u Il TA-Na,

Fig. 3. Mass-chromatograms of glyphosate product ions
obtained for different ways of the extraction at a level of
0.1 mg/kg: @ — HCI with dichloromethane; & — acetic acid,
EDTA-Na, and dichloromethane; ¢ — 10% methanol, acetic
acid, EDTA-Na, and dichloromethane; d — 20% methanol,
acetic acid, EDTA-Na, and dichloromethane; e — 20% meth-
anol, acetic acid and dichloromethane; f — 20% methanol,
acetic acid and EDTA-Na,,

Ananus uwas u xomburxopmos. llpemmaraemas
MEeTOOAHKa II03BOJIAET IIPOBOOUTDH KOJIMYECTBEeHHbIN
aHaIM3 Jas u paga KomOoukopmoB. Ilpu sTom B x01€
MPOOOIIOATOTOBKH Yas AWXJIOPMETAaH He IMPUMeHs-
10T, a OYKCTKA dKcTpakra Ha Kaprpumke Oasis HLB

Ta6auna 4. CpasHenwe 1ioragei Tukos riugocara ¢ ourcryoit Ha Oasis HLB u 6e3 nee

Table 4. Comparison of peak areas of glyphosate cleaned on an Oasis HLB and “zero-SPE” cleanup

Haszsanue obpasna (sar.)

IInomans, otw. ex. (Oasis HLB) Ilmomans, oTH. ex. (6e3 04nCTEH)

Pesynbrar ananusa, Mr/kr

Cos (Glycine max) 22480
Topox (Pisum sativum) 31376
Yua (Salvia hispanica) 39586
Kunoa (Chenopodium quinoa) 16 857
Jlen (Linum usitatissimum) 25097
Osec (Avena sativa) 39 349
Puc (Oryza sativa) 74251
ITmenuna (Triticum aestivum) 56 061
fdumens (Hordeum vulgare) 40967
Kyxypysa (Zea mays) 59220
I'peuka (Fagopyrum esculentum) 32678
Yeuesumna (Lens culinaris) 33217

21943 0,100
31387 0,104
43176 0,109
16724 0,091
23387 0,090
39829 0,082
72 891 0,086
57898 0,109
40457 0,078
52395 0,079
31419 0,092
33022 0,106
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Puc. 4. Macc-xpomMaTorpaMMbl SKCTPaKTa 00pasna 4as ¢ 10-
6askoit 0,1 mr/kr riugocara (a) u AM®PK (6)

Fig. 4. Mass-chromatograms of tea sample extract with ad-
ditives of 0.1 mg/kg of glyphosate (@) and AMPA (b)

sBJIeTCA 00d3aTeNbHOM [JIi YCTPAHEHHUS COIep-
JKAIUXCI B DKCTPAKTE eCTEeCTBEHHBIX KpacCHTeJeH,
IyOMIBHBIX BEIECTB, IMOJIU(EHOJOB U COXPAHEHHUS
IO ma yposme 0,1 mr/kr. Ilomyuaembie rpamyu-
POBOYHBIE 3aBHCHMOCTH IJIsi OINPEIeIeHUs IIIH(O-
cara u AM®K, mocrpoenHble Ha OCHOBE 100aBOK
pabouux pPacTBOPOB B 00pasi(bl YAMHOTO JIKCTA,
nmeoT Bua: y = 0,8311420x — 0,003157974 u y =
= 0,7458113x — 0,006998737 (R >0,99) coorBet-
ctBeHHO. Macc-xpoMarorpaMMmbl — rimdocara u
AM®K mnoxasanbs! Ha puc. 4.

Bosmo:uOCTh aHaIn3a KOMOMKOPMOB ObLIA OIle-
HEHa C UCII0JIb30BaHUEM IIIECTU PA3TUIHBIX 00pas-
11oB. B 6onbmiunacTBe ciyuaeB Okt gocturayT 110,
paBubIit 0,1 Mr/kr ayis o00MX COeTUHEHUH IPH 3HA-
yerann S/N > 10. Ograro B o0pasiiax, comep:Kaliux
MUHEpPAJIbHbIE KOMIIOHEHTHI, OTMEYAJIIOCh CHUJIbHOE
nonasienue curtana AM®K (puc. 5), mosromy st
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Ta6mauua 5. Pesynbprarer ananmsa o0pasiioB COM C €CTECT-
BEHHBIM ypoBHeM 3arpsasHenus raugocarom u AMOK, moiy-
YEeHHBbIE C UCII0JIb30OBAHNEM PAa3HBbIX METOOUK

Table 5. Comparison of the results of analysis of soybean
samples with natural levels of contamination with glyphosa-
te and AMPA obtained by different methods

Howmep Be3s ouncriu C ouncrroit

o6pasna na Oasis HLB  na Oasis HLB MY A-1/043
T'nmudocar, mr/kr
175 2,67 2,54 2,25
176 1,02 0,97 0,90
179 1,23 1,28 1,14
181 1,67 1,68 1,44
AM®PK, mr/kr
175 1,76 1,82 1,62
176 1,07 0,99 0,77
179 1,28 1,32 1,43
181 1,47 1,44 1,59

TaKUX OOBEKTOB NAaHHAS METOJWKA HeIpHeMmiIeMa.
IIpu ananuse 00pa3IOB KOPMOB IPUMEHSIN II0J-
HBIN MIPOTOKOJI IIPOOOIIOATOTOBKY C AUXIOPMETAHOM
u ouncTkoH Ha KapTpumke Oasis HLB.

Cpasnernue paspabomanrozo nodxoda ¢ au-
mepamyprvimu Oarnvimu. CpaBHHBAIHU BOCIIPO-
M3BOAUMOCTh PE3yJAbTaTOB aHa/IW3a 110 JaHHOU
METOJUKEe C TOJIYYEHHBIMH M0 O(HUITHATHHON Me-
TOAWKE, HWCIOIb3yeMOH B PYTUHHOH JgabopaTop-
HOM mpakTuke — MY A-1/043 «Mertoxuueckue
yKa3aHud 10 OIIPefIeIeHHIO TIH(OcaTa U IPOIYKTOB
ero mMetabonmM3Ma B KOPMax M KOPMOBOM CBIPbE»
(®P.1.31.2023.45591), ocHoBaHHOUW Ha IIpeIBapH-
TelbHOU mepuBartusanuu riaudocara u AMPK [5].
B xauectBe 00pasioB AiA MPOBEAEHHUS HCCIEI0BA-
HUS UCIOJIB30BATH MOJOTYIO COI C €CTEeCTBEHHBIM
YPOBHEM 3arpsa3HeHus, MMOCTYIUBIIYIO B saboparo-
pUi0 B paMKax KOHTPOJsS 6e30ImacHOCTH HMIIOPTH-
pyemoro B 2023 r. ceipba. PesynbraThl cpaBHEHUA
MpejcTaBiIeHbl B Tab. 5.
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Puc. 5. Buzap! koM6HKOPMOB, IpOaHATH3NPOBAHHBIX B TaHHO padore (a — e) ¢ gobaskoi 0,1 mr/kr AM®K u mace-xpomarorpam-

MBI 06pasioB 8 u e (1s, le) ¢ muxom AMPK

Fig. 5. Various types of the feed-stuff analyzed in this study (a - ) at 0.1 mg/kg AMPA spike level and mass-chromatograms of

samples ¢ and e (1c, le) with AMPA peak



«3aBoackasda maboparopusa. [[marnocruka marepuaiaos». 2023. Tom 89. Ne 9

21

[IpumenuTEIHHO K IPHBEIEHHOMY B JAHHOH pa-
6oTe criocoby TeTEeKTUPOBAHUS C IPUMEHEHUEM XPO-
marorpaduueckoit Konouku ACQUITY UPLC HSS
T3 6n11a IpoBEpeHa PaboTOCIIOCOOHOCTh METOIUKN
EC [7]. Ins sToro B 5 r MOJIIOTOM COHM, HE COaep:Ka-
et rmucpocara u AMPK, srocunu 50 MK pacTBo-
pa C,, IpOBOIUIN DKCTPAKIIUI0 M OCTAIBHYIO IIPO-
6omoaroroBKy mo mpomucu QuPPe-PO-Method c
HebospImMu ~ MomudpHKaAmuAMHU. Bwmecro  cosum
IITA-Na, ucnonbsosanu IJ[TA-Na, us-za ee mo-
CTYITHOCTH ¥ JOKa3aHHOUW 5(P(PeKTHBHOCTH B OTHO-
IIeHWHW CBA3SbIBAHUA [ABYX3apPAJAHBIX HOHOB MeTall-
moB. Bmecto ycrpoiictBa ynbpTpaduiabTpanum Ha
5 x/la ucnonpzoBanu ycrpoiicreo Ha 10 k/la. Ilomy-
YEHHBIN T0C/Ie TMPOBOIIOATOTOBKY SKCTPAKT HE aHa-
JIU3UPOBAJIU Cpasy, KaKk YKA3aHO B IPOIKCH, a CMe-
[IIMBAJIH C al[eTOHUTPHUJIOM B COOTHOIIeHuu 1/1; mpu
9TOM IIPOMCXOIUIO0 OOWIbHOE 00pa3oBaHWE B3Be-
meHHBIX yactull. IlonyuenHyo cmech 1eHTPUdyTH-
poBanu AyA pasjieneHus pas u TOMBKO MOCIE STOTO
aHAIU3UPOBATIH. Y CTAHOBIEHO, uTo Meromuka KC
He ABJISETCA ONTHUMAIBHOHU /I OMpeaeeHus TJIH-
docara u AM®K na yposue 0,1 MI/Kr B IMEIOIIMXCS
YCIIOBHUsAX, a IOJydyaeMble TAKUM 00pasoM SKCTPaK-
THI TPEOYIOT JOMIOTHUTEIHHOM OYUCTKY WM U3MeHe-
HHA yCIOBUH 9KCTparuuu (puc. 6).

Anaausz 600wt u nouswvt (nowsozpynmos). I'nudo-
cat u AM®K wusBneranmu u3 o0pasioB BOIBI, OTO-
OpaHHBIX U3 MPYAOB B IEPHO] AKTUBHOTO CHETOTAd-
uus. las sroro k 5 mur oOpasma gobasusaau 10 MK
I'®-ISt, 5 mxn pacreopa C3 u mepememuBanu. Pac-
CMATPHUBAJIH TPHU CII0C00a, 00eCIIeunBAIOIITHNX MAKCH-
MaJIbHOE MU3BJIEUYEHHEe W OYUCTKY DKCTPAKTA OT IpPHU-
Mecel (puc. 7):
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Puc. 6. Macc-xpoMaTorpaMMbl SKCTpaKTa 00pasiia MOJIOTOH
CoH Tocsie TPOOOIOATOTOBKM B cooTBercTBUU ¢ QuPPe-PO-
Method (a) n mocne ounctiu Ha Oasis HLB (6)

Fig. 6. Mass-chromatograms of ground soybean sample ex-
tract after sample preparation according to QuPPe-PO-
Method (a) and after purification on Oasis HLB (b)

Ne 1 — nenrpudyruposanue mpu 4750 muna! u
20 °C, ouncrra ma Oasis HLB, cmemuBanue o6pas-
I1a C alleTOHUTPUJIOM B COOTHOIIIEHHU 1/2, IeHTpH-
dyruposanue npu 4750 mun! u 4 °C, KOHIIEHTPHUPO-
BaHWe 2 MJI SKCTPaKTa BABOe, (pHHAIBHOE IEHTPH-
dyruposanue npu 15000 mun'! u 4 °C;

Ne 2 — nobaBnenue mepej MEPBLIM IEHTPHUPY-
rupoBaHueM 5 MKI 25 %-HOro pacTBOpa aMMHAaKa,
HasnbpHeHmas mpoboloATOTOBKAa — KaK B Crocobe
Ne 1;

Ne 3 — mobaBienue mepej MEPBLIM IEHTPUQPY-
rupoBanueM 50 MKJI yKCycHOH KucaoTbl u 0,2 Mi
10 %-noro pacrBopa JITA-Na,, nanpHefias mpo-
GomoznroToBKa — Kak B criocobe Ne 1.
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Puc. 7. Macc-xpomarorpaMMbl 06pasiioB BObI, IIOJYUYEHHBIX IIPY PA3INYHbIX criocobax sxcrpaknuu riaudocara (I'®) u AMPK:
a — skcrpaknud 6e3 106aBoK; 6 — mo6aBka pacTBOpa aMMHaKa; 8 — qobaBka yKcycHoH kucmoTsl H Ol TA-Na,

Fig. 7. Mass-chromatograms of water samples after different modes of glyphosate and AMPA extraction: a — without any ad-
ditives; b — with ammonia solution; ¢ — with acetic acid and EDTA-Na,
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Puc. 8. Macc-xpomaTtorpaMMbl 06pasIioB IIOYBBI, [TOAyYEeHHBIE IIPU PA3IUYHBIX crocobax skcrpakiuu rwmdocara (I'P) u
AM®K ua yposre 0,05 MI/Kr: @ — ¢ YKCYCHOH KUCIOTOH; 6 — ¢ yKcycHOi KuciaoToi u ] TA-Nay; 6 — ¢ pacTBopoM aMmuaxa

Fig. 8. Mass-chromatograms of soil samples after different modes of glyphosate and AMPA extraction at a level of 0.05 mg/kg:
a — with acetic acid; b6 — with acetic acid EDTA-Na,; ¢ — with ammonia solution

Croco6 Ne 3 jier B OCHOBY METOIWKHM aHAIN3a
BOJbI. YBeJIWYeHHe BHOCHMOIO o0beMa pacTBopa
I TA-Nay mo 0,25 — 0,3 M1 IPHUBOAUIIO K yBeIHIe-
HHUI0 MHTEHCHBHOCTH CHUrHaJjia rimdocara 1, HaIpo-
THUB, K mogasiaenuio curaana AMPK.

Hssneuenne raucocara u AM®PK u3 mousbr u
MMOYBOTPYHTOB WCCIEMOBAIN TIPU aHaIu3e o6pasia
rYMyCOBOTO TOPHU30HTA JAEPHOBO-IIO30JUCTON MOY-
BBI, KOTOPBIH OBbLI MPeIBAPUTEIBLHO BBICYIIEH IIPU
80 °C u ycpemueH C IpHUMEHEHHEM AHATHTHYECKHX
cur. K 2r o6pasua mgobaemsam 20 mrax I'®-ISt,
10 M pacrBopa C, u mnepemernuBanu. Paccma-
TPUBAJIH TPHU CII0co6a IMPOOOIIOATOTOBKH JAHHOTO
obpasma:

Ne 1 — srcrpariua 20 mn 1 %-Hoit yKCyCHOM
KHCIIOTHI, IeHTpudyruposanue mnpu 4750 Mun! u
20 °C, ouucrra na Oasis HLB, cmermmuBanue c are-
TOHUTPHJIOM B COOTHOIIIEHUH 1/2, meHTpud)yruposa-
mre npu 4750 mua! u 4 °C, KOHIEHTPHPOBAHHE
2 MJI BKCTpaKTa BABOE, PUHAIBHOE HeHTPUQYTHUPO-
Bauwue npu 15000 mun! u 4 °C;

Ne 2 — orcrpaknws 19 ma 1 %-HOH yKCyCHOM
kucinorel ¢ 1 man IJITA-Na,, mampHeimas mpodo-
IIOATOTOBKA — KakK B criocobe Ne 1;

Ne 3 — srerparnus 20 mu 0,1 %-Horo pacrBopa
aMMuaKa, JajgbHeHInas MpobOIoATOTOBKA — KakK B
crrocobe No 1.

Cmoco6 Ne 3 jter B OCHOBY METOIWKHM aHaIMU3a
I0YB KakK Haubosee 3)(peKTUBHBIN U IT03BOJISIOLIAI
onpenensats riaudocar u AMPK or 0,02 u 0,04 Mr/kr
COOTBETCTBEHHO. YBEIWYEHHE COMIEPIKAHMSI aMMH-
aKka B I[Ba pasa MPUBOAWIO K YXYAIIEHUIO (DOPMBI
xXpoMaTorpadMuecKux IMUKOB OIPeNeaieMbIX COelu-
Hennii. [IpuMeHeHHe HKCTPATHPYIOIIET0 PacTBOpPa
Ha OCHOBE METAHO0JIa, a TAKMkKe yMeHbIIeHne 00beMa

SKCTPArupyollnero pacrsopa WKW yBelWdeHue Ha-
BECKH 00pasiia He JaBaiy IPEeruMYIIeCTB 10 CpaBHe-
HHIO C BRIOPAHHBIM IIPOTOKOJIOM (puc. 8).

Meroguka 6bLTa ampobupoBaHa MPU AHAIH3E
TaKUX BHUIOB MOYB (II0YBOIPYHTOB), KaK CyTJIHMHOK,
YepHO3eM, MOYBOTPYHT MApPKOBOM 30HBI (C IECKOM
MEJIKOH (DpaKInu), IOYBOTPYHT HA OCHOBE JE€PHOBO-
IIOZ[30JIMCTOM ITOYBBI (CpemHUH M CIa0bIH MOI30I),
IMOYBOTPYHT HA OCHOBE [I€PHOBO-IIOA30JIUCTOM MOY-
BBI (IpyHTOBO-CIab0rIeeBaTo). by qoCTUTHY THI
I10 0,02 u 0,04 mr/r mas raudocara u AM®PK co-
oTBeTCTBEeHHO. [IpoBepsnu BO3MOMKHOCTH aHaIH3a
MOHHBIX OTJIOXKEHWH Ha OCHOBE JIKCTOBOTO OMana
(ImeperHos) W MOYBOTPYHTA MMAPKOBOM 30HBI (HapPY-
IIeHHAd JePHOBO-TIOJ30IMUCTAA), a TAKKE CaIpoIlie-
. B mepBoM ciiydae BO3MOKHO OIpefesieHue IJIu-
docara ua yposue 110, ognarxo curnan AM®PK 6611
c1ab0 BbIpaKEH, XPOMATOrPa(UIECKUI IIUK HMe
acuMMeTpHio 3amHero ¢gpouta. Bo BTOpOM cityuae
aHAIM3 B MMEIOIIUXCH YCIOBUAX HEBO3MOKEH H3-3a
CHUJIBHOTO IIOABJIEHHUSA CUTHAJIA KOMIIOHEHTaMU
obpasria.

Ilpumenenue naacmuko8vlx UAU CMEKAAHHBIX
pacxodrbvix mamepuasnos. B xone paspaborku MeTo-
IUEY ObLIA IPOBEPEHA THIT0TE3a, COTIIACHO KOTOPOM
rugocaT CIrocobeH CBA3BIBATHCA C AKTHBHBIMHU
IIEHTPaMH CTEeKJIa MOCYIbl, WCIOJIb3yeMOu Ha pas-
JIMYHBIX dTamax mnpobomoxrorosru [19]. s sroro
TOTOBHUJIM 00PAa3Ibl MOJIOTOM COM M TOYBHI C 100aB-
KOH ompenenseMbIx coenwHenuii Ha ypoBHe II0.
IIpo6omoATOTOBKY MPOBOAMIN B COOTBETCTBHH C
MIPOTOKOJIAMH MAaKCHMAaTbHOH OYMCTKU, KaK yKasa-
HO BbITe. OUHIeHHbIE YKCTPAKTHI JAETUIN HA JIBE
PpaBHBIE YaCTH, OHY 13 KOTOPHIX IEPEHOCHIN B BUA-
Iy ¢ IIOJHUIIPONHUIEHOBOM BCTAaBKOM, BTOPYI0O — B
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CTERJITHHYI0 Buajxy Oe3 BcraBku. ObGe wactu 3KC-
TpakTa MapaIebHO IIPOAHATHU3UPOBATH B COOT-
BETCTBUH C METOAWKOM Ha 1-#, 3-i, 4-1 U 5-U AHU C
MOMEHTA IIPUTOTOBJIEHHS. XpAHEHHE OCYIIECTBILIN
B ycrpoiictBe BBoja mpob mpu 15 °C. OuenuBanu us-
MEHEHHe IUIOIaIell THKOB OTHOCUTEIHLHO Pe3yibTa-
TOB, IIOJIyY€HHBIX B IEPBbIHA AeHb (B %), HHTEHCUB-
HOCTb CHUTHaa u (pOopMy HUKOB. B 3kcTpakrax us
CTEKJITHHBIX BUAJ WHTEHCUBHOCTb AHAIUTUYIECKOTO
curHaja Opuia Beliie, B cpeguem — Ha 10 (cost) — 20
(mouBa) %, 4To OBLIO OOYCIOBJIEHO OOIIMM IIOBBI-
IIIeHHBIM ypoBHEM (pona. Popma xpomarorpaduye-
CKHMX THKOB IMIMpocara Ha MPOTIKEHUH BCETO DKC-
ImepuMeHTa ObLIa YI0BIeTBOPUTEIBHON BHE 3aBUCH-
MOCTH OT BHA SKCTpaKTa M cmocoba xpameHus. B
9KCTPAKTAX, HAXOAAINIUXCA B CTEKISHHBIX BHAJAX,
HabII0gaIach acHMMETpPUs 3aTHEero (PpoHTa MHKA
AMO®K: ua yposre 15 — 20 % BBICOTHI B CIIydae COH
u Ha ypoBHe 60 % BbICOTHI B ciry4yae mouBsl. [loaro-
My TpWMeHEeHHEe BCTABOK U3 MOJHUIIPOIMIEHA SBJIS-
ercsi 00sg3aTeNbHBIM TPHU AHAIN3e IM0YB U II0YBO-
TPYHTOB ¥ PEKOMEHAYEeMBIM IPH aHalu3e PaCTH-
TEJILHOTO ChIPhA (B CiIydae HEOOXOIUMOCTH Xpa-
HEHHs DKCTPAKTOB 0o0jiee CyTOK Ilepen aHAIH30M).
O6muit xapakTep U3MEHEHHUS ILIOIAlel TUKOB (co-
Iep:Kanusa) raugdocara BO BPEMEHH HILTIOCTPUPYET
puc. 9.

Anpobayus memoduru. IlpoBommmm ampoba-
IIHIO TTOJTHOTO IIPOTOKOJIA TTPOOOIIOATOTOBKH /I ChI-
Pbs PACTUTEIBHOTO IIPOUCXOKIeHUA (MOIOTASA COsI),
BOZIBI, TIOYBHI (J€PHOBO-TIOA30JUCTAS, CPETHUU U
cnabprit moasos). Jlmsg MomoTo# CcoOM TIPOBOAMIU
OJIMH DKCIEPUMEHT C WCIIOJb30BAHUEM UYHUCTOTO 06-
pasua (61aHK), 1IecTH 00pPA3IOB A MOCTPOEHUS
rpajyupPoOBOYHON 3aBUCHMOCTH, BYX 06PA3I0B KOH-
tpossi kadectBa (QC) u 24 «HemsBeCTHBIX» 06pas-
II0B ¢ [00aBKaMu, COOTBETCTBYIOIIUMH TPEM YPOB-
HAM TPaiyHPOBOYHOM 3aBUCUMOCTH (110 8 06pasiioB

ot
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Puc. 9. Usvenenne comepxanusa riaugocara B 9KCTPAKTax
IIpY XpaHEHUHU B CTEKIAHHON U IIJIACTUKOBOH IIOCyze

Fig. 9. Change in the glyphosate content in soybean and
soil extracts, when stored in glass and plastic ware

Ha ypoBeHb). {711 BOJBI ¥ ITOYBBI KOJIMUYECTBO «HEHU3-
BECTHBIX» 00pasIloB ObLIO YBEIMYEHO 10 32 H3-3a
HEeOoOXOIUMOCTH MOJIyYeHHsA TaHHBIX HA ypoBHe 110
AM®K (2110, ugocara)- Paboume nuanazonb rpaayn-
POBOYHBIX 3aBHCUMOCTEH JIJIsT ChIPhS PACTUTEIHLHOTO
npoucxoxaenuss — 0,1 — 5,0 MI/kr; Iy IIOYBBI —
0,02/0,04 (AM®K) — 0,8 mr/gr; mia Boabl —
0,001/0,002 (AMPK) — 0,05 mr/n. B obpasusr cou
BBONU/IN CIEAyIOIue H00aBKH pabodux pPacTBOPOB:
Cy — 20 mr; C; — 20, 100 Mk (4TO COOTBETCTBOBA-
a0 0,1/1,0/5,0 mr/kr); I'®-ISt — 20 mra. B o6pasiibr
MOYBBI BBOAWIH M00aBKH pabounx pactBopoB C; —
40, 80 mrimr; Cy — 40, 160 M1 (49TO COOTBETCTBOBA-
1o 0,02/0,04/0,2/0,8 mr/kr); I'®-ISt — 20 Mk, B 06-
pasmsr Boger — Cy — 5, 10, 50 mra; Cy — 25 MK
(uro coorsercrBoBaio 0,001/0,002/0,01/0,05 mr/m);
I'®-ISt — 10 mka. J[1a Bcex 00BEKTOB HCCIIE0OBa-
HHSI IIOATBEPIKIEHA BO3MOMKHOCTH IIOJIyYEHHS JIH-
HEWHBIX TPaJyHPOBOYHBIX 3aBUCUMOCTEIN B YKA3aH-
HBIX [HANA30HAX CO 3HAYEHHIMH KO03(MHUIINEHTOB
rkoppemsaruu R > 0,99. Ilonyuenubie sHAYeHU IIpa-

Ta6auma 6. Pesynprars! anpobanuu paspaboranuoi meroquku (n = 8; P = 0,95)

Table 6. Approbation of the developed method (n = 8; P = 0.95)

T'nudocar AM®K

Ilob6aBxka, X+ A, S % Recov- Jlo6aBka, x+ A, S % Recov-

MTI/KT MI/KT r ery, % MI/KT MTI/KT r ery, %

CoIpbe pacTu- 0,1 0,11 = 0,01 10,9 106,0 0,1 0,08 = 0,01 7,5 80,5
:Iecf(z;c‘;z;l;o 1,0 1,01 * 0,02 26 101,1 1,0 1,01 + 0,03 4,0  100,6
(MomoTasa cos) 5,0 5,09 = 0,09 24 101,8 5,0 5,17 = 0,06 1,8 103,3
IIousa 0,02 0,020 = 0,002 1,5 98,0 0,04 0,04 += 0,01 19,5 96,8
0,2 0,20 = 0,01 10,3 99,5 0,2 0,20 = 0,02 16,3 101,5

0,8 0,78 = 0,04 8,2 97,8 0,8 0,87 + 0,04 7,2 108,1

Boga* 0,001 0,00094 = 0,00008 12,1 93,5 0,002 0,0021 = 0,0002 16,1 105,0
0,01 0,0102 + 0,0002 11,0 101,7 0,01 0,0096 + 0,0009 13,8 96,7

0,05 0,051 = 0,003 7,3 102,2 0,05 0,051 = 0,004 10,5 102,2

* PesynbraThl IPUBEAEHBI B MI/IL.
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BHJIBHOCTH He IIpeBbImanu *+20 % oT ycTaHOBJIEH-
HOro 3HaudeHwus. Pazbpoc pesyabTaToB aHAIH3A 00-
pasitoB QC 6w11 He 6osee 15 % OT MCXOAHOrO 3HAYE-
uwus. [lomyyernHble 3HAYEHUA OTHOCUTEIHLHOIO CTAH-
naptHOro oTkjJIoHeHud (S,), cpexHero (x), craHmapT-
HOrOo OTKJOHeHHA (S) ¥ CTeleHH W3BJIeUYCHUS
(Recovery) mpusemens! B Tabi. 6. Mcxons us moiry-
YEHHBIX JAHHBIX, MOKHO CIeJIaTh BBIBOZ 06 3dhdex-
THBHOCTH Pa3pab0TAHHOTO IIPOTOKOJIA MPOOOIIOAro-
TOBKH, a8 METOAMKY Ha €r0 OCHOBE MOKHO PEKOMEH-
O0BaThb K BaIUJallU U aTTeCTalluu AJId II0CJIeayI0-
[Iero IpPWMEHEHWsI B PYTUHHOM J1abopaTOpHOM
MIpaKTHKe.

3axaroueHue

Paspaborannas MeTonMKa TIO3BOJISET OIpe-
mensats raudocatr u AMPK B mmporom croexrpe
00BEKTOB HCCIIEIOBAHUS, CYIIECTBEHHO OKOHOMSI
BpeMs aHaIKu3a W PACXOJHbIE MaTepHUajbl 110 CPaB-
HEHHIO ¢ METOAMKAMIH C IPeIBapUTEIbHON JAepuBa-
Tusarued. Meroauka mpenHasHavYeHa IS OpraHu-
3aIui, TPodQ)eCCHOHAIBHO 3aHUMAIOIINXCS KOHTPO-
jieM 0e30TAaCHOCTH CeIbCKOXO3AHCTBEHHON IIPOIYK-
mu U O0OBEKTOB OKpy:Kalomed cpenbl. Ilpose-
JIeHHasa ampobarus u IpoBepKa paboTocmoco6HoCTH
Ha Pa3IMYHbIX 00bEKTaX MCCIEHOBAHMS IT03BOJISIOT
CUMTATH JAHHYI0 METOAHKY YHHBEPCAIBHOM, I03BO-
JIAIONIEH TOJydaTh J0CTATOYHO BOCIIPOM3BOIAMMBIE
pe3yabpTaThl aHAIHU3Aa.
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