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METOIWYHE 3ABE3ITEYEHHA KOHTPOIIO AKOCTI HOBOI'O BITYH3HAHOT O
OYHITIHY T'PIHEKC, PK 1 BE3IIEKH
HOT0 34CTOCYBAHHA HA COI TA BHHOTPAJ[I

Bnepwie pospobneno komniexc mMemooux O KOHMPOAIO AKOCMI HO8020 GIMUUZHAHO20
cymiwesozo ¢pyneiyuoy I pinexc, PK eupoonuymea I1I1 «Keminatin Aepoy (Yxpaina) ma besnexu
1020 BUKOPUCMANHSA 8 CLIbCbKOMY 20CHO0ApCmei. B yux memoouxax 3acmocosami cyyacni memoou
niocomosxku npod,  idenmuikayii ma KilbKiCHO20 BUSHAYEHHS NPONAMOKApOY: CeleKmueHd
excmpakyis, KaniiapHa eazopiounna xpomamoepagis 3 I, TI] ma MC Oemexmyganusm.
Memoouku  eusHauenHs emicmy O0il0uoi peyoeuHu (nponamoxapdy) y npenapami, a MaKodC
3ANUWKOBUX KiIbKOCMEU Y 8pOXCal YilbosUX Ky1bmyp (1200ax 6uHO2pAoy, 3epHi coi) i npoOYKmax
nepepooxu (6UHOSPAOHULL CIK, COEBA ONisl) BUKOPUCIAHI Ol OePIHCABHUX NepeopecCmpayiiHux
8UNPo6Y8aHb, 0OSPYHMYBAHHA 2ICIEHIYHUX HOPMAMUGIE Ma pe2lamMeHmis, YMo8 6e3neuHo2o
suxopucmanns Qpyneiyuoy I pinexc, PK 6 cinbcoxomy cocnooapcmai.

Knwuoei cnosa: nponamokapd, eazopiounna xpomamozpais, Mac-cnekmpomempis,
@yHeiyuou, npenapamuena gpopma necmuyudis, 3a1UUKOSI KiTbKOCHI Necmuyuois.

Bnepgvie  paspaboman  KOMnIeKC ~MemOOUK  Oisi  KOHMPOJS — KAYecmea  HOB020
omeuecmeenHoco cmecesozo ¢yneuyuoa I punskc, PK npouzsoocmea OO0 «Kemunaun Aepoy
(Ykpauna) u 6eszonacnocmu e2o ucnonib308aHusi 6 CeNbCKOM Xo3zaucmee. B smux memoouxax
NpUMEHEHbl COBPEeMeHHble Memoobl NO020MO6KU Npod, UOeHMUUKayuu u KOJIU4eCmeeHHO20
onpeodenenus NPoNamoxkapoba: CeleKmueHas dKCMPAaKyus, KanuuiApHas — 2a30HCUOKOCHAS
xpomamoepagus ¢ ITH]], TH]] u MC oemexmuposanuem. Memoouxku onpeodenenus cooeprcanus
Oelicmeylowe2o eewecmea (nponamoxapba) 6 npenapame, a maxdxce OCMAMOUHbIX KOAUUECE 8
ypooicae yenesvlx Kyibmyp (200ax 6uHozpaoaq, 3epHe Ccou) U NpPoOYKmax nepepabomku
(8UHOCPAOHDILL COK, CcOe80e MACI0) UCNONIb308AHBL Ol 20CYOAPCMBEHHBIX NPeOPecUCPAYUOHHBIX
ucnvimaHnutl, 060CHOBAHUS 2USUCHUYECKUX HOPMAMUBOS U PeIAMEeHMOo8, YCI08Ull 0e30nacHo20
ucnoavzosanus gyneuyuoa I punsxc, PK 6 cenvckom xo3aiicmae.

Knrouesvie cnosa:  nponamokap6b, — 2az0dcuokocmuas — xpomamozpaghus, — macc-
cnekmpomempus, @QyHUYUObl, NPEenapamuenas Gopma necmuyudos, OCmMamouHvie KoAUuecmsd
necmuyuoos.

A set of methods for the quality control of the new domestic mixed fungicide Greenex, SC
produced by PE "Kemyline Agro" (Ukraine) and the safety of its use in agriculture has been
developed for the first time. In these techniques modern methods of sample preparation,
identification and quantitative definition of promokarb are applied: selective extraction, capillary
gas-liquid chromatography with FID, TID and MS detection. Methods for determination the content
of the active substance (propamocarb) in the preparation, as well as its residual amounts in the
yield of target crops (grapes, soybeans) and processed products (grape juice, soybean oil) were
used for state pre-registration tests, substantiation of hygienic standards and regulations,
conditions for the safe use of fungicide Greenex, SC in agriculture.

Key words: Propamocarb, gas-liquid chromatography, mass-spectrometry, pesticides,
fungicides, formulation of pesticides, pesticide residues.
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Beryn

B Vkpaini mist 3aXUCTy CUTbCHKOTOCIIOAAPCHKUX KYJIBTYP Ta MPOAYKIIl POCIMHHMIITBA BiJl
IIKiTHUKIB, XBOpoO 1 Oyp’sniB y 2014 pomi Oyno BuxopucraHo Omu3pko 38,0 THC. TOHH
MEeCTULIM/IIB, Y ToMy d4ucm 6,6 thc. ToH QyHrinuais [1]. HacuueHHs BITYM3HSAHOTO PHHKY
NECTULUAIB BiIOYBAEThCS, MEPEBAXKHO, 32 PaxXyHOK iMmopty. 3a manumu Jlep>kaBHoi (ickambHOT
cyx6u Ykpainu y 2014 pori Oyio iMmopToBaHo MoHaA 65 THUC. TOHH 3aC001B 3aXUCTy POCIWH Ha
cymy Ommspko 5 wmipa. gonapie CIIA. B Vkpainy nectunuau iMmopryioTh Omusbko 80
arpoxXiMiYHUX  Ta  MANPHUEMHHUIIBKUX  CTPYKTyp. Ha  BITYM3HAHOMY  PUHKY  JOJIA
MYJbTHHALIOHAJPHUX KOMIaHIi — BHpPOOHUKIB OpuriHalbHUX mpenapariB (Bayer, Syngenta,
Monsanto, DuPont, BASF tomio) cranoButh 6:1136K0 39 %, reHeprUuHUX KOMIIaHIl €BpONEeHChKUX
— 12 % Ta kuraiicekux — 31 %, npssMux 1ucTpu6d 10TopiB — 6mu3bKo 19 %.

Oco0imBe 3aHEMOKOEHHSI BUKJIMKAIOTh BUMAJKH HE3aKOHHOTO TOTPAIUISIHHS 110 YKpaiHu
npernapariB CyMHiBHOI sKocTi ((anmbcudikaTiB) Ta KOHTpadaKTHOI MPOIYKIIii, YACTKA SKUX CATAE J0
30 % puHKy 3aco0iB 3axWMcTy pOCIMH, B TOW uac, sk 3a naHuMu [IpomoBonpyoi Ta
Cinscpkorocnofgapeskoi Opranizanii npu Opranizanii O6’eqnannx Hamiii (Food and Agriculture
Organization of the United Nation, FAO) y cBiToBoMy MaciTa0i 1ei nokasHuk ckianae 7 - 9 % Bin
00CSITIB IPOAAKY.

B 3B’si3Ky 3 BHKIJIAQJICHUM BUIIE, OCOOJIMBO aKTyaJIbHUM € HaJlarOJDKCHHsS BHPOOHHIITBA Ta
BIIPOBA/KEHHSI  3aCO0IB 3aXMCTy POCIUH BITUM3HSAHOrO BUpPOOHHMKA. OOOB’S3KOBOIO yMOBOIO iX
peecTparii B Ykpaini Ay 0€31Me4HOro BUKOPUCTAHHS B CUIBCHKOMY TOCIIO/IAPCTBI € OOTPYyHTYBaHHS
HEOOXITHUX TIri€HIYHUX PErJIaMeHTIB 1 HOPMATHUBIB, Ta, 0€3yMOBHO, METOAMYHE 3a0e3MeyYeHHs
KOHTPOJIIO SIKOCTI TpernapaTuBHUX (HopM mecTHiuAiB ((popMyIIsiiin) 1 3aIMIIKOBUX KUIBKOCTEH y
POCIIMHHIN CUPOBHHI Ta MPOAYKLIi.

B 2017 poui B Ykpaini Oyno 3asBiaeHo Ha peectpauito (ynripn ['pinexc, PK (miroul peqoBuHu:
nporamokapd, 200 T/mv® + amomiHiii Qocdonopoxucmii, 400 /M) BHPOOHMIITBA HPHUBATHOTO
nignpuemctBa «KemimaitH Arpo» (Ykpaina), 1 3aCTOCYBaHHS B arpOIPOMHCIOBOMY CEKTOpi Ha
BUHOTPAJHUKAX Ta MOciBax coi. MeToau KOHTPOIIO SKOCTI Mperapary, a caMe BMICTY B HbOMY
Jit040i pevyoBHHH (TIporaMokapOy), a TakoX BMICTY ii 3aJIMITKOBHX KIJIBKOCTEH y 3€pHI coi Ta
AroJax BUHOTPaLy 1 MPOJYKTax iX MepepoOKH, a came - COEBiil 0Jii Ta BUHOTPAJHOMY COKY, JIO
TETEPINTHBOTO Yacy BiJACYTHI.

VYnpasninasm 3 xapuoBoi Oe3neku EBponu (EFSA - European Food Safety Authority)
BcranoBiieHO MRL (maximum residue levels, makcumanbao gomyctumuii piseHb (M/IP), Bmicty
nponamokapOy B Srojax CTOJOBHUX Ta BUHHHMX COPTIB BMHOTPaJy, HAaCiHHI ONIHHHUX KYyJBTYp Ta
3€pHI COi Ha MEXI1 KIJTbKICHOTO BHM3HAYEHHS BajiJOBAaHOTO I POCIMHHUX MATPHUIb 3 BUCOKHUM
BMICTOM BOJIOTH Ta 3epHa aHaiiTuyHoro Metony (lower limit of analytical quantification), sikuit
cranoButh 0,1 mr/kr. [Ipu oMy momyctuma mob6osa moza (1)1, ADI - acceptable daily intake)
npornamMokapOy s oauHy, 3rigHo 3 Jupektusoro 91/414/EEC ckianae 0,244 Mr/kr macu Tina Ha
o0y [2, 3].

B Vkpaini 3rigao 3 JCanlliH 8.8.1.2.3.4-000-2001 (3 Homarkamu) JJIJ] mpomamoxapOy
ckianae 0,02 mr/kr, anme MJIP s BuHOTpaay Ta 3epHa COi, a TAKOX COEBOT OJIi1 Ta BUHOTPAHOTO
COKY JI0 TENEpIilIHbOT0 Yacy He BCTAaHOBJEHI [4].

MeTta po6oTH: p0o3poOKa METO/IIB BU3HAYCHHS MPONaMOKapOy, OIHIET 3 JIIFOUMX PEYOBHHH (71, P.) HOBOTO
cymireoro dysritpyty Ipinexc, PK (1. p.: mporamokap6, 200 r/mv+ amominiit ocoroBokucmii, 400 1/ avr’)
BupooOHuITBa [T «Keminaitn Arpo» (Ykpaina) y npenapaTuBHii ¢popmi, B 3epHi Coi Ta CO€EBIH 0ii,
y Srojlax BHHOTPAay Ta BUHOTPAJHOMY COKY JJs 3a0€3MeUeHHs] KOHTPOJIIO SKOCTI Mpernapary Ta
0e3IeKu oro BUKOPUCTaHHS B CLITLCBKOMY TOCTIOZIAPCTBRI.

O0’eKTH J0CTIIKEeHD

Ilponamoxapé6 — mnpomin 3-(mumerunamino)nponuikapoamar (IUPAC), Hanexuts 10
XiMiuHOI rpynu KapOamaris
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CAS RN 24579-73-5

®Di3uK0-XiIMIYHI BIACTHBOCTI [5, 6].

CrpykrypHa ¢opmya:
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Emmipuuna dopmyna: CoH20N2O»

Binnocna monekynsipHa Maca: 188,3

[Ipommamokap06 - rycra piguHa )OBTOTO KOJIbOpy. Tuck HacuueHoi mapu 730 mPa (25 °C),
Kow logP= 0,84 (20 °C). Po3unnHicTs mponamokap6y y Bofi npu 20 °C craHoButs >900,0 1/mM°
(pH 7, 20 °C); B H-rekcani >883 r/mm’, Meranoni >933 r/nm’, muxnopmerani >937 r/am’, Tomyomi
>852 r/nm’, areToni >921 r/nm’, erunanerati >856 r/mm’; pKa= 9,5, cubHa 0CHOBA.

3a pe3ynbTaraMu OJHOTO 3 HATYPHHUX CIIOCTEPEKEHb IMPHU 3aCTOCYBaHHI MporaMokapOy
repio HOro HamiBpO3KIaay B TpyHTI ckiaaaB 6,44-8,43 nuiB, B pociauHax Bix 5,00 mo 11,46 nuiB
[7].

B nocmimax Ha TEIUIOKPOBHUX TBapWHAX IICHs BBEIACHHS MPONaMOKap0 BUSBISETHCS Y
Hupkax Ta nedinui 3a 0,75 - 3 roquau. Ilepion HanmiBBUBEACHHS 3 TKAHUH ckiagae 11 - 26 ronuH.
Bcranosieno, 1o #oro BUBEEHHS 3 OpraHi3My Moxe BinOyBatucs Ha 91-94% Bxe mpotarom 72
TOJIUH, NP IIbOMY T'OJIOBHUM YHHOM 13 ceueto (88-92 %) [8].

Ilponamoxap6, ananimuunuii cmanoapm (Propamocarb PESTANAL) Reference material
(RM) ¢ipmu "SIGMA ALDRICH Laborchemikalien GmbH", 99,7+0,5%; crangapTHi po34uHU
npomamMokapOy B METaHOJII Ta B H-TE€KCaHi.

®ynziyuo Ipinexc, PK (niroua pedosrHa: nponamokapo, 200 r/mve + amominiit docdoropokucymit, 400
r/nv°), IpertapatyiBHa GopMa.

Mampuui, 140 00ciOIHCYIOMBCA: STOI BUHOTPATY Ta BUHOTPAIHUI CIK, 3ePHO COi Ta COEBA. OIS

Metoau pociaixkeHnb, anapatrypa

lazopinuaHa Xxpomarorpadiss KamiispHa Ta HacaJkoBa 3 BHUKOPHCTAaHHSIM Ta30BOTO
xpomarorpadpa «KPUCTAJIFOKC 4000M» 3 komm’roteproro mporpamoro  NETCHROMWIN
(P®), nonym‘sino-ionizamiitaum (I11/]) Ta Tepmoionnum (TLJ]) nerekropamu.

PesyabTaTi Ta iXx 00roBopeHHs

ExcniepumeHTanbHO OOrPYHTOBAaHI ONTHMalbHI YMOBM MIATOTOBKM MPOO A0 aHali3y
npenapatuBHOi (HOpMH Ta MITLOBUX MATPHI, I1AeHTH(IKaIIi Ta KIIbKICHOTO BHU3HAYCHHS
npornamokapOy B ¢dopMynsmii Ta WOTro 3aJHMINKOBHX KUTBKOCTEH METOAOM Ta30piaTuHHOI
xpomarorpadii (I'PX) 3 m0maTKOBHM MIATBEP/KEHHSM HATIHHOCTI 1AeHTH}IKAIT METOIOM
razopianHHoi xpomarto-mac-ciektpomerpii (['PX-MC).
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Busnauenns nponamoxapoy y cpopmynauii.

Meroanka Bu3HA4YEHHs NpomnamMokapOy y mpemapatuBHi dopmi dynrinuay ['pinexc, PK
IPYHTYETbCS Ha XpoMmarorpadyBaHHI METaHOJIBHOTO PO3UMHY MPOOH, i1eHTH(IKALIT Ta KITbKICHOMY
BH3HAYCHHI TPOINaMoKapO0y METOJOM Ta3opiauHHOI XpomaTtorpadii 3 MOIyM SHO-10HI3AMITHUM
nerexropoM (I'PX/IIIJT). Jliana3oH BUMiproBaHb MacoBoi yacTku mponamokapOy 100-500 r/mm>.

Buznauennss nponamokapO0y € BHOIPKOBUM Yy TPHCYTHOCTI 1HINIOI [IF0Y0i pPEYOBUHHU
(armomiHiro (hocHhOHOBOKKICIIOT0) Ta PEIITH IHTPENI€HTIB MpernapaTuBHOI (popmu.

Iliocomoska npo6. Binbupaiots npoOy ¢ynrinuny ['pinekc, PK micas perenbHOro
TnepeMilllyBaHHs €MHOCTI, 1110 MiCTUTh TpenapaT (06°eM 3pa3ky He meHme 3a 100 cm?). BinbuparoTs
HaBaxKy mpenapary macoro 0,050 (£0,001) r, nowmimaioTs y MipHy konby mictkictio 10,0 cm?,
PO3YHMHSIOTH Y METaHOJI, PETEIbHO MEPEMIITyIOTh. | MK MiATOTOBICHOTO METAHOJIBHOTO PO3YHHY
npoOu iH €KTYIOTh Y BUIIapoByBau Xxpomatorpada. Ymosu I'PX ananizy Haseneno y tabmnuui 1.

Tabauuys 1
YMoBM BU3HAYEHHS ponamMokapOy B ¢popmyJisiuii MeToaoM Kamijsipuoi I'PX
YmMmoBH aHamizy XapakTepucTuka, napamMmeTp
Xpowmarorpad «Kpucrammokc-4000 My
Kommtotepna nporpama NETCHROMWIN)»
JerekTop TIIT,
XpomarorpadiuHa KOJOHKa: ZB-WAX kamninsipHa
JOBKWHA 30 M
BHYTPIITHIN AiaMeTp 0,32 Mmm.
[Tap Hepyxomoi ¢azu (100% - mosmieTHICHTTIKOIIb) 0,5 MKkM
TemnepaTypa TepMocTaTa KOJIOHOK 170 °C
TemnepaTypa BUIapHUKA 200°C
TemmepaTypa geTeKkTopa 250 °C
O6'emna BuTparta razy-Hocis (azor OCY) - nmignyB Ha 30 cm’/xB
KOJIOHKY
O6’emna Butpara razy-Hocis (azor OCY) - ckumaHHs 3 10 cm’/xB
BUIIAPOBYBava
Po3wenienHs noToky 1:4,5
BXigHuii THCK Ha KOJIOHKY 1 atm
O6'eMHa BHTPATa BOIHIO 30 cm’/xB
OO0'emMHa BuTpaTa MOBITPs 300 cM*/xB
O06'eM npo6u, 1110 BBOJASATH Y BUNAPHUK 1 mm?
Yac yrpuMaHHs IporaMokapoy 4,9 xB.
Jliana3oH JIHIWHOCTI NETEeKTyBaHHS 300,0 — 1500,0 ur
CranyiapTHi pO34YMHHU B METAHOJII: OCHOBHUI 1500 mxr/ cm®
rpayroBaIbHi 750 ta 300 Mkr/ cMm®
KOHTPOJIbHUH 500 mxr/ cm®

BusHauyaroTh KOHIIEHTpalil0 MponamMokapOy 3a rpadyloBajbHOIO 3alexHicTio (puc. 1).
TumoBa xpomarorpama mpoOu mpenapatuBHOi (Gopmu GyHTIIUAY TpeACTaBIeHa HAa  pHC. 2.
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XpomaTtorpad Kpuctanniokc-4000M
PeyoBuHa Ne1 nponamMokap6
pagyroBaHHA

No KoHueHTpauis, O6’em Mnowa BubpakoByBaHHSA Moxubka. %
B MKr/cm3
1 1500 1 545.6117 HI 7.648843
2 1500 1 544.2678 HI 7.3836924
3 750 1 263.5134 HI 7.7786132
4 750 1 218.6475 HI 23.480264
5 750 1 230.6797 HI 19.269374
6 300 1 103.5248 HI 19.406836
7 300 1 105.8727 HI 22.457957
8 300 1 99.0908 HI 27.425077
9 1500 1 538.287 HI 6.2036843
A=16 88% 2

FonKM4ecTED

Mnowagk

Puc. 1. T'pagyroBanbHa 3aJI€XKHICTD IUIOIII XpOMaTOrpadiyHOro MKy MponaMoKapoy
B1JI MacOBO1 KOHIIEHTpAITIT /TSl aHATI3y MpenapaTuBHOT HOpMH

18507357
1452,900 - -
Foua

B57.230—--

253,395 oo . S S S — ST . . —
00.00 0451 09.22 1384 18.45 207 2768 230

Puc. 2. Xpomartorpama po3unHy npenapary «I'punekc, PK» B 10 mi Mmetanomy, 1 Mk

Baninanis meronukn nposenena 3rinHo 3 pexomenpauismu CIPAC 3807 (Collaborative
International Pesticides Analytical Council - Paga mixkHapoagHOTO CHIBpOOITHHUIITBA 3 aHATITUYHOT
ximii mectunuaib) [9].

Meronuka 3a0e3nedye BHKOHAHHS BHUMIPIOBAaHb BMICTY IPOINaMoOKapOy B MpenapaTUBHIN
dopmi  dynrinuny Ipinexc, PK B miamasoni iz 100 mo 500 r/mm® 3 cymMapHOIO TOXHOKOIO
BHUMIPIOBaHHS, sika He nepeBuiye 5% (P=0,95; n=6).
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3a Bumoramu IIpomoBonpuoi Ta Cimbcbkorocnomapchkoi Opranizamii mpu Opranizamii
O06’ennannx Hamiii Ta BceecBiTHboi Opranizanii Oxoponu 310poB’s, moao cnenudikamnii 3aco0iB
3aXHUCTy POCIIMH JIJIsl TIpEnapaTiB 13 3asBJICHUM BMICTOM it04uoi pedoBuHH Bia 100 r/mm° o 250 1/
a3 JOITYCKA€EThCS BiAXUICHHS + 6 % Bif 3aaekiapoBanoro Bmicty [10].

Takum umHOM, po3po0JeHa MeTOoaMKa 3a0e3nedye BHMIPIOBAHHS MAacOBOI KOHIIGHTpAIlii
nponamokapOy B mpenapatuBHiii ¢opmi Qynrinuay I'pinekc, PK Bignoinae Bumoram CIPAC,
®AO, BOO3.

Busnauenns nponamoxapoy.
ITiocomoska npoo.

Bunorpan.

Exctpakuito npornamokap0y i3 mpo0 Arig BUHOTpaLy MPOBOISATH CYMIIIIIIO alleTOHITPHUII -
Boga (75+25, 00.+00.), OUMINEHHS EKCTPAKTy - NUIIXOM TEPEPO3MOIICHHS aHaTITy YV
JTMXJIOPMETAaH.

Bunyuenns mpomamokapOy 13 mpoO®  BHHOTPAJHOTO COKY TMPOBOJAATH EKCTPAKIIEIO
ANXJIOPMECTAaHOM.

Cos.

Excrpakiito nmponamokapOy i3 mpo0 3epHa Ta ojii coi MpoBOAATh H-TeKcaHOM. EKcTpakT
OOpOOJISIFOTh CYMIIIIIIO AlETOHITPHII - Boga (75+25, 00.+00.), OUHIEHHS EKCTPAKTY - IUIIXOM
MePEPO3TNOIICHHS aHAJITY 3 allETOHITPUITY Y TUXJIOPMETaH.

KiHmeBuii eKCTpakT KOHIEHTPYIOTh A0 CYXOro 3aJIUIIKYy, SIKHH PO3YMHSIOTH B H-TEKCaHI.
[Tponmamokap6 Bu3HauyatoTh MetogoM ['PX 3 Bukopucranusm tepmoioHHoro nerektopa (I'PX/TI)
B YMOBax, SIKi BUKJaJeHI y Tabmumi 2 3a rpalyloBajbHOIO 3aJEKHICTIO, IO MPECTaBICHA Ha
PHUCYHKY 3.

Tabnuysa 2
YmoBu Bu3HaueHHs nmponamokapoy I'PX/TI /I

YmMmoBH aHamizy XapakTepucTuKa, napamMmeTp

Xpomarorpad «Kpucrammokc-4000 M»
Kommtorepna nporpama «NETCHROMWIN)»
JerekTop TIJ
XpomarorpadiuHa KOJOHKa: HacaJIkoBa
JIOB)KUHA 3Mm
BHYTpIIIHIN fiameTp 3 MM

Hepyxoma ¢aza

Carbowax 20M, 15%

1HepTHUH HOCIH

Xpomaron N-AW-DMCS,

0,1-0,125 Mmm
TemnepaTypa TepMocTaTa KOJIOHOK 200 °C
TemnepaTypa BUIapHUKaA 230°C
TemmepaTypa geTeKkTopa 280 °C
O06'emna BuTpara razy-Hocis (azor OCH) 30 cm’/xB
O06'eMHa BHUTpaTa BOJHIO 12 cMm’/xB
O6'eMHa BHUTpaTa MOBITPS 180 cm*/xB
O06'eM npo6u, 1110 BBOJISATH Y BUTAPHUK 5 MKJI
Yac yrpuMaHHs MponaMokapoy 11,2 xB.
Jliara3oH JiHIMHOCTI JETEeKTyBaHHS 0,3 —-300 Hr

CraHmapTHi PO3YHMHH B H-TE€KCaHI: OCHOBHHI 300 mxr/ cm®
rpaayroBaJIbHI 30, 3, 0,6, 0,3 MKr/ cMm>
KOHTPOJIbHUM 1,5 mxr/ cm®
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XpomaTtorpad Kpuctanniokc-4000M
PeuoBuHa Ne1 nponamMmokap6
pagyroBaHHA
[ K i ’ ’

Ne o":i:/-;%ium 06’em Mnowa
1 300 1 1653,2
2 300 1 1860.4
3 300 1 1723.9
4 30 1 167
5 30 1 173,91
6 30 1 183,27
7 3 1 15,1
8 3 1 14,94
9 3 1 16,905
10 0,3 1 2,01
11 0.3 1 1,95
12 0,3 1 1,87
13 0,6 1 3,65
14 0,6 1 3,72
15 0,6 1 3,74
h=h 043%,

konM4ecTED

Mnowadk

Puc. 3. T'papyroBanbHa 3aJI€XKHICTh IUIONII XpOMAaTOrpagiqHoro IMiky mpornamMokapOy Bix

MacoBO1 KOHIICHTpaITii.

Ha pucynky 4 HaBeIeHO THITOBI XpOMAaTorpaMi CTaHJAPTHOTO PO3YMHY INPONaMokapoy,
KOHTPOJIBHUX HpPOO AT BUHOTPAIy Ta BHHOTPAIHOTO COKY, 3€pHa COi Ta COEBOI OJIii, a TaKOX

MOJIETIbHUX 3 BHECEHHSM MpoIraMokapoy.

Bamigamito meroguk mpoBeneHo 3rimHO 3 pekomeHpariisimu  SANTE/11813
BpaxyBaHHSM BITYM3HSHUX BHMOT JO0 HOPM TOYHOCTI 1 TIPaBWJIBHOCTI BHUMIPIOBaHb MPHU
3M1MCHEHHI KOHTPOJIIO 32 BMICTOM XIMIYHHUX PEYOBHUH B MPOJOBOJIbYIN CHPOBHHI, TPOAYKTAX
xapuyBaHHs 1 00’ekTax AOBKULIA [12]. B Tabnuii 3 HaBeaeHO OTpUMaHi 3a pe3ysbTaTaMu
BaNiJaIii METPOJOTiuHi XapaKTePHUCTUKU PO3POOJECHUX METOAMK BHM3HAYCHHS MponaMoKapOy

(P =0,95,n=15).
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BubGpakoByBaHHA

HI
HI
HI
HI
HI
HI
HI
HI
HI
HI
HI
HI
HI
HI
HI

Moxun6ka, %

5.5341944
6,305459
1,4943126
4,5742225
0,62576664
4,7226482
13,716812
14,631071
3.4028282
14,85378
11,425309
6.8540144
1,9742986
0,094353632
0,4427735

[11] 3



Puc. 4. Xpomarorpamu rmponamokapOy B JOCTIKYBaHUX 00’ €KTax:

XpomaTorpama CTaHIapTHOTO PO3YHMHY MPOMaMOKapOy B H-TEKCaHI 3 KOHIIEHTpaliew 1
MKT/MJI.

XpomaTorpama KOHTPOJILHOIT TpoOu BuHOTpaty (50 1) .

Xpomarorpama MoxaensHOi Tpodu BuHOTpamay (50 1) 3 BHeceHH M 0,5 MKr
npomamMokapoy.

Xpomarorpama KOHTPOJIbHOI Tpodu BUHOTpagHoro coky (100 ) .

Xpomarorpama MojaeNIbHOI mpoOu BuHOTpamHoro coky (100 r) 3 BHecernHsM 0,5 MKT
nponamokapOy.

XpomaTorpama KOHTPOJILHOT Tpodu 3epHa coi (10 r).
Xpomarorpama MojieNbHO1 Ipoou 3epHa coi (10 1) 3 BHeceHHsM | MKT mponamokap0y.
XpomaTorpama KOHTPOJILHOT TpoOu coeBoi odii (10 T).

Xpomarorpama MojeNbHO1 podu coeBoi oii (10 1) 3 BHeceHHsIM 1 MKT iponamokap0y.
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Tabnuys 3

MeTpoJioriyHi XapaKTepuCTHKN METOAUK BU3HAYEHHS MPONaMOKap0y y BUHOIpai
Ta BUHOTPAJHOMY COKY, 3€pPHi COi Ta CO€Bill 0J1il MeTOA0M ra3opiaimHHOI XxpomaTorpadii

MeTposoTiuHHi MOKa3HUK Marpuiis
BUHOTI'PAJI cost

SITOIN CIK 3epHO oJ1is
Mesxa KITbKICHOI'O BU3HAUYEHHS, MI/KT 0,005 0,005 0,1 0,1
Jlianma3oH BUMIpIOBaHb, MI/KT 0,005 -1,0 0,005-10| 0,1-10 | 0,1-1,0
Cepenne 3HaueHHs1 Bu3HaUeHHs, R, % 79,6 % 79,8 % 80,8% 79,6 %
Crangaprue Bigxunenss (n=12), S, % 2,78 2,42 1,90 1,09
JloBipunii iHTepBaI, =% 0,99 0,87 0,69 0,39

Busnauennss npomamMokap0y € BHOIPKOBUM Yy TIPUCYTHOCTI I1HIIMX KOMITOHEHTIB
npenapatuBHOi (opMu  (QyHrinMAYy, a TakoX CTIHKUX 3a0pyAHIOBayiB JOBKULIA, 30KpeMma,
XJIOPOPTaHIYHUX CITOTYK.

Hns  igeHtudikamii mpomaMokap0y Moxke OyTH BHUKOPUCTaHMH METOJA Ta30piAMHHOI
XpOMaTo-Mac-CIeKTPOMETPIi.

MeToau xociaigxkeHb, anaparypa

["a3opignHHAa XpOMAaTO-Mac-CHEKTPOMETPIis 3 BUKOPHCTAHHSM Ta30BOTO XpoMaTo-Mac-
cunektpomerpa «CLARUS 600 T» ¢ipmu «Perkin Elmer» (CILLIA) 3 koM’ I0TEpHOIO MPOTPaMOI0
«TurboMass» Ta MONIYKOBOIO 0a30l0 JaHUX Mac-CIIEKTPIB MOJEKya opraHidHuUX croiyk «NIST
2011».

XpomatorpadiuHa KamnuisipHa KOJIOHKA «Elite-5MS» (5%-denin-95%-
METHJIIONICHIIOKCaH ), foBxuHa 30 M, BHYTpilHiN aiametp 250 MkM, map Hepyxomoi ¢aszu - 0,25
MKkM (pipmu «PerkinElmer», CIIIA).

YmoBu xpomarorpadgivyHoro ananizy nponamMokap0y MeToA0M ra3opiiMHHOI XpoMaTo-
Mac-CIeKTPoOMeTpii

TemmnepaTypHuii pexxuM aHaTI3y HaBEJEHO B TabuIIi 4.

Tabnuysn 4
TemneparypHuii pe;xuM XpoMaTo-Mac-ClIEKTPOMETPUYHOI0 AHAJII3Y
. [IBuAKICTH .
Temnepatypauit . Kinuena Yac yrpumaHHs,
3MIHM TEMIIepaTypH, o
pexuM °C/xB temneparypa, °C XB.
ITouaTkoBuit 0.0 50 392
1. 10.0 280 6,00
O06’'emMHa BuUTpara razy-Hocis (Temiif) ............ 20 cM>/xB.

Peectpartito Mac-CrieKTpiB MPOBOAATH B PEKHUMI 10HI3aIlli MOJIEKYJT €JICKTPOHHUM yAapoM 3
eHepriero enekTpoHiB 70 eB 3 BUKOpPHCTaHHSAM peXHUMY pPEeCTpallii MO3UTUBHUX OIHO3APSIHUX
ioHiB (El+). Yac ckanyBanus craHoButh 0.2 cek. 3 may3oto0 Mixk ckanyBaHHsMmu 0,01 c. KinbkicTb
CKaHyBaHb Ha OJMH ycepelHeHui Mac-crektp ckiagae 10°. IoHM [OCHiIKyBaHMX MONEKY.
¢bikcyroTh B miama3oHi Mac 45 + 450 m/z. 3anuIkoBii THCK B KaMepl 10HI3aIlii CTaHOBUTH ~ 8,6
x107% Temnepatypa aepena ionis cranosutsh 300 °C. Temneparypa mimo3y craHoBuTh 280 °C.

3aranpHa TPUBAIICTH peecTpallii CTaHOBUTH 32,92 XB.
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Mac-cnexmpomempuuni xapaxkmepucmuxu

Pesynbratu inenTudikaiii pedoBUHH 3a Mac-CIeKTpoM uucioBuMu Mmetomamu NIST2008,
HaBesieH1 B Tabiuii 5. 3a KpuTepiil BitOOpy XapakTepHUX 10HIB TOCTIIKYBaHOT pEYOBUHU 00Hpanu
HaWOIIBITY IHTCHCHUBHICTh 10HHOTO TIIKA.

Tabnuysn 5
InenTudikaniss nponamoxapoy
Yac i Binnocna
Bignomenns, |
PeuoBuna dopmyna CrpykTypa YTpUMaHHS, IHTEHCHB.,
m/z
CEK. %
. 188 99.9
[Tpomamokap6 CoHooN202 | ™™™ g 714 84 2.6
129 4.7
100+ =
TTopiBHSAIBHUN a0
1. | Mac-crektp.
Beepx Bix oci
. : OB 00 491 125 M3 184 M 235 952 263
abciuc BiIKIaeH1 e
HHE BULIGACHE | o Y2 82 100 PPN TE T
eKCIIepUMEHTAIIbHI
10HHI TTiKH, BHH3 —
iKW €TaJIOHHOTO 50
Mac-CIeKTpa 6a3u
naaux NIST2008
-
T 1 T T T T T T T T T T Tl T T T T T T T
Eq g0 O a0 o) 103 110 120 130 140 1 160 1 1BD 190 207 210 T3 250 240 250 260 27}
Heod lo Tail WIF=B26 RMF=851
BucHoBkH

P03po0ieHO KOMIUIEKC CETeKTHBHUX METOIUK JUIsl KOHTPOIIO SIKOCTI HOBOTO BITYM3HSHOTO
cymimeBoro ¢ynrinuny ['pinexc, PK Bupooununrsa I1I1 «Keminaitn Arpo» (Ykpaina) Ta Oesnexu
HOT0 BUKOPHUCTAHHS B CIJIbCHKOMY T'OCIIOJIAPCTBI, SIK1 BiAMOBIAAIOTh MIXKHAPOIHUM Ta BITYUZHSIHUM
cydacHuM BuMoram. Meroauku BanmigoBano 3rigHo 3 Bumoramu CIPAC (Guidelines on method
validation to be performed in support of analytical methods for agrochemical formulations) Ta €C
(SANTE/11813/2017, Guidance document on analytical quality control and validation procedures
for pesticide residues analysis in food and feed).

MeTtoauky  BH3HA4YEHHS BMICTY Jil040i PEUOBHMHM Y TMperapari, a TaKOX 3aJHIIKOBHX
KUTBKOCTEH B yposkai BHHOTpaay Ta cOi, MPOAYKTax HOTo rmepepoOKku (BHHOTpPAIHUMN CIK, COEBa
omis) OynM BHUKOPUCTaHI JJIsl TMPOBEACHHS JEPKAaBHUX IepeApeecTpaliiHuX BUIPOOyBaHb,
OOTpYHTYBaHHs TITI€EHIYHMX HOPMATHBIB Ta pPEIJIAMEHTIB, YMOB O€3MEYHOTO BHUKOPHUCTAHHS
¢ynrimuny ['pinexc, PK mis 3axucty BuHOrpasy Ta coi.

MeToauKy KOHTPOJIIO BMICTY IpomamMokapOy B GoOpMyJsilii BKIFOYEHO J0 TEXHIYHHX YMOB
Ha npenapar I'pirekc, PK [13].
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