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IHCTUTYT OUIHKY BIAMOBIAHOCTI, MMEHN TA EKO/TIOrMT HALJIOHA/IbHOrO MEANYHOIMO
YHIBEPCUTETY IMEHI O. O. BOrOMO/IbLA

YAOCKOHAJIEHHA AHAJIITUYHOI'O 3ABE3ITEYEHHA KOHTPOJIHO
3A 3ACTOCYBAHHAM I'EPBIIIN/IB HA OCHOBI KAP®EHTPA3ZOH-ETWIY

Bcmyn. 32i0H0 i3 cy4acHUMU BUMO2aMU KOHMPO/b 3a BMICMOM KapgheHmpasoH-emusy (2epbiyud kaacy
mpuasosioHIB) y 3epHi X/II6HUX 3/1aKiB | IpyHmi mpeba 30ilicHroBamu 3 ypaxysaHHsIM (1020 Memabosiimy KapheH-
mpasoHy.

Mema 0oc1idXeHHs1 — po3p0ob/IeHHST MeMOOUKU BU3HAYEHHST B 3€PHI X/1IOHUX 3/1aKi8 i IpyHmi kapgheHmpa-
30H-emuJs1y siK CyMu KapgheHmpasoH-emus1y ma (io2o Mmemabosiimy kapgheHmpas3oHy 8 nepepaxyHky Ha KapheH-
mpasoH-emurl.

Memoou docnidxeHHs1. XpomamozpaidyHuli aHasli3 Ha pPiOUHHOMY XxpomMamoepadpi “Shimadzu Nexera X2”
i3 MpuKBaopyno/ibHUM Mac-crneKkmpomMempuyHuUM demekmopom “Shimadzu LCMS-8050” nposodusiu i3 3acmo-
CyBaHHSIM 06epHEHO-ha30B80i XpomamoepagiyHoi cmasnesoi kKos1oHku “Shim-pack Velox Biphenyl”, 2,7 um,
100 x 2,1 mm ma nepedkosoHKku “Shim-pack Velox Biphenyl”, 2,7 um, 5 x 2,1 mm. [1id2omosKy 3paskis rpyHmy
ma 3epHa X/1ibHUX 3/1aKi8 nposoousIu 32I0HO 3 MOOy/IbHUM QUEChERS-memodom. [pasusibHicmb BU3HAYEH-
HS1 KaptheHmpasoH-emusly ma KapgheHmpasoHy y npobax rpyHmy ma 3epHa X/1i6HUX 3/1akis niomsepoxxysasiu
MemoOOM «BHECEHO — 3HaUOeHO0», MpeyusitiHicmb — MOBMOPHUMU BUMIPHOBAHHSIMU B8 YMOBax 36)KHOCMI ma BHy-
mpiWHb01a60paMmopPHOI BIOMBOPHBAHOCMI.

Pe3ynbmamu U 062080peHHSA. [J/19 aHa/i3y npob rpyHmy ma 3epHa X/1i6HUX 3/1akis obpaHi mo3umusHull
pexum enekmpocnpeli-ioHizayii (ESI+) ma 08a MRM-riepexodu (0715 Ki/IbKICHUX PO3pPaxyHKiB ma 07151 IiomBepoKeH-
HS1): KapgheHmpasoH-emusy — 412 > 346,05 ma 412 > 366,00, kapgheHmpasoHy — 384 > 346,10 ma 384 > 366,10.

BcmaHossieHi onmuMasibHi yMOoBU XpomamozpaghysaHHsi ma Mac-CrieKkmpoMempuyHo20 0emeKmyBaHHSI
003B0/15110Mb 30ilICHIOBAMU BU3HAYEHHST KapgheHmMpasoH-emus1y ma KapgheHmpasoHy y rpyHmi ma 8 3epHi x/1i6-
HUX 3/1aKiB 3 MEXEI Ki/IbKICHO20 BU3HAYEHHS O/151 KOXKHOI criosiyku 0,01 ma/ke (07151 Memabosiimy ye 3Ha4yeHHs
HasedeHO B nepepaxyHKy Ha KapgheHmpasoH-emus1) 3a npasusibHocmi 8id 70 0o 120 %, 36ixHocmi < 20 %, BHy-
mpiwHb01a60pamopHoi BidmaoprosaHocmi < 20 %.

BucHosKu. MemoouKu BU3HAYEHHS KapgheHmpas3oH-emusy (K cyMu KapgheHmpasoH-emusily ma lio2o mema-
6os1imy kapgheHmpasoHy 8 nepepaxyHKy Ha KapgheHmpasoH-emus) y 3epHIi XJI6HUX 3/1aKi8 | rpyHMIi 3 MEXero
Ki/ZIbKICHO20 BU3Ha4YeHHs1 8 KOXHIU mMampuyi 0,02 me/ke 3abe3neyyrombs KOHMpPO/ib 3a PO3WUPEHOI HeBU3Haqe-
Hocmi < 50 % BcmaHoB/1eHUX B YKpaiHi MeouKo-CaHimapHUxX HoOpMamusis KapeHmpasoH-emusy: y nuweHuyi
ma siumeHi — 0,05 ma/ke; y rpyHmi — 0,6 me/ke.

KMKOYOBI C/IOBA: nectuuuau; mMetadonitv; Mexa Ki/ibKiCHOro Bu3HaueHHsi; metogd QUuEChERS;
Mac-cnekTpoMeTpisi; MeguKo-caHiTapHi HOpMaTuBW.

BCTYTI. Y 2025 poui Ha fepxasHi Bunpooby-
BaHHSA B YKpaiHi 6yB 3aaB/eHnin nectuymg AyT-
6ar, KE nig Ha3soto K-25, KE (BUpo6HUK Jiangsu
Flag Chemical Industry Co., Ltd., Kutaii), peko-
MEHA0BaHUA A9 3aXUCTY SUMEHIO Ta MeHuL|
[1]. Airoya peyoBMHa LbOro npenaparty — Kap-
(peHTpa3oH-eTUN — repbiyna Kiacy Tprasosio-
HiB, SIKW BMKOPWUCTOBYIOTb MNiCNSA CXOAy Kyfb-
Typn Ana 60poTbOM i3 LIMPOKAM CNEKTPOM
LUMPOKONUCTUX Byp’aHIB [2].

B YkpaiHi o8 KOHTpO/lo 3a BMIiCTOM Kap-
(beHTpa3oH-eTUNY Yy BOAI Ta NOBITPi 3aTBep-
[KeHi meToauuHi BkasiBkM Ne 542-2005 Ta
Ne 543-2005 BignosigHo, fKi 6a3yloTbca Ha

© O. M. KopuyH, A. O. Nlinascbka, 2026

MeTOfi rasopifvHHOI (BapiaHT rasosoi) xpoma-
Torpadii [3]. Mexi KinlbKicCHOTro BU3Ha4YeHHs Kap-
hbeHTpasoH-eTUNy 3a LMMW MeToguKamu cTa-
HOBNATL: y NOBITPI po6040T 30HN — 0,03 Mmr/m3,
B armoctepHomy nosiTpi — 0,008 wmr/m3,
y Bogi — 0,002 mr/gm®, [O3BOMSAKOTb KOHTPO-
noBaTtu 3aTtBepiXeHi MefuKo-CaHiTapHi Hop-
mMaTtusu, Ak-oT: K (po3paxyHkoBa) y MOBITPi
po6oyoi 304K — 1,5 mr/m3, TAK (po3paxyHkoBa)
B aTrmoccepHomy nosiTpi — 0,01 mr/m3, FAK
y Bogi Bogoiim — 0,01 mr/gm® [4]. MeToguku
BU3HAYEHHA KapheHTPa3oH-eTuy y Ir'pyHTi Ta
3epHi X1iGHMX 3NaKiB BiACYTHI.

3rigHo i3 cyyacHMMU BMMOramu KOHTPOJb
MeMKO-CaHITapHUX HopMaTuBiB KapdeHTpa-
30H-eTUY B 3epHi XNiGHNX 3NakiB i 'PYHTI Mae
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nepegbavyat BU3HAUYEHHA B LMX MaTpuusax
BMICTY He e KkapgpeHTpas3oH-eTuy, a i horo
mMeTabonity — kapeHTpasoHy [5; 6].

MeTa [OCNifXeHHA — pO3po6/eHHA MeTo-
OWKN BWU3HAYEHHS B 3epHi XxNibHMX 3nakis
i 'PYHTI Kapd)eHTpas3oH-eTUYy AK CyMun KapdgoeH-
Tpas3oH-eTuy Ta ioro metabonity kapeHTpa-
30HY B NepepaxyHKy Ha KapjeHTpa3oH-eTu/.

METOAN OOCHNIAXKEHHA. Tig yac npo-
BeLEeHHA JocnigxeHb Oynn BUKOPUCTaHI aHa-
NITUYHI cTaHZapTn KapdgeHTpasoH-eTuy Ta
KapgyeHTpas3oHy; XiMiUYHi peakTuBu KBanidika-
uii: “for HPLC, gradient grade, >99,9 %" chipmu
“Sigma-Aldrich”, “Reagent Grade >99,5 %”
ipmn “Honeywell”, “ACS Reagent >99,5 %”
ipmu “Honeywell Fluka”, “LC-MS Ultra” doipmut
“Sigma-Aldrich”.

BuxigHwnii cTaHgapTHUIA po34nH KapgoeHTpa-
30HY roTyBa/iM B aueToHITPW/i 3 KOHLEeHTpa-
uieto 92,9 Mkr/mn, fika, 3 ypaxyBaHHAM Koedi-
LuieHTa nepepaxyHKy Ha KapeHTpas3oH-eTun
(BiAHOLWEHHA MONEKYNAPHOI Macu kapdgeHTpa-
30H-€TUY A0 MONEKYNApHOi mMacu KapgeH-
TpaszoHy — 1,073), Bignosigana KoHUeHTpauii
KapdgeHTpasoH-etuny 100 mkr/ma. Hagani KoH-
LeHTpaLito KapheHTpas3oHy y BUXiAHOMY CTaH-
0AapTHOMY pPO34MHI, a TakoX Yy po3vmHax, SKi
rotysasin 3 BUKOPUCTAHHAM LIbOro BUXifHOrO,
Hagasan B nepepaxyHky Ha KapgpeHTpasoH-
etun.

3MillyBaHHAM BUXIAHUX PO3UMHIB KapheH-
Tpa3oH-eTUNy Ta KapgeHTpasoHy B aLeTOoHIT-
puni 3 KoHueHTpayigamu 100 mkr/mn Ta po3se-
OEeHHAM aueTOoHITPUIOM TOTyBasiu OCHOBHWIA
PO3YMH X CyMilli 3 MacoBOK KOHLEeHTpauie
KOXHOI cronykn 10 mkr/mn. 3 OCHOBHOTO po3-
UYMHY CyMili KapdpeHTpa3oH-eTuy i kapgeH-
Tpas3oHy MOCNifOBHAM PO3BEAEHHAM aueTo-
HITPMIOM TrOTyBa/iM PoOBOYI PO3UYUHU CyMiLli
3 MacoBOK KOHLIEHTpaLl€ KOXHOT CMONyKu
5,00; 2,50; 1,00; 0,50; 0,20; 0,10 i 0,05 mKr/mn.
Lli poboui po3umHM cymiwi kKaptheHTpasoH-e-
TNy Ta KapgeHTpasoHy BUKOPUCTOBYBa/M
ONA MPUroTYBaHHA rpajyloBasibHUX PO3YMHIB
(3 KOHUeHTpauieto KoxxHoT cnosnykmn 0,250; 0,125;
0,050; 0,025; 0,010; 0,005 i 0,0025 mkr/m)
Ta KOHTPOJ/IbHOr0 PO34MHY CyMiLli (3 KOHLeHTpa-
Lieto KoxHoi cnosnyku 0,100 MKr/ms1) B eKCTpak-
Tax KOHTPO/IbHMX NPO6 I'PYHTY Ta 3epHa xnib-
HUX 3NaKiB.

XpomarorpadiyHmii aHania Ha piguHHOMY
xpomarorpadpi  “Shimadzu Nexera X27 i3
TPUKBAAPYNO/IbHUM  Mac-CNneKTPOMETPUYHNM
petektopom “Shimadzu LCMS-8050" nposo-
Ounn i3 3acToCyBaHHAM XpomartorpadivyHol
cTtanesoi Ko/oHkM “Shim-pack Velox Biphenyl”,

2,7 ym, 100 x 2,1 mm Ta nepenKosoHkKn “Shim-
pack Velox Biphenyl”, 2,7 pm, 5 x 2,1 mm.

MigrotoBKy 3paskiB 3epHa XxNibHWX 3nakiB
i 3paskiB I'pyHTY 3fiACHIOBa/IM 3 BUKOPWUCTaH-
HAM moaynbHoro QUEChERS-meTopy [7].

lpeHTudikalito  gocnigxXyBaHux — Crosyk
B eKcTpakTax npo6 3gilicHioBann 3a 4acom
X YTPUMYBaHHA Ta 3HauYeHHAM m/z xapakTe-
PUCTUYHUX IOHIB Y rpajyroBasibHUX PO34MHax
CyMilWli KapgeHTpa3oH-eTuy Ta KapdeHTpa-
30HY; KiflbKiCHe BMW3HAYeHHA nNpoBOAMAN 3a
BIZAMOBIAHOIO 3a/IEXHICTIO NJIOWi Xpomaro-
rpadpiyHoro mniky peyoBUHM Bif, KOHUeHTpaLii
y rpagytoBanbHOMY poO34uHi cymiwi (MeTos
30BHIWHBLOrO cTaHgapTy abo metog abconoT-
HOro rpajytoBaHHA). [lpaBWUMbHICTL BU3HA-
YeHHA KapdeHTpasoH-eTu/ly Ta KapdeHTpa-
30HY y Npo6ax I'pyHTY Ta 3epHa X/1ibHMX 31akiB
niaTBEpPAXYBa/IM METOLOM «BHECEHO — 3Haii-
OEHO», NpeumnsiiHiCTb — NOBTOPHUMU BUMIpPHO-
BaHHSAMW B yMOBaXx 306DKHOCTI Ta BHYTPILIHbLO-
nabopaTopHOi BiATBOPHOBAHOCTI.

CratuctnyHy 06pobKy pesynbratiB npo-
BOAWAN 3 BUKOPUCTAHHAM  NiLEH30BaHMUX
nakeTiB CTaTUCTMYHOrO MNPOrpamHoro 3abes-
neyeHHsa “MedStat” Bepcii 5.2 (Copyright ©
2003-2019) Ta “Python 3.11"; gnsa 36epiraHHs
paHux — Microsoft® Excel® for Microsoft 365
MSO. TMig yac npoBefeHHs CTaTUCTUYHOIO
aHanisy oTpuMaHux gaHux BMKOPWUCTOBYBasu
OECKPUNTUBHY  CTATUCTUKY, KOpPensauinHuii
i perpeciiHuii aHanian. AfekBaTHICTb OTpwU-
MaHuX piBHAHb perpecii nepesipanu 3a F-cta-
TUCTUKOK Pilepa.

PE3Y/IbTATU I OBFOBOPEHHSA. Iudop-
Mauis npo kapgeHTpa3oH-eTun i kapdeHTpa-
30H (CTPYKTYpHi chopmynu, disnko-ximiuHi Bna-
CTMBOCTI) HaBefeHa B Tabnuui 1 [2; 5].

3Baxawun Ha Ui paHi, Ana BUPILLIEHHS
3aBfaHHA OfHOYACHOro0 BU3HAYEeHHA KapdeH-
Tpa3oH-eTUNy Ta KapeHTpasoHy y FpyHTI Ta
3epHi X/IIBHUX 31akiB 3 HeobXiAHUM piBHEM
yytnmeocTi (0,01 Mr/Kr Osiss KOXHOT CMnosiyKu)
MU 3YMUHUIUCA Ha MeTOfi BUCOKOedEeKTUBHOI
pignHHOT Xpomatorpadpii 3 Mac-crnekTrpome-
TPUYHUM OETEKTYBaHHAM.

XpomarorpadiyHe  yTpMMyBaHHA 060X
JocnigKyBaHnx Cnosyk Ha ob6epHeHo-(a3oBil
KonoHui “Shim-pack Velox Biphenyl”, 2,7 pm,
100 x 2,1 mm, BigbyBasiocs, siK i OdikyBa-
nocs, 3a/l0Bi/IbHO; 3 METOK KpaLlyoi cenekTms-
HOCTI TX pO3f4iNieHHA 3acTocyBasn rpafieHTHe
€/1l00BaHHA. YMOBM aHanizy Ha piguHHOMY
XpomaTorpadi 3 MNOTPINHUM KBaAPYyNOSbHUM
Mac-CNeKTPOMETPUYHMM  AEeTEKTOPOM HaBe-
OEeHo B Tabnuui 2.
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Ta6nuus 1 — ®i3nKo-XiMiuHi BlacTUBOCTI KapheHTpa3oH-eTUIy Ta KapheHTpasoHy

AocnigxyBaHa cnonyka

O3Haka 1
KaptheHTpa3oH-eTU

KaptheHTpas3oH

Hasea 3a IUPAC

(RS)-2-xnop-3-{2-xnop-5-[4-(anctopmeTnn)-
4,5-purigpo-3-meTnn-5-okco-1H-1,2,4-
Tpuasosn-1-in]-4-cptopenininponioHar

(RS)-2-xnop-3-(2-xnop-5-(4-(gudptopmetun)-
4,5-purigpo-3-metnn-5-okco-1H-1,2,4-
Tpuasosn-1-in)-4-chTopdoeHin) nponioHoBa
Kucnora

CTpyKTypHa
hopmyna

N
- <\N _N
Cl

r Cl

s\<F . L

F Cl
Cl

0
F}N)\'f :
O | >;N o)

XimiuHa

chopmyna C, H CLF.N,O

15 147727 3373

C,H. CLF.N,O

13" 1072 3373

MonekynsapHa

412,19
Maca

384,12

CAS RN 128639-02-1

128621-72-7

MpumiTka: 1 — 6e3b6apsa B'A3Ka piguHa 3 neTposieinHum 3anaxom. Tuck napu (3a 20 °C): 1,1 x 10-° Ma. TemnepaTtypa nna.-
neHHsA: 6inble (350-355) °C. KoediuieHT po3noginy H-okTanon/soga (20 °C, pH 4 7): log P = 3,7. PO34MHHICTb Y BOAj
(20 °C, mr/mn): 29,3 (pH 7), 17,1 (pH 4). PO34MHHICTb B OpraHiyHmMx posymHHukax (20 °C, r/n): auetoH — 2 000; aueTo-
HiTpun — 2 000; anxnopmeTtaH — 2 000; eTaHon — 2 000; etnnauetat — 2 000; Tonyon — 900; rekcaH — 30.

IHAMBIQYaNibHI  PO34MHN  KapdpeHTpa3oH-e-
TUNY Ta KapgeHTpasoHy B aLeToHITpuAi 6ynn
3aCTOCOBaHi A4N18 aBTOMATUYHOIO BU3HAYEHHS
3a A0nomorow hyHKUii onTumisauii napamert-
PiB MOHITOPUHIY MHOXWHHUX peakuiii (pani —
MRM) macoBux nepexopis i cneungiyHnx ans
LUMX CMoslyK napameTpiB mac-CrneKkTpoMeTpuy-
HOro aHanisy B 060X pexumax ioHizauii — no3u-
TUBHOMY | HeraTuBHoMy. Hapani nposoawnnn
XpomarorpapiyHuini  aHani3a  KOHTPOJIbHOrO
pPO34MHY CyMilli KapheHTpas3oH-eTuay Ta Kap-
(heHTPa30oHy B eKCTpakTax KOHTPOJSIbHUX NPoo6
I'PYHTY Ta 3epHa X/1i6HMX 3/1aKiB. Y pe3ynbrari
pocnigpkeHb 6yno obpaHo onTUMasibHi YMOBU
Mac-CNeKTPOMETPUYHOIO [eTeKTyBaHHA 060X
CMONYK: NO3UTUBHUI pexXnm enekrpocnperi-io-
Hizauii (ESI+) Ta gsa MRM-nepexoan (Q — ans
NpPoOBeAeHHSA KiNIbKiICHMX pO3paxyHkiB, q — AN
niaTBEPOKEHHS), SKi HABeAeHi B Tabnuui 3.

3a yMmoB, HaBefeHux B Tabnuusax 2 i 3,
aHanisyBasin rpagyroBasibHi PO34YMHU  CyMiLli
KapheHTpasoH-eTuny Ta  KapdpeHTpasoHy
B eKCTpakTax KOHTPOJIbHMX MpO6 IpyHTY Ta
3epHa xNibHUX 3nakiB /51 N06yA0BM B KOXHIiA
MaTpuLi rpagytoBasibHUX 3a1eXHOCTEN MNJIOLL
XpomarorpadiyHoro niky KOXHOI Cnosyku Bif
I MacoBOi KOHUeHTpauii y rpagytoBasibHOMY
PO34YMHI Ccymili. Y pesynbTati Gyno nigreep-
[P)KEHO MiHIAHICTb y giana3oHi (2,5—-250) Hr/mn,
BM3Ha4yeHo KoediuieHTn kopensauii (=0,99) Ta
noGyaoBaHO rpaaytoBasibHi  3a/1€XKHOCTI,  SKi
OMMCaHOo PIBHAHHAMM MiHINHOT perpecit:

S,.. = 123 461,28 + 46 977 050,34 x p —
Yy IPYHTi;

S, = 47 559,54 + 41 605 614,63 x p —
Y 3epHi nweHnyi;

S,=-5129,41+23213701,98 x p—y I'pyHTi;

S, = —36 147,73 + 20 138 303,56 x p —
Y 3epHi nweHunui,
ae S, S, — nnowa niky KapgeHTpasoH-e-
TUNy Ta KapeHTpasoHy Bi4MNOBIAHO, YM. 04,.;

p — MacoBa KOHLEeHTpaLis Cnonykn y rpa-

OytoBasIbHOMY PO34MHI CyMiLLi, MKI/MJ1.

MiarotoBky npo6 rpyHTy Ta Npo6 3epHa
XNi6HMX 3nakiB, A0 SAKMX nonepeaHbo 6yno
BHECEHO OKPEMO Y BifOMili Ki/IbKOCTi KapdgoeH-
Tpas3oH-eTUA | KapgeHTPas30oH, 3AiNCHIOBaNN Ha
ocHoBi metogy QUEChERS 3rigHo i3 [7].

Mpo6onigrotoBka 6a3yeTbca Ha: 1) BUAy-
YeHHi KapheHTpa3oH-eTUNy Ta KapgeHTPa3oHy
3i 3B0/10XKEHMX BoAoto (5 M) Npo6 rpyHTy (571)
Ta npo6 3epHa xNibHux 3nakiB (5 r) aueToHITpu-
nom (10 ma) y NpUCYTHOCTI MypaLLMHOT KUC/T0TH
(100 Mk1) 3 BMCO/IOBAHHAM 3a [0MNOMOIOH
MarHito cynbary 6e3sogHoro (3 r) Ta HaTpito
xnopugy (1 r); 2) OUYMLLEHHI EeKCTpaKTiB MeTo-
OOM AncnepciiHoT TBepaodasHoi ekcTpaku,ii i3
3aCTOCyBaHHAM NEPBUHHO-BTOPUHHOTO amiHy —
copb6eHTy PSA (150 mr) 3 gogaBaHHAM MarHito
cynbdpaty 6e3BoagHoro (900 mr). Hapgani 3gii-
CHIOBaNM KiJibKiCHE BU3HAYEHHHA B OTPUMAaHUX
eKCTpakTax KapeHTpasoH-eTuy Ta KapgeH-
Tpa3oHy MeToAO0M BUCOKOE(EKTMBHOT PignH-
HOI XxpomaTorpaddii 3 mMac-CnekTPOMETPUYHUM
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Ta6nuua 2 - NMapameTpy iIHCTPYMEHTAILHOTO aHaslidy Kap)eHTPa3oH-eTUy Ta KapheHTPa3oHy

YMoBUM xpomartorpacpyBaHHsA

PiduHHUl xpomamozpacgh

Shimadzu Nexera X2

XpomamozpachiyHa KO/I0HKa 3 nepedK0/T0HKOH

Shim-pack Velox Biphenyl, 2,7 pym, 100 x 2,1 mm

Shim-pack Velox Biphenyl, 2,7 ym, 5 x 2,1 mm

Pyxoma ¢hasa

EntoeHT A — 0,1 % BOAHWI PO34MH MypaLLNHOT KUC/IOTH
EntoeHT B — 0,1 % po34nH MypalumHOT KUCNOTK B aLETOHITPUAI

padieHm
Yac, xB Cknap, pyxomoi dpasu, % 3a 06’emom
EntoeHT A EntoeHT B

0,01 70 30
0,50 70 30
3,00 10 90
3,50 10 90
4,50 70 30
6,00 70 30

O6’eMHa Bumpama pyxomoi ¢hasu 0,3 mn/xB

Temnepamypa mepmocmama Ko/1I0HKU 35°C
Temnepamypa mepmocmama asmocamrisiepa 5°C
O6’em, Wo xpomamozpaghyemsbcsi 4 MKN

YMOBW Mac-CrnekTpPoOMEeTPpUYHOIo AETEKTYBaHHSA

Jemekmop

Shimadzu LCMS-8050 (noTpiiiHnin kBagpynosb)
Pexxum ioHizayjr

EnekTpocnpeii-ioHizalis B N03UTUBHOMY pexumi (ESI+)

Hanpyaa inmepgpelicy 4 kB
Temnepamypa iHmepcpelicy 300 °C
Temnepamypa /iHil decosibBamauyii 526 °C
Temnepamypa 6710ka Hazpisadis 300 °C
O6’eMHa sumpama 2asy, M//X8:

PO3MU/IIY020 2a3y (asom) 3 mn/xB

nidigpisaroyo20 2asy (nosimpsi) 10 mn/xs

BUCYWYHHO020 2a3y (azom) 10 mn/xs
CID 2a3 (ap2oH) 270 kMNa

Ta6nuua 3 — YMOBU peecTpyBaHHA MHOXUHHUX peakuili kapteHTpa3oH-eTuny (P 1) Ta kapd)eHTpa3oHy
(P 2) B aHanisi BucokoepekTMBHOI PigMHHOT XpoMaTorpadii 3 Mac-CNneKTPOMETPUYHUM AeTEKTYBaHHAM

Moekvpcon- | MoomvKT- MoTteHuian Enepris MoteHuian | Yac MRM- Yac
PeuoBuHa p 1yp p-|1lp Z.qy Qlpre |. . p__3 Q3 pre nepexoay*, | yTpumyBaHHs,
ioHY, m/z ioH2, m/z . ioHi3aui®, B .
bias, B bias, B MC XB
346,05 -20 —24 -17 100
i 412,0 366,00 -21 -19 -26 100 3,40-3,55
346,10 -11 -22 —-26 100
P2 4 . 2,70-2
384,0 366,10 -19 -15 -18 100 ,70-2,85

MpumiTkn: 1 — enekTpocnpeii-ioHisauis B No3UTUBHOMY pexuMi (ESI+); 2 — nepwim ykasaHo NpoAyKT-ioH A1 KislbKiCHMX
po3spaxyHkiB (Q), Apyrum — ans niaTsepgxeHHs (q); 3 — Collision energy (CE); 4 — Dwell time.

OeTeKTyBaHHAM B PexuMi peecTpyBaHHA MHO-
XWHHMX peakLiii 3rigHo 3 yMoBaMu, SKi HaBeeHi
B Tabnuusax 2 ta 3. 3a 40OMNOMOro pesysnbrartis
BUMIPIOBaHb MoLW, MNikiB KapgeHTpa3oH-eTuy
Ta KapdyeHTpa3oHy B eKcTpakTax i Bignosif-
HOT rpafytoBasibHOI 3a/IeXHOCTi pPO3paxoBy-
Ba/IM MacoBYy 4acTKy KapeHTpasoH-eTuy Ta

KapgheHTpa3oHy y npobax rpyHTYy Ta 3epHa
XMi6HMX 3NakKkiB; MacoBa 4vacTka KapeHTpa-
30HY, 3 ypaxyBaHHSM MPUToTyBaHHA Oro pos-
YMHIB, OTpPMMaHa B NepepaxyHKy Ha KapgeH-
Tpa3oH-eTu.

Yy pesynbrari BanigauiiHmx  gocni-
[XeHb npo6 r'pyHTY i3 BHECEHHAM CyMilli
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KapgheHTpa3oH-eTUNy Ta KapgeHTpasoHy Ha
piBHsax 0,01; 0,05 ta 0,50 mr/kr (418 KOXHOT
CMoNyKn) BCTAHOBJIEHO, WO po3pobrieHa MeTo-
Anka 3abesneuye BU3HAUYEHHS KOXHOT 3 aHasli-
30BaHUX CMOMYK 3 HEOOXiAHOK MPaBU/ILHICTIO
(BiACOTOK BUNYYEHHA KapdeHTpasoH-eTuy
Ta KapgeHTpa3oHy cTaHoBUTL 76,8 Ta 76,2 %
BiANOBIAHO), 36ixHicTio (11,1 Ta 10,8 % Bigno-
BiHO), BHYTpIiWHbOMAbopaTopHOK BIATBOPIO-
BaHicTio (15,6 Ta 13,8 % BignosigHo) [8]. Pos-
lWnMpeHa HeBU3HAYEHICTb BU3HAUYEHHA Y I'PYHTI
KapgpeHTpa3oH-eTUNy K CymMu KapdeHTpa-
30H-eTWy Ta Noro MeTabosniTy KapheHTPas3oHy
B MNnepepaxyHKy Ha KapgeHTpasoH-eTun cTa-
HOBUTL 28,9 %, W0 He nepesBuLLye fonyctume
3HauveHHs 50 % [8].

Ha ocHoBi BanigauiiHux focnigxeHb nNpoob
3epHa nweHuLi i3 BHECEHHAM CyMilli kapdeH-
Tpa3oH-eTUNy Ta KapgeHTpasoHy Ha piBHAX
0,01; 0,05 Ta 0,50 mr/kr (A4ns KOXHOI CNOAYKWN)
BCTAHOB/IEHO, WO po3pobneHa MeToauka
3abe3neyvye BU3HAYEHHS KOXHOI 3 aHasli3o-
BaHMWX CMOAYK 3 HeOOXigHOK NpPaBUbHICTIO
(BiACOTOK BUNYYEHHA KapdeHTpasoH-eTuy
Ta kapgeHTpasoHy ctaHoBuTb 89,5 Ta 89,4 %
BiANOBIAHO), 36ixHicTi0 (13,3 Ta 13,8 % Bigno-
BiHO), BHYTpIiWHbOMAbopaTopHOK BIATBOPIO-
BaHicTio (15,7 Tta 13,8 % BignosigHo) [8]. Pos-
lWMpeHa HeBU3HAYEHICTb BU3HAYEHHA B 3€pHi
nweHnyi KapeHTpasoH-eTUy fK CyMu Kap-
beHTpasoH-eTUly Ta Iioro metabonity kap-
(beHTpa3oHy B nepepaxyHKy Ha kKapdeHTpa-
30H-eTu/1 CTaHOBUTL 26,6 %, L0 He NnepeBuLLye
Jonyctume 3HadyeHHs 50 % [8].

Tunosi xpomartorpamu, ki 6ynu oTpumai
npu Banigawii MEeTOAMKM BU3HAYEHHA KapdieH-
TpasoH-eTWUNY B 3epHi NWeHULi, HaBeaeHi Ha
PUCYHKY.

OnTumanbHi YMOBM Npo6OoNiAroToBKN, Xpo-
MartorpadiyHoro po3fisieHHA Ta Mac-CnekTpo-
METPUYHOro [eTeKTyBaHHA, fki OynuM BCTa-
HOBJ/IEHI Nig 4Yac A[OC/iMKEHHSA, noknageHi
B OCHOBY METOAMYHUX BKa3iBOK i3 BU3HAYEHHS
KapgyeHTpasoH-eTuny (9K cymum KapdeHTpa-
30H-eTW/ly Ta Woro meTabonity kapgeHTpa-
30HY B nepepaxyHky Ha kapgeHTpa3oH-eTu)
y I'PYHTI Ta B 3€pHi XNIOHUX 3/1aKiB 3 Mexer
KiZIbKICHOrO BU3HAUYeHHA [ONA KOXHOI MaTpuLi
0,02 mr/kr. Mexa KinbkKicHOro BU3Ha4yeHHs Kap-
(hbeHTpas3oH-eTUNy Ta KapdeHTpasoHy Yy FpyHTI
Ta B 3epHi XNIGHUX 3N1akKiB CTAHOBUTb AN KOX-
Hoi cnonykn 0,01 mr/kr (ansa metabonity ue
3HaAYeHHs HaBe[eHO B MnepepaxyHKy Ha Kap-
heHTpas3oH-eTuM).

BVICHOBKW. 1. Po3pobneHi MeToaukn
BM3HAYEHHSA Kap(heHTpa3oH-eTUy B 3€PHI XNi6-
HUX 3/1aKiB | I'PyHTI MeTo40M BUCOKOE(DEKTUB-
HOT pigMHHOI XxpomaTtorpacii (06epHeHo-ha3o-
BOT) 3 Mac-CNeKTPOMETPUYHUM AeTeKTYBaHHAM
nepegbavaloTb BU3HAYEHHA KapgheHTpas3oH-e-
Ty Ta loro metabonity kKapdeHTpasoHy
3 JOTPUMAHHAM MDKHAPOAHWUX BUMOT i HOPM.
MigrotToBka Npo6 rpyHTY Ta 3epHa xNibHux 3na-
KiB 6a3yeTbcs Ha meTtogonorii QUEChERS.

2. MeToauKn BU3HAYEHHA KapheHTpasoH-
etnny (K cymun KapeHTpasoH-eTuy Ta 1oro
mMeTaboniTy KapheHTpa3oHy B NepepaxyHky Ha
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Puc. 1. Xpomarorpamm ekcTpakTiB npob 3epHa nweHuui, ski 6ynn oTpumaHi B pesynbrati aHanisy
3a YMOB, WO HaBefeHi B Tabnuuax 2 Ta 3: a, d — KOHTpoNbHa nNpoba; b, e — moaesnibHa Npoba i3 BHECEHHSAM
0,01 mr/kr kapheHTpas3oHy (y nepepaxyHky Ha KkapgeHTpa3oH-eTu/1) Ta kapheHTpa3oH-eTUy Bi4NOBIAHO;
¢, f — mogensbHa npoba i3 BHeceHHsAM 0,05 mr/kr kapdeHTpa3oHy (y nepepaxyHky Ha KapeHTpa3oH-eTul) Ta

KapeHTpa3oH-eTusy BiAMnoBigHO
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KaptheHTpa3oH-eTuN) y 3epHi XxNiGHUX 371akiB
i FPYHTI 3 MEXet0 KifIbKIiCHOr0 BU3HAYEHHS B KOX-
Hili maTpuyi 0,02 Mr/kr 3a6e3nedyroTb KOHTPOSb
BCTAHOBNEHUX B YKpaiHi MefuKO-CaHiTapHUX
HOpMaTtuBIB KapheHTpa3oH-eTuay: Yy MeHni
Ta A4YmeHi — 0,05 mr/kr; y r'pyHTi — 0,6 MrI/Kr.

IHPOPMALIA  MPO  ®IHAHCYBAHHA
(0>KEPENO ®IHAHCYBAHHA): focnigxeHHs
BMKOHaHO B paMKax HayKoBO-4,0CNiAHOT po60oTK
«HaykoBi gocnigxeHHsa npenaparty K-25, KE»,
Ne nepxaBHOI peecTpadii 0125U001473.

BIAMNOBIAHICTE MATEPIAMIB  CTATTI
Woao NPOBEAEHHA OBCTEXEHbL/AOCI-
OKEHB/NIKYBAHHA HOPMAM  BIOETWKN
(MPOTOKO/N KOMICII 3 BIOETUKWN): ABTopH
pyKoOnucy 3acBifuyoTb, WO B po6OTi HE BUKO-
puCTOBYBa/IUCb MepCOoHidpikoBaHi faHi naui-
EHTIB, pe3y/ibTaTu MEePBUHHUX KNIHIYHUX abo
OOKNIHIYHUX  [OCAiMKEeHb. Y 3B'A3KY i3 LUM
OTPUMaHHSA CXBaJsIEHHSA KOMICii 3 nuTaHb Gioe-
TVKW He BUMarasocb. [OC/MIoKEHHA BMKOHAHE
3 JOTPUMAaHHAM NPUHLUMIB HA/IeXHOT HayKOBOI
NnpaxkTUKK Ta BiAMNOBIAHO A0 MDKHAPOLHUX eTUY-
HUX CTaHZapTiB, 30Kpema pekomeHgauin Komi-
TeTy 3 nyo6nikauiiHoi eTukn “COPE” (Committee
on Publication Ethics).
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IMPROVEMENT OF ANALYTICAL SUPPORT FOR CONTROL OF THE USE
OF HERBICIDES BASED ON CARFENTRAZONE-ETHYL

Summary

Introduction. According to modern requirements, control of the content of carfentrazone-ethyl (triazolone
herbicide) in cereal grains and soil should be carried out taking into account its metabolite carfentrazone.

The aim of the study is development of a method for determining carfentrazone-ethyl in cereal grains and
soil as the sum of carfentrazone-ethyl and its metabolite carfentrazone expressed as carfentrazone-ethyl.

Research Methods. Chromatographic analysis was performed on a Shimadzu Nexera X2 liquid chromatograph
with a Shimadzu LCMS-8050 triple quadrupole mass spectrometric detector using a Shim-pack Velox Biphenyl,
2,7 um, 100 x 2,1 mm, reversed-phase chromatographic steel column and Shim-pack Velox Biphenyl, 2,7 um,
5 x 2,1 mm, precolumn. Soil and cereal grain samples were prepared according to the modular QUEChERS
method. The recovery of the determination of carfentrazone-ethyl and carfentrazone in soil and cereal grain
samples was confirmed by the “spike-recovery” method, and precision was confirmed by repeated measurements
under conditions of repeatability and within-laboratory reproducibility.

Results and Discussion. For the analysis of soil and cereal grain samples, the positive electrospray ionization
mode (ESI+) and two MRM transitions (for quantitative calculations and for confirmation) were selected:
carfentrazone-ethyl — 412 > 346,05, 412 > 366,00; carfentrazone — 384 > 346,10, 384 > 366, 10.

Optimal conditions of chromatography and mass spectrometric detection allowed the determination of
carfentrazone-ethyl and carfentrazone in soil and cereal grains with a limit of quantification for each compound of
0,01 mg/kg (for the metabolite, this value is given in terms of carfentrazone-ethyl) with recovery from 70 to 120 %,
repeatability < 20 % and within-laboratory reproducibility < 20 %.

Conclusions. Methods for determining carfentrazone-ethyl (sum of carfentrazone-ethyl and its metabolite
carfentrazone expressed as carfentrazone-ethyl) in cereal grains and soil with a limit of quantification in each
matrix of 0,02 mg/kg with an expanded uncertainty of < 50 % ensure control of medical and sanitary regulations
Standards for carfentrazone-ethyl established in Ukraine: in wheat and barley — 0,05 mg/kg; in soil — 0,6 mg/kg.

KEY WORDS: pesticides; metabolites; limit of quantification; QUEChERS method; mass spectrometry;
medical and sanitary standards.

Jama nepwoao Hadxo0xeHHs cmammi 00 BudaHHs: 21.05.2026
Jama npuliHamms cmammi 00 OpyKy nic/si peyeH3yBsaHHs: 26.08.2026
Jlama ny6nikayii (onpuntodHeHHss) cmammi: 30.09.2026

OPUTTHAJIBHI JOCIII/IPKEHHA

ISSN 2410-681X. MenuuHa Ta KiIiHiuHa XiMis. 2026. T. 28. Ne 3

49




