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BCTVII

Bubyx — ne mpouec ayke HIBUIKOrO MEPETBOPEHHS BUOYXOBOi PEYOBHMHHM Ha
BEJIMKY KUTBKICTh CHUIBHO CTUCIIMX 1 HATPITHX Ta3iB, SIKi, PO3IIUPIOIOYKCH, CTBOPIOIOTH
MEXaHIYHy Ait0 (pyWHYBaHHS, MEpPEMIIECHHs, TPOOICHHS, BUKUIAHHA). Y PoOoTI J.
Breeze et al., 2023 [1] moka3aHo, 11O JOCIIKEHHS CHiAIB BHOYXYy € OZHUM 13
KITFOUOBUX CKJIAJIOBUX KPUMIHATICTUIHOTO PO3CIIiTyBaHHS, SIKE TO3BOJISIE OTPUMATH
iH(popMaIilo0 MO0 BHIY BUKOPUCTOBYBAaHOI BHUOYXOBOI pPEUOBMHH, ii SKICHI Ta
KUIBKICHI XapaKTepUCTUKH, MapaMeTpu MPUCTPOI0, KOHCTPYKTUBHI OCOOIMBOCTI,
BKJTFOUAIOUYM OCHOBHI €JIEMEHTH Ta crioci0 BurotorneHHs. Kpim toro, O. Adegoke et
al., 2021 [2] moka3anu, 1O OJAHUM 3 OO'€KTIB KPUMIHAIICTUYHOTO JOCIIKCHHS €
BJIACHE CaMi 3aJIUIIKOBI KIIBKOCTI BUOYXOBUX PEYOBHH, 110 BiiOpaHi Oe3mocepeHbO
3 MicCIIg BUOYXY.

BuOyxoBumMu peyoBHHAMH HAa3UBAIOTh XIMIUHI CIIOIYKH a00 CyMiIlll CIOMYK, SKi
OiJ] BIUIMBOM T[E€BHUX 3O0BHIMIHIX (AaKTOpIB 3AaTHI [0 MIBHUAKOTO, XIMIYHOIO
NEePETBOPEHHS 3 BUJILJICHHSIM €HEPTii 1 BEJIMKOI KIJTKOCTI Ta3iB.

Huni icHye Benuue3Ha KUIBKICTh BHOYXOBHUX PEYOBHH, aj€ 3aCTOCOBYHOTHCS
JuIIe JAeKiibka aecsaTkiB. 3a manumu F. Zapata et al., 2021 [3], BuOyxoBi pe4OBUHU
yacTime KIacH(IKyIOTbCS 3a IUIBOBHUM IPU3HAYCHHSAM. 3TiAHO Ii€l Kiacudikamii
BUOYXOBI PEYOBMHHU TOJUISIOTHCS Ha 4 Tpynu — OpHU3aHTHI, 1HIIIIOIOYl PEYOBUHH,
METalbHI Ta MipOTeXHiuHi. HaiOimpll TOMMPEHUMH € TPYNH IHIIIIOYNX Ta
OpM3aHTHUX BUOYXOBUX PEeUOBHH. HeoOXigHO TakoX 3a3HAYMTH, IO HANOUIBIINN
1HTEpeC 3 TOYKH 30py XIMIYHOT'O aHai3y CTAHOBJIATH BUOYXOB1 peHOBUHU OpU3aHTHOI
11, SIK1 HalyacTile aHai3yloThCsl B eKCrepTHIN mpakTulll. Jlo BUOyXOBUX PEYOBHH
OpuzaHTHOI Jii  BIAHOCATH  2,4-AUHITPOTONYOJ, 2,6-muHiTpoTONyOnd, 1,3,5-
TPUHITPOOEH301, 2,4,6-TPUHITPOTOIYOJ, TE€KCOT'eH, TETPUIT TOLIO.

MeTonnuHi pekoMeH aIii MOKJIMKaH1 YHI1(pIKyBaTH M aX0I1 10 MPOOOIiArOTOBKH
Ta aHAJITUYHOTO BU3HAYEHHS BHOYXOBHX PEYOBHH XpomaTorpadiyHUMU METOJaMH,
3a0€e3Meuylourd BHCOKY BIATBOPIOBAHICTH 1 JOCTOBIPHICTh PE3YJbTaTIB KOHTPOJIIO.
OpienToBaHl Ha NPOPUIBHUX CIEUIATICTIB (XIMIKIB-aHAIITHKIB), @ TAKOXK aCIIPaHTIB
Ta CTYJCHTIB B rajgy3i aHaJITUYHUX METOJIB JOCTIIKEHb 32 TAKUMU HAMPSIMKAMU:
X1Misl, €KOJIOT1s, 010JI0TisI, MEAUIIMHA, BETEpHHAPIs, OE3IIeKa CHPOBUHH Ta KOPMIB ISt
TBapHH.



1. OI'VIAA HAYKOBUX /UKEPEJI JIITEPATYPU OO0 CYYACHUX
METO/IB BUBHAYEHHS BUBYXOBUX PEHOBUH

VY 3B’43Ky 3 pO3CIiIyBaHHSAM 3JIOYHMHIB, II0 CKOIOTHCA 13 3aCTOCYBaHHSM
BUOYXOBUX TMPUCTPOiB, aKTyallbHUM 3aBAAHHSAM € BHU3HAUYCHHS 3aJMIIKOBUX
KUTbKOCTEM BHOYXOBHX PEUOBHH (HITPOaMiHIB Ta HITPOAPOMATUYHHUX CIOJIYK) Y
IPYHTax BiJliOpaHUX 3 MICIIb BUOYXY 13 3aCTOCYBAHHSM CYy4aCHUX XpomaTorpadidyHux
MeToaiB gochipkeHHs. 3rigHo manux M. Celin et al., 2023 [4] mo Takux MeETOIIB
MOKHa BIAHECTH METOJ Ta30pIAMHHOI Xpomartorpadii 3 Mac-CEIeKTHBHHUM  Ta
€JICKTPOHHOTO 3aXOIUICHHS JETEeKTOPOM Ta METOJ BHCOKOS(HEKTUBHOI PiTUHHOI
xpomatorpadii 3 ynbrpadionetoBuM (BEPX-Y®) ta Mac-ceeKTUBHUM JETEKTOPOM.

Koxxen Meton mae cBoi sik mepeBaru Tak 1 Hemomiku. Tak, 3rimHo ISO 11916-
2:2013 [5], merox razopiguHHOI XpomaTorpadii 103BOISE MPOBOIUTH BU3HAUCHHS
JUIIEe  TOXITHUX  HITPOAPOMATHYHMX  CHOJAyK  (2,6-guHiTpoTonyon,  2,4,6-
TPUHITPOTOJIYOJI TOIIO) TOJI SIK T€KCOT€H, OKTOTEH Ta TETPWJI JaHUM METOJOM HE
BU3HAYAIOTHCSI.

OcTtaHHIM 4YacoM Bce OUIbIIE YyBaru NPUBEPTAE METOJ BUCOKOE(PEKTHBHOI
piauHHOI XpomaTorpadii 3 yabTpadioleTOBUM JIETEKTOPOM , KU Ja€ MOKIIMBICTb
IIPOBOJUTH CEJIEKTUBHE Ta BUCOKOUYTIMBE BU3HAUEHHS OJHOYACHO YOTHUPHAALSTH
BUOYXOBUX PEUOBHH (HITPOAMIHIB Ta HITPOAPOMATHYHHX CIIONYK) B 0H1H Tpo0i. Kpim
TOTO, y HayKoBii pobOoti J. Jeong et al., 2025 [6] Mo)KHA 3yCTpiTH BUKOPUCTAHHS
npobomiaroroBku QUEChERS (Quick, Easy, Cheap, Effective, Rugged, and Safe —
[IBuako, ITpocro, Jlemeso, EpexruBro, Haxiitno 1 besnedno), sika 103BOJISIE TBHIKO
Ta €(QEeKTUBHO NPOBOJUTH EKCTPAKII0 3aJUIIKOBUX KIIBKOCTEH  IIJILOBUX
KOMITOHEHTIB Ta OUMILIEHHS €KCTPAKTY B1Jl KOMIIOHEHTIB MAaTPULII.

Tpanumiiino npo6oniaroroska QUEChERS BukopucToBy€eThCs 11 BU3HAYEHHS
3QJIMIIKOBUX KUIBKOCTEW MECTUIMAIB PI3HUX KJIACIB METOJIOM Ta30BOi ab0 piAUHHOI
XpoMmarto-mac-criekrpometpii. [IpoTte, sk cBigYaTh OCTaHHI JaHi, MPOOOIIATOTOBKA
QuEChERS B Ti#fi um iHmii# wmomudikamii MOXKe 3aCTOCOBYBATHCS TaKOX IS
BU3HAYCHHS 3aJMINKOBUX KiTbKOCTeH aHTHOioTMKIB R. Negi et al., 2025 [7],
MIKOTOKCHHIB S. Senin et al., 2023 [8], monixsiopoBanux OideniniB S. Senin et al., 2024
[9] Towo.

Huni, 11 po3poOKM €KCHpEeCHHX Ta BHCOKOUYTJIIMBUX METOJIB aHalli3y
BUOYXOBUX PEYOBHUH y IPYHTI Ta B 1HIIUX MATPULISX 3aCTOCOBYIOTh Cy4yacH1 (i3HKO-
XIMI4HI Ta XpomaTorpadidHi METOIU JOCIIIKCHHS.

VY nayxkogiii po6oti X. Pan et al., 2021 [10] 6yno mpoBeaeHO TOCTIIKEHHS TaKo1
BUOYX0BOi peuoBuHHU, K rekcoreH (RDX) Tta iioro merabomitiB y Oi070Ti4HUX
00’€KTax 3a JOMOMOrOI0 Ta30pIIMHHOI XpomaTtorpadii 3 AETEKTOPOM 3aXOIJICHHS
enexktpoHiB (GC-ECD). ABropamu ctaTTi 3a3HavaeThecs, mo rekcored (RDX)



COpUYHUHSE 3a0pyJHEHHS IPYHTY Ta BOAM, € TOKCHUYHOI PEYOBHUHOIO ISl Oaratbox
OpraHi3MiB, BKJIFOUAIOUU POCIMHU, TBAPUHU Ta MiKpoopraHizMu. Kpim Toro, rekcorexn
(RDX) Moke BUKJIMKATH TEHETUYHY HEUPOTOKCUYHICTh, & TAKOXK IM1IBUIIYBATH PU3UK
kaHieporenesy. I'ekcored (RDX) 3naten 6ioTpancdopmysarucs B N-HITPO30MOX1/IH]
(MNX, DNX Tta TNX), siKki MOXXYTh HAKOITUYYBaTUCS K B OTOUYIOUOMY CEPEIOBHIIII
TaK 1 B TKAHUHAX >KUBUX OPTaHi3MiB.

Astopamu W. Pawlowski et al., 2017 [11] Oy1io moka3aHo yCIilIHe 3aCTOCYBaHHS
merony GC-ECD 3 MeTOl KOHTPOIIO SIKOCTI MPOBEJAEHHS €KCHEPTHUX TOCHIIKEHb
(MMOBIPHOCTI KOHTaMiHalli HAa pyKax) BUOYXOBUX PEUYOBHMH. AHAIITHYHA IPOLEIYpa
CKJIajiajacs 3 eramy Bigoopy MmpoO, eKCTpakilii 3 MapieBOro TaMIOHa, IEPEHECEHHS
€KCTPaKTy Ta TMPOBEJACHHS 1HCTPYMEHTAJIBHOTO aHajidy Ha OCHOBI TIa30BOi
xpomatorpadii (GC-ECD). ABropamu Oyio BCTAHOBJICHO, IO cepell BUOYXOBHUX
PEYOBHH HANUOUIBINOT KOHTaMIHAIl| 3a3HaBaB 2,4,6-TpuHiTpoTonyos (TNT) 1 B menmiit
Mipi — rekcore (RDX).

B. Salem et al., 2025 [12] 3a3Ha4aroTh, 10 HAUOLIBII YHIBEPCATLHUM METOJIOM
BU3HAYEHHS 3aJMIIKOBUX KITBKOCTEM BHOYXOBUX pEYOBHH (HITPOMOXITHHUX
apOMaTUYHUX BYIJIEBOJHIB) y PI3HUX MaTpUIX (B TOMY 4YHUCHI 1 B IPYyHTI) €
ra3opiiIuHHa Xpomatorpadis 3 Mac-CleKTpoMeTpu4yHUM AeTekTyBaHHsAM (GC-MS).
Jlanuii MeToll J03BOJISIE 3 BHUCOKOK YYTJIMBICTIO Ta CEJIEKTUBHICTIO MPOBECTH
171eHTU(IKAIII0 TEPMOCTAOUTBHUX BUOYXOBUX PEYOBUH BUKOPHCTOBYIOUU 0a3y JaHUX
Mac-CIIeKTPiB.

VY poboti E. Holmgren et al., 2012 [13] npencraBinena po3poOka Ta OIlIHKA
IPUIATHOCTI (BaTiAaIlisl) HOBOTO i TOYHOTO METOIy BU3HAUCHHS BUOYXOBUX PEYOBHH
y rpyHTI MeTooM GC-MS 3 XiMIYHOIO 10HI3al1€:0. ABTOPU MPONOHYIOTh ISl OLIbIII
e(eKTUBHOT eKCTpakulii BHOYXOBUX PEUYOBHH 3 IPYHTY BHUKOPHUCTOBYBAaTH CYyMIII
PO3YMHHUKIB allETOHITPUITY Ta AUXJIOpMeTaHy y cmiBBigHomeHHi 50:50 npu 30 °C.
Mertoa 301bIIMB BIUTYYEHHS OUTBII TIETKUX MPOAYKTIB, 320€311€YUB BUIILY TOYHICTD Ta
3HAYHO 3a0IIa/IMB Yac MOPIBHSAHO 31 3BM4aitHuM MetosioM EPA 8330.

HesBaxatoun Ha yHiBepcanbHicTh MeTony GC (GC-MS), BU3HAYCHHS TaKUX
BUOYXOBHX PEYOBHH, SIK T€KCOT'€H, OKTOT'€H, TETPUJ Ta IEHTAaEPUTPUTOI TETPAHITPATY
(PETN) y 3B’43Ky 3 iX TEpMIYHOIO HECTAOUIBHICTIO TAHUMH METOJIAMU BUKJIMKAE MIEBH1
TpyaHoui. BucokoepextuBHa piguHHa Xpomartorpadis 3 yabTpadioNeTOBUM
nerektopom (HPLC-UV) ycyBae Hemomniku ra3oBoi xpomatorpadii Ta mg03BOJISIE
MPOBOJIMTH BU3HAYEHHS BCIX OCHOBHHMX BHOYXOBHUX PEUYOBHH Ta iX MeTaOOJITIB
(rexcoreny (RDX), okroreny (HMX), HiTpoapoMaTUYHHX CITOJIYK Ta HITPOAMIHIB).

VY naykoBomy nocinimxenHi M. Salih et al., 2022 [14] npenctaBneHa po3poodka Ta
OIlIHKAa TPUIATHOCTI (Bamifallis) METOAWUKH 3 BU3HAUYCHHS BUOYXOBUX PEYOBHH
(rekcoreny (RDX), okroreny (HMX), 2,4,6-tpunitporonyoiny (2,4,6-TNT), rerpuny
TOILI0) METOJOM BHCOKOE(EKTUBHOI PIAMHHOI XpomaTtorpadii 3 J10AHO-MAaTPUYHUM



nerekropoM (HPLC-DAD). OntumaiibHO0 pyxoMoro (a3oro 1uist KojaoHku (XDB-C18
(5 wm—4,6x150 mm)) 6yna cymim 22 % izonponanony (IPA) y Bomi. B sikocti
PO3YMHHUKA CTAHIAPTHUX Ta BUMPOOYBAIBHHX 3Pa3KiB BUKOPUCTOBYBAJIM CYMIIIl BOJIa
: anreToHiTpud (60 % : 40 %). Jliniiini gianazonu cranoBuiu 6.5—100 mr/n (R2=0.998—
0.999) nns pgocnipKyBaHMX BHOYXOBHUX pedoBHH. CepesHi MOKa3HUKH MOBEPHEHHS
(Recovery, %) 3naxommmcs B miana3oni Big 95.3 % mo 103.3 %. Mexa BHSIBICHHS
(LOD) ta kinbkicHoro BuzHaueHHs (LOQ) Oymna B mexax Big 0.09 mr/n go 1.32 mr/n
ta Big 0.31 mr/m go 4.42 mr/11 BiAMOBITHO.

Humni, Bce Oublile JaHUX 3 ABJISIETHCA 1100 BU3HAYEHHS BUOYXOBHUX PEUOBHH
METOJIOM BHCOKOE()EKTUBHOI PIIMHHOI XpomaTorpadii 3 Mac-CIEeKTPOMETPUUYHUM
nerektyBanHsaMm (LC-MS/MS).

Tak, aBTopamu H. Sener et al., 2022 [15] 6yB po3pobnenuii LC-APCI-MS/MS
EKCIPECHUN METOJI CKPUHIHTY/MIATBEPKCHHS 18-TH 3aUIIKIB BUOYXOBUX PEYOBHH
Ta iX MeTaboNiTIB y TpyHTI. ABTOpamu Oylia OmucaHa MOXKIJIMBICTh EKCTpaKIlii
BUOYXOBUX PEUOBUH 3 MaTPHIl (TPYHTY) B OJIMH €TaIl — METaHOJIOM. TaKOoX aBTOpaMH
Oy7na TpoBelleHa OIliHKAa MPUIAATHOCTI METOAY (Bajifallis) Ta OTPUMaHi 3aJ0BUIbHI
METPOJIOTIYHI XapaKTePUCTUKH. BUIbIIICTh MOKa3HUKIB MOBEPHEHHS CTaHOBUIM > 80
%, ToAl SIK TMOKa3HUKK TOUYHOCTI Oynu < 15%. 3nauennst mexi BussieHHs (LOD) Ta
Mex1 KinbkicHoro BusHadeHHs (LOQ) cranoBwim Big 0.2 no 54.1 ar/r Ta Bix 0.3 10
190.0 Hr/r BiAMOBIAHO.

ABtopamu P. Suppajariyawat et al., 2021 [16] Oyno mpoBeAeHO AOCTIHKEHHS
OpraHiYHUX BUOYXOBUX PEYOBHH, 30KkpeMa rekcoreny (RDX), 2,4,6-TpuHITPOTOIYOTY
(TNT), Trerpuny, 1,3,5-tpunitpodenzony (1,3,5-TNB) Tta mnenrtaeputrputon
terpanitpary (PETN) 3a nomnomMororw BHCOKOE(PEKTUBHOI PIIMHHOI XpoMaTorpadii 3
Mac-CIeKTPOMETPUYHUM JeTeKkTyBaHHsM (time-of-flight mass spectrometry) Bucoxoi
po3auibHOi 3aatHOCcTi (LC-QTOF/MS). Yac yrpumyBaHHS, €Heprisi Koii3ii, 10HU-
NOMEepeTHUKN Ta XapaktepuctuuHi MS/MS chnekTpu nansi KOXXKHOI BHOYXOBOIi
PEYOBHHM, OyJIM OTPUMaH1 32 TOTIOMOTOI0 XIMIYHOI 10H13aIli1 32 aTMOC(HEPHOTO TUCKY
(APCI) y pexxnmi HeTaTUBHEX 10HIB. Pe3yabTaTi TOCTIIKEHHS aBTOPIB MTOKA3aJIH, 1110
LC-QTOF/MS € noTy>kHUM METOJAOM JJIs 11eHTU(IKAIT Ta MiATBEPHKCHHS TEPMIYHO
HECTAaOUIbHUX OpraHIYHUX BHOYXOBHX PEUOBHH Ha BIAMIHY BiJ 3BU4YaiiHoro GC-MS
METO.Y.



2. METOJAUKHA BU3HAYEHHS 3AJIUIIKIB BUBYXOBUX PEUOBUH,
SIKI PO3POBJIEHI B YKPAITHCBKIN JIABOPATOPII IKOCTI I BE3IEKH
MPOAYKIIII AIIK

Y mpoMmy po3aiiai ONMMcaHl METOJUKH BU3HAYCHHS BUOYXOBHX PEUOBHH, K1
po3po0eHi Ta BajifoBaHl B YKpaiHCHKiN J1abopatopii sIKOCTI 1 O€3MeKu MpOmyKIii
AIIK  (VJIABIT  AIIK)  HamionanbHoro — yHiBepcuTeTy — OlopecypciB i
npupojokopuctyBands (HYBill) Vkpainu. Cucrema ynpapninas sikictio YJIABIT
AIIK moOynoBana BiamosimHo ao Bumor JICTY EN ISO/IEC 17025:2019 (EN
ISO/TEC 17025:2017, IDT; ISO/IEC 17025:2017, IDT), 1o niaTBepykeHO ATecTaToM
HamionanpHOTo areHTCTBAa 3 aKpeauTallii Y Kpainu.

[Ipu po3polbii Metoauk B3ITO 3a ocHOBY Method 8330 A [17], sxwuii
BUKOPUCTOBYETHCS ISl BUSHAUCHHS 3QJIUIIKOBUX KUTBKOCTEH BUOYXOBUX PEUOBUH Y
TPYHTI Ta y BOJI METOJIOM BHCOKOE(EKTHBHOI piauHHOI Xpomatorpadii 3 YO
(ynpTpadioneToBuM) AeTEKTOpOM. Bru3Ha"amym HACTYMHI CIIOTYKH:

HasgBa cnosnyku CAS Homep
Oxktoren (HMX)
I'excoren (RDX)
1,3,5-tpunitpobenzeH (1,3,5-TNB)
1,3-nqunitpodensen (1,3-DNB)
Terpui
Hitpo6ensen (NB)
2,4,6-tpunitporonyon (2,4,6-TNT)
4-amiHo-2,6-quHITpoTONIYON (4-Am-DNT)

2-amiH0-4,6-nuHiTpoTONY0d (2-Am-DNT)

2,6-nuHiTpoToyon (2,6-DN)
2,4-muHitpoToinyodn (2,4-DNT)
2-nitpotonyon (2-NT)

4-nitpotonyoi (4-NT)

3-nitporoinyon (3-NT)

2.1. BUBHAYEHHSA BUBYXOBUX PEYOBHUH Y I'PYHTI

2.1.1. Bin6ip Ta 36epiranns npo6 (3rigao 3 [SO 11916-1:2013).

[Tin wac BigOOpy mpoO TPyHTY HEOOXIMHO BUIAIUTH CTOPOHHI JTOMIIIKH
(HampuUKIIad, POCIAMHHI PEIITKH Ta KaMiHHA). 3pa3Kd CIiJ MOMICTUTH B KOJIOM 3
TEMHOT'O CKJIa Ta NEPEHECTH B CBITIO3aXMCHUI KOHTEHHEpP Il TPAHCIOPTYBaHHS.
AHani3 3pa3KiB IPyHTY Ma€ OyTH MPOBEACHUHN Y HAUKOPOTILI TEPMIHHU.



S0 0oOpoOKy 3pa3Kka MPOBOAATH MPOTATOM OJHOTO THXKHS Micis BigOOpy, HOro
ciij 30epiraty y 3aXMIIeHOMY BiJ] CBITIIa Micli ipu Temneparypi (4 + 2) °C. 3pa3ku,
0 MiAJATaI0Th TPUBATIIIOMY 30epiraHHio (MOHAJ OJWH THXJCHB) JI0 IOYATKY
aHamizy, HeoOximHo 30epiratu mpu Temrieparypi —20 °C. ['omoreHnizaiito 3paska
3M1MCHIOIOTH MIJISTXOM MPOCIFOBAHHS KPi3b CUTO 3 PO3MIPOM OTBOPIB 2 MM.

Jlnst Bu3HAUeHHs JIeTKuX HiTpoapoMmatudHux cnonyk (2-NT, 3-NT, 4-NT, NB)
BiJI01p TpOOU CJiJl MPOBOJUTH TAaKHUM YHMHOM, 1100 MIHIMI3yBaTH BTPATH BHACIIJIOK
BUTIAPOBYBaHHSI.

3pa3ku, BiIOpaHi MepeBakHO JUIsl BUBHAUYCHHS JIETKUX CIIONYK, TAKOX MOKHA
rOTYBaTH IUJIIXOM IXHROTO HEraHOTO MOMIIIEeHHS (0e3mocepeIHO Ha MICII Bi1I00OPY)
B CKCTPaKI[iiiHy BiaJly 3 METaHOJIOM a0o0 3 alleTOHITPUIIOM. Y 3BITI Taki MPOOHU CIif
KJacu(iKyBaTH K HETOMOTE€HI130BaH1 HEBIJICISTHI TOYKOBI MPOOH.

JI71st po3paxyHKy BMICTY BUOYXOBHUX PEYOBHH Y MEPEPAXYHKY HA CYyXy PEUOBUHY
HEOOX1THO BU3HAYUTH BMICT CyXOT'0 3aJIUIIKY B IPYHTI TPUPOIHOT BOJIOTOCTI 3T1AHO 3
ISO 11465.

OpierToBHA Maca mpobu MoBUHHA cKianaty mpubdausHo Bix 500 T 1o 1000 T.

2.1.2. PeakTuBH, BUTPATHI MaTepiajiu, mocyja, 00JaJHAHHSA

Jlns mpoBeNeHHS aHallily BHKOPUCTOBYIOTH: aretoHitpuil HPLC  sxocrTi,
BupoOHunTBa Carlo Erba (®paniiisi); Boga neionizoBana st ekcrparyBanss, HPLC
YUCTOTH, 110 Biamoigae Bumoram ISO 3696 (xkmac 1, ASTM tumn I, CLSI tum I);
aHamitTnaanid ctagaapt: Crangaptauii 3pa3ok 8330B Nitroaromatics and Nitramine
Mix (1000 mxr/mn posBenenwii B aneroHiTpmii), Restek, xaramosxamii Ne33204;
Marsito cynbsdar 6e3soanuii (BupoOHuursa Sigma-Aldrich, CIIIA); Hatpiro xnopua
(BupoOnunTBa Merck, Himeuunna); Meranon HPLC skocti (BupoOHUIITBa
Honeywell, CIIIA); Mypamuna kucinota 98.0-100 % (BupoOGuunrBa Sigma-Aldrich,
CIIA); Kaptpumki SPE, Waters PORAPAK RDX; Jlucku nis ountenss: 66886-U
Hucku Supelco Empore™ SPE. SDB-RPS, niametrp 47 mm; Etunanerar: 650528.
Sigma-Aldrich; ceprudikoBanuii pedepentuit marepian (CRM) uwucroro rpyHTy
(Clean Sandy Loam) BupoOuumntBa ¢ipmu Sigma-Aldrich; wmeranon mns
xpomarorpagii Sigma-Aldrich (Methanol for HPLC), yuctora >99,9%; nietunosuii
edip HPLC sikocti; cynbdar Hatpito NaxSO4 kpuctaniuauii, 6€3B0oJHHUIN (OUHUIYIOTh
HarpiBanHsaM 70 400°C npotsiroM 4 ron).

Poboui cmanoapmui pozuunu. '0OTy1OTh IPUHANMHI TI’SITh PI3HUX KOHIICHTPALiH
HEOOXITHUM PO3BEJACHHSIM MPOMDKHHMX CTaHAAPTHUX DPO3YMHIB EKCTparyBaJlbHUM
po3unHHUKOM. 30epiratoTh po3duHU Npubau3Ho 3a 4°C 06e3 NOCTymy COHSYHOTO
CBITJIA.

Anapamypa ma obaaonanns: xpomarorpad piaguaauii cepii «Dionex UltiMate
3000» 3 ynbTpadiosaeTOBUM JAETEKTOPOM, NEPCOHATBLHUN KOMII I0TEp 3 MPOrpaMHUM



3abe3neueHHs M «Chromeleon» Bepcii 6.80; ananitTiuuna kogonka VDSpher 100 C18-
M, 5 um, 250 x 4,6 mm; xpomaTtorpad razoBuil 3 Mac-CEJICKTUBHUM JETEKTOPOM
Agilent Technologies 7890B-MSD 5975C (Q); kaminsipHa kBapieBa kojoHka DB-5
(TR-5MS) (5% denin)-nonimermicuiiokcan), 30 m x 0.32 mm (a6o 0.25 mm) x 0.25
MKM; yJIbTpa3BykoBa 0aHst Sonorex Digitec DB-510H; razoBuit xpomaTtorpad 3 mac-
cnekrpometpuunuM nerektopoMm  AgilentTechnologies 7890B-MSD  5977B(Q);
yIbTpa3ByKoBa OaHsi 3 TepMoperyssiiieto: podoua yactora 35 ', epextuBna BU-
MOTYXHICTh (BHUCOKO4YacTOoTHa) He MeHme 140 BT, Boasna OaHs TOBUHHA
3a0e3nevyyBatu miaATpuMaHHs Temneparypu Ha piBHi (30 + 5)°C a6o (50 £+ 5)°C mig yac
IPOBEJICHHS YJIbTPa3BYKOBOI €KCTpakIlii; poTaliiiHuii BumapoByBauy RV-10 digital;
kamepa MoposwibHa Tenak EL 31 T (t=204+20°C); uentpudyra 3 OXO0JOIKEHHIM
Thermo Scientific Heraeus Biofuge Primo R; ctpymyBau IKA 3 SM basis; Baru
aHaMITH4HI 35ekTpoHi Sartorius G-603, 11 kacy, 3 moxubkor BumiproBanus 0.0001r
a00 aHaJIOT14Hi; Baru TexHi4yHi enekTpoHHi Sartorius GE-2101, 4 knacy, 3 moxuOKoro
BuMiproBauHs 0.01r un ananorivni; mada cymunsHa enektpuyna Binder ED 115 (114
1, 300°C); cxasami mutiaap 06’ emom 1000 mir, 50 miur; mikpommpumu MII-5,0-100,0
MKJI; aBTOMaTH4Hi minet-go3atopu Ha 200-1000 Mk (Biohit); Konbu mipH1 MiCTKICTIO
10 cv® II knacy; milika ginunpHA rpymonoaiona (Simax); komda cepaueBuaHa s
BUIMAPOBYBaHHA, eMHICTIO 250 wu1; nentpudyxHi npolipku Ha 50 M 3
NOMTETPAPTOPETHIIICHY 3 TBUHTOBOIO KPHIIIKOIO; CKIITHKHA 3 TEMHOTO CKJIa MICTKICTIO
10 cM*; tatuB naboparopHuii; maneposi GpinbTpu 06€3301€eHi, 4epBoHa crpiuka d=9,0
CM; IIpHI I GiIbTpyBaHHs MicTKicTIO 20 cM®; mmpuieBuii GpinbTp 0,22 MKM; Biaau
MICTKiCTIO 2 cM>.

2.1.3. Ekcrpakuiss BHOYXOBHX pPe4OBMH 3 IPYHTY 32 BHKOPHCTAHHA
YJIbTPa3BYKOBOI 00po0KkH (0e3 kKoHueHTpyBaHHs1). MoandikoBaHuii MeTO/ 3TiAHO
ISO 11916-1:2013

Lle#t MmeTO/ eKCTpaKIlii BUKOPUCTOBY€ETHCS JJI1 BU3HAUEHHS MAaCOBOI YACTKHU BCIX
14 BUOYyXOBHX PEUOBHUH.

BinOepiTh 10 r roMOreH130BaHOI0 3pa3Ka rPyHTY Ta 3BaXTE HOT0 B EKCTPAKLIHHY
neHTpuyxkuy npoObipky mictkicTio 50 miu 3 tounictio £ 0,1 r. Jomaiite poGounit
CTaHAApPT [Jisi KOHTPOJIO SKOCTI METOAY, SIKIIO BIH BUKOPUCTOBYETHCS, y TaKii
KUIBKOCTI, 1100 OoT0o KOHIIEHTpallis y (GiHAIPHOMY €KCTpaKTi CTaHOBMWIIA BiA 1 Mr/kr
110 10 mr/kr.

Honatite 10 ma = 0,1 M arteToHITprITy 00 METaHOIY BIMOBIHO Ta TEPMETUYHO
3akpuiite  kpumkor 3 [ITOE-npoknaakoio (tedrnonooro). Ilepemimraiite
HeHTpuQyKHY MPOOIpKy 3 BHUKOPUCTaHHSAM JraboparopHoro meiikepy (IKA MS 3
basic) , micas 4oro NpoBeiTh YJIbTPa3BYKOBY eKcTpakiito B Y3/] Oani nmpotarom 16
roa npu Temmepatypi (30 = 5) °C ab6o nmpotsirom 4 rog nipu temmneparypi (50 £ 5) °C.



[1ix yac ekctpakuii piBeHb Boau B Y3/l 6ani Mmae Oytu nmpuHaiiMHi Ha | cM BHILE pIBHS
PO3YMHHUKA BCEPEUH] €KCTPAKIIIIHUX KOJIO.

[Ticns 3aBepileHHs YJIbTPa3BYKOBOI €KCTpaKLIi 3aIUIITE 3pa30K JJIsl OCaIKEHHS
YacTOK IPYHTY Ta OXOJIOJKEHHS J0 KIMHaTHOI Temreparypu. He BinkpuBaiite
HEHTPU(YKHY MPOOIPKY A0 1i MOBHOIO OXOJIOKEHHS /10 KIMHATHOT TeMIiepaTypu. 3
METOI0 TOBHOTO OCaJKEHHS YaCTOK TPYHTY, 3a HEOOXITHOCTI, MOKHA TPOBECTH
nentpudyryBanns npu 7 000g npotsrom 10 xB. Jani Bigoupanu 0,5 M1 eKCTpakTy Ta
NEPEHOCUIIN y TEeHTpUuyKHY mpoOipky MmicTkicTio 1,5 mum Ta gomaBamu 0,5 mi
neionizoBanoi Boau (50:50 3a 06’emom), micis 4Oro mepeMillyBajid Ha BOPTEKCI
npoTsroM 1 xs.

Jani npoBoauiy GUIBTPYBaIX Yepe3 MIIPUIIEBUM PLIBTP 13 CEPEHIM AilaMeTPpOM
nop 0,45 mxm (abo nenrpudyrysanss npotsarom 10 xB npu 15000 06/xB), micist 4oro
OUMIIEHUHN EKCTPAKT MEPEHOCHIIN Y Blaju Ta aHanizyBaiu merogom HPLC-UV.

2.1.4. Excrpaxkuis BHOYXOBHMX PpPE4YOBHH 3 IPYHTY 32 BHKOPHCTAHHSA
yJIbTPa3BYKOBOI 00poOku (3 KOHUEHTpPyBaHHsM). Metox ™moangikoBaHol
npoooniaroroBku QuEChERS

Ileiti Meron excTpauii HE BUKOPUCTOBYETbCS JJIsi BHU3HAUEHHS JIETKUX
HiTpoapomaTuunux cronyk (2-NT, 3-NT, 4-NT, NB).

10 rpam mnoapiGHEHOro BHUIMPOOYBAIBHOTO 3pa3Ky IPYHTY MOMIIIAIU Yy
neHTpuyxxkHy npooOipky MictkicTio 50 miu. JonmaBanmu 10 M aneToHITpuiy,
nepemimryBanu Ha meikepi (IKA MS 3 basic) npotsirom 1 XBUIMHU Ta CTaBUIU B
yJIbTpa3ByKoBy OaHto npoTsirom 4 rogus npu 50 °C. [licns ynbTpa3BykoBoi 00poOKH,
OXOJIOKYBAJIM 3pa30K /10 KIMHATHOI TeMIIepaTypHu.

Hpyruit  etan  mOpomoOIATOTOBKM  MPOBOJWIM  3TIAHO  MOJU(DIKOBAHOT
npobomiaroroBku QuEChERS. Jlo orpumanoi cymimii gojaBaid 5 Ml BOAU Ta
nepeminryBanm Ha 1iekepi mpotsrom | xB. JlomaBamu 4 T Ge3BOmHOTO CylbdaTy
MarHiio Ta | r XJopuy HaTPiro, MICIIST YOTO IHTEHCUBHO CTPYIITYBaJIA BIPOJAOBXK | XB.
Otpumany cymim neHtpudyrysanu npotsrom 10 xB npu 7000 o6/xB. Binbupanu
J103aTOPOM 8 MJT BEpXHBOT'O OPTaHIYHOTO IIapy 1 IEPEHOCUIIN Y TPYIIONOAIOHY KOJIOY
JUTS BUTIApOBYBaHHs. BumapoByBasii eKCTpakT Ha poTopHOMY BumnapHuky nipu 40°C.
Jlo cyxoro 3anumiky nogaBaiu 1 mi po3unHy meTtaHod : Boja (50 : 50 3a 06’ emom),
MICJISl YOT0 MEepEeMIITyBajil Ha BOPTEKC] MpoTsarom 1 xB. Jlami eKcTpakT mepeHoCuIn y
neHTpuyKHy NpoOipKy MICTKICTIO 1.5 M Ta mpoBogwiIM TEHTPUYTYBaHHS
npotsirom 10 xB mpu 15000 06/xB. OTpumaHuii cynepHatanTt QIIBTPYBAIA 4Yepes
mnpuLeBuil PuibTp 13 cepeanim aiamerpoMm mop 0.45 MKM, Mmiciig YOro OYMILEHHM
€KCTPaKT MEPEHOCIIIN Y Blaju Ta aHamizyBaiu merogom HPLC-UV.



2.1.5. Buznauenns BuOyxoBux pe1oBuH merogom I'X/MC

Metonom I'X-MC He BH3HA4arOThCA TEPMOHECTaOUIbHI Ta HEJNETKI BHOYXOBi
peuoBuHu: oktoreH (HMX), rekcoren (RDX), PETN (mentaepuTpuTTeTpaHiTpaT) Ta
HITPOTJIILIEPUH.

1 cM® po3umHy BHOYXOBHMX PEYOBHH IEPEHOCATH y Biaam Ha 1.5cM’mis  Ta
aHaAMI3yIOTh METOJOM KamUISIPHOI Ta30BOi XPOMAaTO-Mac-CHEeTPOMETPIl B pPeKUMI
noBHOoro ckanyBanHs Jubo ['X-MC (SIM) 3a Bulle mNOpUBEIEHUX YMOB
xpomarorpadyBanns. Ckiaq OTpHUMaHUX Mac-CIEKTPIB B yMOBaX EIEKTPOHHOI
ioH13auii (EI) Monexkyn BHOyXOBHX pPEYOBMH BHUKOPUCTOBYETHCS ISl MOJAJIBIION
1meHTUdiKarii Ta KUIbKICHOTO aHai3y.

Jns miaTBep uKeHHS 11eHTHdIKAIl CIOJyK MPOBOASATH CITIBCTABJICHHS Mac-
CIIEKTPIB CHOJYK, 10 1AeHTH(]IKOBaHI, 3 Mac-CIIEKTPaMU BIJIMOBIIHUX aHATITUYHUX
CTaHJapTiB, II0 MPUTOTOBJIECHI Ta XpomarorpadoBaHi 3a OJAHAKOBUX yMOB. [lpu
CIIBCTaBJICHHI CIIEKTPIB HEOOX1HO TOTPUMYBATUCh HACTYITHUX PEKOMEHIAIIIi:

- 3a1001raTu MEPEBAHTAXKEHHS JETEKTOpa

-XpOMAaTOTrpaMHu 3pa3KiB TOBUHHI MaTH MIKH IO BiAMOBIAAIOTH 1O GOpMi Ta Yacy
YTPUMAaHHS MIKaM rpajyloBaAIbHUX PO3UMHIB (MPU OJHAKOBUX KOHIIEHTPALIISIX)

-CIIBB1IHOIIEHHS IHTEHCUBHOCTEW XapaKTEepUCTUYHUX 10HIB (M/Z) y Mac-CIEeKTpi
3pa3ka MOBUHHO OyTH B MexaxX £30% CHiBBIIHOIIEHHS Mac-10HIB IpaJylOBajIbHUX
PO3YHHIB.

KinbkicHe BW3HaueHHS BUOYXOBUX PEUYOBUH TIPOBOJSTH 32 METOIOM
30BHIIIHBOIO CTAHAAPTy MLUIIXOM IOPIBHAHHS Mac-Xpomarorpam mpodou Ta
CTaHJAPTHUX PO3UYMHIB, BAKOPUCTOBYIOUHN TPATyIOBAIbHY 3aJI€KHICTb.

2.2. BU3HAYEHHS BUBYXOBHUX PEUYOBMH TA CHOPIIHEHMX
CIOJIVK Y BOJI

2.2.1. Bixg0ip, 30epirannsi, KoHcepBallifl Ta Pe;KUMH TPAHCIIOPTYBAHHSA NMPOO
BO/JIH.

Biooip ma 36epicanna npo6 eoou (3rinno 3 METHOD 529). V sdxocTi
KOHTEHHEPIB AJI1 P00 BUKOPUCTOBYIOTh CKJISIHI IUIALIKH 3 TEMHOTO CKJIa MICTKICTIO 1
7, OCHAIEHl MOJIMPONIJICHOBUMU TBUHTOBUMHU KpHILIKAMH 3 TMPOKJIAJAKAMU 3
nomiterpadropetmieny (IITOE/rehpnony).

BukopucTtanHs mIAMIOK 13 TEMHOTO CKJa € HAmoJerjJuBO PEKOMEHIOBAaHUM,
OCKUJIbKH JICSIK1 3 aHANITIB, 110 BU3HAYAIOTHCS JAaHUM METOIOM, € CBITJIIOUYTIUBUMH Ta
MOXYTh PyHHYBaTHCS TMiA Ai€I0 BUIPOMiHIOBaHHS. J[OMycKaeTbcsi BUKOPHCTAHHS
IUISIIIOK 13 TTPO30POro CKJla 3a YMOBH iIXHBOT'O 0OropTaHHs (oybroro adbo 30epiraHHs
3pa3KiB y KOpoOax, 0 YHEMOKJIUBIIIOIOTH BIUIMB CBITJIA.



Biobip i3 sooonposionozo kpana: BIAKpUNTE KpaH 1 MPOMUBANUTE CHUCTEMY JI0
cTabumizallii Temreparypu Boau (3a3BUuail 1ie 3aiimae 6iu3bko 2 xB). Hamamryiite
IIBUJIKICTh MOTOKY MpuOiau3Ho Ha 500 mui/xB 1 BigOepith mpoly Oe3nocepeHbo 3
npoTo4Horo crpymens. [lsmika micTkicTio 1 1 Mae OyTH 3aOBHEHA MaiiKe MOBHICTIO,
IPOTE 3aJUIIATH BUIBHHUI POCTIp HaJI moBepxHeto piaunu (headspace) 103BosSETHCS.
S0 10 mIAmKy nepen Bigdopom O0yio 10jaH0 KOHCEPBAHTH, Oy IbTe 00epekHi, 11100
HE BHUMHUTH IX ITiJi 4Yac HAIOBHEHHS €MHOCTI. 30epiraiite 3pa3Kd T'e€PMETHUHO
3aKpPUTHUMHU 3 MOMEHTY BiIOOPY 710 MMOYATKy aHATi3y.

Bioobip i3 e6iokpumux 6o0oiuim: 3amOBHITH KOHTEHHEp /i1 MPOOH BOJOIO,
BIJIIOPAHOIO 3 PENPE3eHTATUBHOI AUITHKU BOJIOWMHU.

Bumoeu 0o obnraonanusa: oOnagHaHHS A BIAOOpY TMpoO, BKIOYAIOUU
aBTOMATH4YHI TPoOOBIAOIPHUKHA, HE TOBMHHO MICTUTH IUIACTUKOBUX TPYOOK,
MPOKJIA0K ab0 IHIIUX JeTaned, sKi MOXYTh CHpUYMHUTH BuMuBaHHs (leaching)
3aBakKarOYMX PEYOBHUH Y MPOOY BOJIH.

Jlexnopysanna ma KoHucepeawia npo6 60o0u. YcCi 3pa3Ku  MAIATAIOTh
JEXJIOPYBAaHHIO Ta KOHCEpBaIlii NUISXOM JOJaBaHHS I1HTIOITOPY MiKpOOi0JIOTIgHOT
aKTUBHOCTI Oe3nocepeIHbO M yac Bindopy. Jocnimxenns xenkinca ta 1. (8) 4iTko
MIPOJIEMOHCTPYBAJIM HEOOX1AHICTh MIKPOOIOJIOTIUHOI KOHCEpBAIlii A sy aHAJITIB,
10 BU3HAYAIOTHCS IUM METOOM.

Cxema Koncepesauyii.

o iH2IOIMOP MIKPOOIONI02IUHOT aKkmueHOCmi’: T ITUBOAHUM Cybdat Mifl (MeTHHIMA
kynopoc, CuSO4 SH>0) nogatots y koH1eHTparii 0,5 /1 Boaw.

o bygpepnuii pozuun: Kpucramm Trizma Pre-Set Crystals pH 7 momarots y
KkoHUeHTpalii 5,0 r/n. bydep BUKOHY€e NOJBIIHY (YHKLIIO: 3B’A3y€ BUIBHUHN XJIOp Ta
YTPUMYE MiJb Y PO3UYMHEHOMY CTaHi.

bydep cnin mogaBaTu 10 BCiX 3pa3KiB, HABITh SKIIO BOHU HE OYJIM XJIOPOBAHI.

Cynabsdart Miai Ta Trizma MOXHa BHOCUTH Y TUISIIKH JUISI POO Y BUTIISIIL CYXHUX
coJieH 1€ 10 TPAHCTIOPTYBAaHHS KOHTEHHEPIB A0 Miclisl BiIOODY.

Anvmepnamuea 6ygepy Trizma. 3amictb ToToBOI cymiri Trizma Pre-Set Crystals
pH 7 Ha xoxeH 1 1 mpoOu MOKHA BUKOPUCTOBYBATH CYyMIIIL:

¢ 0,3 T TpUC(T1IPOKCUMETHI )AMIHOMETAHY;

« 4,7 T rigpoxsuopuay Tpuc(rigpOKCUMETHII)aMIHOMETaHY .

Pesicumu mpancnopmyeannsa. 1lin yac nepecusiaHHsl BCl 3pa3Ku MaroTh OyTH
oOKJIaJIeH1 JIbOJIOM; MPOTATOM mepimx 48 roAuH iXHsS TeMmIepaTrypa He IMOBHUHHA
nepesutnryBatu 10 °C. [Tpu HagxomkeHHi 10 1abopatopii HEOOX1THO MiATBEPIUTH, IO
TemriepaTypa nmpodu ctaHoBuTh 10 °C abo HUxKYe.

3bepicanns 6 nabopamopii. JIo MOMEHTY €KCTpaKIlii 3pa3Ku, 10 HaAINILIN 0
nabopatopii, MarOTh 30epiratucs npu temneparypi He Buie 6 °C. 3aMOpoKyBaHHS
npo0 HE T0MYCKAETHCA.



Ilonepeone oxonodxcenns. 3pa3ku, TeMmIepaTypa SIKHX HAa MOMEHT BigOOpy
3HauyHo nepesuinye 10 °C, moxe Oyt HEOOXIAHO BUTPUMATH 3 JIbOJOM abo B
XOJIOJWIBHHUKY MPOTATOM MEBHOTO YacCy ISl OXOJIOKSHHS TTePe/I BiITPABICHHSM.

Tepminu 36epicanns. EXCTpakiiiro 3pa3kiB HEOOXITHO MPOBECTH MpoTIroMm 14
JHIB 13 MOMEHTY Bin0opy. ExcrpakTu mpo6 MoxyTh 30epiratucs o 30 mHIB micis
IIPOBEJICHHS EKCTPAKIIi 32 YMOBH iXHBOTO PO3MIIIECHHS Y BiaJlaX 13 TEMHOTO CKJIa TIPH
temriepatypi 0 °C abo HIKUe.

2.2.2. Excrpakuis BHOYXOBHX pPe4OBHH 3 NMP00 BOAM 3 BHKOPHCTAHHAM
MeToay piruHa-pinuna (mogudikoBanuiit Method 8330A)

[le#t Merom eKcTpakilii HE BHUKOPUCTOBYEThCS JUISI BHU3HAYEHHS JIETKUX
HiTpoapomaTuuHux cronyk (2-NT, 3-NT, 4-NT, NB).

3pa3ku BoAM 0a)xkaHO TPAHCIIOPTYBATH NMPOTATOM 48 TOIMH MIcIs BiOOpy Mpoou
3a Tremmnepatypu MeHie 10°C. ExcTpakitiro ciiij mpoBeCTH MpoTIroM 14 mHIB, micis
94Oro eKCTPAKTH MOXKYTh 30epiratucs 30 aaiB 3a TemrepaTypu Mmeniie 0 °C

3pa3o0K aHaI130BaHO1 BOJIM Y KUIBKOCTI 1 JI MEpEeHOCATh Y BIAMOBIAHY 3a 00'eMOM
CKJISIHKY 3a JOMOMOroro mipHoro uwiiHiapa. [Jo Bmictumoro pogarwTsk 325 r NaCl 1
NEPEMINIYIOTh J0 MOBHOTO PO3YMHEHHS COJi, MICAS YOro MEPEHOCATh Y IUTWIbHY
Ji¥Ky 1 Bi3Ha4atoTh MeHicK. JlogaroTs 30 mMi1 gieTriioBoro edipy Ta mpoBOJATh M'IKY
€KCTPAKIIIO MPOTATOM 5 XB 3 MEPIOJAMYHUM BEHTUIIOBAHHSIM. BiICTOIOIOTH MIHIMYM
10 xB A5 po3mapoByBaHHS eMyJbCii. SIKIIO eMyJIbCisi Ha MMOBEPXHI PO3ALTY CTilKa,
BUKOPHCTOBYIOTh MEXaHIYHY TEXHOJOTII0 Ui TIOBHOTO PO3JUICHHS IIapiB.
Hanpuknan, nepeminryBaHHs, (UIbTpyBaHHS Yepe3 CKIOBOJOKHO, HEHTPU(DYTYBaHHS
a60 1Hwi (13uuHi Metoau. [licns po3mapoByBaHHs CIyCKalOTh BOJHUM IIAP Y CKISIHY
CKIISIHKY, a Imap JIeTUJIOBOTO EKCTPaKTy 30upaioTh Yy ceplenoaiony kosoy,
IpOIyCKao4K 4epe3 map cylibdary HaTpito 6e3BojgHOro (7-8 T), MOMIIMIEHOTO Ha
nanepoBuil (GUILTP KOHIYHOI CKJISHOT BOPOHKHU. 3pa30K BOAM 31 CKISIHOI CKJISTHKH
MIEPEHOCATH 3HOBY B IUTWJIBHY JIINKY, 10JAI0Th HOBY MOPIIito 30 M JieTUI0BOTO edipy
Ta MPOBOJIATH APYTY CTAIII0 M'SIKOT €KCTpaKIIii mpoTsiroM S xB. [Ticist po3mapoByBaHHS
eMyJIbCil map BOJAM 3HOBY 3JIMBAIOTh y CKJSHY CKJISHKY, @ JICTHJIOBHUH EKCTPaKT
30UpaOTh y TY XK CEPUENOAIOHY KO0y, MPOMyCKaOUH uepe3 cybdaT HATPIkO.

VY pa3i noTpedu MOKIMBO MIPOBECTH TPETIH €Tall eKCTPaKiii HACTYIMHOIO MOPIIEI0
30 mn gietunoBoro edipy. Ilicns moxaury mapiB BOAY 3/MBAaIOTh, a JI€THIIOBUN
EKCTPAKT J0JIa0Th Ty JK Cepleno1iOHy KoJ0y uepes map cynbhary HaTpiko.

CepuenoniOny kos0y 3 00'€THAHUM EKCTPAKTOM MPUEAHYIOTH O POTOPHOIO
BUIIAPHUKA 1 YIAPIOIOTh HACYXO MPHU TeMIiepaTypi BoasiHoi Oani He Butie 45-50°C ta
3QJIMIIKOBOMY TUCKY 20 MM.pT.CT.



J10 CyXOro 3aJIMIIKY €KCTPAKTY AOJAI0Th | MII alleTOHITPHUILY, IEPEHOCSTH y B1ally
UIsl aBTocamIuiepy nnsi aHamizyBaHHs wmetogoM ['X-MC (BEPX-Y®). V pasi
HEOOXIJTHOCTI €KCTPAaKT OYMUIAIOTh METOJOM JUCHEepCiiiHOi ab0 KOJIOHKOBOI
TBep/I0(ha3HOT EKCTpakilli Ha cyMilll cOpOeHTIB, IO MICcTATh cuiikareab C18,
BTOPUHHUM aHIOHOOOMIHHHK 1 CyJb(aT MarHito.

[lepeBipka mpoBoamnacs s 14-Tu BUOYXOBUX CHOJNYK Y KOHIEHTpaIii 5
MKI/aM® 1 JBOX MOBTOpax 3 100aBkoro cymimmi (TectoBuii cranmapTHuii po3und Restek
33204) B urcty Matpuiio Boau. 0.05 Mxr/am®. Mexa nerekrysanus I'X/MC LOD 0.5
Mkr/mi. Excrpakr 3 1 ov® auctunsoBanoi Boan 6e3 100aBOK NPOBENEHU Yepes BCi
eTanu MpoOOMiAroTOBKM OyB BKJIFOUEHHUH B CEpito B AKOCTI xoyiocToro. IlepeBipeHo
TAaKOX BUKOPUCTAHUW OpPraHIYHUN PO3UMHHHUK, CKOHLIEHTPOBAHUN Yy TMPOMOPIIii
aHAJIOTTYHOIO 3Pa3Ky.

1aM® Ipo6M TOMICTHTH B JiIMIIBHY JiHKY, gogatd 30 cM® 1ieTHI0BOrO
edipy, nepeMilryBaTH IPOTATOM 5 XB.

iﬁ

[Ticns po3ainenns ga3 BOAHUI 1I1ap 37TUTH B OKPEMUH TIOCY/I,
eKCTpaKT MpoiIbTPyBaTH Yepe3 Cyabdar HATPIIO.
ExctparyBaHHst HOBTOPUTH ABIY1

ik

O0’eHaHnii Ta BUCYIIEHUI €KCTPAKT MOMICTUTH B KPYTJIOJOHHY KOJIOY
Ha 250 cM® Ta BUNApOBYBATH Ha POTOPHOMY BHIIAPOBYBadi IIpH
TeMIiepaTtypi BoasHo1 6ani He Bumie 50°C Ta B yMOBax MOCTIHHOTO
BakyyMy Outbn Hixk 340 mOap.

J10 CyXOro 3ajluIlIKy B Kou0i gogaty 1 cM® aneToHiTpuiy.
Bwmictume nepeHectu y xpomarorpadiuny Biaimy
AmnanizyBatu metogoM BEPX/Y®

PucyHnok 1. biok-cxema BU3HaY€HHSI BMICTY OKPEMHUX BUOYXOBHUX CIOIYK Y
MOBEPXHEBIH BOI



2.2.3. Xpomarorpadiuauii aHaji3 BHOYXOBHX PEYOBHH Y BOJI MeETOAOM
BEPX-Y®

[TpoBoasAiTe XpomatorpadyBaHHsi NpoOM HE MEHIIE HIX y JBOX MOBTOpax
(mapanensax). KigpkicHe BHU3HAYeHHS BHOYXOBHUX PEUOBHUH IMPOBOASATH 32 METOIOM
30BHINIHBOTO CTAHJAPTY HUISIXOM MOPIBHSIHHS XpoMaTorpaM IMpoOu Ta CTaHJIapTHUX
PO34YHMHIB, BUKOPUCTOBYIOYH IPaAYyIOBATBHY 3aJICKHICTb.

JInst BU3HAYEHHSI KUTbKICHOTO BMICTY KOMIIOHEHTIB BUOYXOBUX PEUOBHH Y MPOO1
IPOBOJATH XpoMarorpadiuamii aHami3 OJHOTO 3 TPaaylOBAIBHUX PO3YHUHIB 1
xpoMartorpadiuHuid aHaji3 miAroToBIEHOI NPOoOH.

OCKUIBKH TPYHT € JOCUTbH CKJIAIHOI0 MAaTPHUICIO 3 HEPIBHOMIPHUM PO3MOIJIOM
BUOYXOBUX PEYOBHH, TOYHICTh OIIHKM BUJIYYEHHS BHUMAara€ BHKOPUCTAHHS
«xosocTux» (0e3 3aIUIIKiB BUOYXOBUX PEYOBUH) 3pa3KiB IPYHTY JIJIsi BUMIPIOBAHb.

Ilpucomyeannsa 2padyro8anbHuUK po3uuHie cmanoapmuux 3paskie. Jlns
MoOYJJOBU T'palylOBAJIBHOI 3aJIEKHOCTI TOTYIOTh 5 PI3HUX KOHUEHTpALldl y Mexax
AHAIITUYHOI'O CTAHJAPTHOIO PO3YMHY cyMilll 14-Tu BUOYXOBUX PEYOBUH.

['pagytoBanbHl PO3YMHHM HITPOAPOMATHYHUX CIOJIYK Ta HITPOAMIHIB MaJH
HacTynHi KoHreHTpari: 2,0 Mxr/mi; 5,0 mxr/mit; 10 mxr/mi; 20 Mxr/mot ta 50 MKr/mo.
JIJIst KOKHOTO 13 CTaHAAPTHUX PO3YMHIB OyJIO OTPUMAHO 2 3HAYEHHS aHAIITUYHOTO
curHaiy (ol XxpoMaTorpapiqyHOro MiKy) 3 BAKOPUCTAHHSM OJIHI€1 MapTii peaKTHBIB
Ta o0JaAHAHHS.

J1st KOHOT KOHIIEHTpaIlii Oyi10 OTpUMaHO 1o 2 MO0 XpoMaTorpadidHUX MiKiB.

Mexi BusiBnennst (LOD) ta mexi kinbkicHoro BuzHaueHHs (LOQ) po3paxoBani
3a popmynamu (1 12) BIAMOBIIHO:

LOD=33c/S (1)
LOQ=10c/8S (2)
A
e
0 — cihBnaprHe BYRIHALHBO CRITRAMAYT (Y03 HAKRIBARODYICBARBIO0H IKIMEN TTOCY 1.
Tepmin npugaTHOCTI po3uuny npu +4 — 6°C He OubLIe 6 MiCSIIB.

ITiozomoeka xpomamozpagpa (BEPX-Y®). ]Jlns xpomarorpadyBaHHs OYJ10
BUKOPHCTaHO piauHHMK  xpomatorpad cepii «Dionex UltiMate 3000» 3
yIbTpadioIeTOBUM JETEKTOPOM, TIEPCOHAJIBHUN KOMII IOTep 3 MPOTPAMHUM
3abe3neueHHsM «Chromeleon» Bepcii 6.80. Temmneparypa aBrocamIuiepy CTaHOBUIIA
40 °C. O6'em BBeenoi npobu: 10 Mki. Ananitiuna kononka: VDSpher 100 C18-M, 5
um, 250 X 4,6 mm. EnroroBaHHs BUOYXOBUX PEYOBUH MPOBOJAMIN B 130KPATUYHOMY
pexumi (emoeHT A/B, 60/40). Pyxoma da3za: A —Bogaa (0.1 % mypammna kucnota); B



— metanon (0.1 % mypammnHa kuciota). O0’eMHA MBUAKICTH pyxomoi ¢as3m Ha
KOJOHKY cknanana 1,0 mu/xs. Josxuna xsuiii UV nerekropy — 254 HMm.
XpomatorpadiyHi yMOBH

A: H20 B:meranon TpuBanictsb, XB
(0,1%mMypammHa Kuciaora) (0,1%mypaiivHa KucnoTa)
40 60 55,00

AHnaniz kaniopysanvHux po3uunie. 1'paniylOBAIbHY XapaKTEPUCTHUKY, UIO
BHUpaXkae 3aJ1€KHICTh TUIOLIMHHU TTIKY BiJl KOHIIEHTpalii 14 BUOyXOBUX PEUOBHUH Y MPoO1
(MKT/KT), BCTaHOBIIIOIOTH METOJIOM aOCOJIFOTHOI KOJIOPOBKU 3a 5 pO3UMHAMHU IS
kaniopyBanas. B imxekTop xpomarorpady BBomath 10 pl mpoOu orpumanoi micis
eKcTpakili. BUKOHYIOTh HE MEHIIIE JBOX MapajiebHUX BUMIPIOBAHHS 1 3HAXOJATH
CepeIHe 3HAYCHHSI IUIOII XPOMAaTOrpadiqHOTO MKy /71 KOXKHOI KOHIICHTPAITIi.

Pospaxynku ma onpayrweanna pesynbvmamie. Po03paxyHOK MacoOBOi
KOHLEHTpaI[li BUOYXOBUX PEUOBUH Yy €KCTPaKTI CXi. exc (MKI/MJI) BUKOHY€ETHCS 32
nonomororo mporpamHoro 3abesneuenHss Chromeleon 6.80 aBroMatuuHo 3
BUKOPUCTAHHSM OTPHUMAHOI TPaJyIOBaJIbHOI 3aJIEKHOCTI. 3a pe3yJbTaT JOCITIIKEHHS
BUJIAETHCS CEPEIHE 3HAUCHHS MIXK IBOMA NapaJieIbHUMU JOCIIKEHHIMU.

2.2.4. AmnanizyBanHss BHOYXOBHX pe4yoBHH Yy BoAi Merogom I'X-MC
(BigmoBigno g0 ISO 11916-2:2013) [5]

Meronom I'X-MC He BHU3HAUalOTh TEPMOHECTAOUIbHI Ta HENETKI BUOYXOBI
peuyoBuHu: oktoreH (HMX), rekcoren (RDX), PETN (nmeHtaeputpuTTeTpaHiTpaT) Ta
HITPOTJIILIEPUH.

[TinroToBKy Ta30BOTO XpPOMATO-Mac-CIEKTPOMETPY BUKOHYIOTH 3TITHO 3
THCTPYKIIIEIO HA TIPHUIIAJ] Ta TOMOMIXKHI IPUCTPOT XpoMaTorpadiyHOr0 KOMIUIEKCY.

Vmosu xpomamoecpaghysanns. AHamizyBaHHS TPOBOJWIM Ha Ta30BOMY
xpomarorpadi 3 Mac-CIEKTPOMETPUYHUM JETEKTOPOM (I'X-MC):
AgilentTechnologies 7890B-MSD 5977B(Q).

3acTocoBaHO KanuisipHy KBapueBy KosnoHky DB-5 (TR-5MS) (5% denun) -
nosiMeTuiacuiaokcan), 30 m x 0.32 mMm (a6o 0,25 mm) x 0.25 MKMm.

GC-MS method DRS.Scan. Temmneparypa imxekropa 250°C. Temmneparypa
kosioHku 70°C (2min) 20°C/min go 270° (0 min). Temnepartypa intepdeiicy - 280°C.
Temneparypa ¢inamenty - 230°C. Temmeparypa kBampymomnto - 150°C. JlineHHs
motoky 1:50, 50 mn/xB. Tuck ra3y-nocis (remiit) - 60,7 klla (moctiitamii Tuck). Full
Scan 45-500 a.e.m.

Ananizyeanus eudyxosux peuosur memooom I'’X-MC. 1 cm® po3unny BHOYXOBUX
PEYOBHUH IEPEHOCATH Y Bianu Ha 1.5 cM> Ta aHAIi3yr0Th METOJOM KaIILIAPHOI ra30Boi



XpOMaTo-Mac-CeTPOMETPIi B pekKUMI MMOBHOTO ckaHyBaHHs au6o I'X-MC (SIM) 3a
BUIIIE TIPUBEICHUX yMOB XpomatorpadyBaHHsa. CKIajq OTPUMAaHHX Mac-CIIEKTPIiB B
yMoBax enieKTpoHHoi 1oHi3auii (EI) mosiekyn BUOyXOBHX PEYOBHH BUKOPUCTOBYETHCS
JUTSL TIOTAUTBINOT 1IeHTH(IKAIlT Ta KITbKICHOTO aHaJIi3y.

l0enmucpixayis ma KinbKicHa OYiHKA BUOYXO0BUX DEHOBUH 3 BUKOPUCMAHHAM
ananimuyHux cmanoapmis. s MiATBEpHKCHHS 1IeHTH(IKAIT CIOIYK IPOBOMSTH
CIIBCTABJICHHSI MAaC-CIIEKTPIB CHOJYK, IO 1AeHTU(]PIKOBaHI, 3 Mac-CIIEKTpaMH
BIIMOBIAHUX aHAMITHYHUX CTAaHAAPTIB, IO MPUTOTOBJICHI Ta XpoMarorpadoBaHi 3a
olHaKoBUX yMOB. Ilpu cHiBcTaBi€HHI CHEKTPIB HEOOXIJHO JOTPUMYBATHUCH
HACTYNHUX PEKOMEHAI}:

- 3an00iraTu MepeBaHTAXKEHHSI IETEKTopa

-XpOMaTorpaMu 3pa3KiB MOBHHHI MaTH MIKH 110 BiAMOBIIAOTH 10 ¢GopMi Ta yacy
yTPUMAaHHS MIKaM rpayloBAIbHUX PO3UYHMHIB (TIPU OJHAKOBUX KOHIICHTPAIIISIX)

-CIIIBB1IHOIICHHS IHTEHCUBHOCTEH XapaKTePUCTUYHUX 10HIB (M/Z) y Mac-CIeKTpi
3pa3ka MOBUHHO OyTH B Mexax £30% CHiBBIIHOIIEHHS Mac-i0HIB TPaayrOBaIbHUX
PO3YMHIB.

KinbkicHe BU3HaUeHHS] BUOYXOBUX PEYOBUH MPOBOASATH 32 METOI0OM 30BHIIIHBOIO

CTaHAApPTy LUIIXOM MOPIBHSAHHSA MAac-XpOMAaTOrpaM NpoOH Ta CTaHAAPTHUX PO3UMHIB,
BUKOPUCTOBYIOUH IPaJyIOBaIbHY 3aJI€KHICTb.

2.3. KoHTpOJIb IKOCTiI BUMipIOBAHHS, BUMOT'H 10 TOYHOCTI BUMipIOBaHb TAa Ti
NPUITUCHI XapAKTePUCTHKH

Hns H1ATBEPIKEHHS BaJITHOCTI MpOLEAYpH PEKOMEHAYETHCS
BUKOPUCTOBYBaTH BIANOBIIHUNA pOOOYMH CTaHIApPT I KOHTPOIIO METOAY
(manpukian, 2,5-DNT abo iH111 BIAMOBIAHI CIIOMTYKH, IO BIACYTHI Y 3pa3Kky). SKIo
BUOpaTH BIAMOBIIHUM CTaHIAPT HEMOXJIMBO, €(QEKTHUBHICTh EKCTPAKIii CIif
PETYJSIpHO TEPEeBIpATH 3a JOMOMOTOK CEPTH(IKOBAHOIO CTAHAAPTHOTO 3pa3Ka
(CRM).

Heo0ximHo BU3HAYaTH CTYIIHD BIITy4eHHs (FeCOVery rate) mais KoxHOi OKpeMoi
CIIOJTYKH, HAIPHUKJIA/, IIJITXOM BHECCHHS TOOABOK Y 3pa3KH 31 CXOXKMMH MATPHUIISIMH
napajiebHO 3 aHalli30M peaJbHUX Npo0 ado METOJOM CTaHIAPTHUX J00aBOK.
BusnaueHi 3HaueHHsS BWIYYEHHS HE BKJIIOYAIOTHCS B PO3PAXyHOK KIHIIEBOTO
pesyabrary. TakumM YMHOM, HEOOXITHO TMEpPIOJUYHO 3IIMCHIOBATH TMOCTIMHUN
KOHTPOJIb BUJIYYEHHSI METOJY, OXOIUTIOIOYM BECh aHAJITUYHUI MPOIEC, BKIIOYAIOUH
Bci eramu. KoOHTponbHI (€TaJioHHI) Marepiald € HAJICKHUM I1HCTPYMEHTOM IS
IIPOBENICHHS TaKMX EKCIEPUMEHTIB. 3araJibHUM CTYIiHb BHJIYYCHHS IS KOXKHOI
crioryku Mae ctranoBuTH Bizl 70 % g0 130 %.



MaTteMaTiyHe KOpPHUTYBaHHS BHMIPSIHUX 3HA4YCHb Yy 3pa3kax y pa3i HU3BKOTO
BUJIyUEHHS HE JOMyCKaeThCs. s miATBEpAKEHHS BiJICYTHOCTI 3a0pyHEHb MiJ Yac
npoLeaypyu HEOoOXiJHO BKIIIOYATH NPUHANMHI OJUH «XOJOCTHI» (OJaHK) aHal3 Ha
KOXHY cepito mpo6. s koxHOT cepii 3pa3kiB CiiJi KOHTPOJIIOBATH JOCSKHICTh
HIDKHBOI MeX1 po00dYoro jiara3oHy 3a JOTOMOTOK BIAMOBIAHOTO CTaHAAPTHOTO
po3unHy. CHiBBIIHOIIEHHS! CUTHA/IIIYM JJIsI OTPUMAHUX CUTHAJIB KOXKHOI CIIOTYKHU
Mae OyTH > 10, B iHIIIOMY BHMAAKY CJiJ TPOBECTH TEXHIYHE 0OCIyTrOBYBaHHS CUCTEMHU
BEPX (nanpuknan, 3aMiHy a00 TPOMHUBAHHS KOJIOHKH).

2.4. KoHTpo/IlOBAHHA TOYHOCTi pe3yJbTaTiB BUMIPIOBaHb

TOYHICTh aHATITUYHOTO METOAY OIIHIOETHCS BiNNMOBIAHO 10 BuMor ISO 5725,
ISO 21748, ISO 21749, Guide 98-3.

YMOBH 301KHOCTI BH3HA4alOTh SIK yYMOBH, 3a SKHX OTPUMYIOTH B3a€MHO
HE3aJIeKHI pe3yJbTaTH BUMPOOYBAaHHS OJTHUM 1 THM CaMHUM CIIOCOOOM.

YMOBH BIITBOPIOBAaHOCTI pe3yJbTaTiB BH3HAYAIOTh SK YMOBH, 3a SKHX
OTPUMYIOThH Pe3yIbTaTH BUMPOOYBaHb, BUKOPUCTOBYIOYH OJIMH 1 TOM CaMHil METO AJIs
IIEHTUYHOTO  MaTepialy B  pI3HMX JIabopaTopisix pPI3HUMH  ONEpaTopami,
BUKOPUCTOBYIOYH Pi3HE YCTATKYBaHHS.

Koutpons BEPX/Y® cucremu BkItouae TIEpEeBIpKY Ha HasBHICTh Tedi
(LI0ZIEHHO).

KoHTposib YUCTOTH PO3YMHHHKIB TPOBOASATH LIOJECHHO.

KonTpons crany By3miB mnpuiagy: XpomarorpadidHa KOJOHKa-IEeTEKTOp,
BBeneHHIM 10 Mkr/mut kogeiny (Fluka 58-08-2, 99.0%), npu bOMy BiJHOILIEHHS ITYM
/curnan cknagae He MeHie 1:10. 3HaueHHs TUIONIMHY MIKY 3aHOCUTHCA B TaOJIMIIIO.
(11OICHHO).

KoHTpoib 4yTIUBOCTI 1eTEKTOpa JO BU3HAUYBAHUX PEUOBHH 3TIMCHIOETHCS TTPU
OTPUMaHHI pe3yJbTaTiB pobOTH XpomarorpadiuHoi cuctemu B pexumi «blank», a
TaKOX Pe3yJIbTaTiB BHYTPIITHLOJIA00PATOPHOTO aHAJI3Y 3pa3Ka IPYHTY 3 JTOJaBaHHIM
cyminri 14 BuOyXoBUX pedoBHH (200 OKpPEeMHUX KOMIIOHEHTIB) i3 BMICTOM KOXKHOI
cnonyku Ha piBH1 5,0 Ta 10,0 mr/kr Ta oOpaxyHKYy BIJCOTKa MOBEpPHEHHS (IpH
KOXXHOMY aHaJi3i). Bigcotok nmoBepHenns = (C orpumana/C ctBopena)x100 %.

IIpuecomyesanusn npobu 3 000asanuam udbyxoeux pevosur (cnatikosanuil 3pazox).
1. CranmapTHU#l 3pa30K BHOCHUTBCS 3 PO3paxyHKY Ha KiHueBuil pesynbrtar 10,0
Mkr/am®. HaBaxkka 3paska i gociipkenns — 1000 e,
Po3paxyHOK KiTbKOCTI aHAIITY B HABAXKIII:
1 o = 1000 cm® (M)
10,0 mxr cranpapry — Ha 1000 cm?



2. Po3paxyHOK KiTbKOCTI CTAHIAPTHOTO pO34HHY 3 KOHIeHTpalieo 1000 Mkr/mi:
B 1 Ma — 1000 Mxr
B X M — 10 Mkr
X=(1x10)/1000=0,01 mu (10 mxm)

Omxe, g0 3paska 1000 cm® Bomu meoOximuo Buectm 0,01 ma (10 mxi)
CTaHJApTHOTO PO34MHY 3 KoHIeHTpaliero 1000 Mxr/mit.

CrapmapTHUil 3pa30K BHOCATH O€3MOCEpPEeIHBO B MATPHUIIO 3a JOIOMOTOIO
OIIETKOBOIO  103aTOpa, IMOTIM  3pa30K TOTYIOTh 32 3BUYAMHOIO  CXEMOIO
npoOOMIATOTOBKH.
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