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3AT'AJIBHA XAPAKTEPUCTHUKA POBOTH

AKTyaabHicTh Temu. [l koHTpomo sikocti (KSI) mikapcekmx 3aco6iB (J13)
HeoOXimHi crangaptHi 3pa3ku (C3) ans BU3HAYCHHS aKTUBHUX (DapMaleBTUYHUX
iarpemientiB (A®I) Tta ix gomimok. g odimiHMX aHami3iB BUKOPHCTOBYIOTHCS
dapmakomneitni C3 (PC3). Homenkmarypa ®C3 JlepxkaBHoi apmakonei Ykpaiau (ADY)
Mae 3abe3nedyBaTi KOHTPOJb sSIKOCT1 JI3, siki 3apeecTpoBaHi B YKpaiHi.

Jna K4 Bitunsnanux JI3 13 opHiIa30510M MOTpiOHE BUKOPUCTAHHS JOMIMIOK, KOTP1
Oymu BiacyTHI ik OC3. Y BITUM3HSHUX BUPOOHUKIB IMpernapaTy 3 ImperadaiiHOM TaKoxXK
icHyBaJ1a po0JseMa 13 3a0e3nedueHHs noTpedu B 3a0e3nedeHHi qoMimkor D mperabdaniny.
ToMy cuHTE3 KX JTOMIIIOK K Matepian misg atectarii (MaA) ®C3 JIDY € akTyaabHUM.

Tepmiuni Meromu aHamizy — tepMmorpaBiMetpis (TT'A) Ta nudepeHiianbpHa
ckanytoda kajopumerpis (JICK) — BHKOPUCTOBYIOTbCS Ui BH3HAYCHHS YHCTOTH W
onHopigHocti C3. OaHaK MOXKJIMBICTh 3aCTOCYBAHHS IIMX TEPMIYHUX METOJIB aHali3y HE
Oyna mpoaHainizoBaHa 3 TOYkM 30py BuUMor g0 ®C3. ToMy akTyaiabHOKO € po3poOKa
METPOJIOTIUHUX KpUTEPIiB ais pe3ynbrariB xapakrepizauii ®C3 DY 3 BUkopucTaHHAM
TEPMIYHUX METOJIIB aHaJI3Yy.

3 meToro 3a0€e3MeUeHHs] HaJ1iHOCTI pe3ysbTaTiB aHall3y BUKOPUCTOBYIOTh C3 s
kBamiQikaii oomagHanHa. 11 TepMIYHUX METOAIB aHami3y Taki C3 MOBUHHI IMITYBaTH
00’€KT aHaji3y 3a CBOIMHU BJIACTHUBOCTSIMH, SIKI MOXYTh BIUIMBAaTH Ha METPOJIOT1YHI
XapaKTePUCTHKHU PE3yJbTaTiB aHami3y (TEIJIOEMHICTh, TEMIepaTypa IUIaBJICHHS, YUCTOTa
tomo). Taki C3 mnoBuHHI 3a0e3meyyBaTH TaKOX OJIEpKaHHSA pPE3yJbTaTiB 13
XapaKTEepPUCTUKAMU, PUUHATHUMHU JJIsl 3aBJAHHS aHaNi3y, — HAPUKIIA, OyTH TOCTAaTHBO
OJTHOPITHMUMHM 1 B TOM >K€ Yac MAaTh JOCTATHbO BEIMKUI BMICT AOMIIIOK, LI00 iX
BU3HAYCHHS Oys0 akTyanbHuUM sK 3aBaanHs atectaimii @C3. Taxi C3 s kBamidikarii
TEPMIYHUX METOJIB aHaI3y, MPUUHATHI 17151 3aBAanb arecrtaiii ®C3, Oynu BiICyTHI.

Haniiinicte pe3ynbTaTiB aHaiizy 3a0e3MeuyeThCcsl BIIMOBITHUMHU MPOIEAYpaMu
KOHTPOJIIO SIKOCTI pe3yabTaTiB aHamizy. Jus merony TI'A KpUTHUHHM € KOPEKTHE
BU3HAUEHHS 4Yacy 3aKiH4eHHs BucymlyBaHHs (3B), 11 nerexkrtyBaHHs sIkoro Oyna
BIJICYTHSl CTaTHCTHMYHO OOIPDYHTOBaHa mpoueaypa. Tomy po3poOka Takoi MpoLEaypH,
KOTpa TIOBHHHA CHHPATUCS Ha MaTeMaTUYHy MOJelb MPOIEeCy BHUCYIITyBaHHS, €
aKTyaJlbHUM 3aBJIaHHSIM.

o uporo vacy TI'A ta JICK He BukopuctoByBanucs ans arecrauli ®C3 JJOVY.
Tepmiuni MeTOAM MarOTh CBOI OOMEXKEHHS 1 HE MOXKYTh OyTH 3aCTOCOBaH1 JiJisl BCix MIA
®C3. Ane B AesIKUX BUMAAKaX TEPMIUHI METOAM MAIOTh CYTTEBY IepeBary mnepe iHIIuMU
Merogamu. ToMmy akTyambHUM OYJI0 3aCTOCYBaTH TE€PMIUHI METOAM IS aTeCTallli HU3KU
OC3 DY y Bunaakax, KoM iX BUKOPUCTAHHS 00’ €KTUBHO MA€ Taki MepeBaru. Y mepiry
4yepry, 1€ BUBUCHHSI OJHOPITHOCTI ISl HEBEIMKWX HAaBaXOK MIA Ta MiaTBEpIKCHHS
9UCTOTH MJA 3 BHUKOPHUCTAaHHSM TEPMIYHMX METOMIB SIK aJbTEPHATUBHUX OCHOBHOMY
METO]ly BU3HAUYE€HHS YHCTOTH.

3B’f130K po00TH 3 HAYKOBUMH NMPOrpaMamMu, IJIaHAMH, TEMAMH, TPAHTAMMU.

Huceprarniiitna po0OoTa BUKOHAaHA BIAMOBIIHO J0 IUIaHY MPOOJEMHOI KOMIcCIi
«Dapmanisy MO3 ta HAMH VYkpainu 1 € pparMeHTOM KOMIUIEKCHOI HayKOBO-A0CIIIHOL
pobotu HarmioHanbHoro ¢dapmMarieBTUUHOTO YHiBepcuteTy «Po3poOka Ta Bamigaris



METOJIIB KOHTPOJIO SKOCTI JIKAPCHKUX 3aco0iB  anTeYHOro Ta MPOMHCIOBOTO
BUPOOHHUIITBAY (HOMEp AepikaBHOI peectparii 0114U000949).

Mera i 3aBgaHHs AocCHifxkeHHS. MeTor poOOTH € po3poOKa ONTUMAIBHUX
crioco6iB oxepkanHa MaA C3 AOMIIIOK, METPOJOTiYHE OOIPYHTYBaHHS 3aCTOCYBaHHS
TepMiyHUX MeToAIB aHami3y juis arectanii ®C3 JIDY Ta BUKOPUCTAHHS IIUX KPUTEPIiB
s atecranii @C3 1OY.

s nocsirHeHHs i€l MeTu Oyiu chopMy/IbOBaHI TaKi 3aBJaHHS:

— 3alpoNOHYBaTH ONTHMAJIbHI METOAMKH CHHTE3y JIOMIIIOK OpHIZa3olny Ta
nperabaliiny JJis OTPUMAaHHS PEYOBUH BHCOKOI YHMCTOTH 3 METOIO MMOJAJBIIOTO
3actocyBaHHs K MaA ©C3 JIDY;

— TPOBECTH aHaNi3 Ta y3araJbHUTU JIaHI Cy4acHOI JITEpaTypH IIOI0 3aCTOCYBaHHS
TEPMIYHMX METOMIB aHam3y [ KoHTpomo skocti JI3 Ta  arecramii
dapmanesruunux C3;

— chopmyoBaTH Ta EKCHEPUMEHTAIBHO TEPEBIPUTH METPOJIOTIUHI BUMOTHU IOJ0
pe3yNbTaTiB BUSHAYCHHS JIETKUX JOMIIIOK MeTofoM TTA;

— 3amponoHYBaTH MaTE€MaTUYHy MOJeNb, 10 ONHCYye TEepMOrpaMmy Ha eTari
3aKIHYEHHS BUCYIIyBaHHs (3B), Ta po3poOuTH nmpoueaypy Ta Kpurepii BA3BHAYEHHS
yacy 3B; nepeBipuTH MOJAEIb EKCIEPUMEHTAIIBHO;

— 3 BUKOPHUCTaHHSM pO3pOOJEHUX METPOJOTIYHUX KPUTEPIIB MPOBECTU aTECTALIIO
OC3 DY meromom TI'A 3a 3aBHaHHAMU BU3HAYCHHS JICTKUX JOMIIIOK ISt
OPUCBOEHHS aTecToBaHOro 3HaueHHs C3 Ta Juisd nepeBipKu OJHOPIAHOCTI;

— nibpatu kagauaata C3 musa kBamidikamii metoxy TI'A nns 3aBnanp arectarii @C3
JIDV 3a MOKa3HUKOM <JIETK1 JOMIIIKN,

— cgopMyrOBaTH METPOJIOTIYHI BUMOTH W00 PE3yJIbTaTiB BU3HAYEHHS YHCTOTH,
Temneparypu ¥ entanbiii miaBiaeHHs C3 metonoM JICK mis 3aBmpaHHs aTecTtarii
OC3 IDY Ta 3 ypaxyBaHHAM LIMX BUMOT npoBectu arectauio ®C3 JJDVY;

— niopatu kanaunata C3 mnsa kBamidikaiii meroay JICK 3a mokazHMKaMH «9UCTOTa,
«TeMreparypa IJIaBICHHS» Ta «EHTAJbIIIS TUIABJICHHSY, TPUUHITHOTO JJIS 3aBJaHb
arecraiii ®C3 JJDVY.

06 ’exm Odocniddcenns — cynpoiaai nomimku A®I ta roroBux JI3, marepianu ams
atecraiii ®C3 JIOVY nns koutposto sikocti JI3, marepianu s atectanii ®C3 DY pis
KBaniQikalii TepMIYHUX METO/IIB aHai3y, (papMaKoneiHi METOU TEPMIYHOTO aHaJI3y.

Ilpeomem Oocniodcennsi — mpoueaypu Ta Kputepii merposioriudoro K4 artecrarii
OC3 DY mis KUIBKICHOTO BH3HAUEHHSI JIOMINIOK Ta JIIOYMX PEYOBUH; CKJIAJIOBI
HEBHM3HAYEHOCTI (papMaKOMEMHUX METOAIB TEPMIYHOTO aHaI3y; KPUTEPil MPUUHITHOCTI
nporeayp 3a0e3nedeHHs SKOCTI pe3yJbTaTiB BUIPOOYBaHb METOAAMH TEPMIYHOTO
aHami3y.

Metoau pocaimxenns. @PapmakoneiHi (izuyHi Ta (PI3UKO-XIMIYHI METOIM:
pimuaHa  xpomartorpadis  (PX), raszoBa xpomatorpadis (I'X), abcopOmiitHa
cnekrpodporomerpiss (CD) B iHdpadepBoHiit obOmacti crnektpa (IH); cmekrpockomis
SJIEPHOTO MAarHiTHOTO pe3oHancy (SIMP), nudepeniianbHa ckaHylo4Ya KajdOpUMETPIis
(ACK) Ta tepmorpasimerpuunuii anams (TTA, ITT); BunpoOyBaHHsS Ha YUCTOTY, Y T.U.
KOHTPOJIb BMICTY BOJIM, CYIPOBIJHUX Ta JIETKUX JOMIMIOK; CTATUCTUYHHMA aHaji3
pPE3yNbTaTIB €KCIIEPUMEHTAIIbHUX JTOCTIIKEHb.
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HaykoBa HOBHM3Ha OTpUMaHMX pe3yJbTaTiB. 3 ypaxyBaHHsAM Bumor g0 ®C3
JNOY chopmynboBaHI METPOJOTIYHI BUMOTH JO BH3HAYEHHS JIETKUX JOMIIIOK Ta
BU3HAYCHI MiHIMaIbHI HaBXKKH 17151 MeTomy TTA.

Ynepiie 3anpornoHOBaHO KalbIIiI0 OKCaJaT MOHOTIAPAT (CHHTE30BAHUM Ta MiTaHUI
crietiayipHi  00poO1i) sk C3 g kBamidikaiii oOjagHaHHS, KOTPUH BIANOBIIAE
3aBmaHHsaM atectanii @C3 JIOY.

VY 3B’s3ky 3 BuMoramu a0 ®C3 DY chopmynboBaHI METPOJIOTIYHI BUMOTH [0
BU3HaYeHHS yucToTH MeToaoM JCK.

VYnepmie 3anpornoHoBaHo xosectepuH sk C3 mius kBamidikamii meroxy HCK, nmms
KOTPOrO0 OJHOYACHO cepTU(IKOBaHI YHCTOTa, TeMIlepaTypa IUJIABJICHHS Ta EHTaJbIIis
TJIaBJICHHS.

Ynepire 3anpornoHoBaHa MaTeMaTHIHA MOJIEITb JJIsl OTIMCY TEPMOTPAMHU JJIsI METOTY
TI'A B 130TEepMIYHOMY peXHUMI. Ymrepie po3poOsieHI CTAaTHCTHYHO OOIPYHTOBAaHA
MpoIieIypa Ta MaTeMaTHIHA MOJIC]Ib BU3HAUCHHS Yacy 3aKiHUCHHS BUCYITYBaHHS 3pa3KiB.

HoBu3zHa nociimkeHb MIATBEP/KEHA MAaTEHTOM Ha KOpUCHY mojaenb Ne 126009
Ykpainu.

IIpakTHyHe 3HAYeHHS OTPUMAHHUX pe3yJbTaTiB. ONTHMI30BaHI METOJUKHU
cuaredy  3-(5-mitpo-1H-imimazon-1-in)nponan-1,2-mion  (opHimazon-mion),  1-(2,3-
CTMIOKCUIIPOIILIT)-2-MeTHII-5-HiTpoimina3on (opHimazon-enokcun), 1-merwnerwi-(2RS)-2-
riapokcu-2-deninanerar (nperadaniny nomimka D). OxepikaHi BUCOKOYUCTI CHOJYKH 3
BUCOKHM BHXOJIOM, SIKi 33JIOBOJIBHSIOTH BUMOTH 10 MaA ©C3 JIDY.

MeTtposoriuni Kputepii IpUHHATHOCTI pe3yibTaTiB aHamizy aiga metoniB TI'A Ta
JCK nns 3aBmanp arectarii ®C3 JIDY 3anpoBaykeHO B NIpakTUKy JlepikaBHOTO
MIIIPUEMCTBA «YKPAiHCbKUI HAyKOBUU (papMakomeiiHUN UEHTp SKOCTI JIKapChKUX
3aco0iBy (Il «®apmakoneiinuii neHTp») Ta [HCTUTYTY CUMHTWIISLIMHUX MartepiajiB
HAH Vkpainu (ICMA).

CratucTiyHO  OOTPYHTOBaHYy TMPOIEAYPY BHU3HAUEHHS  4Yacy  3aKiHUYCHHS
BucymyBaHHs i merony TI'A 3ampoBamkeno B mpaktuky /[II «®PapmakonenHui
uentp» ta ICMA.

3 BUKOPUCTAHHSIM TEPMIYHUX METOMAIB arectoBaHo 14 ®C3 JIDY nns KiabKICHOTO
Bu3HaueHHs ADI Ta KIIBKICHOIO BU3HAYEHHS JTOMIIIIOK.

AtecroBano 4 ®C3 IOV nnst BUSHAYCHHS TEMIIEPATYPH Ta CHTAJBIIII IJIABJICHHS.

AtecroBani ®C3 IOV s kBamdikamii meroxy TI'A ta metony ICK. ®C3 IOY
MPUHHATHI 11 3aBaanb aTectarii ®C3.

OcHOBHI pe3yJabTaTh JUCEpTallii ampoOOBaHI Ta BIPOBAHKEHI Yy TMPAKTUUHY
nistmeHICTh 11 «Dapmakomneitanii eHTpy», [HCTUTYTY cumHTUNIANINHNX MaTepianiB HAH
VYkpainu, a Ttakoxk Ha (apmaueBtuuHux nignpuemctBax TOB HB® «MIKPOXIM» i
ITAT «®apmax».

Oco0uctuii BHecok 37100yBaya. Pa3oM 3 HayKOBUM KEPIBHUKOM BU3HAYEHO METY
Ta OCHOBHI 3aBJaHHS JOCJIPK€Hb, PO3POOJIECHO METOAWYHI MiJIXOAH, HAa OCHOBI SIKHX
o0paHO METO M BUKOHAHHS NMPAKTHYHOT YaCTHHH JTUCEpTaIlii.

besnocepenHbo aBTOPOM 3111MCHEHO:

— aHaJ i3 JaHUX CHellali30BaHOi JITepaTypd IIOJI0 MOXJIMBOCTI 3aCTOCYBaHHSI

TEPMIYHUX METOMIB aHai3y s BupimeHHs 3aBaanb atectarii ®C3 IOV Ta
K4 JI3;



4

— eKCIIEpUMEHTANIbHI JOCHII)KeHHS 3 BUBYEHHS (I3MUHUX, XIMIYHUX Ta (PIi3UKO-
XIMIYHUX BJIACTUBOCTEH JOMIIIOK TMperadajiHy Ta OpHiga3omy, sSki  Oynu
CHHTE30BaHI IiJ] KEPIBHUIITBOM CITIBABTOPIB HAYKOBHUX IPAIlb;

— OJEp)KaHHA KaJbII0 OKCaldaTy MOHOTiApaTy, BHOIp YMOB CHHTE3y Ta BHUALICHHS
1JTLOBOTO MPOAYKTY;

— po3pooka DC3 JIDY, npusznauennx gns KA JI3  Ta  kBamidikamii
TEPMOAHAIITUYHOTO O0JIaHAHHS;

— 0OroBOpeHHS Ta y3arajbHECHHS Pe3yJbTaTiB JOCIIIKEHb, 3M1HCHEHUX TEPMIYHUMHU
METO/IaMH.

ExcniepuMeHTalnbHl JOCHIKCHHS TEPMIYHMMH METOJIaMH TPOBOAWJIM Ha 0asi
BiITy HaHOCTPYKTYypHUX MatepianiB ICMA (kepiBHuk - K.¢.-M.H. Bamenko O.B.).
Arecrarito ©C3 DY mnpooawnu y BIIAUTL Badijamii Ta CTaHAApTHUX 3pa3KiB
N1 «DapmakoneitHuil eHTp» (HadaibHUK - 1.(hapM.H. JleonTheB [I.A.).

[lepcoHanbHUii BHECOK Yy BCIX ONYOJIKOBaHMX TMpalsix 13 HAayKOBISIMHU
(JIeontneB /1. A., Bamenko O. B., I'puzony6 O. 1., BonoBux H. B., Vkpaineus I. B.,
I'eoprisan B. A., Temna 1. M., |besyrimii I1. O.L [umkina C. B., byasuceka JI. B.,
Tepno I. C., IBanoB JI. B.) HaBeneHO 3a TEKCTOM JucCEpTallii, TakoX B aBTopedeparti y
CIIUCKY (paxoBUX MyOJIiKaIlIH.

Anpobaunis pe3yJbTaTiB qucepramii. 3a OCHOBHUMH pe3yJIbTaTaMH JIUCEPTAIIAHOT
poboTH 3po0JICHI JOMOBIAI HAa MDKHApPOIHIN KOH(epeHIl cTyAeHTiB ¢apMarlii «Be in
Progress 2» (JIro6min, 21-25 kBitHa 2016 p.); VIII HamionansHomy 3’1311 (hapmMarieBTiB
«Dapwmarnig XXI cTomTTs: TeHASHIIT Ta nepcnekTuBuy» (Xapkis, 13-16 Bepecus 2016 p.);
VI nHaykoBo-npakTH4yHIA KOH(pepeHLli 3 MDKHApOAHOW y4dacTio «HayKoBo-TexHIYHMIA
Mporpec 1 ONTUMI3Alllsl TEXHOJIOTIYHUX MPOLECIB CTBOPEHHS JIKAPCHKUX MPEMapaTiBy»
(Tepuomninb, 10-11 mucromana 2016 p.); LXXI MexayHapoaHo#il HayqHO-TIPAKTUYECKOM
KOH(EpEeHIINH CTYIACHTOB M MOJIOABIX YUEHBIX «AKTyaJlbHBIE MPOOJIEMBI COBPEMEHHON
MenuiHel U Gapmaruu 2017» (Mincbk, 17-19 kBitHs 2017 p.); XI HaykoBo-npakTuyH1i
koH(pepeHuii "VYnopaBmiHHA skicTio B (apmamii" (XapkiB, 19 TpaBus 2017 p.);
VIl Vkpaincekiit koudepeninii «/lomOpoBcbki ximiuHi uuTanHg-2017», (Apemue, 12-
16 Bepecus 2017 p.), KuiBchkiit koH(pepeHiii 3 aHamituyHoi Ximil «CydacHi TeHJEHIIii
2017» (Kwuis, 18-21 »xoBtHs 2017 p.), V HaykoBo-mpakTuuHiii koHdepenmii [llxomu
mostoux HaykoBIlB [TAT «®apmax» «Hayka Ta cydacHe dapmareBTUuHE BUPOOHHUIITBOY
(Kwuis, 19 sxoBtHs 2017 p.), XII HaykoBo-TipakTU4H1# KOH(]epeHIii « YpaBIiHHS SKICTIO B
dapmartii» (Xapkis, 18 tpaBus 2018 p.), VI naykoBo-npaktuuniii koHpepenii [lIxomn
Mosoaux HaykoBIiB [TAT «®apmak» «Hayka Ta cydacHe ¢dapmaiieBTUIHE BUPOOHUIITBOY
(KuiB, 1 nmucronmana 2018 p.) ta Ha 9-Tiii MiXkHaApOHIA KOH(epeHiii (papMaleBTUUHOI
HayKH Ta npakTuku «Science and practice 2018» (Kaynac, 9 nmuctomamga 2018 p.).

IMyoaikanii. 3a martepiasiamu gucepTarlii omyOiikoBaHO 18 HayKoBHX Tpailp,
30kpeMa | maTeHT YKpaiHu Ha KOPUCHY MOJelb, 6 crareil (4 cTarTi y HAyKOBUX (DaxoBUX
BUJIAHHAX YKpaiHu Ta 2 CcTaTTl y 3apyODKHHUX BUIAHHAX, YCl 6 crareid omyOiiKOBaHI y
BUJIAaHHSAX, SIK1 BKITIOUEHI JJ0 MDDKHAPOIHUX HAyKOMETpUuHUX 0a3), 11 Te3 gomosinei.

OOcar i crpykrypa aucepramii. Jlucepramiiina poOoTa BUKIAJeHa Ha
186 cTopiHKkax MAaIIMHOMHMCHOTO TEKCTY, CKJIaJa€ThCs 31 BCTYIY, 5 PO3ILIIB, 3arajbHUX
BHCHOBKIB, CIIUCKY BHKOPHCTaHMX JDKepen Ta naodaTkiB. OOCSIT OCHOBHOTO TEKCTY
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aucepramii ckimagae 151  cropiHKy JapykoBaHoro TekcTy. PoGora imocTpoBaHa
24 tabnuisimu, 2 cxemamu Ta 48 pucynkamu. CIIMCOK BUKOPUCTAaHUX JHKEpENT MiCTUTh 167
HallMEHYBaHb, 3 HUX 48 kupunuiero Ta 119 natununero.

OCHOBHMI 3MICT POBOTH

Y Berymi  gucepraniiiHoi  poOOTH  OOIPYHTOBAHO  aKTyaJdbHICTh  TEMH,
chopMyIbOBAaHO METY 1 3aBJIaHHS, 00 €KTH 1 METOJIU JOCIIKEHb, BUBHAYCHO HAYKOBY
HOBU3HY W TpaKkTUYHE 3HAYCHHS OJIEPKAHUX pEe3yJIbTaTiB, HABEJIEHO BIJOMOCTI II0/0
BIIPOBAPKEHHSI pE3yJIbTAaTIB IMCEPTALIHOT pOOOTH.

Pozain 1. Knacugikanis Ta BAKOPUCTAHHS TEPMIYHUX METOAIB aHAJIIZY (OIS
JiTepaTypu). Y3arajibHeH1 JiTepaTypHi JaHl CBIAYaTh, IO MiJ Yac 31iICHEHHS KOHTPOIIIO
AKOCT1 (hapMalleBTUYHOI MPOYKINI 1HKOIU BHUHHUKAIOTH cUTyali, konu C3, HeoOXiaHui
JUTSI IEPEBIPKU BMICTY JIOMIILIOK, HEAOCTYITHUH, 1€ IPU3BOAUTH 10 IPOOJIEM Y BUPOOHHKIB
rotoBux JI3. Tomy uwacto BuHMKae norpeda cuutesyBatd MaA C3 mOMIIIOK 3 3aaHUMU
(G13UYHUMU, XIMIYHUMHU XapaKTEPUCTHUKAMU 1 IPUCBOEHUM aTECTOBAHUM BMICTOM.

[IpoBenennii HAayKOBHMI aHail3 MPUHLMINB BUKOPUCTAHHS TEPMIYHHX METO/IB
ananizy (TT'A ta JICK), cBIZUMTh, IO LI METOAU MOXYTh BUPIIIYBATH PsJi 3aBJAHb I1]1
yac MPOBEJEHHS KOHTPOJIIO SKOCTI JIKapchbKux 3aco0iB Ta arecramii ®C3, 30kpema
BU3HAYCHHS YMCTOTH (BMICT JIETKUX Ta CYNMPOBITHUX JIOMIIIOK) Ta OJHOpiAHOCTI. OnHaK
TEpMIYHI METOJM aHali3y paHiiie He 3actocoByBanucs s arecramii ®C3 IOV, tomy
KpUTepii TNPUMHATHOCTI PE3yNbTAaTiB aHali3y TEPMIYHUMHM METOJaMu JJisi 3aB/IaHb
arectamii ®C3 IOV nHe Oynu chopMylibOBaHI, a TaKOXK HE OyJM OI[IHEHI MOXKJIUBOCTI
TEPMIYHUX METOJIB aHalli3y B KOHTEKCTI LUX BUMOT. [[1s HOCTOBIPHOCTI OTpUMaHUX
pe3yabTaTiB HEOOX1THO MPOBOJIUTH JNOCTIKEHHS Ha OOJagHaHHI, KBaIi(IKOBAHOMY IS
LMX 3aBJlaHb, 10 MOTpeOye BUKOPUCTaHHS BIAMOBIAHUX C3, gKi Oy BIACYTHI.

Po3ain 2. O60’exkTu Ta MeToam aociimkeHHs. [logaHo xapakTepucTuKy 00’ €KTIB 1
METO/IIB JOCJIIIPKCHHS, HABEJIEHO OIUC MaTrepialiiB Ta 0OJa HaHHS, sIK1 OyJIM BUKOPHUCTaH1
MIPY BUKOHAHHI €KCIIEPUMEHTAIbHOT YaCTHHH JUCEPTaIliiHOT pOOOTH.

Po3gin 3. CuHTE3 Ta BCTAHOBJICHHA CTPYKTYPH CYNPOBIAHHUX JAOMILLIOK
cyocranniii. HaBeneHi pe3ynbTaTd CUHTE3Y 130MPOMUIOBOIO €CTEPY MUTJATBHOT KUCIOTH
(nperabaniny gomimku D) 3 BUCOKMM BUXOJOM TPOAYKTy. BHU3HA4Y€HO, 10 HE MOKHA
BUKOPUCTOBYBATH KaJIBLIIIO XJIOPHUJ SK OCYIIyBad, OCKUIbKH I[IJIbOBA CIOJyKa yYTBOPIOE
CHIB-KpUCTAM 3 KaJbllii XJIOPUAOM, a ONTUMAIbHUM NUISIXOM OTpUMaHHI MpaA
nperadaniny nominiku D € BakyymMHa nieperoHka 3 nediermMmatopom.

[TinTBepmkeHHsT OyJAOBH CHHTE30BAHOTO 130MPOMIIOBOTO €CTEPY MUTAAIBHOI
KHCIOTH  3[ifCHIOBATH PEHTTCHOCTPYKTYypHHM amamizoM, 'H ta “C SIMP-
cnektpockonieto. [ani cnektpiB SMP miaTBepAwiiM  HasSBHICTh YyCiX MPOTOHIB B
i3omporinoBomy ectepi MurmanbHoi KucaotH: crektp “H SIMP (400 MI't, JIMCO-dg):
o m.u. 7.35 (2H, n, J=7.4, H-2,6), 7.31 (2H, T, J=7.3, H-3,5), 7.25 (1H, 1, J= 6.8, H-4), 5.96
(1H, m, J=5.3, OH), 5.07 (1H, g, J=5.3, CHO), 4.85 (1H, m, CH(Me);), 1.16 (3H, 1, J=6.2,
Me), 1.03 (3H, 1, J=6.2, Me) (puc.1, a) ta ciektp °C SIMP (100 MI'r, IMCO-dg): & m.u.
172.5, 140.2, 129.4, 128.6, 126.4, 72.8, 68.2, 21.6, 21.3 (puc.1, 6).

CTpyKTypy OJep>KaHOTO MPOIYKTY TaKOXK OyIo miarepmkeHo [Y-cnekTpom.
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Puc. 1 Crextpu 'H-SIMP (a) Ta “*C-5IMP (6) i30MpOIMizIOBOrO €CTEPy MUIIATBHOI
KHCJIOTH MICJIsl BAKYYMHOI IEPETOHKH 3 Je(haerMmaTopom

MeTonoM TepMIYHOTO aHaji3y BU3HAYEHO, 110 nperadaniny goMimka D € TepmiuHo
CTIAKOIO Ta JIETKO JIETKOI PEYOBHMHOIO. MeTonoM piiuHHOI Xpomatorpadii BU3HAYEHO
YUCTOTY IIHOBOT CIIOJIYKH, 110 cTaHoBUTH 100,0%.

OnrtumizoBadi ymoBu oTpuMaHHs MaA ®C3 goMillok OpHIAA30Jly — OpHIJIA30JI-
EMOKCHTY Ta OPH1Aa301-T10J1y 3 BACOKUM BUXOJIOM ITIJIbOBHX CITOJIYK BUCOKOT YHCTOTH.

Crextp "H SIMP opHigason-enokcuay (400 MHz, DMSO-d6): § 8.01 (s, 1H, H-4),
4.78 (dd, J=15.4, 2.6 Hz, 1H, N-CH,), 4.32 (dd, J=15.4, 5.4 Hz, 1H, NCH,), 3.39 (m, CH),
2.78, br.t.,1H, CH,0) 2.47 (m, 1H, CH,0). 2.40 (s, 3H,CHj3) (puc. 2, a).

Crextp "H SIMP opwigason-giony (400 MHz, DMSO - d6): & 7.99 (s, 1H, H-4),
5.09 (d, J=3.9 Hz, 1H), 4.83 (br.s, 1H), 4.48 (dd, J=14.2, 2.7 Hz, 1H), 4.10 (dd, J=14.1, 9.3
Hz, 1H), 3.70 (s, 1H), 2.43 (s, 3H, CHj3) (puc. 2, 0).
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Puc. 2 Crextpu "H-SIMP opHizmasoin-enokcny (a) Ta opHizasoun-miony (6)
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Metonom JICK noBeneHo: pedyOBMHU IUIABIATHCSA 3 PO3KIAJAHHSAM 3a THX CaMUX
TEeMIepaTyp, 0 OTPUMaHl MPH BU3HAYEHHI KamiIsipHUM MeTooM. OpH1ga30I-enoKCH
PO3KIIAAEThCS Bifpasy micis muiaBieHHs (puc. 3, a). Ha tepmorpami opHiga3o-aiory
(puc. 3, 0) cmocrepiraerbcs MOAATKOBUW TK, M0 CBIAYATH TPO MOdiMOp(dizM
JOCTIKYBAaHOTO 3pa3Ka.

OTtpumani pe3ynbTaTi abcopOIiiiHO1 ciekTpodoTromeTpii B iHPpauepBoHiil 00macTi
CBiquaTh, Mo B [Y-crieKTpax CHHTE30BaHUX CIIOIYK CIIOCTEPITarOThCS XapaKTEPUCTUYHI
CMYTH, BIIACTUBI OCHOBHUM ()YHKITIOHAJIbHUM TPYyIIaM MOJICKYIL.

0,04

j 024

-0,4 -

-0,6

dQudt (Wig)
dQ/dt (Wig)

0,8

T=103°C
AH = 99 k[w/kr

44 T=113°C
AH = 165 kikr -1,.24

5 T T T T T T 1 1.4 T T T T T T T T T T T T 1
20 40 60 80 100 120 140 20 40 60 80 100 120 140

Ts (oC) Ts (oC)

a 0
Puc. 3 JICK-tepMorpamMu CHHTE30BaHUX OPHIIA30I-CMOKCHTY (@), OpHiIa301-1iomy (0)

Mertoguka PX Oyna monudikoBaHa BBeACHHSIM y pyxomy ¢aszy dochaTHoro
OydepHOro po3unHy, IO AO3BOJMIO KOPEKTHO BCTAHOBUTH: YHCTOTAa CHHTE30BaHHUX
CIIOJTYK OPH1/1a30JI-/110J1y 1 OPH11a30J1-€TIOKCUAY CTaHOBUTH 99,5%.

Otpumani MaA nomimiok nperadajiHy Ta OpHIZa30Jy MOXKYTh OyTH BUKOpPHCTaHI
17s atectarii Bignopiganx OC3 1OV,

Po3nin 4. 3acrocyBanns wmetrony TI'A nmas arecramii papmManeBTHYHHX
CTAaHJIAPTHUX 3Pa3KiB.

3acmocyeanna mamemamuuHoi Mooeni Ol Onucy 0epusamozpam i3 Memoio
BU3HAYEHHS Hacy 3aKiHuenHs eucywysanus. Jlnsg 3aBmanb artecramii C3  Tr'A
3aCTOCOBYETHCS 3 METOIO BU3HAYEHHS BMICTY JIETKUX JOMIMIOK. [IJst ojepskaHHs HaaiHUX
pe3ynbTaTiB KPUTUYHUM € KOpPEKTHEe BHU3HaueHHa yacy 3B. Hamu 3ampomoHoBaHO
BU3HaUeHHs 3B 3a [gomomoror MareMaTH4HOiI MOJENi, SKa ONHUCYE JUISHKY
nepuBaropamu, 1o Bianosigae 3B (puc. 4). MoxHa 0auuTu, 110 BUIJIS JIepUBATOrpaM
Oomu3pko 3B cxoxuil Ay pi3HUX 3pas3KiB, sSKI OyldM BHKOPHUCTaHI ISl TECTyBaHHS
MareMatuyHoi wmogeni. Ilpouec BuCylIyBaHHS TpHUBA€ CHOYATKY MIBUAKO, MOTIM
YIOBUIBHIOETHCS 1 BUXOAUTH Ha MPsAMY JIiHIIO, apajienbHy oci abciuc. Tomy 1 Onucy
TepMOrpaMu JAOLLUIbHO BUKOPUCTOBYBAaTH KOMOIHAIIIIO TIIepOOIu Ta MpsSIMOi:

b
Y=a+—+k-X
X (1)

ae a, b, kK — emmipuyni KoedillieHTH, SKi 3HAXOJMMO 3 BHUKOPHCTAHHSM HETIHIHHOIO
METOJly HaliMEHIIIUX KBaJpaTiB.

Lle piBHSHHS MOXXe OyTH BHKOpHCTaHe /i Bu3HaueHHs yacy 3B (Xeng). OnHak npu
oOuucieHHi koediieHTIB piBHSIHHS (1) myke BETUKY POJIb BIAITPalOTh TOYATKOBI TOUKH 3
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MajJuM YacoOM BHUCYIIIYBaHHS, sIKI HE CTAHOBJATH IHTEPECY ISl 3HAXOKEHHS Xeng. |,
HABIAKW, HAWOULIBII BaXKIIWBI KIHIIEBI TOYKH 3 BEIUKUM YacOM BHCYIITYBaHHS Majo
BIUTMBAIOTh Ha 3HAXOKEHHS KoedimieHTis (1).

MeTHILEenono3a DenriBepHHiI0 OpoMi

-3,86 -0.7

388 1000 2000 3000 4000 5000 6000 0.72 500 1000 1500 2000 2500 3000 3500 4000
= -39 ‘ =s' -0,74 \
g 392 \ g 076 \
g =
= -394 = -0,78
E -3.96 \ §- -0.8 \
5 \ & \\

-3,98 \\ @ -0.82 \

4 2 0,84
-4,02 -0.86
Hac.c Yac, ¢
Jlexcamerazony Harpito gocdar Kanpniro oxcanar MoHOTiapar

57 178
1000 2000 3000 4000 5000 6000 7000 8000 177
575 - 17,6
175

=]
=]

58 2174 ]
\ 5173 L
5,85 g 17.2 M_
\ a7 ————
59 17
S——— 16,9
0 1000 2000 3000 4000 5000 6000 7000 8000
Yac. ¢ Yac, ¢

Brpara B Maci %

-5,95

B r

Puc. 4 Tunosi ¢parMeHTH jaepuBatorpaMm, sKi BianosimaioTe 3B mis

JOCIIKYBaHUX 3pa3KiB: METHIILIENI0N03a (a), henmiBepuHito 6pomis (0), reKkcaMeTa3oHy
HaTpito Gocdar (B), KaJbIIit0 OKcanaT MOHOTriapar (T)

[Tounnaroun 3 geskoro yacy X, BHECOK rimepOomiydoro wiena b/X crae
HE3HAYYIIUM TTOPIBHIHO 3 JIIHIHHUM WiIeHOM K, TOOTO BUKOHYETHCSI HEPIBHICTh:

ﬂ<010.‘k‘.x ) (2)
- b crit «
crit
3i crmiBBiHOIICHHS (2) MOKHA OTPUMATH BUMOTH 0 Xyit:
o[ B _ o 3
crit — ‘k‘ 010 ‘k‘ . ( )

I[lpu X > X, And anpokcumarlii eKCnepuMeHTalbHOi KpuBoi (1) MoxHa
BUKOPHUCTOBYBATHU MPSAMY:

Y=a +k - X, X=X, 4)

Hamu 3anmponoHoBaHa Taka mpoueaypa 3HaxokeHHs 3B.

[Tpu X;>Xpit AJ1s1 KOKHOTO 4acoBOro iHTEpBay [ Xy, X,], 110 CKIIaIa€ThCs 3 N TOUOK,
napaMeTpu npsmoi (4) po3pi3HAIOTECA. 3cyBarouu 1ei inTepBast AX=X,—X; Biccto yacy X,
oTpumyeMo HaoOip BenmuuuH K;. [Ipu 3pocTtanHi yacy X aOCOJIIOTHE 3HAYCHHS BEJIMUMHU Kg
3MEHIIYEThCS, HAOMKarouuch A0 HyJs. Yacom 3B MokHA BBa)KaTu TakKUl Xeng, KOJIU
koedinieHT K; HaOyBae 3HAYEHHS, SKE CTATHCTUYHO HE3HAYYIIE BiIPI3HAETHCS BiJ HYJIA,
TOOTO:

Ky (Xeng ) <t(0,95,n=1) - s, .; (5)
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ne: t(0.95, n-1) — koedimient CrhrofeHTa aisg ogHOOIYHOI HimMoBipHOCTI 0,95 1 uymcna
CTYIIeHIB cBOOO M N-1.

[Ipu oMy 3a Xeng MPUAMAIOTH CEPEAMHY KIHIIEBOIO I1HTEpBAy ONTHUMI3AIlil
[X1, Xn], TobTO:

X, +AX
X =%, AX =X, — X, =n-At - 6)

end

ne At — inTepBan yacy Mk ToukamMu. OCKiIbku At pikcoBaHE, TO YUCIO TOYOK N 1 IIHMpPUHA
iHTepBaNy 4X €KBIBaJICHTHI.

Pesynbrat po3paxyHky 4dacy 3B (Xeng) 1 BTpat B Maci Yeng U Pi3HOT KITBKOCTI
TOYOK N mpeacTaBieHi B Ta0. 1.

Tabnuys 1
PesyabTaTu po3paxyHky 3B (Xeng) i BrpaT B Maci (Yeng) 1151 pi3HOI KJIBKOCTI TOYOK N
O0’exT . . Kanbuiro
aHamizy | MeTuianenrmao3a (I)eHmBe[? MO I[eKc?MeTasoﬂy oKcaJiaT
opominx HaTpilo pocdar .
MOHOTIApaT
Xerit » € 1243 356 1263 1884
Jiama3oH
BEJIMYMH X, 12; 5772 7; 3360 12; 7080 12; 7200
C
n=30
Xends € 4320 2758 5784 JETEKTYEThCS
HEKOPEKTHO
K4 -5.1e-07 -1.19e-06 -2.1e-07 —
n =60
Xends € 4332 2800 5820 6216
k4 -3.9e-07 -1.05e-06 -2.2e-07 -1.19e-05
n=290
Xends € 4380 2849 5796 6264
K4 -3.8e-07 -6.7e-07 -2.0e-07 -8.4e-06
n=120
Xends € 4428 2898 5772 HE
BHU3HAYAETHCS
k4 -3.5e-07 -4.7e-07 -2.7e-07 —

Jlnst kitbkocTi Touok 60 mporieaypa BUKOHYETHCS KOPEKTHO ISl BCIX BUIAKIB, IO
OyJ10 3alpOIIOHOBAHO BUKOPHUCTOBYBATH 3a 3aMOBUYBaHHSIM.

Dopmynosanns Kpumepiie Mempoao2iuHo KOpeKmHoz2o 3acmocyeanHs TI'A ons
BU3HAYeHHs JemKux oomiuiok. Y 3B’s3Ky 3 Bumoramu DV, chopmyiaboBaHi BUMOTH 10
pe3yabTaTiB BU3HAUCHHS JIeTKUX JAoMimok MerogoM TI'A mpu arectamii @C3 JDY.
CdopMynboBaHi BUMOTH JIBOX PIBHIB: «MIHIMaJlbHI» — HEBU3HAYEHICTh pE3YyJIbTaTiB
JOPIBHIOE MaKCHMMAaJIbHO AonmycTuMid HeBuaHadeHocTi it OC3 DY (max4rs=0.5%),
«MaKCHUMallbH1» — HEBHM3HAUEHICTh pe3yJbTaTiB HE3Hauylla TMOPIBHIHO 3 MaXAdgs

(=0,32-0,5%=0,16%).
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Sk 00’exTH aHaMi3y AJS MIATBEPKEHHS [UX BUMOT Oynu obopani MaA ©C3 IdY
(nimariH, Hima3oj, HATpi OeH30ar), sIKi € MyK€ OJHOPITHUMH 1 MPAKTHYHO HE MICTSThH
JeTKuX Jaomimok. lle 103Bossie BUKOPUCTOBYBATH OLIIHKY 301KHOCTI AJiA pe3yJbTaTiB
aHaJli3y UX 3pa3KiB K OLIHKY MOXJIUBOCTI MeToxy TI'A.

Buxonsun 3 mpumymieHHs, 0 a0CONIOTHE 3HAYCHHS BapilOBaHHS (B Mr) HeE
3QJICKUTh BIJI HaBAXKH BHUIIPOOOBYBAaHOTO 3paszka MpOA, 13 (GakTUYHUX Ppe3yJbTaTiB,
OJIEp)KaHMX JJIsi IIUX OO0’€KTIB aHali3y, pO3pPaxOBaHO 3HAYEHHsI MIHIMAJIbHOI HABaKKH
MnA, sika 3a10BOJIbHSIE BUIIIE3a3HAYECH1 BUMOTU.

OTtpumaHi pe3yJbTaTd JEMOHCTPYIOTh MOKIIMBICTh BU3HAUEHHS JIETKUX JOMIIIOK
Uil MiHIManbHOI HaBaxXku C3, mpu3HA4YeHHMX i KuUlbKicHOro Bu3HayeHHs (10 mr), 3
MPUHHATHOIO Tpenu3iiHicTIo. s MakcuManbHUX BUMOT (TOOTO KOJIM HEBU3HAYCHICTH,
3yMOBJIEHA BUKOPUCTaHHIM MpHIIay, HE3HAUyIla) JOCTAaTHBO 5 MapajelbHUX BU3HAUCHD,
o € npuidHATHUM Ui arectauii C3. Buxoasum 3 oTpUMaHHMX pe3yJbTaTiB MiHIMalbHA
HaBakka /711 C3 TOMIIIOK J1J11 HAMOUIBII )KOPCTKUX BUMOT (KIJIbKICHUM TE€CT HA JIOMIIIIKH)
HE MEPEBUILYE 5 MT.

Po3paxoBane 3HaueHHSI MIHIMQJIbHOI HaBa)XKWU JJIsl BU3HAYCHHSI OJHOPIHOCTI HE
MIEPEBUIIY€ 3HAYCHHS IS MiHIMaJIbHOI HaBaXku C3, sika ()aKTUIHO BUKOPHUCTOBYETHCS B
Meroaukax anamszy (10 mr).

3acmocysannua TI'A onsa eusnauennsa oouopionocmi ®C3 JJDY. Meron TIr'A
3aCTOCOBYBalIM s BU3HaueHHs ojHopigHocti DC3 DY, nnsg sSxkux MapKepom
HEOJHOPIAHOCTI € JIETKI JOMIIIKUA Ta OJHOPITHICTD JJISI KOTPUX HEMOXJIMBO BU3HAUUTH
IHIIMMU METOJaMH Yy 3B’SI3Ky 3 MayieHbKolo HaBaxkoro C3. Takumu DC3 cranu
bennedpuny rigpoxiopusl (s sikoro Oynu AiOpaHi ONTUMaIbHI YMOBHU BUCYIIIYBaHHS,
130°C Brnponomx 1 ronuHu i BU3HAYEHA OJHOPIAHICT 3pa3ka) Ta (eHMiBepuHito Opomi.
st 060x ©@C3 IDY oaHOpiaHICTh Oyi1a MiATBEPAKEHA.

3acmocysanus memody TI'A Ona ecmamnoenenus amecmoganozo sHayerHs DC3.
[Ipu arectamii ®C3 meroxq TI'A BHKOPHUCTOBYBaiW MAJii BCTAHOBJICHHS MPUIMCHOIO
3HaueHHs PC3. Bynu npoananizoBaHi 3pa3ku KBepuetuHy, MaA HoBoi cepii Ta ®C3
JN®Y nonepeansoi cepii. [IponemoncTpoBaHO cTabuibHICTh KBepueTuny npu 150°C 1
3aMpONOHOBAHO BUKOPUCTOBYBATH ii SK poOOUYy TeMIlepaTypy UIsi BH3HAUCHHS BMICTY
JeTkux aomimok. Buxig Ha tuiato kpuBoi TI'A mpobu KBepleTWHY, OTPUMAHOI IPHU
TEPMOCTATYBaHHI TMPOTSITOM JIBOX TOJAMH TIPU BKa3aHI TeMmIrepaTypl, IOKa3zye
CTaOUIBHICTh MacH 3pa3ka (BHUXIJ Ha IJIaTO), TOOTO BIJICYTHICTh MOTO TEPMOJECTPYKIIIi.
st MoA kBeprieTuHy 33711 BUBHAYEHHS JICTKUX JOMIIIOK TPy Toaanbiiii atectarii C3
3aIIPOIIOHOBAHO TPOBOAUTH BH3HAUCHHS MuX jgoMimok mpu 150°C 1o mocsSTHEHHS
MOCTIIHOT MacH.

Jobip C3 ona «xeanighixayii mepmocpagimempuuno2o 001AOHAHHA. 3 METOI0
3a0€3MEeUeHHs SIKOCTI Pe3yNbTaTiB aHalizy HeoOxigHo Oymno miopatu MpA C3 s
kBamidikamii metoxy TI'A, saxuii TOBMHEH 3a0€3MEUYUTH OJepKaHHS TPAHUYHHUX
METPOJIOTIYHHUX XapaKTePUCTUK JUIS PE3YNbTATiB aHali3dy, 0 € NPUHHATHUMH IS
3aBnaadp arectaiii ®C3 JIDY.

Jns xBamidikanii merogy TI'A 3 MeTol0 BU3HAYEHHS TPAHUYHUX METPOJIOTTYHHUX
XapaKTEepUCTUK 311McHIOBaIM 100ip MaA C3 3a TaAKUMU BUMOTaMMU:
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— MaTepian Mae OyTH JOCTaTHBO OJHOPIAHMM, OO BHU3HAYaTH METPOJIOTIYHI
XapaKTEPUCTHKU TIPUIAAy I pPEaThbHUX HABa)XOK, BHUKOPUCTOBYBAHUX JUIsl aTecTarlli
®apmC3;

— MaTepiajl MOBUHEH MAaTH BUCOKHH BMICT JIETKUX JOMIIIOK BiJHOCHO Macu
OCHOBHOI PEYOBHHH;

— BTpaTa B Maci MNpU BHUCYIIYBaHHI IOBMHHA BiAOyBaTUCA B Jiala3oHi
TEeMIIepaTyp, XapakKTepHOMY JiJIsl (hapMalleBTUUHUX CYOCTaHIIIN;

— Marepial Ma€ OyTH HEJIETKHUM, CTallIbHUM 1 T.J., 100 3a0e3mnedyBaTH
BIJICYTHICTh 3aBa)KaJbHUX BIUIMBIB, TOOTO 3a0e3medyBaTd OTPUMAHHS TPAHUYHHUX
METPOJIOTIYHUX XapaKTEPUCTUK, 00YMOBJICHUX BUKIIOYHO SIKICTIO pOOOTH MPHUIIALTY.

OxpiM HasgBHOCTI OOOB’S3KOBUX (YHKIIOHATBHUX XapaKTEPUCTHUK, OakaHO, II00
MnA BignoBigaB BUMoram «ifgeaiabHoro» C3 — OyB Oe3neuyHuM y poOOTi I IepCOHAIY,
MIPOCTHUM 1 HETOPOTHM Y BUTOTOBJICHHI, HEIIIKIVTMBUM JIJIs1 HABKOJIUIITHLOTO CEPEIOBHUIIIA.

Bbyno obpano taki kanauaatu - MaA g sepudikamii TI'A g 3agadi BU3HaUSHHS
BMICTY JIETKHMX JOMIIIOK: METWILEII0IO3a, aMIIIWIIHY TPUTiapaT, MarHilo creapary
JTUTIAPAT 1 KaJIbLiI0 OKCaJlaTy MOHOT1/IparT.

Metunuentono3a He TpuaaTHA IJis I[bOTO 3aBJAaHHS, OCKUIBKH € HEOJHOPIIHOIO.
AMMIIWIIH TpUTIApaAT Ja€ MPUHHATHI pe3yibTaTH, OJHAK I PEYOBHMHA - AHTUOIOTHK
MIEHIIUIIIHOBOTO pAy, poOoTa 3 IKUM HeOe3neuHa s nepconany. [Ipu narpiBanni MaA
MarHii creapaty auriapary jno 100°C BimOyBaeThcsi MOro IUIaBJISHHS 1 JeriapaTariis 3
BunuieHHsM 2.0 Mosed Boau Ha Moib creapary. lle poOuTh #HOro mnoTeHIiTHO
npuitHATHUM K M7aA. OjHak Marfiro creapaT He € 1HIUBIIyaJIbHOIO PEYOBUHOIO, IO
MO3K€e MPU3BOIUTHU JI0 MPOOIIEM TIPH 3aMiHi cepii MaA.

KanbIlito okcanaTy MOHOTIIpaT BUKOPUCTOBYeThCS sk C3 sl KiJIBKICHOTO
BU3HAYECHHS KaJIbLI110, aJIe BIH € HEJOCTYITHUN K peakTUB. MU 311MCHIIIM CUHTE3 KaJbL1I0
okcanaTty MoHoriapaty. Jjis poOOTH BUKOPUCTAHO 2 TUIU 3pa3KiB KAJIbLII0 OKCanary:

a) 06e3 J0/1aTKOBOT TEPMOOOPOOKH MiCJIsl OCAKEHHS;

0) micns BUCYUIYBaHHS 3pa3Ka, OTPUMAHOrO B PE3yJbTaTl CHHTE3Y 3pa3ka, IpH
105°C.

Koxen 31 3pa3kiB y TI'A-excriepuMeHTI CKaHyBajld B OIHAKOBOMY TEMIIEPATYPHOMY
pexumi: Big 30 1o 300°C 31 mBuakicTio 5°C/XB.

e
am =03 %

40,000 oA 40,000

--0.002

--0,002

--0,004

dm/dt, s
Am, %
dm/dt, s°

—CaC204 -TTA
- - - CaC204 - AT

m,., = 20,09 ur

CaC204 -TrA
- - - CaG204 - [T I

m,,. = 20,24 ur

40,004

ASF - -0,006
178°C

K 180°C
Am =127 %

am =37 % .‘I - -0,006

-20 L . . ! ! ! -0,008 -20 . L L

T

0 50 100 150 200 250 300 0 50 100 150 260 250 360

T,°C ToC
a 0
Puc. 5 Kpusi TT'A Tta JTI" kanblito okcanary: miciisi NONEPeIHbOTO BUCYIIYBaHHS
mpu 105°C (a), 6€3 10AaTKOBOTO BUCYIITYBaHHS (0)
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Otpumani TT'A ta ITT" xpusi (puc. 5) MatoTh TpH pi3HI MIKU:

— nepumid, Hu3pKoTemnepaTypuuili (<50°C) BigOuBae necopOIlil0 TirpOCKOMIYHOT
BOJIN;

— npyrui, ManoinTeHcuBHui (~ 70°C, BiHOCHE 3MeHIIeHHS Macu (Am)= -0,4%), He
11eHTU(iKOBaHUM;

— tpetiit (~ 180°C, Am~13%) Bignosizae Brpati 1 Mo Boau Ha MoJib CaC,0,, 110
CB1/TYaTh MPO HOTO MOHOTIAPATHY hopMYy.

Pa3om 13 TUM, oTprMaHi TepMOrpaMu MICTATh JIeSIKI BIAMIHHOCTI. Tak, TeMieparypa
MaKCUMyMy JerijipaTaliii Ta BIJNOBIJHA BTpaTa MacH [JIsi TONEPEIHHO BHUCYIIEHOTO
CaC,0, BusiBuiacs tpoxu Hmxkuoro, Hixk mna CaC,O, 0Oe3 BucylllyBaHHS Ta Kpaile
Y3TOJKYEThCS 3 JOBIAKOBUMH JaHWUMH 3a 3HAa4eHHAM Am. Y 3B’SM3Ky 13 UM IS
noganbioi pobotu 6yB oopanuii CaC,0,4 micns monepeaHroro BucymryBanus mpu 105°C
710 TIOCTIITHOT MacH.

[lapameTpu nerigparamii  Kajbplll0 OKcajary Oyjaud OTpUMaHI TaKOX B
130TepmiyHoMy pexumMi: 1 roxa. npu 105° C (BuzaneHHs TirpocKoIiyHoi Boau) + 2 rof.
npu 180° C (BuaieHHsT KpUCTaTi3amiiHoi Boau) (puc. 6).

[ ——— —— CaC204 - 180 oC

CaC204 - 105 oC |
2+

Am=-16% i m,,, = 20,02 ur

H:

TepMOCTAaTyBaHHA Nepen
TIOYATKOM eTaImy

Am-corr, %
o0
T

Puc. 6 Btpara macu kamnbliiio OKcajaTy B
CTYMIHYACTOMY 130TEPMIYHOMY PEKUMI

Am=-13,4 %

n n L n n 1 )
0 20 40 60 80 100 120 140 160 18

t, xe

Ha mepmiomy erami BTpata Macu crtaHoBmwia 1,6%, Ha npyromy — 13,4%, mo
OJIM3BKO JI0 TEOPETUYHOTO 3HAYCHHSIM [IJIsi YTPUMaHHSA KpHUCTai3alliitHOi BOIU B
CaC,04-H,0 (13,6%). [Ipu 180°C ocHOBHA YacTHHA KpUCTATI3aliHOI BOJAM BUIASETHCS
BXK€ 3a Nepill KiIbKa XBWJIMH TEPMOCTATYBaHHs, BTIM, Oiu3bko 1% BiJ 3aranbHOL
KUIBKOCT1 BUAQIAETHCS BKpall MOBUIBHO, TPOTATOM 80 XBHUIIHH.

HasiBHe «miiede» 3aBakae MPEIU3iHHOMY Ta MPaBUILHOMY BU3HAYCHHIO JIETKHUX
JIOMIIIOK. bysio mpuiHATO pillleHHsI MPOBECTH HACMYEHHS BOJOIO 3pa3kiB B ymoBax 100%
B1JIHOCHOT BOJIOTOCTI M KIMHATHOI TeMIiepaTypu ajisg MaA, nonepeHbo BUCYIIEHOTO MpU
180°C mo mocTiiiHOiI Mach. YHACIiJIOK LBOTO B 3pa3sKy pi3Ko 30ilblImiIacs KiIbKiCTh
rirpockomniyHoi Boau (O6ym3bko 40%), a KiIbKICTh KPUCTATI3AlIMHOI BOAM 3alUIIAIacs
TaKoIO X, K 1 B 3pa3kax 0e3 HacumueHHs — Omu3bko 12% (puc. 7). I'irpockomiyHa Boja
MOBHICTIO BUAAIIAETHCS MPHU HarpiBaHHi 3pa3ka a0 100°C.
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Puc. 7 Kpugri TT'A Ta JITI" 3pa3ka kanbIito
okcanary (moBTOpHE CKaHyBaHHS Ticis 11
THIB TepMmocTaTyBaHHsS B ymoBax 100%
BOJIOTOCTI MpY KIMHATHIN TeMmepaTypi)

VY crynmiHYacToMy 130T€pMIYHOMY PEXKHMI IMICJIS HACHMYCHHS 3pa3KiB KaJlbIIilo
OKcaJlaTy BOJIOIO (pHC. 8) CIOCTEPIraeThCs SAKICHO TaKUM CaMHM XiJ1 3aJIe)KHOCTI BTpaTU B
Maci, 1o 1 6e3 Hacu4eHHs. BIIMIHHICTD MOJISTAa€E B TOMY, 1110 BUJAJICHHS KpUCTaTi3aliitHOl
Boau (BucymryBaHHsi npu 180°C) BigOyBaeThbcsi Habarato MIBHAIIE — MEHIIE HIXK 3a
rOJIMHY TepMocTaTyBaHHs (puc. 8).

52

56| i
58 L i

O

Am-corr, %

62k i
.7

66 | i

—

54 i Am=-530%

——CaC204-1050C |
——CaC204 - 180 oC

m_ = 20,08 mr

Am=-126 %

0 20 40 80

1
80 100 120 140 160 180 200

t

Puc. 8 Brpara Macu Kajibllil0 OKcajgaT B
CTYMIHYACTOMY  130T€PMIYHOMY  PEXKUMI
(moBTopHa Timpatamis B ymoBax 100%
BOJIOTOCTI TpW KIMHATHIA Temreparypi
micyst BucymryBanss npu 180°C)

Tabnuys 3

IHapamMeTpu gerigparauii 3pa3kiB KaJbLil0 0KCAJATY MiCJIs1 BUCYLIIYBAHHA
npu 180 °C Ta moBTOpHOI rigparauii

Ne i/

1

2

3

4

5

6 7 8 9 10 |Cepenne [C.1.*
+ SD

Maca
BHUXITHOTO
3pa3ka,
(mBux)a mr

20,09

20,08

20,08

20,15

20,15

20,08 | 20,12 | 20,04 | 20,01 | 20,02 — —

BignocHe
SMCHIIICHHSA
MacH Nnpu
180°C
(A mygp), %0

11,4

11,9

11,8

11,8

11,8

118 | 11,7 | 11,7 | 118 | 119 | 11,76 £ | 0,32
0,143

[MpumiTka. * ABOOIYHUIN JOBIPUMA IHTEPBAJ I OJMHUYHOTO BUMIPIOBAHHS I PiBHsI HAMIHHOCTI 95%.

MpA kanbIlito OKcajgaT MOHOTIZpaT MicJis BUCYIIYBaHHsS Ta MOBTOPHOI Tifparairii
Butpumye BuMoru monao C3 (HeBusHaueHicTh He mnepesuirye 0,5%), ToMy BiH OyB
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3anponoHoBanuil sk PC3 OIY nns kBamidikaiii TepMOTpaBIMETPUYHOTO OOIaHAHHS
JUTSI 3aBJIaHb aTecTallli CTaHJApPTHUX 3pa3KiB Ta KOHTPOJIO SIKOCTI JIIKAPChKUX 3aCO01B.

Po3ain 5. 3acrocyBanns wmeroay JACK paas arecraunii dapmaneBTHUHMX
CTAHJAPTHHUX 3pa3KiB Ta MOIIYK CTAaHJAAPTHOro 3pa3ka s kBajdidikauii meromy
JACK.

Dopmynosanns Kpumepiie memponociuno kopexkmuozo zacmocysants JJCK. Sk 1
s merony TI'A, Buxoasuu 3 Bumor DY, Mu chopmysroBaan METPOJIOTTYHI BUMOTH
JUIsL pe3yJibTaTiB, OTpUMaHUX 13 BuUKopuctaHHsM C3 mna kBamidikamii oOyaJHaHHS.
Bumoru 5o pesynbTaTiB BU3HAYEHHS YUCTOTH TaKOX CHOPMYJIbOBaAHI K «MIHIMAJIbHI»,
KOJIM HEBU3HAUCHICTb PE3YJbTaTIB JOPIBHIOE MAKCUMAIbHO JIOMYCTUMIiN HEBU3HAUYEHOCTI
ot OC3 JIdY (maxdgs=0,5%), Ta sk «MakCHMajbHI» — KOJH HCBHU3HAYCHICTh
pe3yNbTaTiB  HE3Hadylma NOopiBHAHO 3 Maxdgs (=0,32-0,5%=0,16%). Pesynbratn
BU3HAYCHHS CHTAJIbII Ta TEeMIlepaTypy IUIABJICHHS MOBUHHI MaTH HEBU3HAYEHICTh Ha
piBHI aHanoriyHux C3.

Lobip C3 ona keanighixayii kanopumempuyrnozco oonraonauus. OKpIM 3arajibHUX
BUMOr (Oe3meka Ta 3pydyHICTh Yy po0OTi, LiHA TOmO) MAA mNOBHHEH BIANOBIAATH
CreIiaJbHUM BUMOTaM, ITOB’I3aHUM 13 HOTO MPU3HAYCHHSM.

dDyHKINOHAIBHT  BiacTUBOCTI Imogo Meroay axamizy JCK. MpupA noBuHEH
MJIABUTHUCS 0€3 PO3KIIaJaHHs; MICTUTU OJHY KpHUCTaIIuHy Mojau(ikaliliio; TemmepaTrypa
IJIaBJI€HHS Ma€ OyTH JOCHUTh BHUCOKOIO, IIOO MPHUCYTHI JIETKI JOMIIIKM HE 3aBa)kajld
BU3HAYCHHIO YUCTOTH.

DYHKIIIOHAJIbHI BJIACTHBOCTI IIIOJI0 BUPIITYBAHOTO 3aBJaHHA. MIA moBuHEH OyTH
OpraHiYHOI PEYOBMHOIO, TOOTO MAaTH NPUUHITHY TEIUIONPOBIAHICTD; JO3BOJISATU
CTaHJApTU3YBAaTH BIIACTUBOCTI, sIKI BU3HadaroThcsi meTogoMm JICK ta MoxyTh OyTu
BaxauBuMu mipu atectamii C3 ta KA JI3; mMaTtu npuiiHATHUN piBEHH BMICTY JOMIIIOK
(miniManpHa KoHIeHTpalis ~0,5%) 1 npuifHATHUI 30ir y BU3HAYEHHI BMICTY JOMIIIOK 3
IHIIMMHA METOJIAMH aHai3Yy.

I3 meroro gobopy C3 mist kBamidikaiii oOnagHaHHs OYyJI0 MPOTECTOBAHO KIIbKa
MOTEHINIHHO TPHUAATHUX 3Pa3KiB:  XJOPXIHAJIBIOJ, KJIOMAOTPeNs Tiapocyibdar,
MeTramizony nomimika A (4-gopminamino-1,5-numernn-2), meramizony nomimka B (4-
amiHOaHTUMIpHUH), nukiodenaky npomimka A (1-(2,6 nuxnopdenin)-1,3-nurigpo-2H-
1HI0J1-2-0H, XOJIECTEPUH TEXHIYHUH.

st Beix 3paskiB JICK-tepmorpamu mokasyroTh NOpYIICHHs (GOPMHU TTiKa, 0 MOXKE
OyTu mMOB’si3aHE 3 HEOAHOPITHICTIO CKJIAAy 1/a00 KPUCTATIYHOI CTPYKTypU PEUOBHUHU
(mommop@dizmom). Ile pobuTh yci 11 3pa3kd HENPUAATHUMM JJIsI BU3HAYCHHS YUCTOTHU
metoaoM JICK.

Ta mis 3pa3ka xonectepuHy BupoOHHITBa Sigma Grade >99% Oymu orpumani
pe3yNbTaTH, SIKI MATBEPKYIOTh HOTO MPUAATHICTH AJis1 Bepu(ikallii BA3HAYEHHS YUCTOTH
meroaoM JICK. Ilpu ckanyBanH1 B TemneparypHomy aianazoHi 50+200°C mik riaBieHHs
CyOCTaHIIiT TOCTPHA, IPaBUIIBHOT popmu; Ga3oBa JiHis JiHiiHA (puc. 9, Tab. 4).
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_ 1P Puc. 9 Jlerani ananizy BUSHA4€HHS YUCTOTH
xonectepuny  Sigma  Grade  >99%:
HopmoBana kpuBa JICK (cyuinpHa minHis) Ta
1°%¢ nmoBHOTa (pa30BOTO mepexomy (TOUKoBa
I JIHIS)

[Ipumitka. Bukopuctani ekcrepuMeHTaIbHI  JaHi
mo3HadeHi konamu. BcraBka: rtpadik Bant T[odda

40,8

-, k=10,67 %

Heat flow normalized, W/g

+40.2
0 2 4 6 8 10 12 A . N . . : .
I . 1F oo (BimkpuTi crMBONM) Ta HOro JiHeapw3amis (CyIiIbHI
25 s w ' : : cuMBoan); K — koedimienT kopekuii s niHeapu3aii
147 148 149 150 151 152 153 . . .
(HaBenmeHi naHi Ui 3pa3ka 3, mapaMeTpH Ul IHIINX

3pasKiB — AuB. Ta0II. 4).

Temperature, °C

Tabnuys 4
Pe3yabTarn Bu3HaueHHs 10s 10 He3a1e;KHUX BUMIPIOBAaHb TeMIlepaTypHu
IVIABJICHHS, CHTAJbIIi] IVIABJCHHS | YMCTOTH XoJiecTepuHy Sigma Grade >299%

Maca 3paska Temneparypa Enranpmis Hucrora

No 3pazka ’ o TLJIABJICHHS, ’
MT m1aBieHHs, °C %
kJ[>k/MOJIb

1. 2,92 149,113 28,09 99,75
2. 2,22 149,097 28,04 99,78
3. 2,70 149,092 217,24 99,53
4, 2,12 149,047 21,77 99,62
S. 2,32 149,046 27,97 99,63
6. 2,55 149,110 27,39 99,59
7. 2,52 149,105 27,06 99,57
8. 2,50 149,097 27,96 99,63
Q. 2,38 149,045 27,95 99,83
10. 2,63 149,096 21,27 99,84
Cepenne 2,546 149,080 27,70 99,68
SD 0,028 0,39 0,11
C.l.* 0,051 0,72 0,21

[Tpumitka. *C.l. — omHOOIYHMIA JOBiIpYHIA iIHTEpBAJ IS PiBHS HamiiHOCTI 95%.

Uwncrora xonectepuHy Oylia He3aJIe)KHO BH3HadeHa MeronoM ['X BIAMOBIAHO 10
MoHorpadii €D 3a MeTONUKOI KUIBKICHOIO BH3HAUeHHS. PI3HUIT MDK 3HAUYCHHSIMH,
BuzHaueHnMu MeTosioM JICK Tta I'X, cranoButs 0,28%, 1110 MeHIIIe KpuTUYHOTo 3Ha4eHHs 0,5%.

MoxHa 0auuTH, MO OI[IHKA HEBH3HAYCHOCTI I XoyiecTepuHy (Tabum. 5.2),
3po0JicHa Ha MiACTaBl MOBTOPIOBAHOCTI pe3ynbraTiB aHamizy (C.l.mean=0,066), 6nm3bka
0 BKa3aHMX IOKa3HWKIB HeBu3HadeHocTl i1t NIST SRM 1514 (BmicT momimiox
0,69+0,07 monsHuxX %) 1 LGC2013 (BmicT gomimok 0,1+0,1 monsHuX %). Takox MoXKHa
0aunTH, 1O TeMIepaTypa IUIABJCHHS I CEPEIHBOTO 3HAYCHHS Ma€ 3Hauymli Iudpu
~107°C, sk i mst mporoHoBarux C3 3a/1s KaTiOpyBaHHS 3a TEMIIEPATYPOIO IUIABICHHS.
EHTanbIis MIaBIeHHs U XonecTepuHy Mae 3Hadymi mudpn ~10™ kJk/Mob, [k i iHmi
KoMepIiiHo goctynHi C3, s SKMX aTeCTOBAaHUU 11l mapameTp.

Vkazanuii kauguaat C3 mna kBamidikaiii 00agHaHHS MOXKE BUKOPHUCTOBYBATHCS
3a mpu3HayeHHsIM B Takuii cnocib. Y Ceprudikati o C3 mist kBamidikaiii o0nagHaHHS
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MOBIAOMJICHI YMOBHU aHaJi3y Ta (paKTUUHI 3HAYCHHsI Pe3yJbTaTiB aHaji3y, OTpUMaHi B Il
pobori. Jlaboparopis, ska MpOBOAUTH KBali(ikaiito 00JaJHAHHSA, OTPUMYE PE3YJIbTATH
aHali3y B 3a3HAYCHMX yMOBAaX Ha CBOEMY MpHJIAAl Ta MOPIBHIOE iX 13 YKa3aHUMH B
ceptudikati Ha C3 mns kBamidikamii obnagHanHsa. Takui MmigxiJx BUKOPUCTOBYEThCS €D
st C3 €D «Kommnekr s kBamidikamii obnagHanus». s C3 s kBamidikarii
oOnagHaHHs XOJECTepUHY 3alporoHOBaHa Taka iHdGopMallis JUisi BKJIIOYEHHS B
cepTudikar:

«Yucrora JICK BuzHauaeThcs st 2-3 Mr cyOCTaHIli 3 3aCTOCYBaHHSAM HaBEIEHOI
HUK4Ye TemmeparypHoi nporpamu. [Iporpama HarpiBaHHs: BUTPUMYIOTH HpoTsarom 10 xB
npu 135°C, nmortim HarpiBatoth A0 160°C 31 mBuakictio HarpiBy 1°C/xB. KonteitHep:
omm3bko 40 M1, be3 mpoayBaHHs iHepTHUM Ta3oM (B atMocdepi mosiTps). n = 10.

Yucrota: 99,7%. SD=0,11.

Enrtanenig mnasinenns: 27,7 xJx/mons. SD=0,39.

Temmeparypa makcumyMmy Touku miaBieHHs: 149,12°C. SD=0,038».

3acmocysanna memody [CK 0na eusHauenus Xxapakxmepucmuk memnepamypu
NaaeNeHHss ma eHmanvbnii niaeieHHs. BU3HAuYGHHSA TeMIepaTypu IUIABICHHS 3
Bukopuctanuam metoay JICK Oymo 3a10BUIbHO BUkopuctano i arecramii ®C3 JJOY.

JpyruMm mokasHHKOM, 1110 Bu3HadaroTh MetogaoM JICK, € entampmisa. ns kparmroi
cTaHaaprtu3aiii pesynbrariB paga ekcreptiB dapmakomnei CIIIA mnporonye 3a3Hauatu
enTanbmito Juist C3 33119 BU3HAYEHHS TEMIIEpaTypH TUIABJICHHS.

Meron JICK 3actocoByBasmu myisi atecrtamii Takux ®C3 JIDY: kodein, BaHiIIH,
denutcaminuiar ta napaneramon. I{i ®C3 JIOY BuKOpUCTOBYIOTH AJisl Bepudikarii
npuiagy AJis BU3HAUEHHS TEMIEpaTypy IUIaBIICHHS BIANOBIAHO /O 3arajJibHUX CTaTei
HAOY T1a €D 2.2.14 — Temneparypa IUIaBI€HHS — KanuisipHuil meroxa, 2.2.15 —
Temneparypa mUIaBi€HHS — BIAKPUTUN KanuiapHuid Meroxd, 2.2.16 — Temmeparypa
TUTABJICHHS — METO/I MUTTEBOTO TIJIaBJICHHS.

OpepskaHi 3HaYEHHS TEMIEpPATypH IUIABJIEHHS Ta €HTAJbIIT I JOCTIIKYBaHHUX
3pa3KiB MpeJCTaBICH] B TA0II. 5.

Tabnuys 5
ITapaMeTpu niiaBJIeHHS 3pa3KiB KO(eiHy, BaHITiHY, IapaneTaMoJry Ta

¢enincaninnaary 3a nanumu JICK: remneparypa (T) i enranbnis (AH)
Jani cepTudikarin
Maca LGC, Sigma Aldrich
HABAKIH T AH AH Ta ®apmaxonei CIIIA
Ha3zBa ta MouJgekyasipaa ’ ’
dbopmyna Maca, r/Mo.Ib 2].]'[5.[ l'l.]'[aB(;]'lel-lel, k/lx/k | x/x/Mon
aHajizy, C r b T AH,
mr miaBJjeHns,| k/:x/mMon
°C b
Kodein 194,2 5,80 235,9 108,1 20,1 237 +£0,24 -
. 82,6 £0,28
Baninin 152,1 6,38 81,9 145,8 22,2 817 +0.2 -
Denincamiuunart 214,2 8,31 42,3 88,6 19,0 41,8+0,03 190,%)%i
169,05 + 28,03 +
[Mapaneramon 151,2 4,33 0,01 182,0 0.03 HE 3aCTOCOBYETHCS
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Moskna Gaumth, o0 onepkani 3HaueHHS T 1 AH 306iraroThCsi 3 yKazaHwMH IS
KoMmepuiifHo goctynHux C3, a HeBH3HAYEHICTh uid nux mnapametpiB ans OC3 OV
napareTamMolry CyTTEBO MEHIIA, HiXK JIsl KoMepiiitHo qoctymaux C3.

Busnauenns yucmomu MoA @C3 J[@Y. Ilpu atecranii papmaneruuaux C3 mMeron
JICK 3acTocOoBY€ThCSl SIK MIATBEPAKYBAJIbHUM, albTEePHATUBHUN METOJ JIJIi BU3HAYCHHS
guctotd MaA. JICK O6yno BUKOpUCTAaHO MpH MiATBEPKEHH] NMPUMTUCHOTO 3HaYeHHsT DC3
JI®Y mHinariny Ta ¢uykoHazony (tabn. 6). OnepkaHi pe3yiabTaTh 30iraroThCs 3
BU3HAYECHHSIM YHCTOTH METOJIOM MAacOBOTO OanaHcy. 3HAayeHHS HEBU3HAYEHOCTI s
pe3ynbTatiB JACK € npuiiHaTHuM.

Tabnuus 6
Pe3yjibTaTH BU3BHAYEHHS YMCTOTH VISl Hinariny ta guiykonazosy meroaom JICK sik
AJIbTEPHATUBHUM MiITBEPI:KYBAJILHUM METOI0M

MpA ®C3 Yucrora C.l.* Yucrora Piznuus Mix
i L0 metoaom JICK MeTO/I0M MeTOoaMH
OajiaHCy
Himarin 99,9% 0 99,9% 0
DJIyKOHA30J1 99,2% 0,06% 99,3 0,1%
Kpurepiii — <0,5% — <0,5%

[TpumiTka.*oqHOOIYHUI AOBIPUMI IHTEPBAJ JJI PiBHS HamiiHOCTI 95%.

BUCHOBKUA

VY nucepramiiiHii poOOTI MMOAAHO TEOPETHUYHE Yy3arajJbHEHHS Ta IPaKTHYHE
BUPIIIEHHST HAyKOBOTO 3aBJaHHS, IO TOJISITA€ B METPOJIOTIYHOMY OOIPYHTYBaHHI
3aCTOCYBaHHS TEPMIYHUX MeTOAiB aHami3zy juis arecramii ®C3 DY — mna K JI3 Tta
KBaTidiKarii TepMOrpaBiMETPUIHOTO 00JIaTHAHHS.

1. 3pailicHeHO aHami3 JaHUX HAyKOBOI JIITEpAaTypu IIOJ0 CY4acHOTO CTaHy
3aCTOCYBaHHSA TEPMIUYHUX METOAIB aHamizy s npoeaeHHs KA JI3 Tta arecramii ®C3
JHDYV 3 meToro BUBUEHHS 0y/10BH, (PI3MYHUX BJIACTUBOCTEH, YUCTOTH Ta OJJHOPITHOCTI.

2. Jlibpani onTuManbHI METOAWM OTPUMaHHS BHUCOKOYHCTHX MpaA OC3 OV
nomimok A®I 3 BUCOKMM BHUXOJOM: mIperabaniHy Aomimika D, OpHIiZa30J-emoKCUI Ta
OpHIJa30J-1101. TepMiuHi METOAM aHadi3y BUKOPHMCTAHI sl BCTAHOBJIEHHS YHCTOTH,
BU3HAUEHHS TEMIIEpAaTypd Ta CHTaJbMil TUTABIEHHS W BHUBYECHHA KPHUCTAJIIYHOI
Moaudikaii. CHHTE30BaH1 JIOMIIIKH BiIMOBiAal0Th BUMoram 10 MaA ®C3 JIdY.

3. Po3pobnena cTaTUCTUYHO OOIPYHTOBaHa IMpoLIEAypa BHU3HAUEHHS Yacy
3aKIHYEHHS BUCYIIyBaHHs 3pa3zka MmetoaoM TTA.

4. YCTaHOBJICHI METPOJIOTIYHI KpUTEpii MJIs BU3HAYCHHS JIETKUX JOMIIIOK TIPH
atectamii C3: «MiHIMaJIbHI» — HEBU3HAYCHICTh PE3YJbTATIB JIOPIBHIOE MaKCHUMAIbHO
nomyctuMiii  HeBu3HaueHocTi mnsg DPC3 IOV maxdgs, Ta «MakKCUMaJbHI» —
HEBHM3HAYEHICTh PE3YJIbTATIB HE3HAUYINA MOPIBHAHO 3 MaXAgs. EkciepuMeHTaibHa OIliHKa
HEBU3HAYCHOCT1 pe3yNbTaTiB miig metony TI'A 3am0BONIbHSIE HAWXKOPCTKIIIT BUMOTH
3aBAaHb atecTtarii ¢papmaneBTuanux C3.

5. 3 ypaxyBaHHSIM PO3p00OJICHUX MIAXOAIB OyJIO yCHIIIHO 3acTocoBaHo MeTon TI'A
s 3apaadHb atectamii 8 ®C3 JIOY — nma BCTaHOBICGHHS aTECTOBAHOTO 3HAYCHHS
(penniBepuHito Opomia, JAeKcaMeTa3oHy HaTpito QocdaT, JI3MHY MOHOTIApAT,
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MEePUHAONIPUITY  TpeT-OyTwiamiH) Ta JUIsl  OLIHKKM  OXHOpimHOCTI  (deHumedpuHy
rigpoxiopun, peHniBepuHito OpomiJl, KBEpIETHH, JeKcaMeTa30Hy HaTpito (ocdar).

6. Hi6bpano MnA nns xBamidikaiii TEpMOTpaBIMETPHUYHOTO OOJAJHAHHS 3 METOIO
atecrauii C3 ta KS JI3 — kanbliito okcanaTy MOHOT1IpaT, CAHTE30BaHUMA AJISl TaKOi 1Tl B
Jabopartopii Ta MmIIaHui creliaibHIi TEXHOJOT14Hii 00poO1Ii.

7. CdhopMynboBaHI METPOJIOTIYHI KpUTEpli BHMOT 70 pe3yJbTaTiB BH3HAUYCHHS
gucrotn  merogoM JICK mms 3aBmanp atecramii ®C3  JIDOVY: «wMmiHIMAIBHI» —
HEBU3HAYCHICTh PE3YyJIbTATIB JOPIBHIOE MAKCUMAaJIbHO JOMYCTUMIA HEBU3HAYEHOCT1 IS
OC3 JI®Y maxdrs, Ta «MaKCUMajbHI» — HEBU3HAYEHICTh pE3yJIbTaTiB HE3Hauylla
MOpiBHSAHO 3 MaxAgs. Meton JICK 3acTocoBanmii Sk aabTEPHATHBHUN METOJT BU3HAYCHHS
yuctotu 2 ®C3 IOV (ninariy, GurykoHaszomn).

8. Ymepie 3anponoHOBaHMI 3pa30K XOJIECTepUHY i KBasidikaiii oOnaaHaHHS
JCK, npupatauii mis 3aBnadb atectaiii ®C3 JIOY ta KA JI3, mus skoro 4mcToTa,
TeMITepaTypa IJIaBJICHHS Ta CHTAIBITIS TUIABJICHHS CXapaKTepHU30BaHi OJHOYACHO.

9. Metron JICK 3actrocoBano 3 metoro arectamii @C3 JIOY, mpusHauyeHHX I
Bepudikaiii npuiany 3aaiis BU3HAYCHHS TeMIepaTypu IUIaBJIeHHS: KoQeiH, BaHUIIH,
(deHucaminuiar Ta mnapaueramois. Jlis HMX 3pa3KiB aTeCTOBaHI Takli HapameTpu, SK
TEeMITepaTypa Ta EHTAIBIIIS TIJIaBICHHS.

CIIUCOK ONYBJIIKOBAHUX IPAIIb 3A TEMOIO JTUCEPTAIIII

1. HByquHe BO3MOXHOCTH IIPHUMCHCHHUSA TCPMOI'PABUMCTPHUUCCKOI'O aHalIn3a IJIA
OIIPCACIICHUA JICTYUHX HpI/IMecef/'I ML aTTCCTaluKd  CTAHAAPTHBIX 06pa3u03 /
. A. JleoutneB, H. B. Bonosuk, E. B. ber3, O. B. Bamenko, JI. B. Bynsuckas.
ScienceRise: Pharmaceutical Science. 2016. Ne 2(2). C. 10-15. (Ocobuctuii BHECOK
— Opana y4acTh y MOIIYKY JIITepaTypu, IJaHyBaHHI Ta MPOBEJCHHI €KCIIEPUMEHTY,
y3arajibHEHHI pe3yJbTaTiB Ta MiJATOTOBIN CTATTi).

2. Crystal structure of isopropyl 2-hydroxy-2-phenylacetate: a pharmacopoeia
reference standard / I. Isaiev, S. Shishkina, I. Ukrainets, E. Bevz. Acta Cryst. 2017.
E73. P. 771-773. (Ocobuctuii BHeCOK — Opana yd4acTb Yy IUIaHYBaHHI
CKCIICPUMEHTY, y3arajbHECHHI pe3yJIbTaTiB Ta MiATOTOBII CTATTI).

3. The synthesis and study of profiles of the ornidazole impurities / D. Leontiev,
O.Bevz, N. Volovyk, I. Gella, V. Georgiyants. ScienceRise: Pharmaceutical
Science. 2018. Nel (11). C. 4-11. (OcoOucTmii BHECOK — Opana yd4actb y
IUIaHyBaHHI Ta TMPOBEJEHHI EKCIEpUMEHTY, Yy3arajJlbHeHHl pe3ysbTaTiB Ta
MiATOTOBII CTATTI).

4. Obtaining of the pharmacopoeial reference sample of the mandelic acid isopropyl
ester. O. V. Bevz, I|.V. Ukrainets, O. V. Vashchenko, V.A. Georgiyants,
L.V. Budianska. Bichux ¢papmayii. 2018. Ne 1 (93). C. 3-11. (OcobucTuii BHECOK —
MIPOBEJIAa aHaI3 JIITePaTypHUX JKepen, Opaia ydacTh y IPOBEICHHI €KCIIEPUMEHTY,
B y3araJlbHEHHI pe3yJIbTaTiB Ta IiITOTOBIII CTATTI).

5. Characterization of a reference standard for qualification of differential scanning
calorimetry intended for purity determination in certification of pharmaceutical
reference standards / D. A. Leontiev, N. V. Volovyk, O. V.Bevz, O. V. Vashchenko,
O. I. Gryzodub. Journal of Pharmaceutical Sciences and Research. 2018. Vol. 10,
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Iss. 11. P.2709-2714. (OcoOuctnii BHeCOK — Opayia y4acTh y IUIAHYBaHHI Ta
IIPOBEJICHHI €KCIICPUMEHTY, y3arajJbHEHHI pe3y/IbTaTiB Ta MirOTOBII CTATTI).

6. I[IpuMeHeHHE MaTeMaTHYEeCKOW MOJACIU ISl OMUCAHUS TEPMOTPaMM C IIEJIBIO
OTIPEJICIICHHS] BPEMEHH OKOHYAHUS BBICYIITUBAHUS: TMEPCIEKTUBBI HCIIOJIH30BAHUS
JUI aTTecTalluu CTaHaapTHeIX oOpasuoB / JI. A. JleonteeB, A. U. I'puzonyo,
JI. B. Banos, E. B. bers, O. B. Bamenko, H. B. Bonosuk. @apmaxom. 2018. Ne 4.
C. 25-32. (Ocobuctuii BHeCOK — Opaja ydacThb B IUIaHYBaHHI CKCIICPUMEHTY,
y3arajJbHCHHI pe3y/bTaTiB Ta MiArOTOBII CTATTI).

7. bers O. B., Vkpaineus 1. B., I'eoprisair B. A. Cnioci6 onep>kaHHs 1301pOIiJIOBOrO
€CTepy MUTAAIbHOI KUCIOTH BUCOKOI YUCTOTH: MaT. Ha KopucHy Mozaenb Ne 126009
Vkpainu. Ne u 2018 01887; 3asBn. 23.02.2018; omy6s. 25.05.2018, Broa. Ne 10.
(Ocobuctuii BHECOK — Opana y4yacTh y TMAaTEHTHOMY IIOIIYKY, MPOBEACHHI
CKCIICPUMEHTAIBHUX JTOCIIKEHb Ta 0()OpMIICHHI TATCHTY).

8. Development of the method for purity determination of the standart sample of
nipazol by differential scanning calorimetry / O.V. Bevz, |I.S. Terno,
D. A. Leontiev, P.O. Bezugly. Be in Progress 2. International Conference of
Pharmacy Students, Lublin, 21th-25th April 2016. Lublin, 2016. P. 5.

9. Bubip MeToay CHHTE3Y 130IMPOMIIOBOTO €CTEPYy MUTIAIBHOT KUCIOTH JIJIsl aTecTailii
CTaHJApTHOTO 3pa3Ky cympoBigHoi nomimku D — mperabaminy / O. B. bes,
. A. Jleontses, 1. B. Ykpaineus, B. A. I'eoprisuu, I1. O. besyrnuit. @apmayia XXI
cmonimms: mendenyii ma nepcnexmueu. Marepianu VIII HamionansHoro 3’i3my
dapmarenTiB, XapkiB, 13-16 Bepecus 2016 p. B 2-x 1., T. 1. Xapkis : H®aV, 2016.
C. 165.

10.OcobnmBoCcTi  HampaimoBaHHS —MaTepialy Juig  arecTamii  (apMakomerHoro
CTaHJIAPTHOTO 3pa3Ky mperadaniny gomimku D 1-mertmnernn-(2RS)-2-rinpokcu-2-
denunaneraty / O. B. bess, /. A. Jleontsen, 1. B. Ykpaineus, B. A. ['eoprisiai.
Hayxoeo-mexniunuti npoepec i onmumizayisi mexHOI02IYHUX NPOYECI8 CMBOPEHHS
JiKapcekux npenapamis . Marepianu VI Hayk.-mpakT. koH(. 3 MDKHap. y4acTio,
Tepuominb, 1011 muctonana 2016 p. Tepnomnins, TAMY, 2016. C. 175-176.

11.bes3 E. B. Poiib MeTO/I0B TEpMHUUYECKOIO aHaIM3a B arTecTauuu (apMakoneHHbIX
CTaHJAPTHBIX 00pa3luoB. AxkmyanbHvle NPoOIEMbl COBPEMEHHOU MEOUYUHbL U
Gdapmayuu 2017: coopuuk Te3ucoB noknanoB LXXI MexmyHapoaHoil Hay4dyHO-
MPAKTUYECKONH  KOH(PEpPEHIIMM CTYACHTOB U  MOJIOABIX  YYEHBIX. MHMUHCK,
bI'MY, 2017. C. 1522.

12.BuB4eHHS MOXJIMBOCTI (hapMakoINelHol CTaHAapTH3allii TPOJYKTIB Jerpaiarii
opuigazony / JI. A. JleontseB, H.B. BomnoBuk, O. B. ber3, H. B. Jlenncenxo,
H.L T'ya3p, 1. M. Tenna. "Vmpaeninua saxicmio 6 ¢apmayii”: wmarepianu XI
HaykoBo-nipaktuunoi koHdepeniii, XapkiB, 19 TpaBusa 2017 p., Xapkis
HdaV, 2017, C. 102-103.

13.BuBueHHs TPOCTOPOBOI OyAOBU CUHTE30BaHO1 JoMiTku D (i30mpominy-2-TiapoKcu-
2-(peninanerar) nperadaminy / O. B. bes3, 1. B. Vkpaineup, C. B. [llumkina,
I1. O. be3yrnuii. Marepianiu VII Vkpaincekoi koHpepeHIii «/Jomoposcovki Ximiumi
yumanna-2017», Spemue, 12-16 Bepecus 2017 p. IBano-®pankiBcbk: I[BaHO-
®paHKiBCHKUH HAIIOHAIBHUN MenuuHuii yHiBepcuteT, 2017. C. C-55.
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14.be3 O. B., Jleontsen /. A., I'enna 1. M. Cunre3 ta arecrauisi papmakoneitHuX
CTaHJIAPTHUX 3pa3KiB JOMIMIOK OpHigazomy. Te3u pomosigeir KwuiBcbkoi
Kondepenmnii 3 anamituanoi ximii. Cyuacni menoenyii 2017, KuiB, 18-21 x0BTHS
2017p. Kuis, 2017. — C.156-157.

15.bes3 O. B. Opepxkanns ¢apmakonelHUX CTaHJAPTHUX 3pa3KiB JOMIIIOK
opHiga3zony. Marepianu V HaykoBo-npakTH4HOI KOoHGepeHuii Illkonn momnomux
HaykoBIliB [IAT «®apmaxk» «Hayka ma cyuwachne apmayesmuune upoOHUYMBOY,
Kwuis, 19 xxoBtHs 2017 p. Kui,2017. C.12-13.

16.[1ox00p cTaHgapTHBIX BEIIECTB Uil KBATHU(HUKALMK TEPMOTPaAaBUMETPUUYECKOTO
obopynoBanusi / E. B. bers, /I. A. JleontseB, H. B. Bonosuk, O. B. Bamenko,
JI. B. bynsiackas.  Vmpaeninua saxicmio 6 ¢apmayii: wmatepiamu  XII  Hayk.-
npakT. koH®., Xapki, 18 TpaBus 2018 p. Xapkis. : H®aV, 2018. C. 25-26.

17.Bevz O. V., Volovyk N. V., Leontiev D. A. The search of a standard sample for
qualification of the differential scanning calorimetry method for the task of
certification of pharmaceutical standard samples. Marepianu VI HaykoBo-
npakTuyHoi KoH(pepenuii [IIkomu monogux HaykoBuiB I[TAT «®apmak» «Hayka ma
cyuacre apmayesmuune supoonuymeoy, Kuis, 1 nucronaga 2018 p. Kuis, 2018.
C. 12-14.

18.Bevz O. V., Leontiev D. A., Volovyk N. V. The requirements to standard samples
for qualification of the thermal analysis equipment. 9 international pharmaceutical
conference «Science and practice 2018», Kaunas, Lithuania, 9th November 2018.
Kaunas, 2018. P. 33.

AHOTAIIS

bes3 O. B. HaykoBe o0rpyHTyBaHHA arecranii (papMaKoneiHUX CTAHAAPTHUX
3pa3KiB 3 BUKOPMCTAHHAM TepPMIiYHMX MeToliB aHaJizy. — Kpamidikamiiina HaykoBa
mpars Ha IpaBax pyKOMUCY.

Jucepraiiisi NpUCBSYEHA MUTAaHHSAM CUHTE3y Matepiany s arecramii (MaA)
JOMIIIOK JIFOYMX PEYOBHH, a TaKoX 3acTocyBaHHIO TepMmorpasimerpii (TT'A) Ta
mudepeniiinoi  ckanyrodoi kaigopumetpii (JICK) pmns arecramii  dapmakoneidHux
cranaaptHux 3paskiB (OC3) HepxaBuoi ®apmakornei Yipainu (JDOVY).

OnTuMi3oBaHi METOAMKU CHUHTE3Y, OTpPUMaHl 3 BUCOKHM BHXOJOM 1 BHCOKOIO
YUCTOTOI0 OPHIIA30J-A10JI, OPHITA30J-eMOKCHA 1 Tperadaminy nomimka D. Jlms ix
xapaktepuzariii Bukopucrtani TI'A ta JICK.

3anponoHOBaHW OMUC KIHIIEBOI YAaCTUHHU JEPUBATOTPAMU MaTEMaTUYHOIO
MOJIEJUTIO 1 CTaTUCTHMYHO OOTPYHTOBaHa TMpoIeypa BHU3HAYEHHS Yacy 3aKiHYCHHS
BucyiyBaHHs. CQopMyab0BaHI METPOJIOTIYHI BUMOTH JIO PE3y/ibTaTiB BU3HAYCHHS
netkux gomimok MeroaoM TI'A. BuxopucroByBaHui mnpumnaja 3a0e3nedye BUKOHAHHS
HaOuTbll kopcTkux BuMor go ®C3 JJDY. Meron TI'A 3acTtocoBaHuil Jyisi OLIHKU
OJHOPIAHOCTI MIA 1 JyIsi BCTAaHOBJICHHSI aTeCTOBAHOTO 3HaueHHs. JliOpanuit MaA s
kBamidikaiii merogy TTA.

CdopmynboBaHi METPOJIOTIYHI BHUMOTH JIO PE3yibTaTiB BU3HAYEHHS YUCTOTH
Metogom JICK. Hi6panuit MaA mist kBamidikamii metony JACK. [lns HbOro ogHodacHo
CXapaKTepu30BaHI YHCTOTA, TeMIlepaTypa IUIABJICHHS W EHTajbIis TIaBiIeHHS. Merton
JICK Buxopuctanuii my1st arecrauii 4otupbox OC3 IOV 3aans Bepudikaiii BUSHaAUYCHHS
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TeMIIepaTypu TUIABJICHHS 3 XapakTepu3alli€lo eHTanbmii mmiaBineHHs. Metoq TIA
BUKOPUCTAHUM JUJI BU3HAYECHHS YUCTOTU MIA SIK albTEpHATUBHUM METON.

AtectoBano 14 ®C3 DY mia kigpkicHoro Bu3HaueHHa 1 ®C3 JIDY mia
kBauiikarii metoaiB TT'A 1 JICK.

KuarouoBi cjoBa: dapmakomneiini cranmapTHi 3pasku, JlepkaBHa @dapmakxories
VYkpainu, 4ucToTa, OAHOPIAHICTH, KBamiikaiis oO0JaJAHAHHS, METPOJIOTIYHI KpHUTEpIi,
TEpMOTpaBIMETPUUHMM aHaTI3, TU(epeHIliiHa CKaHyoua KaJTopuMeTpisl.

AHHOTALIUA

bes3 E. B. Hayunoe o0ocHoBaHue aTTecTannu GapMaKkoneiHbIX CTAHAAPTHBIX
00pa3uoB ¢ UCNOJIL30BAHUEM TEPMHUUYECKUX METO0B aHanu3a. — KBanudukanmonHas
Hay4Has padoTa Ha MMpaBax PyKOIUCH.

JuccepTanys Ha COUCKaHUE YYEHOM CTENeHW KaHauaaTa (papMaleBTUYECKUX HAyK
no cneunansHoct 15.00.03 — craHmapTh3anMs W OpraHU3alys I[POU3BOJICTBA
JEKapCTBEHHBIX  CcpeacTtB. — HarnuoHanbHbli  (papMalleBTUUYECKUH  YHUBEPCUTET
M3 Vkpaunsi, Xapskos, 2019.

Huccepranus MocBsIieHa BOMpPOCaM CHUHTE3a maTtepuana juis arrectaiuu (MupA)
[IPUMECEN IENCTBYIOIINX BEIIECTB, a TAKKE MIPUMEHEHUIO TEPMUUYECKUX METOJIOB aHAJIN3a
st atrectanuu  (papmakoneHblx crangaptHeix obOpasuoB (PCO) [NocymapcTBeHHOU
®apmakonen Ykpaussl ([DY).

bbiM ONTUMHU3UPOBAHBI METOAUKH CHUHTE3a M MOJIYYEHBI C BBICOKUM BBIXOJOM U
BBICOKOM YHCTOTON OPHHU/A30J1-11O0J, OPHUAA30JI-3MIOKCH/ U NperadanuHa npumech D kak
MnA. Jns ux xapakrtepu3anuu ObUIM HCMOJdb30BaHbl TepMmorpaBumetrpus (TT'A) u
muddepennmanpaas ckanupyroas kagopumerpus (JCK).

Jlns obecnieueHust kKauecTBa pe3ysbTaToB aHanu3a s TI'A 115 3a1a4d onpeeneHus
netyuux npumeced (JII[I) KpUTHUUHBIM SBISIETCS KOPPEKTHOE ONPEIEICHUE BpPEMEHH
OKOHYaHUs BbICYIIMBaHUsA. [IpemyioxeHo onuncaHne KOHEYHOW 4YacTh JACPUBATOTPAMMBI
MaTeMaTUYeCKOM MOJENbI0 MU O0a3upyrolascs Ha HEW CTaTUCTHYECKHM OOOCHOBaHHas
Mpoueaypa OnpeaeIeHus BpeMEHH OKOHYaHUS BHICYILIMBAHMUSL.

OcHoBbIBasick Ha TpeOoBaHusix ['DY, chopMynnpoBaHbl METPOJOTHUYECKHE
TpeboBanus K pe3ynbraram onpenenenus JIIT merogom TT'A nnst 3agau arrectamuu @CO
['®Y. TpeboBanusi k pesynbraram ompenenenus JIII chopmymupoBansl s IBYX
YPOBHEH: KaK «MHUHUMAJIbHBIC» — HEONPEACICHHOCTh PE3yJbTaTOB PaBHSIETCSA
MaKCUMabHO nomyctumoi HeompeaeneHHocTu st PCO I'dY (maxdgs=0,5%), u kak
«MaKCUMAaJIbHBIE» - KOTJIa HEONPEAEIEHHOCTh PE3YIbTATOB HE3HAYMMA [0 OTHOUIEHUIO K
max4gs (=0,32-0,5%=0,16%). bBeutn BbBIOpaHBl 00pa3iibl, KOTOpPbIE OOCCIICUUBAIIH
MOJIyYEHUE TPEIEIIbHBIX XapaKTEPUCTUK Ui pe3ynbTatoB onpenenenus JIII. [Tokasano,
YTO MCIOJIb3YEMbI TPrOOP oOecreynBaeT BHITIOJIHEHHE Hanbojee KECTKUX TpeOOBaHUN
i 3amad arrectanud OCO I'dY.

Meton TI'A ycnemHo nmpuMeHeH iisi olleHKU ojfHopogHoctd MaA ®CO I'dVY u
JUISl yCTAHOBJIEHUS aTTECTOBAHHOIO 3HAYECHUS.

bein mogobpan MpA, mpurognbii s kBanuduxkanuu mertogaa TI'A ans 3amau
arrectauun  ®CO T'®Y no mnokazaremto coaepxanue JIII. IIponmemoncrpupoBana
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MPUTOIHOCTh KaJIbLIMSl OKcajllaTa MOHOTHJIpATa, CHUHTE3UPOBAHHOTO W MOJBEPTHYTOrO
oOpaboTke.

OcHoBbIBasicb Ha TpeboBaHusax ['@Y, aHanmormuyHeiM 00pazoM cHOPMYITUPOBAHBI
METpOJIOTUYECKUE TpeOOBaHUS K pe3yibTaTtaMm omnpeaeneHus Y4uctoTsl MetogoMm JICK nms
3aga4d arrectanuua OCO I'DY.

bein nmogobpan MaA ®CO I'dY nns kBamudukamuu meroga JCK mns 3amau
arrectaiun @CO I'DY. [lokazana npurogHoctsh xonectepuna Sigma Grade >99%. Jlns
HEro OJTHOBPEMEHHO OXapaKTEPH30BaHbI YMCTOTA, TEMIIEPATYpA IIJIABJICHUS M DHTAJIbINA
IJIaBJICHUS.

Meron JICK Obim  wucnosib3oBaH Juisi  arrectaiuu  4detbipex DOCO DY,
MpEeIHA3HAYCHHBIX U1 BEpH(PUKAIMH  OMPEICICHUS  TEeMIIEpaTypbl  IUIABICHUS
(dhapMakoneHBIMU MeToJaMu. J[71s HUX MOMOJHUTETHLHO OXapaKTepHU30BaHA SHTAIBITHS
TIJIABJICHHUS.

Meton TI'A ObL1 MCHIONAB30BAH ISl ONPEAEIICHHUS] YACTOTHI KaK ajJbTEePHATHUBHBIN
MetoJ. [lomyueHHble pe3ysbTaThl COBHAAAIOT C pe3yJibTaTaMU OMpPEICICHUS MacCOBOTO
6ananca st MaA @CO I'®Y u uMeroT npueMiIeMyr0 HeONPEACICHHOCTb.

OcHoBbIBasiCh Ha pa3pa0OTaHHBIX MOAXOJAX, C MCIOJIb30BAHHUEM TEPMUUECKUX
METOJ0B aHanu3a arrectoBaHo 14 ®CO 'OV ans 3aga4 KOJIMYECTBEHHOTO ONPEAECICHUS
neuctByronmux BemiecTB U npumecet u @CO 'Y nns kBamudukamum MerogoB TTA u
JCK.

KiroueBbie cjioBa: (apmakoneiHble cTaHAapTHbIE 00pasipl, ['ocymapcTBeHHAs
dapmakoness YKpawHbl, YHUCTOTa, OJHOPOJHOCTh, KBaTH(pUKAIMSI O000pYyI0BaHUSA,
METPOJIOTUYECKHE KPUTEPUH, TEPMOTrpaBUMETPUUECKUl aHanu3, auddepeHnnanpHas
CKaHUPYIOIIasi KAJIOPUMETPHS.

ABSTRACT

Bevz O. V. Scientific substantiation of certification of pharmacopoeia standard
samples using thermal analysis methods.— Manuscript.

Thesis for a Candidate Degree in Pharmaceutical Sciences in the speciality
15.00.03 — standardization and organization of pharmaceutical preparation manufacturing.
— National University of Pharmacy, Kharkiv, 2019.

The thesis is devoted to the issues of synthesis of material for certification (CM) of
impurities of active pharmaceutical ingredients and the use of thermogravimetric analysis
(TGA) and differential scanning calorimetry (DSC) for certification of pharmacopoeial
reference standards of the State Pharmacopoeia of Ukraine (SPhU RSs).

Ornidazole-diol, ornidazole-epoxide, and pregabalin impurity D of high yield and
purity were obtained following the optimisation of the procedures for their synthesis. The
impurities were characterised by TGA and DSC.

A mathematical model is proposed to describe the final part of the thermogram. A
statistically sound procedure for determining the drying end time is substantiated.
Metrological requirements for the results of the test for volatile impurities by TGA are
formulated. The obtained results met the stringent requirements for the tasks of SPhU RSs
certification. TGA was used for homogeneity evaluation and establishment of the certified
value of CM. A CM for the qualification of the TGA method was selected.
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Metrological requirements for the results of the purity determination by DSC are
advanced. A CM for the qualification of the DSC method was selected; its purity, melting
temperature and enthalpy of melting were characterised simultaneously. The DSC method
was used in the certification of 4 SPhU RS intended for the verification of the melting
temperature determination with the characterisation of the enthalpy of melting. The TGA
method was used to determine the CM purity as an alternative method.

14 SPhU RSs for assays and SPhU RSs intended for the qualification of TGA and
DSC methods were certified.

Keywords: pharmacopoeia reference standards, State Pharmacopoeia of Ukraine,
purity, homogeneity, equipment qualification, metrological criteria, thermogravimetric
analysis, differential scanning calorimetry.
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