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M3YYEHUE BO3MOXHOCTH IIPUMEHEHMSI TEPMOI'PABUMETPHYECKOI'O
AHAJIM3A JJIs1 ONPEJAEJIEHUA JIETYUUX IPUMECEU U1 ATTECTAIIUU
CTAHJAPTHBIX OBPA3I1OB
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Ienv: C yuemom memponozuueckou konyenyuu Heonpedenennocmu I ocyoapcmeennoti @apmaxoneu Yxpaurvl
UBYHUMb 603MONCHOCTb NPUMEHEHUs mepmocpasumempuyeckozo anamusa (TI'A) ons ammecmayuu cmanoapm-
HbIX 00pa3yo8.

Memoowr: Tepmocpasumempuueckuii aHAIU3, MeMOObl MAMEMAMUYECKOU CIMAMUCIUKU.

Pesynomamor: Yuumvieas mpebosanusi K NPUHAMUIO HAOEICHO2O0 3AKIIOYEHUsl O Kadecmee JIeKApCmEeHHbIX
cpeocms (95 %) usyuena sozmoocnocms npumenenusi TI'A 0ns onpedenenus remyuux npumeceii 0iisk ammecma-
yuu cmanoapmuolx 06pasyos. Chopmynuposanvl mpebosanusi K HEONPEOCNeHHOCMU COOePICAHUS JIeMyYUx
npumecell. Ycmanosieno, 4mo oyenka HeonpeodeieHHOCIU pe3yabmamos onpeoeneHus i1emyyux npumeceti me-
mooom TI'A yoosremeopsiem naubosnee xcecmkue mpebo8aHuUss 3a40ay ammecmayuu Qapmayesmuyeckux CmaH-
dapmubsix 06paA3zyo8.

Buieoowr: Toxazano, umo TI'A obecneuugaem 603MONICHOCHTb UCNOIb30BAHUSL MUHUMALLHBIX HABECOK, KOMOPble
NPUHAMbL 8 NPAKMUKe (DapMayesmuiecko20 anamsa: Ol Koauvecmeenuvlx onpedeienutl — 10 me, ons ucnwl-
MaHull Ha Yucmomy — 5 me u menee, 08 uzyyeHus 00Hopoonocmu — 10 me, umo seniemcsa Haudoaee HceCmKum
mpebosanuem K papmayesmuyeckum crmaHoapmusim oopasyam

Knrwuesvle cnosa: cmanoapmuvie 006pasyvl, ammecmayus, 1emydue npumect, mepmocpasuMempuiecKull ana-
JIU3, HEONPEOeNeHHOCHb PEe3VIbMANno8

Aim. To study thermal gravimetric analysis (TGA) application for the reference standards certification, consid-
ering the uncertainty metrological concept of the State Pharmacopoeia of Ukraine.

Methods. Thermogravimetric analysis, mathematical statistics methods.

Results. TGA application to determine volatile impurities for the reference standards certification was studied,
considering the requirements for making the reliable conclusion about quality of medicines (95 %). Require-
ments to the volatile impurities content uncertainty were formulated. It has been found, that measurement uncer-
tainty evaluation for the volatile impurities determination, using TGA method, meets the strictest requirements
for the pharmaceutical reference standards certification.

Conclusion. It has been shown, that TGA method allows the use of minimum weighed portions, typical for
pharmaceutical analysis practice: 10 mg for quantitative determination, 5 mg or less for purity tests, 10 mg for
homogeneity tests, which is the strictest requirement for pharmaceutical reference standards

Keywords: reference standards, certification, volatile impurities, thermogravimetric analysis, measurement un-
certainty

CTaHIMH M TOTOBBIX JICKAPCTBEHHBIX cpeacTB [2]. CBoii-
ctBa CO 1OMKHBI OBITH OXapaKTEPHU30BAaHBI IO TOTO

1. BBeaenue
Omnpenenenne JIETy4ux HpUMeced ¢ TpeOyemoit

HEONPE/ICIIEHHOCTRIO SIBISCTCS aKTyalbHON 3amadell mpu
aTTecTalu cTaHmapTHeIX 00pasnoB (CO), MOCKONBKY
OHHM MOTYT BHOCHTH 3HauMMBIIl BKJIJl B aTTECTOBAaHHOE
3radenne conepxkarmusg CO. OmanM U3 3P QPEKTHBHBIX
METOJIOB ONpEICICHHs JISTyYHX IpUMecedl sBIsIeTCs
tepmorpasuMerpudeckuid ananu3 (TT'A) [1]. Oxnako B
Hay4yHOUM JIUTEpaType OTCYTCTBYIOT CHCTEMAaTHYECKUE
HCCIICJOBaHUA TPUMCHUMOCTH AAHHOTO ME€TOJIa K aTTe-
crauun CO, omumparomuecs Ha IpeAHAa3HAYCHUE aTTe-
cryemoro CO W BBITEKAIOIIME M3 TOr0 TpeOOBaHHS K
HEONPE/ICIIEHHOCTH aTTECTOBAHHOTO 3HAYCHHUS.

B nanHO# cTaThe TOJ HEOIPEEICHHOCTBIO MBI OY-
JIeM TIOHUMATb PacIIMPEHHYI0 HEOTPEIENICHHOCTh — HHTEp-
BaJI, B IPeJIeNiax KOTOPOTO € BHICOKOM HaJeKHOCTRIO (95 %)
HAXOJNTCS HCTHHHOE 3HAYCHHE conepkanys [2].

2. IloctanoBka npod;emMsbl B 0011eM BHAeE, aAK-
TYaJbHOCTh T€MbI M €€ CBSI3b C BAKHEHIIMMH Hay4y-
HBIMH U MPAKTHYECKUMHU BONPOCAMU

CrangapTHbie 00pa3ilbl HCIOJIB3YIOT ISl TOCTH-
JKCHHS HAJJICKAIICr0 YPOBHS KOHTPOJS KadecTBa CyO-
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YPOBHSI TOYHOCTH, KOTOPBIN TpeOyeTcs s ero Ha3Haue-
uus [3]. Ommbku, cBszannbie ¢ arrectamueit CO, ncka-
JKaIOT pe3yJIbTAThl aHAIM3a, B KOTOPBIX Ucronb3yeTcs CO.
JIs konmmdecTBEHHBIX MCIBbITaHuH (TecTa «KomudecTBeH-
HOE OTIpeZIeTICHNE» U CBSI3aHHBIX C HUM HcTbITaHui «Pac-
TBOpeHHe» U «OIHOPOJHOCTh JIO3MPOBAHHBIX CIMHHID);
TecTa Ha YUCcTOTY — «COMYTCTBYIOILIME TIPUMECH») UCTOY-
HUKaMH Takoi ommoOku (T.e. puckamu it kadectsa CO)
SIBJISICTCSl HEOIIPE/ICNICHHOCTh NPHCBOCHHUSI aTTECTOBAHHO-
ro 3HaueHust CO, a TaKke HeolpeeIeHHOCTh, BHOCUMAs
HeonHopoaHocTelo CO — BappupoBaHHE (HaKTHIECKOTO
3HAUCHHS COACPIKAHUS MEXKIy Pa3IMYHBIMA HaBECKaMH
CO [4]. JarHBIC UCTOYHUKH HEOIPEACICHHOCTH BO MHO-
THX CIy4asX MOTYT ObITh OOYCIIOBJICHBI IIPUCYTCTBHEM B
CO neryunx npumeceid. IIocKONBKy cumcTeMa MEHEIK-
MEHTa Ka4eCTBa JOJDKHA BKIIFOYATh YIIPABICHUE PUCKAMH
[5], mpomsBoauTens CO momkeH 00eciednTs yrpaBieHue
pHCKaMH, CBSI3aHHBIMH ¢ mporexypamu arrectaun CO.
Peamm3anms ynpaenenust puckamu npu arrectarmu CO
BO3MOXKHA IIOCPEICTBOM KOHTPOJISI HEOINPEAEICHHOCTH
arrectoBanHoro 3Hauenus: CO [6].
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3. AHa/Iu3 MOCJIeTHUX HCCJIEA0OBAHUN U MyO/Iu-
KAlMid, B KOTOPbIX HA4YaJI0 pelleHMe JAHHOH Mpo-
0JieMbI M Ha KOTOPbIE ONHPAIOTCSI ABTOPBI

AttectoBanHoe 3HaueHue (Xay) Uit (apmako-
neifHpix CO yCcTaHaBIMBAIOT C HCIIOJIB30BAaHHEM MUHH-
MYM JBYX HE3aBUCHMBIX MeTon0B [2, 7]. OObIYHO ISt
xumudecknx CO B KadecTBE OCHOBHOTO HCIIOIB3YeTCs
METO/ MAaTepHAIFHOTO OamaHca: Xai YCTaHABIUBAIOT
BBIUYMTAHWEM HAMJEHHOTO COJIEpXKaHUs MpuMecedl u3
100 %. Yacto comepkaHue JETy4HX IMpUMecel SBIAETCS
3HAYMUMBIM, 4TO JIENIa€T HEOOXOAUMBIM HX OIpEEIICHHE
¢ TpeOyeMoll HEeOoIpeneNeHHOCThI0 — KaK, COOCTBEHHO,
JUIsl yCTaHOBNEHUS Xay, TaK W JUIS TMONTBEPXKACHUS Of-
HopoaHocTu CO.

OmnpeneneHne JIETYy4uX MpUMeEceil MPOBOIHUTCS
0o 1o pazmensHOCTH (Bojma — MetonoMm K. dwumepa,
OCTaTOYHbBIE PACTBOPUTENN — METOJOM Ta30BOH Xpoma-
Torpadun), 100 COBMECTHO (TOTEpsi B Macce HpPH BHI-
CYIIMBAaHWM, TEpPMOTpaBUMeTpudeckuii aHamm3 — TLA)
[2, 8, 9]. Onpenenenue JeTy4dnx MpuUMeceil 1Mo pasaeisb-
HOCTH JIOCTaTOYHO TPYJOEMKO; ISl Ta30BOM Xpomaro-
rpadun Tpebyercs ucnonp3oBaHne CO COOTBETCTBYIO-
IIMX TIPUMECEH, T. €. aIPUOPHOE 3HAHHE COCTaBa IIPHUMeE-
ceil. Kpome Toro, /s pesynapTaTta ompeneseHus coaep-
JKaHUsI KaXIIOW TPHUMECH HEeOOXOANMO 00eCHeUYHTh MpH-
eMJIEMYyI0 HeompeleNeHHOCTh. [loaToMy coBMecTHOE
ollpejieJIeHue TpUMece B JaHHOM acHeKTe SBISETCS
MIPEATNOYTHTENBHBIM.

Omnpenenenne MoTepy B Macce MPHU BBHICYIIMBAHUH
TpeOyeT HCIOJIb30BAHUS JOCTATOYHO OONBIINX HAaBECOK
(me menee 50 MT); cTaHTAPTHON HABECKOH AJIS JaHHOTO
Mmerona sisiercs (0.5-1 r). Kpome Toro, nerydne npu-
MECH, KOTOpPBIE BXOJST B COCTaB KPHCTAJUIMUECKOH pe-
IIETKH aHAJM3MPYEMOTO BEIECTBA, MOTYT HE OIpeie-
JIATHCSL KOPPEKTHO AAHHBIM METOJIOM.

TI'A mo3BOJISIET UCTIOIB30BATH TOPA3I0 MEHBIINE
HABECKH M IPU 3TOM M3y4YaTh U3MEHEHHsSI B Macce BILUIOTh
JI0 PacIUIaBICHUS HCCIEIyeMOro BEIIecTBa, YTO rapaH-
THUPYET OMNpEJCICHUEe KPHUCTAJUTU3AINOHHBIX JIETYYUX
npumeceit [2, 8, 9]. Mcnonb3oBanue OOJIBIINX HABECOK
(T. e. ompeseneHne MOTEPH B Macce NP BHICYIIMBAHUN)
MOJET OBITh HENPHUEMIIEMO JUISi JOPOTOCTOSIIET0 MaTe-
puana ans arrectanun CO, Hanpumep, anst CO mpume-
ceil, KOTOpbIe CHHTE3UPOBAHBI B OTPAHNYEHHOM KOJHYE-
cTBe. DTOro HemocraTka jumeH MeTon TI'A, MOCKONBKY
W3MECHEHHS B Macce OIPEAEIAIOTCS M0 OTHOIICHHWIO K
(hakTHUECKO¥ HaBECKE B JaHHOM OIpeaeacHuH (T.e. aHa-
JIOTUYHO METOJy BHYTPEHHEH HOpMallM3allik B XpOMaro-
rpaduu), U omIMOKa B3STUSI HABECKH B JaHHOM CJIydyae KC-
KJIIOYaeTcs. JTO IO3BOJISIET O0ECHeYnBaTh HPHEMIIEMYIO
HEOIPe/IeTICHHOCTh PE3YJIbTaTOB Il MAJIbIX HABECOK.

OKcnepruMEHTaNbHOE H3YYeHHE OIHOPOJHOCTH
CO sBnsercs BecbMa TPYJOEMKOH 3ajgaudeil, MOCKONBKY
HEOOXOMMO TOYYUTh PE3yJbTaThl aHAIN3a JUIS CTaTH-
CTHYECKH TPE/ICTABUTEIbHON BBIOOPKH. OIHOPOIHOCTH
CO HeoOX0omMMO TOATBEPKIATh IS HCHOIB3YyeMOU B
Metoauke HaBeckd CO, T. K. yBEJIMUCHHE HABECKH «Mac-
kupyer» HeogHopomHocTh [10]. OObrgHO AN KoOJHYe-
CTBEHHOTO OIpEAEIEHHs HCHoNb3yroTcs HaBecku CO
(50-100 wmr). OmHako BCTPEUYAIOTCS CITy4Yad HCIONb30Ba-
Hust HaBecku CO nopsiaka 10 mr. M3yuenue onHOPOAHO-
ctu sl HaBecok CO menee 50 Mr 3aTpynHEHO H3-3a
npoOeMbl 00SCIIEYCHUsT TPUEMIIEMOM HEOIpeaCICHHO-

CTH B3BeLIMBaHMs. PemeHnem naHHOW mpoOieMbl MOXKET
ObITh HcIONb30BaHue MeTona TI'A, KOTOPBINA TO3BOJISIET
UCIIOJIb30BaTh HEOOJIbIIINE HABECKH.

Takum ob6pazom, TI'A umeer mnoTeHIMANTBEHOE
MPEUMYIIECTBO MEpe]] APYTUMH METOAAMU ONpEIeICHUS
netydux npumeceil mpu arrectauuu CO. OpHako npu-
menenne TT'A s arrectanmu CO — B 4aCTHOCTH, BBI-
060p HAaBECKH W YHCIO TAPAUIENBHBIX OMNpENSICHHN —
JIOJDKHO OBITH METPOJIOTHYECKH 0OOCHOBAHO, UCXOAS U3
npenHasHaueHus arrectyemoro CO.

4. BbifesleHHe He pelleHHbIX paHee 4acTei
o011eil mpod.JieMbl, KOTOPOii MOCBAIIEHA CTATHSA

IIpu arrecranmm dapmanestuyeckux CO s
OTIpENICIICHUS JICTYYNX MPHUMECEH WCIIONB3YEeTCS METOJ
TI'A [1]. B HacTosmiee BpeMst cOpMYITUPOBAHBI METPO-
Jorndeckue TpeOOoBaHUS K aTTecTanuu (apmareBTHuIe-
cknx CO, koTopble 0a3MpPYIOTCS HAa MPUMEHEHHH KOH-
HENIUN HEOPEACICHHOCTH K (DapMaleBTHUECKOMY aHa-
JU3y W OMHUPAIOTCS Ha TpeOOBaHMS K HAJCKHOCTH pe-
3yJIbTaTOB aHaiu3a, Uil KOoToporo ucmnoibzyercs CO
[11]. Ognako u3y4yeHHE BO3MOXKHOCTH HCIOJb30BaHUS
merona TI'A mnst arrectanum dapmaneBtudeckux CO ¢
TOYKH 3PCHHUS JTaHHOW METPOJIOTMYCCKON KOHIICIIMU HE
TIPOBOJTMIIACE.

5. @opmyupoBaHue 1eJieil (3a1a4) CTATbH

Ilenp maHHO# pabOTHI 3aKiIrOYagach B OICHKE
BO3MOXKHOCTH NpuMeHeHus MeToga TI'A mns ompenerne-
Hus Jeryunx npumeceil mns arrecrauuu CO. s mo-
CTIDKEHUSI ITOCTABICHHON TeNTU OBLIIO HEOOXO0TUMO:

— copmypoBaTh TpeOOBaHUSA K HEOMPE/ICICH-
HOCTH PE3yNIbTaTOB OMpPEICICHHS JCTydnX MpHUMEceH B
CO meronom TT'A;

— DKCTIIEPUMEHTAIGHO  OLIEHUTH  HEONpEIeIICH-
HOCTh pE3yJbTATOB OIPEACICHUS JIETYIHX IpPHUMEceH
metonoM TI'A;

— YCTaHOBUTHb MUHHUMAJIbHO TOITYCTUMBIC HABECKU
CO u HEOOX0IUMOE YHUCIIO TapAIICIBHBIX OMPEACIICHHUIMA
JUTSL CIICTYIOIIMX 3a/1a4 aTTCCTAIlUU:

1) mpucBOEHHE AaTTECTOBAHHOTO 3HAYEHHS JIJIs
CO, mpemHa3HAYCHHBIX TS KOJUYECTBCHHOTO OIpE/e-
neHus U uist onpeaencHus auctotsl (CO mpumeceii);

2) montBepxkaeHue omHoponHoctu CO, mpeaHa-
3HAYCHHBIX TS KOJIMICCTBEHHOTO OMPEICIICHHUS.

6. N3J105keHNe OCHOBHOI0 MaTepuaja uccjien0-
BaHUA (METOA0B M 00BEKTOB) ¢ 000CHOBAHHEM IOJIY-
YeHHbIX pe3yJIbTATOB

Teopemuueckas uyacmes. B obmei cratbe ['OY
«Banmupanmsa aHaIUTUYECKUX METOAUK M HCIBITAHHIY
[2] mpuBOIATCS PEKOMEHIAIMM K MaKCHMAJIBHO JAOIY-
CTUMOW  HEONPENENICHHOCTH  Pe3yJibTaTOB  aHaIM3a
(MaxAtes). Haumbonee >xeCTKMMH TpeOOBaHUAMM ISt
KOJIMYECTBEHHOT'O OTIPEICIICHUS SBIISIFOTCS TPEOOBAHUS K
I'JIC ¢ nonyckamu cojepkanus 5 % (MaXAret<1.6 %).
Jl1st vucnbITaHuii HAa YUCTOTY — MPEAENbHBIX M KOJUYe-
CTBEHHBIX — MPEIBSBISIOTCA TOpa3l0 MEHEE MKECTKUE
TpeboBaHUsA: MaXAT1esr<16 % U MaXAtes<5 %, cooTBeT-
cTtBeHHO. OIHAKO JJIsl TaHHBIX HCIBITAHUA UCTIOIB3YIOT-
Csl rOpa3/lo MEHBIINE HABECKHU, YeM I KOJIMUECTBEHHO-
ro ONpEeJeNeHHUs.
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MakcuMasbHass HEONPEIeIEHHOCTh aTTeCTOBAH-
Horo 3HadeHuss CO (MaXAgs) TOHKHA OBITH HE3HAUYNMA
10 OTHOUICHHIO K MaXArest, T. €. TOIDKHO BBITOTHATHCS
COOTHOIIIEHUE [2]:

MaxArs<0.32-MaxXAest, 1)

HeonpeneneHHocTh omnpeneneHuss Kaxaou rpyn-
TIbI IpUMeECEN BHOCUT BKJIAJ B Ars. B naeansnom ciyuae,
HEOIIPeIeIEHHOCTh Pe3yJIbTaTOB ONpENeIeHUs ColepKa-
HUS TIpAIMece, B T. 4. 1eTyduX (Ayo), JOKHA OBITH He-
3HAYMMA 110 OTHOIIEHHUIO K MaXAgs:

Avor <0.32-maxAgs. 2

B Takom cnywyae Ay, HE NPUHUMAKOT B pacyer
npu oreHke Ags. B mo0oMm ciyuae Ay He T0JDKHA TIpe-
BbIIATh MaxXAgs. Cutyauusi, Koraa Aye=MaXAgs, sIBIS-
eTcsd NpUeMJIeMONd B TOM Ciyuyae, €ClId HEOIpeesieH-
HOCTB IS pe3yJIbTaTOB OTPENCIICHAS COACPIKAHUSI BCEX
JIPYTUX TpUMeced SBISIETCS HE3HAUMMOW MO OTHOIIE-
HHUIO K MaXAgs. MuHHMajbHbIE (MiN) 1 MaKCHMAalbHBIE
(max) TpeGoBaHUS K Ayo U Pa3UYHBIX TpeIHA3HA-
yenuit CO mpuBeneHsl B Ta0u. 1.

Tabmuna 1

PexoMmeHmamu K MAKCUMAIBHO JTOMYCTUMOM HEOTPEIeICHHOCTH PE3yIbTaTOB OMPe/IeICH s JICTYInX IPUMecei
(Avol) ipu artectarmu CO

Tecr MaxXArest TpeGoBanus K Aygl

min max
Komnuectsennoe onpeaenenue [ omosvie JIC + 5 % <1.6% <0.51 % <0.16 %
KosyuecTBeHHbIE HCIBITAHUS HA TPUMECH <S% <1.6% <0.51 %
[IpenenpHbIe HCOBITAHKS HA IPUMECH <16 % 5% <1.6 %

dapmanesruueckue CO 00BIYHO COAEpHKaT He-
0OJBIIOC KOJUYECTBO JICTYYUX MpPHUMECEH; JTaHHBIHA
clIydYaii OyJeT pacCMOTPEH HaMH Jaiee B crathe. B co-
orBeTcTBHH ¢ MOaXx070M USP k kBanmpukanuu aHau-
THYECKUX BecoB [8], MOXKHO mojaraTh, 4To UIA He-
OOJBIINX HABECOK (HECKOJIBKO TPOIICHTOB OT IMOJHOTO
JUaTnia30Ha B3BCIIMBAHUS JJI JAHHBIX BECOB) OCHOBHOM
BKJIaJl B HEOTIPEAEICHHOCTh B3BEIINBAHUS BHOCHT CXO-
TUMOCTD OIpENeICHUN; APYTHE CHCTEMAaTHIECKHE WC-
TOYHUKH HEOIPENEICHHOCTH SBISAIOTCS HE3HAYUMBIMHU.
sl OLIGHKH HEOmNpeJeNeHHOCTH pe3yJbTaTa aHalu3a
BO3MOYHO HCIIOJIb30BaTh JINOO TeHEpaNbHOE CTaHIapT-
HOE OTKJIOHEHHWE, XapaKTepHOe Ul JaHHOTO Npudopa
(o), mubo (akTHUECKOEe 3HAUYEHHE BHIOOPOYHOIO CTaH-
JApTHOTO OTKJIOHEHHMS, IMOJYYCHHOE B TAHHOM JKCIle-
PUMEHTE WM CepHH dKcriepuMeHTOoB (S). danee mMbl Oy-
JIeM MCXOAMTH U3 MPEIOI0KEHHs, YTO U3BECTHA OLICH-
Ka G, M OHa JIOCTaTOYHO OJin3Ka K (pakTHueckoMmy 3Ha-
YEHWIO U1 NAHHOTO TPHOOpa BO BPEMs BBHIOTHCHHUS
aHanmu3a. B xauecTBe o MOMKET HMCIOJIB30BATHCS 3HAUE-
HHE O0BEJMHEHHOTO CTAaHJAapPTHOIO OTKJIOHEHHS S, s
CepHH JKCICPUMEHTOB, €CIH OOBCAMHEHHOE YHCIIO
creneHeill cBoOokl s S, He MeHee 10. Torna Heompe-
JIEIIEHHOCTh Pe3yibTaTa OMpPEIeICHHUS COACPKAHUS Jie-
TY4HX TpuMeceit OymeT cocTaBisTh [2, 12]:

oy, -1,
AVoI = == (3)

N

rne t, — omHocropoHHuit koaddumment [aycca s
ypOBHA HazxexHocTd 95 %; N — Yucio mapauiedbHbIX
omnpejesieHuH JieTyuux npumeceit merogom TTA.
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B kadecTBe MCXOJHOTO AOMYNIEHHS MPEINOJIO-
JKUM, 4TO S JUUISl OIPEeNICHUs JIETYYUX NpuMecel, BbI-
pakxeHHOe B aOCOJIIOTHBIX €AWHUIAX (HAaIpHUMep, B
MT'), OCTaeTcsl MOCTOSHHBIM B TNpeJesax Iuana3oHa
WCIOJIB3YEMBbIX HABECOK aHAIM3UPYEMOTO MaTepuania
g arrectanun CO. DTO TO3BOJNMT PEryIHpPOBaTh
OTHOCHUTENFHOE 3HAaYeHHE S BHIOOPOM COOTBETCTBYIO-
meil HaBeckn Marepuana i arrecranun CO u pac-
CYMTaTh MHUHHMaJbHOE 3HAYEHNWE HABECKH MaTepuaia
mas arrectanun CO (Mpin) A7 BBIOpaHHOTO YHCIIA
MapajuiebHbIX ONpeneneHui. PalimoHanibHO OLIEHUTH
MHUHUMAJIBHBIE HABCCKH JJIA 4YHCJIa IapajICJIbHBIX
ompenencHuit N=(3-5). Mcnonp3oBanue N<3 nemaer
pe3ynbTaT aHaiM3a HEeHaJle)KHBIM, a N > 5 W3IHIIHe
3aTpaTHBIM.

Toraa Mpin MOXHO OLIEHUTH CICAYIOMHMM 00pa-
30M:

%

— AVoI \ﬁ .
t L

00

O-ITI
Gy = —"2-100% ;
o,y -100%
m, =—2"—" -5 K, @)
'min o mg
%

rae K — koadduipieHT, Ha KOTOpbIi HEOOXOUMO YMHO-
JKHTh TIOJyYEHHOE SKCIIEPUMEHTANILHO 3HAYEHUE Opg JJIS
MOJTY4EHHsT OUCHKH Mpjpn.

B T1abn. 2 npuBeneHbl pe3ynbTaThl pacyera o
dhopmye (4) 3nauenuii K mis 3amau arrecranuu CO npu
WCTIOJIb30BaHUM (3—5) mapasuieNbHbIX ONpeAeTIeHUN JIeTy-
ynx npumeceit merogom TTA.
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Ta6nuua 2
3navenus ko3p¢uunenrta K s pacyera MUHHMalIbHOM HaBecku MaTepuana Juis arrecraiuu CO,
npegHasHayeHHoro it KO
n TpeboBanus K Ayg:
KonnuectBeHHOE ompesiesieHue TecTbl Ha yUCTOTY
KosmuectBeHHbIe [TpenenbHble

max min max min max min

3 581 186 186 59 58 19

4 503 161 161 51 50 16

5 450 144 144 46 45 14

Taxke MOXHO OLIEHHTh MHHUMAJBHYIO HABECKY
g merona TI'A npu uzydenun onHopogHoctu CO. B
COOTBETCTBHH C METOJUKOH, pEKOMEHJOBAaHHOW JJISl aT-
tecraimn  (apmakoneiHsix CO I'dY u pabounx CO
(PCO) dapmarnepriueckux npeanpusaruii [4, 11] anamm-
3UPYIOT HAaBECKH He MeHee yeM 13 5 ymakoBok CO (n=5).
Jns ToNTydeHHBIX PE3yJIbTaTOB ONpPENENICHUs] COolepxkKa-
HUsI OCHOBHOT'O BEUIECTBA (B JAHHOM CIydac ITyTeM BBI-
yuTaHus JeTyunx npumeceit u3 100 %) paccuuTsiBaroT
JIOBEPUTEIBbHBIN WHTEPBAJ, KOTOPHIM HE HOJKEH IIPEBBI-
mwaTh MaxAgrs. HeonpeneneHHOCTh, BHOCHUMAsi METOOM
aHaIM3a, B MJCATBHOM CIIydae JOJDKHA OBITh HE3HAUHMa
10 OTHOMIEHHIO K MaXAgs, U, B TF00OM Clly4ae, He JOJIK-
Ha IIpeBbIIaTh MaXAgs.

Torma, aHajmorm4Ho ypaBHEHUSM (4), MOXKHO
chopMyarpoBaTh TpeOOBAHUS K Mpyjn:

Aus
o=t = 95 o
t(h=>5) 2.1318

Min = Oy ~426, (5)
Paccunrannble 3HaueHNs K OBIIM HCIIOJIB30BAHBI

HaMH /IS OLEHKH Mpin U3 SKCIIEPUMEHTAIBHBIX TaHHBIX.
Okcnepumenmanvhan yacms. OOBEKTaMH aHAIHN-

3a CITYXXHJI MaTE€pHall JJIst aTTecTaryun (papMaKoIeHHbIX

CO I'dY — cyOcraHImMM, Ka4eCTBO KOTOPBIX COOTBET-
cTBOBaJI0 MoHorpadusm Epomneiickoil ¢apmakonen:
HUMaruH (MeTuinapabeH, MEeTHIaparuIpoKCuOeH30ar),
HHUMa3zon (TMpomwiInapadeH, MpoNuIaparuIpoKcHOeH-
30aT) M HaTpus OeH3oar. /laHHBIC BelecTBa HETHTPO-
CKOMYHHI (T. €. Olepanuu MpoOOIOATOTOBKH HE OYIyT
BT Ha OIPEAesieMOe COAepiKaHUe JIETYIHX IpuMe-
ceil), HE copepKaT KPUCTALTU3AIMOHHON BOJBI (T.€. ISt
OTIPENICICHUS JIETyYNX MpHUMeced HeT HEOOXOTUMOCTH
JIOCTUTATh WX PaCIUIaBICHUS), U COAEp)KaT MPUMECH B
OYeHb HHM3KOH KOHLIEHTpALWH (T.€. HOTCHIHAIBHO SIBIIS-
FOTCSI OYEHb OJHOPOIHBIMH).

Wzmepenus mpoBoxunu meronoMm TT'A ¢ momo-
IBI0 TepMOaHaJIUTHUeCKOH yctaHoBku «Mettler TA
3000» (IIseimapus). Kaxaprit oOpaser moasepraim of-
HOPa30BOMY TEMIIEpaTypPHOMY CKaHHPOBAHHUIO CO CKOPO-
cThio HarpeBa 5 °C/MuH B nHEpTHOU atMocdepe (aproH,
20 MI/MUH), TPEMSATCTBYIOMEH OKHCIEHUIO 00pasIa.
Macca BrIcynieHHoOro obpasiia onpeznessacsk mpu 30 °C
B aTMOcdepe Bo3ayxa.

Jlnst mpoBeaeHus HenbITanus MeTogoM TT'A ObLIH
B3STBI HaBECKM HcclienyeMbix BemectB 9 Mr+10 %. Hc-
MBITAHHE TPOBOIIIN B TEMIEpaTypHOM HWHTEpBale OT
30 °C mo 100 °C. Jlns kaxkmgoro odpasma ObLIO MpOBE/e-
HO MATh NMapaJUIebHBIX ONpeAeIeHuid. Pe3ynbraTsl npu-
BeJICHBI B Ta0m. 3.

Ta6muma 3
PeayanaTm ONpeACICHNUS NU3MCHCHU S MACChI MCTIBITYCMBIX 06p8.3]_[OB MCTOJIOM TEPMOTPABUMETPHUICCKOI'O aHAJIN3a
Hazpanue BemiecTBa Ne Macca obpasua, mr | M3menenune maccel, Mr | CTaHIapTHOE OTKIOHCHHUE, MT
obpasia
Harpus Oenzoar 1 9.09 —0.009999 $=0.027

2 9.17 —0.059605
3 9.67 0.00967
4 9.74 0
5 9.46 —0.029326

Humazon 1 8.24 —0.040376 $=0.021
2 9.20 —-0.01012
3 9.74 0.00974
4 9.10 0.01001
5 9.94 —0.01988

Hunarun 1 9.90 0.0099 $=0.021
2 9.49 0
3 8.60 0.01978
4 9.49 —0.030368
5 8.96 0.019712

W3 Tabn. 3 BUAHO, 4TO 1JIsl HUIIATMHA TPOUCXOANUT
He0OoJIbIII0Oe BO3pacTaHWE OTHOCHTENILHOM Macchl 00pas-

Lla C pOCTOM TEeMIIEpaTypsl, 110 BCEH BUJUMOCTHU, BCIIEI-
CTBHE IPEBBIIIEHNSI MacChl a1COPOIMK aproHa Ha BaKaH-
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CHH, OCBOOOXIEHHBIC aecopOupoBaHHON Bomoi. [lpu
OXJIKICHUH 00pa3a JI0 MCXOIHOW TEeMIIepaTyphl U Iie-
peHoce ero B arMocdepy Bo3ayxa Macca oOpasiia oKasbl-
BaeTcsl MeHbIlell ucxonHo. OgHaKo A 3ajadu ompe-
JeNIeHUs] CXOAUMOCTH WU3MEPEHUIl JaHHBIA IpoLecc
MOJKHO HE NPUHUMAaTh BO BHUMaHHE.

CraTucTH4ecKknil aHaU3 MOKa3all, 9TO BBIOOPKH
OJHOPOJHBI (OTCYTCTBYIOT HETHITMYHBIE PE3YJIbTATHI) HA
ypoBHe HazaexHocTH 95 %. CraHmapTHBIE OTKIOHEHHS,
MIOTy4EHHbIE U] MHAWBUAYATIbHBIX BEIECTB, PABHOTOY-

HBI 110 KpuTeputo KokpeHna Ha ypoBHe 3Haunmoctu 95 %
[2]. s oleHKH reHepaJbHON MPEerM3MOHHOCTH MeToja
Tr'A mis nanHOro mpubopa ObUIO pacCUYUTaHO O0BEIH-
HEHHOE CTaHJapTHOE OTKJIOHEHHe S, (00beIMHEHHOE
uycio creneneit ceodosl f,=5-3-3=12):5,=0.023 mr.

B cooTBercTBHM C NMpPUBEJEHHBIM BHIIIE 000C-
HOoBaHUWeM (ypaBHeHus 4 u 5, Tabn. 3) ObutH paccuu-
TaHbl MUHHMAJbHBIC HAaBECKH MaTepuana s aTTe-
cranimn CO, KOTOpBIE BO3MOYKHO HCITOIB30BATh IS
pa3numaHbIX 3aga4 arrectaruu CO (tabin. 4).

Ta6muma 4

PaccunTanHble MUHIMaJIbHBIC HAaBECKU MaTepuaina ais arrectarun CO, KOTOpble BO3MOXHO HCIIONB30BATh IPU H3yde-
HUHU COAEPKAHMS JIETYUUX MPUMEcei

n TpeboBauus K Ay
TecThl HAa YUCTOTY
KonuuecTBeHHOE onpeneneHue KonuuectBeHHbIE IIpenenpHble
max min max min max min
3 13.4 4.3 4.3 14 1.3 0.4
4 11.6 3.7 3.7 1.2 1.2 0.4
5 10.3 3.3 3.3 1.1 1.0 0.3

W3 momydeHHBIX pe3yabTaTOB MOXXHO BUAETH, UTO
UCTIOJIb30BaHHBIA TpUOOp 00ecreunBacT BO3MOYKHOCTH
ONpEeNeNICHUs JIETYYUuX NpuUMeced Il MHHHMalIbHOU
HaBecku CO, mpegHa3HaYeHHBIX Uil KOJIMYECTBEHHOTO
ompenenenust (10 mr), ¢ mpuemyieMoil NpEM3HMOHHO-
cthio. [l HamOonee >kecTKUX TpeOoBaHHM (T. €. Korja
HEOIIPEIeICHHOCTh, BHOCHMAs MPHOOPOM, HE3HAYNMA)
JIOCTAaTOYHO 5 MapaJuIebHBIX ONPEICICHUH, UTO SBISCT-
cst mpuemiieMbIM [t aTtectanuu CO.

Hcxonst W3 TOMyYEHHBIX pe3yJIbTaTOB, MHHU-
ManmpHas HaBecka s CO mpuMeceld ms HamOolee
YKECTKUX TpeOOBaHUM (KOJMYECTBEHHBIN TECT HA TIPUMeE-
cH) He mpeBbiiaeT 5 mMr. OTMeTHM, 4TO TUNHU4YHAs (a-
coBka (hapmakoneinsix CO mpumeceii cocrasusier (10—
20 mr); acoBKa 5 Mr SIBJISIETCS MUHUMAJIBHOM U MCIIONb-
3yeTcsi B MCKIIIOUMTEIBHBIX Cllydasx. Takum oOpazom,
ucrions3zoBanue Metona TI'A obecneunBaeT MHUHUMAIb-
HBIH pacxoa MaTepuana Juis arrectanuu CO.

Hamu Takke OBUIO paccuMTaHO 3HAYCHHWE MHHH-
MaJTbHOW HABECKH IUIS 3aJa9d OLCHKH OJHOPOTHOCTH Ma-
TepHaa JUIs aTTECTAINN B COOTBETCTBHU ¢ hopMyami (5):

Mmin=426-0.023 Mr=9.8 mr. (6)

Takum 00pa3oM, pPacCUUTAHHOE 3HAYCHUE Mpin
nas Meroga TT'A He mpeBbIIAET 3HAYCHHE MUHUMAJIb-
Hoit HaBeckn CO, koTopas (HhaKTHYECKH UCIOIB3YETCS B
Metoukax aHanmmza (10 wmr). [TomydeHHast oneHKa He-
OTIPEJICICHHOCTH pe3yabTaToB i MeTonaa TT'A obecrie-
YHBAET BO3MOXKHOCTh M3ydeHHs omgHOopomHoctd CO s
HauboJee JXeCTKUX TpeOOoBaHUH.

7. BbiBoABI M3 NMPOBEAEHHOI0 UCCJIETOBAHUA H
NMEePCHeKTHBHI JAJIbHEHIero pa3BUTHS TaAHHOIO
HANPABJICHUS

Hcxons u3 MeTpoorndeckoi kKonmemmu ['ocynap-
crBeHHON DapMmakorien YKpauHBI H3y4eHa BO3MOXHOCTB
MIPUMEHEHUS TePMOTPABUMETPHUUYCCKOTO aHAJH3a IS OTIpe-
JIeNeHns JieTyaux npumecert nipu arrectammu CO. Tlomy-
YeHHas OIICHKA HEOTPEIeTICHHOCTH PE3yJIBTAaTOB ISl METO-

14

ma TI'A ynoBmerBopsieT Hambollee >KECTKHE TpeOOBaHMS
3ama4 arrectanuu (apmariesTrnaeckux CO. BeimosHeHne
JIAaHHBIX TpeOOBaHM €CTh HEOOXOJMMBIM YCIIOBHEM Obec-
TICYCHUSI HAJISKHOCTH MPUHSTHS KOPPEKTHOTO 3aKITFOUCHUS
(95 %) o coorBerctBuM aHaym3upyemoro JIC crenmduka-
IHSIM.

Y CTaHOBIIEHO, YTO TEPMOTPABUMETPUICCKAN aHa-
3 obecreynBaeT BO3MOXKHOCTh MCIIONE30BaHUS MUHU-
MAaJIBHOW HaBEeCKH, KOTOPAs MPUHATA B MPAKTHKE hapMa-
[EBTHYECKOTO aHAIN3a JJIs KOJMYECTBEHHBIX OMperesie-
HuH, — 10 Mr. [ mprCBOSHUS aTTECTOBAHHOTO 3HAUE-
HUS JJ11 HauOosee KeCTKUX TpeboBaHWi TpebdyeMas He-
OMpPENCICHHOCTh JOCTUTACTCs IS 5 mapaieabHbIX
OIpeieIICHUH.

ITokazano, uto ansa arrecranuu CO, mpeaHasHa-
YCHHBIX JUIS TECTOB Ha YHCTOTY, METOJ] TEPMOTPABUMET-
pun obecreunBaeT TPEeOYEeMyr0 SKOHOMHUIO HABECKH —
JUISL aTTEeCTAllMM BO3MOXHO HCHOJb30BaHue HaBecku CO
5 MT 1 MeHee.

DKCIIEPUMEHTAIBHBIM IIyTEM YCTaHOBJICHO, YTO
TEPMOTPABIMETPUICCKAN aHAIN3 O0CCIIeYnBacT U3yde-
Hue oxHopoaHoctd CO mis MuHnMansHOW HaBeckn CO
10 mr, 9To sBIseTCs HamboJee KECTKUM TpeOOBaHHEM
st hapmareBTraeckux CO.
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