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KonnuectBeHHoe onpepeneHne kopeunHa
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AHHoTauums: KoghenH TpagnLnMoHHO MCNONb3yeTcs AN OLEHMBAHUA U KOHTPOMS METPONOrMYeCKUX XapakTePUCTMK Xunp-
KOCTHbIX XpOMaTorpados, B TOM YUC/E NPU UCTIbITAHUAX B LIENSX YTBEPXAEHUS TUNa CPeACTB M3MepeHuii. B nocnegHue
rofbl C POCTOM TPe60oBaHWiA K BONPOCY 06eCneveHns METPOIOrMYEeCKO NPOCEXBAEMOCTI KaK Pe3yNnsLTaToB USMEPEHUIA,
Nony4aembIX C NOMOLLbK CPELCTB U3MEPEHWIA, TaK U CPEACTB UCMbITAHUIA UCNONb30BAHNE KO(enHa B BUE peakTnsa
npu NoBepPKe, KaNMOPOBKE, UCMbITAHUAX B LENAX YTBEPXKAEHWUA TUNA CTano NpOTUBOPEYUTL TPEOOBAHUAM LeACTBYHLMX
HOPMATMBHbIX NPABOBbIX aKTOB B 06/1aCTK 06ECMNEYeHUs eMHCTBA U3MEPEHNA.

Llenb uccneposanus coctosana B pa3paboTke u anpobalum MeTOAUKU KONUYECTBEHHOTO ONpeaeneHuns KogenHa B Ko-
(benHe NepBUYHbIM METOLOM KYOHOMETPUYECKOr0 TUTPOBAHUA AN METPONornyeckoro o6ecnedeHns meroga BaXKX
C TO4HOCTBIO He 6onee 1% a6c.

B xoze faHHOro nccnefoBaHus NposejeH Nogpo6HbIA aHann3 METOAO0B ONpefeneHns CoAepXKaHus KohenHa B pasnmy-
HbIX MaTpuuax, a Takxe paspaboraHa u anpobupoBaHa MeTOAMKA ONpefesieHns MacCoBOM oMM KohenHa B KodhenHe
MEeTOLOM KY/IOHOMETPMYECKOro TUTPOBaHmMA. [1ns pa3apaboTaHHON METOAUKN M3MEPEHWNIA OnpeaeNieHbl MeTPOOrnYeckune
XapaKTepPUCTUKK: [Mana3oH N3MepeHuin MaccoBoii aonu koeunna ot 97,00 % a0 99,99 %, paclumpeHHas HeonpeaeneH-
HOCTb (P = 0,95, k = 2) 0,14 %, 410 B 2—6 pa3 NpeBOCXOAMT N0 TOYHOCTU MCMOJIb3YEMbIE TUTPUMETPUYECKNE METOSUKM
aHanmsa. ConocTasrieHne NONMYYEHHbIX PE3YNbTaToB C pe3ynbTataMu U3MepeHuin MaccoBOi 4ONU KOenHa MeToLoM
BIXKX noLTBepAnIM KOMMYTATUBHOCTb METOAA KYNOHOMETPUYECKOr0 TUTPOBAHUSA C MeTOA0M BIXKX, 4TO N03BONSET €ro
npuUMeHnTb ans pa3pa6otku CO coctasa koenHa 4nsa MeTPONOrmyeckoro obecnevenns metoga BIXX.

TeopeTnyeckas 3Ha4UMOCTb UCCNeJ0BaHMSA COCTOUT B [J0Ka3aTebCTBE TEOPETUYECKMX aCNEKTOB BO3MOXHOCTM NPUMeEHe-
HUA METOAa KYNOHOMETPMYECKOro MOLOMETPUHECKOro TUTPOBAHUS 415 BbICOKOTOYHOIO KOMIMYECTBEHHOMO ONpeesieHus
YWUCTbIX OPraHU4eCKUX COEANHEHWIA NYPUHOBOIO paja.

MpakTnyeckas 3HAYUMOCTb NOJTYYEHHbIX PE3YNbTaTOB 3aK/04aeTCH B BO3MOXHOCTM NPUMEHEHNUs pa3paboTaHHON Me-
TOLOMKM KOJIMYECTBEHHOMO OnpefeNieHns KoenHa B KohenHe NepBuYHbIM METOLOM KYJTOHOMETPUYECKOr0 TUTPOBaHMS
¢ npumeHeHnem MNAT 176 ana pazpaboTku cTaHAApPTHOro o6pasua coctaBa KoghenHa n 06ecnevyeHmni Ha ero OCHOBE
METPOMOrNYeCKOii MPOCNEXMBAEMOCTM PE3YbTaTOB N3MePEHNii MeToA0M BIXKX K rocyfapCTBEHHbIM NepBUYHbLIM 3Ta-
NOHaM, BOCMPOM3BOLALLMM eAUHULY BENYUHBI «MACCOBAs LONA KOMMNOHEHTOB>, 1 eJMHMLAM MeXAYHAPOLHOW CUCTEMDI
eanHuy, Sl.

Kniouesblie cnosa: atanoH, 3T 176, kynoHomeTpus, HofoMeTpus, KoeuH, BIXKX, BbICOKO3I((EKTUBHASA XKUJKOCTHAS
Xpomarorpaus, Npoc/exXmMBaemMocTb, METOANKA, KYOHOMETPUYECKOE TUTPOBaHUE

Wcnonb3yembie cokpaweHnus: BIOXKX — BbICOKOI(D(DEKTUBHAA XNUAKOCTHAA xpomartorpadus; NBIT 208-1 -
focynapCTBEeHHbI BTOPUYHOIA 3TaNIOH e4MHML, MAaCCOBOW 40N M MAaccoBON (MONAPHOM) KOHLEHTpALUN OpraHnyecKunx
KOMMOHEHTOB B XXWAKUX W TBEPAbIX BELLEeCTBAX U MaTepuanax Ha 0CHOBE ra3oBOM M XULKOCTHON Xpomartorpaduu,;
M3 — TocyRapCTBEHHbIA MePBUYHbIA 3TanoH; AT 176 — foCyaapCTBEHHbIA NEPBUYHbLIA 3TANOH eAMHNL
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MacCOBOW (MOMAPHOW, aTOMHOWN) LONU U MACCOBOW (MONAPHON) KOHLEHTPALUM KOMMNOHEHTOB B XULKUX U TBEPAbIX
BELLeCTBax M Matepuanax Ha OCHOBE KynoHomeTpuu; VIK-cnekTp — cnekTp ANWH BONH B UH(PAKPACHOM JuUanasoHe;
CW - cpenctea namepenmit; CO — cTaHaapTHbIA 06pasel; GG OEN — depepanbHblit MHGOPMaLMOHHBIA GOHL no o6e-
CMNeYeHNo eaUHCTBA N3MepeHunit; Y®-cnekTp — CNeKTp AJIMH BOSH B yNbTpaduonetosom AnanasoHe; 3Y KT — aTanoHHas
YCTAHOBKA, peannaytolas MeTo KyNOHOMETPUYECKOro TUTPOBaHUA, Bxoadllas B coctas 3T 176.
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Abstract: Caffeine has traditionally been used to assess and control the metrological characteristics of liquid chromatographs.
In recent years, with increasing requirements for the traceability of measurement results, the use of caffeine as a reagent for
verification, calibration, and type approval tests has started to contradict the effective regulations governing measurement
uniformity. This study aims to develop and test a procedure of caffeine quantification in caffeine via primary coulometric
titration for the metrological support of high-performance liquid chromatography (HPLC) with an accuracy of no more
than 1% abs. In the course of work, a detailed analysis of methods for determining caffeine content in various matrices
was carried out; in addition, a procedure for determining caffeine mass fraction in caffeine via coulometric titration was
developed and tested. A comparison of the obtained results with caffeine mass fraction measurements performed using
HPLC confirmed the commutativity of coulometric titration and HPLC. The developed procedure of caffeine quantification
in caffeine via primary coulometric titration employing GET 176 can be used to develop a caffeine composition reference
material and to provide metrological traceability of HPLC measurements on its basis to state primary standards reproducing
the «mass fraction of components» and to Sl units (Systeme international d’unites, SI).

Keywords: standard, GET 176, coulometry, iodometry, caffeine, HPLC, high-performance liquid chromatography, traceability,
procedure, coulometric titration

Abbreviations used: FIF EUM - Federal Information Fund for Ensuring the Uniformity of Measurements; HPLC - high-
performance liquid chromatography; GVET 208-1 — State Secondary Standard of the units of mass fraction and mass (molar)
concentration of organic components in liquid and solid substances and materials based on gas and liquid chromatography;
GET 176 — State Primary Standard of the units of mass (molar, atomic) fraction and mass (molar) concentration of
components in liquid and solid substances and materials based on coulometry; IR spectrum — infrared wavelength spectrum;
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MI - measuring instrument; RM — reference material; UV spectrum — ultraviolet wavelength spectrum; SS CT - standard

system implementing coulometric titration as part of GET 176.
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BeepeHue

MeTtog BbICOKO3(h(HEKTUBHOM XMLKOCTHON XpOMaTo-
rpacpum (fanee — B3XKX) HaxoAnT WNPOKOE NMPUMEHEHUE
B XUMMWYECKON, hapMaLieBTUYECKON, NULLEBOI, HeddTenepe-
pabatbiBatoLLEl NPOMBILLINEHHOCTM, OXPAHE OKPYXXatoLLen
cpegbl u opyrux otpacnsx. BOXKX npuMeHsoT ans KOHTPo-
N9 KQ4eCTBa CbIPbA U FOTOBOM NPOLYKLMMW, KOHTPONA TEXHO-
NOrUYeCKNX NPOLLECCOB, B HAYYHbIX UCCNE0BaHMAX, a TaK-
XXe NS KOHTPOJA NoKasaTeseil aKoornyeckon 6esonac-
HOCTU W peLUeHNs APYrux aHanuTu4eckux sagad. Kogpeut
KaK XUMWU4YeCKoe COefIMHeHNe TPaauLMOHHO UCMONb3YeT-
€A NS KOHTPONIA METPONOTrMYECKUX XapaKTePUCTUK Xunf-
KOCTHbIX XpOMaTorpaoB, OCHALLEHHbIX CeKTPooTOMe-
TPUHECKUMU JeTEKTOPAMU (B TOM YUCHE C AUOLHON MATpU-
Lei), pedpakTOMeTPUYECKUMU, CNAPUTENBHBIMI AETEKTO-
pamu ceeTopaccesHus. OnHako B Poccuiickoit ®egepaumn
no coctosHuio Ha 01.01.2022 oTcyTCTBOBANM CTaHAAPTHbIE
o6pasubl (aanee — CO) kohenna B ctatyce CO yTBEpXeH-
HOro TUNa, He06X0AMUMbIe 118 NOBEPKU, KannMbpOoBKY, UC-
NMblTaHWit cpecTB n3meperun (aanee — CK), B Tom yncne
B LIeNAX YTBEPXAEHUs TUNA, a TakXXe NOCTPOEHUA Kann-
OpOBOYHbBIX (rPaflyMpOBOYHbIX) XapaKTEPUCTUK XUAKOCT-
HbIX XpPOMaTOrpacoB U KOHTPOA TOYHOCTI METOLMUK M3-
MepeHuin B NpoLecce ux npumeHeHns. CTonT 0TMETUTb, HTO
aHanu3 ®U® OEW nokasan Takxxe OTCYTCTBUE U METOANK
M3MepeHNiA MaccoBO J0Nn KOGheunHa B ananasoHe ot 97 %
00 100 % ¢ To4HOCTbIO He Xyxe 1 %.

CornacHo ceefieHusm n3 OO OEN no cocTosHUIO
Ha mait 2022 1., ©3 62 TUNOB XWAKOCTHLIX XpoOMarorpa-
(boB KO(henH npumeHseTca Ans nosepku 14 TMNOB Xpo-
matorpados. Tonbko B 2021 roay ¢ NPUMEHEHMEM pe-
aKTMBa KopemHa 6bina nposepeHa 1421 eanHuua Ta-
Kux xpomarorpados. Y4ynteias tpe6osanua lpukasa
Pocctanpapta ot 31.07.2020 Ne 2510 1 06wiume TpeboBa-
HUs OefepanbHOro 3akoHa ot 26 nioHsg 2008 r. Ne 102-93,
Nnojo6Has NPakTMKa ABMSETCA HEKOPPEKTHOM B CUMY Hapy-
LUeHMs NPUHLMNA NPOCNEXNBAEMOCTN Pe3ybTaToB U3Me-
peHnit K FT0CyAapCTBEHHBLIM NEPBUYHBIM 3TaNnoHaM (fanee —
M3). bonee TOro, COBPEMEHHbI YPOBEHb HAYKMN U TEXHUKN
npeabABnseT Cepbe3Hble TPeOOBAHNA K METPONIOTUYECKNM
xapaktepuctukam CO, UCNONb3YEMbIM B Ka4€CTBE KaJiu-
6paHTOB. Takum 06pa3oM, pa3paboTKa BbICOKOTOUHOW Me-
TOLMKM ONpefeneHns MaccoBOM oMM KoghenHa B KogpenHe,

OCHOBAHHOIN Ha nepBUYHOM MeToe aHanusa [1], ans nocne-
aytolero Boinycka GO coctaBa KodhenHa ABNSETCS 04EHb
aKTyanbHOM METPOJSIOrMYEeCKOMN 3aa4en.

B aHanuTM4ecKoi npakTnke M3BECTHO HECKOJbKO CMo-
c060B KO/IMYECTBEHHOI0 OnpeaeneHns KogoemHa B Koe-
MHCOAEPXKALLMX MaTpuuax. Tak, onpeaeneHne MUKPOKONN-
4eCTB KO(heuHa B IEKAPCTBEHHbIX Npenaparax, cornacHo [2],
npeanaraercs NPOBOAUTL METOAOM BONbTAMIEPOMETPUN
C NpUMeHeHnem inoaa, poTOreHepupoBaHHOro U3 pacTeo-
pa noanaa Kanus.

B FOCT 29148-97 B Ka4ecTBe OCHOBHOIO MeTOAA aHa-
nu3a KodgoenHa B Kohe npeanoxeH meton oToMeTpuye-
CKOro onpeneneHns, 0CHOBAHHbIA HA TUAPOMTUYECKOM
OKMCNEHUM KohenHa B TeTPaMeTUNNypnypoByto KNCIoTy
u nocnegyowiem OTOMETPMYECKOM U3MEPEHUI UHTEH-
CUBHOCTW OKPACKU €€ pacTBopa npu AnuHe BonHbl 540 HM.
OaHako pOTOMETPUYECKUIA METOL PacCYMTaH Ha OTHOCU-
TeNbHO HEBbLICOKOE CcofepXaHune KoeuHa ao 2,3 % n Hop-
MUPYeT NOBTOPAEMOCTb Pe3ynbTatos uamepeHuit 0,15 %
a6ce. (6,5% 0TH.) 1 MeXXNabopaToOPHYO NPELU3NOHHOCTD
0,3 % a6c¢. (13 % OTH.), 4TO 04eBUAHLIM 06PA30M He Y0B-
neTeopsieT Tpe6oBaHMAM K paszpabaTbiBaeMon METOLMKe.
Kpome Toro, cornacHo [3], MeTog He y4uTbIBAET 0CO6EH-
HOCTeil peanbHbix 06pa3L0B Koe, a UMEHHO — U3MEHEHUS
CNEKTPasbHbIX XapakTepuCcTUK UCCIIeAyemMoro KoqpeitHoro
3KCTpakTa BCNeLCTBME BO3MOXHOMO NPUCYTCTBUA NpUMe-
Ceil B 3aBMCUMOCTM OT COPTOBbIX 0COO6EHHOCTEN Kodoe. B pe-
3ynbTaTe CMeLleHNs MakcuMyma nornoweHns pacTeopa
0T 540 HM MOryT NONYYaTbCH CYLLECTBEHHO 3aHUKEHHbIE
AaHHble. Takxe B npunoxenun kK FTOCT 29148-97 npuse-
[leH apOuTPaXKHbIiA, CNOXHbIA B UCMOMHEHUN CNEKTPOO-
TOMETPUYECKUA MeTof, TPeOYIOLWMA NPUMEHEHNS ANaTO-
MWTOBOW 3eMIN, HO NPeLHA3HAYEHHbI 418 CTOMb XKe HU3-
KWNX COAepXXaHumn KoenHa n cyLLLeCTBEHHO He YBENUYMBa-
IOLL{MiA TOYHOCTb aHanusa.

[o BeeneHus TOCT 29148-97 ang onpeaeneHms Ko-
(benHa B Kohe U KohenmHcoaepKaLmx nNpoayKTax Wnpo-
KO NPUMEHSANCSH MeTof A0A0METPUYECKOro TUTPOBAHMS.
MeToZ OCHOBaH Ha KONIMYECTBEHHOM OCaXJeHUn Koen-
Ha B )opme ero nepuoanaa B NPpUCYTCTBUM CEPHOM KUC-
NOTbl PacTBOPOM ii0fa B Kanuu MogmMcToM ¢ nocneayto-
LWUM paspyLLleHnem 3TOro CoeAnHeHNs 3TUNOBbIM CNunp-
TOM. Bbigenuslumniica nog TUTPYIOT pacTBOPOM HaTpus
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Tuocynbdara ¢ J06aBNEHWEM B Ka4yeCcTBe MHANKATOpPA
Kpaxmana B KOHUe TUTpoBaHus. OnpegeneHne BOSMOXHO
W C NOTEHLMOMETPUYECKIM (DUKCMPOBAHMEM TOYKMN 3KBU-
BaneHTHoCTU [4]. MeTof NpofosKaeT NnpMMeHATLCS AN Ka-
YeCTBEHHOMN naeHTUUKaLmn BellecTsa «KohenH» no ofi-
HOMMEHHOW cTaTbe fochapmakonen Fd 14 ©C.2.1.0116.18.

MeTop 6€3B0JHOI0 KUCIIOTHO-OCHOBHOIO TUTPOBAHUS
paccMoTpeH B [5] 1 [6] M 0CHOBAH Ha NPOsABIEHNN KOen-
HOM SIPKO BbIPaXX€HHbIX OCHOBHbIX CBOWCTB B NESHO YK-
CYCHOI KWUC0oTe, NO3BOMAILMUX €ro OTTUTPOBATL CTaH-
[APTHbIM PACTBOPOM XJIOPHOI KMUCNOTbI. [1pn HEe3HAYUTeSb-
HOM moandbukauum metog sowen B F® 14 ®©C.2.1.0116.18
KaK Haubosee NpesnoyTMTENbHbIA 4119 KONUYECTBEHHOr0
onpegenenuns kodpenHa. Meton no3BonseT JOCTUYb TOY-
HocTu 00 0,3 % oTH. OiHAKO ero NpUMeHeHune CBA3aHO
C He0o6Xx04MMOCTbI0 PaboThl C BELLECTBAMU, BXOAALLUMN
B lNepeyeHb HAPKOTUYECKMX CPEACTB, NCUXOTPOMHLIX Be-
LLIECTB W X MPEKYPCOPOB, NOLNEXALLNX KOHTPOMHO, YTBEPX-
JeHHbIn MocTanosneHuem Mpasutensctea PO o1 02.07.2015
Ne 665, 4T0 3aTPYAHAET UCMONb30BAHWE LAHHOW METOAUKMN.

Mpeanaraemas B HACTOALLEN CTaTbe METOANKA OCHOBAHA
Ha NepBUYHOM MeTofie aHanu3a [1] — KyNnoHOMEeTpUYeckom
TUTPOBAHWUW,— KOTOPbIA YCTaHABNNBAET METPONOTNYECKYHO
NPOCNEX1BAeMOCTb A0 eAnHNL MexXyHapoLHO! CUCTEMBI
eMHML, (Kunorpamma, amnepa 1 cekynfpl). Metos 0CHOBaH
Ha NPUMEHEHWUM 3NEKTPOreHepupoBaAHHON0 10a U KYIOHO-
METPUYeCcKN CTaHAAPTU30BAHHOIO pacTBOpa TUOCYNbda-
Ta HATPMA U NO CYTW ABNAETCA Pa3BMTUEM MeTOAa NOA0-
meTpun. Mpu Tom, 410 ycnosus 100 %-ro BeIxoda no ToKy
npu 91eKTPOreHepaLmm noLa U MeTOANKa CTaHAapTU3auum
Thocynbarta HaTpus onucatbl B [7-9], MeToanKu onpege-
NeHUs KoerHa MeToA0M KYIOHOMETPUYECKOro TUTPOBA-
HUS paHee onucaHo He 6b110. B Poccuu metog KynoHome-
TPUYECKOro TUTPOBAHMSA peann3oBaH B f0Cy[apCcTBEHHOM
nepBUYHOM 3TasIOHE eANHUL, MAcCOBON (MONAPHON, aTOM-
HOW) 40NN N MAcCOBOM (MOMAPHON) KOHLEHTPALMN KOM-
NOHEHTOB B XWUAKMX W TBEPLbIX BELLECTBAX U MaTepuanax
Ha O0CHOBe KynoHomeTpuu 3T 176-2019 (nanee — 3T 176)
[10], n3mepuTesbHbIe BO3MOXHOCTW KOTOPOro B 0651aCTH
NPUMEHEHNA METOL0B, OCHOBAHHbIX HA 3NIEKTPOreHepaLnm
oja Lns arTectaynm cTaHgapTHbIX 06pasLoB, 6b11 Nog-
TBEPXAEHbI B PAMKaX MeXAYHapOLHbIX KN0YEBbIX ClnYe-
Huii CCQM K152 «Assay of potassium iodate» [11] n ony6-
NNKOBAHbI B 623€ [aHHbIX KaNUMOPOBOYHbIX U N3MEPUTESb-
HbIX BO3MoXKHocTen MBMB (CMC) [12].

B pa6otax Conosbesoit C. U. [4] u Boponuosa 0. C. [3]
npeAcTaB/ieHbl CBEEHMS 0 CONOCTaBUMOCTU pesyrbTa-
TOB W3MEPEHUN KOhenHa B OPraHM4ecKmx matTpumuax me-
Tofamu inopgomeTpun, BIXKX, a Takxxe hOTOKONOPUMETPUY
1 KanunnAPHOro 3neKTpoopesa B Arnanas3oHe N3MepeHuil
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maccoBoii gonu kogenna ot 0,02 % 10 6,0 %. OaHako, He-
CMOTPS Ha Hann4une NNTepaTypHbIX LaHHbIX 0 XOPOLLeli co-
NOCTaBUMOCTI Pe3ynbTaToB ONpeaeneHns KoenHa BbiLue-
YKa3aHHbIMM MeTOAAMW, TPeBYeTCS NPOBEAEHNE A0NONHN-
TeMbHbIX UCCNE0BAHNIA CONOCTAaBUMOCTN (KOMMYTATUBHO-
CTU) METOZ0B KYNOHOMETPUYECKOTO TUTPOBaHMS U BAXKX
npu onpeAeneHn KogemHa B YUCTOM BELLECTBE C TOYHO-
CTbt0 He 6onee 1% a6e.

Takum 06pa3om, LieNbio HACTOALLEro NCCNefoBaHNs AB-
nanach paspaboTka METOAMKN KONMYECTBEHHOMO onpefe-
NeHus KohenHa B KogoemHe MeTOL0M KYJIOHOMETPUYECKO-
ro TUTPOBAHMA ANA METPONOrn4eckoro obecneyeHns mMe-
Toaa BAXKX npu onpeaeneHnn KodenHa B YUCTOM BelLlle-
CTBE C TOYHOCTbIO He 6onee 1% abc.

3agadamu uccneaoBaHus ctanu: paspaboTka u anpo-
6auua MeToauKN onpeaeneHns MaccoBoi 40NM KoenHa
B 4NCTOM KO(euHe MeTo0M KYNOHOMETPUYECKOro TUTPO-
BaHMA; YCTAHOBJIEHUE METPONOTMYECKNX XapaKTEPUCTUK
MeTOAUKN; NPOBEAeHNE CONOCTABNEHNS NOMYYEHHbIX pe-
3yNbTATOB C Pe3ynbTaTamu, NOY4YeHHbIMM MeTOA0M BIXKX.

Matepuanbi u meToAbI

Marepunan crangaprtHoro o6pasya

B kayecTBe matepuana nns uccnefoBaHus 6bin Bbl-
6paH NPOMbILIIEHHO BbINYCKAaeMbli pPeakTUB Koen-
Ha ans dapmakoneu, naptua Ne 0618, noctaBnaemblii
000 «XumMukc» (Poccus). Matepuan npeactaBnser co-
6oit 6enble KpUcTannsl, pactsopuMsle B Boae. MonspHas
macca — 194,1908 r/monsb [13].

PeakTnsbl

B xopme nccnegoBaHua ucnonb3oBanuch cnepy-
olWMe BELWeCcTBAa U mMaTepuanbl: CTaHAAPTHbIA 06pa-
3ell YTBEPXAEHHOro Tuna coctaa nogata kanus (KI0s
CO YHUUM) TCO 11713-2021, napTtua Ne 1 [14]; Ha-
TPUIA CEPHOBATUCTOKMCAbIA (HAaTpua Tuocynbdar)
5-BOAHbIA, pacTBOP ¢ KOHLeHTpauuen 0,1 monb/oms;
aueTaTtHbln 6ydepHbin pacteop ¢ pH 4,4-4,6 ¢ KOH-
ueHtpauymen 0,5 monb/gM® (aHONWT); HaTpMii a30T-
HOKMCIbIA, pacTBOp C KoHuUeHTapuuen 0,5 monb/am?
(kaTonuT); Kanuii NOAUCTLIA KBAIMPUKALMM X. Y.; KUCNO-
Ta CepHas, KBanuukaumun X. 4., pacTBOP C KOHLIEHTpaLu-
el 2 MONb/AM3; HATPWIA YINEKMCAbIA KBANUUKaLum X M.

06opypnoBanne

ViccnenoBaHus NpoBOAKUAN C NPUMEHEHWEM 3TaNIOHHON
YCTAHOBKWN, peanuayoLLen MeToa KynoHOMETPUYECKOrO TH-
TpoBaHwus, BxoasLien B coctas 3T 176, npeacTaBneHHOA
Ha puc. 1. KynoHomeTpuyeckas cuctema Y KT 6bina Ha-
CTpOeHa An1g NpoBeaeHMs H0LOMETPUYECKOr0 TUTPOBAHUA
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Puc. 1. 3TanoHHas ycTaHOBKA, peanuayoLias MeToq Kyno-
HOMETPUYECKOro TUTPOBAHMA B COCTaBe [0CYAapCTBEHHOMO
NepBUYHOr0 3TasIOHA eMHUL MAcCOBON (MONSPHOI, aTOMHOWN)
[0/IM 1 MaCcCOBOI (MONAPHOMN) KOHLIEHTPALMN KOMMNOHEHTOB
B XMAKWX BELLECTBAX M MaTepuanax Ha OCHOBE KYNOHOMETpUm
3T 176-2019

Fig.1. Standard system implementing the coulometric titration
as a part of GET 176-2019 State Primary Standard of the
units of mass (molar, atomic) fraction and mass (molar)

concentration of components in liquid and solid substances and
materials based on coulometry

B COOTBETCTBUW C 6JI0K-CXEMOWN, NPUMEHSAEMbIMU Cpef-
CTBAMW U3MEPEHNii, peakTUBaMn U maTepuanamu, onu-
CaHHbIMU B [9].

NpeHTucpnkauuma kocpenHa

[ns naeHTudmkauum nccneayemoro BellecTsa Koge-
MHA 6bINU CHATLI CMEKTPbI B YNbTPAdUONeTOBON U NHGpa-
KpacHoi 06nacTu, pesynsTatbl NPeCcTaBneHbl Ha puc. 2-4.

NoeHTudomkaumio nccneayemoro Bewiecrtsa no Yo-
CMeKTPY NPOBOAUNN C NpUMeHeHnem focyaapCTBEHHOIO
BTOPUYHOrO 3TasiOHa €AMHUL MacCOBOW A0NM M Mac-
COBOW (MONIAPHON) KOHLEHTPALUN OpPraHnYecknx Kom-
NOHEHTOB B XXWAKWUX U TBEPAbIX BELlecTBaxX U marepua-
Nax Ha OCHOBe ra3oBOM M XUAKOCTHON XpomaTorpadun
IBIT 208-1-2016 [15] npu cneayoWwmx yCnoBusx:

BIXX, I 14 ©C.2.1.0116.18
ZORBAX Eclipse

XDB-C18 (Analitical 4,6 x250 mm
5-micron)

MoasuxHas asza A (MPA) TetparngpodypaH

MogsuxHas asa B (M®B) Auetonutpun

MoasuxHas asza C (NMOC) 1,36 r Tpuruapara awerara HaTpus,
pacTBopeHHble B 1000 cm? ¢ ne-
[AHOW YKCYCHOW KUCITOTOM Nput

pH = (4,5+0,1)

MeTton
KonoHka

13okpatunyeckuit, MOA: MOB:
Nnoc (2,0:2,5:95,5)

Pexxum antouposaHus

PactBoputens 2,0 cm® MDA, 2,5 cm® NDB,
95,5 cm® NNOC

Maccosas koHueHTpauus 0,21 mr/cm®

pacTeopa

BeoauMmblit 06beM 10 mm®

CKopocTb NOTOKa 1 cM3/MuH

TemnepaTypa Tepmoctata 25 °C

KOJTOHKM

Ycnosus peructpauum 275 HM

Bpems ygepxxueaHus 13,1 MuH

NoeHtudunkaunsa sewectsa no VK-cnekTpy nposoau-
nu ¢ npumeHeHnem NK-®ypbe cnektpomeTpa Nicolet
iS5 (Thermo, CLLIA).

Ycnosus npoBefeHns N3MepeHnin:

feTeKTop DTGS KBr
CBETOAENNUTENb KBr

JnanasoH BONHOBbLIX yucen, cm™ 0T 3495,26 0o 499,96
4UCII0 CKAHOB NPO6bI 16

41CNO CKAHOB CPaBHEHMA 16

paspeLueHue 4,000

CKOPOCTb 3epkana 0,4747

anadparma 100,00

Y®-cnekTp nccneayemoro BeLLecTsa cocTaBun 275 HM,
4TO COOTBETCTBYET BELUECTBY «KO(DEUH» (273 HM B COOT-
getcTBuN ¢ T® 14 ©C.2.1.0116.18).

Ha xpomatorpammax 2 n 3 uaeHTUdUUNPOBaHbI Npu-
MECHbI€ NUKK, COOTBETCTBYIOLLINE BELLIECTBAM: TEOOPOMUH,
TeouIINH 1 6eH30MHasA KUCnoTa.

PeaynbraTbl uaeHTUMKaLun Belectsa no NK-cnektpy
npueeaeHs! B Tabn. 1.

Mpoueaypa KysIOHOMETPUYECKOro

TUTPOBaHUA

Mpoby KodhenHa, focTaTo4Hy0 Ang nposeeHns 10 ns-
MepeHuit (1 1), BbICYLUMBANMN B Te4eHWe 12-Tu 4acos B Cy-
WwunbHom Wwkady (Binder, lepmanung) npu Temnepary-
pe (70+1) °C, 3atem oxnaxjanu 4o KOMHATHOW Temnepa-
Typbl B 3KCUKaTOpE Hag okcugom docdopa (V).

Mpoby noparta Kanus, AOCTATOYHYO ANF NPOBELEHUA
10 uamepeHuii (3 1), BbICYLIMBAMNN B TEYEHME 2-X 4ACOB B CY-
WwunbHoM wkady npu temneparype (110£5) °C, 3atem ox-
naXxganu Ao KOMHaTHO TemnepaTypbl B 3KCUKATOPe Hajg
okcupgom cpoccopa (V).

Bce 9M1eKTpONINTbI TOTOBMIIM HA [LEMOHU3UPOBAHHOM
BOJE, AOMNOMHNUTENIbHO 0CBO6OXAEHHOW OT KMCI0poaa,

Measurement Standards. Reference Materials. 2023. Vol. 19, no. 4. P. 115-127 m
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— Kodew:_0,840 wr_mn_24.02.2021 11_57_22_181 - AMA

[monj]

13,07 Kodpenn

Nz

12 14 16 18 P
Bpems
Puc. 2. Xpomatorpamma nccnegyemoro BeLLecTsa KogenHa
Fig. 2. Chromatogram of the test substance (caffeine)

[mon)
[
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q
|
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®
5
§ 0,5/ %
R
R
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0,0/ F’«‘A A
; . — v -
5 10 15 20 25 (i)

Bpems

Puc. 3. Xpomarorpammbl nccreyemoro BeLecTsa KoenHa u pactsopuTens
Fig. 3. Chromatograms of the test substance (caffeine) and solvent

ITpocMoTtp cnekrpa - M/ 1
— CnekTp, COOTBETCTBY I0WWi To4Ke 13,09 min. BbI6GpaHHOM XpOMaTOrpaMMbl
— KodeuH (YHUM GubnuoTteka)

fon]

T T
300 350 40C

T
200 250
[Hm]

JlimHa BOJIHBL
V®-crekTp HCCIeyeMOoro BEIecTBa
co BpeMeHeM yzepxuBanus 13,1 mun (275 M)
Puc. 4. YO-cnekTp BelecTsa ¢ BpeMeHeM yaepxanns 13,1 MUH npu gnunHe BONHbI 275 HM

Fig. 4. UV spectrum of the substance with a retention time of 13.1 min at a wavelength of 275 nm

W XPaHWIN MO NOCTOSHHBIM MOTOKOM aproHa BbICOKOWA no MeTOAY 3aMeLLeHNs ¢ y4eTOM NonpaBKn Ha NOALEMHYHO

YUCTOThI (fanee — ferasupoBaHHas BoAa). cuny Bo3ayxa [16]. Maccy HaBeckn paccynTbIBanu no pas-
Hasecky kobenna (0,050£0,002 r) nomewianu B npes-  HOCTU [ABYX B3BeLUUBAHUMN.

BapUTENbHO B3BELLIEHHYO KOOy BMeCcTUMOCTbio 100 cm® Hasecky iopata kanua (0,070+0,002 r) nomeLyanm

1 B3BELUMBANN HA BECaX NabopaTOPHbIX SNMEKTPOHHbIX B KOMOGY, COAEPXaLly HaBeCKY KOGhenHa, 1 B3BeLIMBaNu

CP225D (Sartorius, lfepmanus) ¢ guckpetHocTblo 1-10-51  Ha Becax ¢ AMCKPeTHOCTbto 1-10-5 1 no MeTo4y 3ameLLeHus

m StanoHsbl. CranaapTHble obpasubl. 2023. T.19, N2 4. C. 115-127
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Ta6nuyal. Pesynbtatel uaeHTUuKaunu kodgpeusa no NK-cnektpy ¢ npumeHeHnem VK-Oypbe cnektpomerpa

l\g(t:)(l)leet1l.8\rl)%esults of caffeine identification on the basis of the IR spectrum using the Nicolet iS5 FT-IR
spectrometer
WHpeke CteneHb cooTBETCTBUA, % CoeiMHeHMe N0 cNPaBOYHUKY CnekTpanbHas 6ubnuoreka

10 98,08 Caffeine HR Spectra IR Demo

184 97,70 Caffeine Georgia State Forensic Drugs

184 97,70 Caffeine in KBR Georgia State Crime Lab Sample Library

CoOTBETCTBME NCCNIEAYEMOTO BELLECTBA COBANHEHMIO «KOMDENH» YCTAHOBNEHO CO CTENeHbio co0TBeTcTBUA 97,70 %.

C Y4€TOM NONpaBKM Ha NOAbLEMHYIO cuny Bo3ayxa. Maccy
HaBECKMW PacCYuTbIBaNK N0 Pa3HOCTU [BYX B3BELIMBAHNIA.

HaBecKy npeaBapuTeNbHO CTaHAAPTU30BaHHOIO0 No [9]
B YCII0BMAX 06ecnevenns ctabunbHocTu [17] pacteopa Tno-
cynbchaTa HaTpus okono 10 cm® oT6Mpanu Npu NOMOLLY 0J-
HOPa30BOro LUNPMLA 11 B3BELLMBASIN HA BECAX C TOYHOCTbLIO
00 1-10-%r ¢ y4eTom NonpaBKmM Ha BbITANKNUBALOLLYIO CUNTY
B03ayxa. Maccy npo6bl onpeaensnu no pasHocTy ByX B3Be-
wmnBaHnii. K cmecn KohenHa u inogata Kanus npunmsanu
[era3upoBaHHyto BoAY, 40BOAS 06beM pacTBopa Ao 30 cms.
Konby nnoTHO 3akpbiBanu NpobKON W TaTesIbHO nepe-
MeLLKUBaNN [0 NOSHOr0 PacTBOPEHMS KPUCTaNI0B Npoobl.

B KoHn4eckyto konby ¢ 50 cm® pa3b6aBneHHO CepHON
KNCNOTbI J06aBNANN OKOSO 2 I 0AUAA Kannus, UHTEHCUB-
HO nepemeLLnBanu 4o NOHOro PacTBOPEHUS KPUCTANIOB,
3aTeM He3aMeanMTeNbHO 0T6upanu okono 20 cm® cmecn
¥ NpUNKUBanu B KONBY C PAaCTBOPOM KOpenHa u nopara ka-
nus. MNpu aToM pacTeop NPo6bl Npro6peTan HaCbILLEHHbIN
dhmoneToBbIN LUBET U BbiNaaan 6ypbin ocagok. Konby ¢ pac-
TBOPOM MJI0THO 3aKpbIBaNN NPOBKON M B3BELLIMBANN HA BECAX
C LMCKPETHOCTbIO 1-10-4 T ¢ y4eTOM NONPaBKMN Ha BbITANKN-
BalOLLLyt0 cuny Bo3ayxa. ocne B3BeLIMBaHUS KONOY Bblaep-
XKMBaNN B TEMHOM LUKady B Te4eHne 15 MuHyT. [Mposoaunun
npoueafypy npessaputensHoro Tutposanus Ha 3Y KT B co-
OTBETCTBUM C [9]. 3aTeM C NOMOLLbHO LUNPNLA C TOPLIEBLIM
unbTpoM ¢ pazamepom memopaH He 6onee 0,45 MKM 0T CO-
LEPXMMOro Konbbl 0T6Mpany anukBoTy 0kono 5 cm®, yaa-
nAnNKU PUNBLTP, B3BELLIMBANN LUINPUL, C aNIMKBOTO HA BECaX
C AMCKPETHOCTbI0 1-10-° 1 no MeToAY 3aMeLLEeHus € y4eToM
NonpaBKu Ha NOAbEMHYIO CUY BO3AYXA M BHOCUIN B KYNO-
HOMETPUYECKYIO A4eiKy. [lanee B pabouyto Kamepy s4eiku
BHOCW/IN HABECKY TUOCYNbpaTa HaTpUs No Kanasm Ao na-
LEHUA NHANKATOPHOrO curHana. JJoTUTPOBKY U36bITKA TH-
ocynbhara HaTpus NPOBOAMIU 3J1EKTPOreHePUPOBAHHbIM
ioflom TOKOM 1 MA UMNyNbCamu Mo 5 CeKyHA.

PesynbTaTt e€AMHMYHOTO WU3MEpPEHUA OLEeHWBa-
N1 N0 CBOAHON DOpMYyne, BKNKYAOLWEA KaXabli aTan
U3MepeHus:

l. MCfn . 6"’4/003 “Myor, My, -C .
4 4 : M %10, My-pa
Cfn — mcfh ]
UL-(t, —t)+U,t,) .
muo Z-FoR an
x100%,
Ty pa

roe Acﬁ, — maccoBas nons kogeuna, %;

A0, —Maccosas 4ona MoAaTa Kanus, ycTaHoBEHHaS
MEeTOA0M KYNIOHOMETPUYECKOr0 TUTPOBAHNA C abCOMHOT-
HOW pacLuMpeHHoil HeonpefeneHHocTbio (k=2, P =0,95)
He 6onee 0,05 %;

M0, My~ MoOnsipHasi macca viofata kanus u koge-
'Ha, COOTBETCTBEHHO, [/MOTb;

M103 Mpny My, Mo~ MACCA HABECKN OfATA Ka-
nns, koenHa, anukBoTbl U pacTBopa Nocie NpoBefeHMs
peakuimn, COOTBETCTBEHHO, T;

C,.0 — KOMMYECTBEHHOE COZIEPXKAHME TUOCYNbATa Ha-
Tpus B Npo6e, MoJb/KI pacTBopa,;

U, - 3Ha4eHmne HanpsXeHNs reHepaTopHOro ToKa npu
npeaBapuTelbHOM TUTPOBaHMN, B;

U, - 3Ha4eHMe HanpsKeHNs reHepaTopHOro ToKa npu
OCHOBHOM TUTPOBaHWK, B;

Us; - 3Ha4eHne HanpshxeHUsi reHepaTopHOro Toka npu
3aK/II04NTENIbHOM TUTPOBAHMK, B;

t', — o6Lee BpeMs NpeBapUTeNbHOr0 TUTPOBAHUS, C;

t, — BpeMs, COOTBETCTBYIOLLEE TOYKE KOHL.a NpeaBapu-
TeNbHOT0 TUTPOBAHUS, C;

¢, — BPeMs OCHOBHOI0 TUTPOBAHMWS, C;

t; — BpeMsl, COOTBETCTBYIOLLEE TOYKE KOHLA 3aKITH04N-
TeNbHOr0 TUTPOBAHUS, C;

Z —YIUCNIO 3MIEKTPOHOB, YYACTBYIOLLMX B peakumn (z =2);

F —noctosHnas ®apanes, Kn/monb
(F'=96485,33212 Kn/monb);
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M, — MACCA NPOO6LI C YHETOM NONPABKW Ha NOLbeM-
HYI0 CUNy BO34yXa, T;

R - conpotuBneHne atanoHHoro pesucropa, Om.

[na onpefeneHns conocTaBMMOCTM Pe3ynbTaToB M3-
MepeHWin MaccoBOi 40NN KohenHa MeTo40M KyNnoHOMe-
TPUYECKOro TUTpOBaHMsa U BIXKX 6binin NpoBeAeHbl KO-
NUYECTBEHHbIE M3MEPeHMa KodhenHa Ha BT 208-1 npu
YCNOBUAX, pernameHTupoBaHHbix B O 14 ©C.2.1.0116.18.

Pesynbrathl M 06CyXaeHune

B xo4e nccnefoBaHus npoBenn U3MepeHns naTu pac-
TBOPEHHbIX NP06 KO(eunHa, No TPy napannenbHbiX onpe-
JeneHns B KaXXKA0W. Pe3ynbTaTbl U3MepeHUA NPUBEAEHbI
B Ta61. 2.

brogxer HeonpegeneHHocTH

BlofxeT HeonpefeneHHOCTM OLIeHUBANM MO aNropuTMam
IOCT 34100.3-2017/1SO/IEC Guide 98-3:2008. Pe3ynbrathl
pacyeToB NPUBEAEHbI B TabN. 3.

[ns noATBEPXXAeHUS KOMMYTATUBHOCTYN ObInN NONyYe-
Hbl NATb Pe3yybTaToB U3MEPEeHMiA MacCOBOI 40NN Kodden-
Ha B KodhenHe meTogom BAOXKX Ha TBIT 208-1. Pe3ynbTathl
N3MepeHunit npueeeHsl B Ta6N. 4.

PesynbTtartbl M3MepeHUin MaccoBON 40N KODenHa B Ko-
(henHe NPoOEMOHCTPMPOBANY XOPOLLYIO COFNMAcoOBaHHOCTb
NPUMEHSIEMbIX METOJI0B KYTOHOMETPUYECKOTO TUTPOBAHUS
1 metoaa BIXX.

CTaHpapTHOE OTKNOHEHME Pe3ynbTaToB U3MeEPEHWI
mexay npo6amu Ha ypoBHe 0,05 % roBopuT 0 OCTaTOYHOI

Ta6nuua 2. Pe3ynbraTbl U3MepPeHW A MacCOBOM A0S KOGhEeMHA B NATW PacTBOPEHHbIX Npo6ax KoeunHa
Table 2. Results of measuring caffeine mass fraction in five dissolved samples of caffeine

Homep npo6ei, | PE3YbTaTbl napannenbHbix ONpeAenetii, % | cpenuee sHauenme Maccosoil CKO cpeaHero

n 1 2 3 noau kotheuna B npobe, % B npo6e, %

1 99,750 99,770 100,283 99,934 0,17

2 99,986 99,867 99,608 99,820 0,11

3 99,435 99,977 100,410 99,941 0,28

4 99,989 100,492 99,841 100,107 0,20

5 100,222 100,020 99,366 100,036 0,10
CpeqaHee 3Ha4yeHWe MaccoBOW A0NK KohenHa B matepuane, % 99,968
CpefiHee KBaapaTU4ecKoe OTKIIOHeHWE CpeaHero peaynbrata uamepeHuin (n = 15), % 0,075

Ta6nuua 3. BOJXeT HeonpeaeneHHOCTU M3MEPEHMS MACCOBOM 0NN KOGeNHa B KOGEUHE METOA0M

KYNIOHOMETPUYECKOro TUTpoBaHus Ha 3T 176

Table 3. Results of measuring caffeine mass fraction in five dissolved samples of caffeine

o Xap::::puc- Benuuuna HeonpegenexHocTb P:::g?- qucmﬁ::fl;“ncm Bknaa .
X en. u; en. Hue c; en. cu;, |en.
A |DoBTOPA- 99,968 % |0074763| % N 1 1 74810 | % | 15
B |U, 0,01007 B 6,89-10-° B R 6,00-10-" %/B 41310° | % |
B |1 67,6056 ¢ [1,08104 R 210104 ic | 21610 | % |
B |, 38,84140 c 5,5910-° ® R 21010 %/c 117108 | % |
B |Us 0,01006 B 7,8310-° B R 3,36 %/B 263104 | % | o
B |n 1608926 | ¢ [10310%| ¢ R 210104 ic | 21610 | % | o
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OKOH4YyaHue tabn. 3
End of Table 3

o Xap::;:p"c' Benuunna HeonpepenenHocTh P;::g?- qyscrsﬁ:fl;uocm Bknan .
X, en. u, en. Hue c; en. cu, |en.
B | Myas 5,288701 r 1,1410-° r R 18,9 %/r 2,16104 | % | o
B | Mo 0,51711 r 7,7810-° r R 12,0310 %/r 1,580 [ % |
B |R 10,001477 Om |5,0010%| Om R ]3,9810" %/0Mm 1,99108 | % |
B (M 194,1908 r/monb | 8,3210-%| r/monb R [515107"| %/(r/monb) |4,2810-% | % | o
B |F 96485,332120 | Kn/monsb | 5,00-10-| Kn/monb | R | 4,130 [ %/(Kn/monb) | 2,06-10-2| % | o
B |z 1 - 0 N 1 %l- 0 % | ©
B [Chio 0,19583 monb/Kr | 3,771075 | monb/Kr R 10,4 | %/(monb/kr) | 3,9210~4 | % | o
B | Auddpysus - monb/Kr | 9,94-107 | monb/Kr R 1 %/(Mmonb/kr) | 9,94107 | % | «©
B [Bnusauue 0, - monb/kr |1,00-1072 [ monb/kr R 1 %/(Monb/kr) | 1,00102 | % | oo
B |3acsetka - monb/Kr 1,00-10%| monb/Kr R 1 %/(Mmonb/kr) | 1,00-103 | % | o
B [Yucrorta Ar - monb/kr | 1,86-10 [ monb/kr R 1 %/(Monb/kr) | 1,86-10°7 | % | oo
B [Mpumecn - monb/kr |1,65-10-8 [ monb/kr R 1 %/(Monb/kr) | 1,651078 | % | oo
B |mgio, 0,157204 r 7,7810°° R 25,0 %/r 1,95102 | % |
B | Mkio, 219,9998 r/monb [2,2010-%| r/monb R [3,7210-°| %/(r/monb) | 8,18-10-8 | % | o
B | Mpacrs 115,95859 r 7,7810°° r R 129310 %/r 2,28108 [ % |
B | ma, 5,28870 r 7,7810-° r R |1,2110- %!/r 9,43108 [ % |
B g'é’;;;;m - monb/kr |5,00102| monw/kr | R 1 | %/(monb/kr) | 5,00102 | % | o
B [Axio, 0,99964 r/r  |3,0010-* r/r R 3,94 %/(r/T) 1,1810-2 | % |
ATTeCTOBaHHOE 3Ha4eHue 99,968 | %
A6CONOTHaA CTaHAapTHAA HeonpeaeneHHoCTb TUNa A, u,, % 0,048 | %
A6conoTHas cTaHAapTHasA HeonpeneneHHoCTb Tuna B, ug, % 0,051 | %
A6conoTHaa cymmapHas ctaHgapTHas HeonpeaeneHHocTb, ue, % 0,071 | %
A6contoTHas pacluMpeHHas HeonpeaeneHHocTs (k= 2, P =0,95), U, % 0,14 %

MOJIHOTE M3BJIEYEHUS NOLA, OCAKAEHNA, CTENEHU Punb-
TpALMN N MUHUMU3ALMN OLIMOOK, CBA3AHHLIX C OTGOPOM
aNKBOT 1 BAIMSHWEM KUCNIOPOAA BO3AYXA.

[MokasaTenn TOYHOCTM pa3paboTaHHON METOAMKW
NPEBOCXOAAT NOKA3aATENN LUINPOKO NMPUMEHAEMbIX 6e3-
BOAHbLIX TUTpUMeTpuyeckux metoguk (0,3 %) [5] u cy-
LLIECTBEHHO NPEBOCXOAAT ONUCaHHbIE HOLOMETPUYECKNE

metoamnku (0,9 %) [5]. Takum o6pa3om, pazpaboTaHHas me-
TOAMKA ONpPEeLeNieHns MaccoBO L0NN KOheuHa B Kodpente
MEeTOJI0M KYIOHOMETPUYECKOr0 TUTPOBAHUS MOXET ObITh
npuMeHeHa npu pa3paboTke CTaHAAPTHOro obpasua co-
cTaBa KopenHa s Lesei MeTponornieckoro obecneye-
HUS U3MEPEHMIA METO0M BbICOKO3(DEKTUBHOM XXUAKOCT-
HOM Xpomarorpaduu.
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Ta6nuua 4. Pe3ynbratbl UI3MEpPeHWA MaccoBOW 40NN KoghenHa B KodpenHe metogom BaXKX Ha MBIT 208-1
Table 4. Results of measuring caffeine mass fraction in caffeine via HPLC by means of GVET 208-1

Homep usmepenus MaccoBas gons kotheuna B Kotheute, %

1 99,970
2 99,971
3 99,972
4 99,972
5 99,969
CpenHee 3Ha4yeHWe MaccoBOW AonK KodeunHa, A, % 99,97
A6CONt0THAA cTaHAapTHasA HeonpeaeneHHocTb Tuna A, u,, % 0,0005
A6CONOTHAA CTaHAapTHAs HeonpeaeneHHoCTb Tuna B, ug, % 0,199
A6ConTHas cyMmmapHas ctaHaapTHas HeonpeaeneHHoCTb, u,, % 0,4

A6CconTHaA pacluMpeHHas HeonpeaeneHHocTs (k= 2, P =0,95), U, % 0,8

3akntoyeHne

3ajia4ya yCTaHOBJIEHMA U KOHTPOSIS METPONOrMYecKux
XapakTepUCTMK BbICOKOI((EKTUBHBIX XKNULKOCTHbIX XPO-
MaTorpaoB ABNAETCA aKTyanbHON B CUNY UX LWIMPOKOro
NPUMEHEHUS B Pa3JINYHbIX OTPACIAX NPOMBILLIEHHOCTMU.
Haun6onee y106HbIM CPEACTBOM METPOJSIOrMYECKOr0 06e-
CreyveHns npu NpoBeLeHNN NOBEPKM, KanubpoBKM, UCnbITa-
HUM B LIENAX YTBEPXKAEHUA TUNA, 2 TAKXKE NOCTPOEHUA rpa-
[OYUPOBOYHbIX XapaKTePUCTUK XXUAKOCTHbIX XpoMaTorpa-
(pOB M KOHTPONA TOYHOCTN METOLMK N3MEPEHNIA B NpoLiecce
NX NPUMEHEHNA ABNAIOTCA CTAHLAPTHbIE 06pa3Lbl COCTaBa
YUCThIX BELLECTB 1 MX PACTBOPOB C METPOSIOrMYECKOi NPo-
CNEX1BaeMOoCTbI0 40 MeXKLyHapOaHOM cucTembl efuHuL Sl.

B xofe npoBefeHHOro uccnefosanus paspaboraHa
n anpobupoBaHa MeTOANKA U3MEPEHWIA MacCOBOI J0NK
KO(heuHa B KohenHe MeTO40M KYOHOMETPUYECKOro TUTPO-
BaHus. [insa pa3paboTaHHO METOAUKM OnpejeneHbl MeTpo-
NOrNYEeCKIUe XapakTepUCTUKU: SNanasoH U3MepeHnin Macco-
BOM aonu kodpenHa ot 97,00 % 40 99,99 %, paclumpeHHas
HeonpeaeneHHocTs (P = 0,95, k= 2) 0,14 %, 4To B 2—6 pa3
NPeBOCXOAUT NO TOYHOCTW UCMOSb3YEMbIE TUTPUMETPN-
YyecKue MeTOAMKM aHanusa. Eule ogHUM NpeumyLLecTBOM
NpeasioXKeHHON METOAUKU SBNAETCA OTCYTCTBUE HEOOXO-
AUMOCTW NPUMEHEHNSA peareHToB, TpebyoLuX cnelmany-
3UpOBaHHOrO y4eTa (npekypcopos). ConocTasneHne nony-
YEHHbIX PE3YyNbTaTOB C Pe3ynbTaramMu U3MEpPeHNin Macco-
BOW O0NM KohenHa MeTofom BIXKX noareepamnm Kom-
MYTaTMBHOCTb METOAa KYNOHOMETPUYECKOrO TUTPOBAHUS
C MeToi0M BIXKX, 4TO N0O3BONAET €ro NPUMEHUTb ANs pas-
pa6oTku CO cocTaBa kogheuHa.
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TeopeTnyeckas 3Ha4MMOCTb UCCIE0BAHUA COCTOMUT
B 0Ka3aTesIbCTBE TEOPETUYECKUX ACNEKTOB BO3MOXHO-
CTW MPUMEHEHMS MeTOAA KYNOHOMETPUYECKOro NoaoMe-
TPUYECKOro TUTPOBAHUS A1t BICOKOTOYHOrO KONNYECTBEH-
HOro ONpeAeneHuns YUCTbIX OPraHUYECKUX COeMHEHNNA Ny-
PUHOBOrO psaa.

MpakTnyeckas 3HAYMMOCTb NONYYEHHbIX PE3YNbTaTOB
3aK/04aeTCs B BO3MOXHOCTW NPUMEHEHNS pa3paboTaH-
HOW METOAUKU KONMMYECTBEHHOMO OnpeadenieHns Kodgen-
Ha B KODeuHe NepBUYHbIM METOLOM KYNIOHOMETPUYECKO-
ro TUTPOBaHWs ¢ npumeHeHnem AT 176 ana pa3paboTku
cTaHJapTHoro obpasua coctaBa KodenHa 1 o6ecneyeHum
Ha ero 0CHOBE METPONOrNYecKoil NPOCeXnBaeMocTi pe-
3yNbTaToOB M3MepeHuii metofom BIXKX K rocynapcTBeH-
HbIM NEPBUYHLIM 3TaNOHaM, BOCMIPOM3BOAALLNM eANHNLY
BEJINYMHbI «MaccoBas 0N KOMMNOHEHTOB», U eAuHULAM
MexayHapoAaHoO cuctembl egnHnL S.

bnarogapHocTu: liccnefoBaHue NpoBeeHo npu u-
HaHcoBon nogaepxke YHUUM — dpunuana ®ryn «BHANM
um. . . Mengeneesa». ABTOpbI BbipaxatoT 6narogap-
HOCTb W rNy60KY0 NPU3HATENbHOCTb KONEKTMBY nabopa-
TOPUM METPOJIOr M BNAroMeTPUM 1 CTaHaapTHbIX 06pa3LoB
YHUWUM - dounuana ©rYn «BHAAM um. [1. . Mengeneesa»
3a BbINOJSIHEHME U3MEPEHUI MAacCOBOW [0MN KodhenHa Me-
Toaom BIXKX Ha MBAT 208-1.
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