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BBEJAEHUE

AKTYaJIbHOCTh TE€MbI

WNureHcuBHOE pa3BuTHE (HapMaleBTUUECKOW OTPACIU MPUBOJIUT K MOBBIIIECHUIO
YPOBHSI TEXHUYECKOTO OCHAICHUS, PACHIMPEHUI0 HOMEHKJIATYPHl JICKApPCTBEHHBIX
cpenctB (JIC), moBblieHUI0 TpeOOBAaHUN K MX KAueCTBY M METOJaM KOHTPOJIS. ITO
BBIBEJIO TpeOOBaHUS K (DapMaKOIEMHOMY aHaJu3y Ha COBEPIICHHO NPYroil ypOBEHb W
ONpeAeNnwIo YETKYI0 TEHICHIMIO K TEPEexXoJly Ha pacIIMPeHHOE HCIIOIb30BaHHE
CJIOHBIX, CEJIEKTUBHBIX, BBICOKOUYBCTBUTEIBHBIX (PU3MUECKUX U (PUZUKO-XUMUUYECKUX
MeToZ0B aHanmmza. O030p Beaymmx 3apyOeKHbIX (¢apMakoneil MO3BOJSET ClenaTh
3aKJIIOYEHUE, YTO JJIi  YCTAHOBJICHHUS TMOJUIMHHOCTH, aHalu3a YHUCTOTHI U
KoJumdecTBeHHOro omnpeneneHus: JIC nperuMyIiecTBEHHO UCIOJIb3YIOTCS UMEHHO TaKue
METO/BI, peanm3aIs KOTOPBIX MpeaycMaTpUBACT HCIOJIB30BAHUE CTAHIAPTHBIX
00pa31oB [1]. Bo-niepBbIX, 3TO MO3BOJISIET COBEPIIEHCTBOBATH MOAXO/IbI U TPEOOBAHUS K
KoHTposito kadectBa JIC, pgemaer dapmaneBTHUECKUN aHAIW3 OOBEKTUBHBIM U
JIOCTOBEPHBIM. BO-BTOpBIX, TapaHTHPYET IOCTYIUICHHE Ha PBIHOK A()PEKTHBHOW WU
0e30macHoOi JIeKapCTBEHHOM MPOAYKIMU. B CBA3M ¢ 3TUM, akTyajdbHa HEOOXOJIUMOCTh
HaJIM4YMs U JOCTYITHOCTH CTaHAAPTHBIX 00pa3loB (hapMaleBTUUECKUX CyOCTaHLIUM.

Crenenb pa3padloTaHHOCTH TeMbI UCCJIEA0BAHUSA

[IpoGneme co3manusi CTaHAAPTHBIX OOPA3IOB TMOCBSIIEHBI PabOTHI aKageMUKa
PAMH, npodeccopa Ap3amaciieBa A.Il., npodeccopa Camuukopoit H.I1, npodeccopa
Hopodeesa B.JI u ap. yuensix [2, 3, 4, 5]. bnarogaps ux ucciaeIoBaHHSIM BIIEPBBIC
obOmas ¢dapmakoneiiHas cratbd «CrangapTHble oOpasubl» Obula BkiIrodeHa B Xl
dapmaxornero CCCP [59]. Ha nanubiii MoMeHT ®DenepanbHbiM 3akoHOM Ne 429-D3 ot
22.12.2014 r. «O BHecennn wusMeHeHudd B DenepanbHbiii 3akoH «OO0 oOparieHUN
JICKapCTBEHHBIX CPEJIICTBY, BBOJSTCSl OMNpeNeNieHUs] CTaHJapTHOTO oOpa3ia
(dbapMakonelHOro CTaHJApTHOTO o00paslia, MNPOU3BEAEHHOTO B COOTBETCTBUU C
dapmakonieiinoit cratbeir [6, 7]. "19.1) cranmapTHble 0O0pa3iBl - BEIIECTBA,
MOCPEJICTBOM  CPAaBHCHHS C KOTOPBIMH OCYIIECTBIISICTCS KOHTPOJL KadecTBa

HCCIICAYCMBIX  JICKAPCTBCHHLIX CPCACTB C IIOMOIIBIO CI)I/I3I/IKO-XI/IMI/I‘-ICCKI/IX u



OMOJOTMYECKUX METOJOB B ILEJIAX MOJATBEPKACHUS COOTBETCTBUS JIEKAPCTBEHHBIX
CpeACTB  TpeOOBaHUSM  HOPMATHBHOW  JIOKYMEHTAllMM, YCTAaHOBJICHHBIM  IIpU
OCYILECTBJICHUU TOCYJIapCTBEHHON PEruCTpalid, WU KOTOpPbIE MPUMEHSIOTCS IS
KaTUOpOBKM CTaHAAPTHBIX OOpa3lOoB MPOU3BOAUTENS JIEKAPCTBEHHBIX CPEJACTB,
UCITIOJIb3YEMBIX JJII KOHTPOJIS KaueCcTBa M MHBIX I[eJIel Mpu 00paleHUuu JIeKapCTBEHHBIX
cpencts». K coxkanenuto, B '® XIII obmmas ctaThs He BKiIoueHa [23].

Cornacno EBpomneiickoii ¢dapmakonee (EP) cranmapTable 00pa3ibl HCIONb3YIOT
JJISl JOCTHDKEHUST HAJJIEkKAIIETO YPOBHS KOHTPOJS KAauecTBa JIEKAPCTBEHHBIX CPEICTB
[8,9]. CrarmapTHbie 00paslbl NPUMEHSIOT JII KOHTPOJIS KavyecTBa JICKAPCTBEHHBIX
CPEICTB, HauMHas OT pa3pabOTKHU JEKAPCTBEHHBIX NpenaparoB W BIUIOTh J0 HX
ucnojp30BaHusl norpedurenem. I[lpu pa3zpaboTke JI€KapCTBEHHBIX CPEACTB YXKE Ha
CTaJAUM BalUJAlMM AHAJUTUYECKUX METOAMK HEOOXOAUMO YIENATh CEepPbhE3HOE

BHHUMAHHC HUCIIOJIb30BAHUIO CTAHAAPTHBIX o6pa3u0B.

JIOCTYITHOCTh CTaHAAPTHBIX O0pa3oB (HaKTUYECKH BO MHOTOM ONpEessieT
YPOBEHb KOHTPOJISI KayecTBa JIEKAPCTBEHHBIX CpPENCTB B crpaHe. [lonuTuka
amepukanckoir Qapmakonen (USP) cocroutr B TOoM, uto mnpumepHo s 80 %
MpenaparoB, HAXOJAIIMXCS Ha pPbIHKE, JOJDKHBI OBITh BBEACHBI B JICHCTBUE
dbapmakoneiiHple MOHOTrpauu U, COOTBETCTBEHHO, HMEThCS (DapMaleBTUUECKUE
CTaHJapTHbIE 00pa3libl, HEOOXOAMMBIE MJii KOHTPOJSI KauyecTBa M CyOCTaHLMH, H
npenapara. HowmeHknatypa ¢apmaneBTUYecKuX CTaHAapTHRIX oOpasmoB USP
cocraBisieT okono 2600 nHammenoBanuit  [3]. us cpaBHenms, B Poccuiickoi
denepanid B HACTOSIIMH MOMEHT B (DapMalleBTHUECKOM aHAIM3€ HCIOIb3YIOTCS
CTaHJapTHBIE 00pa3libl 3apyO0eKHBIX (papMakore v MPaKTHUYECKH HET OTEYECTBEHHBIX
(oxosio 60). Bompoc o craryce (rocynapCTBEHHON PETHCTpPALMM WM BKIIOUYCHUU B
locymapctBennniii  peectp JIC) dapmakoneldHbIX CTaHAApTHBIX OOpa3IOB  Ha
JIEKapCTBEHHbIE TPEnapaTbl OTEYECTBEHHOTO MPOU3BOJACTBA C JICHCTBYIOIIMMU
BEILECTBAMH, HE BKJIIOYEHHBIMH B MHOCTpaHHble ¢dapmakoneu (EP, BP, USP u np.),
MPEACTaBISICT COO0OM TPoOen B CYIMIECTBYIOIIEM HOPMATUBHOM pETYJIUPOBAHUH, a

MMEHHO: OTCYTCTBYET MOpANOK YTBEPKICHUS HOPMAaTUBHOW JTOKYMEHTalUUMW Ha



CTaHJapTHHIE 00pa3lbl U BKIOYEHHUS UX B ['OCynapCTBEHHBIN peecTp JeKapCTBEHHBIX

cpencts [10, 11].

B nocnegnue rogel ocCHOBHBIM HanpasieHueMm uccienosannii ®I'bHY «Hayuno-
UCCIIEIOBATENbCKUA HMHCTUTYT (apmakosorun umeHn B.B. 3akycoBa» sBisercs
CO3/1aHHE BBICOKOI(PPEKTUBHBIX JIEKAPCTBEHHBIX CPEJICTB MENTUTHOW CTPYKTYPHI,

o0Jagaronux pa3TuIHoN (HPapMaKoJIOTUIECKONH aKTUBHOCTBIO.

Crneunduka mpuMeHEHUs, MUPOKUNA CHEKTp (HapMaKOJIOTHMYECKONH aKTUBHOCTH, a
TaKKe€ BOIPOCHI 0E30MACHOCTH JIEKAPCTBEHHBIX CPEICTB HEPA3PbIBHO CBSI3aHBI C
MOBBIIICHUEM TIPEIBSABIAEMbIX TpeOOBaHMI K HMX KadyecTBy. B CBsi3M C 3ITUM
CTaHJApTU3AIMI0 OPUTHHAIBHBIX JIEKAPCTBEHHBIX CPEICTB HEOOXOIUMO MPOBOJMTH
BBICOKOUYBCTBUTEIBHBIMU, TOUYHBIMH M CHEIU(DUUHBIMH COBPEMEHHBIMU (DU3UKO-
XUMUYECKUMU METOJaMH aHajn3a, MOdTOMY, aKTyaJbHBIM SBISIETCA pa3padoTKa

CTaHJApPTHBIX 00pa3loB U (PapMaKONEHHBIX CTaTE HA HUX.

Heab wucciaenoBanus: pa3padoTath (apMakoneHble CTaHIapTHbIE 00pa3slibl,
npeaHa3HAaYeHHbIE JJIs CTaHJapTH3allMd W KOHTPOJIA KadyecTBAa OTEYECTBEHHBIX
WHHOBAIIMOHHBIX JIEKAPCTBEHHBIX CPEJCTB MENTUAHON cTpyKTypbl Junenta u I'b-115
no nokazareimsiMm «Mnentudukanus», «Ilocroponnne npumecn» u «KosmuecTBeHHOE

OIIPCACIICHUC) .

3axauu uccjaeI0BAHUM:

1.  M3yuuTh COBpEMEHHOE COCTOSIHUE U MEPCIEKTUBBI COBEPIICHCTBOBAHUS CUCTEMbI
obOecrieuenuss kadvectBa  JIC W onpenenuTs OCHOBHBIE TEHACHIMU Pa3BUTHS

cranaaptusamnuu JIC nenTuiHoi CTpyKTyphl 3a pyoeskom u B PO.

2. [IpoBecTH KOMIUIEKCHBIE HCCIIEIOBaHUS IO H3YYCHHUIO (PU3UKO-XUMHUYECKUX
CBOMCTB M pa3pabOTKe METOJIMK aHalin3a CTaHJapTHBIX oOpa3uoB Junenta u I'b-115 ¢
nomombtlo  MetonoB  MK-cmektpomerpun, Y®-cnekrpodotomerpun u  AMP-

CIICKTPOCKOIINH JJIA TOATBCPIKACHUA UX ITOJJIMHHOCTH.



3. HawnOoiiee nojiHO 0xapakTepru30BaTh Ka4eCTBO CTaHAApTHBIX 00pa3noB ['b-115 u
Hunenta mno oOummM nokaszarensiM  (apmakorneiiHoro aHanusa (OHHUCaHUE,
pacTBOPUMOCTD, YIEIBHOE BpallleHHe, TemIlepaTypa IUIaBICHUs, BOJAA, Cyilb(aTHas
3014, TSDKENbIE METAJJIbl) MU YCTAHOBUTH HOPMBI JJIsi BKJIIOUEHHUS B (papMaKoIeHHbIe

CTaTbu.

4. [TpoBecTn Xxpomarorpaduyeckuii aHajqnu3 YUCTOTHI CTaHAAPTHBIX oOpasuoB I'b-
115 u Jlunenta no noka3zarento «lloctoponnue npumecu» ¢ nomoibio Metoga BOXX,

YCTAaHOBUTH HOPMBI UL BKIIFOUCHUS B q)apMaKOHCﬁHBIG CTaTbU.

S. Pa3paboTtaTe 1 BaTuANpPOBaTH METOAUKH OIEHKU (hapMaKOTIEWHBIX CTAaHAAPTHBIX
oopazuoB ['b-115 wu [unenta mno mnokazatento «OcTaTo4yHbIE OpPraHUYECKUE

PaCTBOPUTCIIMN C IIOMOIOBIO MCTOAA F)KX, YCTAaHOBUTH HOPMEI I10 AAHHOMY pa3acily.

6. [IpoBecTH KOJMYECTBEHHOE OIpEAEeHHe CTaHAapTHbIX oOpasuoB ['b-115 wu
Junenra metonom Kbenpaans, OLEHUTh BO3MOXHOCTh UX MCIOJIB30BaHUS B Ka4ECTBE

(apMaKkoINeNHbIX CTaHJAPTHBIX 00Pa3LIOB.

7. Pa3pabGortate (¢apmakoneiiHble CcTaTbl Ha MOJY4YEHHbIE (QapMakoneiiHbie

cTangapTHeIe oOpasisl Junenrta u ['b-115.
Hay4nasi HoBU3Ha

[IpoBeneHBl KOMIUIEKCHBIE HCCIEAOBAHMS IO W3YYEHUIO (DU3HKO-XMMHYECKUX
CBOMCTB M pa3pabOTKe METOJIUK aHaJIu3a CTaHAapTHHIX oOpasuoB umenta u I'b-115 ¢
nomompto  MerogoB  MK-cnekrpomerpun, VY®-cnekrpoporomerpun u - SAMP-

CIICKTPOCKOIIMH I HAACKHOI'O ITOATBCPKACHUA UX ITIOATMHHOCTH.

PazpaboTtansl ¥ BamuIUpPOBaHbl METOJAUMKH ompeaeneHuss "OCTaTOUYHBIX
OopraHuuyeckux pactBopureneil’ ¢ mnomombio Meroga [2KX. OOocHOBaHbl U

YCTAaHOBJICHBI HOPMbI U1 BKIIFOUCHHA B HOPMATHBHYIO JTOKYMCHTAIIUIO.

Pazpabotansl papmakorneitHbie CTaThi Ha CTaHIApTHBIE 00pa3Iibl JIEKAPCTBEHHBIX
cpenctB mentuaHou CTpyktypel — Jwienta u ['b-115. Bmepswsie oOocHoBaHa

BO3MOXHOCTb MCIIOJIb30BaAHUSA IIOJIYUYCHHBIX CTAHAAPTHBIX 06pa3u03 AJI1 KOHTPOJIA



kauectBa JIC mentumHoit crpyktypsl — Jwienta m I'b-115 — mo mnokazarensm

«Unentudukanusny», «locroponnue npumecn» u «KomaumuecTBeHHOE OMpeIeIeHNE .
Teopernyeckasi 1 NPAKTHYECKAs 3HAYUMOCTb Pe3yJIbTATOB HCCJIEI0BAHNUS

[lonxomet  k  pa3paboTke  ¢apMakoNeHWHBIX  CTAaHAAPTHBIX  OOpa3IoB
JIEKapCTBEHHBIX BEIIECTB MENTHUAHOU CTPYKTYpPhl MOTYT OBITh PEKOMEHAOBAaHBI IMPHU
peleHu TOMOOHBIX 3ajay Ui JIPYTUX JIeKAPCTBEHHBIX BEIIECTB MNENTHAHOU
CTpYKTyphl. Pa3pa®oTaHbl METOAMKH aHAJIUTUYECKOTO KOHTPOJIA CTaHIAPTHBIX
obpasnoB [unenta u I'b-115, ycranoBiaeHbl HOpMBI KaudecTBa. PaspaboraHHbIe
METOJMKHU BHEJIPEHBI B pabOTy OnbITHO-TexHOJornyeckoro otaena ®I'bHY «Hayuno-
UCCIIeIOBaTEeNbCKU UHCTUTYT (apMakosnorun umeHu B.B. 3akycoBay» mig aHanu3za

CTaHJIapTHBIX 00pa3ioB qunenta u ['b-115.

Odopmienst mpoektsl @C Ha ctanaapTHbie 00pasibl Junenta u ['b-115.
OCHOBHBIE M0JI02KE€HN I, BBIHOCUMbIC HA 3AIUTY

1. O6ocHOBaHUE HEOOXOJUMOCTH KOMIUIEKCHBIX MCIBITAHUA JJI1  HAJEKHOM
UACHTU(UKALIMK CTaHAAPTHBIX 00pa3loB HeNnTUAHbIX npenapatoB — ['b-115 u
Jlunenta C  WCHOJB30BAaHUEM  CHEKTPaIbHBIX MeTofoB aHanmuza (Y-
cnekrpodoromerpun, UK-cnekrpomerpun u AMP CB-cniekrpockonun).

2. DKcIiepuMeHTaabHOoe O000CHOBaHHWE HEOOXOAMMOCTH TPOBEACHHUS KOHTPOJIS
KauecTBa CTaHJAPTHBIX OOpasloB MO OOmMM ¢dapMaKONEeHHbIM HCIBITAHUIM
(pacTBOpPUMOCTb, YAENBHOE BpAaILEHUE, BOJA, Cyilb(paTHas 30J51a, TSKeEIble
METaJIJIbl) M YCTAaHOBJIEHUE HOPM I10 3TUM MOKA3aTENSIM.

3. PesynbpTaThl xpoMarorpaduueckoro aHaldza YHUCTOTHI CTAHIAPTHBIX O0pa3IloB
['b-115 u Hunenta ¢ npumenenneM metona BOXX. YcranoBneHne HOpM 1O
noka3zarento «[loctoponnue npumecny.

4. MeTonWKU OMPENENICHUS OCTATOYHBIX OPraHMYECKUX pPacTBOPUTENICH B
CTaHJApPTHBIX 0Opa3Iax I'b-115 wu Junenra wMerogom IXKX u wux

BaJIMAAITMOHHBIC XapPAKTCPHUCTHUKH.



10

5. DKCHepUMEHTAIbHbIE [JaHHBIE KOJUYECTBEHHOI'O ONpPENENIEHUsI CTaHAApTHBIX
obpasnoB ['b-115 u lunenta metogom Kbeenpaanst 1 000CHOBaHUE BO3ZMOXHOCTH
WCIIOJIb30BAHUSL TOJMYYEHHBIX CTaHAapTHBIX oO0pasmoB ['b-115 u unenra B
KauyecTBe (papMaKOIMEHHBIX CTAaHIAPTHBIX 00pPa3IIOB.

6. OO6ocHOBaHME TMOKa3aTeJe M HOPM KadyecTBa MOJYUYEHHBIX (apMakomeHHBIX
cTtaHgapTHeIX oOpasioB ['b-115 u Jlunmenrta myist BkiatoueHust B dhapMaKomnehHbIe

CTaThbu.
MeTOIlOJIOFI/Iﬂ H ME€TOABI UCCJICA0OBAHUA

Metononoruss  ucciuenoBaHuss  OasupoBajlach  Ha  OOIIMX — IPUHLIMIIAX
(apMakonenHOro aHajau3a Mo YCTAaHOBJIEHUIO KPUTEPUEB U HOPM KauecTBa KOMILIEKCA
METOJI0B, 00ECIIEUNBAIOIINX JAOCTHKEHUSI TPEOyeMOro YpOBHsI KauecTBa CTaHJAPTHBIX

06p33HOB JICKApCTBCHHLIX CPCACTB.

B xonme pabGoThl ObuIM mNpuMeHeHbl MeToAbl Y dD-cnekrpodoromerpuu, MK-
cnexkrpomeTpun, AMP-cniekTpockonuu. XpomaTorpapuyeckuid aHajau3 MPOBOJUIIHU C
nomombto BOXX ¢ Y®-gerexktupoBanuem, a Ttakke [KX ¢ miamenHo-
MOHU3ALMOHHBIM JeTeKTOpoM. KonmyuecTBeHHOE omnpeieNieHue CTaHIapTHBIX 00pa3IoB
MPOBOJMIMN ¢ TTomolblo MeTona Kbenbaans. [lomydeHHsle pe3yabTaThl 00pabOTaHBbI C

MOMOIIIBI0 porpaMMHOTo obecnieuenust Microsoft Office Excel.

I[OCTOBepHOCTb HAY4IHbIX 10JI0K€EHUH U BHIBOJIOB

IlepBuuHble [aHHBIC, TOJYYEHHbIE B pE3YyJbTAaT€ IPOBEICHUS HACTOSIIETO
WCCIIEIOBAHUSI, MOJYYECHBI MPU MOMOIIU COBPEMEHHBIX METOJOB aHaIN3a, SBISIOTCS
JIOCTOBEPHBIMU M TOYHBIMHU, YTO TIIOJTBEPXKJICHO B XOJE MPOBEACHUS Baduiallud
pa3pabOTaHHBIX METOAMK. Vcmonb3oBaHHOE O00OpPYIOBaHUE WMEJO JEHCTBYIONIUE
CBUJIETENIBCTBA O MOBEPKE M 3apETUCTPUPOBAHO B PeecTpe CpelncTB M3MEpPEeHHs], 4TO

MO3BOJICT CHUTATH PC3YJIbTATBI HCCIICJOBAHUA JJOCTOBCPHBIMMU.
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AnpobGanus padoThI

OcCHOBHBIEC PE3YJIBTATHI TUCCEPTAIMOHHON pabOThl ObUTH TipencTaBieHbl Ha X XI
PoccuiickoM HanmoHaiabHOM KOHTpecce «YemoBek u yekapctBo». (Mocksa, ampenb
2014), na dakyIbTETCKOW HAyYHO-TIPAKTHUECKOM KOH(epeHIH mnocBsienHoi 110-
JETUIO CO JHS pokaeHus 3aciyxkeHHoro nesrenss Hayku CCCP, n.6.H., mpodeccopa
[IBaiikoBoit M.JI. T'BOY BIIO Ilepporo MI'MVY um. U.M.CeuenoBa MuHn3apasa
Poccum (MockBa, wuroHb 2015). Takxke pe3yapTaThl ObUIM NPEICTaBICHBI Ha
MexayHapoiHOH  Hay4dHO-TIpaKTHYeCcKoW  KoHpepeHiuu  «DapmarieBTUYECKOe
oOpa3oBaHHe, HAyKa W TPOU3BOJCTBO — OpueHTUP Ha crparternio «Kazaxcran-2020».

(Kazaxcran, [lIpiMkeHT, OKTAOpB 2014).

Amnpobanusa auccepranuu coctosiach «03» ¢eBpans 2017 r. Ha 3acemaHuu
Kadeapsl (papMaleBTUUECKON M TOKcHKoJornuyecko xumuu uM. A.Il. Ap3amacueBa

O N®duTM ®I'BOY BO Ilepsoiit MI'MY umenn um. 1.M. Ceuenosa.

JIMYHBIA BKJIAJ aBTOpPa

ABTOpY TPHUHAIJICKUT BeAyllass pojib B MPOBEACHUM HKCIEPUMEHTATIBHBIX
UCCJIEIOBAHMM, aHanu3e M OOOOIIEHHHM TMOJY4YeHHBIX pe3yibTaToB. Bkian asTopa
ABJISIETCSA OMNPEIEISAIONIMM Ha BCEX ATallax HCCIENOBaHMS: OT MOCTAHOBKHU 3ajad, MX
HKCIIEPUMEHTAJILHO-TEOPETUUECKOM peanu3aiuu 10 OOCYXACHUS pe3yJIbTaTOB B

HAy4YHbIX MyOJIHMKaAIMs, TE3UCAX U TOKIIAIaX.

CooTBeTcTBHE JUCCEPTANMH NACITOPTY HAYYHOH CHENUATBLHOCTH

Hayunble monokeHus quccepTalud COOTBETCTBYIOT (OopMyJie CHEIUaTIbHOCTU
14.04.02 «®apmaneBTrdeckass Xxumusi, (GpapmMakorHosus». Pe3ynbTaTsl MPOBEICHHOTO
UCCJIEIOBAHUSI COOTBETCTBYIOT OOJACTH MCCIEOBAHUS CIELHAIBHOCTH, KOHKPETHO

NyHKTY 2 ¥ 3 cienuanbHOCTH «DapmarieBTuueckast Xumus, (papMaKOTHO3HSI.
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yonukannu

[To maTepuanaM ArccepTalMOHHON pabOThI OMMYOJIMKOBAHO 8 TIEYaTHBIX PadoOT, U3
HUX — 4 B u3nanusax u3 nepeunss BAK u 2 B W3naHuu, BKIIOYEHHOM B 0a3y JaHHBIX

Scopus.

CBsi3b TeMbl HCCJIEI0BAHMS € NMPOOJEMHBIM ILUIAHOM (papMaleBTHYECKHX

HAYK

HuccepranmmonHas paboTa BBITIOJIHEHA B paMKaX KOMIUIEKCHOW TeMbI Kadeapbl
dapmaneBTUUeCKOM U TOKcuKonorudeckoil xumuu uMm. A.Il. Apzamacuea O] UDuTm
OI'bOY BO Ilepeeiii MI'MY wum. U.M. CeuenoBa MunsapaBa Poccun
«CoBEpIIEHCTBOBAHUE 00pa3oBaTEIbHBIX TEXHOJIOTUH JIOJUTLIOMHOTO "
MOCJICTUTIIIOMHOTO MEIMIIMHCKOTO U (hapMarieBTHUeckoro oOpa3zoBanus». Homep
rocyaapctBeHHor peructpauuu: 01.2.011.68237. CoOTBETCTBYET IUIAHY HAyYHBIX
uccienoBanuii kadeapsl hapManeBTUYECKOW U TOKCHUKOJIOrM4Yeckoil xumuu uMm. A.IL
Ap3amacueBa «OCHOBHBIE HAIPABJICHUS CO3/IaHUS U OLICHKHA Ka4eCTBA JICKAPCTBEHHBIX

cpeacTB» (HoMmep rocynapcreHHol peructpamuu 01.2.009.07145).
CtpykTypa U 00beM AUCCEPTALIUN

JuccepranuonHas pabota uzioxeHa Ha 140 cTpaHuIiax MalIMHOMMCHOTO TEKCTA,
U TPWIOKEHUS, COCTOMT U3 BBEJCHUS, 4 TJaB, cojepkamux 0030p JTUTEpaTypHBIX
JAHHBIX TO0 u3naraemoi Tteme (1 riaBa), SKCHIEPUMEHTATBHON 4YacTh (COOCTBEHHOTO
UCCIIEJIOBAaHUsI), TJI€ OMKMCAaHbl: MaTepualibl W METOJbl, HCIOJb30BAaHHBIE B XOJI€
MPOBENCHUsI dKCrepuMeHTa (2 TiaBa), u3ydeHue (HU3MKO-XUMHUYECKUX CBOWCTB U
pa3paboTKa METOJWK aHaliM3a CTaHAapTHOro odOpaszua Jlumenrta (3 riaBa), u3ydyeHue
(U3UKO-XMMHUYECKUX CBOWMCTB M pa3pabOTKa METOAUK aHAM3a CTaHAAPTHOTO oOpasla

['b-115 (4 rnaBa), oOIIUX BHIBOJIOB , CIIMCKA COKPAIIICHUI U CIIMCKA JINTEPATyPHI.

Hucceprauus Bkimouyaer 34 Ttabnunbsl W 23 pucyHka. bubnmorpaduueckuii

CIIUCOK COAEPKUT 117 MCTOUYHUKOB.
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I'JTABA 1. O030p JuTepatypsbl

[lenpro HacTOsIIErO0 0030pa JHUTEPATYphl SBIACTCS aHAIM3 WHOOpPMAIUU O
CTaHJApTHBIX oOO0pa3liax, aHajiu3 OTEYECTBEHHOM U 3apyOeXHOW JIUTEepaTyphl,
MOCBSAIICHHON pa3paboTke craHaapTHeIX oOpasmoB (CO), a Takke HOPMATHBHOM
nokymeHTaruu Ha mnoiydeHHple CO, HM3y4eHWI0 CHUHTE3a M OYHCTKH CYOCTaHITUI
UCCJIENyEMbIX  JIEKAPCTBEHHBIX  CPEACTB, a TaKKe M3y4YeHHE IMOAXOJOB K
dbapmakoneiHOMY aHaIN3Y JIEKAPCTBEHHBIX MPENapaToB MENTHIHON CTPYKTYPHI.

KadecTBO n€KapCTBEHHBIX CPEICTB U TMPOIECC CTAHAAPTU3ALUU SIBISIOTCS
Hepa3JeIMMbIMU TMOHATHSIMHU. B Hactosiee BpeMs ¢apMakoONeHHbI aHaIU3 J000To
JIEKQpCTBEHHOI'O CPEJICTBA BKJIIOYAET B CE€OSl OIIEHKY KadyecTBa MO TPEM OCHOBHBIM
HaIpaBJICHUSIM, TaKUM KakK: WIACHTHU(UKAIUS JIEKapCTBEHHOTO CpEJCTBA — aHAJIM3
MOJJIMHHOCTH, OIIEHKAa YHUCTOTHl JIEKAPCTBEHHOTO CpEICTBA - HMHA4YE€ TOBOPS,
OIICHUBACTCSl COJEp)KaHUE TMPUMECEH Pa3IMYHOIO MPOUCXOKACHUSA, a TaKxkKe
KOJIMYECTBEHHOE OTPE/IETICHUE - YCTAHOBIICHUE COAEPKaHUs JIEKAPCTBEHHOIO BEIIECTBA
B HccienyeMoM oOpasine. B coBpeMeHHOM MuUpE TMOSBWIMCH JIOMOJHHUTEIIbHbBIE
npoOJieMbl, CBSI3AHHBIE HE TOJBKO C HAJIMYMEM MPOU3BOJICTBEHHOTIO Opaka, HO U C
YMBIIUJIEHHOW  (anbcudukanumein mpoaykuuu ¢GapMareBTUYeCKOro MPOU3BO/JICTBA.
[TonoOHbIe TIPOOJIEMBbI MOBHIIAIOT TPEOOBAHUSI K aHATU3Y JICKAPCTBEHHBIX CPEJCTB U
JTUKTYIOT HEOOXOAMMOCTh PACIHIMPEHUS CIIEKTpa HUCIMONb3YEeMbIX (U3UYECKUX U
(U3UKO-XUMUUYECKUX ~ METOJIOB aHaiau3za, TaK  KaK  CHOEKTpalibHble W
xpomaTtorpaduueckue MeTOIbl YI0OHBI TEM, YTO JalOT OOJbIION 00bEeM KauyeCTBEHHOM
uH(pOpMAaIUU 32 CPAaBHUTEIHLHO HEOOJBIIONW MPOMEKYTOK BPEMEHH, a TakKe MOTYT
NPEJOCTaBUTh YHUKAIBbHYIO HH(POPMAIMI0O O COACPKAHUU CJIEIOBBIX KOJUYECTB
npuMmeceii. B yClOBHSIX KOHTPOJIbHO-aHAIUTHYECKUX JlabopaTopuid, a TakKKe
nabopaTopuii KOHTPOJISI KauyecTBa Ha TMPOU3BOJICTBE, IUPOKOE MPUMEHEHHE HAXOISAT
pa3IMYHbIC COBPEMEHHBIE METO/IbI aHATN3a. B yacTHOCTH, CieKTpajabHble METObI: Y D-
cnekrpoporomerpuun U HMK-criektpomerpun, Macc-CeKTpOMETPHs, CHEKTPOCKOMHS

SJIEPHOTO MarHuTHOro pesoHanca (SIMP), aTomMHO-aOcopOLMOHHAS CHEKTPOCKOIHUS
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(AAC), aromHo-smuccuonHasi cnekrtpockonus (ADC). OrpoMHOe 3Ha4YeHUE B
dapmakoneiHOM aHaNIMW3e TOMYYWIM XpoMmarorpaduyeckue METONbl aHaln3a:
BBICOKOO((eKTUBHAsL KUAKOCTHas xpomarorpadus (BDXKX), razo-kuakoctHas
xpomarorpadust (I7KX), a Takke tonkocnonHas xpomarorpadus (TCX). He tepsitor
CBOEH aKTyaJbHOCTH ONpEJIeTICHUE TeMIIEpaTyphl IJIABJICHUS, TEMIIEPATYPbl KUTICHUS U
JPYTUe METOJIbl aHAIIN3a, TAKUE KaK MOJSIPUMETPUS U pepaKTOMETPHSL.

O030p COBpEeMEHHON HOPMAaTUBHOW JOKYMEHTAIlMM HAa MPOU3BOIUMBIC
JIEKapCTBEHHbIE MperapaThl, TakKUue Kak 3apyOekKHble (papMakomneu BEAYUIUX CTpaH
Mupa, ¢dapMakonelHbIe CTaThbH, a TAKKE TEXHMUYECKHE YCJIOBHUS Ha JICKAPCTBECHHBIC
Ipenaparsl, MO3BOJISIET CIeTATh BEIBOJIBI, UTO JJIS ONPEACIICHNS KauecTBa OOIBITMHCTBA
JIEKapCTBEHHBIX MPENapaToB MPEUMYIIECTBEHHO UCTIOIB3YIOTCS UMEHHO (PU3UYECKUE U
bU3UKO-XMMHUYECKHE METOJbl. TeM HH MEHee BeACTCS IIOCTOSHHAs padoTa IIo
YCOBEPILIEHCTBOBAHUIO TPUOOPOB M METOJIMK TIPOBEICHUS aHaln3a; KPOME TOro,
BEIyTCS WM3BICKAHWUS 10 YBEIWYCHUIO YYBCTBUTEIBHOCTH W  CEJICKTUBHOCTH,
UCITOJIB3yEeMBIX (PM3UUECKUX U (PH3UKO-XUMHUIECKUX METOJIOB aHAIH3A.

[Ipu ucnonb3oBaHUM (PU3NUECKUX U (DUBMKO-XUMHUYECKUX METOJOB OILICHKHU
KauecTBa JICKAPCTBEHHBIX CPEJCTB MPOBOAWTCS OICHKA CBOWCTB, HWMEIOIINX
MOCTOSIHHBIC XapaKTEPUCTUKU JJII KaXKIOTO OMPEIEeICHHOTO BEIIECTBA, YTO MO3BOJISET
OXapaKTepU30BaTh YKa3aHHbIE CBOMCTBA OJMH Pa3 U MCMOJIb30BaTh MX B JAJIbHEHUIIIEM
aHallM3e MOCJIEIYIOIINX CEpUil JaHHOTO JIEKAPCTBEHHOTO IMpemapaTta. B cBoio odepenp
Ha XOJI TIPOBENCHMSI M PEe3yJbTaT aHajIn3a MOTYT BIHUATH paziuyHbie (PAKTOpPHI, HE
UMEIOIINE TTOCTOSTHHBIX 3HAYCHHH, HAIpUMep, TeMIlepaTypa, BIAKHOCTh W JIaBJICHHC,
KpoMe TOro, O0JbIIIOe BIMSHUE HA MCCIEIOBAaHNE UMEET MCIOIb3yeMoe 000pyI0BaHHE
Pa3IMYHbIX IPOU3BOAUTEIICH, CEPUM, KOMIUIEKTAUW U aMOPTU3ALIUH.

Omun w3 HaubOosee dSPEGEKTUBHBIX CIOCOOOB MPEOJ0JIETh BO3MOXKHBIC

HCTOYHOCTH B IIPOHOCCCC IIPOBCACHHUA aHalIn3a IIPH HCIIOJIb30BaHHUH (1)I/IBI/II(O-

XUMHUYECKUX METOJOB — OTO MCIHOJB30BaHUE (HapMaKONMEHHBIX CTaHIAPTHBIX
00pasIioB.
CranpmapTHblii  oOpa3ell — 93TO AayTEHTUYHBIM TOMOTCHHBIM MaTepual,

HpeﬂHaSHaquHBIﬁ A1 IPUMCHCHUA TIPU OMPCACIICHHBIX XUMHUYCCKUX U (bHSH‘ICCKI/IX
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UCIIBITAHUSIX, B KOTOPBIX €r0 CBOWCTBA CPAaBHUBAKOTCS CO CBOMCTBAMH HCIBITYEMOIO
npenapara, U HMEIOUIUMI CTENEeHb YHUCTOTHI, JOCTATOYHYIO IS MPEANOoaraeMoro
ucrons3oBanus [26]. JIpyrumu ciioBamu, CTaHAapTHBIE 00pa3Ibl MPEICTABISIIOT COOO0M
TOYHO OXapaKTEPU30BAaHHBIE BEIIECTBA, KOTOPbIE IIOJBEPraloTCAd IPU KOHTPOJIE
KauecTBa TOMY K€ KOMIUIEKCY METOJIMK, YTO M MCCIeqyeMblid npenapar. Hanpumep,
OJIMHAKOBOE IIOJIOKEHUE IIATEH Ha IUIACTHMHKE [JIs1 TOHKOCIOMHOM XpomaTorpaduu
CTAaHJIAPTHOTO U UCCIEAYEMOTO BEIIECTB WA OJUHAKOBBIN CIIEKTP, Ioixy4eHHbId B K-
CHEKTPOMETPUHA CTAHJAPTHOTO M HCCIEAYEMOI'O BEIIECTB, CBUICTEIBCTBYIOT O
MOJTMHHOCTH JIEKApCTBEHHOTO Tpernapara. B kadecTBe cTaHIapTHOrO 00pasiia MOXKET
UCIIOJIB30BaThCA KaK CaMO JIEKApCTBEHHOE BEIECTBO, TaK W IPUMECH, KOTOPbIE
TpeOyIOT KayeCTBEHHOW M KOJMYECTBEHHOM OICHKM B aHaJIM3€ JIEKAPCTBEHHOIO
npenapara.

JUis HEKOTOpBhIX JIEKAPCTBEHHBIX IpenaparoB pa3pabOTaHbl METOIUKU
buzmyeckux ¢ (U3MKO-XMMHYECKUX METOJIOB aHaiu3a 0€3 HCIOJb30BaHUS
CTaHAApTHBIX oOpasuoB (Hanpumep, meton Y D-crnektpodoTomMeTpun Mo yAEIbHOMY
MOKa3aTeNI0 MOIMIOMIEHHU Il KOJMYECTBEHHOTO OIpeleieHHs (papMalleBTUYECKUX
cyOcTaHIuii).

[IpumepoM  MOAOOHBIX  METOAMK  MOXKET  CIYXHUTb  HCIIOJIb30BaHHE
TOHKOCJIOMHON Xpomarorpaduu ¢ MNPUMEHEHHEM BHYTPEHHErOo CTaHIapTa 3a CYeT
HAaHECEHUs HEeOOJbUIOr0 KOJUYECTBA MCHIBITYEMOrO BellecTBa, 1-2 Mr, Hapsgy cC
OonpmM  KonmuecTBoM, Hampumep, 100 mxr. Ilpu 3ToM m1000€ TOMOJHUTETHHOE
MSTHO, TIOJIyYeHHOE MPU XpoMaTorpadupoBaHuu OOJIBIIETO KOJIWYECTBA BEIIECTBA, HE
JIOJDKHO OBITh 0OO0JIcé HMHTCHCHUBHBIM, YE€M OCHOBHOE IIATHO, HaOmI0omacMoe Ha
XpOMaTrorpaMMe C MEHBUIMM KOJIMYECTBOM BemlecTBa. HecMoTps Ha BO3MOYKHOCTH
MIPOBEICHUS] TOHKOCIIONHOM XpomaTorpaduu 0e3 ucnosb3oBanuss CO, Henb3s 3a0bIBaTh
O HEOOXOJMMOCTH CTaHJIApPTU30BaTh TMpoOILECC MPOBEACHHUS JAHHOTO  BHUIA
UCCJIEIOBAHMSI, HEKOTOPBIE ACHEKThl KOTOPOro, TaKWE KaK KadyeCTBO W IPUTOJHOCTh
MPUTOTOBJICHHOW CHCTEMBbI, COpPOEHTA, NETEKTHUPYIOLIMX PEaKTUBOB WM TOJIHOTA
HACBILICHHUSI KaMepbl, HEBO3MOXXHO Hpenyranarb. J[pyruM HOpuUMEpOM MPOBEACHUS

uccienoBanus 6e3 ucnonb3zoBanusa CO MoxHO cuntarh noaxoa k UK-cnekrpomerpun,
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MOJIpa3yMeBalOINi BO3MOXKHOCTh HcKIoueHus: CO B mporecce HACHTH(PHUKAIIH.
B3amMeH mpemiaraeTcsi ONpeNeNsATh HEKOTOPbIE XapaKTEPUCTHKU CIEKTpa WU
IPEJCTaBIISITh KOMUIO «ayTEHTUYHOT0» CIIEKTPa, KOTOPBI MOT Obl MCIIOJIb30BATHCS IS
cpaBaenust (I'® XII, T'd XlIll, BP 9 u ap.). Ho B Hacrosiiee Bpemsi 3TOT MOIXO[
3aTPYJHUTENICH BCIEICTBUE OTIMYUN B XapaKTepe CIIEKTPOB, MOJIyYEHHBIX Ha Mpudopax
Pa3IMYHBIX IPOU3BOAUTENEH, pazIUuuil B pa3pellarouieil crocoOHOCTH HpUOOpPOB,
npo0sieM, CBS3aHHBIX C MOJMUMOPPHU3MOM M OOpa30BaHHMEM COJIBATOB, a TAaKXKe
0COOEHHOCTEN MPOOONOAroTOBKU. Takue MOoaXoAbl MOXKHO CUMTAaTh OOOCHOBAaHHBIMH,
€CJIM HET BO3MOXXHOCTH NPOM3BOJCTBA CTaHAAPTHOrO oOpa3na HeoOXOAUMOro
KauecTBa, B JPYrux ciaydasx wucnoiab3oBanue CO sBusercs HEOOXOIUMBIM IS

AOCTOBCPHOI'O IIPOBCACHUS aHAJIN3aA.

1.1. UcTopusi mpuMeHEeHHUsI CTAHAAPTHBIX 00pPa3lOB M COBPEMEHHOE COCTOSIHUE

HOPMATHBHOM JOKYMeHTAIUH 32 py0exxkoM u B Poccuiickoii @egepanun

Hauanom ucnosb30BaHusl CTaHIAPTHBIX OOpa3LOB MOXHO CUMUTATh CO3/IaHUE
®apmaxoneitHoil komuccuu CoeauHeHHbIX [1ITaToB AMEpUKH B 00JaCTH CTaHJAPTHBIX
oOpazuoB B 1931 1., korma ObuUl MPUHAT OHOJIOTMUECKUH CTaHAAPT JIA
KOJINYECTBEHHOTO onpeseneHus HanepcTsHku. K 1950 rogy ®apmakones CIHA (XI1V)
conepxkana 40 cranmapTHBIX 00pa3loB, OOJBIIMHCTBO U3 KOTOPBIX UCIOJIB30BAIOCH JIJIS
XUMUYECKUX MWCHBITAHUA W KOJMYECTBEHHOIO oOmnpenesieHus. YMCIIo CTaHIapTHBIX
o0Opa3loB MOCTOSIHHO Bo3pacrtaio, u wusnanue XVIII dapmakonmen 1970 1. yxe
BKtouao 240 crangapros [37].

AHanoruyHoe pa3BUTHE HAONIONAIOCh TMPU PACCMOTPEHUHM MPOTpamMMBbl
CTaHJapTHBIX 00pa3ioB HammonanbHoro ¢opmynsapa CIIA. B wuzganuum 1960 r.
OMMKCAHO 5 CTaHJAPTHHIX 00PA3IIOB; YUCIO UX BO3POCIO COOTBETCTBEHHO 110 42 (B 1960
r.), 91 (8 1965 r.) u 238 B Xl Harmmonansnom dopmyssipe 1970 r. uznanus.

Cnenyronum marom pasButus ucnosbzoBanusi CO sgBisiercst pemenue Komurera
skcriepToB Beemupnoit Opranuzanuu 3ApaBOOXpaHEHUs MO crenupuKanusaM s
(dapmaneBTUYECKHUX MpenapaToB B 1952 r. NpuHATH peKOMEHAALMIO IPYTOT0 KOMUTETA

BO3 — Komutera mo OHOJOTMYECKON CTaHAApPTHU3AIMd — O CO3JaHUU KOJUICKIIMH
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ayTEHTUYHBIX (MOJJIMHHBIX) XUMUYECKUX BEIIECTB, COCTOSIIEH U3 COEAMHEHUN, paHee
MPUMEHSBIIUXCS B KAaueCTBE MEXKIYHAPOIAHBIX OHMOJOTHYECKUX  CTaHIApPTOB.
[loanvHHBIE XMMHYECKHE BEIIECTBA ObUIM HEOOXOAUMBI JJIS KOJMYECTBEHHOTO
OTIpEJICIICHHS TIPETapaToB, ONMMCAHHBIX B MeXayHapoHO# dapmakoriee, a HEKOTOPhIE
U3 HUX TPEAHA3HAYATUCH JUIsl HAYYHBIX UccienoBanuii [37].

B cooTBercTBUM ¢ yHmOMSIHYTOM BbIlIe pekoMmeHaanuer Komurera skcrepToB
BO3 (1952) u cornamenuem mexnay BO3 u IlIBeAckUM anTeyHbIM OOIIECTBOM MpHU
ANTEYHON KOHTPOJIbHO-aHATUTHYECKOW Jabopartopuu B CtokroibMe B 1956 r. Obln
co3maH MexayHapoaHblii cipaBo4HblM 1eHTp BO3 1o XMMHMYECKHMM CTaHJIapTHBIM
obpasmam — WHO Centre for Chemical Reference Substances.

CrangapTHble XMMUYECKHE 00pasiibl BIEepBble ObUIM YIOMSHYTHI B bputanckoii
dbapmakonee uzganus 1963 r., korga ObUIM BBEJEHBI AYyTCHTHYHBIC BEIIECTBA JJIs
uJeHTUUKAIINY JIEKApCTBEHHBIX cpencTB MetogoM MK-crniektpoMerpuu, u mo3xe s
KOJIMYECTBEHHOTO OMpEJENICHUs] JIEKQpCTBEHHBIX IMpenapatoB (HOTOMETPUUECKUMU
meToqamu [37].

[lepBbie cTanmapTHble 00pasibl ObuIM pa3paboTanbl B 1964 1. U c Tex mop
BBINTyCKatOTCsl bputanckoil apmakoneiiHoil komuccueil. 3a mociieJHee BpeMsl YHCIIO
ayTeHTUYHBIX CTaHIAPTHBIX 00pa3ioB B bpurtanckoi Qapmaxonee Bo3zpocio no 300
HaNMMEHOBaHUM.

CornacHo TepmuHonorun bputanckoil ¢apmakonen u DapManeBTUYECKOrO
KOJIeKCa, ayTeHTUYHBI oOpaser] — BEIIECCTBO OOBIYHOI0, 00E€CTICYMBAEMOT0 XHMHKO-
(dhapMalleBTUUECKOM MPOMBIIIJICHHOCThIO  KadyecTBa, OTBedYarollee TpeOOBaHUSIM
dbapmakonien W HeoOXOoAMMOE [Jisg CHEHHAIbHBIX UcchegoBaHuid. [lpuMeHeHue
ayTeHTUYHBIX 00pasnoB it MK-crekTpoMeTpur OCHOBBIBAETCS Ha HEOOXOIUMOCTH
UJECHTU(PUKAIIMK COCIUHECHUM, HMMEIOIMUX OYeHb OJIM3KOE CTPOCHUE, MOJJIUHHOCTD
KOTOPBIX HEJIB3s C JIOCTATOYHOM JTOCTOBEPHOCTHIO YCTAHOBUTDH PYTUMHU CITOCOOAMHU.

Takum o00pazoM, BHAYaje MPEANOIarajoch, 4YTO NPUMEHEHHUE ayTEHTUYHBIX
oOpasioB Oynet orpannyeHo MK-cnektpomerpueit. OqHako B MOCIEAYIOMMNX U3TaHUIIX
bputanckoii papmakomnen HCHOIB30BaHUE AYTEHTUYHBIX OOpA3IOB PACIIUPHIIOCH; WX

PCKOMCHAYCTCA INPUMCHATL B XpOMaTOI"pa(l)I/I‘{eCKI/IX HUCIIBITAHUAX Ha ITOCTOPOHHHC
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IPUMECH, a TAKXKe I KOJMYECTBEHHOTO OIMpEIEICHUs JEKaPCTBEHHBIX MPENapaToB U
dapmarneBTHueckux cyocrannuii [37].

IlepBbie cTangapTHble 0Opa3lpl, pa3padoTaHHble U npousseneHHble B CCCP,
oty B ['ocymapctBennyio (apmakoneto [X m3manus B 1961 r. Tak kak mpobiema
pa3zpabotku u npousBoactBa CO Obula KpallHE akTyajbHa B YCJIOBHUAX pPa3BUTHUS
(apmaneBTUUECKOM MPOMBIIIEHHOCTH, CIUCOK CO €XeroJHO yBEIUYUBAJICS.

B Hacrosimee Bpemsi cuTyalus, CBs3aHHash CO CTaHAApTHBIMH OO0pa3lamMHu B
pasHbIX cTpaHax MHpa, ominyaercs. lIpakTuuecku Bce Benymue QgapMakoneud Mupa
COJIep>KaT CCBhUIKM Ha CTaHAAPTHBIE 0Opa3Iibl JEKAPCTBEHHBIX MPENapaToB, a TAaKKe UX
UCIIOJIb30BaHUE B (PU3MYECKHX U (PU3MKO-XMMHUYECKHUX MeTonax aHanu3a. OjgHako
npobiieMa KiacCU(pUKALUMU CTaHIaPTHBIX 00pa3lioB HE pElIeHA U B HACTOSIEE BPEMs.
Hannoii npodneme mocssmieH otder ISO (ISO/TR 10989:2009(E)), B kotopom ObLia
COBEpIIICHA MOMNbITKA KJIaCCU(PHUKAIUMU BCEX XMMMUYECKHUX CTaHAApTHBIX 00pasloB B
3aBUCUMOCTH OT MX CBOMCTB, 00JacTH NMPUMEHEHUS! CTAHIAPTHBIX OOPA3LOB, a TAKKE
MaTepHaa, UCIOIb30BaHHOTO ISl IPOM3BOJICTBA CTAHIAPTHBIX 00pa3uoB. B nenom Bce
CTaHJIapPTHBIE 00pa3lbl MOYKHO Pa3/Je/IUTh Ha JIBE FPYIIIbL:

e (CranpapTtHbie 00pa3ibl (hapMakoren

e (CraHmapTHBIC 00pa3Ilbl, TPOU3BEACHHBIC IPYTUMHU TPOU3BOAUTEIISIMH.
1.2.CranagapTHbie 00pa3ubl papMakoneu

TepmuH «cTanmapTHeIe 00pa3ibl (hapMakoren» yrnoTpedaseTcs s CTaHIapTHBIX
00pasloB, MPOU3BEACHHBIX JIJISI OJHOW M3 JBYX TJIaBHBIX (papmakorneii: EBpomnerickoii
i Amepukanckoil. OJHAKO pa3iMyYHbIE Beayline (apMakoned TaKUX CTpaH, Kak
BenukoOputanusi, ®@panmus, SAnoHus, Takke coaepk aT CCHUIKM Ha CTaHAapTHHIE
oOpa3zupl. Takke B OTAENbHYIO TPYIIY MOXHO BBIACIUTH CTaHAAPTHBIE 0Opa3ilbl AJIs
MexnyHnaponnoit (dapmakorien, paspadbaTtsiBaembie u koHTponmpyembie WHO Centre
for Chemical Reference Substances nauunas ¢ 1956 r [13,14, 17].

DTanoHHOE XHMMHUYeckoe BellecTBo EBpomelickoil (dapmakonen (European
Pharmacopoeia Chemical Reference Substance, EPCRS) — BemiectBo umiau cmech

BEILIECTB, MPEJAHA3HAYCHHAS JJISI UCII0JIb30BaHUs TaKUM 00pa3oM, KOTOPHIN OmpeiesieH
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B MoOHOrpadud WM B OCHOBHOM TekcTe Dapmakoren. DTaJOHHBIE XHUMHYECKUE
BemecTBa EBpomeiickoil ¢gapmakomnen - 3TO MEPBUYHBIC ITAIOHBI, 32 HCKIIOYCHHUEM
ATAJIOHHBIX BEIECTB, JEHCTBHUE KOTOPBIX BBIpaxaeTcss B MeXIyHapOIHBIX €IMHUIIAX
(ArTuOWoTHKM). IlepBmunbnii >Tayion (Primary standard) — srtamoH, mis KOTOpOTo
YCTaHOBJICHO, YTO HWMEET CBOWCTBA, COOTBETCTBYIOIIHUE I MPETyCMOTPEHHOTO
NPUMEHEHUS, YCTAHOBJIEHHE JTOTO COOTBETCTBUS MPOUCXOJUT O€3 CpaBHEHUS C
CYIIECTBYIOIUM 3TajioHoM [13].

CornmacHo AMepuKaHCKOM (apMmakoree, CTaHIapTHbIE O00pa3lbl — 3TO
matepuaisl, omoopenasie USP Reference Standards Expert Committee, nmpuroaasie s
MPUMEHEHUS B KaueCTBE ATAJIOHHOTO BEIIECTBA B TECTaX W aHAIM3aX, MMPOBOIUMBIX 1O
ykazauusiM USP, orrcaHHBIM B COBETYIOIIMX MOHOTpadusx [14].

HecmoTtpst Ha pa3nuaHble  (GOPMYIHPOBKH JAHHBIX  OMpEIACICHUH, OHHU
COOTBETCTBYIOT TIOJIXO/y, HpUHATOMY B cucreMe Hamnexamieit mpabopaTopHoit
npaktuku (GLP), onpenenstomieii padoty nmabopaTopuii, 3aIeiCTBOBAaHHBIX B aHAIHM3E
KayecTBa JIEKapCTBEHHBIX mpemnapatoB. GLP ompenenser cranmapTHbie 00pasmbl Kak
KOKJBIM  XOpPOIIO OXapaKTePU30BAHHBIM MaTepuall, OTJIWYHBIA OT Marepuasia
WCCJICIOBAHMSI, U UCTIOJIb3YEMbIH B CPABHUTEILHBIX Iesx [15].

CrangapTHbie 00paslibl HCTOJB3YIOTCS B TEPBYIO Ouepeib JJIsi CPAaBHEHHS B
KaueCTBEHHOM U KOJMYECTBEHHOM aHalu3€ JEHCTBYIOMIErO BEIECTBA, a TaKkKe
BO3MOKHBIX TIPHUMECEHi W BCIIOMOTATENbHBIX BemecTB. Kpome Toro, dapmakonen
MO/IPAa3yMEBAIOT HCIIOJIb30BAHMWE CTAHJAPTHBIX OOpa3IoB, HAMpUMEp, CTAHIAPTHBIX
o0pa3IoB TeMIlepaTyphl TUIABJICHUS, IJI1 KAIMOPOBKU armapaTypbl, HECOOXOIUMOHN IS
MIPOBENCHMS MCIBITaHUH. M croap30BaHne CTaHAAPTHBIX OOpAa3IoB TakKe BKIIIOYACT B
cebs KanMOpOBKY ammapaTyphl, a TakkKe MNOoATBepkKIAeHUE d(PHEKTUBHOCTH
aHAJIUTUYECKOM CHUCTEMBI (KOJIOHKH) B Xpomarorpaduueckom ananuze. [locnemnue
CTaHJApPThI TPEJICTABISIOT COO0M pacTBOp, Yalle HECKONbKUX BemiecTB. OTIu4YreM ux
SBJIIETCSI TO, YTO OHHM HE HCIIOJIB3YIOTCS B Kauye€CTBEHHOM WJIM KOJUYECTBEHHOM
aHanW3e, a TPUMCHSIOTCS B HCCJICAOBAHMHM NPHUTOAHOCTH XPOMaTOrpapUIeCKOM
CHUCTEMBI B KOHKpETHOM citydae. C MOMOIIBIO TAHHBIX CTaHJIAPTOB BO3MOKHO M3yUYUTh

TAaKHUC IIapaMCTPbl KOJIOHOK JIdI Ta30BOI0 MM KUIAKOCTHOI'O XpOMaTOFpa(l)a, KakK
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3¢ (dEeKTUBHOCTh WM pa3pelieHue. Tak Kak 3T MapaMeTpbl 3aBUCAT HE TOJBKO OT
CBOMCTB KOJIOHKH, HO TaKXe€ M OT COCTaBa pPa3leisIEMbIX CMECE, B CTaHIAPTHBIX
oOpaslax Takoro poJa J0HKHBI HAXOUTHCS 00pa3ilbl pa3eisieMbIX BEIIECTB.

B oTnenpHyI0 KaTEropuio CTaHJapTHBIX 00pa3lioB HEOOXOIUMO BBIACIUTE TPYIIITY
CTaHJApPTHBIX oOpa3noB i1 MexayHapoaHod ¢apmakonen. Hauvamom astoi
dbapmakoren ciayskar rnepBble myOaukanuu BeceMupHoit opranu3zanuu 31paBoOXpaHeHus
B 1951 r. MmoHOrpaduii, HeOOXOIMMBIX JIJIsl Hayasla MpoIecca TapMOHU3AIUH TTOIX0/I0B
K KayeCTBEHHOMY M KOJMYECTBEHHOMY aHAJIU3y JICKAPCTBEHHBIX IMPENapaToB.
CranpaptHele  oOpa3ubl,  pa3padaTblBaéMble M HCIOJNb3YEMBIE  COTJIACHO
MexayHaponHoi (apmakoriee, MOTy4YWSIM Ha3BaHWE MeXAyHApOJIHBIE ATAJOHHbBIC
xumudeckne BemectBa (International Chemical Reference Substances, ICRS).
[Ipon3BOACTBOM M MOCTAaBKOW JAaHHBIX 0Opa3lOB 3aHUMAaETCs opraHu3anus European
Directorate for the Quality of Medicines & HealthCare (EDQM), Takxe npousBosinas
CTaHAapTHbIE 00pa3iibl, HEOOXOAMMBIE JJI1 KOHTPOJIS KauecTBa corjaacHo EBpornerickoi
dapmakorniee. MeXIyHApOAHBIE 3TAJOHHBIE XHMHUYECKHE BEIECTBA  SBISIOTCS
MEPBUYHBIMA 3TaJIOHAMA W MOTYT HCIIOJIb30BaThCSl HE TOJIBKO B KAYECTBEHHOM U
KOJIMYECTBEHHOM aHaJIU3€ JIEKaPCTBEHHBIX IPENapaToB COMNIACHO MexayHapoaHON
dbapmakoriee, HO U JUIsl YCTAHOBJICHUS] BTOPUYHBIX 3TaOHOB. [losydeHne BTOPUYHBIX
ATAJOHOB MPOUCXOJIUT MYTEM CPABHEHUS COCIMHEHUN C TMEPBUYHBIMU STaOHAMU
TaHHBIX coeauHenui [17, 20, 21].

OTnuuveM  CTaHAAPTHBIX  00pa3ioB  MeXayHapodaHou — ¢apmakomeud  OT
CTaHAApTHhIX o00pa3uoB EBponeiickoii u AMepUKaHCKOW (apmakoneu sBISETCS
HOpPMATHBHAsl JOKyMEHTAIMs, MTOCTaBIsieMas BMECTE CO CTaHAAPTHBIM oOpasiom. s
CTaHJapTHBIX o0pa3noB EBporelickoii ¢dapmakornen CyIIECTBYIOT TOKYMEHTHI O]
Ha3BanneM «Batch validity statement» u «Leaflety, koropbie comepxar HEKOTOPYIO
uH(dopMaIuio, a CTaHAapTHHIE 00pa3ibl AMEPUKAHCKOHN (hapMaKonen COMPOBOXKIAOTCS
nokymentom «USP Certificate», He comepkaliuM HUKAKUX aHATMTHYECKUX JTaHHBIX.
HopmatuBHasi JgoKyMeHTaIusi, CONpOBOXKAaromas cra"aaptHeie oo6pasusl WHO,

COOACPIKUT HauOoOJbIIee KOJIMYECTBO AaHAIMTUYECKUX JaHHBIX, XapaKTCPUIYIOIIUX
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CTaHJIAPTHBIN 0Opa3el] KaueCTBEHHO M KOJWYCCTBEHHO, a TakXe ero yucroty [13, 14,
17, 19].

Kpome XuMHUYECKHMX CTaHAAPTHBIX OOpa3loOB JIGKAPCTBEHHBIX MPENapaToB
Bcemupnast ~ opraHmzarusi  3ApaBOOXPAHCHHWS ~ 3aHUMAETCS  MPOHW3BOICTBOM
MEXKIyHApOJHBIX CTaHAApTHBIX oOpa3ioB aHTuOuoTHkOB (International Standards for
Antibiotics, ISA) u crangapToB a1 OMOJIOIMYSCKUX MPEHapaToB, 3a UX MIPOU3BOJCTBO
orBeuaet WHO Expert Committee on Biological Standardization (ECBS). [Ipe >tm
TPYNIBl CTAaHJAPTHBIX O0PAa3IOB UCIOIB3YIOTCS B MEPBYIO OYepeab Ui CPABHCHHS B
MPOU3BOJICTBE BTOPUYHBIX OTAJIOHOB, HEOOXOAWMBIX JJIi HAIMOHAIBHOTO U

pernoHabHOTO mosb3oBanus [20, 21].

1.3. CtanaapTHbie 00pa3ubl, NPOU3BeIeHHbIe IPYTUMHU MPOU3BOAUTEIAMHA

B ycnoBHSX MOCTOSHHOTO YBEIWYEHHUS IPOW3BOACTBA W Pa3pabOTKH HOBBIX
JIEKapCTBEHHBIX MPENapaToB YBEIMYUBAETCS MOTPEOHOCTh B CTAaHJAPTHBIX 00pasiax, a
TaK)Xe B MOJYYCHUHM CTAaHAAPTHBIX 00Pa3IloB Il HOBBIX JIEKAPCTBEHHBIX IPEMapaToB.
Takum oOpa3om, Tmpoliecc MOMyUeHUsI CTAaHIAPTHBIX 00pa3llOB MOCTEMEHHO MEePEXOAUT
K ipou3BoauTessiM [16].

CTOpOHHUM TIPOM3BOJUTENIEM MOKET OBITh, KaK MPEANPHUATHE, MPOU3BOISIIICE
BTOPHUYHBIE ATAJIOHBI, TaK W J1abopaTtopusi, pa3padaThiBaroiias CTaHIAPTHBIE 00pa3Ibl
JUIsL CBOMX COOCTBEHHBIX TOTpeOHOocTei. Bo BTOpoM ciyuae mabGopaTopus MOMKET
MPOU3BOJNTh KaK BTOPWUYHBIC JTAJOHBI, CBS3aHHBIC C (apMakomesMu, TaK |
CTaHJapTHBIE 00pa3iibl 3 COOCTBEHHOTO MaTepuara.

[Ipon3BoACTBOM BTOPUYHBIX STAJTOHOB 3aHUMAIOTCS JabopaTtopuu, paboTaromniue
HETMOCPEJICTBEHHO 10 METOAMKaM, yTBepKIeHHbIMU (apmakonesmu. Eciam nganHas
nabopaTopus MPUMEHSIET B CBOEH paboTe MPOIEAYPHI, OMMMCAHHBIE TOYHO B KAKOW-THOO
U3 BeAymux (hapMakoIieid, oHa JTOJDKHA MPUMEHSTh CTaHAAPTHBIC 00pa3Iibl, ONMMCAHHBIC
U YTBEpKJICHHBIE HMMEHHO MaHHOW (Qapmakoneeil. Tak Kak Tmpolecc 3aKyIKH,
TPAaHCTIOPTUPOBKU W XPAaHECHUS MEPBUYHBIX TAJIOHOB SIBJIICTCS KpalHE TPYJIOEMKUM U

JOPOTOCTOSIINM, JabOpaTOpMM MOTYT MPOBOAMUTH IMPOLIECC CAMOCTOSITEIIBHOTO
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W3TOTOBJICHUSI BTOPUYHOI'O 3TajlOHA MYTEM CPABHEHHUSI €r0 C MEPBUYHBIM 3TAJIOHOM
Kako-mubo wu3 (apmaxomeit. Takum 00pa3oM TOSIBISETCS BO3MOXKHOCTH TOJYYHUThH
CTaHJApTHBIN 00pasel] HaJJIeKallero KauecTBa W OJJHOBPEMEHHO CHHU3HUThH PaCXO/bl,
CBSI3aHHBIE C UCIIOJIB30BAHUEM IIEPBUYHOrO 3TAJIOHA.

B ycrnoBusiX MOCTOSIHHOW pa3paOOTKM M YCOBEPIIEHCTBOBAHMS MPOAYKTOB
(dbapManeBTUYECKOro MPOU3BOJCTBA BO3MOXHBI CHUTyallud, Korjaa Qapmakornen He
npearaloT CTaHAApTHBIX O0Opa3loB BEIIECTB, KOTOPHIE HEOOXOAMMO HCCIIEIOBATh.
OpHuM u3 pelleHui SBISETCS U3rOTOBIIEHUE JabopaTtopuedt win (apMaleBTUYECKUM
MPEANPUATACM HY)KHOTO CTaHJIAPTHOTO 00pasiia, KOTOPBIM B MajdbHEHIEM W OyaeT
UCIIOJIB30BAaThCA B KOHTPOJE KadecTBa JIEKApCTBEHHOro npenapara. CraHaapTHbIE
oOpaslibl, MNPOU3BEJACHHBICE CTOPOHHUMHU TMPOU3BOAUTEISIMU M HE CBSI3aHHBIE C
NEPBUYHBIMM CTAaHAAPTHBIMU STaJOHAMH KakoW-mubo u3 Qapmakoneil, MOKHO
pasaeinTh Ha creAyromtue rpymmsl [12, 15, 19, 20]:

o CranpapTtHbie 00pa3ibl AKTUBHBIX (DapMalleBTUUECKUX BEIIECTB U UX MPUMECEH,

UMEIOLINX MOJIEKYJIIPHYIO MaccCy, NPUOIMKEHHYIO K MOJIEKYJISIPHOM Macce OCHOBHOTO

BEILIECTBA;

° CrannapTHbie 00pa3Ilbl MpUMecei ¢ HU3KOM MOJIEKYJIIPHON Maccoii;

o CranpaptHbie 00pa3iibl BCIOMOTATEIbHBIX BEIECTB;

o CranpaptHbie 00pa3iibl aKTUBHBIX BEIIECTB, BbIJICICHHBIX U3 PACTECHUI;
o CrangapTHbie 00pa3Iibl TSl PU3UKO-XUMUYECKUX aHATH30B.

VYka3zaHus 1o pa3paboTKe M MPOM3BOJCTBY CHOpMyJIMpoBaia opraHu3zamus 1Nhe
International Conference on Harmonization of Technical Requirements for Registration
of Pharmaceuticals for Human Use (ICH), 3amaueii KOTOpoi SIBISETCS TapMOHHU3ALHS
TpeOOBaHUI K PETUCTpPAlliU JICKAPCTBEHHBIX CpeiACTB. JlaHHas opraHu3arvs
OMmyONMKOBaja HECKOJIBKO PYKOBOJCTB, KacaloUIMXCs TMpolecca  pa3paboTKu
CTaHIapTHBIX 00pasnoB. B pykoBoactee «Good manufacturing Practice Guide for
Active Pharmaceutical Ingredients» (ICH Q7) ycranoBiaeno: «Eciu mnepBUYHBIN
CTaHJIAPTHBIN 3TAJIOH HEJOCTYNEH U3 O(PHUIIMAaTFHOTO UCTOYHUKA, CIEIyeT YCTAaHOBHUTH
«BHYTPEHHHMH TIEpBUYHBIN 3TanoH» («in-house primary standard). Cnemyer mpoBecTH

COOTBCTCTBYIOIIHUC TCCThHI, yTOOBI BIIOJIHE HCCIICA0BATE HWACHTUYHOCTL WM YHUCTOTY
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NEPBUYHOTO  CTAHJAPTHOIO  3TAJIOHA. Cnenyer  HaiexamuMm  o0Opa3om
JIOKYMEHTUPOBATh XOJ 3THX TecToB». OmHako HH pykoBojcTBo |ICH Q7, Hu apyrue
JUTEpaTypHble MCTOYHUKH HE JAIOT YKa3aHWW, KaKue HMEHHO TECThl HEO0OXOIUMO
IPOBECTH B IMpolecce pa3pabOTKH NEPBUYHOIO CTAHAAPTHOTO JTalOHA, YTOOBI
IpU3HaTh €ro TakoBbIM. CTOMT CKa3aTh, YTO ATH TECTHI, a TakKe 00BEM IMPOBOJAMMBIX
UCCIIEJOBaHUM, TOJDKHBI 00J1aaTh MaKCUMaJIbHONH MH(POPMATUBHOCTBHIO U IO3BOJIATH
BCECTOPOHHE OXapaKTepU30BaTh MOJy4aeMblil CTaHIAPTHBIN oOpa3zer. OCHOBBIBAsACH HA
aHaJIM3€ JIUTEPATYPHBIX UICTOYHUKOB, a TAK)KE Pa3JINYHON HOPMAaTUBHOW JOKYMEHTALUU
Ha YyXe pa3pabOTaHHblE CTaHIApPTHbIE OOpa3lbl, MOXKHO BBIIECIUTh HECKOIBKO
00s13aTeNBHBIX TECTOB K METOAOB aHanu3a [12, 13, 14, 15, 16, 17, 18, 19,]:

J Nnentuduxanus HECKOIbKUMHU pa3inuuHbiMu Metonamu (IIMP-cnextpockonus,
SIMP-cnexktpockonus, HK-criekrpomeTpus, Macc-cnexkTpockonus, Y-
CHEKTPOPOTOMETPHS);

J Omnpenenenre NOCTOPOHHUX MpUMecel, Hanbonee HPOPMATUBHBIMU METOaMHU,
TakuM Kak BOJKX ¢ paznuyHpiMu AeTEKTOpaMHU;

o ConepxaHue IEUCTBYIONIETO BEIIECTBA JAOHKHO OBITH OMPEAEIEHO ¢ MOMOUIBIO

HE3aBHUCHUMOI'0 M€TOIA, TAKOIr0 KaK TUTPOBAaHUC,

° Onpenenenue Boabl o metony Kapina ®uiepa;
o OnpeneneHne 0CTaTOUYHBIX OPTAaHUYECKUX PACTBOPUTENIEH;
o IToteps B Macce mNpH BHICYIIMBAHUM (CymMMa COAEpXKaHUS  JIETY4YHX

pacTBOpUTEIIEH U BOJIbI);

° Temneparypa 11aBJIeHuUs;

o OnpeneneHue TAXKEIbIX METAIOB (ATOMHO-a0COPOIIMOHHAS CLIEKTPOCKOIIHS).
Takke BO3MOXKHO MPOBEJIEHUE APYIMX BHJIOB aHAIW3a, UCXOJS U3 CHELUPUKH

UCCIIEIyeMOI0 JIeKapCTBEHHOTO mpemnapara. [IpousBeneHHble CTaHIAapTHBIE OOpPa3Ilbl

JIOJKHBI COOTBETCTBOBATh TpeOOBaHUSIM, cpopMynrpoBaHHbIM B PykoBonctBax SO

(1SO Guides 30, 31, 32, 33, 34) [22, 23, 24, 25, 26, 27, 28, 29, 30, 31]:
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. ISO Guide 30:1992 — TepmuHBI U OIpeneNeHUs, YIOTPEOIIEMbIE B CBS3H CO
crangapTHeiMu obOpasnamu (Terms and definitions used in connection with reference
materials);

o ISO Guide 31:2000 — Copuepxanue ceprudukaroB u >THKeTOoK (Reference
materials — Contents of certificates and labels);

o ISO Guide 32:1997 — KanuOpoBka B aHAIUTHYECKOH XHMHUH M HCIIOJIb30BaHHUC
cepTuUIIMPOBAHHBIX cTaHAapTHBIX oOpasios (Calibration in analytical chemistry and
use of certified reference materials);

o ISO Guide 33:2000 — IIpumeHeHue CepTHPHUIMPOBAHHBIX CTaHIAPTHHIX
obpasmos (Use of certified reference materials);

o ISO Guide 34:2009 — OOmme TpeOOBaHMS, KacaroIIUeCs KOMITCTCHIIHH
npou3BouTeNel crannapTHeIX oopasnoB (General requirements for the competence of
reference material producers);

o ISO Guide 35:2006 — IlpaBuna cepTH(PHUKAIMUA CTaHIAPTHBIX O0OpPa3IOB

(Reference materials — General and statistic principles for certification).

[Tonp30BaTeNb CTAHAAPTHHIX 00PA3IOB JOJKEH 00J1aaTh MOJTHOW MH(pOpMariuei
O CBOWCTBax, crmoco0ax XapaKTEPHUCTUKH W WX 3HaYeHUsAX. Takas wHopMaIus
CONCPKUTCS B JIOKYMEHTE, KOTOPBIH CONMPOBOXIACT CTaHAAPTHBIN oOpasem W
HA3bIBACTCS «CEPTUPUKAT» WIH «CEPTHUPHUKAT aHaIM3a», NPH ITOM CTaHIAAPTHBINA
oOpaser] MOXKET He SBIAThCS CEPTH(GHIMPOBAHHBIM Jake MPH HAIWYUU JaHHOTO
ceprudukara [24, 26].

OCHOBHBIM JIOKYMEHTOM, TpPEOOBAHMSIM KOTOPOTO JOJDKHBI YIOBJICTBOPSITH
cepTudUKaThl CTaHIApTHHIX 00pasioB, sBistercs ISO Guide 33:2000 — IIpumenenwue
cepTuUIIMPOBaHHBIX cTaHmapTHBIX oOpasnoB (Use of certified reference materials). B
COOTBETCTBHHM C €ro TpeOOBaHMSIMH, CepTU(UKAT CTAaHAAPTHOTO oOpasla JODKEH

CoJIepIKaTh Clieayrolnyto nHpopMmarmio [24, 26, 32, 33, 34, 35,38]:
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o HaumenoBanue u ajapec OpraHum3alui, CEepTUPHUIMPYIOIMIMNA MaTepual u
OTBETCTBEHHOU 3a MH(pOpPMAIMIO, YKA3aHHYIO Ha cepTudukarte. ITOT MYyHKT AOJKEH
COZAEPKaTh BCE JOCTYIIHbIC TAHHBIEC, BKJIIOUYAs DJIEKTPOHHYIO IIOYTY;

o 3arnaBue JOKYMEHTA;

o Haszpanue marepuana, ONMCHIBAIOIIEE €TI0 TUIl HACTOJIBKO TOYHO, HACKOJIBKO 3TO
BO3MOKHO, U MO3BOJISIIOIIEE OTINYUTD €ro OT APYTUX MaTE€pUaJIOB;

o KooBeiit HOMep 1 0003HaYeHUE NApTUX MaTepuaa;

o Onuncanue wmarepuanga C YKAa3aHHEM BCEX JIAHHBIX, CYIIECTBEHHBIX IS
NOTpeOUTENs,, TaKUX KaK: COCTaB, KOJMYECTBEHHOE COJEpPKAHUE, AarperatHoe

COCTOAHHC, NU3MCIIBUYCHHOCTD, BU YIIAKOBKH,

o Haznauenue crangapTHOro oopasua;

o PykoBOACTBO IO MPUMEHEHHUIO;

o Onncanue yciioBUM XpaHEHUS;

o WNupopmanins 0 BO3SMOXKHBIX Yrpo3ax;

J CepTu(HKaIMOHHBIE BEIMYUHBI U UX CIIOCOOBI MOIYUYECHMUS;

o He ceprudunupyemblie BeTUUHHBI;

. Jata ceptudukanmu;

o JlaTa ¥ CpOK TOJJHOCTH MaTepuana;

o Nwms, pamunust 1 moANKUCH JIMIA, OTBETCTBEHHOTO 32 CEPTU(UKALIHIO.

CocraBinenue  ceptudukata  SBISETCS  CJIOXKHOW  3ajaueil;  HU3ydYCHHUE
JNEUCTBYIOIUX  CEepTU(UKATOB  TMOKA3bIBACT, YTO KOJUYECTBO CEPTUPUKATOB,
YIOBJIETBOPSIIONIMX BBINICYKAa3aHHBIM TPEOOBaHUSM, MUHUMAJILHO. B CBsi3u ¢ 3TUM B
PYKOBOJICTBE COIEPXKHUTCS TIEepeYeHb MUHHUMAIbHBIX TPEOOBAHUNM OTHOCUTEIHHO

ceptudurara. OH JODKEH COACpPXKATh CIEAYIOIINE MyHKTHI [24, 26, 28]:

° Ha3zBanue marepuana;
° HasBanue nmpousBoauTess MaTepuaa,
° OOGiee onucanue MaTepuania;

o [Ipennonaraemoe NprUMEHEHNUE;
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o PykoBOACTBO 1O MPaBUIILHOMY IIPUMEHEHHUIO;

o PykoBOACTBO MO MTpaBUILHOMY XPAHECHHIO;

o CepTuduxaimoHHbIC BETNINHBI,

o MeTton nony4deHus: cepTUPUKAIMOHHBIX BEINYHH;
o JlaTy ¥ CpOK TOTHOCTH MaTepHaia.

CepTuduraTr — 3TO HE €IUHCTBEHHBIH MCTOYHUK MH(OPMALINU, TTOCTABIISAEMBIH
BMECTE C CEpTU(ULMPOBAHHBIM CTaHIAPTHBIM O0Opa3LOM; TAKOBBIM TaKXKE SBISIOTCA

STHKETKA CTAaHIAPTHOTO 00pasiia u oT4eT 1o cepTrdukayu [24].

1.4. XapaKTepl/ICTHKa 00bEKTOB HCCJICAOBaAHUA — JEKApPCTBCHHBIX CPEACTB

NeNnTHIHON CTPYKTYPbI

OOBekTamMu HCCIeIOBaHUsl SIBIISIOTCA JBa Mpernapara MENTUIHOW CTPYKTYpHI,
pazpaborannbie B ®I'BHY «HayuHo-uccnenoBarenbckuii MHCTUTYT (DapMakoIoruu
uMmenu B.B. 3akycoBa». 'b-115 — HOBBIN CENEKTUBHBIN aHKCHOJUTUK MO XMMUYECKON
CTPYKType  TpeiacTaBisionmmi  coborr  amuy — N-[6-dhenunrekcanowt|rauiui-L -

tpunrtodana (puc. 1) [39, 40, 41, 42, 43, 44, 45,46].

(CH2)sC—NHCH ECFNH?HC——NH 9
CH-

7

NH

Pucynok 1. amun N-(6-dpenunnrexcanonn)-raunui-L-rpunrodana (I'b-115)
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JIOKIMHUYECKHWE  WCCIAEAOBAHHWS  IMOKa3ajiW, YTO IMpemapar  OKa3bIBaeT
n30MpaTeIbHOEC AHKCHOJIUTHYECKOE IEHCTBUE, TPU OTCYTCTBUHM MHOPEIAKCHUPYIOUITUX
3¢(deKToB, HYTO SBISACTCI HECOMHEHHBIM MPEUMYIECTBOM TI0 CpPaBHEHHUIO C
OCH30/IMAa3eTMHOBLIMI  TPAHKBUJIM3aTOPAMH, TAaKXE€ BBISIBICHA aHTHICTIPECCUBHAS
aKTUBHOCTH [47, 48, 49, 50, 51]. [IpemapaT He BbI3bIBAET MATOJOTHYECKUX U3MEHEHUI B
OpraHax M CHUCTeMax IMOJONBITHBIX XUBOTHBIX, HE BBI3BIBACT AJUICPTUUCCKUX PEaKIIHA
HE OKa3blBa€T MMMYHOTOKCUYECKOTO JEWCTBUSA, HE BIHMSIET HAa CIOCOOHOCTD
IKCIIEPUMEHTATIBHBIX JKUBOTHBIX K CIIAPUBAHUIO M OIUIOJOTBOPEHHUIO, HE BIHUSET HA
MOCTHATAIbHOE Pa3BUTHE MOTOMCTBA, HE 00JagacT MyTareHHBIMA CBOWCTBAMH WM HE
BBI3BIBACT JICTAJTLHOCTH Y MBIIIEH W KPBIC TIPA OJHOKPATHOM BBEJICHUH BHYTPH B J103aX
10 6 t/kr u 3,5 r/kr cootBeTcTBeHHO [50, 51].

Onncanbpl NEPCHEKTUBBI NpuMeHeHns coeauHeHns ['b-115 B kinmHHMuYeckon
MPaKTUKE JJIs YCTPAHEHUsI pa3HOOOPA3HBIX MPOSIBICHUN HAPKOTUYECKOW 3aBUCUMOCTH
[52]. Tlokazano, yTo mpemapar Oe30maceH NpU JUTUTSIHLHOM TPUMEHEHUH, 3aMETHO

YCWIMBAET aHANbIeTUYECKU 3PPeKT MOpPUHA U TOPMO3HUT Pa3BUTHE TOJIEPAHTHOCTH K

Hemy [53].

Junent —  aTUNWYHBIA ~ HEHUPOJENTHUK, MO  XHUMHUYECKOM  CTPYKType
MPEACTABIAIONINI co00i MeTuioBbii dpup N-kampoun-L-npomun-L-tuposuna (puc.2)

[54, 55, 56, 57].

HN

O (CH2)4CH,
o

\

CH,

Pucynox 2. Metunossiit a¢up N-kampoun-L-nposmmi-L-tuposuna (Jwernt)
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Hccnenosanus [IOKa3aJIx HaJINYUE y npenapara HauOoIbIIEH
(hapMaKoIOTHYECKON aKTUBHOCTU KaK aTHUIMUYHBIA HEWIONENTHK, B OTIUYHE OT APYTUX
NEeNTUAHBIX Tpenaparos, pazpadoranHbix B OI'BHY «HUM dapmaxonorun mmeHu
B.B. 3akycoBay. [IpenapaT He mposIBIsCT KaTaJIENTONEHHOTO ICUCTBUS, CEJTaTUBHOTO U
MHUOPEIAKCUPYIOIIETO JIEWCTBUSA, HE BBI3BIBACT aJUIEPTUUECKUX peakuui. Juient He
BBI3BIBAET HKCTPANMPAMHUIAHBIX PACCTPOICTB, TaK K€ HE SBIAECTCS MYTar€cHOM U HeE

OKa3bIBaCT IMOBPEIKIAIOIICTO JICHCTBUS Ha OpPraHbl U CUCTEMBI opranmu3ma [55, 58, 59].

1.5. Cunre3 papmaxkoneiHbix cyocTanuuii npenaparos Juient u I'b-115

TexHuueckyro cyoctanuuio /lunenta CUHTE3UpPYIOT IyTeM B3aumopeicTBus N-
Karpoui-L-poiauHa ¢ u300yTHIXJIOpPOpMUATOM B Cpele AUMETWIpopMamMuaa B
npucyrBun  N-stunmopdonuna npu  Temmeparype -15/-10° C ¢ mocnemyrommm
B3aMMOJICHCTBHEM C  METWIOBBIM  3¢upoM  L-tuposuna. Jlng  momydeHus
(dapmaxoneliHoil cyocTanuuu Jlunenta npoBOJUTCS KPUCTAIM3ALUSA U3 TEXHUYECKOU
CyOCTaHIIMM C TIOMOINBIO dTUianeTara. Kpucrammuzannio mpoBOIsAT MPH COOTIOACHUN
cienyromux cootHomenuit 1:3-3,5 ¢ nmobaBnennem 5-10% aKTUBUPOBAHHOIO YTJIS.
Jlanee mposomutcs cymka npu Temmeparype 50-60° C. Cxema mnomydeHus

(apmaKorelHo# cyOCTaHIIMU TpecTaBIeHa Hke [55].

| — mosy4yenune XaopaHruapraa KampoHOBOW KUCIIOTHI

CH3(CH,)sCOOH + SOCIl, ~ CHj3(CH,)COCI + SO, + HCI

Il — momyuenne N-kanpoun-L-nponvHa

E 0 MNa0H, H.0O by
B + C”J{CH:]J{:UC| - ONa
H (8]
OH

(CHz)uCH;
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HCI, H30

———

N

)\GH

o {CH;)4CHy

Il — momyueHnue xjaopruapaTa METUII0BOro 3pupa L-tupo3uHa

+ soc, + CHOH ———=

OH

HCI

OCH,

IV — nonyuenue metunosoro 3¢upa N-kanpoun-L-nponun-L-tupo3una

L.

HyC

L ]

o 0
M /"L CHj
)\ " 0/\]/
H
0 [CH a1 CHy CHy

0

O\{ 0 e N\

M M

[l + : HCI
)\ ° <¥

o {GthCH! O/\[/EH!

CHa
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Cunrte3 Ttexnumueckod cybcranumu ['b-115 ocymectBusercs 3a  cuer
B3aMMOJCHCTBUS O-(EHMITEKCAHOBOW KHUCIOTBI C XJIOPUCTBHIM THOHWJIOM. 3aTeM
IIPOBOJUTCS CTaJMs alECTUIMPOBaHWs B IenouyHbIX ycnoBuax npu 0°C. Ilomydyenue
3TUIIOBOTO 3¢upa MyTeM 3TepuUKaLUu C XJIOPUCTHIM THOHWIOM. [lanee ciemyer
B3aMMO/eicTBHE 3(rpa IUIMENTHAA C aMMHAKOM B cpezie MeTaHosia. dapmakoneiiHyro
CYOCTaHIIMIO NOJy4YaroT IyTEM KPUCTAIIM3ALMU TEXHUUYECKON CyOCTaHIIMM U3 CIUpPTa

sTriioBoro. Cxema CHHTEe3a MpejicTaBiieHa Hiwke [44, 61].
| - [Tomyuenune xmopanruapua 6-(GeHUITEKCAHOBON KUCITOTHI.

P
(CH2)sC + SOCl, —»

o

H
— (CH2)5C\ + SOz + HCI
Cl

Il - TTomyuenue N-(6-heHUITeKCAHOMT ) TIIUIIMHA.

/O o NaOH
=
N H2CH2C\ + (CHZ) SC\/ —_—
OH Cl
HCI
—_— (CH2)sC—NHCH,C—ONa HE
I
@] O i

— @(CHz)sC—NHCHZC—OH +NaCl + H,0

| |
O o)
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[11 - TTomydenne xnopruapara 3THI0BOTO ddupa L-tpuntodana.

0
Z
HaNCHCZ
| OH
H,C
+ SOC|2 + C2H5OH —>
7
NH
o
=
HaNCHCZ
| OC2Hs
H,C
— *HCI  + SO,
NH

IV - ITonyuenue stunoBoro s¢upa N-(6-pennnrekcanowmn)raumi-L-tpuntodana.

- g

(CHz2)sC—NHCH,C—O0H * (CH3),CHCH,0C___

@)
O N—C2Hs (CH2)sCN HCsz:\ +
(@)
(H3C),HCH,COC
| g

+ 0] N—/CyHs * HCI



H2NCH(|'|Z—OC2H5 *  HCI

/N |
@) N_C2H5 CH2 @)
/
NH
Y
I T 0
@(CHz)sc—NHCHzC—NHC|3HC—OC2H5 +
CH»
7
NH

N—/CoHs * HCI + (CH3)2CHCHOH + CO2

L/

V - [Tonyuyenne amuaa N-(6-pennnrekcanomn)rmnni-L-tpunrodana.

i T
@(CHz)sc—NHCHzC—NH(|3HC—OC2H5 NH5/CH3OH -

CH»

Z

NH
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T 0
— (CH2)5C NHCH2C—NHCHC—NH>

CH>

7

NH

amusi N-(6-dennnrexcanown)-raummi-L-rpunrodpana (I'b-115)

[Tony4yennsie hapMakoreHble CyOCTaHIIMU TOJIBEPTaIUCh MEPEKPUCTATIIUZAIUU
U3 OpPraHWYeCKHX PACTBOPUTENEH I JOCTHKEHHUS HEOOXOAMMOrO YPOBHSI KauyecTBa,
XapaKTEepHU3YyIOIIEro cyOCTaHIIMK KaK CTaHapTHBIA oOpasen: unent u3 sTuiianerara, a

['b-115 u3 cnupTa 3TUIOBOTO.

1.6. MeToabl aHaIHM3a coelMHEHMI NMENTHIHOMH CTPYKTYPbI

[To xumuueckoit crpykrype Jdunent u I'b-115 npencrapisitor coOoit coeTuHEHUs
NENTUIHOW CTPYKTYpPBL. JIUIENT CONEpPKUT B CBOEHU CTPYKTYpPE OCTATKM NIPOJIMHA U
TUpo3uHa, a 'b-115 comepxut ocratku raunuHa u Tpuntodana [44, 55].

JInst mpoBeieHUSI KAYECTBEHHOTO M KOJIMYECTBEHHOTO (hapMaKOIEHHOTO aHaIn3a
COEIMHEHUH NENTUAHOW CTPYKTYPBI IPHUMEHSIOTCS Pa3jIU4HbIE METOJbl. XUMHUUYECKHE
METO/bl, TaKHME€ KaK TUTPOBAHME M IIPOBEJCHHE KAYECTBEHHBIX pEaKIUH, MOTYT
IPUMEHSTHCS JUTSI KOJIMYECTBEHHOTO M KAYeCTBEHHOTO onpeeneHus [62, 63, 64, 65, 66,
67, 68, 69, 70, 71, 72, 73].

OnTuyeckue MeToabl, Takue Kak Y @-cnekrpodoromerpusi, MK-cnektpomerpus,
SAMP-, TIMP-cnekTpockomnus, MOTYT OBITh HCIOJIB30BaHbl [JIs JIOKAa3aTelbCTBA
nogaMHHOCTH. AAC u ADC MoOryr OBbITh HCHONB30BaHbl B aHAJIW3E€ YHCTOTHI
JICKapCTBEHHBIX MpenaparoB MentuaHon crpykrypsl [60, 62, 63, 64, 65, 66, 67, 68, 69,
70,71, 72, 73].
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Xpomatorpadpudeckne meronsl (TCX, I'KX) Moryr ObITh HCIOJB30BAaHBI B
aHann3e 4HUCTOThI, a MeTrod BDOJXXX MoxkeT OBITh HMCIONB30BAaH B KA4ECTBEHHOM U
KOJIMYECTBEHHOM aHaJIM3€ TIPU YCJIOBHU HCIIOJIB30BAaHUSA CTaHJAPTHBIX 00pa3IloB

JICKapCTBEHHBIX Ipenapatos [64, 70, 73, 74, 75].

1.6.1. Xumudeckas uaeHTH(UKALMS NENTHIHBIX PeNapaToB

Jlns mpoBedeHHus WACHTU(DUKAIMM JIEKAPCTBEHHBIX TMPENapaToB MENTUAHON
CTPYKTYpbl MOTYT OBITb HCIHOJIb30BaHbl XUMHUYECKHE peakuu MnoaauHHocTH. Ilo
JUTEPATypHbIM JaHHBIM, I8 HMACHTU(QUKALWKA TENTUIO0B MPOBOASIT PEAKIHH
oOpa3oBaHus COJIEH W THIPOKCAMOBBIX KHUCIOT. /[aHHasd rpynna coequHeHuid o0nagaeT
aMm(pOTEepHbIMU CBOMCTBAMM, TaK KaK COEAMHEHHs O0Jalal0T KaK KUCIOTHBIMH, TaK U
OCHOBHBIMH  (YHKIIMOHATBHBIMU Tpynmamu. KapOokcuiabHass Trpynma  MOMXKET
pearupoBaTb C HEOPraHMYECKMMM OCHOBAaHUSIMHU, HamOoJiee XapaKTepHbIMU OyayT
NPOAYKThl PEAaKUUH C COJSIMH MEAHM — O0pa3oBaHUE TEMHO-CUHErO0 WM CHHE-

¢duoseToBOrO pacTBoOpa, WK ocajaka [77, 78, 101].

Hamuune B crpyktype ['b-115 ocrarka TpuntodaHa mo3BOJSET NPOBECTU
peaklUuio € AUATUIOCH3AIBACTUIOM B CpPENE XJIOPUCTOBOAOPOIHOM KHUCIOTHI MPHU
HarpeBaHuM — 00pa3yeTcs pacTBOP MypPIypPHO-TOIYOOTO IIBETA.

JpyruMm xapakTepHbIM CBOMCTBOM IPENAPATOB MENTUAHON CTPYKTYPHI SIBISETCS
CHOCOOHOCTh K TUAPOJIM3Y aMHMJIHOM CBSI3M — 00pa3oBaHUE I'MJIPOKCAMOBBIX KHCIOT B
KHUCJION cpefe.

OOHapyXeHue TOJYYEHHBIX THMIPOKCAMOBBIX KHUCJIOT MPOBOAST C MOMOIIBIO
00pa3oBaHMs OKPAIlICHHBIX BHYTPUKOMILICKCHBIX coJieii ¢ coemuHenusMu xenesa (111)
u wmemu (I1). Tlpomyktel peakmuu 3aBucatT oT PH cpeasl u  KoaudecTBa
UCIOJIb3yEMbIX peareHToB [76].

B I'd X peakums oOpa3oBaHUsS THAPOKCAMOBBIX KHCIOT PEKOMEHIOBaHA IS
aHaM3a JIEKapCTBEHHBIX MpPEnapaToB IPyMNIbl MEHUIUUIMHA, HOBOKaWHA U JIp., TAKKE,

KaK M [ENTUIBI, SBisromuxcs amuaamu [80].
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OmnwucaHo onpejelcHre ¢ IMOMOIIBI0 THAPOKCAMOBOM peEakiMu TMpernapaToB
NCNTUAHON CTPYKTYpsl — Jluienrta M HoomenTa ¢ 00Opa30oBaHHEM TEMHO-BHUIITHEBOTO
okpammBanus [55, 81, 82].

Tak Kak BbIIICYKAa3aHHbIC PEAKIMH HE SBISIOTCS CHCHM(DUUCCKUMHE IS TPYIIIIbI
OpernapaToB HENTHAHON  CTPYKTYpPhl, OHHM HE MOLYT OBITh  JOCTOBEPHBIM
HOATBEPIKIECHUEM TOUIMHHOCTH M MCIIOJIE30BAThCS I MACHTH(GHUKAIMN CTaHAapTHBIX

o0Opas3Ios.

1.6.2. TutpumMeTpryecKkne MeTOAbI AHAIU3A

CoryiacHO OTEYECTBEHHOW U 3apyOeKHOM HOPMATUBHOW JOKYMEHTAlUU OJHHUM
U3 HauboJsee 4acTo UCIOIb3yEMbIX METO/I0B KOJIMYECTBEHHOI'O ONPEAEIICHUS SBISETCS
TATPUMETPUYECKUN METOJ.

Jlig mpenapaToB MENTUIHOW CTPYKTYpPbl MOKET OBITh MPEUIOKEHO HECKOJIBKO
BAPDUAHTOB  TUTPUMETPUYECKOTO  KOJIMYECTBEHHOTO  ONPEACIEHUSA, a HMEHHO
TUTPOBAaHUE B HEBOJHBIX CpeAax U OINpeAesieHHe 00Iero a3zora meroaoM Kbenbaais
[67, 70,71, 72,73, 80, 83, 84].

[Ipenaparbl NENTUIHON CTPYKTYPHI SABISIOTCS CIa0BIMA OCHOBAaHUSMM, B CBSI3U C
3TUM HX pACTBOPSIOT B IPOTOIEHHBIX PACTBOPUTENAX TAKUX KAK MypaBbHHAs M
0e3BO/IHAsl YKCYCHas KHCJIOTa, a TaKKe YKCYCHbIM aHruapuia. TUTpaHTOM SBIISETCS
XJIOpHas kuciora [72].

Taxke I KOJIMYECTBEHHOIO AaHAINM3a COCIAMHEHUHM, COJEpXkKallUX B CBOEM
COCTaBE aTOM a30Ta, UCIOJIb3YETCS METOJI ONpeeseHus ooiero azora no Keenpaanto.
Meton Kbenbans BKIIOUEH B OOIIME U YACTHBIE CTaThU BeAYyIIUX (papmakomnen Mupa.

KonnuecTBeHHOE ompeneneHne CTaHAapTHBIX 00pa3lioB HEOOXOAUMO MPOBOIUTH
HE3aBUCUMBIM XUMHUYECKUM CIHOCOOOM 0€3 HCIOJIb30BAaHUSl CIMYUTEIbHBIX METOOB,
TakKUM O00pa3oM TUTPUMETPUUYECKHE METOAbl HEOOXOIWMBbI JJIsi BKJIIOUYEHHUS B

HOPMATHBHYIO TOKYMEHTAIIHIO 110 Mmoka3aTeito «KoaumuecTBeHHoe comepkanuey» [40].
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1.6.3.CnekTpajibHble MeTO/IbI AHAJIU3A

OnThyeckue METOAbl aHAIW3a OMUCAHBl U PEKOMEHIYIOTCS BCEMH BEAYIIUMH
dapmakomnesMu Mupa. JJisi KaueCTBEHHOTO M KOJIMYECTBEHHOTO aHAIHM3a CyOCTaHIUN U
JIEKapCTBEHHbIX (OpPM TMpenapaTroB MENTUIHON CTPYKTYpPhl HIMPOKO MPUMEHSIOTCS
CHEKTpaJbHblE METO/bl, OJHAKO B aHAJIM3€ CTaHJAPTHBIX OOpa3llOB CIEKTpPaJIbHBIC

MCTOJbI MOT'YT OBITH UCITOJIF30BAHEI TOJILKO B aHAIN3E INOAJIMHHOCTH.

1.6.3.1. Y®-cnexkrpodoromerpust

Meton  Y®-cnekTtpohoTOMETpUM  HIMPOKO  HCIOJIB3YeTCS B aHAIU3e
MOJJIMHHOCTH CyOCTaHUMI U JIEKAPCTBEHHBIX (POPM U ONUCAH B OOJBIIMHCTBE BEIYIINX
¢dapmakoneld Mmupa. B KOHTposie KayecTBa METOJA HCIOJIb3YETCS JJis BEIIECTB,
MMEIOIINX CONPSKEHHBIE KpaTHbIE CBs3H. Meton Y D-cnekTpopoToMETpUH SIBISETCS
Hecneun(pUUHbIM, OJIHAKO HEOOXOJIMM B KOHTpPOJIE KauyecTBa CTaHAAPTHBIX 00pa3LoB
KaK He3aBUCHMBIN JOMOJHUTENbHEIN MeTo [34, 36, 37, 64, 65, 66, 67, 69, 70, 71, 73].

N3yuenue Y@D-cnekTpoB JEKAPCTBEHHBIX IpENapaToB OOBIYHO MPOBOJAT B
uHTepBasie JMH BoJH 200-350 HM, UCIIONB3ysl B Kau€CTBE PACTBOPUTEIEH BEIIECTBA,
HE TOTJIOLIAIOLINE B UCCIEYyeMON 00JIaCTH CIIEKTpa U HE BCTYMAIOIIME B PEAKIMU C
uccieayeMbIM BerectsoM [85, 86, 87, 88, 89].

CoeauHeHuss NENTUAHOW CTPYKTYPbl UMEIOT XapaKTEPHBIE MOJIOCH! NOTJIOMIEHNUS
U OMNpEAENSIOTCS HAJIMYUEeM B CTPYKType ABYX XpoMmModopHbix rpyni. Ilentuanas
rpynmna mnposiBisieT ciiadoe MoriolieHue, kotopoe Habmomaercs npu 200-220 HM, a
OCHOBHBIMU XpOMO(OpamMu B COCTUHEHUSIX MENTUAHON CTPYKTYPHI SBISIOTCS OCTaTKU
apoMatuyeckux aMHHOKHUCIOT: Tpuntodan (I'b-115) u tuposzun (dunent). CrnekTpbl
dbapMakonelHbIX CyOCTaHIMN OBUTM W3Y4YEHBI PaHEE W XapaKTEPU30BAIMCH  JBYMS
MakcuMyMa noryomeHuss npu 282+2um u 290+2um ang I'b-115 w makcumymom

nomtomeHus mpu 278+2um st Junena. [44, 55].
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1.6.3.2. UK-cnekTpomeTpusi

Cnextpockorius B uHppakpacHoir (MK) obGmactu cnekrtpa  sBisgercs
paclpOCTPaHEHHBIM METOJIOM KAaueCTBEHHOI'O aHajdu3a, MO3BOJSIONIMM MPOBECTH
UJCHTU(GUKALINIO COSUHEHUS, YCTAHOBUTH €r0 CTPYKTYPY, IPOBECTH aHAIU3 CMEceil, a
Takke aHanu3 4ucToThl. Ilupokmii nuamazoH npumeHeHus HWK-criektpomeTpun
0OyCJIOBJIEH BBICOKOHW YYBCTBHUTEIBHOCTBHIO K KOJEOAHWIO (PYHKIIMOHAIBHBIX TPy,
u3MeHenusM B ctpykrype [90, 91, 92, 93, 94].

[lenTuanbie mpenaparbl UMEIOT JABE MOJIOCHI MOTJIONIEHUS «AMua |I» m «Amun
II». Haxomarcs »tu monockl B uHTepBanax 1690-1630 u 1620-1590 cM L
coOoTBeTCTBeHHO. [lepBas mosoca xapakTepu3yeTcs: HaluuueM KapOOHUIBLHOU TPyl B
CTPYKType Tmpemnapara. Bropas amujHas 1oJioca MPOSIBISETCS B TNEPBUYHBIX U
BTOpHUYHBIX amuaax. [95, 96, 97, 98, 99, 105]

B Snounckoii u bputanckoi (papmakonesx OJHUM U3 METOAOB MACHTHU(PUKALINH
tpuntoana u aneTunTpunTodana npemioxer meron MK- cnexrpockomnuu [65, 73].

Heobxoaumocts nomyuenus MK-crnekTtpa cranmaptHoro oOpasiia o0yclioBieHa
WCIIOJB30BaHUEM B TIOCJIECAYIOIIEM TIpoliecce UIASCHTU(PUKALMK, CyOCTaHUUU U
JIEKapCTBEHHBIX (POpPM MpemapaTa MyTeM COMOCTABJIICHUS PHUCYHKOB criekTpoB [40].
HecMotpst Ha monydenne panee MK-criekTpoB ¢apmakoneiiHoi cyOCTaHIIMM, TaK Kak
CO sBasitoTcst 60Jiee YUCThIMU coenuHeHusaMu, uMeHHo MK-cnektp CO HeoO6xoaumo
UCIIOJIb30BaTh B JaJIbHEHIIIEM KOHTPOJIE KauecTBa Kak (DapMaKoONEeWHBIX CyOCTaHIUH,

TaK ¥ JISKapCTBEHHBIX (popM ucciemayembix Bemiects. [43, 54]

1.6.3.3. AMP-cnekTpocKonus

Meton SMP wmoker OBITh HCIIOIB30BaH JJIS IPOBEIACHUS KAadeCTBEHHOTO
aHanu3a, UCCIEAOBAaHUs WIIW MOATBEPKICHUS CTPYKTYPbl OPTAaHMYECKUX COCIMHEHUH,
onpeneneHuss 4uctoTel. Meron SMP-cnekTpockonuu BKJIIOYEH B MOHOrpaduu

OONBIIMHCTBA BeAyMIUX (hapMakomnei Mupa.
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[Toy4yeHune CreKTpOB CTaHAAPTHBIX 00pa3loB HEOOXOIUMO ISl TIOTBEP KICHUS
ux kKadectBa no mnokasarensiMm «llommuanocTe» M «llocToponHue npumecn». Meton
SIMP-crieKTpOCKONIUM ~ JOJDKEH  IPUMEHSITBCA B COBOKYNHOCTH C  JIpYyTUMH
HE3aBUCUMBIMM METOJaMHU aHaJIM3a.

B kauectBe pacTBOpUTENICH JOJHKHBI MCIOJIB30BaThCS COCAMHEHMS, KOTOPhIE HE
UMEIOT COOCTBEHHBIX CUTHAJIOB B MCCIIEIyeMOM 00JIaCTH M HE B3aWMOJICHCTBYIOIIHE C
pacTBOpPEHHBIM BemecTBOM. Jlmsi TomOOHBIX WCCeNOBaHWA Hawbojee dYacTo
HCTOJIB3YIOTCS JIEeUTEpUPOBAHHAS BOJA, xjopodopm, JNEUTEPUPOBAHHBIN
mametmicyinbdokenn [100, 101, 102, 103, 104, 106]. dapmakoreiiHble CyOCTaHIINH,
UCCIIEyEMBIX MpenapaToB ObLIM paHee M3y4yeHbl ¢ moMmolisio metoaa [IMP, ognako
JUI MASHTU(UKAIIMK CTaHJAPTHBIX OOpa3IoOB HCCIAEAYEMBIX BEIIECTB HEOO0XO0IUMO

HICIIONIB30BaTh OoJiee cenekTuBHbIN MeTon IMP C1, [43,54]

1.6.4. XpomaTorpapuueckue MeTOAbI AHAJIU3A

B Hacrosiiiee Bpems B (hapMakoONEeHOM aHANINU3€ NPUMEHSIOTCS pa3IUdHbIe BUIbI
xpoMarorpaduu, HaIpuMmep, TOHKOCJIOMHAs xpomarorpadus (TCX),
BBICOKOO((EeKTUBHAsA KUAKOcTHas xpomarorpadus (BDXKX), razo-kuakoctHas
xpomarorpadus (I7KX).

BBuay HU3KOM CEJIEKTUBHOCTH M 4YyBCTBUTENBbHOCTH Merona TCX, mnaHHBIN
METOJT HE MOXKET MPUMEHATHCS B KOHTPOJIE KauecTBa CTaHAApPTHBIX OO0pa3loB
IpenapaToB MNENTUAHOM CTPYKTYypbl. B CBOIO ouepelp Ha OCHOBE HCCIENOBAaHUU,
npoeneHHblx B DPI'BHY «HayuyHo-uccnenoBaTenbCckuii MHCTUTYT (apMakoJIOTUU
umenu B.B. 3akycoBa» ObUIM MpOJAEMOHCTPUPOBAHBI IIpenmyInecTBa Metoga BOXX B
aHanu3e cyOcTaHUMHU JeKapcTBeHHbIX npenapatoB ['b-115 u Jlunment nmo mokaszaTento

((HOCTOpOHHI/Ie IIPUMCCH.

Meton KX wucnonp3yloT B KOHTpOJIE KauecTBa CTAHAAPTHHIX 0OOpPa3lOB IO
nokasarento «OCTaTOYHbIE OPraHMYECKHE PACTBOPUTENIN». DTO CBA3aHO C TEM, YTO B
OTJINYHME OT CYOCTaHIMI KOJIMYECTBEHHOE COJACP)KAaHUE OCTATOYHBIX OPTraHUYECKUX

paCTBopHTCHCﬁ JOJDKHO KOHTPOJIMPOBATHECA OTACIIBHO OT IMOKA3aTCIIsa «Boga» meTogom
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K.Dumepa, B TaKOM Cily4ae OIPEACIIECHUE IIOTEPH B MacCe IPU BBICYLIMBAHUU HE

IIPOBOJIAT.

1.6.4.1.Bricoko3ddexTuBHAA KUAKOCTHASA XpomaTorpapus (BIKX)

B nacrosimee Bpemst metoauku BOYKX BEINOIHSIOTCS ¢ MPUMEHEHUEM CIEAYIOIINX
COocO00B  JIETEKTUPOBAHUA:  YJIbTpaduOIETOBBIe, (IyopUMeTpUUYecKue, Macc-
CIIEKTpoMeTpuueckue. /[l aHanu3a TMpenapaTtoB NENTUIHOM CTPYKTYphl dalle
UCIIOJIB3YIOT 0OpameHHo-(hazoByto BOXKX, rme B kadecTBe COpOCHTOB HamOOJIbIIIEE
pacnpocTpaHEHHE TOJNyYWiIu  oOpamieHHO-(pa3oBbie  COPOCHTBHI C  MPUBHUTHIMU
okTIbHBIMU (Cg) min okTagenuibHbiMU (Cig) pagukanaMu. Mcnonb3ys JaHHBIE BUJIbI
COpOEHTOB, MOJTYYal0T BHICOKO BOCIIPOU3BOIUMBIE PE3YIJILTATHI.

B kauectBe moaBmwkHOW (dasel B oOpameHHO-¢pazoBoi BDIXX wmoryr
HCIIOJIb30BaThCAd KaK MHAWBUIYaIbHbIE PACTBOPUTENIH, TaK U UX CMECHU: CMECH BOJA-
AllETOHUTPUJI WJIM BOJA-METAHOJI B YHUCTOM BHUJE WM C J00aBIIEHUEM COJel
dbochopHOl, CepHON HIIM YKCYCHOM KHCIIOT.

OnTuMU3UpPOBATH pa3JeiIeHUs] COEIMHEHUI MENTHIHON CTPYKTYpbl U II0J100paTh
ONTUMAJbHbIE YCJIOBHUSI XpoMmaTorpaupoBaHUsi MOXHO, M3MEHSA IapaMeTpbl
XpoMartorpaduuecKkoi CUCTEMBI.

OCHOBHBIMM ~ KPUTEPUSIMU JUISI OLIEHKH XpoMatorpaduueckoro paszzieicHust
ABJIIOTCSL TakWe ToKaszaTrenu, Kak uucio teoperudeckux Tapenok (N), daxrop
pasmbiBanus 30HEI (T), koodpduuuent emkxoctu (K), kodpdumment pasnenenus (o),
paspemenue (Rs) [106, 107, 108, 109, 110, 111 , 112, 113, 114, 115, 116, 117].
Metonuka orpeaelieHuss MOCTOPOHHUX TpUMecedl B (papMakomeHBIX CyOCTaHIUAX

Hwitenta u ['b-115 Obltn pa3paboTansl U ONMy0JIMKOBaHbI paHee. [43, 54]

1.6.4.2. I'a30-»kuaKkocTHasi xpomarorpagus

Meton IKX o6namaeT psjoM JOCTOMHCTB, K KOTOPHIM MOJYKHO OTHECTH

BBICOKYIO  YYBCTBUTCIBHOCTbL M  CCJIICKTMBHOCTb MCTOJIa, BBICOKYIO CKOPOCTb
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IPOBEICHUS aHAJIN3a, BO3MOXHOCTb MCHOJb30BaTh pPA3JIUYHBIE THUIIBI JIETEKTOPOB
(TIaMeHHO-MOHU3AIIMOHHBIN, a30THBIN Wian (GocOopHBIN JETEKTOp, JETEKTOp 3axBaTa
AIIEKTPOHOB U MAacCC-CIEKTPOMETP).

[IpenapaTbl NENTUIHON CTPYKTYPbI — BBICOKONOJIIPHBIE COEAUHEHHsI C HU3KOM
JIETY4YEeCThI0, YTO TpeOyeT MpOBEACHUS AepUBATH3ALMU Ui YBEJIMUYCHUS JIETy4eCTH
JAHHBIX coeMHEeHH . CII0XKHBIE MPOIECCHI EPUBATU3AIINHI, HEOOXOIUMBIE JIJIsl aHAIN3a
NENTUAHBIX IPENnapaToB, HCKIIOYAIOT 3TOT METOJ B KayecTBEe pyTUHHOro. OpHako
metoa [KX saBnsiercst Hanbosee NOIXOAIIUM ISl aHAIM3a OCTATOYHBIX OPTaHUYECKUX
pacTBopUTeNied B CTaHAapTHBIX oOpasmax [61, 88, 106]. Jlns dapmakoneHHbIx
cyOCTaHIIMN HCCIEIyeMBbIX MpenaparoB ObUIM pa3pabOTaHbl METOAUKHU OIpeeIcHUs
OCTaTOYHBIX OPTaHMYECKHX pacTBopuTeneit, oqHako B HJl onm He Bomnm. [43,54]
Kpome Toro B mpouecce galbHEMIINX UCCIEIOBaHUMN, Obljla MTOKa3aHa HEOOXOIMMOCTh
pa3paboOTKl HOBBIX U Ooyiee UYBCTBUTENIBHBIX METOJOB KOHTPOJS KauecTBa

CTaHJApPTHBIX 00Pa3lIoB.
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TI'JIABA 2. MaTtepuaJjibl 1 MeTO/bI HCCJIETOBAHNS
2.1. O0BeKThI HccJIe0BAHUSA

OO0bekTamMu ucciaenoBaHUM  sSBIsUMCH 3 oOpasma cyoctanmmu  ['b-115,
MPOMEKYTOUHBIE MPOAYKTHI €ro CHUHTE3a — (DEHWITeKCAaHOWITIUIMH, L-Tpunrodana
XJIOpOTHUIpaT, (PEHUITEKCaHOBAs KUCIOTA — UCXOJHBIA POAYKT CHHTE3A.

Takxe MaTepuanamMu McCleOBaHUMN SBISLTUCH 3 0oOpas3ua cyOcranuuu [umenta,
UCXOJIHbIE MPOAYKTHI CUHTE3a METHIIOBBIN ¢up L-trpo3una u N-kanpoun-L-npoinuH, a
TaK)K€ MPOAYKT THUAPOIM3a TNOoJydueHHOro mnpemnapata — N-kanpowi-L-nponmn-L-
TUPO3HH.

Cunre3 cyoctanuuii I'b-115 u Qunenra ocymectsien B ornene xumun OI'BHY
«HayuHo-uccnenoBarenbckuii  MHCTUTYT  (apmakonorud wum. B.B. 3akycoBa»
(pyxoBoauTeNnb OTAENAa — JOKTOp OHOJIOTMYECKHUX HayK, Mpodeccop, UiIeH -
koppecnionieHT PAMH - T.A. I'ynamesa).

Ounctka cyOCTaHUMH TPOM3BOAMIACH B TPYyNNE TEXHOJOTUU CHUHTE3a
JIEKapCTBEHHBIX  CPEICTB  XMMHUKO-TEXHOJIOTMYECKOW  JIabOpaTopvH  OMBITHO-
texHonornyeckoro  oraena @OI'BHY  «HayuHo-mccnenoBaTenbCkuii ~ MHCTUTYT
¢dapmaxonoruu um. B.B. 3akycoBa» (pykoBOIUTENb TPYIIBl — KAaHAWJAT XUMUYECKUX
HayK, BEyIUIA Hay4YHbI COTPpYAHUK - ABaroHnnHa H.1.).

HcxonHbie 1 pOMEXKyTOUHBIE TTPOIYyKThI cuHTe3a ['b-115 Obutn mpenocTaBieHbI
ornenom xumun O®I'BHY «Hayuno-uccnenoBareabCkuii HHCTUTYT (PapMaKoJIOTHH UM.
B.B. 3akycoBa» (pykoBOOUTEIh OT/AENA — JIOKTOP OMOJIOTHYECKHX HayK, Impodeccop,

yiieH - koppecnonaeHT PAMH - T.A. I'ynamesa).

2.2.Ucnosab3yemoe 000pya0BaHue

Onenky ¢usuko-xumudeckux coiictB ['b-115 wu Jlunenra, pa3paboTky wu
BOCIIPOU3BEJICHUE METOAMK aHalh3a W HayYHO-OOOCHOBAHHBIX HOPM KayecTBa
CTaHJAPTHBIX  OOpa3lOB  NPOBOAWIM B  AQHAIUTHYECKOM  Tpynme  XUMHKO-
TEXHOJIOTUYECKON JIa0OpaTOPUH OMBITHO-TEXHOJIOTHYECKOTO OT/AeNa (PYKOBOJUTEIH
aHanutuueckol rpynnel — A. gapm. H. JLH.I'pymeBckas) u B HMcnowitarenbHoit

nabopaTopuy  IKCIEPTU3bl  KadecTBa  JIGKAPCTBEHHBIX  cpeactB  Haydno-
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uccinenosarenbckoro uHcruryra @apmanuun @I'bOY BO Ilepspiii MI'MY um. .M.
CeuenoBa MunznpaBa Poccum (3aBenyromasi nabopatopueinr — CannukoBa Enena

FOpbeBHa).

JInst u3ydeHHs CIEKTPAIbHBIX XapaKTEPUCTHK CYOCTAHIIMH HCIOab30Bain Y d-
cuektpodoromerp UV-1700 (“Shimadzu”, SInonus), MK-cnekrpomerp Bruker Vertex
70 (I'epmanus), Bruker AM300 (300.13 MI'y st 1H u 75.47 MI'n as 13C).

OnpeneneHue yria BpalleHUs MPOBOAWIA HAa aBTOMATUYECKOM MOJSIPUMETPE
ADP 410 (Bellingham + Stanley, BeaukoOpuTanus).

Temmnepatypy IaBieHus onpenessum Ha mpudope Buchi Melting Point B-540.

Omnpenenenne Boabl o Metoay Kapna dumepa nposoauinu Ha nmpubdope Mettler
Toledo DL 32.

s onpenenenus pH pactBopor pH-metp Mettler Toledo Seven Compact S230.

Xpomarorpaduueckuii ananuz merogoM BOXX mpoBogmim Ha  KUIKOCTHOM
xpomatorpade Agilent 1200 Series ¢ komonkoi Luna C18(2) 100 A, LC Column 250 x 4.6
mm, Ea. 3 Mxm).

XpomaTtorpapuyeckuil aHaJIu3 METOI0OM ra30BOM XpoMarorpaduu NpoBOIMIN Ha
xpomarorpade ¢ IUIAMEHHO-UOHU3AIMOHHBIM JeTeKTopoM ['a30BbIif XpomaTtorpad
Carlo Erba 6000 Vega Series 2 GC (¢upmsr «Carlo Erba Strumentazioney», Wranus
Komonka: Kanmmmnspras kononka DB-624 nnunoun 60 m, BHyTpeHHUM nuamerpom 0,53
MM 1 ¢a3oi, coctosimen u3 6% -nuannponmwipermia u 94%-TMMeTUIIONNCUTIOKCaHA
(ToNIIMHA TUIEHKH 3 MKM).).

N3ydyeHne Takux TMOKas3aTejJed Kak: BHEIIHUW BHJ, PacTBOPUMOCTb,
MPO3PAYHOCTh, UBETHOCTh W pH BOAHBIX pacTBOpPOB, MOTEps B Macce IIpHU
BBICYIIIMBAHUH, TEMIIEpaTypa IJIABJICHUS TPOBOAWIN B COOTBETCTBUM C TPEOOBaHUSIMU
I'ocynapctBenHoit @apmakorien X1 n3manus.

KonuuectBennoe omnpenenenne ['b-115 B cyOcTaHuum MeTOIOM OIpeAeiIeHUs
obmero azora mo Kbenmpaanio mpoBOAMIM TakKe B COOTBETCTBHUU C TPEOOBAHUSIMU
['ocynapctBennoit @apmaxonen XlII.

Cratuctuyeckyro 00pabOTKy OCYIIECTBISIIM B COOTBETCTBUU C TPEOOBAHUSIMU

['ocynapctBennoit ®apmaxonen XIII.
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2.3. Ucnoab3yemblie peaKTUBbI

Jist  ompeneneHuss  pacTBOPUMOCTH — HCCIEAYEMOrOo  COCIMHEHMsSI  ObLIU
WCIIOJIB30BaHbl CJIEAYIONINE PACTBOPUTENN: BOAA OUHUILIEHHAS, COUPT 3THIOBBIA 95%,
aleToH (X4), JUATUIIOBKIN Adup (4ma), sTunanerar (4aa), JMOKcaH (4aa), TeKcaH (X4),
xjopodopm (X4), TOIyos (daa).

st xpomatorpadudeckoro ananmmza metomoM BOXKX Obutr MCHOIb30BaHBI
CJIEIYIONIME XUMUYECKUE BEIIECTBA U PACTBOPUTENIM: BOJA OUMILEHHAS, allETOHUTPUIT
(st BOXX, mis rpaguentHoi xpoMatorpaduu (Biosolve) mm «copt 0» u «copt 1»
(Kpuoxpom)), docdhopnas kuciora (opro) (xu4), kanus auruapodocdar (>99,0%
(Sigma) uu yza).

JIJis KOIMYECTBEHHOTO OIpeneneHus: MeTooM Kbenbaans mpuMeHs KUCIOTY
cepHyto (xu), ceien (99+, Merck), kamus cynbdar (Xx4), Menu cysibdaT MATHBOIHBIN
(una), xamus TUAPOKCH (X4), KUCTOTY OOpPHYIO (X4), KUCIOTY XJIOPUCTOBOAOPOAHYIO

(X4), METUJIOBBIN KpacHbIN (4/1a), METHJICHOBBIN CUHUH (41a).

2.4. Ucniosib3yemble paHee pa3padOTaHHbIe METOAUKH
B xome wccienoBaHus ~— WCIONB30BAJIUCh  paHee  pa3paOOTaHHBIE U
OITyOJIMKOBAaHHBIE METOJMKHU OIPEACIICHUS TTOCTOPOHHHUX MPUMECEH M KOJUYECTBEHHO

coneprkanus [43, 54].

2.4.1. Meroauxku onpeaeieHUs MOCTOPOHHUX npuMeced meroaom BIKX

Memoouka onpedeneHus nOCMOPOHHUX npumecei ONsl  GapmaxKoneHou
cyocmanyuu [unenma:

Okono 0,01 r (TouHas HaBecka) Mpemapara TOMEIIAIOT B MEPHYI KOJOY
BMeCTUMOCTBIO 100 MJI, pacTBOPSIOT B JOCTATOYHOM OOBEME MOJBMXKHOM (hasbl,
JTOBOJIAT 00bEM PacTBOpA MOJBIIKHOMN (ha3bl 10 METKU M MEPEMEITUBAIOT (MCITBITYEMBIH

pacTBop).
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20 MK (2 MKr) HCOBITYEMOTO pacTBOpa XpomarorpadupyroT B CIEIYIOIIMX
yenoBusix: Cig 5 MM, mauHHONM 250 MM M BHYTpEHHHUM JuameTpoM 4,6 MM ¢
npeakogoHkon Cig 5 mMkm, qiauHOM 30 MM M BHYTPEHHUM JuaMeTpoM 4,6 MM WU
aHaJIOTWYHasl; TMOJABIKHAsA ¢aza — aleTOHUTPUII-BOJA-JIEJTHAS YKCYyCHas KHCIOTa
(500:500:1), ckopocTh moTOKa MOABMKHOM ¢a3el — 0,5 MI/MUH, JJIMHA BOJHBI
nerektupoBanud 205 HM, TemIiepaTypa KOJIOHKHM KOMHATHAsI.

[lepen mpoBeneHMEM HCTBITAHUS KOJOHKY MPOMBIBAIOT MOJBHKHOWU (pa3oi 10

YCTaHOBJICHHSI CTAOUIILHOM 0a30BOI TUHUMU.

Memoouka onpedenenus nOCMOPOHHUX Npumecei Ol YaApMaKoneuHou

cyocmanyuu I'b-115:

Oxono 0,025 r (TouHas HaBecka) Mpemapara MOMEIIAIOT B MEPHYIO KOJIOY
BMECTHMOCTBIO 25 MJI, PacTBOPSIOT B JOCTAaTOYHOM OOBEME TIOABMIKHON (asbl,
JOBOJAT O0BEM pacTBOpa MOABMAKHOM (a3od 10 METKH M TEpEeMEIIUBaIOT
(MCTIBITYEMBIH pacTBOp).

[To 20 Mk (2 MKr) UCHBITYEMOIO pactBopa, pactBopa b m pactBopa ITIIXC
XpomaTorpaupyoT B CIEAYIOIIUX YCIOBMSX: CTalbHas KOJOHKa IIMHON 250 MM H
BHYTpPEHHHUM auameTpoM 4,6 MM, 3anonHeHHas copOentom C18 ¢ pasmepom yactuil 5
mkm (Luna C18(2), 5 mxm (Phenomenex) wiaum aHamornyHas), MOABM)KHas (aza —
alleTOHUTPHUI — BoJa, moakuciaeHHas 1o pH 3,15 docdopuoii kucioroit, (400 - 450),
PEXUM DIIIOMPOBAHUS M30KPATHUECKUH, TeMIeparypa KOJOHKH KOMHATHasl, CKOPOCTh
MOTOKA MOJBUKHOM (pa3bl — 1 MJI/MUH, 1JTMHA BOJIHBI AETEKTUPOBAHUS — 215 HM.

[lepen mpoBeneHHeM HCHBITAHUS KOJOHKY MPOMBIBAIOT TMOABMXHOU (hazoi 0
YCTAHOBJICHUSI CTAOWIHLHOM 0a30BOM JTMHUMU.

Vcnosp30BaHHbIC METOAMKH OBLIM paHee BauaupoBansl [43, 54].
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2.4.2. MeToauku onpeaeieHUs KOTHYECTBEHHOI0 COAePKAHUS

B xoxe Hammx HCCIEAOBAHUN HCIOIB30BAIUCH METOJUKU KOJIUYECTBEHHOTO
ornpeaencHus, papadorantbie panee [43, 54].

Jna konuuecmseenno2o ananusza cmanoapmuo2o oopaszya Junenma ucnonv3o6aiu
cneoyrowyro memoouxy. okono 0,2 v [unenrta (TOYHas HaBeCKa) MHHEPATH3YIOT
HarpeBaHUEM C 7 MJI CEpHOM KHUCIOTHl B MPUCYTCTBUU KaTajau3zaropa cejeHa B
kommuectBe 0,05 T u 1 1 pacreproii cmecu kamusa cyiabdara U Meau cyibdara (B
cooTHoteHuu 10:1) 10 moydeHus: CBETII0-3€JIEHOr0 pacTBopa. BpeMst Munepanuzanuu
OKOJIO 45 MUHYT. 3aTeM B pEakKIMOHHYIO0 cpemy n00aBisroT m30bIToK (40 M) 30%
pacTBopa HaTpwsl THIPOKCHIA, W BBIICTUBIIMICI aMMHAK OTTOHSIOT B NMPHUEMHHUK C
OOpHOM KHUCIOTOW M cMelaHHbIM HHIUKaTopoM. Cobuparor 100 Ma oTrona, 3arem
TUTPYIOT €ro cTaHgapTHBIM pacTBOpoM (0,1 MOJIB/1T) KHCIOTHI XJIOPUCTOBOIOPOIHOM 10
nepexojila OKpackd HMHAMKATOpa OT 3eJIeHOW N0 KpacHo-(puoseroBol. [lapannenbHo

IIPOBOJAT KOHTpOJ'II-;HBIﬁ OIIBIT.

Memoouka nposedenusi onpeoenenusi cooeprcanus 8 cmanoapmuom oopasye I'b-
115: ananu3, IpOBOJST B HECKOJBKO CTaAuil B iprbope st onpeneneHus azora. Okoyo
0,1 r I'b-115 (Tounas HaBecka) B koj0e Kbenbnans MUHEpaTu3ylOT HarpeBaHUEM C 7
MJI CEpHOM KHUCJIOTHI B MPUCYTCTBUU cMecH KaTanu3aropoB: 0,075 r meTamindeckoro
cesieHa u 1,2 T pactepToil cMecH Kanus cyibdaTta U Meau cyibdara (B COOTHOIICHUH
10:1) no momyuyeHHs] CBETJIO0-3€JIEHOr0 pacTBopa. Bpemsi MuHepanu3aluu OKOJIO 3

qacCoOB.

3aTeM KoJIOY MOJICOCIUHSIOT K TPUOOPY ISl IEPETOHKUA U MEJICHHO, 10 KaIlJIsiM,
npuOaBisaoT u30bITok (40 mut) 30% mienoun. BeiaenuBiuiics aMMuak OTTOHSIIOT B
npuemMHuk ¢ 20 mun 4% pactBopa OOpHOM KHCIOTHI M 5 KalUIIMH CMEIIAHHOTO
uHaukatopa. Cob6upator 100 Mn ortrona, 3arem Tutpytor ero 0,1 M pactBopom
XJIOPUCTOBOJIOPOJIHOM KHUCJIOTBI JI0 TEPEX0Jia OKPACKU HMHAMKATOpa W3 3€JICHOM B

KpacHO-¢uosieToByto. [lapannensHo MpoOBOAST KOHTPOJIBHBIN OTIBIT.
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I'JTABA 3. U3y4enune (pM3MKO-XMMHUYECKHX CBOMCTB U pa3padoTKa MEeTOAUK
aHaJIM3a CTaHAapTHOro odpasua JIuiaenra.

3.1 Pa3zpaboTka MeTOAMK aHAJM3Aa CTAHAAPTHOIrO o0pas3ua {unenra.

B nmnpomecce mnpoBeneHHOro ucciaeAoBaHUS —(U3HKO-XUMHUYECKUX CBOWCTB
cyoctanmmu JlunenTa, mpegHa3HaYeHHbIE U CO3/IaHUs CTaHIAPTHOTO 0Opasua, ObUIH
U3Y4YeHbl TPU CEPUU CYOCTAHIIMM MO CHEAYIOIIMM TOKa3aTesiM: BHEUIHUN BU],
PacTBOPUMOCTD B PA3IMUHBIX PACTBOPUTEIISIX, TPO3PAUYHOCTH U IIBETHOCTD MOJTYYEHHBIX
pacTBOpOB, TEMIEpaTypa MIIABICHUs, YACTbHOE BpalleHne, a TakKe BoJa, CyabhaTHas
30712 ¥ TsKeNble MeTasuibl. [10 moslydeHHBIM pe3ynibTaTaM ObLIM YCTAHOBIIEHBI HOPMBI

KOHTPOJISl KaueCTBa CTaHJAPTHBIX 00pa3IoB.

3.1.1. BHeminuii BUj cTaHAApPTHOrO odpa3ua Auienra

[To BHENmTHEMY BUAY BCE 00pa3iel cyOCcTaHIMu JlwrenTa, mpeaHa3HAaYCHHBIC IS
CO37aHMsl CTaHAAPTHOTO o00pas3lia, MPEICTaBILIA CcO00M Oenblii KpUCTATUTMYECKUN
nopoirok. OLEHKY MPOBOJAWIN BU3YyalbHO, corjacHo metoauku I'd X, Tom 1 crp.
179. Tlo pesynbTaTam oImpejeicHus OblIa YCTAaHOBJIEHAa HOpMa JIsl CTaHAAPTHOTO

06pa3ua 110 nokasarento «Onucanue» - OeJIbIi KpHCTaJIJ'II/ILIeCKI/If/'I IIOPONUIOK.

3.1.2. PacTBOpUMOCTb CTAHAAPTHOIO 00pa3ua ujienrta

Omnpenenenue pactBopuMoctu npoBoawian no metoauke I'd X, Tom 1, cTp.

531.

PacTBOpUMOCTh oOmpenensiiu B CIEAYIOIIMX pACTBOPUTENAX: BOJA, TeKCaH,
Tostyol1, xjopodopm, stanon (95%), sTunamerar, AMOKCaH, aleToH. Bce n3yueHHbIe
cepun cyoctanuuu JunenTta, mpeaHa3HaYeHHbIE U CO3/IaHUs CTaHIapTHOTO 00pasia,
MIPaKTUYECKA HEPACTBOPUMBI B BOJIE, TEKCaHE W TOJYOJI€, YMEPEHHO PAacCTBOPHMBI B
ATWIIAIIETATE, JIETKO PAaCTBOPUMBI B CIUPTE M XJIOpOo(opMme; pacTBOPUMBI B alleTOHE U

JIIAOKCaHE.

Pe3ynbrarel ananuza npencraBieHsl B Tadauie 1.
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Tao6auma 1

PaCTBOpI/IMOCTL CTaHOAPTHBIX 06p33HOB I[I/IJ]GHT& B PA3JIMYHBIX PACTBOPUTCIIAX

Ne cepun I I ]
PacrBopureJn
Bona Menee uem 1:10000
I'ekcan Menee uem 1:10000
Tonyon Menee yem 1:10000
Otanon (95%) 1:10 1:10 1:10
Ortunanerat 1:60 1:55 1:60
Jnoxcan 1:20 1:25 1:20
AneroH 1:15 1:15 1:15
Xnopodopm 1:5 1:5 1:5

[Ipu KkoHTpoJe KadecTBa CTaHAapTHOro obpasua Jlumenta mpeasioKeHO
ONpENENATh PAacCTBOPUMOCTb CTaHJAPTHOrO obOpasua B BoJe  (IPAKTHUECKU
HEpacTBOPUM), dTUiALeTaTe (YMEPEHHO pacTBOPUM), alleTOHE (PACTBOPHUM) M 3TAHOJE
(lerko pactBopum).  JlanHele HOpMBI coBmagator ¢ HJl s dapmakoneiiHoin
CyOCTaHIIMM, TaK KaK YBEJMUYECHHAs CTETEHb YUCTOThI CTAHIAPTHOIO 00paslia HE MOXKET

HU3MCHATH I10Ka3aTCJIb ((PaCTBOpI/IMOCTB».

3.1.3. IIpo3payHOCTh MW NIBETHOCTHL PACTBOPOB CTAHAAPTHOrO 00pa3na

Jnaenra

Kak Obl10 u3yueHO paHHee, cepuu cyOcTaHuuu Jlujgenta MpakTUYECKH
HEpPacCTBOPUMBI B BOJIE, JJIS OLEHKH JITHX IIOKa3aTeJel KadecTBa, M3 IMOIYYECHHOTO
oOpasia o npurotoBieHsl 0,5% pactBopsl B aTioBoM criupte (0,05 r B 10 Mt 95%

ATaHOJIA).

[Ipo3payHOCTh M CTENEHb MYTHOCTH MOJYYEHHBIX PACTBOPOB OMPEACISUIM MO
metoauke ['® X, Tom 1, cTp. 542, a IBETHOCTH MOJIYYEHHBIX PACTBOPOB OIMPEACIISUIH

coritacHo Metoauke I'® X, Tom 1, cTp. 535.
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W3 naHHBIX, TPEACTAaBICHHBIX B Ta0nuie 2, BUAHO, YTO TIO TIOKA3aTEeIIo
«IIpo3padHOCTh» BCE PacTBOPHI CTaHAAPTHOrO oOpasua JlunenTta B 3THIOBOM CIHPTE
95% sBAAIOTCS TPO3PAYHBIMM WJIM IO MYTHOCTH HE IIPEBBINIAIOT ATajoH |, a mo
nmokazareno «lIBeTHOCTh» - OecuBeTHBIC. B X0ae HAmMX HCCIACAOBAaHHM HE
HaOIOAaI0Ch M3MEHEHHM JTHUX IIOKa3aTeiei, 4YTO MOXKET CBUJIECTCILCTBOBATH O

MOCTOSTHCTBE COCTaBa CTaHIapTHOI'O 00paslia.
Tao6auma 2

Pe3synbTaThl ornpeenieHus npo3payHocTy U 1BeTHOCTH 0,5% pacTBOPOB CTaHIAPTHBIX

oOpazuoB /{unenta B 3TisioBoM cnupte 95%

Ne cepumn I I i

IToka3arean

[Ipo3paunocTs | [Ipo3paunsiii | [Ipo3paunsiii |[Ipo3paunsbiit

[IBetHocTh | becupeTHblil | beciBeTHbIN | beclBEeTHBINM

Takum 0Opa3omM HaMU yCTaHOBJIEHBI HOPMBI 110 TTOKa3aTesm «lIpo3payHocTs» u
«IBETHOCTB» CHUPTOBBIX PpacTBOPOB cTaHAapTHOro obpasma. 0,5% couproBsle

pPacTBOPHI CTAaHAAPTHOTO 00pa3iia JOJKHBI ObITh PO3PAYHBIMU U OECIIBETHHIMHU.

3.1.4. Omnpenenenue TeMmepaTrypbl IUIABJIEHHUS CTAHJAPTHOIO 00Opa3na

Junienra

Onpenenenue TeMmmnepaTypbl IUIABJICHUS MPOBOJUIM CO CKOPOCTHIO TMOAbEMa
temriepatypbl 0,5-1 °C B Mmunyty mo wmeroguke ['d X, Tom 1 ctp. 560.
[IpenaBaputenbHO BhICYIIIEHHBIE 00pa3Ilbl MpernapaTa MmiaBmiuch B uHTepBaiie 119— 125°
C. Kaxnpiii otnenbHblid oOpaser; cyocrtaniuu Juienta minaBwics B npenenax 1-2° C
YeTKO, 0€3 BUAUMOTO pasiokeHus. PesynpTaTel npejacTtaBieHsl B Tabmmie Ne 3. [Jls
MPOBEJICHUSI KOHTPOJS KauecTBa CTAaHAAPTHBIX OOpaslloB IMpernapara ObUIM
YCTaHOBJIEHBI HOPMBI T10 MOKa3aTento « TemnepaTypa miaBieHus», @ MMEHHO oT 121 1o

123 C°. PesymbraThl HCCIIENOBAHUS MOKA3BIBAIOT, YTO CYOCTAHIMs, IPEAHA3HAYECHHAS
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JUTSL CO3JaHUsl CTaHAApPTHOTO oOpasia, 0oyiee OYHUIEHHAsT — MPEeAeNbl M0 JaHHOMY

MIOKA3aTelt0 MOTYT OBITh CyKeHbI B oTianune oT HJI 115 ¢papmakoneiiHoil cyocTaHIuy.

3.1.5. Onpepenenue YyaeJbHOr0 BpAallleHUs] PACTBOPOB CTAHJAPTHOIO

oOpasua lusnenra

N3yuenune QapmakoreiHol cyOCTaHIIUM, TTO3BOJIUIIO MPEATIOI0KUTh HATHMYHUE Y
ATOTO BEIECTBA JIByX ACMMMETPUYECKUX aTOMOB YIJEpojia, YTO B CBOIO OuYepelb
o0yclaBaMBacT HAJIMYKME ONTHYECKON akTUBHOCTH. [43] B cBs3u ¢ 3THUM ILieecoo0pa3Ho
OMpENEeNATh YACIBHOE BpalllCHUE PACTBOPOB CTAHAAPTHBIX O0O0pa3lloB Ipernapara.
PaccuuteiBanu ynenbHOe Bpaiienue g 2% pactBopa unenra B stanoisie (95%) no
meroguke I'd X, Tom 1, crp. 605. 3HadueHne yACIHHOTO BpAICHUS PACTBOPOB
Junenta HaxomuTcs B uHTEpBane oT -49 no -51° m, ciemoBarenbHO, JOIKHBI OBITH
BKJIIOYEHBI B HOPMATHBHYIO JIOKYMEHTAIIMIO Ha MOJYYCHHBINM CTaHIApTHBIN 0Opasell.
WN3meHeHne yriia BpallleHHs pacTBOPOB CTAHIAPTHOIO 00pas3lla CBUJETEIIBCTBYET O
HEHAJIC)KAIIEeM KadyeCTBE M HEBO3MOXXHOCTH Hcmoib3oBaHus CO mo Ha3HAUYCHUIO.
[TonyueHHBIC pE3yNbTaThl OMNPEACICHUS YJEIbHOTO BpAICHUS TMPEICTABICHH B

tabmuite Ne 3.

3.1.6. OnpenesieHue copepKaHUA BOAbI B CTAHAAPTHOM oOpa3ue Auniaenra

Onpenenenue BOJbl B CTaHIAPTHBIX oOpasnax Juimenta MpoOBOAMIM COTJIACHO
metoguke I'd Xlll, Tom 1, crp. 719. Coxpepkanue BOIbI ONPEACTSIN METOJIOM
K.®umepa. PesynbraThl mnpenctaBieHbl B Tabnuie Ne 3. BiiatoueHHe JaHHOTO
nokasarens B HJ[ Ha pa3zpabaTsiBaemblii CTaHAAPTHBIN OOpa3el] HeoOX0IUMO, CIETys
COBPEMEHHBIM TPEOOBAHUAM Beaylux (hapmakornei, Takux kak ['® PO, Amepukanckas

u EBponerickas @apmakonen.



Taoaumna 3

PC3y.HBTaTBI OIIPCACIICHMA TCMIICPATYPbI IJIABJICHUA, YACIBbHOI'O BPAICHUA U

COJICp>KaHMS BOJIBI JIJIsI CTAaHIAPTHHIX 00pasioB JunenTa

Ne cepun I 1 1l
IMokazarean
TemnepaTypa miaBieHus 121,0-123,0 | 121,5-122,5 | 121,0-123,0
Bona 0,15% 0,12% 0,13%
Y ienbpHOE BpalleHue -49,6° -50,8° -49,20

3.1.7. Onpenesienue cyJab(paTHOM 3011 CTAHAAPTHBIX 00pa3uoB Auienra

Omnpenenenue nokazarens «CynbdaTHasi 307a» MPOBOJUIN COTJIACHO METOINKE
['® XIlll, Tom 1, ctp. 714. IlonydyeHHsle pe3yabTaThl MpeACTaBiIeHbl B Tabnuie Ne 4.
OreHnBast MOJTyYCHHBIE PE3YJIBTATHI, OBLI CACIIaH BBIBOJ O HEOOXOIUMOCTH BKITFOUCHHS
B ®C Ha pa3pabaThiBaeMblii CTaHAAPTHBIN 00paser; HopMmbl He Oonee 0,1 %, Takke Kak

U 11 papMaKoneiHoOW CyOCTaHIIUH.
3.1.8. OnpeneseHue TAKeJIbIX METAJUIOB B CTAHAAPTHBIX o0pa3uax duienrta

Onpenenenue nokaszarens «TsxKenble METAIIbD» MPOBOJWIN COTJIACHO METOJIUKE
I'® XIl, Tom 1, ctp. 708. IlomyueHHble pe3ynbTaThl MpeacTaBieHbl B Tabmuie Ne 4.
OreHnBasi NOJyYEHHbIE PE3YJIbTAThl, ObLI ClI€JaH BBIBOJ O HEOOXOJUMOCTH BKIIFOUEHUS
B ®C Ha paspabaTeiBacMbIii CTaHAAPTHEIN 00pasern; HopMbl He Oosee 0,001 %, Takxe

KaK ¥ 17151 (papMakonenHon cyOCTaHIIMH.
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Tao6auna 4

Pesynbratel onpeneneHust cyib(paTHOMN 306l U TSKEIBIX METAIJIOB B

CTaHJapTHBIX oOpasnax [unenrta

Ne cepun I I 1l
Conepxanue cynb(haTHOU 30J1bI 0,059 0,071 0,089
Tsokenple MeTauIb 0,0009 0,001 0,001

3.2. HN3y4yeHHMe CHEKTPAJIbHBIX XAPAKTEPUCTHK CTAHAAPTHOrO o0pa3ua

JInaenrta
3.2.1. Y®-cnektpodoToMeTpHs B aHAJIM3E CTAHAAPTHOro o0pa3ua luienra

N3yuuB nuTepaTypHble J1aHHBIC, a TaKXKE paHee MPOBEACHHBIE HCCIIEIOBAHUS
[43], mocesmeHHbIe aHanu3y cyOcTtanuuu Jluienrta, HamMu BbIOpaHa Mmeroauka Y d-
CHEKTPpOPOTOMETPUH, KaK OJIHOTO U3 METOJOB ONPEICICHUS IOJJIUHHOCTH
CTaHJApPTHBIX 00pa3noB. Hamuuume ocrtaTtka TUpo3uHa B CTpYyKType Juienra,

06YCHaBJ'II/IBa€T I/I36I/IpaTeJII>HOG IIOTJIOIMICHUC YCD-CBCTa, ABJAACH XpOMO(I)OpOM.

Tak kak s aHanM3a CTAHJAPTHBIX OOpas3lOoB, B OTJMYUE OT aHajIu3a
dbapmakoneiHON CyOCTaHIIMM HEOOXOJUMO BBEJEHUE JOMOTHUTEIBHBIX TMapaMeTpoB
OIICHKH TO/JIMHHOCTH HaMU ObUTH MPEIITPUHSTHI MOMBITKA YCTAHOBJICHHUS HOBBIX HOPM,
a UMEHHO MHUHUMYMOB MOTJIOIIeHUs. J[JisT TPOBEPKU CHEKTPAIbHBIX CBOMCTB, TOTOBUIIN
0,01 u 0,001 % cnupToBBIE PACTBOPHI CTaHAAPTHBIX 00paszioB Junenta. Crupt
ATUJIOBBI B KadyeCTBE pacTBOpUTENss ObUT BBIOpAaH B CBA3M C OCOOCHHOCTSIMU
pactBopuMoctu mnpenapara. Crnektpbl cHuMmanu B uHTepBaie oT 200 mo 350 HM.
[Tony4yeHHbIE CIEKTPhl UMEIOT YETKUE MAKCHUMYMbl U MHHUMYMBbI morjomieHus. Ha
puc.3 u puc.4 mpeacTaBiIeHbl TUIMYHBIE CIIEKTPhl CTaHAAPTHBIX oOpasnoB Jlunenrta B

9TAaHOIJIC.
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3

Hamu noareepkaeHo, yto nosydeHHsle cnekTpsl 0,01% pactBopoB /[lunenta B

ATaHOJIE UMEIOT XAPAKTEPHBIM MAKCUMYM MOTJIOLIECHHS JJIMHE BOJIHBI OKOJIO 278 HM, B

cBOIO ouepenb noiryueHHbIe cuekTphl 0,001 % pacTBOopoB /lnienTa UMEIOT MAaKCUMYMBI
9

MOTJIONICHUS TP JUITMHAX BOJH OKoJio 225 HM, 207 M m 278 HM. A Takxke ObUH

YCTAHOBJIEHBI XaPAKTEPHbIE MUHUMYMBI TIPU CICAYIONIUX JIJIMHAX BOJH — 249 M u 218

HM.

B tabnuie Ne 5 npeacraBieHbl OCHOBHBIE CIIEKTPaIbHbIE XapaKTEPUCTUKH

IMOJIYUYCHHBIX CIICKTPOB ITOTJIOIICHUA.

Taoauna 5

OCHOBHBIE CIEKTPaAJIbHBIE XapPAKTEPUCTUKHU PaCTBOPOB CTaHAAPTHOTO oOpa3ua unenta

B aTaHoje (95%)

JlIMHa BOJIHBI, HM OnTuueckas MonspHsblii Konuenrpanus
IJIOTHOCTD KO3 PUIIUEHT pacTBOpOB
MIOTJIOIIEHUS
MaxkcumyMsbl
207+0,2 0,430 15902 0,01%
225+0,2 0,309 11427
278+0,2 0,435 16390 0,001%
MuHUMYMBI
218+0,2 0,270 10173 0,01%
249+0,2 0,050 1883
Hammune B Y®-cnekTtpax XapakTepHbIX MakCUMyMOB W MHUHUMYMOB

MOrJIoOmCHUsA, a TaKXKC OTHOCHUTCIBbHO BBICOKHC 3HAUYCHHA MOJISIPHBIX rokKas3arejen

MOTJIOLIEHUS

OIIpCACICHUA IIOJJIMHHOCTH CTaHAAaPTHBIX OGp&SHOB,

ITO3BOJIAIOT

HCIIOJIB30BAaTh

meton Y ®-crektpodoTOMETpUN  JUId

a TakXke JEMOHCTPUPYET
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HEOOXOMMOCTh BKIIFOUEHHUS JAHHOTO METOJa B HOPMATHBHYIO JOKYMCHTAIUIO Ha
NoJIy4eHHbIe cTaHAapTHbIe oOpasibl. [lomyuennpie Y®-cmektpor 0,01% u 0,001%
CIIMUPTOBBIX PACTBOPOB CTAHIAPTHBIX OOPA3IOB JOJDKHBI COBMAaTh ¢ Y D-crieKTpamu,
IPEJICTABJICHHBIMH B HOPMATHBHOW JOKYMEHTAIlMH, JOJDKHBI TaKXKe OIMPEICISAThCS
MaKCUMYMbl U MHUHUMYMBI TOTJIONICHUS W PACCUMTHIBATBCS MOJIAPHBIC IOKA3aTCIH

HIOTJIOIIECHHS.
3.2.2. UK-cniekTpomMeTpHs B aHAJIN3€ CTAHAAPTHOrO odpa3ua JIujaenrta

CriexTpbl UcclieayeMbIXx 00pasioB cHumanu Ha MK-cniekrpomerpe Bruker Vertex
70 (I'epmanus), mnporpammuoe obOecreuenne OPUS 5.5. ITloaroroBky mpo6
OCYIIECTBIISUTA METOAOM TIPECCOBAHMS aHAIM3UPYEMOTrO CTaHAApTHOTO obpasma ¢

WHEPTHBIM HaIlOJHUTENEM (Kajvs OpOMUJIOM).

[Honmyuyennwrii Tunumunelii  WK-cnexktp crangaptHoro ooOpasua [unenta
npexncrasieH Ha puc.5. IlpencraBinenHsiii MK-cexkTp uMmeer XapaKTepUCTHUECKUE

MOJIOCHI TIOTJIONIEHUS, TIPEICTaBlIeHHbIE B Tabuiie No 6.

Obpasey Ounent
Mpoba cyxasq, 1 mr /200 mr KBr

Transmittance [%]
40 60 80 100 120 140
| | | |

20
L

Mi7as —
1046.22 ——
821.96 ——

33237 ——
295695 ———
1734.82

1641.25 ——
189350
1519.61 ——
143264 —
134876 ——
127188 —
122473 ——

T T
4000 3500 3000 2500 2000 1500 1000 500
Wavenumber cm-1

Pucynok 5. Tunnunsiii UK-ciektp cranmaptHoro obpasia Jlunenra.
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Taoauna 6

Xapakrepuctrueckue noiocel nornomenus MK-cnekrpa crangaptaoro odpasua

Junenra
Juanaszon, cm™ CrniektpanbHas HHGOpMaIUs
3310 OH-rpynmer, NH-Tpymmbt
1735 -COOCHjs
1660,1640,1594 -CONH, >N-C=0
1519,1432 Hedopmarmonnsie konedanusa C=C cBs3eil THpO3UHA
822 3amelIeHUe B KOJIbLIE

[1o moJI0kEHNI0 1 HHTEHCUBHOCTH MOJ10C nornomenns MK-cnekTpel Bcex cepuii
CTaHJAPTHBIX O0pa3lOB ObUIM MPAKTUYECKH UACHTUYHBL, ModToMy wmeton MK-
CIIEKTPOMETPHUH BKJIIOYEH B HOPMATUBHYIO JOKyMEHTAluio B pasnuen «llogmmHHOCTE»
Ha TOJIyYeHHbIE cTaHAapTHbIe oOpasubl. MK-criekTp craHmapTHBIX 00pa3loB JOJIKEH
NOJIHOCTBIO COBIAJaTh ¢ mpeiokeHHbiM MK-cnektpoM B (apmakoneiiHOW craThe.

Tunuuneiii UK-cniekTp crangaptHoro oo6pasiia Jlunenrta npecraBieH Ha puc.S.

3.2.3. SIMP-CeKTpOCKONUSA B aHAJIHN3€e CTAHAAPTHOrO0 oopas3ua Inienrta

Crnextpsl IMP peructpupoBanu Ha npudope Bruker AM300 (300.13 MI'u nns
IH u 75.47 MI'u qns 13C) B IMCO-d6 (Acros, benbrusi). B xoae Teopetrueckux
pacueToB, 0OpaOOTKM W WHTEPIPETAlMA CIEKTPOB HCIIOJIB30BAIM KOMIBIOTEPHOE
nporpammHoe obOecneuenne ACD Labs [ACD Labs 10 (cOopka 18036, Bepcus
17.01.2008).

IToaroToBka 00pasioB A1 peructpauuu cnekrpos IMP H u 1¥C:

HaBecky ucciemyemoro cranmaaptHoro odpasma Jumenta maccoit 50 Mr pacTBopsiiu B

0,6 M1 IMCO-d6 u nomermanu B CTEKIIHHY0 aMmy. 1y aist SIMP-criekTpocKonuy.
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IIpn peructpanuum crekrpoB AMP wncnonp3oBanu CTaHAAPTHYIO OJHOUMITYJIBCHYIO
IIOCJIEA0BATENBHOCTD ¢ nocaeayomum Pypee-nipeodpa3oBaHueM (B CiIydae CIEKTPOB
13C  JIONMONHUTENBLHO MCIONB30BAIM  IIMPOKOMOJIOCHYH HPOTOHHYIO —Pa3BS3KY).
Xumunueckue casuru SIMP-curnanoB onpenessuii OTHOCHUTENIBHO TETPAMETHIICUIIAHA.
OTHeceHne CUTH@JIOB MPOM3BOAWIM HA OCHOBAaHWH TEOPETHYECKUX pPacyeToB H
JUTEPATYPHBIX JAaHHBIX C Y4YETOM HWHTEHCHBHOCTH CUTHAJIOB M CIUH-CIMHOBBIX

B3aUMOJEUCTBUM.

Ha cnenyromem ostane wuccnenoBaHuid s /{umenta B COOTBETCTBHHM  C
pacyeTHbIMU JIaHHBIMH (puC. 6 a) U UMEIONIUMUCS JUTEPATYPHBIMU ONUCAHUSMHU
NPOBEJIM CONOCTABJICHHE CHUTHAJOB MO XUMUYECKUM cIaBUraM u ¢Gopme cC
COOTBETCTBYIOIIMMHU MIPOHYMEPOBAHHBIMU y4acTKamMHu MoJiekyn (puc. 7). Ilocne storo
Ha crextpax IMP H, nomydeHHBIX 171 3-X cepuii CTaHAapPTHOrO 00pasubl (puc. 6 6 )
HalJieHbl aHaJoru4Hble CUTHAIBL. CHEKTphl TpeX Cepuil cTaHgapTHOro oOpasia
MPAKTUYECKUA UACHTUYHBI ((popMa CUTHAIOB ObLTa MOCTOSIHHA, a KOJICOAHUSI 3HAUEHUN
XUMHUUYECKUX cIBUTOB He mpeBbimano 0.1 — 0.2 M.1.), Ipu 3TOM OCTOPOHHHUE CUTHAJIBI
(KpoMe COOTBETCTBYIOIIMX CHHTJIETHBIX CUTHAJIOB TUMETUIICYJIb(OKCHAA U BOJBI MIPH
252 wm 335 M) OTCYTCTBYIOT, YTO JOMNOJHUTEIBHO CBHUAETEIBCTBYET 00

HHAWBUAYAJIBbHOCTH U YMCTOTC IIOJIYUYCHHBIX CTAHAAPTHBIX O6p213HOB.

Hunent (puc. 7) npeactaBisieT coboit MeTriioBbIi dhup N-kanpoun-L-nponu-
L-tupo3una. CyOcTtaHims, mpeaHa3HauYe€HHAs ISl CO3JaHUS CTaHIApTHOTO oOpasia,
COCTOUT U3 2-Xx KoH(opMmepoB [4], 4TO MPUBOIUT K PACHICIUICHUIO CHEKTPATHHBIX
noJioc B cooTHoweHuu ~1:1 (puc. 6, 6). MetuneHoBbIii pparMeHT 1 pe3oHUpyeT B BUAE
MYJIBTHIUICTHOTO CUTHaNIa B nHTepBajie 3.25 — 3.53 m.x., a muknndeckue CHy-2 m CH-3
TPYNIBI CAUBAIOTCS B TPYAHOUMUTAEMBIN MYJIbTHIUIET ¢ anukiandeckumu CHy-3BeHbsIMU
7 — 10 B obnactu 1.02 — 2.35 m.a. Pacmieniennslilt 1y0iaeTHbiil curnan npu 4.26, 4.35
M.1. otBeuaeT rpynne CH-4 u HaknmazpiBaeTcsi Ha TPUILIET PACIICIIZIEHHOTO CUTHAJa
rpynnsl CH-13 tupo3unoBoro kommnonenta npu 4.36, 4.45 m.n1. MetunbHas rpynmna 11
pesonupyet aByms tpuruieramu npu 0.83, 0.88 m.a., a NH-12 — nBymst qyGneramu nipu

8.09, 8.41 m.n. Mynbrurmier B nuamazone 2.75 — 3.06 m.a. otBeuaer CHj-pparmenty
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14. PacuienieHHble ¥ YaCTUYHO HAKIJIAJbIBAIOIIMECS IPYT Ha Apyra MYJIbTHIUIETHBIC
caguru mpu 6.98, 7.00 M.4. oTBEHarOT apoMaTuyeckuM nporoHam 16 u 20, a npu 6.64,
6.67 m.n1. — CH-nporonam 17 u 19. Curnanst OH-rpynnst 22 u OCHs-rpynmnsl 23 narot

pacuierieHHble CUHIIeThI ipu 9.21, 9.24 m.1. u 3.58, 3.64 M.J1. COOTBETCTBEHHO.

B nenom, HecMOTpS Ha MHPOPMATHBHOCTH criekrpockornuu SIMP Ha sapax 'H B
aHanuse crpoeHus JlunenTa, HHTEPIPETALNS CIEKTPOB 3HAYUTEIIBHO 3aTPyJHEHA U3-3a
CJIOXKHBIX IO (OpME M HAKJIAABIBAIOIIMXCSA JPYr Ha Apyra CHUTHAJIOB. B 3ToM Tutane
oosee 3(QHEKTUBHOM M HHTEPNPETUPYEMOM MPEJCTABISACTCS OAWH M3 BUI0B SAMP-
CHIEKTPOCKONMM Ha sapax =C, BKIIOYAIOMIUM Pa3BA3Ky OT IPOTOHOB: IIOJABJICHUE
CIIUH-CIIMHOBBIX B3aUMOJICUCTBUI PE3OHUPYIOIIMX aTOMOB IMPUBOJMWT K CHUTHAJIaM B
BUJIC Y3KHX I0JIOC M 3TO TMO3BOJSET PA3IMYUTh JIaXKe OYEHb OJIM3KO PacHoIOKCHHbIE
curHasibl. [Ipu 3TOM mpenBapuTENbHBIE KOMIBIOTEPHBIE PACUYETHI TAKUX CIEKTPOB

ABIAIOTCS OOJIee TOYHBIMH 110 cpaBHeHuto ¢ IMP 1H.

B cooTrBercTBMM C 3THM, Ha BTOPOM 3Tane€ MCCIEIOBAaHUN OBUIM MPOBEACHBI
IPEIBAPUTENBHBIE KOMIILIOTEPHBIE pacdeThl crekTpoB SIMP 3C Tunenra (puc. 8, a), a
3aTeM MOJY4YEeHbl UX pealibHble CHEKTpPHI (puc. § 0) Ha mpuMepe OAHON CyOCTaHLIMU U3
KQKJO0M cepuu, MOCIEe Yero MPOBEIEHO TOYHOE OTHECEHHE CUTHaIOB. IlocTopoHHHX
curHasioB (kpome curHaioB JIMCO B wuntepBaie 38 — 41 M.1.) Ha TOJYYECHHBIX

CIIEKTpax HET.

Ha cnektpe SIMP BC Junenta (puc. 8, 6) Takke MMEIOTCS PACLICIICHHBIE
CUTHAJIBI aTOMOB yTJIepojia, OTBeYaroIre AByM KoHhopmepam. MeTuiieHoBas rpynmna 1
u CH-rpynmma 4 0OUPpOTUMAMHOBOTO  KOJbI[A PE3OHUPYIOT B  BHOAE  JIBYX
OJIN3KOPACTIONIOKEHHBIX paCUIEIUVIEHHbIX JUHUMA nipu 46.19 | 46.62 m.a. u 58.77, 59.45
M.JI. COOTBETCTBEHHO, B TO BpeMs kak CHj-2 u CH»-3 npossinstorcst pu 25.52 u 29.08
M.J1. OguHouHas nosnoca npu 171.67 m.a. u pacuerieHHbiid curnan npu 171.80, 171.92
M.Jl. COOTBETCTBYIOT KeTo-rpynmnam 5 u 6. AnkwibHbie rpynnbsl 7 — 11 mo mepe
YIAJIGHHOCTH OT aKIETOPHOW KETO-TPYMIbl 6 TMOCIEN0BATEILHO PETUCTPUPYIOTCS B
(dbopMe OJMHOYHBIX WM paciierieHHbIx nukoB npu 33.06, 33.51 m.a. (CH,-7), 30.83,
30.89 m.a. (CH2-8), 23.79 m.a. (CH2-9), 21.89, 21.96 m.a. (CH2-10) u 13.73 m.x. (CHs-



58

11). I'pynner CH-13 u CH-14 paroT xapakTepHble paclieIuieHHble JUHUU npu 53.26,
53.70 m.a. u 35.39, 35.92 m.1. BBICOKOMHTEHCUBHBIE PACHICIUIEHHBIE CHTHAJbI MPH
114.84, 11491 m.a. u 129.73, 129.89 m.n. cooTBeTcTBYIOT apoMaruueckum CH-
rpynmnam 17, 19 u 16, 20, a yriepoansiM atoMaMm 15 u 18 oTBedaroT pacuienyieHHbIE
nuku 1pu 126.87, 127.31 m.a. u 155.90, 155.94 m.1. AToMBI yriiepoja ClI0KHOA(DUPHOH
IPYIIBI PE30HUPYIOT eauHbIM curHajioM npu 170.96 m.a. (CO-21) u paciiernieHHbIM

curnajgoM nipu 51.54, 51.56 m.n. (OCHs-23).

8.89[12,22 3.60[23
0.84[11]
6.63[17]
6.95[20 2.17[7] 0.81[11]
5.98[20] 6.61[19] 4.42[13] 0.86[11]
4.44[13] 1.49[8]
2.20[7]
4.25[4] | 2.90[14<"=] A

LRI B B L L L B L R B L LB S B

T T T
9 8 7 6 5 4 3 2 1 0
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Pucynok 6. Crexrpsl SIMP 'H Jlunenta 8 DMSO-d6. A — paccunTannsli crexrp, b-

IIOJIy4YEHHBIN
2 3
1
IAE)
N
10 8 R
H;C 6
11 9 7 ©
CH;
23

Pucynok /7. CtpykrypHas popmyina Jlunenrta (Hymepanus nociaeaoBaTesIbHasl)
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120841620y | 114.70(17;19)

: | 53.17(18 6.53(14) | 20.08( :
60.06(4) ! as.310n), 30, 2552(2) 14.08(11)

)
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Pucynoxk 8. Criextpsl SIMP BC Tunenta 8 DMSO-d6. A — paccunTannslii, b —

ITOJTyYEHHBIN.
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Takum 06pa3oM ImpeacTaBieHHbIe TUNMUHbIEe crekTpel IMP 83C Jlunenra n ux
OTMCAaHWE IS UCCICAYEMBIX CTaHAAPTHBIX 00pa3loB HEOOXOIWMBI JUIsl BKIIOYCHUS B
HOPMAaTHUBHYIO JOKYMEHTauuto B pazuen «llommHaHocThy. [lomyuennbiid criektp SMP
13C unenTta momkeH COOTBETCTBOBATh PHCYHKY M CHMIHAIaM, IPEACTaBICHHBIM B

HOpMaTHBHOfI JOKYMCHTAIINH.

3.3. XpomaTtorpaguyeckue MeTOAbl B KOHTPOJIe KA4eCTBAa CTAHIAPTHBIX
oOpa3uoB Auienra

Xpomarorpadudeckass YMCTOTa MOMYYEHHBIX CTaHIAPTHBIX oOpas3noB /[luienra,
OblJa HM3y4YeHa C  TOMOIIbIO  METOJOB  BBICOKOI((EKTHUBHOM  KUIKOCTHOM
xpomarorpapuu. OnpeeneHne coaepKaHusi OCTAaTOUHBIX OPraHUYECKUX paCTBOPUTENIEH

B CTaHJAPTHBIX 00pa3lax NpoBEJECHO METOIOM Ia30-KUKOCTHON XpoMaTorpaduu.

3.3.1. BpbicokodrdpdekTUBHAS KUAKOCTHAsE XpoMatorpagusi B aHaju3e
CTAaHAAPTHBIX 00pa3uoB uienrta

B cBia3u Cc BBICOKMMH TpeOOBAHUSIMH, TPEABSIBISIEMBIMU K CTaHIApTHBIM
oOpasiaM, a Takke MO paHee MOJYyYEHHBIM JaHHbIM ObLT BbIOpaH Meton BIXKX mns
aHaJM3a YUCTOTHl CTAaHJAPTHBIX 00pa3ioB Jlwienta ¢ MOCIEIYIONIUM BKJIIOYECHUEM B
HOPMATHUBHYIO TOKyMEHTaIuo. [54]

B mnosydeHHbIX cTaHAapTHbIX oOpasuax /[lunenta MoOryT mOpHUCYTCTBOBATh
HCXOJTHBIE TPOAYKTHI CUHTE3a, @ HUMEHHO METWJIOBBIN 3¢up L-tupo3una u N-kanpow-L-
nponuH. Kpome storo B cyOcranuuu Jlunenta MOryt ObITh OOHApy>KE€HbI MPOAYKTHI
IUIpOJIN3a NodydyeHHoro npenapara — N-kanpow-L-nponui-L-Tupo3us.

CoriacHo JMTepaTypHbIM AaHHbIM [54] mornmomenue Jluienta U BO3MOXKHBIX
npuMeceit B oosactu ot 200 1o 210 HM Bblle, ueMm B uHTepBasie oT 250 mo 300. Takxe
COBIAJICHUE MAKCHMYyMOB TOIJIOIICHUS 3TUX COCIMHEHUI HaOII0JaeTcsi B MHTEpBAe

e BoJH OT 200 10 210 HM, MOATOMY JE€TEKTUPOBAHUE MPOBOAMIIN MPHU JJIMHE BOJHBI

205 aMm.



62

B omenke mocTopoHHUX mpuMeceld ObUla HUCHOJIb30BaHA OMHUCAHHAS paHee

METO/IMKa, pa3paboraHHas corpyaHukamu OI'BHY

UHCTUTYT (apmakosioruu uM. B.B. 3akycoBay.[54]

«Hay4dHo-uccne1oBaTeNbCKui

XpomaTorpadpupoBaHi€ pacTBOpa MPOBOAIT He MeHee AT pa3. Ha puc. 9

npenacrasieHa TunnyHas BOXKX-xpomarorpaMMa UCHIBITYeMbIX CyOCTaHIUH.

MWD1 A, Sig=205,0 Ref=off (DILEPT\DILEPT000007.D)
mAU |

2000 -

—14.576

1750
1500; l
1250 ]
1000 ‘ ‘
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250 | |

Pucynok 9. Tunuunas BOXX-xpomaTorpamma cranaaptHoro odpasua Junenta

MWD1 A, Sig=205,0 Ref=off (DILEPT\DILEPT000008.D)
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Pucynok 10. BOXX-xpomarorpamMmma nojaynpoyKTOB CHHTE3a U THIPOJIN3a

Hunenra (1-metunossiit 3¢gup L-tuposuna, 2 — N-kanpoun-L-nipomun- L — tuposun, 3 —

N- kampow-L-Tupo3uH)

min
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CenekmueHocms
Ha xpomarorpamMmmax, MOJy4E€HHBIX TMPU BBEACHUHM OOpasla MOABUXKHOW (a3kbl,
OTCYTCTBYIOT INHKH C BpEMEHAMH YJCP)KHBAHUS, COOTBETCTBYIOMMMH Jlmienty u

BO3MOXHBIM IIPUMCCAM, UTO I'OBOPUT O CCICKTUBHOCTHN MCTOAA.

Yemouuuseocmo
YceroiunBoCTh, MM POOACTHOCTH, CUCTEMbBI UCIIBITHIBAIN MPU HE3HAUUTEIHLHOM
W3MEHEHUH TMapaMeTPOB METOJUKH OIpeeIeHUs MMOCTOPOHHUX NpuMecei. B maHHoM

cllydae MEHSUTH JIYIMHY BOJIHBI JETEKTOPA U CKOPOCTh MOTOKA MOJIBHXKHOM (Da3bl.

Taoauua 7
Pe3ynbTarhl BaJIMIAIMY 110 TIOKA3aTEN0 «Y CTOWYHBOCTH
Jiina CkopocTb Cpennee MpoOIEHTHOE COJEpKAHUE Cpen
BOJTHBI MOTOKA aHaJluTa B HUCIBITYEMOM pacTBOpE, OT | Hee
JIETEKTOpa | TIOJIBIKHOM | 3aIaHHOTO KOJMYECTBA 3HAYCHUC
a3z, [%]
MJI/MUH
200 0,4 99,5 99,30
0,6 99,1
210 0,4 100,4 100,75
0,6 101,1
Cpennss BeJiMIuHAa X 100,03
CrangapTHoe OTKJIOHEHHUE Sx 0,900
OTtHocUTe/ILHOE CTaHJapTHOE 0,899

Kpurepuu pomycka xodddunment Bapuanuu <3% BBIOJIHEH. Y CTOWYUBOCTh

MCTOJa YAOBJICTBOPUTCIIbHA.



64

3.3.2. I'a30-:kuaAKOCTHAsA XpomaTorpadgusi B aHAJIM3e CTAHAAPTHBIX 00pa3l0B

JInnenra

Crangaptabsie 00pasisl Juienrta, momxy4aroT U3 (papMakoneidHOW CyOCTaHIINH,
NyTeM KpUCTAUIM3AMK U3 3TWjaleraTa mpu cooTHomenuu 1:3,5 ¢ goGasienuem 5-
10% axTuBUpoBaHHOTO YyIJId. [I0CKOIBKY 3TOT paCTBOPUTENL MOXKET IPUCYTCTBOBATH B

CTaHJapTHOM oOpasue Jluienrta, HeoOX0AMMO KOHTPOJIUPOBATh B HEN €ro KOJIMYECTBO.

[Io TpeboBanusim ODC «OcTaTouHblEe OPraHUYECKUE PACTBOPUTEII
COJIEp )KaHUE ATUIIALIETATa, KAK PACTBOPUTENS 3-TO KJIacCa TOKCUMYHOCTH, JOMYCKAEeTCs

He 6oiiee 0,5% (5000 ppm).

Hamu paszpaboTana Oonee YyBCTBUTEJIbHAS u CEJICKTUBHAs
razoxpomMarorpaduyeckasl METOJWKA OMPEACICHUS OCTAaTOYHBIX OPTraHUYECKHX
pacTBopuTelied ¢ TpUMEHEHHEM craTthyeckoro mapodasHoro merona ['X- HS Ha
ra3zoBoM xpomatorpade, cHab)eHHbIM HS-ycTpoiicTBOM 1151 0oT60pa 1pold (103aTopom
paBHOBeCHOTO Mmapa). B Tabmuiie 8 mpencTaBiaeHbl YCIOBUS XpoMaTorpagupoBaHus, B

tabnuiie Ne 9 - mapameTpsbl CTaTHYECKOTO poOooTOOpHUKa-HS.
Tab6auna 8

XpomaTorpapudeckue yCcIoBUs ONPeIeNeHUsT OCTATOYHBIX OPTaHUYECKUX

pacTBOpHUTEIICH B CTaHAAPTHBIX 00pa3iax JluienTa

erextop [TnamenHo-nonun3anuonubiii gerektop (ITAJ).
Temneparypa 230°C

JeTeKTOopa

Temmnepatypa 210°C

HUHXXEKTOpa

Temneparypa Hauansnas temnepatypa 50°C B Teuenue 4 MuH., 3aTeM
TepMOCTaTa KOJIOHKM B | TMOBBIIICHUE TEMIIEPATyphl CO CKOPOCTHIO 15°C/MuH. 10
pexuMe 200°C u ynep>kuBaeTcsi B TCYCHUE 5 MUH.
pOrpaMMHUPOBAHUS
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["a3 HOcuTenb (a30T) Cxkopocth notoka 4,9 Mj1/MHUH.
Cnnur-cucteMa Jlenenne motoka 1:5
Bonopon Ckopocth notoka - 30 Mj1/MUH.
Bo3nyx CxkopocTtb notoka - 300 mir/mMuH.

Taoauuma 9

[TapameTpsl cTaTUdecKOro napodazHoro npoOOOTOOPHUKA

Temmeparypa head space Buabt 85°C

Bpemst TepmocratupoBanus (ypaBHoBemmBanus) head | 40 muH.

Space BHaJIbI

Temnepatypa IuHUY TIepeHOCca 135°C
HS-naBienne (naBiaeHUE HA/ITyBa BUAJIBI) 0,7 Mna
Bpewms HarHeTanus (1ogayu Noj 1aBJICHUEM ) 5 MuH.
Bpems otb6opa npoOsl 10 cex
O0BEM BBOAMMOI 1036l PABHOBECHOTO Mapa 1,0 Mt

Memoouka nposederus ananusa.

JUis  OLIEHKM COJEp)KaHUs OCTATOYHOIO  OPraHUYECKOr0  PacTBOPUTEIS
JTUJIAlLleTaTa B CTaHJApTHBIX oOpasuax Jluienta OblT mpeaiokeH METOA BHYTPEHHETO
cTaHaapta. BHyTpeHHMM cTaHgapToM Obul  BbIOpaH OyTWialeTar, pPacTBOPOM

CpaBHEHUS — TUMETUIICYTb()OKCHUI.
|. IIpucomoenenue cmanoapmmvix u UCNbLIMYEMBIX PACHBOPOS.

1. Ilpucomoenenue pacmeopa 6HympeHHe20 cmaHoapma: B MEPHYIO KO0y
BMectuMocThi0 100 M ormepuBanu 20 M auMeTWiICyiIb(hOKcHIA, dajiee BO

B3BEUICHHYIO KOJIOy momemanu okojgo 0,5 r (TouHas HaBecka B TIpaMMax)
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OyTunarerara, TOBOAWIN 00BEM PacTBOpa B KOJIOE TUMETHUIICYIb(MOKCHIOM 0 METKH,
nepememuBain (pactBop A). 1 MJI MOJIYYEHHOTO pPacTBOpa MEPEHOCUIN B MEPHYIO
K010y BMecTUMOCThIO 10 MiI, TOBOAMIN 00BEM pacTBOpa B KOJOE O METKH TEM XKe
pactBopuTeneM, nepemerBanu (pactBop b). Konnenrparus pactBopa BHYTpPEHHETO

crangapta 0,5 Mr/mi.

2. Ilpucomosnenue pacmeopa 0nsi onpedeieHus NONPABoYHO20 Ko duyuenma
(pacmeop B): oxono 0,5 r (TouHas HaBecka) »Tuianerata U okojo 0,5 r (TouHas
HaBecka) OyTwiameraTa TMOMENIAId B MEpHYIO KojaOy BMecTtuMocThio 100 wmu,
HANOJTHEHHYIO HAIOJIOBUHY TUMETHICYIb()OKCUIOM, IOBOAMIN OOBEM pacTBOpa B
K0JI0€ 0 METKU TEM K€ PaCTBOPUTENIEM, NTEPEeMEIINBaIi. | MII MOJIy4eHHOTO PacTBOpPa
NEePEHOCUIIM B MEPHYIO KOJOY BMECTUMOCTHIO 10 MII, TOBOAMIM OOBEM pacTBOpa B
KOJ0e 0 METKH TeM >KE€ pPacTBOpPHUTENeM, mepeMemuBaivd. KoHIEHTparuu 000ux

BelecTB B pacTtBope 0,5 mMr/miL.

3. Ilpueomoenenue  pacmeopa 01 NPOBEPKU  NPUSOOHOCHU
xpomamoepaghuueckou cucmemol (pacmeop C): okono 0,05 r (TouHas HaBecka)
srunanerara u 0,05 r (TouHas HaBecka) OyTuialeTaTa MOMEIIATM B MEPHYIO KOJIOY
BMeCTUMOCTbI0 100 MJI, HaAMOJIHEHHYIO HAIOJOBUHY JUMETHUIICYJIb(POKCUIOM,
JIOBOJIUITM 00bEM pacTBOpa B KOJIOE 10 METKH TEM K€ PACTBOPHUTENIEM, ITEPEMEIITUBAIIH.
1 MJI TOJIy4eHHOTO pacTBOpa MEPEHOCHIA B MEpPHYIO KOOy BMeCTUMOCTBHIO 10 M,
JOBOJIUIIM O00BEM pacTBOpa 1O METKH TEM K€ pPaCTBOPUTENEM, MEpPEeMEIINBAIIU.

Konnentparuu o6oux BemiectB B pactBope 0,05 Mr/m.

4. Kommponvuwiii pacmsop: 2,0 mun auMmetwicyiabpokcuaa momerraad B head
Space Buamy BMECTUMOCTBIO 10 MII, TEPMETUYHO 3aKyNOPHUBAIOT KpPBIMIKAMH C
Te(JIOHOBBIMU NPOKJIAJAKAaMH U OOXKHMAIOT TOpPJOBUHBI BHAJl ATIOMHUHUEBBIMU

KPBIIIIKaMH.

5. Ilpuecomosnenue ucnvimyemulx pacmeopos Cmanoapmuulx 0opasyos /lunenma:
okonmo 0,2 (ToyHas HaBecka) CyOCTaHIIMHM, TPEAHA3HAYCHHOW MJIS CO3JaHUS
CTaHJapTHOTO 00pa3la, noMeniaad B BUalbl Ui mapoda3HOM AKCTPAKIIWU,

npubasssia 2 Mt pactBopa b, mepemenuBany.
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PacTBOpBI HCTIONB3YIOT CBEKENPUTOTOBIECHHBIMU.
Il. IIposepka npucoonocmu xpomamozpaguueckou cucmemoi.

B aBroMartuueckoM pexume B ykazaHHBIX ycnoBuax (Tabmumer Ne 7-8) B
no3aTop xpomartorpada BBoAMUTCA Mapo-razoBas (aza pactBopa C (pacTBopa amis
IIPOBEPKM MIPUTOJHOCTH XpoMartorpaduueckoii cuctemsl B 06beme 1,0 cm®. Pactop C
xpoMarorpadupyroT MocleqoBaTeibHO B 6 moBTOpHOCTsIX. Ha Xpomarorpammax
PETHCTPUPYIOT TIMKK JTWianerata u OyTwiarerata. Pe3ynpTaThl  ompenencHus
CUMTAIOTCS JOCTOBEPHBIMH, €CIIM BBINOJHAIOTCS TpeOoBanus Tecta «lIpoBepka

MPUTOAHOCTH XPOMATOTPa()UIECKON CUCTEMBI»:
- IOPAJIOK BBIXOJIa TUKOB PACTBOPUTEIICH:
1- srunanerart; 2- OyTuianerar; 3- TMMETUICYIb()OKCHI.

- 3(1)(1)€KTI/IBHOCTB KOJIOHKH, pacCUMTaHHas II0 IIMKY JSTWiIancrara, JOJDKHA OBITH HE

MeHee 5 000 TeopeTHYEeCKNX Tapemok;

- paspellieHre MEeXAy NMUKaMU dTUjalerara u OyTuiaierara J0JKHO ObITh HE MEHee

2,0;
- K09(QPUIMEHT aCHMMETPHUH MUK dTUJAIeTaTa I0JbKEeH ObITh He Ooiee 1,5;

- OTHOCHTEIIFHOE CTaHJApPTHOE OTKJIOHEHHE Iulomazeii mukoB stuiarnerata (RSD) mo

pesyabpTaram 6 u3mepenuii He npessimaet 10,0%.

Ha puc.9 mnpeacrasnena tunmunHas [KX-xpomatorpamma pacTBopa MpPOBEPKH

MPUTOJHOCTH XPOMATOTpahUIeCKOl CHCTEMBI CO CIEAYIOIIMMH MapaMeTpaMu:
- BpeMs BbIXOJa IMKa dTUJIaleTaTa - 5,31 mMuH.;

- BpeMsl BbIXO/1a NHUKa OyTuianerata - 8,54 MuH.;

- OTHOCUTEJIBHOE BpeMsl BbIxoj1a aTuianerara — 0,62;

- paspernienue (N, n+1) — 23,63;

- acUMMeTpus nuka stusanerara - 1,07;

- YUCJIO TEOPETUUECKHUX Tapesiok mo nuky stunanerara (TT) — 21403;
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- OTHOCHTEIILHOE CTaHJAPTHOEC OTKJIIOHCHHWE IO IuIomany nuka 3tmiarerara (RSD)-

8,85%.

| IR T -w [ 1 Al I_.'
M“ww — HM*'”"’"""'M%%«-J"""“:IULF I'\.-.-u_h_s——|
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S —— ]
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Pucynok 9. Tunuunas I KX-xpomarorpamMmma pactBopa Jisi IpOBEPKU MPUTOTHOCTH

XpomaTorpaduueckoil CuCTEMBbI
(1-sTmnanerar; 2- OyTuIamerar)

OTHOCHTEIBHOE CTAaHAAPTHOE OTKIOHEHHE IUTomasek nuka stuiarerara (RSD)

no 6 TOCIENOBATENBHBIM BBEACHUSAM pacTBOpa [ MPOBEPKU IPUTOJHOCTU
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XpomaTorpauueckoil CHCTEMBI PAcCUUTHIBAUM C TMOMOILIbI0 mporpammbl Excel mo

JAaHHBIM, TIpeACTaBICHHBIM B TabmuIe Ne 10.
Tao6auua Ne 10

Pacuet oTHOCHTEILHOTO CTaHAAPTHOI'O OTKIIOHCHUA Hnomaz[eﬁ IIKUKa dTUJIancrara

(RSD) B pactsope TIITXC

[Tnomans [IMKa JTHJIAIETATa,

daiin XxpomMaTorpaMmbl mV*cek
ZB251433.chw 28,14
ZB251502.chw 26,86
ZB251537.chw 27,72
ZB251611.chw 28,29
ZB251645.chw 27,45
ZB251728.chw 26,53

CpenHee 3Ha4yeHHE IUIOUIAU

IMHUKa 27,50
Jlucniepcust 0,406
CrangapTHOE OTKJIOHEHHUE 2,435

OTHOCUTENBHOE CTaHJapTHOE

otrknonenue (RSD), % 8,85

[Tocne mpoBeneHus MpoNEAYpPhl MPOBEPKU MPUTOJTHOCTH XpoMaTorpaduyueckon
CHUCTEMbl B OIMCAHHBIX BBIIIE XPOMATOTPAPUUYECKUX YCIOBUSX IOCIEI0BATEIBLHO
XpoMaTorpaupyrOT KOHTPOJIBHBIA PacTBOP, HCIBITYEMbId PAaCTBOP M CTaHAAPTHBIN
pactBop B. beum wuccinegoBanbl 3 paznuuHble cepuM cyoctaHuuu Jlusenra,

NpCAHa3HAaYCHHBIX I CO3JaHHUsA CTAaHAAPTHOI'O 06pa3ua, JJIsL KOJIMYECTBEHHOM



70

OLICHKH COAEPKaHUS B HUX OCTATOYHOI'O OPTaHMYECKOTO PACTBOPUTENS - dTUJIALIETATA.
Kaxxnplii cTaHIApTHBIA PACTBOP M KAXKJBIM M3 MCHBITYEMBIX PACTBOPOB KAXKIOU CEpUU

TOTOBUJICS B TPEX TOBTOPHOCTSIX.
Ha puc.10 npencraBinena tunuuHas [DKX-xpomarorpamMmma cTaHIapTHOTO

pactBopa B.

(38.2 mV 1

Pucynok 10. Turmmunas [KX-xpomaTorpamma ctanaapTHOTO pacTBopa B

(1-sTmnanerar; 2- OyTuIamerar)
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Ha puc.l11 npencraBnena tunuuHas [OKX-xpomarorpamma ucciaeayeMbIX

CTaHAapTHBIX 00pa3uoB JluernTa.

(8.5 mv ' |

Pucynok 11. Tunuunas [KX-xpomaTorpamma ucneityeMoro odpasiua Junenra

(1->tmnamerar; 2- OyTuiIamerar)
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I1l. Konuuecmeennoe onpeoenenue smunayemama 6 cmaHoapmuom o0Opazye

Junenma.

ITo nmonydeHHBIM XpOMaTOrpaMMaM PaCCUUTHIBAIA KOJIMYECTBEHHOE COJEPKAHUE
JTWIIALIETaTa B 3-X HCIBITYEMBIX CEpUAX CTaHAApTHBIX 00pasuoB Jlwienra aByms

AJIbTCPHATUBHBIMU criocobamu.

[lla. OOpaboTka TOJYYEHHBIX PE3YJIbTATOB C IMOMOIIBI KOMIIBIOTEPHOU

nporpammbl MynsTrXpom mist Windows Bepcust 1.5.

Hust sroro w3 pactBopa B, conepkaiiero OAMHAKOBbIE KOHIICHTpPALUU
sTuianerara u Oyrunanerara (0,5 MIr/mi), TOTOBUIM 5 KaJIMOPOBOYHBIX PACTBOPOB C
KoHIeHTparusiMu oboux Bemects 0,05; 0,10; 0,20; 0,30; 0,40 mr/miu. Kaxaeii us
KaJMOpPOBOYHBIX PAacCTBOPOB XpomatorpadupoBaiu 6 pa3, BHIYUCIAS CPEIHUE 3HAUCHUS
IIOmaAel, ypaBHEHHE KaauOpoBouHOro rpaduka m kod(puimenT koppemsuuu R2,
Kanu6poBounsiii rpaduk (Ha puc.12) auHEeeH B 3TOM AMana3zoHE KOHIEHTpAUi H

onuckiBajics ypasuenuem: Y= 0,0025x - 0, 0155, rae x - miomaas nuka TUIaleTaTa.

Kosdpuuent koppensanuu R2= 0,9979.



73

KanubposouHbiii rpadpmk

0,5 4 "
vy =0,0025x - 0,0155

R?*=0,9979

Komuextpauus yunauerara, mr/mn

o) —
o S0 100 150 200

Maowans NHKa sSTUNauerara, mV*cex

Pucynoxk 12. Kanu6poBouHsbIil rpaduK AJis onpeAesieHus dTUIaIeTara B CTaHAapTHBIX

obpasnax Junenra metomom KX

I116. KonuuectBenHsIit pacuet nmo Gopmysie.

Conepkanue 3TuiaieTara B npoieHTax (Xi%) paccuuThiBaiu 1Mo GpopmyIie:

_ Aucnx CerxVx100x10 _ Ancnx 0,05x 2

Xi% =
ACT XM HCIL - K=xo,2

rac AuCi. — OTHOIICHHE HJ'IOH_Ia,Zlef/'I IMIMKOB JOTHJIALCTATa W BHYTPCHHCI'O CTaHAAapTa

(OyTmnamerara) Ha XpoMaTOrpaMMe UCITBITYEMOTO PacTBOPA;
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A = K — nomnpaBounsiii ko3puieHT (0THOIIEHHE TUIONIaiel MUKOB dTHIIaleTaTa u

OyTuiamerata Ha XpoMaTorpaMMe CTaHIapTHOTO pactBopa B). Jlis stunanerara k =

2,42.
CcT— KOHIIGHTpalMsi 3TWIAlleTaTa B CTaHAApTHOM pactBope B, %;
Mycn - Macca HABECKU aHAIM3UPYEMOU TPOOHI, T;

V — o0vem pactBOpuTeds (IUMETWICYIh(OKCHIA), B3ATHIM JUII PacTBOPEHUS

aHAIU3UPYEMOM TPOOBI, MIL.

PCBYJILTaTBI OIIPpCACICHUA COACPKaAHUA OCTaTO4YHOI'O OTHJIalCTaTa B

CTaHJapTHBIX oOpa3uax /lunenta npeacrasiensl B Tadmuie Neo 11.
Taboauma 11

Conepsxanus stunanerata (%) B crannapTHeIX oOpasuax lunenrta

No /i Howmep cepuu Coneprxkanus dtunarnerara, % + RSD
1. I 0,151 £ 0,011
2. I 0,159 + 0,013
3. 1 0,110 £ 0,014
CenexmugHocmb

Ha xpomartorpammax, monydeHHbIX mnpu BBeieHuu JIMCO 0e3 copaepkaHus
TWIANeTaTa © OyTwianerara, HaOMOMAaeTCd €IWHUYHBIM TIMK C BpeMEHEM
yaepxkuBanus, cootBercTByromuM JIMCO; nmpoune MUKW OTCYTCTBYIOT, UTO TOBOPHUT O

CCIICKTUBHOCTHU MCTOAA.

Jluneiinocmo
JIuHeHOCTh — CMOCOOHOCTh METOAMKM B JHANa30HE MPUMEHEHHUS J1aBaTh
BEJIMYMHBI CHUTHAJIa, TMPSIMO IPOMOPIIMOHAIIBHBIE COJACPKAHUIO OMPEALIIeMOro

KOMIIOHCHTA.



75

C uenbl0 OLEHKH JIMHEMHOCTH METOJAMKUA OCYIIECTBISIIOCh MOCTPOCHHE
KanmuOpoBoyHOTO Tpaduka. JlJIs MOCTpOeHUs KaaTuOpPOBOYHOTO Tpaduka TOTOBUIIU
KaJIMOPOBOYHBIE MOJIENIbHBIE CcMecH. [OoTOBWIM S5 KamuOpPOBOYHBIX OOpPAa3IOB,
conepxkammx 0,05; 0,10; 0,20; 0,30; 0,40 mr/mn sTrnanerata cooTBeTcTBeHHO U 0,1
MTI/MJI BHYTpPEHHEro cTtaHpaprta — Oyrtunanerara. [IpoBoaunu aHamu3 KaauOpOBOYHBIX
00pasloB, U MO MOJTYYECHHBIM JaHHBIM CTPOWJIM KaTUOPOBOUHBINA IrpaduK C MOMOIIBIO
nporpammbl  Microsoft Excel 2010. OrnenuBamu 3aBUCUMOCTH KOHIIEHTPAIHH
JTUJIAIeTaTa B KalIuOpOBOYHOM oOpasine (och X) OT OTHOIICHHS IUIOMIAIU
XpoMarorpaduueckoro muKa dTHIANETaTa K IO XxpoMarorpadguaeckoro nmuka BC
(metron BC). Ilpu sTOM ompenensau XapakTep 3aBUCUMOCTH, THUI allpOKCHUMAIlUH,
JIOCTOBEPHOCTh aIlMPOKCUMAIIMM U KOI(DPUIIMEHTH COOTBETCTBYIOIIETO YpaBHEHUS
perpeccuu. IlpencraBieHHbIE JaHHBIE CBUJCTEIBCTBYIOT O TOM, 4YTO IS
OTIPEJICIISIEMOT0  BEIIeCTBa KaIHMOpPOBOUYHBIE TpadUKH OMUCHIBAIOTCS  JIMHEHHOM
(GyHKIIMEH ¢ BBICOKMM MOKa3zaTesleM JOCTOBEpPHOCTH ammpokcumaiuu. Koadduiment
koppensinuu  coctaBui 0,99973, uro coorBercTByeT TpeOoBanusiMm HJ[ (He MeHee
0,999).

bl BBITOMHEH pPacy€éT KOHLEHTPAMM  JITWIALETaTa [0  YPABHEHHIO
KaJIMOPOBOYHOM 3aBUCUMOCTH, TIOCJIE YETO MOJY4YEHHBIE Pe3ybTaThl CPABHUBAIUCH C
(baKkTHYEeCKUMHU, a 3aTEM OB paCCUYNTAHbl 3HAYCHHUS] OTHOCUTEIHHOM MOTPEITHOCTH.

Taoauma 12

C paxr, MI/MJI

0,05 0,1 0,2 0,3 0,4

OTHOLIEHHE IJIOIIATH
nuka JA k muomaau nuka BC | 0,0478 | 0,0969 | 0,1845 | 0,2791 | 0,3655

C paceunts MI/MJI 0,048 | 0,102 | 0,199 | 0,303 | 0,398
KaauopoBounasn

kpuBasi Ne 1 g, % 3,91 0,15 0,66 0,97 0,47

HOHy‘—IeHHBIe 3Ha4YCHUA OTHOCHTEIBLHOM IMOI'PCIIHOCTHU COOTBCTCTBYIOT

tpedoBanusiM HJ (He 6omee 5%).
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IIpasunvrocms u npeyuzuoOHHOCMb

OueHky mokasaTeneil NpaBUILHOCTH U MPEHU3UOHHOCTH OCYIIECTBIISUIA ITYTEM
UCCJIeIOBaHMsT 00pa3lloB KOHTPOJIs KayecTBa (3 HE3aBUCHMBIX 00pas3la Kaxaou
KOHIIEHTpaIuu). [[paBMIIbHOCTh U TPEU3UOHHOCTH ONPEACISUIN B TeueHue 1 padboyero
JMHS (BHYTPHM CEpUH) M B TEUYEHHE HECKOJbKHX JHeW (Mexay cepusimu). Pacuér
KOHIIEHTpAIil oNpeesieMbIX BEIIeCTB B 00pa3iiax KOHTPOJIA Ka4eCTBa BHITIOJIHSIU 11O
YpaBHEHUIO KaIMMOPOBOYHOTO Tpaduka, TMOJYYEHHOTO B  COCTaBe TEKyIIeH

AHAJIMTUYECKOU CCpuun.

Tadoauua 13
Pe3ynbTaThl OLIEHKY MPABUJIBHOCTH U MPEIIU3UOHHOCTA METOJIUKHU (BHYTPH CEPHUH)
BBEJICHO | HalJIEHO HAHICHO S.D. RSD, Kpurepuii
(mr/mim) | (mr/mon) (AT, GIOIECE (n=5) i g, % | mpuemIeMoCTH
3HaueHue (n=>5) (n=5) ’ p
0,046
0,049
RSD < 5%,
0,051 0,0482 0,002 |3,99
360 |« 5%,
0,047
0,05 0,048
0,211
0,205
RSD < 5%,
0,209 0,2088 0,003 |1,60 4,40
£ < 5%,
0,213
0,2 0,206
0,424
0,411
RSD < 5%,
0,415 0,4126 0,009 |2,16 0,15
£ < 5%,
0,407
0,4 0,419
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Tao6auua 14

PGBYJ'IBTaTBI OLCHKU ITPAaBUJIIbBHOCTH M ITPCHUU3NOHHOCTHU MCTOJAUKHU (MG)KI[y 2-Ms

CEPHSIMH )

BBCACHO

(mr/m)

HaWJEHO

(mr/m)

HaWJIeHO
(mMr/mit), cpenHee

3HaueHue (n=10)

S.D.
(n=10)

RSD,
%
(n=10)

s, %

Kpurepuii

IpUEMIICMOCTH

0,1

0,046

0,049

0,051

0,047

0,048

0,045

0,048

0,052

0,051

0,047

0,0484

0,002

4,79

3,20

RSD < 5%,

£ < 5%,

0,2

0,211

0,205

0,209

0,213

0,206

0,2079

0,004

1,85

3,95

RSD < 5%,

£ < 5%,
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0,213

0,205

0,201

0,207

0,209

0,424

0,411

0,402

0,407

0,419 RSD < 5%,
0,4 0,4079 0,010 |2,45 1,97
0,396 € < 5%,

0,391

0,405

0,411

0,413

[IpaBUIBHOCTH U MPEU3NOHHOCTh METOJIMKH COOTBETCTBYIOT TpeOoBaHusaMm HJI

(RSD ne 6onee 5 %).

Yemouuusocmo
Y CTOWYNBOCTh, MM POOACTHOCTD, CUCTEMBI UCIIBITHIBATIN MPU HE3HAYUTEIHHOM
M3MEHEHHUH MMapaMeTPOB METOJIMKU KOJMYECTBEHHOTO omnpeneieHus. B qaHHoM ciydae

MEHSUIM TEMIIEPATYPY AETEKTOPA U CKOPOCTh MMOTOKA ra3a-HOCUTEIIS.
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Taoauna 15

Pe3ynpTarsl Banuganuu no nNoKa3aTento «Y CTOMYMBOCTHY

Temneparypa | Ckopocts | Cpegnee  mpoueHtHoe — coaepxanue | Cpegnee
JEeTeKTopa MOTOKa aHaJluTa B HUCIOBITYEMOM pacTBOpE, OT | 3HAUCHHE
rasa- 3aJJaHHOTO KOJIMYECTBa [%]
HOCHTEJI,
MJI/MUH
220 4,8 98,9 99,80
50 100,7
240 4,8 99,4 100,3
5,0 101,2
Cpennss BeJMIuHA X 100,05
CrangapTHoe OTKJIOHEHHUE Sx 0,353
OTtHocHuTe/BLHOE CTaHIapTHOE 0,353
OTKJIOHEHHE Sxrel

Kpurepun pomnycka xodp¢uuueHt Bapuanuu <3% BBIIIOJHEH. Y CTOWYUBOCTh

MCTOAAa YAOBJICTBOPUTCIIbHA.

KoHnTtposs kadecTBa cranapTHBIX 00pasioB Jluienta HEOOXOUMO MPOBOJAUTH 110
nokaszareinto «OcTaToOuHbIE OpraHMYECKUE PACTBOPUTENN» C moMolbio Metona I 7KX.

Hopwma — conepxanue stunanerara He 6omuee 0,2%.
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3.4. Kosmn4ecTBeHHOE onpeae/ieHue CTaHIapTHBIX o0pa3uos uiaenrta
metoaom Kbeabaags.

Jlunent sBIAETCS MO CBOEMY CTPOEHHUIO METHJIOBBIM 3¢upom N-kampom-L-
nposini-L-tupo3una, Takum 00pa3oM HajaMuue a30Ta IMO3BOJSIET UCIOJIB30BaTh METOA

K’I)CJ'ILI[aJ'ISI I KOIMYCCTBCHHOT'O OIIPECACIICHUS CTAHAaPTHBIX o6pa3u03.

Anamu3 npoBoguwiau 1o  wmetoguke [ Xl wsn.  Jdunent sBisercs
TPYAHOC)KUTAEMbIM COCTMHEHHEM, TIOATOMY B MIPOIIECCE MUHEPATU3AINHA UCTIOTh30BaTN

METAJJIMYECKUM CEJICH B KAYECTBE KaTaJM3aTtopa.

Conepxanue [unmenta B crangaptHoM oOpasne (X%) pacCUMTBIBAIOT MO

dbopmyie:
(V;—V5) x Kx0,001401 x 390,48
X %= x100%
28 XMy
I'ne
Vi — 00BbeM KHUCIOTHl XJIOPUCTOBOJOPOJHOM, TOMICANINI Ha THUTPOBAHUE

UCIIBITYEMOTO PacTBOpa, M,

V2 — 00BEM KHUCIOTHl XJIOPUCTOBOJOPOJHOM, TOMICAIINI Ha THTPOBAHUE

KOHTPOJILHOTO PacTBOpa, MII;
K — nonpaBouHsIii K0O3)PUIHEHT;
28 — MOJIEKYyJISIpHAs Macca a30Ta, BXOJSIIEro B cocTaB Jluiernra;
390,48 — monekynspHas macca JunenTa,
M..: — Macca HaBecku J{mnenTa, T.
1 M1 kucnoTsl xnopuctoBogopoaHoi coorBeTcTByeT 0,001401 r a3oTa.

Pe3ynbTaThl KOJMYECTBEHHOTO OMpeJeeHUs CTaHIapTHHIX oOpasnoB Jlwienta

IpeACTaBIeHbI B TabuIe 16.
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Taoauua 16

Pe3ynbpTaThl KOJIMYECTBEHHOIO ONPENEIEHUs CTaHAapTHBIX 00pa3noB Jluenta

Homep KonuuectBennoe coaepxkanue, % Cpennee
Cepun 3HaueHue,
%

I 99,94 100,12 99,91 100,23 | 100,02 100,04

I 100,14 99,92 99,91 99,90 100,03 99,99

11 99,90 100,20 99,57 99,73 99,81 99,84

| n=5, Ax=100,04 s=0,132 AAx=0,16 (P=0,95)

Ax + AAx=100,04 + 0,16 oseput unrepsai cp = 0,16%

1 n=5, Ax=99,99 s=0,104 AAx=0,13 (P=0,95)

Ax + AAx=99,99 + 0,13 Jloseput unrepsan cp = 0,16%

I n=5, Ax=99,84 s=0,22 AAx= 0,27 (P=0,95)

Ax + AAx=99,99 + 0,27 Jlosepur uurepsan cp = 0,27%

N3 pe3ynbTaToB NPOBEACHHOIO aHaIW3a TPEX CEpud CTaHAAPTHBIX OOpaslloB
BHJIHO, 4TO cojiepkanue Junenra konebmercs ot 99,57 no 100,2%. Pe3ynpTaThl MOTYT
OBITH CBSI3aHBl C MOTPEHTHOCTHIO CAMOI0 METOAAa KOJUYECTBEHHOTO OIpeeIcHUs.
TakuM 00pa3oM YCTaHOBJICHA HOpPMa KOJIMUECTBEHHOIO cojepxaHust Jlunenrta B

CTaHIapTHBIX 0Opa3iax He MeHee 99,5% u He 6osee 100,5%.

Meron Keenppans sBasercs (apMakolnelHbIM METOAOM aHallu3a, IMO3TOMY

MIPOBEJICHHE €T0 BAIMIAIUU He TpeOyeTcs, coriacHo TpeboBanusim |CH.
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3.5. ¥YcraHoB/IeHHe MOKAa3aTelieil KauyecTBa M HOPM /ISl CTAHIAPTHBIX 00pa3loB

Junaenrta

Ilocne IMPOBCICHUA IIOJIHOTO q)apMaKOHCﬁHOFO aHaJIi3a N3Yy4aCMbIX
CTaHAApPTHBIX 06pa3u0B, HaMu BBI6paHBI IIOKa3aTcjin KadcCTBa, HGO6XOI[I/IMBIG I
BKIIFOYCHHUA B HOPMATHBHYIO JOKYMCHTAIIUIO, a TAKKE YCTAHOBJICHBI HAYYHO-
000CHOBAHHBIC HOPMbBI II0 HHUM. Iloka3arenu kadectBa M HOPMbBI JII H3Yy4dCMbIX

CTaHJApPTHBIX 00pa3loB MpeJIcTaBieHbl B Tabauie Ne 17.

Taoauma 17

Crnenudukanus KOHTPOJISI KauecTBa cTaHAapTHOro odpasna Jluienra

Ilokazarenu u PesynbTatsl YcTaHOBJIEHHKIE | Y CTAaHOBJICHHEIE

MECTOObI HOpMa Ka4€CTBa | HOPMbI KadCCTBa

s cyocranmuu | s CO
I 1 I

Onucanue benplii KpuCTAIMYECKUN TOPOIIOK
BusyanbHo
PactBopumocTh [IpakTyecku HepacTBOPUM B BOJE, YMEPEHHO pAaCTBOPUM B

3TUIIALIETaTe, PACTBOPUM B AIIETOHE, JIETKO PACTBOPUM B 3TAHOJIE.
['® XIII, Tom 1, cTp.

531

(O®C.1.2.1.0005.15)

[lomnmnaHOCTD
Y- 0,01% pactBop B | 0,01% pactBop B
crekTpodoroMeTpus CIIUPTE B | CITHpTE B 00JIACTH

obOmactu ot 250 | ot 250 mo 350 uMm
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110 350 HM | TOJKEH UMETH
JOJDKEH  HUMETh | MAKCUMYM
MaKCUMYyM MOTJIOIIECHUS
MIOTJIOIICHUS oKOJI0O 278+2HM,
0KoJi0 278+2HM. | H MHUHUMYM
MOTJIOIIECHUS
okouio 218%0,2.
HK-cnekTpomeTpust HK-criekTp HK-cniekTp
CTaHJaPTHOTO CTaHJapTHOTO

obpasna J0JKeH

coBnagath ¢ K-

obpasna J0oKeH

coBnagat ¢ UK-

CIIEKTPOM Ha | CIIEKTPOM Ha
IIPUJIaraeMoM [IpUJIAracMoM
PHUCYHKE. PHUCYHKE.
SIMP- [Tokasaresnb SMP-cniextp
CIIEKTPOCKOMUS OTCYTCTBYET CTaHJAPTHOTO
oOpasnia J0JKeH
COBNAAATh c
SIMP-cniektpom
MIPUJIAraeMoro
PUCYHKA.
[Ipo3payHOCTh PactBop 0,5 r npenapara | I[Ipospaunsiii umu ve | Pacteop 0,5 1

I'® XIII, Tom 1, cTp.

542

B 10 wmn »stHioBoro
CupTa JIOJDKEH OBITh

IPO3payHbIM

Ooliee  PTAJIOHHOTO
pacteopa | (5 %

pacTBOp B 3TAHOJIE)

npenaparta B 10 mi
ATUJIOBOTO CIIUPTa

IOJDKEH OBITH
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(ODC.1.2.1.0007.15) PO3PaYHBIM
IIBeTHOCTE Pactsop, BecuBeTHbIH PactBop,
IIPUTOTOBJICHHBIA  JUIA IIPUTOTOBJICHHBIN
I'® XIII, Tom 1, cTp.
tecta «IIpo3paduHOCThY, TUTSE TecTa
545
JTOJKEH OBITH «IIpo3pauyHocThy,
(OPC.1.21.0008.15) OeCIIBETHBIM JOJIKEH OBITh
OecLBETHBIM
Temmeparypa 121,0- 121,5- | 121,0- Ot 119 no 124 Ot 121 no 123
wasaenns. °C 123,0 122,5 | 123,0
I'®d XIII, Tom 1, cTp.
560
(O®C.1.2.1.0011.15)
V nenbHOE -49,60 |-50,80 | -49,20 | Ot -48,0 10—-53,0 | Or-49,00-51,0
BpaueHue, °
I'® XIII, Tom 1, cTp.
605
(ODC.1.2.1.0018.15)
Boga, % 0,15 0,12 |0,13 IToxa3aTenb He 6onee 0,2
OTCYTCTBYET
I'd XIII, Tom 1, cTp.
719
(ODC.1.2.3.0002.15)
Cynwdarnas 3oma, % | 0,059 | 0,071 | 0,089 | He 6omee 0,1 He 6onee 0,1
I'® XIII, Tom 1, cTp.
714
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(0OdC.1.2.2.2.0014.1
°)

Tsoxenpie MeTaJLIbI 0,0009 | 0,001 | 0,001 He 6omee 0,001% He 6omee 0,001%

['d X1, Tom 1, cp.
708

(0®C.1.2.2.2.0010.15)

OcrarouHble 0,151 (0,159 | 0,110 |Iloka3arenn OTuianerara He

OpraHUYEeCKHue + + + OTCYTCTBYET oonee 0,2%

pPacTBOPHUTEIN 0,011 | 0,013 | 0,014

KX

[Tocroponnue He obnapysxeHo Wnnusnnyansaort | Cymma BCEX

IpUMECH HPH;“GCH He 00Jee | o ryHuYHBIX

BYIKX 0.5% IIpUMECEn HE
6omee 0,1%

KomuuectBennoe 100,04 199,99 | 99,84 | He menee 98,5% | He menee 99,5%

coJiepyKaHue u He Oomee |m  HE Oonee

100,5% 100,5%
Meton Kbenbnansa




86

I'JTABA 4. U3y4enne (pu3MKO-XUMHUYECKHX CBOMCTB U pa3padoTKa MeTOAMK
aHaJm3a craHjaapTHoro oopasua I'b-115.

4.1 PazpaGoTka MeTOAUK aHAJN3a cTaHAapTHOro oopasua I'b-115.

B nmnpomecce mnpoBeneHHOro ucciaeAoBaHUS —(U3HKO-XUMHUYECKUX CBOWCTB
cragaaptHoro oOpasua ['b-115 u3ydeHsl Tpu cepuu CyOCTaHIMU MO CIEAYIOIIUM
MOKa3aTesiAM: BHEIUHUWA BHUJ, pPacTBOPUMOCTb B PA3JIMYHBIX PACTBOPHUTEIIX,
MPO3paYHOCTh M IBETHOCTh MOJIYYEHHBIX pAacTBOPOB, TEMIIEpATypa IJIaBICHUS,
yZeJIbHOE BpAIllEHUE, a TaKKe BoJia U cysbdaTHas 3o0ia. [lo momydeHHbIM pe3yibTaTaM

OBLIIM YCTaHOBJIEHBI HOPMbI KOHTPOJISI KQU€CTBA CTAaHAPTHBIX 00pa3LoB.

4.1.1. Buemrnuii Buja cranaapTHoro oopasua I'b-115

[lo BHemHEMY BHly Bce oOpaslbl cranaapTHoro oopasua I'b-115 npeacrasism
co00i1 Gesblil MM OeNblii ¢ KPEMOBATBIM WIIN HKEJITOBATHIM OTTEHKOM KPUCTAJUTMUECKUN
nopoiok. OueHky npoBOIUIIM BU3yallbHO, cornacHo metonuku I'd Xlll, Tom 1, ctp.
179. Tlo pe3ynbraram omnpeneracHus ObUIa YCTAHOBJIEHA HOpPMa IO IOKa3aTellto
«Onucanue» - Oenbli WM Oenbli ¢ KPEeMOBAaThIM WJIM JKEJITOBATbIM OTTEHKOM

KPUCTAUTNYECKUI TOPOIIOK.

4.1.2. PactBopumocTh ctanaapTHoro oopasua I'b-115

Omnpenenenue pactBopuMoctu npoBoawian no metoauxke ['d X, Tom 1, cTp.

531.

PactBopuMOCTE oOmpenensyii B CIEAYIOIIUMX PACTBOPHUTENSX: BOJAA, TEKCaH,
xj0podopwm, ATAHOJ (95%), JTMOKCaH, alleToH, TAMETIII(POpMaMUI,
numeTwicynbhokcna. Bcee u3yueHHBIE cepuu CyOCTaHLMHU, MpeIHAa3HAYEHHOW st
NOJIy4eHHs cTangapTHoro oopasua I'b-115 npakTuyeckn HEpacTBOPUMBI B BOJIE, OYEHB

Majo pacTBOPUMEI B XJIOpodopMe, alleTOHE, Maj0 PAaCTBOPUMBI B TeKCaHe, ITaHOJE
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(95%), nuokcaHe, JIETKO pacCTBOPUMBI B TUMETHIICYIb()OKCHUIE U JIETKO PACTBOPUMBI B

numetuidopmamue. PesynpraThl aHanusa npeacTaBieHsl B Tabnuie 18.

Tao6auua 18

PactBOopuMoOCTh cepuii cTaHaapTHBIX 00pa31ioB ['b-115 B paznuuHbIX pacTBOPUTEIISIX

Ne cepun I 1 i
PacrBopuTesn
Bona Menee uem 1:10000
Xnopodopm 1:1500 | 1:1500 1:1500
AnieToH 1:1400 1:1500 1:1600
['excan 1:150 1:150 1:160
Otanon (95%) 1:150 1:140 1:140
Jlnokcan 1:120 1:120 1:130
JumeTriicyab)oKCcH T 1:0,5 1:0,5 1:0,7
Jumetripopmamug 1:0,6 1:0,6 1:0,6

IIpu xoHTposie KauecTBa cTaHgapTHoro obOpasua ['b-115 MPEITOAKEHO
OMpENEeNATh PACTBOPUMOCTh CTaHAAPTHOTO oOpa3na B  Boje  (IPaKTHUYECKHU
HEpacTBOpHUM), B aleToHe (04YeHb MaJlo pacTBopuM), B dTaHoie (95%) (maino
PacTBOPUM) U AUMETUICYJIbGOKCcHAE (JIETKO pacTBOpUM). JlaHHBIE HOPMBI COBIAIAIOT C
HJI nns papmakornieiitHoi cyOCTaHIIMM, TaK KaK JOMOJHUTEIbHAS OYHNCTKA CTaHIaPTHBIX

06p33HOB HC MOJKCT UIBMCHHUTHb HOPMBI I10 ITIOKA3aTCJIIO «PﬂCTBOpI/IMOCTB».

4.1.3. IIpo3pa4yHOCTL M LBETHOCTH PAacTBOPOB CTaHAapTHOro odpasua I'b-
115

Kak Obuto wu3yueHo panee, cepuu cyOctanmuu ['b-115 mnpaktuuecku
HEpPacTBOPUM B BOJE, AJIA OLEHKM OTHX I[IOKa3aTejell KadecTBa M3 MOJyYEHHOTO
oOpasia Obutn npurotosyieHsl 0,5% pacTBopsl cyocTaHuii B 3TuioBoM crmpte (0,05 T

B 10 ma 95% stanoa). [43]
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[Ipo3payHOCTh U CTENEHb MYTHOCTH MOJYYEHHBIX PACTBOPOB OMPEACISUIM IO
metoauke ['® XIII, Tom 1, cTp. 542, a HIBETHOCTH MOJYYEHHBIX PACTBOPOB OMPEACIISUIH

cornacHo Mertoauke I'® X1, Tom 1, ctp. 535.

W3 nanHBIX, TpencTaBieHHbIX B Tabmuie 19, BUOHO, YTO TIO TOKA3aTEIIo
«IIpo3pagHOCTB» BCE pacTBOpPHI cTaHmapTHoro odpasma I'b-115 B atmioBoM crmpre

95% ABIISIIOTCS MPO3pavHBIMU, a 10 MOoKa3aTento «I[BETHOCTH - 6eCHB€THBIMI/I.
b
I aﬁ.lmua 19

Pe3ynbpTaThl ornpeienieHus npo3paqHocTy U BeTHOCTH 0,5% pacTBOPOB CTaHJAPTHBIX

oOpa3zuoB ['b-115 B aTriioBoM ciupte 95%

Ne cepumn I I i

IToka3arean

[Ipo3paunocTs | [Ipo3paunsiii | [Ipo3paunsiii |[Ipo3paunsbiit

[IBetHocTh | becupeTHblil | beciiBeTHBIN | beciBEeTHBINM

Hamu ycranoBnensl HOpMbI 1o mnokasarermsim  «lIpo3paunocts» u  «lIBeTHOCTH»
CIOUPTOBBIX pAacTBOPOB cTaHmapTHoro o6Opasua. 0,5 % cOoupToBBIE PACTBOPHI
cranaaptHoro obpasua ['b-115 gomxHbl ObITH IPO3payHBIMKU U O€CIIBETHBIMH. B Xo7€
HallMX HCCIEAOBaHUl He HaOMI01aJoch M3MEHEHUW 3TUX MOKa3arejed, 4TO MOXKET

CBUJIETEIHLCTBOBATH O MOCTOSTHCTBE COCTaBa CTaHAapTHOTO ooOpasna ['b-115.

4.1.4. OnpeneseHue TeMIepaTypsbl ILIaBJeHUs cTaHAapTHOro odpasua I'b-
115

Onpenenenue TeMmmnepaTypbl IUIABICHUS MNPOBOJUIN CO CKOPOCTHIO TOAbEMa
temrniepatypbl 0,5-1 °C B Mmunyty mno wmeroguke ['d XII, Tom 1 ctp. 560.
[IpeaBapuTenbHO BhICYLIEHHBIE 00pa31bl MpernapaTa MmiaBuIuch B uHTepBaiie 177— 179°
C. Kaxnapiit otaensHbI oOpazen; cyoctanuuu ['b-115 mmaBuics B mpegenax 1-2° C
YETKO, C BUAUMBIM pa3zjiokeHueM. Pesynbrarsl mpeacTtaBienbl B Tadsuie No 20. s

MPOBENCHMUS] KOHTPOJISI Ka4decTBAa CTAHJAPTHBIX O0pa3ioB mpenapara ObLUIH
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YCTAaHOBJICHBI HOPMBI I10 MOKa3aTento « TeMneparypa 1miaBieHus», a MMEHHO oT 177 1o
179 C° ¢ pasnoxenueM. PesynbraTel MCCIeN0BaHUs JEMOHCTPHPYIOT, YTO CyOCTAHIMS,
npeJHa3HaueHHasl AJi CO3/laHusl CTaHAapTHOro o0Opa3ua, 6ojiee OUMIICHHAs] — IPEIEIIbI
10 JAaHHOMY TTOKAa3aTeII0 MOTYT OBITh Cy>KeHbI B oTinune oT HJ[ nns gpapmakoneitHon

cyOCTaHITUY.

4.1.5. Omnpenenenne YyaeJbHOr0 BpAalleHUSI PAaCTBOPOB CTAHAAPTHOIO

oopasua I'b-115

Crpoenue monekynsl ['b-115 mpenmnonaraeT Hamuuue y 3TOr0 BEIIECTBA JIBYX
ACUMMETPUYECKUX aTOMOB YIJIEpoja, YTO B CBOIO Oyepenb OOYCIIABIMBAET HAJIUYHE
ONTUYECKOW aKTUBHOCTU. TakuMm oOpa3oMm, ObLIO pacCUUTAHO YJIETBLHOE BpalleHUE
pPacTBOPOB CTaHJAPTHBIX 00pa3LoB npenapara. Jljig onpeneneHus yaeabHOrO BpaleHus
ucnosb3oBamu 5% pactBopel I'b-115 B aumerundopmamune mo meroauke ['d XIll,
Tom 1, ctp. 605. 3nHaueHune ypenpHOro BpamieHus pactBopoB ['b-115 nexano B
untepBaie ot -9,00 mo -10,00 m HOopma MOXET ObITH BKJIIOUYEHA B HOPMATHUBHYIO
nokymeHTaiuio. [lomydeHHble pe3yiabTaThl OMpEAENICHUs YACIBbHOIO BpalleHUs

npencraBiieHbl B Tabmuiie Ne 20.

4.1.6. OnpenesieHue cogep:kaHus BOAbI B CTaHIaAPTHBIX o0pa3uax I'b-115

Omnpenenenve BoAbl B cTaHAapTHBIX oOpasmax ['b-115 mpoBoawnu corjacHo
meroguke I'd Xlll, Tom 1, crp. 719. CoxpepkaHnue BOJbI OMNPEACISUIM METOAOM
K.®umepa. Pesynbrarel mpencraBiensl B TaOmmme Ne 20. BximroueHuwe gaHHOTO
nokasarens B HJ[ Ha pa3zpabaTsiBaemblii CTaHAAPTHBIN OOpa3el] HeoOX0IUMO, CIETys
COBPEMEHHBIM TpeOoBaHUsIM BeAyumux (apmakorneid, Takux kak [D PO,

AmepukaHnckas v EBponeiickas @apmakoreu.



90

Ta6auua 20

PC3YJIBTEITBI OIIPCACIICHMA TCMIICPATYPbI IJNIABJICHUA, YACIBbHOI'O BpallICHUA U BOJAbI JJI

cTaHgapTHBIX 00pasios ['b-115

Ne cepun I 1 11
IToxa3aTean
Temneparypa miaBiaeHUs 177-178 |177,5-178,5|177,5-179.0
VY ienbpHOE BpallleHue -9,3 -9.0 -10,0
Bona 0,05% 0,10% 0,09%

4.1.7. Onpenenenue cyJb(paTHOM 30J1b1 B cTaHAAPTHBIX oOpa3nax I'b-115

Onpez[eneHHe ITOKa3aTCIsA «Cynb(l)aTHa}I 30J1a» IIPOBOAUIIN COI'NIACHO MCTOIUKC

['® XIII, Tom 1, ctp. 714. B Tabmure Ne 21 npeacTaBiaeHbI MOTyYCHHBIC PE3YIbTATHI.

OI_ICHI/IBaH IMOJYUYCHHBIC PE3YJIbTAThI, OBLIT CACJIaH BBIBOA O HCO6XOI[I/IMOCTI/I

BiuoueHus: B @C Ha pa3pabaTbiBaeMblil cTaHAApTHEIN 00paseln HopMmbl He 6osee 0,1 %,

TaK)Ke Kak 1 11 (papMaKoneiHou cyOCTaHIINH.

4.1.8. OnpenesieHue TsKeJIbIX METAJIOB B cTaHAapTHBIX oopa3uax I'b-115

OHpGI[CJ'ICHI/IC rokazateis «TsKeIble MeTalIb» IMPOBOJANIIM COTJIaCHO MCTOAUKE

['®d X, Tom 1, ctp. 708. [TomydyeHHsie pe3yiabTaThl MpeacTaBieHbl B Tabmuie Ne 21.

OH@HI/IBaH IMOJIYUYCHHBIC PE3YJILTATHI, OBLIT CACJIaH BbIBOJ O H€O6XOI[I/IMOCTI/I BKJIFOUCHUA

B ®C Ha paspabaTeiBacMbIii CTaHAAPTHEIN 00pasern; HopMbl He Ooee 0,001 %, Takxe

Kak ¥ 17151 (papMakoreiHon cyOCTaHIINH.
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Taoauna 21

PesynbTaTh! onpenenenus cynb(paTHOM 30J6I B CTaHAApTHRIX 00pasmax ['b-115

Ne cepun I 1 i
Coneprxanue cynb(paTHON 30JTbI 0,045 0,067 0,044
Tsxenple MeTaJUIbI 0,001 0,0009 0,001

4.2. U3ydyeHne CHEKTPAJbHBIX XapPAKTEPUCTHK CTaHAApTHOro odpasua I'b-

115
4.2.1. YD-cnexkTpodoTomeTpus

W3yuuB nutepaTypHbIC TaHHBIC, a TAK)KE WCCICIOBAHMS, TOCBAIICHHEBIC aHAIN3Y
cyocranuuu ['b-115, wmbl  BbeIOpanum MeTtoguky Y D-cnekTpo@oToMeTpuu, s

OIPE/ICIICHUS TIOJTMHHOCTH MOJTyYSHHBIX CTaHIApPTHBIX 00pa3ios [43].

B mponecce u3ydeHus CHEKTpaIbHBIX CBOMCTB, HAMU NOJIy4eHbI Y D-CHEKTPHI
0,004 % pacTBOpPOB CTaHJIAPTHBIX 00pa3IOB Mpenapara B 00iacTu AjivH BOJH oT 200 110
350 am. IlosyyeHHBIE CIEKTPBI UMENU YETKUE MAKCUMYMbI I MUHUMYMBI TTOTJIONICHUS.
Ha puc. 13-14 npezacraBieHbl TUMUYHBIE CIEKTPHI CTaHIApTHBIX oOpasuoB ['b-115 B

9TaHOIJIC.
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Tak xak s aHanW3a CTAHIAPTHBIX OOpa3IOB, B OTIWYME OT aHaIN3a
dbapmakomneiiHoil cyOCTaHIIMM HEOOXOIUMO BBEICHHE IOTIOJHUTEIBHBIX IapaMeTPOB
OLICHKH TMO/JIMHHOCTU HaMU ObUIH MPEIIPUHSATHI MOMBITKA YCTAHOBJICHUSI HOBBIX HOPM,
a UMEHHO MHUHHMYMOB TOTJIOIICHHS. Tak Kak ObUIO YCTaHOBJICHO, YTO TIOJyYCHHBIE
Y®-cnektpsl 0,004 % pactBopoB ['b-115 B 3TaHONE UMEIOT XapaKTEPHBIE MAKCHMYMBI
MOIJIONICHUS TTPU MOCTOSTHHBIX IJIMHAX BOJIH, @ UMEHHO OKo0Jio 290 HM, 282 HM, B CBOIO
ouepenb mnonydeHHsle YP-cnektpsl 0,0004 % pactBopoB I'b-115 umenu, kpome
OMKMCAHHBIX BBIIIE MAKCUMYMOB, JIOMIOJIHUTEIbHBII MAaKCUMYM IPH JJIMHE BOJIHBI OKOJIO
219 M. Tak xe ObUTH YCTAaHOBJICHBI XapaKTEPHBIC MUHIUMYMBI TIPH JJIMHAX BOJH OKOJIO

287 um u 245 um. [43]

B Ttabmume Ne 22 mnpeacrtaBieHbl OCHOBHBIE CIEKTPAJIbHBIE XapaKTEPUCTUKH

CIEKTPOB TOTJIOMIEHHS.
Taoauna 22

OCHOBHBIE CIEKTPAJIbHBIE XapaKTEPUCTUKHN pacTBOPOB cTaHAapTHOro oopasua ['b-115

B ATaHoje (95%)

JInvHa BOJIHBI, HM OnTuueckas MoutsipHbIi KoHuenrtpanus
IJIOTHOCTh ko3 puLeHT pPacTBOpOB
MOTJIOIIECHHUS
MaxkcumMyMsbl
290+0,2 0,502 5049 0,004%
282+0,2 0,567 5793
219+0,2 0,418 4204 0,0004%
MuHUMYMBI
287+0,2 0,449 4516 0,004%
245%0,2 0,161 1619
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Hamnune B mnomydeHHBIX Y@P-CHEKTpax XapakTEPHbIX MAKCHMYMOB H
MUHHAMYMOB MOIJIOUIEHUSI, @ TAKXE OTHOCHTEJIbHO BBICOKHE 3HAYEHUS MOJSPHBIX
noKasaTelsiel MOIJIONICHUS! MO3BOJSET UCIOIb30BaTh METOf Y D-crieKTpodhoTOMETpUn
JUIsL ONpeNeNieHUs MOJJIMHHOCTH CTaHJApTHBIX 00pa3loB, a TaKXKe JEMOHCTPUPYET
HEOOXOJMMOCTh BKJIIOYEHUS JAHHOTO METOJa B HOPMATUBHYIO JOKYMEHTALMIO Ha
noJiyueHHble cTaHgapTHbele 00pasnpl. [lomyuennsie cnektpsl 0,004% u 0,0004 %
CIOUPTOBBIX PACTBOPOB CTAHJAPTHBIX OOpPAa3LOB JOJKHBI COBIAJATh CO CIEKTpamu,
MPEACTABIICHHBIMH B HOPMAaTUBHOM JOKYMEHTAllMM, a TaKXKe [OJDKHBI TaKKe
ONPENENATHCS MAaKCUMyMbl U MUHHMYMBI MOTJIOIIEHUSI U PACCUUTHIBATHCS MOJIIPHBIE

ITOKAa3aTCJIN IIOTJIOIICHMA.

4.2.2. UK-cniekrpoMeTpus

CriekTpsl uccieayeMbix oopasnoB cuuMain Ha MK-cekrpomerpe Bruker Vertex
70 (I'epmanus), mnporpammuoe obOecrmeuenne OPUS 5.5. IloaroroBky mpo6
OCYIICCTBJSUTH METOJOM TPECCOBAHUS aHAIM3UPYEMOTrO CTaHIAapTHOTO oOpasma ¢

HHCPTHBIM HAIIOJIHUTCIICM (KEUII/IH 6p0MI/II[0M).

[lonyyennwiii  tunuunblii  WK-cnektp  crangaptHoro  obOpasma  ['b-115
npeacrtasiieH Ha puc. 15. IlpencraBnennsiii UK-criekTp UMeeT XapaKTEepUCTUYECKHE

TIOJIOCHI TIOTJIOIIEHUS, TIpeICTaBIcHHBIC B Tabmuiie No23.
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Obpazey b-115
Mpoba cyxad, 1 Mr 200 Mr

&0 a0 100 120 140
| | | |

Transmittance [%]

40

61428 ——
42345 ———

34062 —
292928 ——
2863.00 —
1619.04 ——
- 1508.83 ——
142432 ——
1351.93 ——
1231.28 —
108230 ——
—H1012.08 ——
73916 ——
9801 ——

T T T T
4000 3500 3000 2500 2000 1500 1000 500
Wavenumber cm-1

Pucynox 15. Tunuunsiit UK-cniektp crangaptaoro oopasna ['b-115

Taoanna 23

Xapakrepuctudeckue nosocsl nornomienus: MK-cnekrpa crangaptaoro oopasna I'b-

115
JnanasoH, cm™ CrnexTpanbHas nHpopMaIus
3402 cBoboaHas NH,-rpynma
3360, 3197 accouuupoBanubie NH-rpymms
2927-2852 BaJIEHTHBIE KoJieOaHus mpoTtoHa B CH-rpynmax
1672, 1625 BaJIeHTHBIC KoyieOanuss C=0 aMHIHBIX KapOOHUIIOB
1505 WHIOJIbHBIN ITUKIT
1420, 1350 kosebanust C-N- cBs3eit (monoca Amug 1)
1240, 1201 BajicHTHbIC KoJieOanus cBs3u C-N B amumax (amug 111)
738 OpTO-3aMeleHre B OCH30JIbHOM KOJIbIIES
697 nedopmarmonnsie konebanus cs3u N-H (B RNH;)
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I1o moJIOKEHNI0 U HHTEHCUBHOCTH MoJ10C nornomenns MK-cnekTpel Bcex cepuii
CTaHAAPTHBIX OOpa3loB ObUIM MPAaKTUYECKH HUAEHTUYHBI, MMo3Tomy wmeton MK-
CIEKTPOMETPHUH BKJIIOUYEH B HOPMATHMBHYIO JOKYMEHTAaUMIO B pasnen «lloamuHHOCTBY
Ha TOJy4YeHHbIE CTaHJapTHhle oOpasubl. MK-cniexkTp cranmapTHBIX 00pa3loB JOHKEH
IOJIHOCTBIO COBIAJaTh ¢ mpeiokeHHbIM MK-cnektpoM B (apmakoneilHOW craThe.

Tunmunbeiii UK-cniektp cranmgaptHoro oopasua I'b-115 npeacrasnen Ha puc.15.

4.2.3. SIMP-cnneKTpoCKONnus

Crnektpsl SIMP peructpupoBanu Ha npudope Bruker AM300 (300.13 MI'y ans
I1H u 75.47 MI' nnsa 13C) B IMCO-d6 (Acros, benbrusi). B xone TeopeTudeckux
pacderoB, OOpaOOTKM M HUHTEPIPETALMHU CIEKTPOB HCIOJIB30BAIN KOMIBIOTEPHOE
nporpammHoe obOecnieuenne ACD Labs [ACD Labs 10 (cOopka 18036, Bepcus
17.01.2008).

[Toaroroska 00pasuos 1 perucrpanun crexrpos SIMP H u 13C:

Hagecky uccnenyemoro cranmaptaoro oopasua ['b-115 maccoit 50 mr pactBopsiiv B
0,6 M IMCO-d6 u momemaiu B CTEKISHHYIO ammyay it SIMP-criekrpockonuu. [Ipu
peructpauun cnekrpoB  AMP  ucnonb30oBanyM  CTaHAAPTHYIO  OJHOUMITYJIBCHYIO
HOCIIeA0BATENBHOCTh ¢ Mocaeayoumm dypbe-peodpa3oBaHrueM (B Cilydae CHEKTPOB
13C  JOmONHMTENBHO HCIOJNB30BATACh MIMPOKONOJIOCHAS MPOTOHHAs —pa3BA3Ka).
Xumunyeckue casuru SIMP-curnanoB onpenessuii OTHOCHUTENIBHO TETPAMETHIICUIIAHA.
OTHeceHue CUTHAJIOB MPOM3BOAWIM HAa OCHOBAaHWH TEOPETHYECKUX pPacyeToB U
JUTEPATypHBIX JAHHBIX C YYETOM HWHTEHCUBHOCTH CHTHAJOB W CIHH-CIUHOBBIX

B3aMMOJICHCTBHU.

B Hauane uccrnenoBaHusi B COOTBETCTBUM C PACUETHBIMU JaHHBIMH (pUC. 16A) u
UMCIONTUMHUCS  JIMTEPATYpPHBIMU  ONMUCAHUSMU OBUIO TMPOBEACHO COIMOCTABJICHUE
CUTHAJIOB IO XWMHYECKMM CABUTaM ©  (QopMe ¢  COOTBETCTBYIOIIMMH
MPOHYMEPOBaHHBIMU yuyacTKkaMu MoJjekyna (puc. 17). Ilocne atoro Ha cnekrtpax AMP
H, MOJIYYEHHBIX JUJI1 3-X Cepud KaxJaou CcyOCTaHIMU, NpeIHA3HAUYCHHOW IS

MOJIy4eHHs cTaHaapTHOro obOpasma (puc. 16 b) ObuTn HaliieHbl aHAIOTUYHBIE CUTHAJIHI.
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Bo Bcex cnmydasx CHEKTpBI Pa3HBIX CEPHM KaXKIOTO CTaHAAPTHOTO oOpasia ObuTH
MPAKTUYECKA MIACHTUYHBI ((popMa CHTHAJIOB ObLIa MOCTOSTHHA, a KOJeOaHUs 3HAYCHUN
XUMHUYECKUX cABUTOB He mpeBbimaino 0.1 — 0.2 M.1.), Ipu TOM OCTOPOHHUE CUTHAJIBI
(KpoMe COOTBETCTBYIOIIMX CHHTJICTHBIX CHTHAJIOB TUMETUIICYJIb(OKCHIA U BOIBI TIPH
252 wu 3.35 M.J1.) OTCYTCTBYIOT, YTO JIONOJHUTEIBLHO CBHUJETEILCTBYET 00

HHAWBUAYAJIBHOCTH U YUCTOTC IIOJTYUCHHBIX CTAHAAPTHBIX O6p&3HOB.

SIMP 'H-cnextp I'B-115 (puc. 17, B) Xxapakrepu3yeTcs ClIeAyIOMUMHI JaHHBIMH:
uHponpHbIe NH-1 u CH-2 nportons! naroT cunrietsl pu 10.82 u 7.17 M.11. B TO Bpems
kak rpynmna CH-5 maer xopomo paznuuumsiii nyonet npu 7.58 m.a. Ocransabie CH-
npoToHs! (6 — 8) BMecte ¢ CH-mpororamu 25 — 29 GEH30JIBHOTO KOJIbIIA CIMBAIOTCS B
TPYJHOUYUTAEMbIC MYJIbTUIUIETHI B 001acTH 6.83 — 7.38 m.1. MertuneHoBsie 3BeHbs 10 1
16 nposiBiAroTCA B popMe IBYX AyOneT-ayOsneTHbIX cUrHaioB npu 2.92, 3.13 m.a. u
3.54, 3.71 m.a. coorBeTcTBeHHO, a mpoToH CH-11 — myneTumierom mpu 4.43 M.n.
Cunrnetsl nipu 7.12 M.J. (CUTHaJl CIUMBAETCS C BBIMICYTIOMSHYTHIMU MYJIbTHILIETAMU
CH-rpymmt 6 — 8, 25 — 29) u 7.42 m.a. orBeuator NHy-rpynme 13. Curnamst NH-
dbparmenToB 14 u 17 COOTBETCTBEHHO PErUCTPUPYIOTCS B BUE ybnera mpu 7.90 M. u
tpumwieta npu 8.00 m.a.. ['ekcanoBeie CHy-rpymmer 19 m 23 (curHam YacTHYHO
ciuBaetcsi ¢ curHanoM CHs-rpynn numeruncynbdokcuaa) Jar0T TPUIIETHBIE CABUTH
npu 2.07 u 2.52 m.a., rpynnsl 20, 22 natot mynstumiet npu 1.47 ma., a CHp-21 —

MyJIbTUILIET TIPH 1.22 m.1.

Ha BropoM »JTame mNpoBENEHUWH  UCCIENOBAaHMM  ObUIM  MPOBEIECHBI
TIPEIBAPUTENBHBIE KOMIILIOTEPHBIE pacdeThl ciekTpoB AMP 3C I'b-115 (puc. 18A), a
3aTeM MOJy4YeHbl peajbHble crekTphl (puc. 18b) Ha mpumepe ogHOM cyOCTaHUUU U3
KOKJO0M cepuH, IOCIIE YEro IMPOBEAECHO TOYHOE OTHECEHHME CUTHAJIOB. IIocTOpOHHHX
curHasioB (kpome curHanoB JIMCO B wuntepBane 38 — 41 M.O.) Ha TNOJYYEHHBIX

CIIEKTpax He 0OHAPYKEHO.

VHIOBHBIN CTPYKTYpPHBIH KoMIoHeHT Ha crekrpe IMP BC cy6cranmuu I'B-115
(puc. 5b) naet xapakTepHble curHanbl B uaTepBaie 109 — 137 m.a.: 123.41 m.a. (CH-2),
110.07 m.a. (C-3), 127.36 m.a. (C-4), 118.17 m.a. (CH-5), 118.33 m.a. (CH-6), 120.74
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m.a. (CH-7), 111.18 m.a. (CH-8), 136.01 m.a. (C-9). Curnainel ipu 27.61, 42.15 u 53.14
m.ja. orBevatoT CHy-10, CH,-16 u CH-11. Kero-rpynmer 12, 15 u 18 pe3onupyror B
cunibHOM mnoJie nipu 173.26, 168.72 u 172.61 M.1. COOTBETCTBEHHO. ATOMBI yriepojaa
AJIKMJIBHOM 1LIeTI PEe30HUPYIOT B CIa0OM IMoJie B y3KOM auana3one 24 — 36 m.na.: 34.96
m.a1. (CHz-19), 24.92 m.n. (CH2-20), 28.24 m.a. (CH2-21), 30.65 m.un. (CH2-22), 35.04
(CH2-23). beH3oapHO€ KOIBIIO JIa€T Ba BBICOKOMHTEHCHUBHBIX OJIM3KO PACIOJIOKEHHBIX
curHaia npu 128.11 m.a. (CH-25, CH-29) u 128.17 m.a. (CH-26, CH-28), a Taxxe aBa

MEHee MHTEHCHUBHBIX curHaja rpu 141.21 u 125.49 m.x., otBevaronux C-24 u CH-27.

[16]
_[131
[27]
[1,14,17] y
[29] [19] [22]
_[2 [Comb 20]
it [20]
" [Comb]
[6] [11] [Comb] ©_[21]
[6] [l [1o<=>] - 021
[6] [21]

ik ey

Pucynoxk 16. Criexrpsl SIMP *H I'B-115 8 DMSO-d6. A — paccunransslii ciextp, b-

TOJIYYCHHBIN
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Pucynok 17. CtpykrypHas dopmyna ['b-115 (nymeparus nocnegoBaTesnbHast)
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Pucynok 18. Criextpsl IMP BC I'b-115 8 DMSO-d6. A — paccunTanssiii, b —

IIOJIy4YEHHBIN

Takum oOpa3oM TPEACTABICHHBIC TUIWYHBIC CHEKTPHI M WX OIHMCAHHWE IS
WCCIIEMYEMBIX CTaHJAAPTHBIX 00pa3loB HEOOXOIUMBI ISl BKIFOYCHHUS B HOPMATHBHYIO
nokyMeHTauio B paszgen «llommuHocTe». Ilomydennsni cnexrp SIMP BC I'B-115
JIOJDKEH COBETOBAaTh PHUCYHKY HM CHTHAjJaM, ITIPEACTABICHHBIM B HOPMATHBHOMN

JOKYMCHTAIIH.

4.3. Xpomarorpadpuueckre MeTobl JJA KOHTPOJS KAa4yeCTBa CTAHAAPTHBIX

oopasuos I'b-115

Xpomatorpaguueckas MOJBHKHOCTh M YHCTOTa MOJYYEHHBIX CTaHAAPTHBIX
o0pasnoB ['b-115, uCXOAHBIX U MPOMEXKYTOUYHBIX MPOTYKTOB CHHTE3a Oblia U3ydeHa C
MOMOIIIBI0 METOAa BBHICOKOA(D(HEKTUBHOM KUIKOCTHOW Xxpomartorpadun. OnpeneneHue
OCTAaTOYHBIX OPraHUYECKUX PpACTBOPUTENIECH B CTaHAAPTHBIX 00pas3lax MpOBEACHO

METOJIOM T'a30-)KHUIKOCTHON XpoMaTorpadum.
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4.3.1. Bbicoko3pdekTHBHAA KUAKOCTHAsE XpoMaTorpagus B aHaJIU3e

oopasuos I'b-115

CornacHo nuTepaTypHBIM JaHHBIM Moriomienue npumeced u ['b-115 B obmactu
quiH BostH oT 200 HM 110 230 HM BBILIE, yeM B uHTEepBaje oT 250 um a0 300 M (puc. 13-
14) [43]. Kpome Toro, B nuamna3zone maauH BoaH 200-230 HM HaOJII0maeTCs COBIAJACHUE
MakcumMyMoB — noryomienuss ['b-115 wu  npumeceit, no3TOMy JETEKTHPOBAHUE
MMOCTOPOHHUX MPUMECEH OBIJIO PEIICHO MPOBOIUTH MPH JTUHE BOTHBI 215 HM.

B onenke mnocTopoHHUX TMpuMeced Oblla HCMOJIb30BaHA ONHMCAaHHAs paHee
MeToauKa, paspadboranHass corpyaHukamu DOI'BHY «Hayuno-uccnenoBaTenbCkuii
UHCTUTYT apmakosoruu uMm. B.B. 3akycoBay [43].

[TonyyaroT HE MEHEEe MATH XpOMATorpaMM Kaxkaoro u3 pactBopoB. Ha puc. 18
MpEICTaBICHA TUTIAYHAS XpoMmaTorpaMmma UCIIBITYEMBIX CTaHJIapTHBIX

00pasIios.

MWD1 A, Sig=215,00 Ref=off (GB\GB00C11.D}

o~

mAU

1250

1000 ] i
750 ‘
500
250 |

A I S ] B T s R A B BN A TR g A L N L
S 10 18 20 25 30 35 40 min|

Pucynok 18. Tunmnunas BOXKX-xpomarorpamma crannaptHoro oopasia ['b-115

MWOD1 A, Sig=215 00 Ref=0ff (GB\GBCCR12D)
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Pucynok 19. BOXXX-xpomarorpamma MoIeIbHOM CMECH MPUMECEH B CUCTEME
aneToHUTpuI: Boja ¢ pH=3,15 (400: 450), nimuHa BoHBI 1eTekTopa — 215 um (1 — TX,
2—-@IT,3-dI'K, 4-T5-111
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Taoauna 24
Pe3ynbTaThl Banwiauu no nokasarento «CelIeKTUBHOCThY
OnnHa CKopocTb CpeagHee npoueHTHoe  coaeprkaHue | CpeagHee
BOJIHbI NoTOKa aHa/UTa B MCMNbITYEMOM pPacTBOpE, OT | 3HaYeHue
AETEeKTopa | NOABMXKHOW | 3a4aHHOrO KO/IMYeCTBa [%]
¢das3bl,
MA/MUH
210 0,9 97,5 98,45
1,1 99,4
220 0,9 98,3 99,20
1,1 100,1

Ha xpomarorpamMmax, MOJy4eHHBIX IpPU BBEICHUHM O00pa3na MOABWXKHOW (a3bl,

OTCYTCTBYIOT NHKH C BpPEMEHAMHU YIEpPKUBaHUSA, cOOTBEeTCTBYromMMH ['B-115 u

BO3MOKHBIM IIPUMCCAM, UTO I'OBOPUT O CCICKTUBHOCTHN MECTOAA.

Cpeonasa eenruuuna X 98,45
Cmanoapmmnoe omknonenue Sy 1,153
Ommnocumenvhoe cmanoapmuoe omkionenue |1,167

Yemouuueocmo

yCTOfI‘H/IBOCTB, N p06aCTHOCTB, CHUCTEMbI UCIILITBIBAJIN ITPHW HE3HAYUTCIIbHOM

HN3MCHCHHUU IMTapaMCTPOB MCTOAUKHN KOJIUICCTBCHHOI'O OIIPCACIICHUA. B JaHHOM CJiy4ac

Mensm JJIMHY BOJIHBI ACTCKTOPA U CKOPOCTH IOTOKA HO)IBH)KHOﬁ (1)31351.

Kpurepuu nomycka kosdduruent Bapuaruu <3% BBITOTHEH. Y CTOWYUBOCTh

MCTO/Ja YAOBJICTBOPUTCIIbHAS.
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4.3.2. I'a30-:KkuaAKOCTHAsA XpomaTorpadgusi B aHaIu3e CTAHAAPTHHIX 00pa3LoOB

I'b-115

Crangaptabie 00pa3ubl ['b-115 nomydaroT myTeM KpucTalIu3aluy U3 3TUIIOBOIO
cnupra mpu cooTHomeHuud 1,6-1,7 ¢ oOpaOOTKOM aKTUBUPOBAHHBIM YriieM. Takum
00pa3oM 3TOT PacTBOPUTENIb MOKET MPUCYTCTBOBATh B (hapMaKONEWHON CyOCTaHIIMU
I'B-115 u ero HeEOOXOAMMO KOHTPOJIMPOBaTh B pa3padaThIBAEMbIX CTAHJAPTHBIX

oOpasrmax.

Hamm  pazpaborana rasoxpomMarorpaduueckas METOAUKA  OIPEACICHHS
OCTaTOYHBIX  OPraHUYECKUX  pPACTBOPUTEICH C TPUMEHEHHEM  CTAaTHYCCKOTO
napodasznoro meroma I'X- HS Ha rasoBom xpomartorpade, cHaOkeHHBIM HS-
YCTPOMCTBOM I 0TOOpa mpod (J103aTOpOM paBHOBECHOTO mapa). B tabmuie Ne 25
MIPEICTABIICHBI YCJIOBHS XpomarorpadupoBanus, B Tabmmme Ne 26 mapameTpsl

CTaTU4ECKOro MpobooToopHuKa-HS.
Tab6auua 25

Xpomarorpadguyeckue yCcIoBUs MPOBEACHUS aHAlIU3a CTaHapTHRIX 00pa3ioB ['b-115

JerekTop [TnamenHo-noHmn3anonubii aerexkrop (ITN/I).
Temneparypa 230°C

JIETEKTOpa

Temneparypa 210°C

WHXEKTOpa

Temneparypa Hauanenas temnepartypa 40°C B Teuenue 4 MUH., 3aTeM

TEpMOCTaTa KOJOHKU B | IOBBIIIEHHWE TEMIIEpaTyphl co ckopocThio 15°C/MuH. 10

pexumMe 200°C u yaep>kuBaeTcsi B TCUEHUE 5 MUH.
IPOrpaMMUPOBAHUS
I'a3 HOCHUTENB (A30T) CxopocTth motoka 4,9 Mi1/MuH.

Cnurt-cucteMa Jlenenue nmoroka 1:5
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Bonopon Cxopoctb notoka - 30 mj1/MuH.

Bo3nyx CkopocTtb notoka - 300 Mi/MuH.

Tao6auua 26

[TapameTpsl cTaTudeckoro napodazHoro mpoOoOTOOpHUKA

Temneparypa head space Buanbl 85 oC

Bpems TepmoctarupoBanus (ypaBHoBemmBaHus) head | 40 muH.

space BHAJIbI

TemMmneparypa TMHUYM NIEpEHOCA 135 oC
HS-nasnenue (naBiaeHue HaiTyBa BUAJIBI) 0,7 Mmna
Bpems Harneranus (moiaqu moJ1 JaBjIeHUEM ) 5 MuH.
Bpems otbopa npoOsl 10 cex
O0BEM BBOAMMOI 10361 PABHOBECHOTO Mapa 1,0 M

Memoouka nposederusi ananusa.

JUJIsl OLIEHKHM COJEepKaHMsI OCTaTOYHOI'O 3TaHOJIa B CTaHIApTHBIX oOpasuax I'b-
115 mnpemyioxxeH MeToA BHYTPEHHErOo CTaHJaapTa. BHYyTpeHHUM cTaHAapTOM OblI

BbIOpaH H-TIPOMMUJIOBBIN CIIUPT, PACTBOPOM CPABHEHUS — TUMETUIICYIb(DOKCHUL.
1. Ilpucomosnenue cmanOapmHuLX U UCHBIMYEMBIX PACEOPOS.

1. Ilpucomoenenue pacmeopa GHYmMpeHHe20 CMAHOApmMA: B MEPHYIO KOOy
BMectuMocThio 100 M ormepuBanu 20 M guMeTWICYlIb(OKCHIA, Jalie€ BO
B3BEIICHHYIO KOJIOY moMeranu okoiio 0,5 r (TouHas HaBecka) H-MPOMMIOBOTO CIHUPTA,

JIOBOJIUITM 00BEM PACTBOpA B KOJIOE AUMETHIICYIH(POKCUIOM IO METKH, TIEPEMEIITUBATTN
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(pactBop A). 1 M™MJ TOJYy4YEHHOTO PACTBOpA TMEPEHOCHIM B MEPHYIO KOJOy
BMeCTUMOCTBhIO 10 My, moBoamiuM OOBEM pacTBOpa B KOJOE 10 METKH TEM XKe
pacTBopuTeneM, nepeMennBanu (pactsop b). KoHuenTpauus pactBopa BHYTPEHHETO

crangapra 0,5 mr/mi.

2.1lpucomosnenue pacmeopa 01 onpeoeiieHus NONpasouHo2o0 KoIPuyuenma
(pacmeop B): oxoino 0,5 r (TouHas HaBecka) 3Ta”HoJia U 0KkoJjio 0,5 r (TouHas HaBecKa)
H-TIPOMWJIOBOTO  CIHMPTA MOMEMIAIM B MEPHYIO KoJOy BMecTuMOcThio 100 mui,
HAIOJIHEHHYIO HAIMOJOBUHY JUMETHIICYJIb(POKCUIOM, TOBOAWIM OO0BEM pacTBopa B
K0JI0€ 0 METKU TEM K€ paCTBOPUTENIEM, NTEPEeMEIINBaIi. | MII MOJIy4eHHOTO PacTBOpPa
MEPEHOCHIIM B MEPHYIO KOJOy BMecTUMOCThIO 10 My, moBoamau oObeM pacTBopa B
KoJOe /10 METKH TeM >K€ pacTBOpuTeleM, nepeMemvBaiv. KoHieHTpauuu o6oux

BeIECTB B pacTBope 0,5 mMr/mir.

3. IIpuecomosnenue pacmeopa ons nposepKu npUu2oOHOCmU
xpomamoepaghuueckou cucmemol (pacmeop C): okono 0,05 r (TouHas HaBeCKa) TaHOJA
u okosio 0,05 r (TouHast HaBecka) H-MPOIMUIOBOIO CIUPTA MOMEIIATN B MEPHYIO KOJIOY
BMecTUMOCThIO 100 MJI, HANOJHEHHYIO HAIMOJOBUHY JAUMETHICYIb(HOKCUIOM,
JOBOIIIIA 00bEM PacTBOpa B KOJIOE 10 METKH TE€M K€ PACTBOPUTENIEM, MTEPEMEIINBAIIH.
1 MJI TIOJIy4eHHOTO pacTBOpa MEPEHOCHIA B MEPHYIO KOJIOy BMECTHMOCThIO 10 wmul,
JIOBOIUIIM 00BEM pacTBOpa 1O METKH TE€M JKE€ PACTBOPUTETIEM, MEPEMEITNBAIH.

KonnenTtparuu oboux BemiectB B pactBope 0,05 mr/mi.

4. Koumponvuwiii pacmeop.: 2,0 ma mumeTuiacyibdokcuaa momeriand B head
Space Buamy BMECTHUMOCTBIO 10 MJI, TEPMETHYHO 3aKyNOpPUBAIOT KpBILIKAMU C
Te(PJIOHOBBIMH  MPOKJIAJAKAaMU M O0XUMAIOT TOPJIOBHHBI BHAJl AJTIOMUHUEBBIMU

KPBILLIKaMH.

5. Ilpucomosnenue ucnvimyemvlx pacmeopos cmanoapmuvix oopaszyos I'h-115:
okogo 0,2 (ToyHas HaBecka) CyOCTaHIMM, TNPEJHA3HAYCHHON I IMOJIy4eHHUs
CTaHJIApTHOrO oOpa3na,  MOMEIald B BUAlIbl s NapodasHOM IKCTPAKIMH,

npubasisia 2 Mt pactBopa b, nepemenpany.

PaCTBOpBI HCIIOJIB3YIOT CBCIKCIIPUT'OTOBJICHHBIMU.
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11. Ilposepka npueoonocmu xpomamozspaguueckotl cucmembi.

B aBTOoMatmueckoMm pexume B yka3zaHHBIX ycnoBusx (Tabmuuber Ne 18-19) B

no3atop xpomarorpada BBoauTca maporasosas ¢aza pactBopa C (pacTBopa IS
. 3

POBEPKHU MPUTOAHOCTH XopMaTorpaduueckoit cuctemsl) B oobeme 1,0 cm®. PactBop C

xpomarorpaupyroT MOoclIeAoBaTeabHO B 6 mOBTOpHOCTAX. Ha Xpomarorpammax

PETUCTPUPYIOT NMUKU 3TaHOJA M H-TIponaHoja. Pe3ynpTaThl ONpeNeneHUs CUUTAIOTCS

JICHCTBUTENBHBIMH, €CITU BBIIONHAIOTCA TpeboBaHus Tecta «[IpoBepka mpurogHocTH

Xpomatorpauyecko CUCTEMBI»:

- IOPSAOK BBIXO/A MMKOB PACTBOPUTENEH:

1- »TaHoI; 2- H- IPOMAHOJ; 3- AUMETUIICYIbPOKCHI.

- 3(¢)eKTUBHOCTH KOJIOHKHU, paCCYMTAHHAS MO NMUKY 3TAHOJA, JOHKHA OBITh HE MEHEE
5 000 TeopeTnyeCcKuX Tapesiok;

- pa3pelleHre MeXy MMKaMH 3TaHoJIa U H-IIPOIaHoJIa I0JKHO ObITh He MeHee 2,0;

- KO3(QPUIMEHT aCUMMETPUH KaXJA0T0 MMHUKa J0JHKEH ObITh He Oounee 1,5;

- OTHOCHUTEJILHOE CTaHJapTHOE OTKJIOHEHHUE iomaau nuka sranona (RSD)- ne Gosnee

10,0%.

Ha puc. 20 mnpencraBieHa tunuyHasg xpomarorpamma pactBopa [IHIXC co

CIICAYIOIIMMU TTapaMeTPaMH:

- BpeMs BbIXOJa IMKa 3TaHoJIa - 3,046 MuH.;

- BpeMs BBIXO/1a MK H-TIpornanona - 5,203 MuH.;

- OTHOCUTEIIBHOE BpeMsl BbIxoj1a atuiamerara — 0,62;

- paspemenue (n, n+1) — 12,53,;

- acUMMeTpus nuKa sTtanona - 1,04,

- YUCJIO TEOPETUUYECKHUX Tapesiok mo nuky 3tanona (TT) — 5320;

- OTHOCUTEJBHOE CTaHAAPTHOE OTKJIOHEHHE MO momaau nuka stunanerata (RSD)-

9,13%.
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Pucynok 20. Tunnunas [KX-xpomaTorpamma pactBopa JJisi MPOBEPKU MPUTOJHOCTH

XxpomaTtorpaduueckoil CuCTEMBbI
(1- sraHoJ; 2- H- IPOITAHO)

OTHOCHUTEIIbHOE CTaHJIapTHOE OTKJIOHEHHUE Tuiomaeh nmuka 3tanona (RSD) mo 6
MOCJICIOBATEIPHBIM ~ BBEACHUSM  pacTBOpa  JUIA  TPOBEPKH  MPUTOJTHOCTH
XpomaTorpadHuueckoil CHCTeMBbl PacCUUTHIBAIM C IOMOIIBI0 mporpammbl Excel mo

JAaHHBIM, TTPEJCTaBICHHBIM B TabuIe Ne 27,
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Taoauna 27

Pacuer oTHOCHTEIHFHOTO CTAHAAPTHOTO OTKJIOHEHUS TIIomaei nuka stanona (RSD) B

pacTBOpe ISl IPOBEPKU MPUTOTHOCTH XPOMATOrpaPUIECKON CUCTEMbI

®alin xpomaTtorpammbl Mnowaab NMKa 3TaHosia, mV*cek
ZB230955.chw 5,16
ZB231031.chw 4,73
ZB231056.chw 5,29
ZB231138.chw 4,87
ZB231206.chw 4,69
ZB231237.chw 4,82
ZB231315.chw 4,51

CpedHee 3Ha4yeHue naAo0WAOU

nuKka 4,87
LHucnepcus 0,074
CmaHOapmHoe omkaoHeHue 0,445
OmHocumensHoe

cmaHOapmHoe OMK/IOHeHUe

(RSD), % 9,13%

[locne mpoBeneHus MpoueAypbl MPOBEPKH MPUTOAHOCTH XPOMATOrpaduuecKoit
CHUCTEMbl B OIMCAHHBIX BBIIIE XPOMATOrpapUUECKUX YCIOBHUSIX MOCIEA0BATEIbHO
XpoMatorpaupyroT KOHTPOJIbHBIA PAcTBOpP, HCHBITYEMBIM pacTBOP M CTaHIAPTHBIN
pactBop B. beumm mccnenoBansl 3 pa3audHbIe CEpUM CTaHIAPTHBIX 00pasioB /H-115

JJIA KOJIMYECTBEHHOM OLOCHKH COACPIKAHUA B HHX OCTAaTO4YHOI'O OPraHu4YcCKOro
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pacTBOpuUTENs - dTaHONa. KaXaplii CTAHAAPTHBIA PACTBOP M KAXKJBIA U3 UCIBITYEMBIX

PacTBOPOB KaXJA0UW CEPUU TOTOBUIICS B TPEX MOBTOPHOCTSIX.

Ha puc.2]l npencraBnena tunuyHas [DKX-xpomarorpamma cTaHIapTHOTO

pactBopa B.

16.59 mV 1
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Pucynok 21. Tunmunas [KX-xpomaTorpamma ctanaapTHOro pactsopa B
(1- »TaHOd; 2- H- IPOMAHOJ)

Ha puc.22 mnpencraBnena tummuHas [2KX-xpomarorpamma ucciaemyeMbIX

cTanaapTHeIX 00pasmnos ['b-115.
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Pucynok 22. Turmmunas [KX-xpomaTorpamma ucnsiryemoro oopasma I'b-115

(1- staHo; 2- H- MPOMAHOIT; 3- TUMETHIICYIb(POKCHT)

IIo IMOJYYCHHBIM XpOMaTOrpaMmMaM paCCUUTBIBAIN KOJIMICCTBCHHOC COACPIKAHUC

3TaHoJIa B 3-X UCHIBITYeMbIX cepusix [ 'h-115 nByMs anbTepHATUBHBIMU CIIOCOOAMU.
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a. Obpabomka nNONYUEHHBIX pe3yIbmamo8 ¢ HOMOWDBIO KOMHBIOMEPHOLU

npozpammol MynomuXpom o Windows sepcus 1.5.

Jlst aToro u3 pactBopa B, comepikaiiiero oiMHakoBbIe KOHIEHTPAIMU dTaHOJIA U
H-niponianona (0,5 Mr/mir), rOTOBUIN 5 KaIMOPOBOYHBIX PACTBOPOB C KOHIICHTPAIIUSIMU
kaxaoro u3 Bemects 0,05; 0,10; 0,20; 0,30; 0,40 mr/mut. Kaxapiii n3 KamnOpOBOYHBIX
pacTBOpoB XpomatorpagupoBaiii 6 pa3, BBIUMUCIASL CPEIHUE 3HAUCHHUS IUIOMIAJICH,

2
ypaBHeHHE  KanmuOpoBouHOro rpadmka W KodpUIMEHT Koppensiuu — R<.

KamnbpoBounslii rpadux (Ha puc.23) JUHEEH B ITOM JWala3oHe KOHIEHTpalud U

OMUCHIBAJICS YPABHECHUEM:
Y=0,0104x — 0, 0002, rae X - IJI0IIaIb ITNKA 3TaHOJIA.
Kos¢pdunuent koppemsuun R? = 0,9997.

| KannbposouHbiii rpaduk

0,6 -
|
05 y =0,0104x - 0,0002
| 0 | 2
| R? = 0,9997
\ -
5 04
[}
=
(=]
X
m
o
1 e 03
| F
| ®
P
I |
% 02 -
: O
| x
f 0,1
|
‘ 0 +—11 L1 ] 1 , L
1 0,00 10,00 20,00 30,00 40,00 50,00 60,00

Mnowaab nuka ataHona, mV*cek

Pucynok 23. KanuOGpoBounblii rpaduk JJIst ONpeeIeHUs dTaHOJa B CTaHIapTHBIX

obpasnax I'b-115 merogom KX
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0. Konuuecmeennwiti pacuem no gopmyie.

Conepxanre 3TaHOJIA B IIporieHTax (Xi1%) paccuuthiBaim 1Mo GopmyJie:

) Auvenx CerxVx100x10 Ancnx 0,05x2
Xi% = =

ACT XM HCIL - K=xo,2

rae AuCH. — OTHOIICHHWE IUIOLIAAECH MUKOB ATaHOJA MU BHYTPEHHEro cTaHiapTta (H-

MPOIaHoIa) Ha XpOMaTOTpaMMe UCIIBITYEMOIO PacTBOPA;

A = K — monpaBounsiii k03 uiueHT (OTHOIICHHWE TIJIOMAACH MUKOB ATaHOJA U H-

IpOIaHoja Ha XpOMAaTorpaMMe cTaHAapTHOro pactBopa B). Jlig stanona K = 1,63.
Ccer— KOHIIEHTpalysl 3TaHoJIa B CTaHAApTHOM pacTtBope B, %;
Mycn — Macca HaBECKU aHATTM3UPYEMOi1 TPOOHI, T;

V — OOwveM pacTtBOpUTeNs (AUMETWICYIb(POKCUIA), B3ATHIM JJIsI PaCTBOPEHUS

aHATM3UPYEMOM MTPOOKI, MIL.

PGBYJ'IBTaTI)I OIIPCACIICHUA COACPKAHUA 3TaHOJIAa B CTAHIAPTHBIX 06pa3uax I'b-

115 npencrasnens B Tabmuie 28.

Taoaumna 28

Conepyxanus sranoina (%) B crangapTHbix oopasznax ['b-115

No ni/mt Howmep cepun Coneprkanus dtanona, % + RSD
1. I 0,052 + 0,014
2. I 0,078 £ 0,011

3. 11 0,062 + 0,013
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CenexmugHocmaw

Ha xpomartorpammax, monydeHHbIX mpu BBemeHun JIMCO 06e3 conepskaHus
ATaHOJIa U H-MPONAHOJIA, HAOIIOAACTCS €IUHUYHBIA MUK C BPEMEHEM YyACep>KUBaHMUS,
cootBeTcTBYIOmMKUM JIMCO); npoyne nNuKu OTCYTCTBYIOT, YTO TOBOPUT O CEIEKTUBHOCTHU
METOo/1a.

Jlunetinocmo

C uenpl0 OIEHKH JIMHEMHOCTHM METOJAMKUA OCYIIECTBISIIOCh MOCTPOCHHE
KanmuOpoBoyHOro rpaduka. Jljis MOCTpOeHUs KaTuOpOBOYHOTO Trpaduka TOTOBUIIU
KaTMOPOBOYHBIE MOJIEIBbHBIE CMECH. [OTOBWIM S5 KamTuOPOBOYHBIX OOPA3IIOB,
coaepxkamue 0,05; 0,10; 0,20; 0,30; 0,40 mr/mn 3TaHosia cooTBeTcTBeHHO U 0,1 Mr/mi
BHYTPEHHETO CTaHJIapTa — H-TipornaHoia. I[IpoBoauiau aHamu3 KaauOpOBOYHBIX
00pa3IoB, ¥ MO MOJYYEHHBIM JAHHBIM CTPOMJIM KaJTUOPOBOYHBIN rpaduK € MOMOIIBIO
nporpammbel ~ Microsoft Excel 2010. OreHuBanu 3aBUCUMOCTD  KOHIICHTPAI[HH
TUJAlEeTaTa B KamuOpoBOYHOM oOpasie (och X) OT OTHOILICHHS IUIOLIAIU
xpomaTtorpauueckoro MuKa AJTaHoJa K IUIOMAAM XpoMaTorpauyeckoro ImuKa
BHYTpPEHHETO cTaHaapra. [lpum 5>ToM ompenensyii XapakTep 3aBUCHUMOCTU, THI
anmpoKCUMAIUH, JIOCTOBEPHOCTH arnmnpoKCUMAaIl U u KOd(PPUIIUEHTBI
COOTBETCTBYIOILIETO YpaBHEHHUS perpeccuu. IIpencraBieHHbie JTaHHBIC
CBUJIETEIBCTBYIOT O TOM, UTO JIJISl OMPEAEIIIEMOr0 BEIECTBAa KaTuOPOBOYHBIC TpadUKu
ONMKCHIBAOTCS JIMHEMHOW (YyHKIHMEH ¢ BBICOKMM [IOKa3aTeleM JOCTOBEPHOCTH
anmpokcumaruu. Kosadounment xoppensiuu cocraBui 0,99965, uro cooTBeTCTBYET
tpedoBanusim HJ[ (He menee 0,999).

Bl BBINMOSHEH pacuéT KOHIEHTpAIUA 3TaHOJIa TI0 YPABHEHUIO KaJTMOPOBOYHOM
3aBUCUMOCTH, TIOCJI€ YETO MOJTYyYEHHBIE Pe3yIbTaThl CPABHUBAIUCH C (DAKTUYECKUMH, a

3aTeM ObLIN pacCUnTaHbl 3HAUCHUA OTHOCHTEIbHOM MOTpCITHOCTH.
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Tab6auna 29

KoHnenTparuu sTaHosa 10 ypaBHEHUIO KATMOPOBOYHOMN 3aBUCHMOCTH

C axr,y MI/MJI {

0,05 0,1 0,2 0,3 0,4
OTHo1eHue
IVIOIIAAH NMHKA JTAaHOJA K (
miomaau nuka BC 0,0716 | 0,1262 | 0,2411 | 0,3479 | 0,4688

KaauopoBounas
C paccunT, MI/MJI (

kpusas Ne 1 0051 |0099 |0201 |029 | 0,403

€, %
2,15 -0,59 0,56 -1,45 0,67

[lonmyyeHHble  3HAYEHUSI  OTHOCHUTENIBHOM  IOTPEIIHOCTH  COOTBETCTBYIOT
tpedoBanusmM HJ (1e 6omee 5%).

IIpasunbrHocms u npeyuzuOHHOCMb

OueHky mokasaresieidl IpaBUIBHOCTH U NPELM3MOHHOCTH OCYIIECTBIBUIA MYTEM
UCCIIEIOBaHMsI 00Opa3loB KOHTpoJid KadecTBa (3 He3aBUCHUMBIX oOpa3la KakIou
KOHLeHTpauuu). [IpaBuibHOCTh U MPEU3UOHHOCTH ONPENENsIN B TeueHue 1 pabouero
IHS (BHYTPM CE€pUM) M B TEUYEHHE HECKOJbKHX JHeW (Mexay cepusimu). Pacuér
KOHIIEHTpALUH OIpeeieMbIX BEIECTB B 00pa3lax KOHTPOJIS KauyeCTBa BBIMOIHSIIN 1O
YpPaBHEHUIO  KaJaMOpOBOUHOro rpaduka, TMOJYYEeHHOTO B  COCTaBE  TEKYIEH

AHATUTUYECKOMN CEpUM.

Tabauua 30
Pe3yanaTBI OLOCHKH MMPAaBHUIIbBHOCTHU N MIPCIU3MOHHOCTH MCTOAUKHU (BHYTpI/I
CEpHH)
HaieHo (Mr/mi),
BBEJICHO HaHIeHO S.D. RSD, % Kputepuit
CpelHee 3HaUCHUE g, %
(mr/mT) (mr/mon) (1=5) (n=5) (n=5) MPUEMIIEMOCTH
n=
0,048 RSD < 5%,
0,0479 0,002 3,33 4,20
0,05 0,050 e < 5%,
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0,049

0,046

0,047

0,208

0,207
RSD < 5%,

0,211 0,2077 0,003 1,46 3,85
£ < 5%,

0,210

0,2 0,203

0,418

0,407
RSD < 5%,

0,405 0,4087 0,006 1,56 2,17
£ < 5%,

0,413

0,4 0,402

Tao6auna 31
Pe3ynbTaThl OLIEHKH MPAaBHJIBHOCTH U IMPEIM3UOHHOCTA METOAMKHU (MEXIY 2-Ms
CEpUSIMH )
HalaeHO
(mMr/m), RSD,
BBEICHO | HaWIECHO S.D. Kpurepunii
cpeaHee % g, %
(mr/mur) | (Mr/mi) (n=10) MPUEMIIEMOCTH
3HaYCHUE (n=10)
(n=10)

0,048
0,0477 {0,001 |3,10 4,59

0,1 0,050




0,049

0,046

0,047

0,049

0,048

0,047

0,045

0,048
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RSD < 5%,

£ < 5%,

0,2

0,208

0,207

0,211

0,210

0,203

0,209

0,212

0,208

0,198

0,203

0,2068

0,004

2,07

3,40

RSD < 5%,

£ < 5%,

0,4

0,418

0,407

0,405

0,413

0,402

0,4064

0,006

1,46

1,59

RSD < 5%,

£ < 5%,
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0,412

0,405

0,401

0,399

0,403

[IpaBMIIBHOCTH Y MPEIM3UOHHOCTh METOJMKU COOTBETCTBYIOT TpeboBaHusiM HJJ
(1e 6omee 5 %).

Y cTOWYNBOCTD, WM POOACTHOCTH, CHCTEMBI MCTBITHIBATIN MPH HE3HAYUTEIHHOM
M3MEHCHUHM TIapaMeTpOB METOJMKHU  OmpeleiieHus. B pgaHHOM ciydae MeEHsUIH
TEMITepaTypy IETeKTOpa U CKOPOCTh MOTOKA ra3a-HOCUTETIS.

Tabauna 32

Pe3ynbTaThl o mokaszaTeito «Y CTONYUBOCTHY

Temneparypa | Cxkopocts | Cpennee  mponeHTHoe — comepxkanue | Cpengnee
JeTeKTopa OTOKA aHAJIMTa B HCIBITYEMOM pacTBOpE, OT | 3HAYCHHE
rasa- 3aJJaHHOTO KOJIMYECTBA [%]
HOCHTES,
MJI/MHH
220 4,7 98,1 98,50
5,1 98,9
240 4,7 101,4 100,35
5,1 99,3
Cpennss BeJIMIUHA X 99,43
CraHzapTHoe OTKJIOHEHHE Sy 1,408

OTtHocuTeIbHOE CTaHIAPTHOE 1,416
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Kputepun pomycka kos¢p¢uuueHt Bapuauud <3% BBIIOJHEH. Y CTONYHUBOCTH

MCTO/JIa YAOBJICTBOPUTCIIbHAS.

KonTtposns kadecTBa cranmapTHeIx o0pasnoB ['b-115 HeoOxo1uMo IPOBOIUTE TIO
nokazateito «OcTaTouHble OpraHUYeCKUe PaCTBOPUTETUY ¢ MoMoIIbio MeToaa [KX.

Hopwma — conepkanue stanozna e 6osee 0,1%.

4.4. KoJauvecTBeHHOe oImpeaeieHde CcTaHAapTHbIX oopa3uoB I'b-115

METOA0M Kl)e.]'lb):[a.]'lﬂ

Conepxanue ['b-115 B ctangapTHOM oOpasiie (X%) paccuuThIBalOT 10 hopmyJie:

(V, — V,) X 0,001401 X K X 434,52
X% = X 100%
My.e X 56

rae

V1 — 00beM KUCTOTHI XJIOPUCTOBOJAOPOIHOM, MOWEAININA HA TUTPOBAHUE UCTIBITYEMOTO

pacTBopa, M

V3 - 00BeM KUCIOTHI XJIOPUCTOBOJIOPOIHOM, MOMIEIIINNA HA TUTPOBAHUE KOHTPOJIBbHOTO

pacTBopa, M
56 — MoneKkysipHast Macca a3ota, Bxosiero B coctaB ['b-115
434,52 — monexynspHas macca ['b-115

Myas. — Macca HaBecku ' b-115, T

1 M kucnotsl xnopucrtoBogopoaHoi coorsercTByeT 0,001401 r a3ora.

Pe3ynbraThl konuuecTBeHHOro omnpeneneHus ['b-115 wmeromom Kwenbpans

npeCcTaBieHbl B Ta0uie 33.
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Ta6auua 33

Pe3ynpTaThl KOJIMYECTBEHHOTO ONPEIETIEHUs CTaHAapTHBIX 00pa3noB ['b-115

Howmep KonnuectBenHoe conepxanue, % Cpennee
cepuun 3HaueHue,
%

I 99,91 99,65 99,90 99,81 100,20 99,73

I 100,10 99,76 99,83 99,70 99,88 99,86

i 99,87 99,96 99,81 99,90 99,91 99,87

| n=5, Ax=99,73 s=0,272 AAx=0,34 (P=0,95)

Ax + AAx=99,73+ 0,34, loseput unrepsan cp = 0,341%

I n=5, Ax=99,86 s=0,154 AAx=0,19 (P=0,95)

Ax + AAx=99,86 + 0,19 Jloseput untepsan cp = 0,19%

1 n=5, Ax=99,87 s=0,06 AAx= 0,075 (P=0,95)

Ax + AAx=99,87 + 0,075 Josepur unrepsan cp = 0,075%

N3 pe3ynbTaToB NPOBEACHHOIO aHaIW3a CTAaHJAPTHBIX OOpPA3IOB BHJHO, YTO
conepxkanue ['b-115 komebnercs or 99,65 mo 100,20 %. PesynbraThl MOryT OBITH
CBSI3aHBI C MOTPEIIHOCTHIO CAMOTO METOJa KOJWYECTBEHHOTO OIpenesieHus. Takum
oOpazoM OblJla yCTaHOBJIEHa HOpMa KOJWYeCTBEHHOro cojepxkanus ['b-115 B

CTaHJapTHBIX 00pa3iiax He MeHee 99,5% u ue 6oisiee 100,5%.

Meron Keenppans sBiasercs (apMakolnelHbIM METOAOM aHallu3a, IMO3TOMY

MIPOBEICHNUE €T0 BAIMIAIIUU HE TpebyeTcs, coraacHo TpedboBanusm ICH.
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4.5. Ycra”HoBjeHHe MOKa3aTejeil KayecTBa M HOPM /JIsl CTAaHAAPTHBIX

odpasuos I'b-115

[locne mpoBeneHuss MOJHOTO  (DapMaKOMEMHOrO  aHaldM3a  U3Y4aeMbIX
CTaHJAPTHBIX O00pa3lOB, MOryT OBbITh C(HOPMYIUPOBAHBI ITOKA3aTEd KadecTBa,
HEOOXOJMMbIE JJI BKJIIOUEHUS B HOPMAaTUBHYIO JIOKYMEHTAILIMIO, a TAKKE MOTYT OBITh
yCcTaHOBJIEHbI HOpMBI. [lokazaTenn kayecTBa M HOPMBI Ul U3YYae€MbIX CTaHIApPTHBIX

o0Opa3ioB mpeacTaBieHbl B Tadmie Ne 34.

Taoauna 34

Crneundukanus KOHTPOJISI KauecTBa CTaHAapTHHIX 00pasios ['b-115

Ilokazarenu u PesynbTatsl YcTaHOBJIEHHKIE | Y CTAaHOBJICHHEIE

MECTOObI HOpMa Ka4€CTBa | HOPMbI KadCCTBa

s cyocranmuu | s CO
I 1 I

Omnucanue benprif unu Oenblif ¢ KpeMOBATBIM HWJIM JKENTOBATHIM OTTEHKOM
KPUCTAJUIMYECKUI TTOPOILIOK.

BusyanbHo

PactBopumocTh [IpakTHueckn HEpaCTBOPUM B BOJAE, OUYEHb MAJIO PACTBOPUM B

aleToHe, MaJIo PacTBOPHUM B 3TaHose 95%, JIeTKo pacCTBOPUM B
['® XIII, Towm 1, crp.

531 JTUMETUIICYTb(OKCHIE.
(ODC.1.2.1.0005.15)
[lomnmnaHOCTD
Y- 0,05% pactBop B | 0,04% pactBOop B
crekTpodoroMeTpus CIIUPTE B | CIIHpTE B 00JIACTH

obOmactu ot 250 | ot 250 mo 350 uMm
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350 HM

110
JIOJDKEH UMETH 2
MaKCHMyMa

HOTJIOIIEHUS NPHU

JNOJDKEH HMETHL 2
MaKCUMyMa
MMOTJIOIIIEHUS

OKOJIO 282+2HM H

2824+2HM U | 290+2HM, a TaKxKe
290+2uM MHHUMYM  OKOJIO
287+0,2.
HNK-cniektpomeTpus HK-cniextp UK-cnexktp
CTaHJIaPTHOTO CTaHJAPTHOTO

obpasna J0JKeH

coBnagars ¢ K-

obpasna J0oKeH

coBnagate ¢ UK-

CIIEKTPOM Ha | CHEKTPOM Ha
[IpUjIaracMom IpuIaracMom
PUCYHKE. PUCYHKE.
SIMPEC [Tokazarens SIMP-criexTp
CIIEKTPOCKOIINS OTCYTCTBYET CTaHIaPTHOTO
oOpasnia J0KeH
COBITIaJ1aTh c
SIMP-cniektpom
MPUIIAracMoro
pUCYHKA.
[Tpo3padHOCTH PactBop 0,5 r npenapara | [Ipospaunsiii mimm ve | PactBop 0,5 T

['® XIII, Tom 1, crp.
542

B 10 wma sTuiaoBOro
CriupTa JIOJDKEH  OBITh
MPO3paYHBIM

0ojlee  DTAIIOHHOIO
pactBopa | (5 %

pacTBOp B 3TAHOJIE)

npenapata B 10 mn
ATUJIOBOTO CIIUPTa

IOJKEH OBITH
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(ODC.1.2.1.0007.15) PO3PaYHBIM
LIBeTHOCTH PactBop, becusernelii unu He | PacTBOp,
IPUTOTOBJIEHHBIH mis | 6onee GY6 (5 % | mpuroroBneHHEII

' XIII, Tom 1, etp. Tecta  «IIpo3pauHOCTBY, | PACTBOP B STaHONIC) TS TecTa

>45 AOJLKCH ObITD «[Tpo3pagHoCTbY,

(ODC.1.21.0008.15) | dccuseTHem fomxeH  GbITh
OecLBETHBIM

Temmeparypa 177- 1775 | 177,5- | Or177,0 no 182,0 Or 177 o 179 ¢

nnasnenus, °C 178 - 179.0 Pa3IoKEHUEM

178,5

I'®d XIII, Tom 1, cTp.

560

(ODC.1.2.1.0011.15)

Y nenpHOE -9,3 -9,0 |-10,0 Or -8,5 10 -10,5 Ot -8,5 10 -10,5

BpaueHue, °

['® XIII, Towm 1, crp.

605

(ODC.1.2.1.0018.15)

Bona, % 0,05 0,10 |0,09 ITokazarens He 6onee 0,2

OTCYTCTBYET

I'd XIII, Tom 1, cTp.

719

(ODC.1.2.3.0002.15)

CynwdatHas 30ma, % | 0,045 | 0,067 | 0,044 | He 6onee 0,1 He Goxnee 0,1

['® XIII, Towm 1, crp.

714
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(ODC.1.2.2.2.0014.15)

Tsxenpie METaAIbI 0,001 0,001 | 0,001 He 60iee 0,001% He 6omee 0,001%
I'®d X, Tom 1, ctp.
708
(ODC.1.2.2.2.0010.15)
OcraTtouHble 0,052 | 0,078 | 0,062 £ | [Toka3arenp DtaHoa He Oosee
OpraHUYECKHe t t 0,013 | orcyrcTByer 0,1%
pPacTBOPHUTEIN 0,014 | 0,011
KX
[ToctoponHune He oGHapysxeHo NunuBunyansHo | CymmapHoe
IpUMECHU W mOpuMmecu He | colepKaHue
6oxee 0,5%. SIMHUYHBIX
BOXX
IpuMecen HE
CymmapHoe
6oxee 0,1%
coziepKaHue
IIpUMECEn HE
6omnee 1%
KomnuecTBenHOE 99,73 199,66 | 99,57 |OT199 o 101% He wmenee 99,5%
coJiepyKaHue U HE Oonee
100,5%

Meton Kbenpnansa
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OBIIUE BbIBO/JbI

N3y4eHO COBPEMEHHOE COCTOSHUE U MEPCIEKTUBBI COBEPIICHCTBOBAHUS CUCTEMBI
oOecrieuenusi kadectBa JIC u ompeneneHbl OCHOBHBIE TEHJICHLIUU Pa3BUTHS
crangaptuzanuu JIC nentuaHo CTpykTypbl B Poccuiickoit @enepauuu U 3a

pyOexom.

[IpoBeneHbl UCCIACAOBAHUS 110 M3YYEHUIO (PU3UKO-XUMUYECKUX CBOMCTB U
pa3pabOTKe METOAWK aHamu3a CTaHAapTHBIX o0pas3moB Jlumenta m I'b-115 ¢
nomompo  MetonoB  UK-cnekrpomerpun, Y®-cnekrpodoromerpun u  SAMP-
CHEKTPOCKONMM  JJiIsi  TOATBEpXKIAEHUsT uX  nojuymmHHocTd.  OOoCcHOBaHa
HEO0OXOIMMOCTh KOMILJIEKCHON MAEHTU(PUKAIIMU CTaHIapTHBIX oOpa3uoB JlunenTa u
I'b-115 ¢ mnpumMeHeHHEM CHEKTPAIbHBIX METOAOB aHanuza. Jlis HagexHoU
uneHTugukanuu B pasaenbl «[loJIMHHOCTE» BKIIIOYECHBI TPH METOIUKH: Y D-
crekTpooroMeTpun (ONMUCaHbl MUHHUMYMBI M MaKCHUMYyMbI MorjomeHus Y D-
criektpoB), WK-cmexktpel u crektpsl SIMP  C'¥  nomxHBI cooTBeTCTBOBaTH

IprujaraCMbIM PUCYHKaM.

OxapakTepu30BaHO KaueCcTBO cTaHAapTHBIX 00pa3noB ['b-115 u [umenta mno
oMM MokazaTessiM  (hapMakoleWHoro aHanuza (OMHUCaHWe, PaCTBOPUMOCT,
yIeIbHOE BpallleHue, TeMIepaTypa IJIaBiIeHHs, BOJa, Cylb(aTHas 3051a, TsHKEIbIe

METaJlIbl) ¥ YCTAaHOBJICHBI HOPMBI ISl BKIIIOUEHUS B (DapMaKoOTIeHbIE CTAThH.

[IpoBenen xpomaTtorpaduueckuii aHaJIU3 YUCTOTHI CTaHAAPTHHIX oOpasioB ['b-115
u Jlunenrta no nokaszarento «lloctoponnue nmpumecn» ¢ nomoibo Metoaa BOXX.
VYcraHoBiIeHB HOPMBI /I BKJIIOYEHHS B (papMakomeilHbie CTaThu — CyMMapHOE

coJiepKaHKe eIMHUYHBIX ITpuMeceit - He 6omee 0,1 %.

Pa3zpaboTanbl ¥ BalMIUPOBAHbI METOJUKU OLEHKU (PapMaKOMEeHHbIX CTaHAapTHBIX
obopasuioB ['b-115 u Jlumenta mo mokazatento «OcCTaTOYHBIE OPTaHUYECKHE
pactBoputenn» ¢ noMouipo Merona I7KX; ycTraHOBIEHBI HOPMBI 1O JaHHOMY

pazneny. [IpoBeaeHa anpobarus METOJMKHU HA TPEX CEPUSAX CTaHIAPTHBIX 00pPa3IoB
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['b-115 — cogepxanue stanona He npebimaer 0,1 %. CrangapTHbie 00pa3ibl
Jluienta oleHEeHbI To MmokazaTento «OcTaToYHble OpPraHMYEeCKHE PACTBOPUTEINY -

cojiepkanue dTriiarerata He 6oiee 0,2 %.

[IpoBeneHO KOJMYECTBEHHOE ONpeIeieHUe cTaHAapTHbIX oOpa3uoB ['b-115 u
Hunenta wmetogoM Kwbenpaans. VYCTaHOBJIEHBI HOPMBI IO  MOKAa3aTeIIo
«KonudecTtBeHHOe ompeneneHue» - He MeHee 99,5% wu He Oosee 100,5%.
JlokazaHa BO3MOXKHOCTh WX HCIIOJIB30BaHMS B KadecTBe (hapMaKOMEeHHBIX

CTaHJIapPTHBIX 00pa3LOB.
Pa3paboTansl HOpMaTUBHBIE TOKYMEHTHI Ha (papMaKoONEiHbIE CTaHIaPTHHIE

obpasiel Junenrta u I'b-115.
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CIIMCOK COKPAIIEHUI

JIC — nekapcTBEHHOE CPEACTBO

B2XX - BeicokoahhekTHBHAS KUAKOCTHAS XpoMaTorpadus
['AMK — ramMmma-amuHOMAaCIIsIHAs] KACJIOTA

I'B-111- stunossiii 3¢up N-(6-benunrekcanonn)-riaumui-L-rpunrodana
I'b-115 - amun N-(6-permnrekcanonn)-rmnui-L-tpunrodpana
KX - razoxxuakocTHass XxpomaTorpadus

HK-cnexkTpockomnus — nuH(ppakpacHasi ClIEKTPOCKOTIHS

H® - nenongsuxnas ¢aza

OP — ocTaTtouHbIil OpraHu4ecKrue pacTBOPUTEID

[IIXC - npoBepka NPUTOAHOCTH XPOMATOTpapUUECKON CUCTEMBI
[1® - moaBuxkHas daza

CO - cranmapTHbIi 00pazern

TCX - ToHKOCIIONHas XpoMaTorpadus

TX — stunossiit a3¢up L-tpunrodana xmoporuapar

YO-COM — ynbrpaduosieToBas cieKTpohOTOMETPUS

@OC - papmakoneiHas CTaThs

®I'T — N-(6-peHunrexcaHOW ) IITUIMH

®I'K — 6-penmnrexcaHoBasi KHCJIOTa
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