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MATEPHUAJIOBEJUECKAS OKCIIEPTU3A OFBEKTOB, COAEPKAIIIUX JTEJbTA-9-
TETPATUJAPOKAHHABUHOJI, KOAEMH U METAM®ETAMUH, U BAJIMJALTUA
METO/A TA30BOI XPOMATOI'PA®HUU B COOTBETCTBUH C TPEFOBAHUSMMU
MEXIYHAPOJHOI'O CTAHAAPTA ISO/IEC 17025:2005

A.I'. ToBmacsan, K.C. Kapamxksan
Hayuonanvnoe 6ropo sxcnepmus HAH PA

PaccmaTpuBaroTcs BONpOCH IPOBEACHHS KOJHMYECTBEHHOTO pacyera, OLEHKN HEeOPEeAeIeHHOCTH N3MEPEHHI
Y IOCTPOCHHS KaTMOPOBOYHBIX KPUBBIX HAPKOTHYECKHUX CPEICTB, COJACPIKAIIMX JeIbTa-9-TeTparuapoKaHHaOHHOIL,
konenH W MeramperamuH. C IENBIO ONpENeTICHHs HEepPEeUYHCICHHBIX KOMIIOHEHTOB, COIEPIKAIIUXCS B COCTaBe
IPENCTaBICHHBIX Ha JKCIEPTU3Y HCCIEAYEeMBIX OOBEKTOB, pPa3pabdOTaH M BAIMAUPOBAH METOA Ta30BOM
xpomarorpaduu (c HCIONB30BaHHEM Tra30Boro xpomatorpada wmomemun "HP-6890") B coorBeTcTBHE C
TpeboBaHusIMH MexayHapoaHoro cranmapra ISO/IEC 17025:2005. Bamupmauusi pa3paboOTaHHOTO MeETOna
BBIIIOJIHEHA B COOTBETCTBUHM CO CIEAYIOIIUMHU IapaMeTpaMHu: OCOOCHHOCTH (CHELU(HUYHOCTH), JMHEHHOCTD,
TOYHOCTb, CTAOMIBHOCT M BOCIIPOM3BOJAMMOCTh. Peanmmsanus pa3pabOTaHHOTO MeTOAa MO3BOIUT 00ECHEYUTH
Oonee 3¢ GeKTHBHOE U JOCTOBEPHOE BBHITIOJHEHHE ra30XpoMaTorpaduueckux aHaIu30B.

Kniouesvie cnoga: xanmOpoBOUHblE KpHBBIC, BalUJalldsd MeETOJa, HAPKOTUYECKUE BEIIECTBA, Ia30Bas
xpomarorpadusi, HeONpeAeICHHOCTb, INHEHHOCTS.

Beeoenue. B otaen (QU3MKO-TEXHUYECKHUX HCCIEJOBAHUA M  XUMHYECKHX OKCIIEPTHU3
Hanmonansaoro Oropo skcneptu3 PecryOnuku ApMeHHsT HEPEAKO Ha IKCIEPTU3Y MPEICTaBISIOTCS
MPEMEThI, MPONHUTAHHBIC PA3IMYHBIMA HAPKOTUYECKUMH H IICHXOTPOIHBIMH CPEACTBAMH, a TaKKe
HEM3BECTHBIC TAOJIETKH, KATICYJIbI, aMITyJIbl, IIOPOIIKOOOpa3HbIe BEMIECTBA U PA3IUYHbIC KypUTEIbHbIC
cMecH 0e3 BCSKUX Haamuced. B KaoM M3 MepedncIeHHBIX CIydaeB IPH MPOBEJCHUH 3KCIEPTHBIX
UCCIeJOBaHUI BO3HUKAET HEOOXOIMMOCTh BBISCHHUTH, IPUHAIICKAT JIX OTH OOBEKTHI K HAPKOTHYECKAM
WM TICHXOTPOITHBIM, CHJIBHOJICHCTBYIOIIUM I TOKCHYHBIM BEIIECTBAM, HJIHM K€ OHH SIBISIOTCS HX
npexypcopamu. [lo uTOramM BBINIOJHEHHBIX OJKCIEPTH3 NPH OOHAPYKEHUH BBIMICHIEPEUHCICHHBIX
UCCIEIyeMbIX OOBEKTOB B HAPKOTHYECKHX COCJMHEHUSX MPOBOAUTCS KOJMYECTBEHHBIH pacder
aKTHBHOTO KOMITOHEHTA.

[TosToMy, yuuTBIBasi aKTyalbHBIH M MPUKIAIHONW XapaKTep JAHHOIO BOIIPOCA, B COOTBETCTBUH C
TpeboBanusiMu MexayHapoaHoro cranaapra ISO/IEC 17025:2005 st uCmosib3yeMOro MeTo 1a ra3oBoi
xpomarorpaduu (ra3oBslii xpomarorpad mozaenu "HP-6890") 6pu1 pazpaboTtaH U BaIUIUPOBAH METOJ
KOJIMYECTBEHHOTO  pacyera M OIEHKH  HEONPEICNCHHOCTH  M3MEpeHWil  Juii  jJenbra-9-
TeTparupoKaHHaOWHOJA, KOJEMHAa W MeTaM(eTaMHHa — KOMIIOHEHTOB, COJIEPKAlIUXCsl B COCTaBE
MPEICTaBICHHBIX HA SKCIEPTH3Y HCCIETyEMBIX OOBEKTOB.

BaxxHO MOJUEpKHYTH TAKKE, YTO pacu€T 3HAYCHUH HEOTpeIeIEHHOCTH H3MEPEHUH TPH TPOBEACHUHT
CyAeOHO-MaTepraIOBETYECKUX SKCIIEPTHU3 UCCIEAYEMBIX 00BEKTOB MO3BOJIAET 00ECIIEUUTh MIPOBEICHHE
Oonee moctynHOro, 3p¢(EeKTUBHOrO M JOCTOBEPHOIO KOJMYECTBEHHOTO pacyeTa B COOTBETCTBUHU C
TpeboBaHusAMHU MeXTyHapoaHoro ctanaaprta ISO/IEC 17025:2005 [1].



IKkcnepumenmanvuan yacmo. OO0BexTamu HCCIIETOBaHMS SIBUJTUCH JenbTa-9-
TeTparupoKaHHAOWHOJ, KOJEWH W MeTaM(eTaMHH, KOTOpble Haubolee 4YacTo BCTPEYArOTCs MpU
SKCHEPTH3E HAPKOTHYECKHUX BEIIECTB.

KpaTkast xapakTeprCTHKa UCCIICTOBAHHBIX COCTMHCHUI MTPUBOIUTCS HIKE.

(-) - AeabTa-9-TrerparnapokanHaduno (puc. 1). Immupudeckas popmyna -Co1Hz00o.

Puc. 1. (-)-(6aR,10aR)-6,6,9-mpumemun-3-nenmun-6a,7,8,10a-mempacudpo-6H-6enzo (c) xpom-1-on

MonekynsapHas macca - 314,46. OTHocuTCS K psAAy KaHHAOMHOWIHBIX AIKAJOWIOB, KOTOPEIE
COACPIKATCA B JIUCTBAX, IBCTKAX KW BCICTATHBHBIX crebasx KaHaOwmca. O6naaaeT IMICUXOTPOIHBIM
nevictBuem [2,3].

Koneun (puc. 2). Omnupudeckas Gopmyina - C1gH21NOs.

Puc. 2. (5-0, 6-0)-7,8-0ucudpo-4,5-snoxcu-3-memoxcu-17-memunmoppun-6-on
(6 popme 2uopoxnopuoa unu gpocama)

MounekyinsipHast Macca - 299,364, OTHOCUTCS K PSJIy ONMUOUIHBIX AJIKAJIOUIOB, COJICPIKAIIUXCS B
CHOTBOpPHOM Make. O0J1aacT HAPKOTHUECKUM M 00€300IHBAIONTUM IeHCTBHEM. BXOIUT B COCTaB psaa
o0e30onuBaronux taonerok, takux kak "lenrtanrun","Tlupanrun","Comnaneun", "Hypoden ITnroc",
"Kadderun", "Cenansrun Heo", "Kogenax", "Tepnuukon”, "Kogereprun" u T.1. [2,3].

Mertamperamun (puc. 3). Dmnupuueckas Gopmyia - CioHisN.

H
N\

Puc. 3. N-memun-1-gpenunnponan-2-amun


https://ru.wikipedia.org/wiki/%D0%A3%D0%B3%D0%BB%D0%B5%D1%80%D0%BE%D0%B4
https://ru.wikipedia.org/wiki/%D0%92%D0%BE%D0%B4%D0%BE%D1%80%D0%BE%D0%B4
https://ru.wikipedia.org/wiki/%D0%9A%D0%B8%D1%81%D0%BB%D0%BE%D1%80%D0%BE%D0%B4
https://ru.wikipedia.org/wiki/%D0%A3%D0%B3%D0%BB%D0%B5%D1%80%D0%BE%D0%B4
https://ru.wikipedia.org/wiki/%D0%92%D0%BE%D0%B4%D0%BE%D1%80%D0%BE%D0%B4
https://ru.wikipedia.org/wiki/%D0%90%D0%B7%D0%BE%D1%82
https://ru.wikipedia.org/wiki/%D0%90%D0%B7%D0%BE%D1%82

MonexynspHas Macca - 149,2328. O6nanaeT CHIBHBIM M JUIMTEIBHBIM HEHPOCTUMYIIHPYIOIIUM
nevictBuem [2,3].

B paboTe ucnonbp30BaHbl: CTaHIAPT STUIOBOTO PacTBopa (-) - Aenbra-9-TeTparupokaHHaOuHoOIIA B
koHrentparwu 5 me/mn (Lipomed Document QC-CA-135L5), cTanaapT 3THIOBOTO pacTBOpa KOJACHHA
B koHueHTpauuu 5 me/mn (Cerilliant), crannapt meramperamuna (Lipomed GMP-Document QA-F-
20.1), wmerwicreapar (SIGMA-ALDRICH; CAS 112-61-8), wmeranon SIGMA-ALDRICH;
CAS 67-56-1), atanon (SIGMA-ALDRICH; CAS 64-17-5), xnopodopm (SIGMA-ALDRICH; CAS 67-
66-3).

Xpomamozpaduueckuit memoo aHaiusd.

HccnenoBanus BBIMOJHEHB € IOMOIIBIO Ta30BOro xpomarorpada moxpeaun "HP-689" mpu
CIICAYIOIINX YCIOBUSIX:
JIETEKTOp — TIAMEHHO-HOHHU3aIMOHHBIN;
KOJIOHKA - CTeKJISTHHAS, Kamwuisipaas, 10 a;
KuAKas Qasza - CHIIOKCaH;
ra3-HOCHUTEIb - BOJOPO/I;
Temneparypa ucnaputens - 250°C;
Temmeparypa aerekropa - 250°C;
TeMmmepaTypa kKamepsl - 75 ... 280°C (25°C/c) [1,4].

B kayecTBe BHYTPEHHETO CTaHIApTa HCIOJB30BAICS 3TAHOJOBBIA MM METAHOJOBBIA PAaCTBOP
MeTHJICTeapara ¢ KOHIEeHTpauen 1 me/mi.

Ipucomosnenue xonyenmpuposantwix (npedsapumenbHuix) u padoyux cmanoapmos, a maKice
pPAacmeopublx 00pasyos.

IIpucomosnenue KOHYEHMPUPOBAHHO20 CMandapmuo2o pacmeopa (-)-oenvma-9-
mempazudpokannaburnora. W3 ammyibl  ¢upmeHHoro — um3rotoBieHus 0,5 oz pactBOpa

SRR NENENENEN

KOHIICHTPUPOBAHHOTO (-)-ZIesibTa-9-TeTparuapokaHHa0rHOMa OBUIO 3arpy)KeHO B OT/ACIBHYIO BHAIY.
Konnentparms oopasua THC1 cocrauia 5 melw.

Ipucomosnenue cmandapmuwvix pabouux pacmeopos (-)-oerbma-9-mempazudpoxannabunona. 0,5
M KOHIIEHTPHPOBAHHOTO CTaHAAPTHOTO pactBopa  (-)-menbra-9-reTparuapokaHHaOWHOIA OBLTO
3arpy’»keHoO B BHaJTy, B KOTOPYIO 3aTeM 0bL10 100aBieHo 0,5 vz atanona. KoHiieHTpalus mojrydaeHHoro 1
M pacTBOpa coctaBuia 2,5 me/ma. Jlanee meromom npooHoro pacreopenus 0,5 mrz 1aHHOTO pacTBopa B
kauecTBe oOpaszina THC2 Obuto coxpaHeHO B Buase, a octaibHbie 0,5 M7 TIOMEIICHBI B CICAYIOULYIO
BHAJy, B KOTOpPYI ObuTo go0OaeineHo 0,5 mz stanona. KoHieHTpaius moiaydeHHOro 1 iz pacTBopa
cocraBuia 1,25 me/ma. 0,5 mn nanHoro pacteopa B Bujae oOpasua THC3 Obuio coxpaHEHO B TOU XKe
BUase, a octaibHble 0,5 /7 ObUIH TIEpeHeCeHbI B CIIEAYIONIYI0 BUATY, B KOTOPYIO Obuto nobasieHo 0,5
mn 3raHojia.  Konnenrtpanus mosydeHHoro 1 mz pactBopa coctaBwia 0,625 me/ma. 3atem 0,5 mn
JAHHOTO pacTBopa B BHJe oOpasia THC4 Obiio coxpaHeHo B JIAHHOI BHase, a ocTainbHble 0,5 Mz OblH
MIEPEHECEHBI B CIICYIOILYIO BUAITy, B KOTOPYIO BHOBB ObLI0 100aBieHo 0,57 stanona. KoHieHTtparms
noirydeHHoro 1 mz pactBopa cocrauia 0,3125 me/ma. 0,5 ma qanHOTO pacTBOpa OBIIIO COXPAHEHO B BHJIC
obpasna THCS5 B Toii ke Brasne. Ko BceM moiy4eHHBIM KOHIICHTPUPOBAHHBIM U pabouuM CTaHIapTHBIM
pacTBOpam GBI.H ,ZIO6aB.]'IeH B paBHBIX KOJHNYECTBAX METaHOJIbHBII pacTBOp METUIICTECApaTra B
KOHIEHTpaIuu 1 me/mi.

Ilpucomosnenue KOHYEHMPUPOBAHHO20 CMAHOAPMHO20 pacmeopa Kodeura. W3  amirymsl
¢upmenHoro usrotoBieHus 0,5 mz pacTBOpa KOHLEHTPUPOBAHHOTO KOAEWHA OBUIO 3arpyKEeHO B
otenbHyto Buany. Konmenrpaiust oopasiia COD1 cocraBuna 5 melm.



Ilpucomosnenue cmandapmueix padouux pacmeopos kodeuna. IIpUroTOBIEHUE CTaHIAPTHBIX
pabovnx pacTBOPOB KoJeHWHA ObUIO BBINOJHEHO aHAJIOTHYHO MPUTOTOBJICHHIO CTAHAAPTHBIX PabOYMX
pacTBopoB (-)-Aenbra-9-TeTparupokaHHaOuHOMIA.

Ilpucomosnenue KOHYeHMPUPOBAHHO20 CMAaHOApmHo20 pacmeopa memampemamuna. 10 me
cranmapta meraMmperamuHa ObUIO 3arpyKEHO B BHATy, B KOTOPYIO 3aTeM ObLI A00aBJICH METaHOJ B
o0béMe 1 M1, W TepeMelrMBaHUEM ObUIO JTOCTUTHYTO €ro IMOJIHOE pacTBopeHue. KoHueHTparms
noxyueHHoro 1 .z pactBopa cocrasmia 10 me/mn (o6pazeny METHAMFL).

Ilpucomosnenue cmanoapmuelx pabouux pacmeoposé Mmemamgpemamuna. Ilpurorosnexue
CTaHJAPTHHIX pabOYMX PacTBOPOB MeTaMderaMuHa ObUIO BBIOJHEHO AHAJOTWYHO MPUTOTOBICHUIO
CTaHJIAPTHBIX Pab0YMX PAacTBOPOB (-)-nenbTa-9-TeTparupoKkaHHaOHHOIIA.

Bce 00béMHBIE M3MepeHHs OBIIH MTPOBECHBI C TIOMOIIBIO H3MEPUTENEHONH MUKPOTIUTIETKH (UPMBI
"Accumax", mpeaycMOTPEHHOM JIJIsi U3MEpEeHuUst MUKpO- KonruecTB B nipeaenax 100...1000 vk [5-7].

Pesynomamer  Ikcnepumenmos. C TENBIO0 KOJIWYECTBEHHOTO OMNPEICICHUS M MOCTPOCHUS
KaJIMOPOBOYHBIX KPUBBIX,  TAK)KE OLCHKN HEONPEICICHHOCTH H3MEPEHHH ISl KOMIIOHEHTOB (-)-/1eJIbTa-
O-teTparuapokaHHAOWHONA, KOJAEWHA M MeTaM(peTaMrHa OBUIH MPOW3BENEHBI BKOJBI B WHKEKTOP
razoBoro xpomarorpadga moxaenu "HP-6890" 3apanee mpHUrOTOBIEHHBIX, KOHIEHTPUPOBAHHBIX W
pabovMX CTaHAAPTHBIX PACTBOPOB B 00bEME 1 mxn. s KaxkJ0ro KOMIOHEHTa U KOHIEHTpaluy ObUIH
npowusBeieHbl 3...4 BKoia (B 4acTHOCTH, s (-)-menbra-9-TeTparuapokannabunona - oopaser; THC1 - 3
Bkouna, cootBerctBerno THC1/1.D, THC1/2.D u THC1/3.D) [2,5,6,8].

Pe3ynbraThl ncciaenoBaHui I KaKI0T0 KOMIIOHEHTA B OTACIBHOCTH (KOJIMYECTBO BKOJIOB, BPEMS
yIepKaHHs BEUIeCTB, KOHIeHTpanus pactBopoB [C], miomans nukos [F]) npuBeneHs: B Tabm. 1-3.

Tabauya 1
Pesynomamul uccredosanus (-)-oervma-9-mempazudpokannadbuHona
Hanmenopanue Bpems Konuenrpanus ITnomane mkos , %
obpasna yIepKaHHs, pacTBOPOB, Me/M
MUH
THC1/1.D 7,745 5 24229
THC1/2.D 7,743 5 2307,8
THC1/3.D 7,748 5 2067,4
THC2/1.D 7,735 25 1035,4
THC2/2.D 7,738 25 1163,5
THC2/3.D 7,737 25 1110,9
THC3/1.D 7,730 1,25 417
THC3/2.D 7,731 1,25 550,8
THC3/3.D 7,735 1,25 508,4




THC3/4.D 7,732 1,25 466
THC4/1.D 7,732 0,625 272,6
THC4/2.D 7,734 0,625 237,6
THC4/3.D 7,731 0,625 2845
THC4/4.D 7,725 0,625 266,9
THC5/1.D 7,729 0,3125 102,7
THC5/2.D 7,732 0,3125 1147
THC5/3.D 7,736 0,3125 88,2
THC5/4.D 7,733 0,3125 100,7
Pe3yﬂbmambz uccned08anus KOOeunda
HaumenoBanue Bpewms KoHueHTpaius pactBopos, ITnomans nukos, %

obpasua yAepKaHUs, MUH me/mn

COD1.D 7,366 05 367.8

CODb 2.D 7,357 0.5 424.4

COD3.D 7,369 0.5 410.3

COD 251.D 7,370 0.25 249.7

COD 252.D 7,369 0.25 171.8

COD 253.D 7,373 0.25 195.5

COD 121.D 7,382 0.125 99.3

COD122.D 7,380 0.125 100.9

COD 123.D 7,383 0.125 83.3

COD 124.D 7,380 0.125 94.4

COD 061.D 7,392 0,0625 45.8

COD 062.D 7,395 0,0625 56.4

COD 063.D 7,394 0,0625 47.3

COD 064.D 7,396 0,0625 41.2

Tabnuya 2



COD 0311.D 7.359 0,03125 29.5

COD 0312.D 7.362 0,03125 41.9
COD 0313.D 7.373 0,03125 55.5
COD 0314.D 7.395 0,03125 32.3

Tabauya 3
Pesynbmamoi uccnedosanus memamgpemamuna

HaumenoBanue Bpems Konnenrpanus Inomans nukoB, %
obpasua yAepKaHus, PacTBOPOB, Me/M
MUH

METH1.D 2.426 10 4902.4
METH 2.D 2.429 10 4478.7
METH 3.D 2.429 10 4173.9
MET 251.D 2.425 5 2561.3
MET 252.D 2417 5 2049.5
MET 253.D 2.418 5 2556.6
MET 121.D 2.416 25 749

MET122.D 2.416 25 756.7
MET 123.D 2.419 25 655.4
MET 124.D 2418 25 995.9
MET 061.D 2.424 1.25 282.7
MET 062.D 2.428 1.25 238.9
MET 063.D 2.431 1.25 208.1
MET 064.D 2.425 1.25 364.2
MET 0311.D 2.48 0.625 120.8
MET 0312.D 2.45 0.625 149.9

MET 0313.D 2.448 0.625 136.2

MET 0314.D 2.448 0.625 149.6




KoHuenTpanuu Kakgoro KOMIOHEHTa OBITM TMEpENpPOBEPEHBbI, KaK MUHHMYM, TPEXKpaTHO, a
pacu€THble 3HAa4YeHWs IUIOMIAZe MHUKOB ObuiM ycpenHeHsl. Ha puc. 4-6 pasmensHO TpUBENCHBI
KaJTOPOBOYHBIE 3aBUCUMOCTH TUIOIIA/IeH MMKOB OT KOHIIEHTPALMH JJIs1 KQXKJO0T0 U3 TPEX HCCIEAYEMbIX
o0bekToB. [lomyuennble nuHeiHble 3aBucuMocTH (Y=KX) mo3BossitoT paccuutaTh K0dGPHUIUCHT K,
WCIIONIB3YEMBIH B JaJbHEHIIEM NpH BBIYUCICHUH 3HAUEHUS HEONpeAeNEHHOCTH u3MepeHuid. Tak,
00paboTKa TMOCTPOCHHBIX KaJIMOPOBOYHBIX KPUBBIX MO3BOJMJIA PACCUUTATh KOIPPHUIMEHTH K st
nenbTa-9-TeTparuIpoKaHHaOMHOIA, KOJEUHa 1 MeTaM(peTaMuHa, KOTOPBIE COCTABHIN COOTBETCTBEHHO
447,2; 804,3 n 446,9.

k=447,2
F. %
y =447.22x
R2=0.
C. m2/mn

Puc. 4. Kanubposounas kpusas ois oenvma-9-mempacudpokannadunona

C, me/mn

Puc. 5. Kanubposounas kpusas ons kooeuna

C, mr/mn

Puc. 6. Kanubposounas kpueas 0iss memampemamuna

Pacuém ouenku neonpedenennocmu uzmepeHuil. AIropuT™ pacuéra OLCHKH HEONPEIeICHHOCTH
HM3MEPEHUI BKJIOUAeT B ceOsl CIIEAYIOIIUE MOCIe0BaTEeNbHbIE PacyéThl. Tak, 3HAYCHUS BEIHMYHHEI
MIOIAaAeH MHUKOB, MOJYYCHHBIX B PE3YJbTaTe Ka)XIOT0 HCCICTOBaHUS (B OTACTBHOCTU JJIS KAXKIOH
KOHIICHTPAIMH), ICTSATCS Ha COOTBETCTBYIOIIME 3HAYCHUS KO3 duiineHTa K, momydeHHOTro s TAHHOTO
KoMIMoHeHTa. [lociie 3TOTo MONTyUeHHbBIC BETUUMHBI JAHHOW MOCTOSIHHOW KOHIICHTPAI[MH YCPETHSIIOTCS.
3areM U3 pacyéTHOW BENUYMHBI MOCIEIOBATEIBHO BBHIYUTAKOTCS PE3YJIbTaThl COOTHOIICHUS 3HAYCHUIT
miomazaeil mMkoB K kodhdunmenty k. UucieHHbIe 3HAYCHHUS, TMONYyUCHHBIE B Pe3yJibTaTe Pa3sHOCTH,
MOOYEPETHO BO3BOJATCS B KBAJPATHYIO CTETMCHb M 3aTEM CYMMHUPYIOTCS. 3aTe€M TOJYYCHHYIO CyMMY



nenar Ha (n-1), Tae n - 4UCIO MPOBEAEHHBIX MCCIICAOBAHUN JUIS KaXK0W KOHIeHTparmu. Jlanee w3
MOJIYYCHHOTO YKCIIa M3BJIEKAIOT KOPEHb KBAJpPATHBIN, B Pe3ylbTaTe 4Yero OMPEACNSIOT 3HAYeHUe S,
KOTOpOE MpPENCTaBIsieT co0o0i cTaHmapTHBIN ko3(duumeHT morpemrHocTH. HeonpeneaeHHOCTh IS
KKIOW KOHIIEHTPAINY BEIYUCIIAIOT C TIOMOIIBIO CIEAYIOMIETO YPaBHEHHMS

U=S/"n, M)

rJIe N - YUCII0 TPOU3BEIEHHBIX BKOJIOB JUISl JAHHON KOHIICHTPALIHH.

BBIIIEONMCAHHBIM METOJIOM TAKKE BBIYHUCISIOT 3HAYCHHS HEONPEICTEHHOCTH HM3MEPEHMM JUis
KQKJI0M KOHIICHTPAIMK OTIEIbHOTO KOMIIOHEHTa U HAa OCHOBE OTOTO C MOMOIIBI0 HHKECIIELYIOMIETO
ypaBHEHHS MOTYYa0T CyMMapHYyt0 HeonpeaeaeHHOCTh (Ucomb):

Ucomb=kxV(U12+U2+Us2+.. .+ Upd), 2

riae k sensercs kodhGUIMEeHTOM BKITIOYSHHS TOKPBITHSA, KOTOPHII OOBIYHO paBeH 2.

Peanu3zysi BBINICONMUCAHHYIO MOCIEIOBATEIBHOCTh PACUYETOB, HAMH OBIIM BBIYMCIICHBI 3HAYCHUS
HEOIPECICHHOCTH W3MepeHUH Ui (UPMEHHBIX CTaHIAPTOB JeNbTa-9-TeTparuipoKaHHAOHHONIA,
KoJlenHa W MeTam¢eramuHa (TIEPBUYHBIN CTaHAAPT), KOTOPBIE COCTaBHIM cooTBeTcTBeHHO +0,355;
+0,047 n *0,844 melmn.

Ilpy TpoBeneHWM OSKCIEPTH3, B ClIydyac HEOOXOMUMOCTH KOJNUYECTBEHHOTO  pacueTa
OKCIICPUMCHTAJIbHBIX 3HaYCHUIN HCCIICOYEMBIX Ta6J’I€TOK, )KI/II[KOCTGI\/'I, B KOTOPBIX COOCPKATCA
BBIIICOMUCAHHBIE KOMIIOHEHTBI, OT HCCIIEAYEMBIX TaOJIETOK OTOMpaeTCcs COOTBETCTBYIOMIAs AIMKBOTA
o0pasia, a Ipu MCCIeOBaHUN KHUIKOCTEH OT MociIeJHUX oTOMpaeTcs | iz, KOTOPBIH JOCyIIMBAETCs 10
CTa0MIBHOTO CyXOro ocraTka. 3 oToOpaHHBIX OO0pa3lOoB C TOMOIIBI0 XWMHYECKH YHCTBIX
pacTBopuTesnel (MeTaHo, 3TaHOJ, XJIOPOPOPM, TeKCaH U T.II.) TOTOBATCS IKCTPAKThI B 00bEME 1 M, K
KOTOPBIM 3aTeM JI00aBIIsieTCS pPaBHOE KOJMYECTBO METAHOJIBHOTO pacTBopa MeETWIICTeapara C
KoHIleHTparer 1 me/mn. Benmen 3a atuMm  KakAbpld  oOpasel] IMOABEpPraercs TPEXKpaTHOMY
ra3oxpomMaTorpad)uueckoMy aHaJIu3y, a MOJTYYCHHbIC YCPEIHECHHBIC 3HAUECHUS IIJIONIAIeH TUKOB ICIISATCS
Ha 3apaHee BHIYMCIICHHbBIC 3HAaUeHHs Kod(duimeHTos K.

Takum 06pa3oM, BEIYUCIEHHBIE 3HAUEHUS MPEACTABISAIOT COO0N KOHIIEHTPAIIMK PacCMaTPUBAEMBbIX
B I[aHHOﬁ CTaTb€ KOMIIOHCHTOB, COACPKAIUXCA B UCCIIEAYEMBIX OKCIICPUMCHTAJIbHBIX o6pa3uax, MacCChbI
KOTOPBIX 6BIJ'II/I 3apaHeC U3BCCTHHI. Ha 3akarountensHOM dTane IMPOBOJUTCA paCUCT KOHUCHTpALUX JI
W3HAYaIBHO UCCIIEeyeMOoro o0bekTa B 1esioM. [lonydeHHas KOHIIEHTpAIHs COOTBETCTBYET KOJINYECTBY
uccieayeMoro oobekTa B rpammax [9-12].

Banuoayus paspabomannozo memooda. Banunaius pa3pabOTaHHOIO METOZA BBIMOJIHEHA B
COOTBETCTBHH CO CIICIYIOIIMMHU MapameTrpamu: ocoOeHHOcTh (Specificity), nmuueiinocts (Linearity),
To4HOCTh (Accuracy), cradbunbHocTh (Repeatability) u Bocipou3Bogumocts (Intermediate precision).

Ocobennocmy_(cneyuguunocmy) - TOKA3bIBAET, YTO  MCCIEAYEMble KOMIIOHEHTHI JelbTa-9-
TeTparuApoKaHHaOMHOMA, KOJeNHa 1 MeTaM(eTaMUHa UMEIOT OIpEeJIeIeHHbIe BpEMEHa yIep>KUBaHUS
(Retention times), w JaHHbIC 3HAYCHMS OTIMYAIOTCS OT BPEMEHHW YICP)KUBAHUS KOMIIOHEHTOB
pacTBOpUTENS U APYTHX BemecTs (cM. Tadu.1 - 3) [1,8].

Jlunetinocms - OKa3bIBAET, YTO IUIOIAAN COOTBETCTBYIOIIUX IMHMKOB, MOJYYEHHBIX B PE3yJIbTATE
BKOJIOB pabOYMX CTaHJAPTHBIX PACTBOPOB, HAXOASTCS B JIMHEHHOM 3aBUCHMOCTH OT KOHLIEHTPALIUU STHX
pactBopoB. HMccnenoBaHus ObUTM TpPOBENEHBI C HCHOJIB30BAHMEM 5 KOHUEHTpauui padodmx
CTaHJApPTHBIX pacTBOPOB. Koppensuus cuuraercs nmHelHOM npu koddduimente 12>0,99. Ilpu
UCCJICJOBAaHUN 5 KOHLCHTPALMOHHBIX To4yek B auamazone 0,3125..5 me/mn  ansa (-)-menbra-9-



TeTparuapokaHHabMHONA M KojlenHa K03 duiment koppensimu coctapiseT r>=0,9996 (puc.4 u 5). [Tpu
HCCIIEIOBAHNN 5 KOHLIEHTPAMOHHBIX To4yek B nuamnazoHe 0,625...10 me/mn kospuunueHT Koppensuuun
n1s MeTamgeTamuHa coctasisieT =0,9964 (puc.6) [1,8,10].

Tounocmy — MIOKA3bIBAET, YTO Pa3pabOTaHHBIM METOJOM KOPPEKTHO ONPEAesIOTCS KOHIICHTPALH
HcCclieAyeMbIX pacTBOpoB. lccnemoBanust ObUIM MpOBEEHBI AJs TPEX CTaHAAPTHBIX PACTBOPOB TPEX
pa3HBIX KOHIIEHTPALUA ¢ TPEXKPATHHIM MOBTOPEHHEM BKOJIOB Ul Kaxaoil koHueHtpamuu [1,8] c
MOCJEYIOUINM BBIBEJICHUEM CPETHEr0 apu(pMETHIESCKOTO 3HAUCHUS! TOTYYCHHBIX BEJTHYHH.

Cmabunvnocms - TOKa3bIBae€T, YTO  XpoMaTorpaduyeckas cucTeMa YCTOHuYMBa, M  IpH
MOBTOPHBIX HMCCIIEIOBAHUSAX OJHOTO M TOTrO e oOpasma  Oblla JOCTHUTHYTa BOCIIPOM3BOJIUMOCTD
pe3ynbTaroB (Tadn.1-3) [1,8].

Bocnpoussodumocmp - TIOKa3bIBAET, UTO TIPH MPOBEICHUH UCCICIOBAHUI Ha CIISIYIOIINI eHb WIIN
WCCIIEIOBaHUH, BBIMOJHEHHBIX JPYTMM  COTPYIHHUKOM, OOECHEYMBACTCS BOCHPOHU3BOIMMOCTH
n3Mepenwii [1,8].

Jns TOATBEp)KACHUS JTOCTOBEPHOCTH KOJMYECTBEHHBIX OINpPEICTICHUH OBUIM  BBIIOIHEHEI
crnenyromue uccienoBanus. IlocnenoBaTeIbHO MPOBOIMIM BKOJBI PabOYMX CTaHAAPTHBIX PacTBOPOB
nenpra-9-TeTparnApokaHHAOMHONIA, KOJEHMHA M MeTaMderaMuHa TPEX Pa3IMYHBIX KOHIIEHTPALHH,
KOTOpBIC 3apaHee OBUIM TPUTOTOBIEHBI  pa30aBICHHEM COOTBETCTBYIOMIMX KOHIEHTPHUPOBAHHBIX
CTaHJAPTHBIX PACTBOPOB (CM. SKCIIEPUMEHTATIBHYIO YaCTh). 3aT€M KO BCEM IIPUTOTOBJICHHBIM pPacTBOpaM
ObUIO 00ABIICHO PaBHOE KOJMYECTBO METAHOIOBOTO pPAcTBOpPAa METWICTeapaTa ¢ KOHIEHTpamuen 1
me/mn.  C  KakABIM W3  TPHTOTOBICHHBIX  OOpasmoB  ObUIM  TPOBEAEHBI  TPEXKpATHBIE
razoxpomaTtorpad)Mueckie HCCICIOBaHHUS C MOIYy4CHHEM OCOOCHHBIX (CHEenU(pHUIHBIX), JTHHCHHBIX,
TOYHBIX, MOBTOPSEMBIX W BOCIPOW3BOJMMBIX pE3YyJIbTaToB. TakuM 00pa3oM, B HACTOSIIEE BpeMs
KOJIMYECTBEHHBIC pacyeThl (ONpeeIeHUs) COOTBETCTBYIOIIMX KOMIIOHEHTOB B HCCIIEIYEMbIX 00pa3Iax,
NPE/ICTaBISIEMBIX Ha OSKCIEPTU3Y, BBIIONHSAIOTCS HAa OCHOBE BBIIICONMHCAHHBIX METOJOB H C
UCTIONIb30BAaHWEM  TIONYYEHHBIX 3HAUCHUH HEONpPEAEIeHHOCTH H3MEPEeHHH B COOTBETCTBHH C
TpeboBaHusIMU MeKayHapoaHoro cranaapra ISO/IEC 17025:2005.

3axnouenue. B otnene (U3MKO-TEXHHUYECKHX HCCIEIOBAaHMH M XHMHUYECKHX O3KCIEPTH3
HanmonansHaoro 6ropo skcrieptu3 PecrryOonmiku ApMeHns pa3paboTaH u BHEAPEH B Cy1e0HO-IKCIIEPTHYIO
NPaKTHKY BaJIMIUPOBAHHBIA METO/] KOJIMYECTBEHHOT'O pacy€Ta U OLICHKH HEONPEIeNIEHHOCTH H3MEPEHUI
IS IenbTa-9-TeTparuJpoKaHHa0MHOIIA, KOJAENHA U MeTaM(peTaMHHa — KOMIIOHEHTOB, COIePKAIIUXCs B
COCTaBE HCCIIEAyeMbIX O0BEKTOB. Peann3ys Ha TpakTHKE pa3paOOTaHHBIA METOJ] B COOTBETCTBHH C

TpeboBaHusiIMH  MexayHapogaHoro cranmapra ISO/IEC  17025:2005, obecneunBaercsi  Oojee
3} dhexTUBHOE U TOCTOBEPHOE BHINOJIHEHHE Ta30XpOMaTOrpaduueckux aHAM30B C IIOMOIIIBIO Ta30BOT0
xpomatorpada monenu "HP-6890".
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A6LSU-9-SESMrU<hHNUULLURLPLAL, UNIEPL BY UMRUU SESUUPL MUrnkubuun
OR3LUSLLENP L3NREFUAPSULUL PNMrAULLLNRE3NRLLE BY FURU3PL LrAUUSUS UUL UbeNh
JULhUSNRUL UPRURIU3NL hUO/PEY 17025:2005 USULHNMSh MUKULRLEMPL <UUUMUSUURUL

U.q. @nYdwujwi, Y.U. Twpugju

Thuwpydt] Bu "HP-6890" Unnbih' qug-ppndwwnwgpiwt uwppny, hwdwwwwnwufuwt ppndwnwgpdwu
dtipnnh Yhpwndwdp, Ywihppdwtu Ynpbiph unwgdwt, pwuwywlwu hwodwpyh bW wunpnaniejut quwhwwndwu
hwpgbpp' nbunw-9-nbnpwhhnpnwutwphun, Ynnbht b depwddbnwdht pwnunpunwppbph wnywniejwu
nbwpnwd: Pnpdwplunieuup ubpjuwjwgynn opjtlnubpnd Updwd pwnwnpwwnwppbph npnadwtu twwwnwyny
Ywwwndty b Jbpohutbphu  pwuwlwlwlu npnpdwt  qug-ppndwwnwgpuwbhwlywu  depnnh  Juihnwgnuip'
hwdwdwju dhowqguihu hUO/PEY 17025:2005 unwunwpuubiph wwhwugubiph: Uswyywsd dbpnnp Juihnwgyb)
E hwdwdwiu hbGnlyw| Yewbph'  jnipwhwnynipiniu,  gdwjunuyegniu,  Gagpuinieyniu,  Yplubhnigni L
ytpwpuwnpbihnyeniu: Uowldwsd dbennp pnyp Yuw qug-ppndwnwgnuut wuwhqubp hpwlwuwgub)
huwpwynphtu wpwg, G2gpunnpbu b wpryniiwybin:

Unwilgpuyphti pwnbp. Ywhppwynpdwu Ynpbip, dbpnnh Juihnwgnwd, pdpwunyebn, qug-ppndwwnwgnnid,
wunpnnEinLu, géwjuntegntu:

DELTA-9-TETRAHYDROCANNABINOL, CODEINE AND METHAMPHETAMINE -
CONTAINING OBJECTS VALIDATION METHOD IN ACCORDANCE WITH ISO/IEC 17025:2005
STANDARD REQUIREMENTS TO THE MATERIOLOGICAL EXPERTISE OF THE OBJECTS


http://www.easycalculator.com/statistics/correlation.php

A.G. Tovmasyan, K. S. Gharajyan

Issues on carrying out a quantitative calculation, estimation of the measurement uncertainty and construction
of standard curves of narcotic means containing tetrahydrocannabinol, codeine and methamphetamine are
considered. For the purpose of determining the mentioned components contained in the investigated objects to be
subjected to expertise, a method of gas chromatography is developed and validated (by using a gas chromatograph
of the model HP-6890) in accordance with the requirements of the International standard 1SO / IEC 17025: 2005.
The validation of the developed method is carried out according to the following parameters: peculiarity
(specificity), linearity, accuracy, stability and reproducibility. The implementation of the developed method will
allow to ensure a more efficient and trustworthy accomplishment of gas chromatographic analyses.

Keywords: standard curve, method validation, narcotic substances, gas chromatography, uncertainty, linearity.



