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Jkcnpecc-aHanua 25-0H Butamuna D
B Nfa3me C UCMOMNb30BaHUEM
TPexXKBaApynofnbHON CUCTEMDbI
B3>XKX-MC Agilent c aBTomaTnyeckou
OHMaWH-04YMCTKON Npob

Metoanyeckaa nicopmaumsa

Knunuueckue nccriegoBaHuA

AHHoTauusa

BbicTpblil M HaaeXHbIA MeToa uccneaosanuii BaXXX-MC ana TouHoro,
YyBCTBMTENbLHOTO M BOCMPOM3BOAMMOTO KOMMYECTBEHHOTO aHanusa

25-0H ButamuHa D B nnasme paspaboTaH npyu UCNONb30BaHUU CUCTEMDI

B3XXX Agilent 1260 Infinity, coBMeLLeHHO ¢ TpexkBaApynonbHbIM Macc-
cnekTpoMeTtpom Agilent 6460 ¢ texHonorueii Agilent JetStream (AJS).
Mpo6onoaroToBka 3akntoyaeTca B MPOCTON XXUAKOCTb-KUAKOCTHOM 3KCTpaKLMM.
ABTOMaTMyeckan OHNalH-o4nMcTKa Npo6 N03BoONAET AONOMHUTENbHO YMEHbLUUTb
BNMUAHME MOCTOPOHHUX KOMMOHEHTOB NPo6bl M MOHHYIO CYNPECcCuio, YTo
MoBbILIAET KAYeCTBO KONMMYECTBEHHOr0 aHanu3a 6e3 Heo6Xx0AUMOCTH
JNI0NONHUTENbHOMU pyyYHoi 06paboTku npob. [peBocxoaHana NMHERHOCTb
HabnoaaeTcA B AnanasoHe koHueHTpauuid ot 1 go 250 Hr/mn, npu aTom Bpema
aHanusa coctaBnAeTt BCero 5 MUHyT, a BHyTpunabopatopHaa NpeLUU3NOHHOCTb

cyuwecTBeHHo Huxe 10%.

Agilent Technologies



Beepenue

Butamun D cywiectByet B AByx hopmax
(D2 n D3), kaxxpaa M3 KOTOpbIX B X0A€
CXO0>KEero rnpotecca merabonuama

npespauiaerca B 25-ruapokcusutamun D

(25-0H D). Coaep>aHue obomnx
25-ruapokcusutamunos, D2 n D3,
onpejenaeTca B KPOBU, U UX YACTO
06begMHAT 06LLMM Ha3BaHUEM
Butamuu D unu 25-0H D. [ina
npaBUNbHOTO KONMMYECTBEHHOTO
onpeaeneHua yposHa 25-0H D
Ba)XKHO pasnuyatb 3T MeTabonuThI.
B03MO0XHOCTb TOYHO pasnuunUTb 3TN
MeTabonuTbl ¥ NpUBEna K NpU3HaHUI0
JKX-MC kak oCHOBHOV MeToAMKM
BbINONHEHWUA aHanu3a.

MpuBeaeHHaA 3aecb MeToAMYecKan
MH(OpMaLIMA OMMCbIBAeT MeTos
6bICTPOro, YyBCTBUTENIbHOTO M TOYHOTO
onpeaeneHua 25-rmnapoKCcMBMTaMUHA
D2 v D3 B nnasme ¢ nomoLublo
TpexKBaApynonbHON CUCTEMbI
B3XXX-MC Agilent 6460 ¢
TexHonorueit Agilent JetStream (AJS).
[pobonoarotoBka ¢ NPUMEHEHMEM
NPOCTON XUAKOCTb->KUAKOCTHOM
3KCTPaKLUUM U aBTOMaTMyeckan
OHnNakiH-ouncTKa nNpob no3ponawT
YMEHbLUNTb BO3/1€ACTBUE MOCTOPOHHUX
KOMMOHEHTOB NPo6bl U MOHHYIO
cynpeccuto. [pu atom B Xoze aHanusa
6onbLioro konuyectsa Npob nnasmol
nomex BblABMEHO He 6blIno.

3KCI18pVIM6HTal'IbHaﬂ 4yacTtb

Pearentbl M cTanpapTHbie
pacTBopbl

OcHoBHble cTaHAAPTHbIE PacTBOPbI
25-0H D2, 25-0H D3 u ux
JlefiTepupoBaHHbIe BHYTPEHHUE
cTaHaapTbl (0T komnaHuu IsoSciences)
MPUroTOBMIM B METaHoNe (KOMMnaHum
Honeywell) B koHueHTpaumu 10 mkr/mn
u xpaHunu npu Temnepatype —20 °C.
PacTtBopbl kanubpoBoYHbIX CTaHAapTOB
MPUrOTOBMIM U3 3TUX OCHOBHbIX
CTaHAapPTHbIX PacTBOPOB B CMELLAHHO
nnasmMe B KoHueHTpaumu 1, 25, 75, 125 n
250 Hr/mn. (MpumeyaHue: cmellaHHasA
nnasma COAEP>KUT 3HAOTEHHbIV YPOBEHD
meTtabonutos ButamuHa D. [Ina Toro
4t06bI COAEP>KAHWE BUTaMUHA B
KanuMbpoBOYHbIX NMpobax 6bINo MeHbLLE
3HZOTEHHOT0 YPOBHA, CMELLIAHHYH
nnasmMy pas6asunu 5%-HbIM pacTtBopom
6bI4bEero CbIBOPOTOYHOTO anbbymuHa.)

[eiitepupoBaHHble BHYTPEHHWE CTaHAapThI
25-0H D2 v D3 pas6asunu metaHonom Ao

koHueHTpauumn 1000 Hr/mn.

Monoxexue 1 (c nopta 1 Ha noprt 2)

Kononka A

Macc-cnektpometp

ABTOMaTMYecKana oHNamH-
ouuctka npob

Vicnonbayemasn B AaHHOM MeToje
cuctema B3XKX 6bina ocHalleHa
aBTOMaTUYeCcKoi cuctemon

OYUCTKM NpOo6 NpU NMOMOLLIM ABYX
6uHapHbIx HacocoB (puc. 1). Mpobbi
3arpy>kanucb B yrnasnuBalolLlyto
KONOHKY, B KOTOpPOIi onpezenaemMble
BELLEeCTBa yAepXnuBanuchb u
NPOMbIBANUCh C NOMOLLIbIO NepBoro
Hacoca. [pombIBOYHAA XKMAKOCTb
BbIBOAMMACH B OTXO0/bl, B pe3yrnbTrare
yero cokpallianocb nonaaaHue
MOCTOPOHHMUX KOMMOHEHTOB Mpo6bl

B Macc-cnektpometp. Hesagonro

[0 3MIOMPOBaHKA onpeaenaeMbix
BELLECTB U3 yNaBnuBatoLLe KOMOHKK
KpaH nepekrnoyanu u aHanmtbl
3MUPOBANUCh B aHANMUTUYECKYHO
KOJIOHKY, B KOTOPOW/ C NOMOLLbH
BTOPOro GMHAPHOrO Hacoca BbIMOMHAMNM
nanbHelillee xpomartorpacupoBaHue.

Monoxexue 2 (c nopta 1 Ha nopr 6)

Konowka A

Macc-cnektpomerp

Puc. 1. Kondurypauma B3XKX ana aBTomatnyeckoit oHnainH-04UCTKU Npob



Kondwmrypauna B3XKX n ycnosua

KoHdurypauua

2 6uHapHbIx Hacoca Agilent 1260 Infinity (G1312B)

1 BbICOKONPOM3BOAMTENbHbIN NPo600TOOPHMK € NyHkamu (G1367E)

1 TepmocTat npo6oot6opHuka (G1330B)

1 TepmocTaTMpoBaHHbIi otcek Ana konoHok (G1316C ¢ gon. dyHkumeit Ne 058)

1 ronoeka 2-no3uumoHHoro/6-noprosoro kpaHa (G4231A)

Ynasnusatowas konoxnka npeakonoHka Agilent ZORBAX Eclipse Plus C18, 2,1x12,5 Mm, 5 Mkm

Ananutnyeckas kononka Agilent Poroshell 120 EC-C18, 2,1x50 mm, 2,7 Mmkm

Temnepatypa konoHku 50 °C

06bem BBOAA 10 mkn

MpombiBka urmnbl yepe3 NopT AnA NPOMbIBKM, CMeCb M30MponaHona, MeTaHona v Boapl B
cootHolueHun 50:25:25, B TeueHue b cekyHa

MoasuxkHaa thasa A H,0 + 0,1% pactBop MypaBb1HOIi KUCNOTbI

MoasuxkHaa thasa B metaHon + 0,1% pacTBop MypaBbUHOI KUCTOTbI

CkopocTb notoka 0,5 mn/mun

NOABUXHOIA thasbl

Bpema antoupoBaHua 5,0 mun

3arpy3ouHblii rpaaueHT IntompyroLwmin rpaameHT Bpema pabotbl KpaHa

(Hacoc 1) (Hacoc 2)

Bpema B% Bpema B% Bpema (Mun) Monoxenue

0,00 50 0,00 85 0,00 1

1,00 90 3,20 85 1,90 2

2,30 90 3.21 98 2,30 1

2,31 98 3,80 98

3,30 98 3,81 85

3,31 50

Kondurypauua MC-MC u ycnosua

KoHdumrypauma

TpexkBaapynonbHasa cuctema B3XX-MC Agilent 6460 ¢ texHonorueit
Agilent JetStream

Pexum noHuzauum [MonoxutenbHO 3apAXeHHble UOHbI
Temnepartypa rasa-ocyluutena 250 °C

Pacxog rasa-ocywmurena 5 n/muH

[laBneHue B pacnbinutene 45 psi

Temnepartypa rasa nepudepuiiHoro cnoa 325 °C

Pacxopa rasa nepudepuiiHoro crnos 11 n/MuH
HanpsaxeHue Ha Bxoae B Kanunnap 5000B
HanpaxeHue ymHoxutena 200B
HanpsaxeHue Ha conne pacnbinurens 1500B

MRM-nepexoap!

CoepuHenne WNou-npen- Mpomykr Oparm. Bpema In.
LWECTBEHHUK (B) peructpaumu 1 coyaap.
nepexopa (mc) (B)
25-0H Buramun D3 401,3 3832 106 50 4
25-0H Buramun D3 401,3 365,3 106 50 4
25-0H uramun D2 4133 395,3 106 50 4
25-0H Buramun D2 4133 355,2 106 50 4
25-0H sutamuu D3-d3  404,3 386,3 106 50 4
25-0H Butamun D2-d3  416,4 3983 106 50 4

w

Mpo6onoaroroska

Mpo6bl Nnaambl NoAroTaBnUBanm
C NOMOLLbIO NPOCTOM XKNUAKOCTb-
>KUAKOCTHOW 3KCTpakLum.

1. Coeaununu 15 mkn
pacTBOpa BHYTPeHHEro
cTaHzapTa ¢ KOHLEeHTpauuen
1000 Hr/mn, 150 Mkn nnasmbl
1 150 Mkn aueToHuTpUna.

2. TepemelunBanu Ha BopTekce
B TedeHue 30 cekyHa 1 ocTaBUNU
Ha 15 MUHYT Npu KOMHaTHOM
Temneparype.

3. [o6asunu 750 mkn rentaHa
1 nepemelLnBanu B TedeHue
30 cekyHa.

4. LeHntpudpyrnposanm npu
13 000 06/MuH B TeueHHe 5 MUHYT.

5. TlepeHecnu opraHuyeckmii
(BEpXHMWIA) crioi B uncTyio NpobUpKy.

6. Bbinapunu npu KomHaTHOM
Temnepatype [0 CyXoro ocratka
B aTMocchepe asoTa.

7. Cyxoit octatok passenu B 200 mMkn
cmecu metaHona u 0,1%-Horo
BO/IHOTO pacTBopa MypaBbUHO
KMUCnoTbl (B cooTHOWeHUM 75:25).



Pe3synbratbl n 06cyxpenune x10¢

15
25-0H Butamuu D3
Jkcnpecc-aHanus 25-0H D2 un 14
D3 BbinonHsaerca 3a MeHee Yem 13
5 muHyT (puc. 2). KanubposouHble "
KpuBble GbINK MNOCTPOEHbI ANA ’
25-ruapokcusutamuna D2 n D3 ¢ 11
MCMonb3oBaHUeM KOHLEHTpaLuii 1
1,25, 75, 125 1 250 ur/mn. Puc. 3 09
UNNICTPUPYET NPEBOCXOAHYH z 08
NMMHERHOCTb, MONYYEHHYH ANA 3TUX g
onpezenAembiX BELLECTB, MPX 3TOM 07
3HayeHua R? cocTaBnAloT He MeHbLue 0.6
0.995. KoadbdpmumeHT Bapnaumu 05
pes3ynbTaToB, MOMYyYeHHbIX B pasHble 04 25.0H exrantui D2
[IHW, NPU KONMUYeCTBEHHOM aHanuse
3TMX metabonutoB ButamuHa D B 0.3
CTaHAaPTHbIX 3TaNoHHbIX 06pasuax 02
TaK>Xe ABMNAETCA NPEBOCXOAHbIM U He 01
npesbiwaet 10% (rabn. 3). 0
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Bpema c6opa AaHHbIX (MUH)
Tabnuua 3. KoacdhchuumeHTbl Bapuaumu ana
pasnuyHbIX KOHLEHTpaumii 25-0H ButamuHa D2 Puc. 2. Xpomartorpamma 25-0H suramuna D2 v D3
n D3
Hr/Mn D2 K]
10 2,8 3.3
30 2,7 2,7
70 8,0 78
25-0H sutamuu D3 104 25-0H sutamuu D2
161 R2= [],9975 ‘ R2= 0’9950
09
0.8
X
=
. g07
E [=]
s 206
)§ E
)
z $05
B 5
5 204
g o
& 03

"0 20 40 60 80 100 120 140 160 180 200 220 240 260 0 20 40 60 80 100 120 140 160 180 200 220 240 260
KoHueHTpauua (Hr/mn) KoHueHTpauua (Hr/mn)

Puc. 3. KannbposouHble kpusble 25-0H Butamuna D2 v D3 npu koHueHTpaumm ot 1 go 250 Hr/mn



BbiBogbi

PaspabotaH 6bICTpbIf U HaAEXHbI
METO/ TOYHOTO, YYBCTBUTENbHOIO

1 BOCMPOU3BOAMMOIO aHanuaa
25-ruapokcusutamuna D2 n D3

B Nnasme C UCMOMNb30BaHUEM
TpexKBaApynonbHON CUCTEMbI
B3XX-MC Agilent 6460. OtnnyHan
NUHERHOCTb MPOAEMOHCTPUPOBaHa Npu
KoHueHTpauum ot 1 ao 250 Hr/mn.
lMpocTan XnAKOCTb-XKUAKOCTHAA
3KCTpaKLUMA, a 3aTeM aBTomaTnyeckan
OHNaiH-04MUCTKa NPO6 CHUXAIOT A0
MUHUMYMa BO3/eiCTBUE MOCTOPOHHMUX
KOMTMOHEHTOB NPo6bl U MOHHYIO
CYNpPECCHI0, BbI3BAHHbIX HAIMYUEM

B Nnasme NUNUA0B U NPOYNUX
610Nornyeckux coeamHenmnin. Ana
BbINOMHEHNUA aHanuaa Tpebyerca MeHee
5 MUHyT.



www.agilent.com/chem/QQQ

VHchopmauma B 3ToM AOKYMEHTE MOXeT 6bITb M3MEHEHA
6e3 npeAynpexaeHua.

Tonbko AnA o3HakoMuUTenbHbIX Lenei. He ana
MCMOMb30BaHUA NPU AUArHOCTUYECKUX MPOLeAYpaX.
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