Cneundonka BOXXX-MC aHanunaa

npurogeH arnd MHOImx TepMOJ'Ia6I/IJ'IbeIX U
MallioJieTy4ynx seLlectB

He JaeT cTaHA4apTHbLIX MacC-CNeKTPOB
cnaboe pasgeneHmne Ha KOJToHKax

npobnema pacTBOPUMOCTM 0bpa3La
(ny4dwe B ACN, MeOH, i-PrOH, H20)
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Figure 2-6  Electrospray Chamber
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Figure 2-21 Schematic of an APCl-interface



Agilent 1100 micrOTOF-Q (Bruker)




Agilent 1100 Series LC/MSD

- Hannume DAD paet UV-Vis cnektpbl (190-950 HMm) B
npugavy K Macc-criektpanbHON MHdopmMmaLuum

- OOCTYynNHbIX anana3oH m/z: 100-1500

- ToyHocTb: 0.1 a.e.

- BO3MOXXHOCTb Flow Injection Analysis (FIA)
- MMHMMarbHaga pparmeHTaunsa (ana ESI)



[Tpnmep macc-cnektpanbHon nHgpopmauumn Agilent 1100
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Q-TOF macc-cnekTpomMeTp

HepocTtaTKu:

- HenonHas nHterpaumns LC-MS

- AMHaAMMNYECKNN ananas3oH 3 nopsaaka

- NPNOOP OOPOron N HEXHbIN

- CUNbHas 3aBUCUMOCTL CreKTpa OT HacTpoek npmbopa
[1lpenmyLLecTBa:

- BbicOKOe paspelueHue (okono 0.005 a.e.)

- Ananas3oH m/z: 80-20000

- YYBCTBUTESNBbHOCTb Bbilwe B 30 pa3 (nNpu ckaHMpoBaHNN)

- BO3MOXHa TaHaeMHasa macc-criektpomeTtpust (MS/MS)



Cxema npnoopa micrOTOF-Q (Bruker)
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NMpumep onpeaeneHna opytro-copmynbl Oons
HeOOsbLON MONEKY bl

AHanunsnpyemoe BeLleCTBO Aano

negative ion  m/z=282.159 ,
positive ion m/z=306.156 .

Bunoumo nepBbI MOH COOTBETCTBYET
OenPOTOHUPOBAHHOM (pOpMe 3TOro cCoeanHEHUS,
a BTOpoOU — agayKty ¢ kKatTnoHom Na.

[Tonck cCOOTBETCTBYHOLWNX OPYTTO-COOPMYn C
Y4E€TOM TOYHOCTU U3MEPEHNA M/z B 5 Mm.A.
OaeT ABa BapuaHTa ansg ucxogHowu MoneKynbi:

C14H23N204
C15H19NG



AHanns3 macc-crnektpa rnosly4eHHOro ¢ NoOMoLLbHo
TaHOEMHOWN MacCC-CMeKTPOMETPUMN MNO3BOSIAET UCKMHYUTL
BTOPOW BapUaHT:

-MS2(282.160), 0.2-0.3min #(13-20), 100%=118492
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Mpumep aHanNM3a TsHXKenbIX MONeKyn
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[MpumMep aHanu3a CrioXXHOU CMecK
TepmMonadunbHbIX BeLlecTB
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Y®-xpomaTtorpamma TAB (BIXX-MC aHanus)

DAD1 B, Sig=280,32 Ref=850,50 (D:\DATA2008\LC 1200\KRUSIN\TAB-62_XDB-ES_22N.D)
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Bpewms [Tnomans deHoNAT-aHUOH Ockonounple MOHBI (M/z) | MaKCUMyMBI Y®- | Coequnenue, ero
BBIXO/1a nuka (%) (M-H"), m/z U UX UHTEHCUBHOCTH (%) CIIEKTpa (HM) opyrTo-hopmyia
(MuH.)
3.83 11.9 329.16 180.06(7%), 250 ,(278) (1)
Cy0H,60,8

4.84 30.5 361.13 180.06(56%), (245),278 (2)

213.05(13%) C,,H,O,S,
5.41 3.2 363.12, 180.06(30%) 252,278, (305) (10)

365.12(44%) C,,H,,0,5Cl

6.56 1.4 329.16 180.06(37%), 247,286 (6)

149.10(28%) C,,H,0,S
6.85 24.0 393.10 180.06(65%) 230,272 ,(326) 3)

212.04(2%) CyoHy60,8;

213.05(3%)




7.82 1.4 361.13(25%) 180.06(22%) 292 (7)
181.07(100%) C,,H,0,S,
213.05(8%)

8.87 10.7 425.07 180.06(14%) (270) , (325) (4)
181.07(7%) C,,H,0,S,
212.04(99%)
245.02(6%)

11.0 1.6 509.22 248 , (280) , (320) (11)

C30H3SOSS2

12.05 2.5 457.04 180.06(32%) (275) , (320) (5)
181.07(11%) C,,H,0,S,
212.04(75%)
276.99(50%)
393.10(14%)

12.27 2.8 541.19(37%) 361.13(100%) (278) , (325) (14)
181.07(13%) C,,H,,0,S,

13.92 1.0 573.16(50%) 361.13(100%) 234, (280), 330 (15)

393.10(96%)

C30H3803 S4




14.31 1.0 541.19 2211.03(18%) | 245, (280) (12)
C30H3SOSS3
15.84 33 573.16(24%) 393.10(100%) | (275), (325) (13)
2213.05(7%) C,,H,,0,S,
17.93 1.6 605.13(28%) 361.13(35%) 232, (282), (335) (16)
393.10(23%) C,,H,,0,S.
425.07(100%)
21.16 1.9 425.07 212.04(18%) 230, (280) , (325) (8)
C20H26OZS4
25.65 1.1 457.04 425.07(35%) 238, (285), (335) (9)

C20H26OZSS




Y®-cnekTtpbl coeanHeHnu (1), (6) n (10).
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2-U npumMep onpeaeneHna opytTro-cbopmyrnbl

Ons apaoykta ¢ CI m/z=849.41 .

Compounds found: 10

C42H52CIN1503 MW=849,4065872 dm=-4,0 ppm
C43H58CIN8O8 MW=849,4065918 dm=-4,0 ppm
C44H64CINO13 MW=849,4065964 dm=-4,0 ppm
C44H54CIN1204 MW=849,4079294 dm=-2,4 ppm
C45H60CINS0O9 MW=849,407934 dm=-2,4 ppm
C45H50CIN16 MW=849,409267 dm=-0,9 ppm
C46H56CIN9OS MW=849,4092716 dm=-0,9 ppm
C47H62CIN2010 MW=849,4092762 dm=-0,9 ppm
C47H52CIN130 MW=849,4106092 dm=0,7 ppm

C48H58CIN6O6 MW=849,4106138 dm=0,7 ppm



ES tune mix
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[1peanocChbINKM K NCNOMb30BaHUIO
BOXXX-MC aHanuaa

[Tpobnembl ¢ uaeHTUdUKaUnen He
pellaemble gpyrumm omameTogamm

Hapexxna Ha Hanu4ne B Monekyne
MOHOIEHHBbIX rPYMM

[TpeaBapuTenbHbIn NoA60P ycrnoBumn
B3)XX-aHanusa (ana cmecen)

3amMeTHas pacTBOPUMOCTb obpasLia B
HearpecCcuBHbIX PaCTBOPUTENSIX




