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ABSTRACT: Peptide separation orthogonality for 16 different 2D LC-
ESI MS systems has becn evaluated. To compare and contrast the
behavior of the first d ion coll a large p ic retention
data set of ~30 000 tryptic peptides was collected for each 2D pairing.
The selection of the first dimension sys!em was made to cover the most
popular peptide separation pli ics: reversed-phase
(RP) separations with different pH hydrophxhc interaction liquid
chromatography (HILIC), strong cation and anion exchange (SCX,
SAX), and mixed-mode separations. The separation orthogonality
generally increases in the order RP < SCX < HILIC < SAX, with the
exception of high pH RP—low pH RP system, which showed the second
best orthogonality value (68%), just behind PolySAX LP column (74%). The identification output of the 2D LC-MS/MS system is
driven by both separation orthogonality and efficiency, making high pH RP the best choice for the first dimension separation. Its
performance in combination with a standard C18 at acidic pH can be increased further through the application of pairwise fraction
concatenation. The effect of the latter has been evaluated using in silico fraction concatenation, which has been proven to show
improvement only for RP separations in the first dimension. Concatenation of two, three, and four—five fractions into one is shown
to be the most effective for hxgh pH RP and HFBA- and TFA-based C18 separations, respnt:vely We also suggest simple guidelines
for the unbiased deter of dissimilarity for two separation di ions and eval paration orthogonality in 3D LC-LC-
MS separation space for all systems under investigation.
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(...) Abstract |of each propolis sample was determined by comparison of HPTLC fingerprints of propolis samples with that of plant bud extracts A
and also by palynolegical analysis. Moreover, HPTLC coupled with 2 2-dipheny1-1-picrylhydrazyl (DPPH) detection technique was
Expgrt ltem... used for screening of antioxidant activity of each separated compounds directly on the plate. Results of the present study have
demonstrated that Turkish propolis could be classified under three main types; i.e. crange (O] (eriginated from Populus nigra L),
blue (B) (originated from Populus tremula L) and nonphenolic types. Palynological analysis have shown that deminant pollen
Generate Report from Iltem... grains ( gt %45) in propolis samples were: Fabaceae, Lamiaceae, Rosaceae, Castanea sativa Mill., Lotus corniculatus L., Salix spp. In
addition, HPTLC-DPPH results showed that O-type of propolis exerted higher antioxidant activity than the other propolis types.
Moreover, quercetin, caffeic acid, caffeic acid phenyl ester, pinobanksin and galangin had significant contribution to the

antioxidant activity of propolis. (C) 2017 Elsevier Ltd. All rights reserved. v
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