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Overview
Interlaboratory test:

a) Intraday and Interday validation in one laboratory

b) comparison between laboratories
c) RTI calculation (i.e. here logP) of unknown molecules
d) simple prediction tool for retention time

total In acidic In neutral Different C18 C18 non- C18 polar C18 polar
condltlon condltlon columntype endcapped endcapped endcapped embedded

No. Labs

Methods
(total)

No.

Methods

(with MeOH)

No.
Methods
(with ACN)



Overview - Map
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Interlaboratory test (Chemical Sets)

RTI standards and

[ Tl
time [min] .Unknown solution

name Retention RTI logP logP
time [min] calc calc | theor [1]

oot |2 o om | 1o




openVIASP

sralyss Loca Project

Paste ctrbty Y Other... Cirl+N
Delete Delete

7y Export

1. step: create a new analytical project

2. step: import Excel-Files
Known_Set Vorlage for the reference substances

=| Known_Set_Vorlage

-2 unknowns_Vorlage_calc_logP Unknowns_Vorlage_calc_logP for the unknowns
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openVIASP

3. step: create a RTI Analysis

Analytics Local Project
MS Excel file (directory import)
M5 Excel file (import)

RTI Analysis -

Cirl+M

A& table which shows the base values for the normaliza Tab | e Of

Table of
| Name | Retention time [logP 1[RT11 | |
Metformin 0,33 -1,36 refe rence _ _ _ o Unkn own
thloridazon 291 111 A table which shows the interpolation results (highligh

Carbetamide | 2.99 1.65 substances with (Name | Retention tme | logp 1] RTT1] | substances with

Maonuron 3.12 1.93

M:ltotromuron 4,06 2,24 rete ntlon tlme’ Eapsnn i?‘: the CaICU|ated
Chlorbromuron | 4.84 2.85 inuron &9
Metconazole | 5.52 3.59 |Og P Value and Picoxystrobin = 6.01 3 RTI and |Og P

Diazinon 0.04 4,19

Quinoxyfen 6.3 498 normalized RTI

Fenofibrate 7.05 5.28

value




Interlaboratory test

a) Intraday- and Interday validation in one laboratory
(Helmholtz Zentrum Midnchen, Hr. Dominik Deyerling)

RTI RTI RTI RTI RTI RTI Intraday Intraday | Interday

s [%] s [%)] s [%]
dayl | dayl |[dayl | day2 | day2 | day2 day 1 day 2 day 1+2
Inj 1 Inj 2 Inj 3 Inj 1 Inj 2 Inj 3

Picoxy- | 1304 | 131.3 | 130.3 | 130.6 | 1306 | 1310 0.3 0.1 0.3
strobin




Interlaboratory test

b) comparison between laboratories

total no. of injections: 63 in 26 labs

total methods with methods with
(all methods) MeOH ACN
s [%0] s [%0] s [%0]




Interlaboratory test

c) RTI/ logP calculation of unknown molecules

An example of a method using Acetonitril as solvents in acidic mode

name Retention Tl
time [min]

-

name Retentlon logP logP
—-- m
Chlorbromuron - 113.4

[ T - R



Interlaboratory test

c) RTI/ logP calculation of unknown molecules

An example of a method using Methanol as solvents in acidic mode

name Retention Tl
time [min]

-

_ name Retention logP logP
10.80 953 time [min] calc calc | theor [1]
iz --
Chlorbromuron 13.10 113.4




Retention Time Index (RTI via ,, logP*)

method 1 [method 2 | Sigma pubchem | Tomlin chemicalize org | ACD pH 7.4 g':li r;lz
molecular formula | RT RT logP logP logP logP logP logD log average logP|s log P |s~ logP
CaH MO -3.1 -1.5 -1,34 -2.16 -4, 52 -3,63 -2,03 0,69 -34,2
CoH,MNLO 1.07 0,9 -1,67 -1.2 -1,55 2,08 -1,26 0,32 -25,2
CoH MO PS -0,93 —0,9 -0.8 -0,32 -0, 78 -0, 78 -0,32 -0,75 0,22 -29,6
CoH, ML O=5, 57 13,45 0.2 -0, 54 0,5 0,5 -0, 54 -0,52 0,02 -3,.8
CoH o N O 5,53 1,38 1,20 2.6 Q.77 1.1 -0, 72 -1,12 0,37 1,50 A404,9
CoHoCl MO, 5,31 2.3 - 2,23 1,59 1,56 1,22 0,87 2,04 233,90
CLoH=CINO 5.3 13,07 1,14 0.8 1,19 1,11 0,73 0,73 1,11 0,99 0,19 19,1
CoH,, ClN,O a1 b A 1.9 1,93 1.89 1.89 1.93 1,91 0,02 Q,9
CoH,Cla N O 13 18,05 3 3.2 3 268 3.2 3.2 2.68 2,02 0,19 5,3
o oH TN O 21.23 b A 3.8 4,37 3.84 4,37 4,37 3.84 4,10 0,28 S, 7
CoH, . Cls MO PS 22 59 5,27 5.3 AT 4TS ATFTT ATFTT 478 4,96 0,26 5,3
CooH N Oy, 22,94 b A 5.2 5,18 4,82 5,56 5,56 4,82 5,19 0,26 5,0




Outlook — charged molecules (logP/logD)

Standard

Diclofenac

Standard

Diclofenac

Ladung
pH 3

neutral

logD [2]
pH 3

4.22

Ladung
pH5

negativ

logD [2]
pH5

3.21

Ladung
pH7

negativ

logD [2]
pH7

1.37

Theoretischer
logP [1]

4.26

Calc. logP
MeOH, pH 3

3.44

Calc. logP
MeOH, pH 7

2.45
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