
primustype Hurler: VCH, Frau Zschernitz, Mascher, 000_Titelei_engl 26. 9. 2011 primustype Hurler: VCH, Frau Zschernitz, Mascher, 000_Titelei_engl 26. 9. 2011

 V

 
 Content

 Preface VII

 Acknowledgements IX

1 Introduction 1
1.1 First Question: Determination of Ibuprofen in Plasma 2
1.2 Second Question: Determination of Tryptophan in Urine  7
1.3 Third Question: Determination of Paclitaxel in Tissue 10

2 Planning of Analyses 13
2.1 Introduction 13
2.2 Limit of Detection (LOD) and Determination (LLOQ) 14
2.3 Detectors 15
2.4 Structure of the Analyte 17
2.5 Solubility of an Analyte 20
2.6  Selection of the Detector 21

3 Sample Preparation 23
3.1 Dilution 23
3.2 Protein Precipitation, Overview 23
3.3 Extraction 25

4 HPLC Separation 35
4.1 HPLC Pumps 36
4.2 Degasser 38
4.3 Injector 38
4.4 HPLC Columns 39

5 Detection 45
5.1 Detection in the Pharmaceutical/Bioanalytical Area 46
5.2 Detection in the “Clinical Area” (Therapy Control/Compliance) 46

6 Chemical Derivatization for Detection Enhancement 49



primustype Hurler: VCH, Frau Zschernitz, Mascher, 000_Titelei_engl 26. 9. 2011 primustype Hurler: VCH, Frau Zschernitz, Mascher, 000_Titelei_engl 26. 9. 2011

VI  

7 Validation Concepts 53
7.1 Introduction  53
7.2 Realization of the FDA Guideline 55

8  Practical Hints Concerning Stability, Destruction and Degradation  
Products 59

9 Metabolites 61

10 Internal Standards 63

11 Case Studies with Intensive Discussion for Each Substance  65
11.1 Acetylcarnitine in Plasma 66
11.2 Acetylcysteine in Plasma 68
11.3 Acyclovir in Plasma and Urine 72
11.4 Caffeine in Plasma 74
11.5 Diazepam in Plasma 78
11.6 Diclofenac in Plasma 79
11.7 Dihydralazine in Plasma 82
11.8 Duramycin (Moli1901) in Plasma 85
11.9 Fluticasone Propionate in Plasma 89
11.10 Hydroxytriamterene Sulfate and Triamterene in Plasma and Urine 92
11.11 Ibuprofen in Plasma (also Enantiomeric Separation) 94
11.12 Minocycline in Plasma 96
11.13 Norfloxacine in Plasma and Urine 98
11.14 Paclitaxel in Plasma, Urine and Tissue 101
11.15 Paracetamol (Acetaminophen) in Plasma 104
11.16 Pimelic Acid in Plasma and Urine 106
11.17 8-Prenylnaringenin in Plasma and Different Types of Tissues 108
11.18 Silibinin in Plasma 110
11.19 Valnemulin in Plasma, Different Tissue Types and in Animal Feed 115
11.20 Vitamin B1 (Total Thiamine) in Plasma 118

 Table 11.1 Recommended books 121
 Table 11.2 Properties of substances 124

 Appendix 135
 Short Description of Determination for about 100 Substances 135
 Substances listed in the Appendix 138
 A Short Explanation of Tables Presented in the Appendix 139


