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TOPIC: /Analysis of Chlorhexidine using an Alliance System
/

AUTHOR: Stuart Oehrle Date: 07/03/96

INTRODUCTION:

Chlorhexidine(CH) is a common main ingredient in a variety of pharmaceutical
formulations. Analysis of chlorhexidine in a pharmaceutical formulation was done on a 2690

separations module using dial-a-mix for solvent blending and mixing. In the past premixed mobile
phases were required on traditional I-IPLC's to allow for a reproducible retention time to be
achieved. Using the 2690 and PDA detection analysis times of less than 6 minutes was possible. No
degradation products were found in these samples. Figure 1 is a representative chromatogram of the
separation. Twenty repetitive injections were done and overlaid as shown in figure 2. A retention
time standard deviation of 0.018 minutes. Figure 3 is a system suitability report for those twenty
injections showing tittle, if any, change in retention time. As further proof of the ability of the 2690
to reprodueibly deliver this mix of mobile phase ten injections at 69/31 composition was done and
the twenty injections at 70/30 and ten at 69/31 are overlaid in figure 4. As can be seen the 2690 was
able to reproducibly deliver this mixture of mobile phase using dial-a-mix which helps to significantly
reduce solvent handling, waste and variability between batches ofpremixed mobile phases.

EXPERIMENTAL:

HPLC Analysis

Mobile phase: A: Phosphate/TEA pH=3
B: Acetonitrile

Flow rate: 1.5 mL/min (70/30 A:B)-done using dial-a-mix feature on 2690
Detection: 239nm

Column: Symmetry C-18 (3.9 X 250ram)
Temperature: 40 degrees Celsius

FIGURES:

Figure 1: Chromatogram of CH separation
Figure 2: Overlay of twenty injections (20)
Figure 3: Summary report for twenty injections

Figure 4: System suitability report for twenty injections
Figure 5: Overlay of twenty injections at 70/30 and ten injections at 69/31
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oterCorporation'_ Sample Information

Sample_e: CH Samplel
Vial: 2 Sample T_e: Un_o_
Injection: 3 Vol_e: 50.00

Cha_el: 996 Run Time: 20.0 _n

Date Ac_ired: 03/24/96 07:12:07 PM Date Processed: 06/26/96 12:34:22 PM
Scale Factor: 1.00 Dilution: 1.00000

Acq Meth Set: PG

Processing Method: PG

S_DleName: CH S_mDIel Conments: Chlorhexidine analysis Ch__l lq_-_: 239nm
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PeakResults

Ret Time Area Height
# Name

(min) (uv*sec) (uV)

1 CH 4.442 336862E 422768
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, Report, Method:Overlay_Plot Version: 2.15

IProj ect: PG_Alliance
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Method: Summary_All Version: 2.15
Name: Demo Alliance Username: STUART

Peak Results

RT Area
# SampleName Vial Inj Channel Peak Name

(min) (uV*sec)

1 CH Samplel 2 1 996 CH 4.455 3357778

2 CH Samplel 2 2 996 CH 4.443 3360567

3 CH Samplel 2 3 996 CH 4.442 3368628

4 CH Samplel 2 4 996 CH 4.445 3361721

5 CH Samplel 2 5 996 CH 4.440 3358346

6 CH Samplel 2 6 996 CH 4.422 3352490

7 CH Samplel 2 7 996 CH 4.420 3351919

8 CH Samplel 2 8 996 CH 4.423 3351279

9 CH Samplel 2 9 996 CH 4.413 3350162

i0 CH Samplel 2 i0 996 CH 4.405 3347209

il CH Sample 2 3 1 996 CH 4.412 3352885

12 CH Sample 2 3 2 996 CH 4.420 3346730

13 CH Sample 2 3 3 996 CH 4.442 3348195

14 CH Sample 2 3 4 996 CH 4.423 3350461

15 CH Sample 2 3 5 996 CH 4.438 3350464

16 CH Sample 2 3 6 996 CH 4.460 3350794

17 CH Sample 2 3 7 996 CH 4.463 3338322

18 CH Sample 2 3 8 996 CH 4.455 3337006

19 CH Sample 2 3 9 996 CH 4.452 3352842

20 CH Sample 2 3 i0 996 CH 4.463 3337343

-- Peak Results Summary --

RT Min: 4.405 min

RT Max: 4.463 min

RT Average: 4.437 +/- 0.0183 min
RT %RSD: 0.411
Area Min: 3337006 uV*sec
Area Max: 3368628 uV*sec

Area Average: 3351257 +/- 7982.7 uV*sec
Area %RSD: 0.238
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Control Chart for: CH, Channel: 996

1 2 3 4 5 6 7 8 9 i0 ii 12 13 14 15 16 17 18 19 20

Run Number

Peak Results

RT
# SampleName Vial In" Channel Name

(rain)

1 CH Samplel 2 1 996 CH 4.455

2 CH Samplel 2 2 996 CH 4.443

3 CH Sample3 2 3 996 CH 4.442

4 CH Samplel 2 4 996 CH 4.445

5 CH S_m_le_ 2 5 996 CH 4.440

6 CH Sample1 2 6 996 CH 4.422

7 CH Sample1 2 7 996 CH 4.420

8 CH Sample3 2 8 996 CH 4.423

9 CH Sample3 2 9 996 CH 4.413

i0 CH Sample3 2 i0 996 CH 4.405

Ii CH Sample 3 1 996 CH 4.412

12 CH Sample 3 2 996 CH 4.420

13 CH Sample 3 3 996 CH 4.442

14 CH S_mple 3 4 996 CH 4.423

15 CH Sample 3 5 996 CH 4. 438

16 CH Sample 3 6 996 CH 4.460

17 CH Sample 3 7 996 CH 4.463

18 CH Sam nle 3 8 996 CH 4.455

19 CH Sample 3 9 996 CH 4.452

20 CH Sample 3 i0 996 CH 4. 463

-- Peak Results Summary --

RT Min: 4.405 rain

RT Max: 4.463 min

RT Average: 4.437 +/- 0.0183 min

RT Std. Deviation: 0.0183 min

K e n t u c k y L a b R e p o r t Page: 1 of 1



[
illClnce

o.4sooS

0.40On-

e
0.3SOn--

o.3oooC

o.2sooC

0.2000_2

o.lsooS

o.ioooC

- __¢___;
O. 050n-

o.ooooS

0.00 2.00 4.00 6.00 8.00

Minutes

N o r t h e r n K e n t u c k y L a b R e p o r t Page: 1 of 1


