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Agilent 1260 HPLC System #10 Validation# PQ-LA-000-00
Date: 8-21-10 PQ-LA-00-00 Agilent HPLC System #10

1. Objective

1.1. Define the Performance Qualification requirements and acceptance criteria for the Agilent 1260 HPLC
Chromatographic System #10.

1.2. To verify that the system operates in accordance with the intended use of the system.

2. References
2.1. 1Q/OQ requirements should be successfully completed prior to PQ execution.
2.1.1. IQ to be completed by manufacturer. See attached Form PQ-02.

2.1.2. OQ to be completed by manufacturer. See attached Form PQ-02.

3. Description

The Agilent 1260 Chromatographic System #10 is used for analysis of spinosyns in in-process Fermentation samples.
The Agilent 1260 Chromatographic system #1‘0 consists of the following:

= (G1329B 1260 ALS Autosampler, used as the sample injector for the system.

= G1312B 1260 Binary Pump, used for eluent delivery to the system.

= (G1314C 1260 VWD VL+ Detector is an optical measurement device.

= G1316A 1260 TCC Column Heater is used to control the column temperature,

= G1322A 1260 Degasser to remove gases from the mobile phase.

The Agilent 1260 Chromatographic System #10 is directly connected to a data server (serial number, ds000000), for
transfer and interpretation of data by the Atlas Chromatography Data System.

Continued on next page

N Name of Comany Page 3 of 9
RESTRICTED - For |
Saved: 08 Mar 2012 - 08:44 AM internal use only /
Printed: 20 Oct 2012 - 04:37 PM



Agilent 1260 HPLC System #10 Validation# PQ-LA-000-00
Date: 9-21-10 PQ-LA-00-00 Agilent HPLC Sysiem #10

4. Responsibilities
4.1. The responsibilities of the Quality Unit include but are not limited to:
4.1.1. Creation of this protocol.
4.1.2. Assistance with the completion of the steps required to conduct this validation.
4.1.3. Providing personnel to complete the execution of the validation.
4.1.4. Reviewing and approving the protocol and any data generated during the execution of this report.

-

4.1.5. Generation of the final summary report for review and approval by those who originally approved the
protocol or their designees

Continued on next page
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Agilent 1260 HPLC System #10 Validation# PQ-LA-000-00
Date: 9-21-10 PQ-LA-00-00 Agilent HPLC System #10

5. Performance Performance Qualification for the Agilent 1260 Chromatographic System #10
Qualification includes running a linearity study and percent recovery study in a known sample.

5.1. Verify that all procedures, logs and manuals are available, complete and correct.

5.2. Verify that there is no excessive Baseline noise.

5.3. Verify that the system baseline is displaying between -5 and +5 mV.

5.4. Use procedure “Determination of Spinosyn Factors — Calibration and Atlas Setup” to check the system.
5.4.1, Verify that the resolution between the Factor A peak and the Factor D peak is greater than 3.0.
5.4.2. Verify that the peak tailing for Factor A and Factor D are both less than 1.8.

5.4.3. Verify that reproducibitity of Factor and Factor D in the Standard has an RSD of less than 1.5%.
5.4.4, Verify that the correlation coefficient for the standard curve is equal to or greater than 0.9990.
5.4.5. Verify that the % Nominals for Factor A and Factor D are between 95 and 105%.

5.4.6. Verify that the assay of the Tox lot is equal to 88% 1.5,

5.4.7. Verify that the assay of a previously ran fermentor sample is within 3% of the previous assay.

Continued on next page
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Agilent 1260 HPLC System #10 Validation# PQ-LA-000-00
Date: 9-21-10 PQ-LA-00-00 Agilent HPLC System #10

6. Documentation
6.1. Documentation requirements for the PQ must be completed with all signatures in place.
6.2. Document that all acceptance criteria listed on the forms are met.
6.3. Any deviation or abnormality observed during the execution of this protocol must be investigated.

6.4. Any changes to the protocol, after it has been approved, will require a "Protocol Addendum” and require re-
approval by representatives of the same departments who originally approved the protocol, or their designees.

6.5. The Quality Unit must file all required documentation.
6.6. Raw data will be reviewed by representatives of the same depariment who originally signed this protocol.

6.7. Upon completion of the protocol, a summary report is generated which will document the validation effort for
this system. This includes the documentation gathered for the data and testing results of the PQ.

7. Validation
Forms and
Attachments

7.1. PQ-01: SOPs/Manuals

7.2. PQ-02: 1Q/OQ Verification

7.3. PQ-03: Performance Qualification
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Agilent 1260 HPLC System #10 Validation# PQ-LLA-000-00

Date: 9-21-10 PQ-LA-00-00 Agilent HPLG System #10
Form Title: SOPs / MANUALS FORM #: PQ-01
System/Equipment Name: Agilent 1260 System #10 Validation# PQ-LA-000-00
System/Equip. ID:

Pump - G1312B, Ser. #DEAAE00000
Degasser — G1322A, Ser. #JP00000000
Autosampler — G1329B, Ser. #DEABE00000
Column heater — G1316A, Ser. #DEAAK00000
Detector — G1314C, Ser. #DEAAV00000

SOP / Manual Title o Effective Date Initial Date
Approved
Afnk¥ 1 1tppu  pPpeariond Cornpdrd Maiarl s}zopq £y = J 2t foy
Determination of Spinesyn Factors MOC 3/17/08
Calibration and Atlas Setup 162008020000
Reviewed By:  f Moo o Date: leglzonm
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Agilent 1260 HPLC System #10
Date: 9-21-10

Validation# PQ-LA-000-00

PQ-LA-00-00 Agilent HPLC System #10

Form Title: IQ/OQ) Verification

FORM #: PQ-02

System/Equipment Name: Agilent 1260 System #10

Validation# PQ-LA-000-00

System/Equip. ID: #Az.924#4¢ - kKewm 3
Pump — G1312B, Ser. #DEAAE00117
Degasser - G1322A, Ser. #JP00000000
Autosampler — G1329B, Ser. #DEABE00000
Column heater — G1316A, Ser. #DEAAK00000
Detector — G1314C, Ser. #DEAA V00000

P - Acceptance Accept .
V. s t

erification Criteria Actual Y/N Ini Date
Verify that the IQ has been Record IQ number QLA s a0 y [al'i®
completed for the system and date completed. }" (304
Verify that the OQ has been Record OQ number LK _wune §? .
completed for the system and date completed. o -4 ’ v he $5fs>
Reviewed By: _ fe. ..o Date:  #/25/i0
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Agilent 1260 HPLC System #10 Validation# PQ-LA-000-00

PQ-LA-00-00 Agilent HPLC System #10

Form Title: Performance Qualification FORM #: PQ-03
System/Equipment Name: Agilent 1260 System #10 Validation# PQ-LA-00-00
System/Equip. ID: FeRmenw7e2 =3
Pump — G1312B, Ser. #DEAAEQ000
Degasser — G1322A, Ser. #1JP0000000
Autosampler — G1329B, Ser. #DEABE00000
Column heater — G1316A, Ser. #DEAAKO00000
Detector — G1314C, Ser. #DEAAV0000
Verification Accqp tance Actual e Init/Date
Criteria Y/N
Verify that the system baseline is stable and | Drift is <0.5 mV. Drift= .9 ‘l"'n‘/ ,
free of excessive baseline noise. No peaks =0.5 mV. | Peaks — 236 v Y DB yof "//0
Verify that the system baseline is displaying | A value between -5
between -5 and +5 mV. and +5 mV. mV=_J w/ L DB 1/t /o
Verify that the resolution between the The resolution is '
Factor A peak and the Factor D) peak is greater than 3.0. io y Db /
greater than 3.0 rlefo
Verify that the peak tailing for Factor A and | Peak tailing is less | FacA—= ¥ 3
Factor D are both less than 1.8 than 1.8. FacD=_ /78 y 2% wfths
Verify that the system is capable of Fac A and Fac D Fac ARSD =
acceptable reproducibility. peaks have an RSD y DBralels
<1.5%. Fac D RSD =/'
Verify that the correlation coefficient for the | The comr coef is Corr coef =
standard curve is equal to or greater than equal to or greater o G995 DB, fe /
0.9990 than 0.9990 "
Verify that the % Nominals for the Alilevelsof FacA | FacA= 9907
standards are acceptable. and Fac D are . v ot 1¢ 440
100% +5. FacD - 94/
Verify that the assay of the Tox lot is equal | The assay result is o DS fofs)
t0 88% +1.5% 88% £1.5% B < . y s
Verify that the assay of a previously run The assay of the Previous= 4; ,
fermenter sample is within 3% of the fermentor sample =
previous assay. is within 3% of the | Results= %" DB
previous assay. b inl3y
Difference= 295’ y
I
Identification of fermenter sample (Tank/Age): H- {62 hn
Documentation: Atlas workbook name; foempsre ¥ 3
Reviewed By: Qa% Loy Date: 1o /1% /10
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Form Title: Performance Qualification FORM #: PQ-03
System/Equipment Name: Agilent 1260 System #1¢ Vatidation# PQ-LA-00-00
System/Equip. ID: ferment/& *3
Pump — G1312B, Ser. #DEAAE0000
Degasser — G1322A, Ser. #JP0000000
Autosampler — G1329B, Ser. #DEABE00000
Column heater — G1316A, Ser. #DEAAK00000
Detector - G1314C, Ser. #DEAAV0000
Verification Acceptgnce Actual Accept | 1/ Date
Criteria Y/N
Verify that the system baseline is stable and | Drifi is <0.5 mV. Drit= @YV 4o
free of excessive bascline noise. No peaks >0.5 mV. | Peaks = o s7~ ¥ = ahs(n
Verify that the system baseline is displaying | A value between -5 5 14 _
between -5 and +5 mV. ard +5 mV. mv="°* Y ‘TI"‘/“
Verify that the resolution between the The resohution is 9%
Factor A peak and the Factor D peak is preater than 3.0. ) 2. w ‘I//s“/,
greater than 3.0 ’
Verify that the peak tafling for Factor A and | Peak tailingisless | FacA= 1.4 y 38 ;
Factor D are both less than 1.8 than 1.8. FacD= 2 Uwtn
Verify that the system is capable of Fac A and Fac D Fac A RSD =<5 45
acceptable reproducibility. peaks have an RSD - 4 /;c’) 10
<1.5%. FacDRSD =7
Verify that the correlation coefficient for the | The comr coef is Corr coef =
standard curve is equal to or greater than equal to or greater 2.9983 -~ 9&‘9‘[«5/
0.9990 than 0.9990 "
Verify that the % Nominals for the Alllevelsof Fac A | FacA= q9.4
standards are acoeptable. and Fac D are ~ %5/t
100%s +5. FacD= %5.3
Verify that the of the Tox lotis equal | The result is P
to ssfgs 5% S | sswstsn ¢7.0 4 - (P ks
Verify that the assay of a previously run The assay of the Previous= _.
fermenter sample is within 3% of the fermentor sample is7 1 j 4
previous assay. is within 3% of the | Results= g 4 q/ s / o
previous assay.
Difference=

Identification of fermenter sample (Tank/Age): H - {604,
Documentation: Atlas workbook name: Fepon 2
Do by Date: /5 »

Reviewed By:




Form Title: Performance Qualification FORM #: PQ-03
System/Equipment Name: Agilent 1260 System #10 Validation# PQ-LA-00-00
System/Equip. ID: .- 3
Pump — G1312B, Ser. #DEAAE0000
Degasser — G1322A, Ser. #JP0000000
Autosampler — G1329B, Ser. #DEABEQC000
Column heater — G1316A, Ser. #DEAAK00000
Detector - G1314C, Ser. #DEAAV0000
Verificati Acceptance | pctual | ASPY | Init/Date
Shcanen Criteria Y/N
Verify that the system baseline is stable and | Drift is <0.5 mV. Drift= <,5n V¥ )
free of excessive hascline noise. No peaks >0.5 mV. | Peaks =7 2.5 ] Y 1/231 12
Verify that the system baseline is displaying | A value between -5 - S a5 )U/
between -5 and +5 mV. " | and +5 mv. | mv= <Y 4 Gl23le>
Verify that the resolution between the "Fhe resolution is
Factor A peak and the Factor D peak is greater than 3.0, 530 g fﬁq/;;(g
than 3.0
Verify that the peak tailing for Factor A and | Peak tailing is less | Fac A~ <, if 94 .
Factor D are both less than 1.8 than 1.8. FacD= <i¢ v 9 fos fon
Verify that the system is capable of Fac A and Fac D Fac ARSD = 3
acceptable reproducibility. peaks have an RSD <i£5% 7 V8 4 /2 /
<{.5%. Fac D RSD =~ ’ fv
Verify that the correlation coefficient for the | The corr coef is Corr coef =
standard curve is equal to or greater than equal to or greater > 0. 9999 y )dq/ﬂ/
0.99%0 than $.9990 L
Verify that the % Nominals for the All levelsof Fac A | Fac A = ;00 ;<
standards are acceptable. and Fac D are : 7 199 1/23 b
100%+5. FacD = 1'034¢ e
Verify that the assay of the Tox lot is equal | The assay resuit is .
to 88% £1.5% - smti._;:% B 897 L5 dy Yy 3853/
Verify that the assay of a previously run The assay of the Previous= 90.2°
fermenter sample is within 3% of the fermentor sampie i y
previous assay. is within 3% of the | Results= 9477 y D
previous assay. 123/
Difference= /.§»

Identification of fermenter sample (Tank/Age):

H= JuY by

Documentation: Atlas workbook name: L wicn #32
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Form Title: Performance Qualification FORM #: PQ-03
System/Equipment Name: Agilent 1260 System #10 Validation# PQ-LA-06-00
System/Equip. ID: Feanment< £3
Pump — G1312B, Ser. ¥DEAAE(QQ00
Degasser - G1322A, Ser. #JP0000000
Autosampler — G1329B, Ser. #DEABEG0000
Column heater — G1316A, Ser. #DEAAKQ00000
Detector — G1314C, Ser. #DEAAV0000
Verification Lceopiiiiee Actual | AP | mitDate
Criteria , Y/N
Verify that the system baseline is stable and | Drift is <0.5 mV. Drift = ¢.¢.v/ &
free of excessive baseline noise. No peaks >0.5 mV. | Peaks = 55 mv/ y VETEE
Verify that the system baseline is displaying | A value between -3 4+ 3 e
between -5 and +5 mV. and +5 mV. my= / JEI
Verify that the resolution between the The vesolution is )
Factor A peak and the Factor D peak is greater than 3.0. Z.¢ v 1[;.:/:.: £
| greater than 3.0
Verify that the peak tailing for Factor A and | Peak tailingisless | FacA= < /.% 4/
Factor D are both less than 1.8 than 1.8 FacD= < (% Y 33fo ve
Verify that the system is capable of Fac A and Fac D Fac A RSD =%
acceptable reproducibility. peaks have an RSD | sl
<1.5%. Fac DRSD = /%,
Verify that the correlation coefficient for the | The corr coefis Cotr coef =
standard curve is equal to or greater than equal to or greater 2194 1/ afanlss -
0.9990 than 0.9990
Verify that the % Nominals for the Alllevelsof FacA | FacA= /el %
standards are acceptable. and Fac D are . Y ‘1[4’"/” 4
100% 5. FacD= 9955
Verify that the assay of the Tox lot is equal | The assay result is “
0 88%LS% = 88% £1.5% 92.!% v afuln £
Verify that the assay of a previously run The assay of the Previous= 4, 4%
fennFnber sample is within 3% of the fermentor sample 9 /&, Lo #6
previous assay. i5 within 3% of the | Results= [99%
previous assay. )/
Difference=2.¢%

Identification of fermenter sample (Tank/Age): H ) St has
Documentation: Atlas workbook name: Ferm 43
Reviewed By: Dra, (] (7. Date: Jo [/ 5 / /o
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Form Title: Performance Qualification FORM #: PQ-03
System/Equipment Name: Agilent 1260 System #10 Validation# PQ-LA-00-00
System/Equip. ID:  TeRn 3
Pump — G1312B, Ser. #DEAAEO000
Degasser — G1322A, Ser. #JP0000000
Autosampler — G1329B, Ser. #DEABE00000
Column heater — G1316A, Ser. #DEAAK 00000
Detector — G1314C, Ser. #DEAAV0000
Verification Acceptance Actal | AP pivDate
Cniteria Y/N
Verify that the system baseline is stable and | Drift is <0.5 mV. Drift= < 0.3.9% 8 i/
free of excessive baseline noise. No peaks >0.5mV. | Peaks=v o5 ] Y pB iy,
Verify that the system baseline is displaying | A value between -5
between -5 apd +5 mV. and +5 mV. mV= 54 9uV Yy D3 s
Verify that the resolution between the ‘The resolution is
Factor A peak and the Factor D peak is preater than 3.0. S VO F Y- R
greater than 3.0 =
Verify that the peak aifing for Factor A and | Peak tilimg is less | Fac A = = /- 7 ~ >4
Factor D are both lcss than 1.8 than 1.8. FacD= / itz / ro/74h
Verify that the system is capable of Fac A and Fac D Fac A RSD =< 1. !
acceptable reproducibitity. peaks have an RSD y D5
<1.5% Fac D RSD = /. 9§% 10 f1/0
Verify that the correlation coefficient for the | The corr coef is Corr coef =2
standard curve is equal to or greater than equal to or greater 0 1173 }I D8 )
0.9990 than 0.9990 1317 g
Verify that the % Nominals for the Allievels of FacA | FacA= 9.2
standards are acceptable. and Fac D are 3 Y DA
100% +5. Facp= 455 15
Verify that the assay of the Tox lot is equal | The assay result is % 1
to 88% +1.5% 88% 11.5% A Yot
Verify that the assay of a previously run The assay of the Previous= g/ -7 A
fermenter sample is within 3% of the fermentor sample P /
previous assay. is within 3% of the | Results= #7.7 /2
Previous assay. . y
Difference=i-2/
identification of fermenter sample (Tank/Age): H /s des
Daocumentation: Atlas workbook name: Foum + 3
Reviewed By: D: Y [’ e Date: 78 //B/N
§57



