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4.1

Describir el modo de operacion y verificacion del Cromatografo Liquido Ultra
Performance (UPLC) con Detector de masa/masa.

ALCANCE

Se aplica al equipo marca Shimadzu, modelo Nexera X, LCMS 8060
El equipo cuenta con los siguientes modulos:

Maodulo de comunicacion CBM 20 A (Comunication bus module)
Unidad de degasificacion DGU-20A 3R( Degassing unit)
Autosampler Nexera X: SIL-30AC

Valvula de seleccion de canal de flujo de alta presion FCV-20 AH;
Horno de columna CTO-30A

Médulo de entrega de solvente (Bomba A) LC-30AD

Médulo de entrega de solvente (Bomba B) LC-30AD

Detector LCMS 8060

Generador de Nitrégeno Peak Scientific

CPU marca DELL

Monitor marca DELL

Programa cromatogréfico Lab Solutions versién 5.97.
Impresora Laser HP modelo M180nw.

RESPONSABILIDAD

El Departamento de Laboratorios Quimicos y la Unidad de Mantenimiento de Equipos de
Laboratorios son responsables del cumplimiento y aplicacién del presente instructivo.

ACTIVIDADES

. Encendido del Sistema LC

El modo de encendido se aplica antes de cada uso y se realiza como se detalla a
continuacion:

4.1.1. Encender todos los moédulos del equipo con la perilla “Power”.
4.1.2. Agregar a las botellas las fases méviles y liquidos de lavado.

4.1.3. Colocar la columna adecuada dentro del porta columnas de acuerdo a la
metodologia.

4.1.4. Abrir el programa Lab Solutions—p Instrument —» LC+MSMS —»  Abrir

Login

LabSolutions | ‘ =Y,

User/D: [T v

Password | ‘ Change Password >»

Cancel Help
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Evenil 2 Polaiy + Mods WRH

Homd | [Bfeonced] [ End Time 35,00 min

13 Acasacn LCTIRGRTO]. Putp  ColnOwn Conbioler AHESTO  AATGE

o endme: [0 |mn [I¥S Program | Edtvabe and MS Progom.

+) | | Productton Scon(4) | Precursor fon Scanf+) || NewsralLoas Sean(+] st | scan()

Maoes | oo Atterusatian... Logp Time.

= [Evortfi |-/ [Compound Nerme /s Time (0.000 mi - 35,000 sin)

+ | Dhuron 253,0008720000, 233

s

4.1.5. El purgado de las fases maviles realizar abriendo las perillas en las bombas Ay B vy

luego apretar purge o desde el programa Lab solutions en realtime analysis con el boton

i
autopurge

4.1.6. Luego del purgado manual se cierran las perillas y se aprieta pump.

4.1.7 Colocar en posicion 1 la valvula FCV-20AH; para las corridas y en posicién 0 para Waste.

4.2 Creacion de método de trabajo
4.2.1 Irarealtime analysis —yFile —» New Method file

4.2.2 Ajustar parametros para MS,Interface, Data adquisition , LC time Prog, Pump, Column
oven, Controller, Autosampler y Autopurge.
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L3 Resltime Analysis (LC. & Jom, Prueba Dwuron 0,05_001.Jcd] - x
[8[Eie] £t wiew Method Instument gequistion Dsta Jeols Window Help - & x
_ [ tewMemoarie CtrieN 1 = = < 48 1m - o =l
13 et aro 18| @04 [ [DElE| 2 o 5@ M) B =R
% Close Method File =P el
B sebtboarie Qs =0 |LcRoady MSReady ] | S
A4 Save Method File ... Brroni20-02-17 - zm ‘r:;ne Froga Do 0.05 L3 Raady
ave Method File As Jemplate. Dot Commeni - = = |
s2d Method Parameter.. M
M5 Runcig Tine: 26,00/ 3500 n Scant 5097 ke 200 =
o (x1,000.00) Max hiensky 1009 304 hem Value | Setting [ Unts.
2,0-4TTE( 00} Tie 1T heen 90 = [Briary grad| Bnary grad|
Select ProjectFolder, R Toto i 02000 02000 mLirin
) - 5 Ml E=a [E
b File Search, \
00 = % Pump A Prestus] 01 3
Select Acguisiton Printe oo [ 7 0 4 ) & i [0 [ o o o D e Fur 6 Peand 011 WFe
Fventl 1 Poluiy + bods MM Purp B Degen 5 kP
5 PrinSeus, 7 [ovenTerpers | 500 anjc
it ehod i . G (|| [ —"ss—ssle
3 Method Fie Bropertes.. E) [ ] ) ) 1o i o 1o i i il z [Ovedap Mods
Eveniih 2 Polarky + Mode: MAM
1 duron tebuconazole i
Pt - 114
3 duren tebucenszole E) @ B ® % L3 o E] ) £ = 3 ]
A Metodo 18 B fljo 8.4
s  Tntnanact Paramatn Ve Womol[Advaread] [_End Time 35 00 min T Downicad
M5 inleface Dstadcossiion CTmePeg. Pusp CobmnOven Contoler Auiosamcler  Aulcurge
@postve Omegste EndTme: (3900 |mn (I Program | Ede Vaive and S Program... £
MAM(3) || Product lon Sean() | |Precurser Jon Sean() || Meura Loss Sean() ) | [semn()
Do | cDem. | | Aot LT,
WS Valve
Turbo pump P
[Romy g ]
< >
Commert
e | Acg, Tme: [0 [ mn  Compound Name: | Tebucorazsie -1
CE__ [Q3Pm Bastv ~
70
£I5)

4.2.3 Método de Masa MS: ir a MRM (+),insertar el compuesto precursor junto a los productos
y energias de colision obtenidos en la optimizacion.

© Tstiumert Paramelers View Homal |[Advanged ] [ End Time 3500 min_| (7 4, Downiaad
? M5 | Interface  Data Acauisiton LCTime Prog, Pump | Colimn Oven Controler Autosampler AutoPurge
Quick Batch ~
@ Positive (O Negative End Time: | 35,000 | min [C1M5 Program | Edit valve and M5 Program. ..
wifM(+) || Product 1on scan(+) | [Precursor ton Scan(+) | | Neutral Loss Scan(+) SM(+) || sean(+)
T “diocas | cioGas.., Attenuation... LoopTime... |

Time (0.000 min - 35.000 min)

[+

Data Analysis

B

Optimization for
Method

< >

MRM | Acq, Time: [0 H i min  Compound Name: | Tebuconazole-1
Comment
Ch_[ Precursor m/z] Product m/z] Pause Time (meee)] Dwell Time (msec)]

Thi_[308,2000 70,0000 50 T00.0

Chz | 308,2000 70,1000 30 100,0

Ch3 3080000 125 0000 3,0 100,0

b

Event Time: [0,309 | sec Q1 Resolution: |Unit ~| | advanced Settings. .
Q3 Resolution: |Lnit ~
[ survey Event Survey Event Settings...

L s [T ] " 11 Data Acauis.. ] Reakime B
2l \message / ]| <

= = @

4.2.4 Interface: Indicar las cromatograficas del detector MSMS

78 Realtima Analysis (LC+ MSMS-Systam Administrator) - [Data Acquisition - Nusve metodo.lcm, Prusba Diuron 0,05_001.lcd]

JUl Eile Edit View Method Instrument Acquisition Dsts Tools Window Help

iv |09 B @ [l EO=ldEmE]] » oy 55 m HEs e ? leo@ - = (il ?
)
Feos 4 | [Lcready MSReady
Filename Data Comiment
Py [l Mueve metodo L ms ALl

Parametera 1 0alH1.000)

0,754
0,803
0,284
0,00

-0,25]

-a,80]

Quick Bateh 0,781

1710 172,0 178,06 174,0 1780 176,0 1770 178,06 175,06

B Instiument Parameters View Homal |[Advanced ] [ End Time: 3500 min__|

(1] s xm=rI:= Data Acqusition | L& Time Prog, | Pump | Column Gvan | Controller | Autosampler | AutoRurgs

Data Analysis

Interface: W1

Nebuikng Gas Flaws Ll Limin
Heating Gas Flow: [0 | timin
Bl interface Tamperatwe; 08 ]

Desolvation Temperature: | 355

DL Temperature: [0 ] <
—
Heat Block Temparature: [400 | <

Lmin

Drying Gas Flow: [10

4.2.5 Data Acquisition: Se agrega el tiempo que durara la corrida.
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P4 Realtime Analysis (LC+MSMS-System Administrator) - [Data Acquisition - Nuewvo metodo.lcm, Prueba Diuron 0,05_001.1cd]
Y1 File Edit View Mecthod Instrument Acquisition Data Jeols Window Help

E = < [ I i 0 S &9 @o L
> @ 4° == N N[ ] =] ] ? = LR Y P
==
Folder: i | | LCReady MS/Ready
C:\LabSolutions\Data\Senave \Diuron}2020-02-17 ~ Sample Mame : Prusba Diuron 0.05
Sample 1D :
Filename Data Cormrent :
] Muewvo metodo LC Ms ALL
1,p3¢1.000)
0,0
=1 T T T T T
177.0 78,0 179,0 180,0 181,0
<
B Instrumnent Paramsters ‘Fw Marmal End —
Ms Interface Data Acquisiion | C Time Prog. Pump  Column Oven
LC Time Program
LEC Stop Time: mir
apply to All acquisition time

4.2.6 Rampa LC Time Prog: Se elabora el gradiente cromatogréfico.

/% Realti hysis (L (D oo 0,08_001.led] - a *
{1 Ble £t Yiow Method Insument Acqusiion Duta Took Mindow Hep ol
3 0epwv|noE «d[Ha OEEE ? yHRdi b 2 |aE-+z 1l== ¢ [@kkEsEREERE
izl =F
Foder: 20| [LcReady MSReady | =
Cabsoluons DAt Senave \Pron\ 0290217 | | [Samgls Hema - Frusba Giwon 0.06 s Ready
Sancla 0 : E
Flename i Conert EREN
2 Nuevo metods [ T
| ol e niensty .0 upy
Tre Wen, " Rom Valus | Selting | Units_|
Plne A Fressuret-20 = e
PTG © Prostues
00 \
4
TR T BT TR TR T T T T T ™ TR TN T T T AT THM ™ T P £y
>
It P amters Ve omal | [Adeeal| [ EndTims S0imm ]
s Interface Data Acquition LC TmeProg.  fump  Cokumn Oven Controler  Autosampler  AuoPurge
cbukang Gos 38| 36|Len
Moxisensty: 0 % i c Gmfo| 00 To8[Len
! - Westrg Gaa P T00] 108[Umn
o0 1000 150.0 edace ESI
tadace Vol | kv
7] 1250 bietace Cure a1
Frsa [0 bmiace Terg| 200 703[C
1000 Deocivaion Te|  355] 385c
<o DL Temperatur 2/ s
Fsoo  [soo  frso Heat Bock Te -
Corversin T0(V
0o Detecior TRV
* z0 fase - Kacum | 2800 [
o PG Vaowm | 16e02
g CibGea | B[k
0 S Vaive
i o 3 [} [y [ ] o7 T8 s T Tusbo pusp Pl 4203
| Wodide T Commond Vo | Comment - Folay pump A | 4243 e
L] 2 [Pumgs. BCone. 0|
& 50 [Fumos B Conc )
[ Pumgs. B Conc. 50
00 [Fures B Conc =
1750 |Fumes B Conc 5
[ = B o =
[ 20 [Fumen BConc 15
ol
1 0.00
T 0w
iF 0.00
iE! ) - Losd ata
L] E Oraw curve
u ® [T 3F ] 4 Dot Acqus_[ i Reatme B

4.2.7 Bomba: Se escoge el flujo y la proporcion inicial de una de las fases moviles.

7Y Realtime Analysis (LC+MSMS-System Administrator) - [Data Acquisition - Nuevo metodo.lcm, Prueba Diurcn 0,05_001.cd]
£Ul File Edit View Method Instrument Acquisition Date Tools Window Help

L] S [ s | ol b | B | == @ % Al 2
é ORY | nesu| e | est | DL G| 2
Foider 48 | [LcReady MSReady
G:\Labsolutions |Bata'Senave Diuron|\2020-02-17 | | |gamele Name : Puicka Diuran 0,05
Sample ID:
F, Filename. Data Comment
4 ) Nuevo metodo lc M A
Instrumert
(1.000) pax intensty
% Time Tnlen
Pump A Pressur
Pump B Pressun
004
-1 ; ; T ; ;i ; ;i T ; G ;i ; ; ; T
82,0 1850 1840 1850 1860 87,0 1860 1890 190,0 1910 92,0 1950 1940 1950 m
< 3
O Instiument Parameters View Nomal | [Advanced] [ Eod Tine 3500
MS  Interface Data Acquisiton LCTimeProg. PumP | GolmnOven Controler Autosampler  AutoPurge
Guick Batch
Mode Binary gradient v
Configured Pumps
Compressbilty Setting
Total Flow: L fmin Pump A: LC-304D
Snapshot Pump B Conc.: % PUMpB:  LC-304D
e Pump
Pump D:
Data Analys "
Pressure Limits (Pump A, B)
Manimum;
Mirimum:
< >

4.2.6 Horno de columna : Se agrega la temperatura de columna.
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ator) - [Data Acquisition - Nueve

metedo.lerm, Prueba Diuron 0,05_001.lcd]

sition Data JTools Window Help
[ _j = L.
) o =i 2 Ex ?
[ | | LCReady MSReady
on\2020-02-17 - Sample Marme : Prueba Diuran 0,05
Sarmple 1D :
O ata Comment
LC ™Ms ALL
4 1,000y
0,0
-1, ; : ¢ : r : ; 1
188,0 187,.0 188,00 189,0 180,0 181,0 182,0 190
.
B Imstrument Parameters Wiew Mormal Advanced End Time - 36 00 min
MSs Interface Data Acquisition LC Time Prog. Pump Ceolumn Oven  Controller  Autosampler  AutoPurs
Model: CTO-30A
Column Oven
Oven Temperature: < Temperature Limit{(Maximum): c
Heat Compensation: AUTO e Heat Compensation Flowe: 00,2000 | mLjmin
Ready Check: | on Ready Check...
4.2.8 Auto sampler: Se ajustan parametros para la inyeccion
U8 Realtime Analysis (LC+MSMS-System A - [Data Acq n - NMuevo metode.lcm, Prueba Diuron 0,05_001.lcd]
Yl File Edit View Method [nstrument Acquisition Data Jools Window Help
= a [a
iy 1S B =@ ? ?
Folder: LCRoady MSReady
ciL > Ty 7 ~ Sample Name : Pruebs Diuron 0,05
Sample 1D
EI Filename Dats Comment :
i |E Nueve metodo Ms ALL
o]
-1 T T T T T T T T T T
189,0 120,0 1910 192,0 1930 1940 1950 195,0 1970 198,0
.
O Instrument Parameters Yiew Nommal | [ Advanced End Time 3500
Ms Interface Data Acquisiton LC Time Prog. Pump  Column Oven Controller Autosampler  autoPurge
Quick Batch
Model: SIL-30C Autosampler Rinse Type: |External || Refer Fiow Channels
- S e W Y puivitwi e
. Detect Radk Amsing volume: [500 ]t
g? Needle Stroke: Rinse Mode: Before and after aspiration
Data Analysis Control Vial Needle Stroks: Rinse Dip Time: [0 Jsec
. Sampling Speed; ullsec
= HAcooler Temperature:  [5|c Rinse Method: |Rinsa portenly -
tion fc Measuring Line
o for Piroe valma: [0 Ju Rinse Time
[ air Gap Volume: 0,1 |ul
. R
Rinse Port: Purging with Default RO
Comment:
Measuring Line: Purging with Default RO
4.2.9 Auto purge: Se seleccionan condiciones para purgado de las fases moviles
@3 Realtime Analysis (LC A - [Data - Musve metode.lcm, Prusba Diuren 0,05_001.led]
/% Eile Edit View Method Instrument Acquisiion Dats JTools Window Help
7 | B |- (g R | O=l=E=E| 7 oy 55 !
=) =l
Folder: SE LCReady MSReady
Crl e \Diuron\2020-02-17 ~ Sample Name : Frusba Diuron 0.05
[ Mueve metads e Ms AL
oe]
-1 T T
166,0 (Exy 188,0 188,0 2000 2010 2050 2050 2040
B Instrument Paramaters View MNarmal [ advanced | [ End Time 3500 min ]
¥ ms Interface  Data Acauisiion LC Time Prog. Pump  Column Oven  Contreler  Autosampler

Guick Batch

Purge Ordar Moblle Phase Name

12t Mobile Phase A

r el método ir a File

2rel: Mebile Phase B ~
rels None
ath Nane
Autosampler:
Measuring Line:  Default RO
Rinse Port: Default ko
< > [Clinit. Cone, Replacement:
Comment Warm up
wait time: o min
Total Flow: [0.0000] mi/min

[ Activate system after AutoPurge

Save Method file as Dar nombre

Au&mg,

Purge Time PurgIng PUMP

Pump Ai LC-30AD

mirn
[s | min Pump B: LE-304D
5.0 min
5.0 mirn

4.2.10
Para
guarda
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Activate system after AutoPurge

Vi
1, va
20k 0 2050 2070 2080 2080 210,0 21,0 21b0 /3,0 2140 21E0
<
B Instrument Parameters Wiew Mort ¥ Save Method File As { e
M5 Interface Data Acquision LCTimel Guardaren Senave Vl G ¥ B2 M~
Purge Order Mobile Phase Name Mombre Fecha de ml Crear nueva EEFPEtﬂ]
Lot T g 24D en sesamo 12/2/2020 08:49 ¢
d — = 2019-11-28 28/11,2019 10:35 4
2ne: Mobie Phase 8 L Banana 2019 30/10/2019 09:42 ¢
3rd: Mone Calificacion 12/2/2020 14:33 4
“th: Mone Clorpirifos T/2/2020 15:58 <
2] Autosampler: Diuron 17/2/2020 09:40 ¢ .
L5 ania 384113010 1028 ¢
Measuring Line:  Default| < >
Rinse Port: Default| MNombre: Nueve metodo - | [ Guardar |
Tipo: LC Method File ("lem) ~ Cancelar
[J1nit. Conc.-Replacement: 5 min
Warm up
it tmes [0 ] mn
Total Flow: 10,0000 mL/min

4.2.10.1 Una vez creado el método ir en la carpeta indicada y descargar en el proyecto del dia.

4.2.10.2 Para establecer los parametros ir a Method —» Data Processing Parameters (MS)
comprobar si coincide los eventos en el orden que estan en el método, establecer productos
(m/z), TRy las concentraciones de estandares.

[/ Realtime Analysis (LC-MSMS-System Administrator) - [Data Acquisition - Metodo 19 PA flujo 0,
£4k File Edit View

ethod | Instrument Acquisition Data Tools Window

|L(:1Ready MSReady

Sample Name : Standard 0,0025

nstrument Parameters

B

Instrument
Parameters

Data Processing Parameters(MS)... |

MS Data View Parameters...

QA/QC Parameters(MS)...

Systemn Suitability Settings...

Optimization for Methad...

Optimization Result...

Add MRM event...

Update MRM event time by compound table..
Update compound table m/z by MRM event...
Update display sequence by compound table...
Export Compound Table.

Impert Compound Table...

-] Data Processing Parameters X
Integration Identification Quantitative Compound  Group Performance Spectrum Library (MSn)library Custom QC Check
3 Name Event|ISTD m/z Ret. Ti | Conc.(1)| Conc.(2) | Conc.(3)|Conc.(4)) Conc.(5 [~
Carbend M=) [153.0000>161.2500 ] I X X
Azanystrobin M=) |404.0300>371.9600
Carbofuran M=) 221.8400>164.9000
Carbosufian M=) 381.0000>118.0000
Todicarb M=) |355,1000>87.4000
6 Halowfop metl M=) |376,0000>316,0000
7 Imidacloprid M=) 256, 15005209, 1500
B M=) 369.3000>149,7000
M=) 308.2000>70,0000
Clethodim M) 360.2000>164.2000
Metoml M) 163.1000>106.0000
Help Acetamiprid () 223,1000>126,0000 I
Carbon (=) 235,8500>143,0500 X
Carbarl (=) 202,2000>145,1000 I
5:MRN (=) 886.4000>158,2000 02
SE] Novaluron G:MRM (=) 493.0000>158.1000 02
a Tiram 7MRM(:) 241.0000>120.0000 02
- B M) 342.1000>159.1000 02 P
5 Picoxystrobin () 368,1000>205,2500 02
E Fipronil &) 435,0000>330,0000 02
o il Tiametoxan M) 252,0000>211,1500 X 02 T i
22 1:MRMi=] 1/TIC 0.0 002 [
10
07
< >
05
0,0 Time (0.000 min - 18.000 min) -
5
0.2

Time (0.000 min — 18.000 min) ~
> E
6
3
5
il ~
MRM ~| Acqg. Time: [0 |— | 18 min Compound Mame: | Carbendazim
Ch_| Precursor m/z| Product m/z| Pause Time Dwell Time Q1 Pre Bias(V)| CE Q3 Pre Bias(V ~
Ch1 193.0000 161.2500 3.0 100.0 2.0 9.0 16.0
Ch2 __[193.0000 135.2000 3.0 100.0 0.0 3.0 2.0
Ch3 _ [193,0000 59,0000 3.0 100.0 8.0 3.0 2a.0 -

" 1 Data Acauisi |§ Realtime B |

4.3 Crear proyecto: Open method file

— OPEN —nueva carpeta

—-Abrir
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Acquisition

Folder:

X

C:'\LabSeolutions\Data\Senave \Diuron\2020-02-17

LCReady MSReady

Py Sample Mame : Prueba Diuron 0,05
sl
V3 Open Method File >
Instrument e ]
Parameters toscse | Senave -~ | (<] ¥ = -
i Mombre Fecha de modificacién Tip ™
. 2,40 en sesamo 124272020 08:49 Ce
REEEDETTED 2018-11-28 28/11/2019 10:35 C:
- Banana 2019 30/10/2079 09:43 Ci
Calificacion 127272020 14:33 Ci e ——
Escritorio Clorpirifos T/2/2020 15:58 Ce 229,0 230,
— Diuron 174272020 0940 Ce
™ H2O 2019 28/11/2019 10:35 Ce
Mormal D
Biblictecas haloxyhop 114272020 15:48 Ce
Metodo BAMAMNA 29/10/2019 10:15 Ce in  LC Time Prog. F
! Metodo Mix Sesamo 24/10/2079 15:08 Ce
Em o Metodos 16/9/2019 10:35 C: f“a’"e
. Optimizacién 134272020 10:03 Ce
@ Pesticidas 2019 17/2/2020 08:53 C:v
Snapshot ée . < > f
r? MNombre: ~ | I Abrir I [
Data Eah,'sis Tipo: LT Method File (*lem) ~ Cancelar I
Measuring Line: Default RO
-
ES Rinse Port: Default RO
>n - Muewo metodo.lcm, Prueba Diuron 0,05_001.1cd]
findow Help
=N 7 jey %9 R o s d ? T W ?
=l =<l
e | LCReady MSReady
-~ Sample Mame : Prusba Diuon 0,05
Sample 1D
Data Comment ©
Lo Ms ALl
1.00¢1.000)
0.0
- 2350 236,0 237,0 238,0 =z35,0 20,0 221,0 2420 2250
= Tron U3 Open Method File >
= Buscar en: Pesticidas 2019 ~] & F &= E-

4.3.1 Descragar método: Seleccionar el método

>

1st| Acceso rapido
- B
=rd]

Escritoric

Biblictecas

L

Este equipo

sy (
Red

Nombre [

Tipe:

Mombre

2020-02-12
2020-01-28
2019-10-24
2020-01-14
2020-01-15
2019-08-29
2019-10-03
2019-09-27
2019-09-26
2019-09-24
2019-09-17
2019-09-16
2019-09-12orucha

»

Fecha de modificacién
13/2/2020 06:48
29/1,2020 15:02
29/1,/2020 15:02
29/1/2020 14:30
15/1/2020 11:28
14/1/2020 08:20
9/10/2010 02:03
4/10/2019 12:22
1/10/2019 11:50
24/9,2019 09:11
24/9/2010 08:54
17,9/2019 13:21
16/8/2010 15:43
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LC Method File {*lem)

Total Flow:

0,0000] mL/min

Activate system after AutoPurge

— Download— Pump On/Off para
estabilizacion del LC, se considera estable si se observa un comportamiento lineal en las
presiones de la bomba A y B transcurrido aproximadamente 15 minutos.
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Wizard — Batch Table Wizard
File Name _ Abrir—, Finalizar.
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— New en Batch Table
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=P DRY NEBU HEAT

DL HEAT L{=]

utionshData’Senave \Diuron\2020-02-17

Vial# | Tray Sample Name | _Sample ID_| Sample Type | Analysis Type | Method File |
Metandl limpicza [0:Unknown [MIT MQT [etodo 19 PAfluje 0.40em |
St 1 1 1 1 1
Sty Batch Table Wizard >
St
St
St Batch Table: (@) New () Append
o St Method File: [ €s\absoltions Dataisenave Pesticidas 2019\ | ﬁ
1 1 St
M Injection Volume: 5 uL
. i |
Pg M5 Data Processing: O qualitative Quantitative
Select standard location in the sequence. Fi
Number of Sample Groups: | 1 = =
7 1 21 Fil
™M () Unknawn Only E E E Eﬁ Fi
N =
P Fi
% () standard Only E E E E E =
= (@ Standard & Unknown E E E EE Fi
File
3 1 N Fil
Pd () Bracket Calibration File
Pq File
Bracketing: Overlap =
g Use the same vial(s) in Bracket
E QA/QC Samples
[]insert QA/QC Samples
< Atras Cancelar Ayuda
a\Senave\Diuron’ 20200217
ray ‘Sample Name | Sample ID_| Sample Type | Analysis Type | Method File | Data File Level#t Inj_ Vol
etanol | I [0-Unknown I QT ['todo 15 PA fijo O.80cm | Auto Filename,
— : =l e e e : e
B Nizard - Save Batch File > Puto Filename,
Auto Filename:
Auto Filename;
Batch File Auto Filename)
save Batch File Auto Filename
Auto Filename,
Batch File Name: | =]
R p—
| (Auto Filename)
73 Select Batch File x
Buscaren: [ | | Nueva campeta v @ & = @ F—
aE ~ B
THC l Nombre Fecha de modificacién  Tipo [
|PQ Ningun elemento coincide con el criterio de busqueda.
[20 Acceso rapido
|20 E
20
it [l —
NC Escritorio
PQ
PQ =
|21 — E
| Bibliotecas
Este equipo
L A :
Red
Nombre: 202002171 ~] [ Ao
Tipe: LC Batch File (“lcb) - Cancelar
< Atrds Finalizar Cancelar Ayuda

4.5 Shutdown
Realtime Analysis

74 Realtime Analysis (LC+MSMS-System Administrator) - [Realtime Batch - 2020-02-17.Icb]
/% File Edit View [Instrument| Batch Tools Window Help
_] Y= System Configuration...

o w1

Audit Trail Log...

~

= System Check...

Startup...

<z <
DRY NEBU HEAT

—» Instrument — Shutdown —p Aceptar.

= e
DL r@ G

X

=2 ?

==l

ol Shutdown... ]

Main
Acquisition

C:\LabSolutions\Data\Senave \Diuron\2020-02-17

4.6 Lab Solutions Insight
Lab Solutions Insight LCMS

[ LabSolutions Insight min
LabSol I ght (Ad

Shortcuts
File

- Con

Open

Open Results

Se selecciona la carpeta de secuencia deseada

— File — Open Results

—» All files —-abrir.
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@ Este equipo
& Descerges
Documentos
o scrorio
& Imagenes
D Misica
B Objetos 30
B Videos
- 05(C)

A )
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Nembre

>

<] [ Files Ciprocmict deme*iee ~|

Results File

153 LabSolution Insight (Adrmin) - (2020-01-T4icb - Pesticides SENAVE- MIX-11-crigine! - modicadolcr)

Shortcuts * Compound List
| Flags | Flag ID Name Status
v
Emamecting 813 Pending
imidaclopnd Pending
Pending
Clethedim (somercs) | ® Pending
Methoxfenonde Pending
Tebuconazole
Haloxyfop Metil
Novaluron
Metomil
Carboxin
Fipeonil

* Compound Details - Nivel 5-005_001 - Carbaryl

Bsckgound f\  Pesk f|  SmoothingLevel [Other

Frpe

1STD Group

Torget
Target
Torget
Target
Target
Target
Target
Target
Target
Target
Target

-
- 8 x
- Sample Results - Carbaryl
iz ar Data Filename Sample Name Status __[Sample .. |CalP...| Level| Found RT| _Conc. (ng/... Std. Con Al A
=] v v vy @2 v v v v v
| @1 Nl coas o0t Nevel 1.00025 Pending | Standard | (4 1 e o589 o] 12470
| 42 | Nwei2 0005 002 N Pending |Standard | (2 2| s 12| 1as00]  3niexs
| B3| Newer3 001,003 Pending |Standard 2 9341 2500 78929
| B¢ [nweraon Pending | Standard |2 9,167 50000| 1455081
| Bs [N Pending |Unknown 9,109
| =7 Pending | Unknown 90m 104107
z | @ Pending | Unknown 9,106 12
163,10>106.00 203 =R Pending | Unknown 9736 287
- 235,855 14305 3900 D Pending | Unknown - 90m 1855
- 435,00>330,00 10359 | @n Pending | Unknown
| 2 Pending | Unknown 508t 5149
| @n Pending | Unknown
| 2 Pending | Unknown 928 208
| = Pending | Unknown 9% 3991
i = Pending | Unknown - -
=R Pending | Unknown 9,066 2620
i = Pending | Unknown -~ =
G Pending | Unknown 27
= Pending | Unknown 243
i 2 Pending | Unknown 115 1956 |
i 9 Pending | Unknown
| =2 Pending | Unknown 5,09 1886 v
>«

4.6.1 Para integrar un pico, click derecho sobre el cromatograma, luego manual peak integrate,
link point y se desliza el cursor desde el inicio al termino del pico sin soltar.

LEJ m
~ Compound Details - Nivel 5-005_001 - Carbaryl

Save

Background /|

Q 202207 145.10 {+

Peak  /\

Smeothing Level | Other

A=3119878
==

100,00
1 Copy
/I\ ] Paste 3
l ] h ID Peak
Export *7 All Peaks
J Update s
) Select Quant lon 3
0 4
Manual Identification
Close
Delete All Peaks
View 1 [y r— v
Edit
Review 2001

Properties..

2455

Link Paint

Herizontal

New Baseline

4.6.2 Para guardar una secuencia ir a File y seleccionar la opcién Save.

4.6.3 Impresion
Report —» Sample Report

— Print Summary Report. —Print
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LabSelutions Insight (Admin) - (2020-01-14.Icb - Pesi

chorteute ¥ 13 |esvo_uur
:_“= [ 16 |2397 008
Edit [ 17 |2433_009
Review
Report = 2 Report Options ped
=
- = Data selection method:
Reports 7121277 Eﬁ Sample: Compound:
Sample Highlighted [A Highlighted
Sampl
Comparison Report mee Checked [ Checked

Flagged Report
Calibration Report

Integration Report

Acq Report

Audit Trail Report '——>

Chromatogram Report

Method Report Fault

Sample Report Curve We|ghtmg- Defaul

- e Zem Defoult (Not
~ Compound Details - Ni 2,600e6

Frinted at 18/2/2020 14:14:11

4.7 Optimizacién de principios activos
Quitar la columna cromatografica

Open en Realtime analysis _ seleccionar la carpeta Optimizacion con el método deseado
descargar.__,

7Y Reattime Analysis (LC+MSMS-System Administater) - [Data Acquisition - Meteclo 19 PA lujo 04 lcm, Standard /0025 0301cd]
{1 Fle Edt View Method [nstument Acquison Dsts Tools Window Help

200Pw! D@B &g Il\\ YHiE ek gg«s i0os 7 [EEEE

JJ
Ready

Ready
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74 Open Method File x
4 Buscar en: | | | Optimizacién v @ ¥ e m-
s ~ Bt
84,0 * Nombre Fecha de modificacion Tipo 585,
i . 20180912 16/8/2018 10:35 Carps
Acceso rapido 20190827 16/8/2018 10:36 Carpe
optimizacion de energia 16/8/2018 10:36 Carps
= - 20190927 27/8/2018 08:17 Carpe
L Escritorio 20190924 9/10/2019 16:04 Carpe
— 20191018 18/10/2019 14:04 Carps
] = 20200213 13/2/2020 10:29 Carpe
Biblictecas ] Pesticides_SENAVE- optimizacion 12/8/2018 12:19 Shim
4
il = \
Bl Este equipo
—| @ »
_B Red
__ = Nombre: | il | I Abrir |
i Tipo: LC Methed File {*lem) ~ Cancelar
[+ [Cietodm 360.2000>16¢.2000. | [ v

. Time: | 0 -l min

Comnonnd Name: [ Carhandazim 1

S
3

Acquisition —»Optimization for method
search —siguiente

Folder:

— Optimize MRM event from precursor ion

=

C:YabsSclutionsYData\Senaw

Filenarme
=] Muewve metedo
Ex| diuron tebuconazole

Purpose:

(@) Optimize MRM event from precursor ion search
() Optimize MRM event from production search

(O Optimize voltage

1. Optimize MRM svent from precursor 2 Optimize MRM event from produet. 3. Optimize volkage
fon search i

d—

Search for precursoron miz

= I -

Se coloca el
volumen de inyeccion.

|

_ for product ion

L

peso molecular, el tiempo de busqueda de 0 a 0,8 minutos, el nimero del vial y el

=N Eamcdard L5
Il Condition Settings for Optimize Method =
Con
Method File: Pesticides_SENAVE- optimiz M Loop Time 1,80 sec
154 Search Precursor ion Predicted end time 9,60 min I
diust Precursor m/z
0.5 Precursor Ton Search Parameters
1 Optimize Voltage Advanced Setting...
Min Intensity 20000
0,04 Auto select product m/z | Auto Selection Conditian...
Adjust Product mfz (@) Select the Precursor m/z from All Candidate
0,5] () Select the Precursor mjz from Maximum Intensity
1.04 AdductTon.— Positive : +H Negative : -H E
Charge : 1-1
Set same time...
i # Ce Name Molecular weight /- i Sample ID | Vial# | Tray | Inj Vol.| ~
T Plaguicida 100.0000 =/~ [0.000 0,800 il il 1.0
DI
M|
lcig
pe
o | -
RM
RM | Output Folder: | C:\Labsolutions'Pata\senave\Optimizacdn), ‘
RM '\
% O Apply to method file
AN (O Save new method fle
% C:\LabSolutions\Data\Senave\Diuron\2020-02-17\Pestiddes_SENAVE- optimizacion_20200218
RM (@) Create new method files by every event
a s Labsolutionsi: \optimizacion de energial | <
Ch | Option.. [ shutdown after optimization
i
2
3
T < Atrds Cancelar Ayuda
w2 Amcuviei |78 Reaftime A |

Optimizacion en Output folder

—» Create new method file by every event
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4.8 Verificacion del Sistema UPLC

4.8.1. Las operaciones de verificacion del estado del equipo se realizan mediante la
inyeccion de un material de referencia certificado con columna especifica e identificada
para tal efecto. Con lo cual se verifica la eficacia, la precision (repetibilidad y
reproducibilidad de las areas) y exactitud del equipo.

4.9 Calibracion

4.9.1. Este equipo se verifica anualmente si requiere calibracion, no estd incluido dentro del
Plan de Calibracion.

4.9.2. Las comprobaciones para asegurar gue responde a las especificaciones exigidas se
realizan a través de las verificaciones, que se detallan en el punto anterior.

4.9.3 se realiza una calificacién del equipo cada 5 afios

4.10 Mantenimiento

La empresa representante de la marca es responsable del mantenimiento de los equipos, con el
acompafnamiento del UMEL de realizar el mantenimiento. La frecuencia de mantenimiento se
establece en preventivo y correctivo de acuerdo a la necesidad, los registros se encuentran
adjuntos a la ficha del equipo.

5. CONTROL DE CAMBIOS

Item Pagina Cambios

6. DOCUMENTOS

) Tiempo de
Nombre del cédiao Area de | Responsable | retencidon Disposicion
Documento 9 archivo por Final
dependencia
Planilla de Uso Sala de
del upPLC | FOR-LRPM-163 | archivos Técnicos 5 afios Eliminacién
MS/MS
Esquema de Sala de
Inyeccién en el | FOR-LRPM-155 | 3rchivos Técnicos 5 afios Eliminacion
UPLC MS/MS
Sala de

Plan de | FOR-DL-004 : o L,
manteniendo archivos UMEL 5 afios Eliminacion

- Sala de
Ficha de | FOR-DL-006 : o L,
equIpos archivos UMEL 5 afios Eliminacion

Sala de
Protocolo  de | FOR-LRPM-156 archivos Técnicos 5 afios Eliminacién
trabajo I E——
7. ANEXOS

NO APLICA




