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oK Cancel

21 2D Channels ® A /)

Analog Out, Events @ & Z A3V FEH A,

(4) AD#&T#H OK 284, (p8 X 11 IRV £9)

14



Inlet, Auto sampler, Detector (Z 4B HIH A A )14, 1E L 7= Inlet Method #% [File]-[Save

asl kW 7 —Z 2 RFL T ZEW (M 22),

KZDT77AMIALCLTICTICELTEBWTLS TSN,

¥ MassLynx - souken - souken3.5PL [l

File Wew Run Help

~=lolx|

B2

SR H S| D 00| D s 5 e [ st |

B MS Status

=

o

=

= @® operate @
0.00

o

5}

% LC Status

=

2 ® ox ™ Ready

o

=

5

: & 0

w

= Tirne Pressure

0.00 min S psi

£e

Flow
0.000 ml/min

&

70.0 % 30.0 %

Queue Is Empty

Fint,
Frink Freview
Prink Setup. .

Ctrkp
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Save az |

[5) Shared Documents
() My Documents
&) My Metwark Places
S

E0min.wpda
E0min . wvhp
let w2200
let . wpda
let . wvhp

)

—

Il = &k &
E0rmin. w2200 . Defal

2]

Defal
Defal
E5CI
EsCI
ESCI

i
Cancel |
&

23 (RIFICOMER

15



3 MS Method OFFUH L
(ODMassLynx @ Status " & Oz L (X 24), A£uiiZdH 25 MS Method@% 7V 27 35,

T _ o] =]
T — rd
s -‘ M Ea d ‘:—Tﬁ | B L] Od | ! shorteut 55 Queus ‘@Status |
Queue Is Empty

= MS Status Spectrum Chromatogram Map Edit~ Samples«
£ | | File Mame | File Text MS File Inlet File Eottle Inject Volume A
H 1] 0.000
2 G@rate @
i ’ 0.00
B
B LC Status
=
2 ® ok @ Ready
@
=
S
: 6 9
o
= Time Pressure

0,00 min 0 psi

24 MS Method [ifi O i)

@ [Filel»>%» UPLConly ® 7 7 A /L ZF-ONHT (X 25),
72k, ZZ T 5 MS Method 7 7 1 /M(UPLConly)lZ, HiyD 7y =/ baT 7 %
v R BIERN T BRI, BEIICIER SV E T,

@Total Run Time (Z UPLC & [A] UMl 2 A3+ %, (0.00 3 THREH Y FEALN, UT
NEA LTI~ NI TARRONEEA, 7T—FIFRNET,)

@[File]—[Save] 15#fF (FRIZZLEZ 57140 T, EEXTHEH Y EHA),

w Expotiment Setup - o project’,matsufuji.prot acqudbiuplconly.exp
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(2) File Text : ®AHE (HIRIFHCHZ L2 £97,)

(3) MSFile: #7127V w7 L, UPLConly 7 7 A /v &MU L £7°,

(4) InletFile: #7127 V> 27 L, fELTET7 7 A NVEFOH LET,

(5) Bottle : AN MAALEAZBRIRLE T, (A T /THEHO LD ZMEH LTI EE0,)

(6) Injection Volume (ZIFFABDOEAREZ AT LTS ZS VY,

¥ MassLynx — DEFAULT - Default.spl
Ele Ve Fun Help <7

DB H S > U E e B ome | G|
Queue Is Empty

= LC Status Spectrum  Chromatogram Map Edit+  Samples
£ File Name ‘ File Text ‘ WS File | Inlet File ‘ Botle |\mel:l 1 PN
] i’iﬁ e
§ ® ok @ Ready DEFAuum Default file DEFAULT DEFAULT 000’
b
: Q

Time Pressure

0.00 rmir 0psi

Flon
0,000 ml/min

&

100.0 % 0.0%

v

Ready e oo Only Error Shutdown Ensbled %]

31 Yo TFINNYRARNDAS

@Bottle fil~D A x
Bottle ® & Z 5T, E7 Uy 7L, | 2 Plate Bed ’FHE"E”

[Auto Sampler Bed Layout] 8R4 5 &,
32 BHNET,

AMSI-48vial2mLHolder

32 AutoSampler Bed Layout D

20



BEZBW=7L—F (1or2) &ZDNEL
77 LET,

FL— b lLICBWESREIT
o7 1L—k1 %, JL—FHk1
FL— k228 ESRAIT
TL—hr2%7 Vv IT 5,

JL—t2
TL—h20OAD1IT
R BV EIE
A1 z=27 V795 vl
(I KEE L ET), HREME

ZDT77ANDET, HF7Uv T L,
[Replace] # {9~ &, Bottle (Z7kk}
ALEDFLHEH SN D,

x
| 2 Plate Bed ‘

el 1451-48YialZmL Halder

— ANSI-48vialZmlHolder

33 Auto Sampler Bed Layout [

) 2:A1 X°, 1:F2 7¢&

BHAROFE 2@kt o9 5 & 1%, [Samples]—[Add]ZEIRL (K 34), BN L7ZWH

Y INHEEAT L, OK &7,

Queue Is Empty

Spectrum Chromatogram Map Edit= Samples-

File Mame | File Text | M5 File Add
1 EFAULTO IDafauIt file: DEFAULT Insert
Delete

Fill

Clear
|7 Calumn
Format
Mumber of Sample= Sort
i = Mumber of Samples...
-

Mumber of Injections...

AutoSampler Bed Layout...

34 Samples A==

Spectrum  Chromatogram Map Edit  Samples~

YT N) AR
VEEHE AT D,

35
21

File Mame File Text M5 File | Irlet File | Eottle | Inject Yaolume | Co
1 |DEFAULTON  Defaulkfiell  DEFAULT DEFALILT 1:, 1 10.000
Z |DEFAULTOZ | Defaulfiedl  DEFALLT DEFAULT 1:, 2 10.000
3 |DEFAULTOS | Defaulfiell  DEFAULT DEF&ULT 1o, 3 10.000
4 |DEFAULTO4 | Defaulfiell  DEFAULT DEF&ULT 1:4, 4 10.000
5 |DEFAULTOS | Defaul fiell  DEFALLT DEF&ULT 14,5 10.000
6 |DEFAULTOE  Defaulfiell  DEFALLT DEF&ULT 1:4, 6 10.000

PN Y A

- v v r -

slurng

10.00



@YY X NMCMLEREA A L6, [Filel—[Save As] X v ##17 (X 36).

| 1ol
: ﬁMassLynx - souken - souken3.SPL =10 ll
ol File  Wiew PRun  Help |

[ Open Project... zfﬁ | P | (¢! Shorkeut 5_—% Queus gstatus |

I+ Project Wizard...
Queue Is Empty

i O Data File. .. .
FEDEEEIALD Spectrum  Chromatogram Map  Edit=  Samples~

10 Hew Chrl+n File Name | File Text | MS File | Inlet File Battle Inject Yolume Contral &
[ open... ChElO 1 est-080214-2 |test] soukend zouken 2F8 5.000
n Save Chrl+5 i
Save As... a0

Sample List Properties, ..

Import Worksheet..,

Impork Data. .. eady
& Prirt... Chrl+P
Prink Setup... a
Exit ssure
Li
Flow
0.000 ml/min
70.0 % 30.0 %

Create a new sample list

36 P T A kDORAE

X 7oy PATRICY TNV A MARSHD E, EEEINET,
X FEl, YTV A MR ER S TWTY, File Name BE ULYE, 7—208 E#HE I
ES5 I

22



6 D HTEAA
(1) E&icdH s

~—7

HEE ORI A, oLz n»
BTN EEIR (TR L NR)

(X 57)
U T BHE, SR IND,

ﬁMassLynx - Matsufuji - untitled

File Yiew Run Help

77\
g v| j % H |;‘| > )_[ JJ | gl Shorteut %;Queue fgstatus ‘
N

Queue Is Emy
T MS Status Spectrum Chromatogram Map  Edit-
£ FieName [ FieTes | M5Fie
L}
= 1 ]
g :‘ Cperate @
0.00
=
=]
% LC Status
=
1] - -
= ™ ok @ Ready
[
c
]
: 6 9
[0} )
= Time Pressure
0.00 min 5932 psi
Flow
0,200 ml/min
[/’ 70.0 % 30.0 %

~—2%7 Vv 735 (K 57),

Help

L H &

38 AT DBAED

ui | Shorteut _;1 Queue @Status

Status

G Ready

Q

Pressure
0 psi

“e

L

(2) Start Sample List Run
18 1] D [Acquire Sample Datal
\ZF =y ~—20 & AN,

OK % 4,

File Name > 71
U A MZIE T4 RIS
boHLEX, EEXTS
MEIMD A vE—TN
HTEET,

Queue Is Empty

Spectrum Chromatogram Map  Editw
File Text

Samples

File M ame Inlet File Control

At filer

At file:

Default file DEFAULT DEFAULT

Default file  DEFALILT DEFALILT 14,7
38 T DOBHEA
Start Sample List Run
@ Cmasslynx¥DEFALLT.PRO
Pre-Fun Samples
W Acquire Sample Data From 1] To 5
[CAuto Process Samples
[JAuto Cluantify Samples .
Schedul
[]Pozt-Run Creting
[ Priarity

[ Might Time Process

Cancel

Uszer Processes..

Lok ]|

39 Start Sample List Run &

23




O3 D EE

SAriclQuevel 22 U v 7 9% L (1M 40), S AAMB STV LR T 5 Z LN TEET,

il Wiew Bun  Help \
Z - DB H 2 b 00 | & shre Queue

Queue Is Empty

fﬁ Status

Spectrum Chromatogram Map Edit Samples

| Queue
File Name | File Text | M5 File | Inlet File Battle Irject Valume | C
L 1 |DEFAULTOT  Default fle DEFAULT DEFAULT 1:8,1 10.000
. 2 |DEFAULTOZ  Default fie DEFALLT DEFALLT 18,2 10.000
3 |DEFAULTO3  Default fle DEFAULT DEFAULT 14,3 10.000
4 |DEFAULTO4  Default fle DEFAULT DEFAULT 1:4 10.000
5 DEFAULTOS  Default file DEFAULT DEFALLT 10.000
6 |DEFAULTOE  Default fie DEFALLT DEFALLT 186 10.000
BESH RO 7 DEFAULTO?  Default fls DEFAULT DEFAULT 14,7 10.000
TN A NARB
ET,

40 YT NNF o —OfER

[Chromatogram] % y U \y 7 j_ 5 (1: , ﬁMasslynH—Matsufu]'i—untitled

File “iew FRun Help

U 7}1/? /r A @5:“,__ & 27)§:E.:_ g — g - j % H | j | |> F DD | @ Shorkcut __;1 Queus gstatus |
) - Is Em)
T % i ‘gA ( 41) o MS Status S@romam‘gram M3 Edit =

M5 File
G Cperate @

1

Inlet Method

Ghromatogram — [Pest03] i ‘:HE‘E‘

ED Eile Edit Display Process Window Inols Help
B A @BRLE|LAL @ABRS | Qa e »@
Pesticide Mix

Pestd3 2 Dinde Array
3.24 Range: 7.57

NEES

AU
h

T T T T T Time

500 1000 1500

41 VTNE A hFE=H—

24



[Chromatograml% 7 UV v 7 L7z, UV 27~ 77 ARHT, TICHAHL EEnHV £
T, =0 L &%, [Displayl—~[TIC...]1% 2~V » 2~ L, TIC Chromatogram % L T 72& W
(I 42),

- EIRFIR
RERtT A =2
TA
™ Chromatogram - [Rose_test_0 =[]
El File Edit | Display Process tindow Tooks Help =121 x]
= B et @A ac,»u‘ | e e
s
TIC Chromatogram T, mgim_te \ 4 1NGeb2pl5 15:00:51
Remave...
[DlOde Array] fzﬁgj:ﬁ LTOK #% Rose_test_| v ReaTine Update 2: Dinde Array
ChraToal.., Range: 2.696e+2

DDATool...

9L (¥ 42), UVZua~ b7 T L0 Now
Hhxd, il

2 0  PeakAnnotation...

Customize Taolbar. ..

v Toolar

fi}s, Add trace |Z~— 27 23O\ T wp sty

Move To Lask

Mave Ta First

OK 445, 2BchoCoTREF, | e I

File: Rose_test (1
5.0e+1

Function:

Cancel

1

2 Diods Anay [210:400]

Eile...

i« Add trace [ BEI Chromatogram

" Beplace trace

7 Mew window

42  TIC Chromatogram [

B 7 A a0 TUTAEA DL AT, KT v T TR, ©IRFERTA 2 TRIZED
F9,
F-UV2u~ b0 —=20OET, F7 Vv 7T BEWMNART AR ELNET,

ML, TARTOFIE] 22 LT ZS W,

25



M LC/MS (2 ILMS) ELTHIALEWES

UTOFIETITVET,
1.3 AT LA DfEH)
2.Inlet Method D {ER%
3.MS TUNE DR L
4.MS Method D1ERK
5MS ~D 7 A DY)z
6.7 U A N DOIERL
7.5 0T B AR

1 R&%EFIE
DO 2T LDiEH)

@1Inlet Method D1ERL
UPLC OADRHDIEZ ZEIZ L TL T7ZE0),

3®MS TUNE O L
¥ MS AAED LOAD 7R¥ U BN EalZ ST LTV A Dy, a2 — 2 WABEIH CIENL TR0 E
)R L TS EE, a—NRBEMH TRV TV D & X2 Operate 75 &, MS 23

(1) MassLynx @ Status "% > OZM L (X 43), L¥miZdH D MS Tune@% 7V v 795,

¥4 MassLyn: - initial - untitled - =10/ %]

Fo wen mn o =)
202 H (S| > L 0| st 0w (65 st |
Queue Is Empty
E MS Status Spectrum Chromatogram Map Edit~  Samples~
£ [ T Fie Name T File Text M5 File Trit File Eotlle Tniect Voluwe | =
- [l | 0.000
= @ operate @
-
S
= LC Status
z
=
s @ ® ready
:
=
=
: ‘ﬁ Q
o .
= Time  Pressure
.00 min 0 psi
Flow
0.000 ml/min
0.0 %

X 43 MS Tune [f@f Ol
26



(2) MS tune BEIAAFK R END DT, BHEEHHICHD APLIGAS RZ %7 Y » 7 LT Ne U A
2G5 (X 44), W TZDBEZH D COLGAS R %7 U v 7 L, Collision H A %
ftad o (R2 2L, 74 arna<2Y, Gas Flow ODFRWERFEE L3 Y £9),

API GAS COL GAS

[k |Quattro Premier - ciprr  Niniti  ~Lacqudb!prmipr

File IonMode Calibration 8 Options  Help

DEEHS| = |mta|T | |/2Baln o2

ES+ Source |Analyser| D\agnostlcsl TAWAVE I Furiction St Mags Span Gain
- Vokag 7 1| |DaughterScan | [56 T E I
Capllary (V) ooz [z [—F 2 [MS Scan =] [213 [z00 [0 I
Cona ] Sl 3 M5 Sean =] [F2 | EEEI ED J100
A o r— | 4 M5 Scan =] 614 203463 5 [100

22082 S

EF Lens ) [ [ — 1128 %
il

r~ Temperatur
Source Temp [C) BE 120
Desolvation Temp ("C) 24 20

- Gias Floi

Desolvation [Lihr) Cone [L/hr)

Sying
( Pump Flow [uL/min)  [15 [ Syringe Status ‘

44 API A ALV va HADOHME

(3) [File]-[Open] TMS.ipr 7 7 A V& BI< (X 45),

& |Quattro Premier - ci\projectyinitial.pro%acqudb'coalipr L [ =[ |

Fle IonMods Calbration Gas Ramps Options Help

Hew ClrlH FHEiélﬁé‘Tl&i}ilémE‘“@?

Clnse gnushcsl T—WAVE' Funetion Set Mass Span Gain
Sae il 7 1 [ME Sean =] [ 123 [a [1
gm*‘:“' 005 [350 | i I 2 M Scan [ NEE [200 ([ [i
roperties. .
e S e [F—— 3 M5 Scan ][5 EEE D [ioo
Print... e 4[5 5can EENGE EEEE [rom
Priitt Preview -1 4 = =
Print Setup... lr‘ i =
Recernt e 1.08e2 F{
=l 119 50
Desolvation Termp (') [313 50
- Gias Fl
Desalvation [L/h) Cone [L/hi]
350 343 50 43

ring
’V Pump Flow [ul/min] 10 [T syinge Status ‘

T T T T T
100.0 105.0 110.0 1146.0 120.0 1250

Acaite. Fesiodeeae ] [l

Open existing instrument parameters [ [wacuum ok [standby 7
CENE 2] ~ P B2 2= = LELAL .

Lock i | £ ACAUDE ERN s = MSMS LQJ: 5/:5%%{ D j}ﬂ?l:l ﬁi MRM. 1pr
=) cool.ipr & msms ipr 5 wag915_MszHMRES i e = .

) Defauit ipr = vaBo1s_accmass.ipr B vaBo1S_Ms2SETUR.ip SIR L: J: %) /EE: gj: MS- 1pr
5] infusion_Ms1.ipr | vag915_ESCLipr = waB915_NEGSENS.ipr

|| vaB915 _IDLE ipr | waBa15_PoSSENS.ipr

= vaBa15_MSIHMRES. jpr “/‘/7\\}1/ MS &: cl: %) Scan 63: MS. 1pr

VRBQIS_MSISETUPJW
| 2l Daughter Scan I% MSMS. ipr

File name: — [MRM.ipr Open | o
Files of type:  [nstiument Paameter Fies [*ior) | Cancel % lc:J:R LZF d o

A
X 45 MS T =2—27 7 A I/LDFEAI
27




¥ UL MS ORIFEIZBWTIE, 22U Ya v HRAIARETTA, COL GAS 74 = 3
PTHTLHIIZLTLEXWY, 2V Pa o7 IRV E 912, WiE 0ml/min
% MS.ipr 7 7 A L THE L TWET,

APCI HIiE %17 5 %h
[Options] 2> & [Multiple ion modes] — [ESCi mode]l #3795 (X 46),

= |
N |E@E(n O ®

ES+ Source |Analyser| D\agnostlcsl TAWAVE I Furiction St Mags Span Gain
- Vokag 7 1| |DaughterScan | [56 T E I

Capilary [Kv) 00z [380 |—— 2 |MSScan =] [213 [z00 [0 I

Cone V] R - 3 |M5 Sean =] 502 [EEE J150 [100

Entacton V] o — 4 M5 Scan =] 614 203463 5 [100

BF Lens [V 0.1 ui 1128 =

220e2 sl

~ Temperatur

Source Temp [C) BE 120
Desolvation Temp ("C) 24 20

- Gias Floi
Desolvation [Lihr) Cone [L/hr)
200 ] 50 ]

Sying
( Pump Flow [uL/min)  [15 [ Syringe Status ‘

46 APCIE—RNIZT5H & X

F—RZ DO IALSLM MS AV v R) T, ESI & APCI Offit— ROFEZXITV, —IA]
OWETHET— ROBPEZEITO T LR A[RETT,

—7J5, APCILHIE %1772 & 1%, [Options]?> 5 [Multiple ion modes] — [ESCi mode]
ZPL, APCIE— REZHELBRNELDIZLTIEEW,

28



(4) WmmEA FiZd % [Press for operatel 27 V > 7 LET (K 47), 3523 [Press for Standby]
DY, BRZHDA U —F =R LRI ED T 2 L R LT 2 &0,
MS A{RD Operate f > 7 —F — LI AAT LET,

i | Quattro Premier - cz\projectiinitial.pro\acqudblmrm.ipr B =] 23}

File IonMods Calbration Gas Ramps Options Help

DEHE o =imlen ¥kt 2@Ba/n 42

ES+ Source |Ana\ysel| Dlagnosl\csl T-WAVE | Function et Mass Span Gain
~Woltag 7 1 |MS Scan =] [ [1zse  Jao I
Capillary (k¥ 38 [pm0 |—— 2 M5 Scan =i [z18 [200 Js0 [
Core ) @ 3 M5 Sean =]/ [502 EE [100
Eracter (V] ol | I~ 4 [MS5Scan =] [614 | EEERN B [1o0
BF Lens [v] o [——— 1128 =
1.53a3 x4

- Temperatyr

Source Temp (T) 50 120
Desolvation Temp ['T] 356 400

- Gas Fl

Desclvation LAk Cone (Léhr)

P LI

300 200 50 43

ringe
’7 Pump Flow [ul/min] |15 . Syiings Status ‘

T T T T T T T T ﬁ
100.0 108.0 1100 1150 120.0 5.0

Acqire Press for Standby .

Ready [wacuum ok [Operate 7

X 47 MS Ojth

X TRED Z LT ITATO RN T IZE 0,
Operate 13 N, T ADMFEZ LD TIX W ITF £ A, (API GAS)
No 7 2 DOAERG 2 ME 1R 5 &, Source Temperature 23 miRIZ 72 D MS A Z A —T &% 1T £,

HKIDT AN TS TICHE L THEARWTLL S (FigEL teLl),

29



@MS Method DIESK,
7L MS DAL, MS Scan 3L ONSIR LM TX 8 A,
MS/MS & OFRFHIEIX TE £8 A,

(1) Mass Lynx i C, MS Method % 7% 27V v 27325 (X 48),

WA MassLynx - initial - untitled

=10l

B4

Fle Yew Run Hel

g v‘ [ 1 % H |=f§ | DEEmE| ‘ 1 shorteue -::iz‘,‘Queue gstatus ‘
Queue Is Empty
- ectrum  Chromatogram  Ma ditv  Samples~
% R = |t ;\eNamet ? [ s tmeljt : [ MsFie Inlet File Eotlle ‘\mecl\/u\unﬂ A
E @ 1 0.000
2 Bgperate @
; K 0.00
E LC Status
2
g ™ ok ™ ready
g Tirme Pressure
0.00 min 0 psi
Flow
0,000 ml/min
100.0 % 0.0%
48 MS Method [ia O L
(2) File 2°6 New £ 723 7D 7 7 A LV EZMOH T (¥ 49),
(3) Total Run Time (Z UPLC & [6] U/r#riEf 2 A9 %,
% Experiment Setup - o\ projectimatsufuji.pro’,acqudb’, uplconly.exp ;Iglll

File Edit Options Toolbars Functions Help

| = E‘

X|a|lWT ‘ W MS Scan |@ SR |W R |@ Daughters |@ Parents IWNeutralLosslyNeutralGain|@ Surve

Tatal Run Time:|15.DD ﬁD ? ) 1Dr|nins
n[lh._,' = Information

1 # WS Scan, Time 0.00 to 15.00, Mazs 100.00 to 581 .00 ES+

49 MS Method O 1ERL

30




(4) MS S0k E (MS Scan £ 7213 SIR D EER)
MS Scan & SIR IZ[RIFFICHITET 5 Z ENAEETT (X 50),
[MS Scan] F721Z[SIR]IZ 7 U v 7 L, HEHEHEZATLTIEIN,

File Edit Options Toolbars Functionsg

(=

ME IR

|@ Daughters |@ Parents I@Neu{ral Lossl@Neu{ral Gain |@ SLrver

Total Run Tine: 1500 )|

B Mz Scan |@ IR |§ MR
1Dr|nins

To, | Tvpe | Information

| Time

i M3 Scan, Time 0.00 to 15.00, Mass 100.00 to 1000.00 ES+
" MS Scan, Time 0.00 to 15.00, Mass 100.00 to 2000.00 ES+
" MS Scan, Time 0.00 to 15.00, Mass 100,00 to 2000.00 ES+
*MS Scan, Time 0.00 to 15.00, Mass 100.00 to 551.00 ES+

i SIR of mass 195.00, Time 0.00to 5.00, ES+

E SIR of mass 195.00, Time 5.00to 10.00, ES+

50 MS Method D1ERL

I

(5) MSScan 27 Vv 75, (Mo X

51 DO MS A F ¥ » DRIE
T AN D BN £,

- Mass (m/z) D% E
B0 ATE mE O Z AT,
300 0F CTASHE,

* Time (Mins) D% &

B0 3A T e 3 M7 IR R 0D i [
% ANJj, UPLC @ Run Time
&R UE W R 2 5 0E,

+ Cone Voltage D% E
a— EEE AT,

10~50 V F& B,

* Method DR E

— hazz [mdz] — kethod
Start I'I oo lonization kode S~
End IE':”:":I Data I Centroid ;I
— Time [Minz] —Scan Duration [gecs]—————
Start IEI Scan Time I':L'I
End I'I 5 Inter-Scan Delay I':L':I5

— Cone Yaoltage
[T Use Tune Page

Cone Yoltage [+ |30

W

[T Use Cone Wolkage Famp

£ Hamp... |

—&Pc| Probe
[T Uze Tune Page Sethings

|4EIEI

Probe Temp

o]

Cancel |

51 MS AX % L DHFERTET 7 AL

A F o AbET— FOEIR (ES+, ES-, AP+, AP-Z&N) #345,
(APCIHI'EZ1T 9 3HE1E, MSF =2—>TESCimode Z IR L TEWNTLZE W)

+ Scan Duration (secs) DX E

AAEE D 1 M OT —Z B IAZ DR KL 5000 Da T, BV ATEEH OISV &
1%, Scan Time ZEOIZH > TL7ZEVy, 2000 Da <H WA HfE L T Scan Time O E
AT TLIZEV, @ 0.5 Z i,

31




MS AF¥x ¥ v ORET 7 A NDBTT O

(1) @WY7p=a—FE (20~30V) T, ES+TOK.

(2) IMSScanl#Z7 Vw7 L, ES+D L =A% ES-IZZH LT OK,
(3) (2) [FkE, AP+, AP-Z#iRL, OK,

AEEE X, ESIOKRY « x4, APCILOKRY « 2 HN 1 EIOSHT CHIETE 3, ZHTHNT
EITHOZEIZKY, EOAFALTTIET, 4 A ALER0T WVVHEBITE £,

ST T #%, R A A AL ERIRE L, Ok a— U EE% 10, 20, 30, 40, 50,60V & 5o 7
FUCXOHEENNEZITY ZEICLY, D144y (HDWIREES 71 4Y) BE—7 BT
W, FRIET T A M A URERT WS AT Z E R TEET,

SIR D6 x|

Lt ~ Charinel ~ Method
SIR i&? y U P4 7 j‘é CE SIR O)EQ/IE Mass el Cone lonization Mode Iﬂ
Eﬁ ( 52) 755\ Hj VC % i To I[m.-’z] I[SECS] I[Volts] Inter-Charine! Delay IEI.U1
195 0.5 20
EETLHA A v —27 D'EEMass), g;:::n oo |_1u.05
7}‘_‘$ @E& D ii\gfﬂ?ﬂ?ﬁfﬁ (Dwell . 02 Span IEI.B
*5’5}_5) 5 /]) j"Vflﬁ%Jj—:(Cone)i’j\j] L/, _|_ Use Tune Cone Sethings ]
— Retention *Window [Minz)
[Add] % #-4, \, ) o e
7ok, BEEIT/INEGSE 1AL ET End M
AJTTLTLZEN, ~ &Pl Probe
™ Use Tune Page Settings
Add Change Delete Clear Al Probe Temp T
Method, Retention Window, | |
ak Cancel
(APCI Probe) [T EIZIE T T
EHEL TS, X 52 SIR D% E EfH
(6) [File]l—[Save As]&L v 7 —# {7325 (X 53),
E: Ex). timent Setup - c:',projectmatsufuji.pro’,acqudb’uplconly.exp ;Iglll

File EdW Options Toolbars Functions Help

[l nl@” @lxl‘lv” @ MS Scan |@ SIR |@‘ bRk |@ Daughters |@ Parents I@Neu{ralLossl@NeutralGain|@ Surves

Total Run Tine: 1500 )| D . 10ins .
To, | Tvpe | Information | Time |
E'  MS Scan, Time 0,00 to 15,00, Mass 100,00 ta 1000.00 ES+ e
] 7 MS Scan, Time 0,00 to 15.00, Mass 100,00 ta 2000.00 ES+ e
€] MS Sean, Time 0.00ta 15,00, Mass 100.00 to 2000.00 ES+ e
i MS Sean, Time 0.00ta 15.00, Mass 100.00 to 581.00 ES+ I
¥ SR of mass 195.00 Time 0.00to 5.00, ES+ [ ]
5 B/ SIR of mass 195.00, Time 5.00 to 10.00, ES+ |

53 MS Method 7 7 1 /VORTE

32



GMS ~DF A DY Bz

(1) UPLC oB#EE A5 (FEElX 0.2~0.4 ml/min & LT 72 & W),

(2) MS AMKD INJECT R % o % 5
(BEVFEDY MS ~Jiidivd & 91T
v Eon £79) (K 54),
INJECT R % > 3kl AT LET,
MS F 2 — Vi TA A =270
HTWD Z 2R L TIESN,

54 INJECT R~ %

©YF 7y & ~DOVERK
(1) UPLC O L = LAETT, (MSFile (2 ERTHER L OAZHEH LTS ZE0,)

(2) UPLC TfERk L7=7 7 4 /+® MS File (UPLConly) @& Z A% ER L7z MS 7 7 A /WiZ
EHET L7200 CREH Y X8,

(3) B 7Y R FEIER L=, [Filel~[Save As] LV 5 —# Z{R1F L TL 2 & W (K 55),

ERE L7- MS 7 7 £ L

AT,
a ouke ouke p — o] x|
File View Run Help |
P i e B ‘ B L i ‘ ¢! shorteut _é Queus ‘@Status
Project Wizard... Q oL
— ueue Is pty
Open Data il Spectrum  Chromatogram i, Sarmples -
O et Chrl+I | | File Hame ‘ File Te; ,| MS File |\]|E| File ‘ Bottle Inject Yolume Control -
B open... Ctri+O 1 Isst-08021 4.2 |I st1 ‘ uuuuu 3 su’en 2F8 5,000
E Save Chris 5
Save fs... .00

Sample List Properties. ..

Import Worksheet. ..

Import Daka... eady
& prirt... Chrl+P
Print Setup... |~
Exit
An

X 55 B 7Y A ~DOER

33



@5 B IR
UPLC OAOFIHD & = A & [RkETT,

Lz hs B v—s (9 57) %

File Wew Run Help

PN
2V TBE, SEBABBESNET, @08 G0 ) 0] e e (G|
N’

Queue Is Em,

MS Status Spectrum  Chromatogram  Map  Edit~

FieName | FleTed | MSFie
.' Cperate @

! |
0.00

LC Status
™ ok ™ Ready

6O O

Time Fressure
0.00 min 593Z psi

4

Flow
0.200 ml/min

MS Tune MS Method Inlet Method

BEEEIOSH AL,
SN LT 7L % 53R @
AT EBELKEE) L, ~—J %
7V vy 7 LET (K 57),

57 AT DBRAD

Help
i,/ H = > il ! Shortout -;1 Cugue @Status
A Queue Is Empty
Status Spectrum Chromatogram Map Editv Samples~
File Mame File Text 5 File Inlet File Bottle Inject Wolume Control
@ Resdy ) Jefaulfle  DEFAULT  |DEFAULT 10,000

DEFALLT DEFALLT 10.000

@ ) 03 ul File 4 DEFALLT ¥ 10.000
) ult file: DEFAULT DEFAULT F I

PESEUTE DEFALLT  DEFAULT
0 psi
DEFALLT  DEFALILT
a‘ﬂ DEFAULTO?  Delaukfle  DEFALLT  DEFAULT 147
o i

57 DM OB

UPLC O L [F U File Name %> 7 /LY A M OFfL, T—2 N EEXINET (FFEXT
AMEIILD A E—UNHRND),

H L, UPLCOT—% (UVZu~ 7T L) ZELIEZVWEGAITEZ -7 File Name, 27
LY A RZIZEE L, [Filel—[Save as]#i#A T 7230,

BB, ZORETIE, UVZa~s hronaé, 071V MSDTIC (=% A4 7 a~ bk
TI0) DELNADDOT, FEEMICIT EEE CHERWEEX £1,

34



D53 DEE

[Chromatogram|% 27 V v 7§25 &, UTNAHA LATE=H—TEET,
Rigt 7 A avafd L, V7 A¥ AL Tru~ hRHET,

t L, Diode Array <° TIC O EH 50— LTV ZaWEE1E, [Displayl —[TICI &
W T — 2 BFAH LTS (¥ 58),

Chromal eram — 1 st03] |Z”E|El
File PRcess indow Tools  Help - a9 x
A NG B A 1| @ AE R DS (g e 5
|Pesticide Mix S
Pestds 1. Scan ES+
TIC | < —
1007 5.77e6
S.?_
D T T T T T T T T T T T T T T
5.00 10.00 15.00 2000 25.00 30.00 35.00
Pestds 2 Diode Array -
3.24 Range: 7.57
404
[ = E
204 1189
7o LM
i 1276 14 45
0.0 T T T T T T T T T T T T T T Time
5.00 10.00 15.00 2000 25.00 30.00 35.00

58 U T INHEA LE=H—

Diode Array ECTHZ U v 745 &, WMIRATZ bAntgbi, TIC (h—Z v A F 7
~ R ETHZ Uy 735L, MS A7 MABRELAET (K 59),

ectrum — [Pest03] E]E]

E\Ie Edit Display Process Toolz Window Help - 8 x
F AR GBRB LEO@ABRED QA | ¥ ¢« 31
|Pesticide Mix

Pestls 465 [(8.605) 1. Scan ES+
100 233 1.538e6
235
rd
&
255
B0 o 57
g 289
ol LB 77 57 99400 113121108 143 161 171%/° 1996 199 214222 |} o ,‘”/ 273, XG0T 630 IN U3
T T T T T T T T T T T T T T 1

60 a0 100 | 420 | 140 180 180 | 400 | 220 | 240 | 280 280 | a00 | 320 340

59 MS A~7 Fv

35



IV LC/MS/MS & LTHRIALE-WGE

UTOFIETITVET,

1 VAT LDEH
Inlet Method D 1ER%
MS TUNE OO L
MS Method D1ERL
MS ~DZ A O Bz
P T Ak OVERK
Sy BTG

N O O ok WoN

BB EaiENE, LC/MS 7V MS) L LTORMEREETT, BArme L7TE, UTF
D2 EERD FET,

= sk | Quattro Premier - c\projectsinitial.proacqudb\mrm.ipr i ol x|
1 *;"E"’F q:-lllﬁ [Fie lonMade Calbration Gas Ramps Options Help
e G F\Iﬁzaz\hﬂ;IT | SsBi|n 0 2
Open. ..
anostios | TAwavE | Fncbon St Mass Bt S
Chrl4s 7 1 [MS Scan =] [E [11zss [a0 i
@MS TUNE ® IKP‘U{H:‘J L Eal BT = 2 [M5 5 = EE [200 [0 i
B —— 3 [Ms Scan =] [s02 1193 fiso [100
chrltp =
( 60) L |4—|4—,_— 14 [M5 Scan =] [e12 [20a62 5 [1o0
Print Setup, . Er | == &|
. N Retent File 12663 x1
(MSMS.ipr 7 7 A L&
- E 120 §
HLTLEEV,) B e (e o - EEEEEE i |
— o Lookin: [ 2 ACOUDB x| = B -
R M55 pr e
[tz ol ) (L WABS1S ACCMASS.ipr [T VABILS MS2SETUR.Ir
\ =) infusion_MS1.ipr [ vaea15_EscLipr = vagors_MEGSENS ipr |—
- infusion_MSMS.ipr = vaB915_DLE ipr =) vaB915_PoSSENS ipr
— @ 7 7 /]) /sz: §U\$ﬁ EF‘ T = waB15_MSTHMRES ipr
L |
i R N o o B [Hlvaests_ms1seTuRipr
RLTHALZRNTSZENY, _ | .
yring -
’VF'umpF\uw[uLﬂ‘mm] 15 [0 syringe Status | Filename: [coolipr m |
Files of type:  [Instrument Parameter Fies [*ipr) =] Cancel b
)

60 MS TUNE 7 7 A )LOFEUH L

@MS Method D1ERL
(B 61) MS Scan & SIR IZ MS/MS S ClidfE T £H A,

% Experiment Setup - ¢\ projectmatsufuji.pro’.acqudb’uplconly.exp %

File Edit ©Options Toolbars Functions Help
Dl@lnlé” @|X|A|v” @’ MS Scan |@ S( @ MR |@ Ciaughters |@ Parents |@NeLﬂralLoss|@Neu{ralGain|@’ Survey>

1 Drlnins

Information
#  MS Scan, Time 0.00 to 15.00, Mass 100.00 to 551.00 ES+

61 MSMS HIEFRFD MS Method D1ER,
36



MSMS & LToE— Fin< 225D x

iTﬁs, ﬁ:_ﬂ‘l\iéj\*ﬁ&:jab\fi < *IJH% éﬂZD —Mazss[mfz] 7 [ Method
Daughter Scan @ MS File 7~ L Daughtersof  [E033 lonization Mods— |ES+ ¥
_ Start 50
£ (¥ 62), - |—Issn N e
— Time [Minz] — Scan Duration [secs)
1) M /
(1) aS\S (m Z) ~ Start |5 Scan Time IU-5
YTV MS TRICEA A2 AT L
End I1 a Inter-Scan Delay ID-IJE

F9, BA AU, AR EE
5 k j:g%) D i“@:/u@f, %hz})%%z_ — Collizion Engrgy———— [~ Cone VYoltage

[ Use Tune Page [ Use Tune Page
Start & End IZEH &% AT 5,

Caolligion Energy [+] I Cone Waltage [V] IED
. . [ Use Collision Enengy Ramp [™ Use Cone Yaltage Ramp
(2) Time (Mins)
CE Bamp... | [C Bamp... |

Rl 2 AT %, 7220, BT L6006
725513 UV B ias 2 5 MS (22T
I~ Use Tune Page Settings ’Tl Cancel |
HETHOL DNV ETOT, HEY | prem [
BWVEFRICERE LW N L NTL X 9,
F7-, BERCRWREMEEZRET D &, 62 Daughter Scan D A Jj
T—HRA 2 M- T LENET,

&Pl Probe

KER ORI — 7 DEBARH 7L LTH, a2~ TRVIAADT Y EDY 50
T, BIAATOHEENEDAEATTSNTOIIE, MSMS A7 MZIREMH KD B —
JIEHERE A,

(3) Collision Energy

BA A HBETOICLEREIEEZ AT D,

10, 20, 30, 40, 50, 60V & 55 &, A A OHERLCTWEMEZ ASTF D 2 N TEET,
(4) Method (1 A 1bJ57%), Cone Voltage (Cone &E/T)

TNV MS TRLN RS E AT 5,

(5) F—=2&hld TRIFL, D&t 5,

MRM Z#ra By & L7 MSMS MIEICRI LTI, “E&Efw 2251 LT EEN,

37



V ARG EETFIR

1 J74ILOFUTHL

[Chromatogram] % - _—
[Ble vew Run Help |

7V w735 (M 63),  &mme B 1D 1 00| @ sotesr ycume

Project Wigard...

&5 stans |

pty
O Data File...
'pen Data File. Eamp\esv
O mew Chrl+h Inlet File Bottle Iniect VYalume Contral -
2 open... ChrHo souken souken 2F8 5,000
E save Cirls b
Save fis... o0

Sample List Properties...

Impart Worksheet..,

[File]—[Open] X v BT
& print... ChrHP
T2 xH<, s D)

Exit ssure
si

e

File M arme: Directaries:
IHose_test_UE.HAW C:MProjecttatsufuj. PROAD atah
071 204_1 12w i’ =) ) Project =
g;} 383_10::3 ) 200070906test. PRO
7‘ N 3 - 071 205—2: [ 20070903 .PRO
'3, Function D& Z A% R, o120 Zraw & inifial RO
<SHI| == S 0F1205_4.raw = = Matsufuji. PRO J
5L, MS Method CHIEL7ZT — 071205 5 ram ) 20070905, Files
071 205_B.raw = ACQUDB_
N S > = 071205 _6_2
g 753 29) @ ij‘o)f, M\g:chT g ff 0?1205‘8‘3;,165%5_[6“, (= CurveDE
. . 071205 _test raw B 5 Data
ﬁg*ﬂ L T < f: é % \O Allicin_std_TmgmL.rav ﬂ = 200709050FT LI
Drrives:
Itui : Spztem j MI
i~ Information
{ add
Sample STD
Description: " Replace
_ 7 Mew Window
Acquired:  [13-Feb-2008 161537
- T~ Replace Al
Function: 0
Raw Data
Experiment... Delete | - I
Acquied:  [26-0ct-2007 141817 ¢
Eunetion:—{4: 5can (100:1000) ES+ |

2 Scan (100:1000) ES+
3 Scan [100:71000) ES+
4: Scan (100:1000) ES-
B Scan (100:1000) ES-
G Diode Array [210:400)

63 T—HX DO L

38



2 UVARY bILERET =012
Diode Array (7 u~ k) &

(14 64)
O —r ETHZ U v 7 20 IRT &, HEO UV AT MARELND,

i untitled - Paint

—4OETEZ Vv 45E, UVAXRT MARTELND,

&4 MassLynx - Matsufuji - Rose_30to80MeOH_MSanalysis.5PL Py =] 9
File  View Run  Help b2 |

SpE(trum [Rnsemary(quuld)(nEw)(ZﬂDugml)] [E3| 3 chromatogram - [Rosemary{Liquid) (new){200uami)] =101 x|
¢ EFHE Edit Display Process Tools Window Help = ﬁl_lF“E el Figly Pieses Windes Woes HE'P =la x|

Fils Edit View Image <

 EaplemalLoossaes|aaa|s s Bl u@|kn E@a BR[| e »x
_i[Rosemary_liqud_new_200ugimi 13-Nov-2007 13:35:56 fosemary_liqud_new_200ug/ml 13-Nov-2007 13:35:88
f
= [Rasemary(Liquid)(new)(200ugmi) 11718 (9 765] 5 Dinde Array  fosemanyLiquid)new}(200ugml) e 3 Diode Array
3.01e-2 115 Range: 4.361
= 3.0e-2 E
] E
< 2.75e-2
4 3.0
2.5e-2 -, ks
[ 2.258-2
2.0
2.0e-2 13.38
2 15
1.75e-2
10
E 1.5e-2
E 5.0e-1
1.25e-2 28526 113
0.04+—
1.0e-2 E
-5.0e-14
7.5e-3 i T T T T T T
000 2.00 00 12.00 14.00
5.08-3 osemary(Liguid)new)(200ugmi) 1: Scan ES-
slas TIC
2.5e-3 T 2.82e8
00 T T 1 nm
SBU 400
Ready
D\;.
112139 5 gp343 40450 540373 860
1 4 :
0.00

64 UV 27 hLoOHIH

39



[File] = [Print] X » Il C& £9°,

Rose_test_05 15261 (12.718)
285.30

E /N

3 / \

3.5e-1—§

~

3.0e-19 | |
E /

2.5e-1 | /

B 20etd | / \
3 ‘\[ /
15e-1]  \_/

1.0e-17

5.0e-2

0.0 e

2: Diode Array
4.07e-1

Rose_test_04 12791 (10.660)

3.5e-24

3.0e-21 | yan
2.5e-27 |
20e-27 |
< 3

15827 i

1.0e-2-

5.0e-31

(0% S

2: Diode Array
3.627e-2

T T T
Rose_test_05 6437 (5.364)
1.75e-1-
15e-13 AT

AJ

10e-1]
7.5e-2-
5.0e-2

2.56-2-

0.0

T T T T RERARRANNS TR

2: Diode Array
2.119e-1

~

. ;T'_”V”T ML AL T T T MALAAMA AL T AR RARAN RARRS RARRN RAAAS RARA SARAS LAARE RASRIN "' v“”’Iv' “i";""] nm
250 260 270 280 290 300 310 320 330 340 350 360 370 380 390 400

40



3 BERRNDIV AT IS LZERT H=DIZIF

. =[]
@[Dlsplay] Ct D [Wavelength] 7& 2 Fie Ed\t Frocez D He\p =l

2o o EEEE 1@ A Bn o XX Q| me 20

EBIRT 5 (X 65), Rosemary s, i 13-Nov-2007 13:36:68

Remove, .,

Rosemary(l  Rea-Time Updste 4. Diode Array

ChroTaal.., Range: 4.561
ooAToa. .

@DAD Chromatogram ® H ¢ [Description] Ea

v Pointer
View,

QCYEZE %Ajj L/’ OK %{_’ y U D 7 ‘a‘éo Peak Annotation,.. 9.76

Customize Toolhar..

v Toolbar

13.38
= v Status bar

Move To Last
Move To First
Traces 3 458

Oe=r

-

-3.0e-14

o.0on Zhﬂ ! 41IEIEI BIEIEI 8.00 WEI‘EIEI WQIEIEI 14IEIEI
Rasemary(Liguid)(ngw)i200ugm) 1 Sean ES-
9.88 TIC
2.82e8

x
Filz:  Rosemary(Liguid]l oK, |

Dezcription [nm]: 1
= ption (] Catcel |
Fie.. |
Function: I - D : j
u 5 Diode dyray [235:400) \b133 g3 B 45 5430373 aen
" w T T T T T T
onn 200 400 % 00 & 00
DAD Chromatogram YWindow Select mass/wavelength chromatogram

= Parts per million |1IJ.D % Add trace

" Replace trace

% bz Window [nm) |1.DDDD N o
Hew windaw

65 FEHREDO UV Zua~ 77 50

41



[File] = [Print] X » Il C& £9°,

test-080214 5: Diode Array
11.14 350
7.0e-2 Range: 7.296e-2
6.0e-2]
5.0e-2-
4.0e-2] 9.43 e K (350 nm) D
u2 1
< -
3.0e-24 rsua~ 77 A
2.0e-2] ‘ 1067 \
o 2"5 5';?’7 261837 i }" Wf 1207
.0e-2 485 | . : | I
t B [l 899 723 | | MJW L2
0.077*'7__}\ __________ A U AU w i “\,/‘A'\,, ~
T T T T T
0.00 2.00 4.00 6.00 800 1000 1200  14.00
test-080214 5: Diode Array
10.67 285
E Range: 2. 434e-1
1.5¢-11 ‘1 FEE B (285 nm) D
] |
2 ] | ZA= 0l N7 VN
1.0e-11 L
] ‘
5.0e-2-] I 1201
ez L | |
AL 7.93 825 {1008, | | 13.09
0.0j‘ P 'i""’ T T = ibx ; /\ T T ELSS = B : \ T i
0.00 2.00 4.00 8.00 10.00 12.00 14.00
test-080214 5: Diode Array
10.{67 Range: 5.944e+1
4.0e+1 5,
] 1 . -
30001 z‘ 12.71 BB REFO
.Oe | , )
E | rua~ 775
1.12
2 2.06"'1: l
E ‘ Po1e |
10e+15 | | { :
S L
001— {{‘ ~ R WA \\ -
7o \
3 ‘f
-1.0e+14 : T T T T T T T T 7 Time
0.00 2.00 4.00 6.00 8.00 10.00 12.00 14.00

42



4 E—VBEREERSEHIZE

(D[Process] & v [Integratel Z#iR42% (X 66),

@Integrate chromatogram C OK %

=i
ocls Hel =181x|
7 U P4 7 jA 5 o i - 12-Nov-2007 19:09:19
RERE— T %0 5H5E1T, |
[ThresholdlZ TRAHI L T 7230, L
@ [Relative height/area] oo “ T
RN RS DA (%) T e
L%b\fﬁ%?}}‘ﬁ Lij‘ o j 1.‘UU j 260 j S‘UU j 4.‘UU j 560 j E‘UU j 7.‘UU j B‘UU j B‘UU j WU‘UU j H‘UU j e
x
@[Absolute height/areal e
n - Lo ]
MR T L EVMEEZRE L E T, Peal-to-peak amplitude |EDDD e—
AFCE |
Response Threshold ¥ | futomatic noise messurement Cons
Clfelstive height 150 | [0k | ¥ Enable smoathing Paste |

[ Abzolute height  [0.00
Eanesl Peak detect... | v #pexTrack Peak Integration

[ Relative area 200

[ &bsclute area 000 Threshold... |

™ Chromatogram - [Rosemary_std_100_test] (=] |
EZ] Fle Edit Display Process window Tools Help & x|
o N
v — 7 HifE D SonlebbBlhnu@aSRo|XTX e » 8
e fo jf[/i Std_100ugiml_test 12-Nov-2007 19:09:18
:‘F ° Rosemary_std_100_test Sm (Mn, 2x2) 2 Diode Array
261 _ Range: 3.358e+1
s0e+1d 1561156 Area
2.0e+1
LB 2.44
Ed E 5.88
1013368 5430 BET
1.0e+14 569 264534
065 353 o7 7.90
1 1.76 2.94 387 451 660 l 7.09
oo 551'2533554 By 11210518 25045 30es 393 31314 573082
"m0 zbo | apo | 4pom | &00 6 'Du "7 &.00 soo 1000 00
Rosemary_std_100_test 2 Diode Array
2B1 Range: 3.369e+1
3.0e+17
2.0e+1]
>
* 1 2.44
Ny 558
1.0e+14 6.67
1 065
£ B
UL T T T T T T T T T T T T T T T T T T T T T T Time
1.00 2.00 3.00 4.00 5.00 &.00 7.00 .00 9.00 10.00 11.00
[

66 T AEAT

43



5 MSARY MLEBD=HIZIE

TICOE—27 ETHZ U v 7
3% (K 67),

F0E, v—7 EERARS
YTRIZvI7FHZEICED,
EEL ST MS AT kb
ZFLHIENTEET,

-101x]
TR

Zioix|
e a|m ¢ 31
Loleasmolaaale ¢
13-Nov-2007 14:07:59

){40ugmi)]
s Tools Uindow Help

.
claplase
Rosemary_solid_new_40ugiml

Edit

13-Nov-2007 14:07:59

1: Scan ES-
Tic
2.58e8

N8

Rosemany(solid)(new)(40ugmi) 825 (3.067) Cm (819:830)
329,18

1: Scan ES-
oo 1.57e6

320,49
| 11312
25,12 P10
1332
249.13) 39713%325 52108 555132 72508
W — bbb I 1"
- t “ b e.07
Rosemary(sol(new)(40ugr) 825 (3.067) 1: Scan Es-
32924 54765
100
329,57
B 10.04 1143 1184
E (AT 104 g 1143
330.12 488 stgnyy BMem TN s BRaa ap1 .
28512
1313 EZES 659.20
e 2150 l 4741751008 7171 i i i i i . e TiME
k b \‘\ el nl‘wllu‘( bl iz | 500 6.00 7.00 800 9.00 1000 1100
100 200 00 400 0 s0D 60D 700 800

67 MS A7 MLOfHH

—77, [Process]—[Combine Spectrum]Z %R L, Average |ZHMEAT) (HDHWTHFT >

7)) $HZ LIk TH, MS

ZOFEE, IHIZR—R
TA LI ZENTE
EFTDT, /A AXDD7a0
MS A7 bV EGD &
MTEET,

Average |[ZITHIE—72 %
Subtract |ZI1ZX—RXF 1
LR D DBUENT) 8 D\

AR MLEELZ ENRTEET (X 68),

]
Tools Help

@A Bl m™e + 8

iBfx|
—ls/x|

FERT 735281280,
N—=2AT7 A ZEL5[\Wiz MS
AT MNEfGH ZEINTE
£,

Subtract (21X 2 2DF — & %
AN TEHDOT,HBE—27 D

Ny

Al

13-Nov-2007 14:07:59
1: Scan ES-
ags TIC
2.58e8
" 807
10.04 1143 1184
714 1061
A e LT LT TR i O aet) W, , i
1335 g, 110 218 5pg2803.123 743 N
13 T T T T T T T T T T T Time
1.00 2.00 3.00 4.00 .00 6.00 7.00 8.00 9.00 10.00 11.00
Combine spectra
Il Combine Spectrum x|
File: Rozemary(sc Fumction: 1
Average I Cancel |
Reset |
Peak l— )
L . |1.000 [ Multiple Average
separation
Sublract | & [1.000

68 Combine Spectrum [

BEART v 745 EVWTLE D,

44



Spectrum - [Rosemary(solid){new){40ugml)]

Eile Edit Display Process Tools

WWindow  Help

S [=[ e
==l x|

S hped|lLo@arErRy|raq|s e s

Rosemary_solid_new_40ugiml YAB915 13-Mov-2007 14:07:59
Rosemary(solid)(new)(40ugml) 865 (.877) Cm (859:871) 1: Scan ES-

331.19 3.63e6
1004
[ P2

022,33
1/12.69 I ED Fa5. 40
42115
73 19087 5upy 3159{{ 399{12( FG7 41

o ""l'"'|'".'|'L"'|'"'|""|L""|'J""|""| L 1
Rosemary(solid)(new)(40ugml) 863 (9.877) Cm (859:6870-(25 96+996. 10371 1: Scan ES-

331.19 3.88e6
100
39‘_

532,33

337 52 E85.40
42115
329.D§ 399,127 Ba7 41

S VI S e S R
100 180 200 250 300 380 400 450 &S00 &S50 0 ®OO0 6R0 700 FA0 0 &00

X 69

45

R—=RA T A EZLFIWTZART ML



[File] = [Print] X » Il C& £9°,

test-080214 345 (12.806) Cm (344:349)

2: Scan ES-
1007 331‘.29 1.95e7
LIRS
1332.44
685.46
333.47 686.48
329.23 . 663.45
0 112.73 163.27 N 399.34 469.41 \L t688.64/752,97824‘07 961.39 998 11
T T T T T T T T T T T T T T T T T T T
test-080214 346 (12.834) Cm (344:348) 1: Scan ES+
328.22 7.58e7
100
287.14
*
440.24
35511 | 695.44
7 | 685.031 696.39 77201
368.35 |
} 188850405 | ) 22050120 683.07. | | 698.16 857.39 896.78
o B SR Y L ikt i b 941.47
test-080214 290 (10.762) Cm (289:293) 2: Scan ES-
329.30 1.70e7
100—‘ j

659.44

660.38
|

1330.42

‘ 1561 51

641.72 750.08 818.09
T > %‘/6“6?'3‘4' T T

{1/12.81 18274 28532 [>5139 39730 473.90
OT T - i + T

T T TrrrrTT T T

921.88 990.05
e
test-080214 291 (10.789) Cm (289:294)

1: Scan ES+
100- 331.13 9.69e7
|
|
| 683.20
‘ ‘
Eaa 328.22 ‘
\ 1
‘ 684.15
| 3 o 998‘30 770.35
285.14 | 661.25 | 1 :
| 116.95 178 93 449.21 531.13 A N | 699423/772 40 845.62
0 £ T - T T hrerheered ‘\‘ * 1 Tw e T \ T . T bt hwh/' T £ T . \( '(‘89'7;‘\15"96‘1'%“}2
100 200 300 400 500 600 700 800 900

46



MSMS [ZBWTH AL T,

Chromatogram HH LY p A TA2%27 Vw735 EXFTATINARETT,

2L, HASHEFE IR DT, RMETTEEEA,

{Std_mix_high_conc_MRMScan 25 (5.313) Cm (21:27)  (ollision 40V

9: Daughters of 331ES- |
1100

287.23 2.86e5i
i
|
|
\
i
|

LSS
271.18
1 203.29 24419 ‘
177.00 189.08 269.35
0 10445 14634 16372 1S 98 4 2169 T SR 29831 330'57 328,680
T T IRBARERERERREEAR MM T T T MR I rrorTpTTTT T T T
Std_mix_high_conc_MRMScan 23 (5.283) Cm (22:27) COH,‘S,‘W\ (9% 8: Daughters of 331ES-
TohL 271.18 4.57e4!
' 287.26
215.06
|
\ |
o
203.05 243.10
2012
189.02. i
176.96 | 22929 |244 09 !
148.97 17490 | | 2 272.13 i
| oolttee 13821 |y ] | o : 308.13 314.87 |
| T |IREARERERRRI T T T T YT T T T T T T T T T
Std_mix_high_conc_MRMScan 24 (5.304) Cm (21:27)  (sllisivn 60 vV 7: Daughters of 331ES-
100~ 20111, 21518 271.21 1.76e4
=
187.12 ‘ ‘
[ 24320
i | 22718 ‘ :
145,60 173.91 | | ‘
| | |
122.84 1\ ; L [ ‘ 253?31 287 12 ‘
136.57 | | il | i i | i i
o 11303H st T L1 P Ll ‘27923:28&7930432 327.90
T T ISASRLERARSRARRRS T L il T LR E e
| 100 120 140 160 1

T T "; T T T TerT T T T T T I‘T'Tm/z
80 200 220 240 260 280 300 320

PLETT, EMERENK T T,
47



VI {8k (—h&EH)

1 4 ik

OESI (=127 ba A7 L—A F1k)
EHTOA T AETH Y, FITWHEEY - &0 FEY - BRZEMEICAENTH S,
RYT 47— FCiM+H]Y, [M+NH4)*+, [M+Nal*, [M+K]+72 &
X AT 47— RTIEHIM-H]", [M+CHsCOO]-, [M+Cl] 7 &
ARES T, R ~—TIESMiA 4 %24k [M+nH]»,  [M+(NHyn]»t, M-nH]»™

@APCI (K&UEALFA A 1k)
KIETOA A AETH Y, ESI & THEmMMACED - RO TLEMITHERTH D,
BARLEWEOYE, BOROAREDH D,
N7 47— FTIZ[M+H]*, M+NH4]+72 &
X HT 47— FTIZIM-H] -, [M+CHsCOO]~
FAZ—AliA A2 DERL,

@APPI (RXUENA A Ab) « REETIITE £ A,
KPP THEZ T T TOA A AMTHY, EBHICAEMITARDTH D,

2 A F bk EBIEDRER

1k~ 3k7 I EHHTH +
AT I v ESI +
RN G EHHTH +
T EHHTYH +
~NTFR ESI +
X7 VAF R ESI —
X7 VAR ESI +
H VR iR EHLHTY -
AJVIR iR ESI —
=hra X EHHTH —
AT A N APCI +

48



3 FEHDEEE

A A NEDRHERL T T LA~OREF, E— 7 RROUER EOHBIN G, BEMBIZIRNAIZ V5

AN O A B O 5
0.1% XMz MeOH,“MeCN
0.2% MNefz MeOH,“MeCN
0.05% TFA MeCN

10 mM FEERT B =17 L MeOH

HEARAN MeOH,MeCN

2%, 0.5%LL EoFEE - FEREOMEHIL, PDARMIERON S IR T —& 5| & 27,
BEtHIZAIN LIz A0 GN&E 88) 1%, MWz TERT %,

4 Xbridge h 5 LEMD S LDBFHDELE
(NG HEH)

TRk RMEFE TR g
49



	Ⅰ 分析操作手順
	１ 基本的な手順

	Ⅱ UPLCのみの利用手順
	１ システムの起動
	①電源の投入
	②移動相の交換
	③Inlet Methodの立ち上げ
	④カラムの接続
	⑤ポンプのプライム（移動相置換）
	⑥UPLCの送液開始
	⑦PDA検出器の起動

	２ Inlet Methodの作成
	①Inletの作成（ポンプ条件）
	連続分析をする場合
	②Auto samplerの作成（注入条件の設定）
	③Detectorの作成（検出器の設定）

	３ MS Methodの呼び出し
	４ 送液開始
	５ サンプルリストの作成
	６ 分析開始

	Ⅲ LC/MS（シングルMS）として利用したい場合
	１ 操作手順
	①システムの起動
	②Inlet Methodの作成
	③MS TUNEの呼び出し
	APCI測定を行う場合
	④MS Methodの作成
	MSスキャンの設定ファイルのおすすめ条件
	SIRの場合
	⑤MSへのラインの切り替え
	⑥サンプルリストの作成
	⑦分析開始


	Ⅳ LC/MS/MSとして利用したい場合
	１ 操作手順
	①MS TUNEの呼び出し
	②MS Methodの作成


	Ⅴ 基本的な解析手順
	１ ファイルの呼び出し
	２ UVスペクトルを抽出するためには
	３ 特定波長のクロマトグラムを作成するためには
	４ ピーク面積を得るためには
	５ ＭＳスペクトルを得るためには

	Ⅵ 付録（一般論）
	１ イオン化法
	①ESI（エレクトロスプレーイオン化）
	②APCI（大気圧化学イオン化）
	③APPI（大気圧光イオン化）：本装置ではできません。

	２ イオン化法と極性の選択
	３ 逆相の移動相
	４ Xbridgeカラムと他社カラムの溶出の比較


