(=)

Harry Prest

MELER
FaRFESHESHEER
EEMABELMNZEFT AT

Agilent JetClean £S5 B FilR:
JR1Z GC/MS BFREEFET

R RETE

HE

GC/MS #IFBEFRAITIREPRBIINEFHNETEER, RERFARK
T GC/MS #iPF PN —REENH, EEBNEB FRHLEK GC ERE
i, HEFAHEZNE L MRRTERSEEEFMHECOSEP, 39, Hf
SRBFRENEERASERAENEFH = BREENRER R, BT XER
#, BFREEMEEERE, BRMATEHITES. RAMNE. MO
NHFEREBETFR. IMEEEFR. EMBETR. ERBET RSN
HITEMAENRATUNERARME, BMIETESTSEREARTEK
=E/BY[E], Agilent JetClean B R EEFREBIG LA, BH. FohigdE. &
BRANBETSSEERANREOAIRE, MTTE THE, BETRIEARNA
B, AFRERENYRHMESFRMEE, SSEEFRAERERNESE
MR T B FRAENE . ANAERNE T EREE FIRIFRTIRE
FiEo

Agilent Technologies



==t

AY

onf

#HIPTE GC/MS BITEEFEARATEEN, SHEGEH
HOMBEFMETEE, FSEH#HITHER (NHE. IR
BEBRMEBIEHTEIE) . EIPMEEURTH RV
Bl IR, HSRERFZEMER, BHEE
SHEBERFA4EMEZRENE, BEFEMEEMR
HEMEREMERNME, MREDT SN ERR
RfE, NESHEeEEFTEMEMR, XNMEEH
TRRiESEr (BFRESE) o (EA “R&E&EA GC/MS
RWR” A [1,2,3] elEKRELEIFEAR, ®RFHREMR
[, HEABETHNIERL TRERTHRSIEEIGHEF, X
MAEERETEAEZCERA ZNRAHERET EXMRK
I, RZARFE GC/MS ECERISE, )

1 REESMUR DTS IZ IR A TR LSBT S
HEENFRIEEPLMNMNRE, FEE, TREAE
A REHAEINEMN, MESERETLEE (RS
7)o ISR E R SRERE RS REES S
BIEETNENER. B 1 &REESNTH 6 #ttrm
&, MNIEREREREREENT. #ITEEEE
P (HEBXRR) &5, MNES 12 #fIZaREmE,
RIETES 18 2 AISEIME, LUK, EE5 24 #t
B SAEBIEEIRREMERBMA, RALREERE
HITRIGH. BER, EZRNSERELEPS,
MR REEME ERIGE (MRZLA 10) o X—HWKRAM
557, 13, 1970 25 APEL, REAHTRIESHRIALT
MEBMMEET —EMRK. 7EH 26 HLZAHIT T RIELE
P, BRI L FRE EFKFE, BEURHEEN RS
HITET, % 27 HRFESMEZEHIIBERE.
ZLEBAMEE, ST XHEBEEFARRE, RBE
BRMEGEEIPMBIE MR e IRENIR, 5 50, 75
100 HBERFIR. X—ERBBFHITHCHE D
EC: fgn, XFARERBAERMBIAERA, 100
R TFEARLY 4 REIE4PM 17 RIBEIELE
1P, LUEHE,

0 SIEGIEHF
= FUEEFRMSEGIEER

R (EF) -

=)

5

0 10 20 30 40 50 60 70 80 90 100
#R (GELR)

1. NS5 RERF MR ZEIBNX R & 6 MXH
T—RSMEGEEr (BE) UnENEE. HRAFE
B HITF ORI 4R

2 2R T Agilent JetClean B & 5B FIRAIBIEM
B, RESF 6. 12, 18 2 EMSEBELEIPFOEE
(PlanERAHEERALENBERT), EREIE
90 HHEMAFTEHITERBRIELP, BEEEFR
BERMNAER: SHEROMENHT, HEABL
NFFIEREITENAE. XERXLNTA “RESHE

&M R o

B REBEFRMSEEELER

MRz (BEF) B

o

5

0 10 20 30 40 50 60 70 80 90 100
#R (GEL)

2. R S5FIF Agilent JetClean BEEEFR ((EEE
) RENHERMRZENXR, HAE 6 MHURRIT
—REEBIELEF Rnd) UmEMEE. EMEERE
%90 HtEA FEHITFIBIE 4R



WAR, B1/E 2 2ERER, BEaZEMRIRAESE
Ro XTETmME (FMEEF) WiEHIERER TR
TR EY MDL 5 IDL BOFIEAE b, B 3 FIE 4 BF
SFEMCE, EREZERT MDL (IDL) B9k,

123 PR

0 10 20 30 40 50 60 70 80 90 100
itk (E5)

3. MPRS REMNFERIRZENKR R, RETRHE
6. 12, 18 MFZERSIEEIELR, LUIKE 25, 50,
75 #0100 #tZ F AR N FRMHARITHIF oG LR

1 PR

&~ O o N o ©

o

10 20 30 40 50 60 70 80 90 100
#HR (ES)
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0.13 mL/min Z 0.53 mL/min Z[8], #1479 0.0665 mL/min
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EEMIERENLETRIR, BAREWEYEIENTF
ENEXEMRIFBHx. TN ESSERIEERHN
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7 1. Agilent 5975, Agilent 5977A F[I Agilent 7000B. Agilent 7000C JetClean & S & B FIRESHAVEE

S8/ MRIgEE TR LR &

SEmR: (BL) 0.13mL/min 353 mL/min  RERFP K 0.0666 sccm 1L,
{5E7E 0.67 mL/min P 3 mm FIHAREL EEEAUE S IREE UL EST 3.5 mL/min BURR.

K STEA 10 pA 10 pA 35 pA ASEBRAREL NN FINES FRESEERANEM, AFRFRZMNEE,
AFAEXH B

F54EA91E) 1 min (IR 1.3-0.25) 1.3 min 120 min RELRES, ERESEEFRNABETHANE, BENERESNSH,

BFRRE 150 °C 350 °C MREF EEE IS FRREM AR AR E FF a7 15 & B al,

ERRIERE XIS E

SEmE: (L) 0.13mL/min 053 mL/min RZHNABE (T4 [SEEBFRRESESRATRARMNILE

RESEE 0.13 mL/min (<053 mL/min), HLUBR/NIEEFHEEX—2H,




3 2. Agilent 5977B HES JetClean & S& B F RS EHHEE

B/ MHREE TR LR i

a5nR: (B4 0.13mL/min 352 mL/min  JRERF K 0.0666 sccm 1L,

{553 0.67 mL/min EEANESARIREET, FMEIREEYRMNEBE 3.5 mL/min £4,.

KGRI (WA) 10 yA 100 pA BIEAER 50 pA; REMIGEEFTE—ENEIAZIRE,

10 YA

FF4ERYIE) 1 min (TR 1.3-0.25) 1.3 min 120 min RE LRIRE, {82 Agilent JetClean B S E B FRENMBETHEAYE],
A IRRESHNEE,

BFRERE 150 °C 350 °C MREF AR XS FREE MR AR EF 147 75 & BT a,

ERRERESHEE

SR (74 0.13mL/min 053 mL/min  KZEMAEE (FE£L) Agilent JetClean B S EB FEXRES HEER TRAR

RESEE RB9IEE (<053 mL/min), FLUB/)\9IE 2T IR EIX—SH,

2 3. Agilent 7010 HES JetClean B S 5B FRESHAEE

SR/ MMEEE TR LR i

SanE (B4 0.13mlL/min 352 mL/min  FREF K 0.0666 scem AL,

{73 0.67 mL/min EREEEFELEEF, FIBIREEBYFREL 35 mL/min £45,

RS (UA) 10 pA 100 pA BIEAER 50 pA; BRIENEEESTE—ENEXRIRE.

10 pA

5458318 1 min 1 min 120 min RE LIRS, B2 Agilent JetClean & S E B FRMMEBEFHEETE,
HtRERE SIS,

BFREE 150 °C 350 °C MRET 7EBIRIE RS FIRR E A AR AR E FH A7 15 & B al,

ERIRFREXHRE

SR (F%) 0.13mL/min  0.53 mL/min

RESEE

RSN BBE (E4) Agilent JetClean BEE B FRRESHEHEN TRAR
{EAYIZE (<053 mL/min), HUR/NIEEZFMEEX—3,

R 4 FRBRNBNE FRERHIHAY Agilent JetClean

BREBEFRNESRAAEESY

Agilent 5977B HES.

B/ AAMBFRAER Agilent 5977A  Agilent 7000B. Agilent 7000C  Agilent 7010 HES
eV 70 eV 70 eV 70 eV
AT 1 0.2 0.2

1 i Hi/MS1 3 MS1 344
ErRREH 29 29/45 29/45
HERFAEHN 300 300 300

B ia]/ 4% S 2 2°/250 ms (5) 250 ms (5)

& 25 25 25
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BOIEIN, BEFARRIEN

* METEH 29 FHE R ETEEN NH', R H, BHTH, BiZI3RERET. 2R, MEERERTRUE
HEMAERE, AREN S NES, BIa5IH 46 EATIR (FF C0oy)
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- ERREIRE THITIRIE, REAMENER, SRR
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LEMRitEEs, NWEAEFERN, PAH. PCB FiKk
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4 Methad /2\
Acquisition () i p re & i
Timed Events -
Instrument Curves Cleaning
Tune File Parameters
JetClean Hydrogen Flow (mLmin) ~ 0.13
Convert to dMRM (Limited to steps of 0.0666 mL/min)

Note: The Acquire & Clean mode of operation introduces
Hydrogen into the flow path during acquisition which will affect the
characteristics of the resulting spectra. As such, any use of
Acquire & Clean mode methods must be fully validated before
use.

JetClean-H2-0_53scemu ] Run Time min
f Tune Type B Solvent Delay 025 min Operation Acqure & Clean -
Tune EMV 1895 Detector Seiting Cleaning
| €1 Gas Valve = | BN T R Pt
Ci Flow — % EM Setting Hydrogen flow 013 mUmin
pechutnetpoit Gain Factor 1000 fimited to multiple of 0.666 mi/min)
MS Source 136 230 = P
Apphied EM Voltage (V 1482
MS Quad 125 150/ :‘F 540 Note: The Acquire Clean mode of operation introduces Hydrogen into
L] EM Saver mmmmwmmmmmm of
Lime IS«ant‘leE(De‘ad} '| mmw,km;vmﬁm Clean mode methods
Acquisition Type Scan - vahdated before
Scan Time Segments
Tne | Stat Mass ‘Eldﬂau Theahiold | Scan Soeed fus) m Cycle Time suz)sm
» 50.00 550.00 150 | 1562[N=2] | = =5 34263 01
SIM Time Segments
Number | Total Dwell G Gain Calculated
e S tie oblons | Tins frs) Tmepy  |Fesoon |3R0 |20
02 1 1 100 83333 Low |»
. ]
Method Last Saved: 7/7/2016 3:32.16 PM % I [ m . Help

5. A) RESFE=EMRIT. B) RESFZEORTETREIRERE



5‘ 0.84 131.00
€ 084
3 074
06
054
i
0.4 6400
03
024 9990
. 11890 41400 502.00
] 50.00 8090 II "?‘90 y ., 19380 , §23050 281.00 314.00 36400 402,00 | 426.00 464.00 lsu_oo 564,00 614.10
4 e % 100 120 140 60 00 200 2%2&02@360350\&&3&{!(“?&03#0460%&0mmmsinsiuséaséuednsiusiu
2
| Fies and Reports | Autotune | Advanced Autotune | Menual Tune |Vacuum Control|
lon Source : El+ | MS1 | Colision Cel [ MS2 [ Lag Factors | Detector | Acquistion |
MS Mode
Source Temp. 23 T 230 Energy 70 eV
n Emission [7] 1000 A 00 Repeliér %2 v g
Ensble .
R @ @2 _ i ") MS1 Scan
EICa Vave [7] OF o DR,V @ MS1 Profie
! ve Post Bxtractor 1 Offset 96 v D MSZSM
| a Post Extractor 2 25 v ) MS2 Sean
H2 Flow 013 mbimin 666 S Fa i
Hydrogen: Purgng (345 secs) Entrance Lens Dynamic V MRM
Lo JL o J[ nw ][ aee
H2 Flow 013 . m v Get Parameter Defau Rangefrom 000 to 053 step 0.07
From To Step Dwedl Time
Ramp
Start Ramp Get Ramp Defauits Accept
s | ~ o B r— —
_ Autotune - Finished - 7/7/2016 2:32:01 PM [ Close } I Help
- —
J3 Manual Tune - 5977 - JetClean-H2-0_53sccmuu l [P
Parameters | Values | Profile | Scan | Ramp | Capture | Dynamic | JetClean |
lon Polarity Pos Mazz Gain -2048
e — Status [Gas 8053 mim
Emizzion _ Mass Offsst 495 Operations
Electron Enengy 700 Amu Gain 1 |"i" Hydrogen flow 053 rnl,-’minl
Filament 1 Amu Offset 17238 () Purge Gas 10 sec
Repeller 2000 Widh218 0150 © Pumpout
() Shut OFf Gas
lon Focus 805 DC Polarity Fos
Entrance Lens 0.0 HED Enable On
Ent Lens Offset 0.00 EM Volts
lon Body 0.00 Extractor Lens
PFTBA Closed  Post Estractor 1
Post BExractor 2
| -
V)

-
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NEERT

ZEXEBEAY, ANEERREIEMINERTS
YR, B RIS HEIR AT LU REE GC/MS /5
FERRANEERIES . XEMBESEEIEXEHE
FIRIERE, ERANESE, EREGE#FESEE
oA “i®/ILENEE” B, ABRUFNZN
R®EZEZE, MESIRRLEREBEFRES (Flw:
CleanOnly-25uA-H2-0_53sccm.M) 897555, & A 7ARIF 5D
B17, HTERFIFEA.

riple Quadry tor

Operation [Gean Oy -
Cleaning
JetClean Hydrogen Flow (mUmin) 013
|| converttodurM (Limited to steps of 0.0666 mLimin)
b C—
Emission (1A) 10

Source Temperature ("C) 230
Quadrupole Temperature (* 150
Duration (min) 13

Post Cleaning

d nved'mmmwmperulureeelll gs in the Tune Fleasaoaalnd
‘with this method.

Stabilization Duraticn (min) 1

Tune EMV

Cl Gas Valve [ |

€l Flow 1— | %

Setpoint

MS Source =
MS Quad 150\ p0| L2

Acquisttion Type ‘Scan

Scan Time Segments

i Frequency
Time | St e | Endttoss [ hveshold | soan speeaiury | ooy | v

Cycle Time Step Size
{msz)

» 025 50,00 150

195 [N=5] |~ 08 1319.79. 0.1

SIM Time Segments

Number | Total Dwell Cycle Gain
)

Time. Group Name Tine () Resolution Factor

Calculated
MV

025 1 1] 100 82323 Low[*

Methed Last Saved: 7/7/2016 3:03:12 PM

B7ERTNEEEATHNESEETESH. k14
RPXLGEEBABRANR E . RIAMEBRRREIR
=, BNXLEEPNTEERRESHNQRERE, /T
24 2 SRR REINIT 2L, USRmE—ITL (BUARIREL]
%) HEMEINES. Cl BRIER—MHIIMER, HAH
FRE—NMT2, RFBERMINERKRATENREIE
B, HRALUEZ KNS EMGMNE —HSH, X
F HES BFIRE, 10 pA BB ERA—2HAIEIBIXT
FREo

Ceaning
Hydrogen flow 013 mLsmin
(mited to multiple of 0.666 ml/min)
Filament Filament 2 >
Emission 0 uA
Source Temperature 230 c
Quadrupole Temperature 150 <
Duration 13 min
Eest Cleaning
anPodUounlng the Source and Quadnupole temperstures are.
desived from the temperature settings in the Tune File associated
with this method.
Stabilization Duration 100 min
Clean Only ok ] Caneel bl
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REFRXEFRANSFREE (BMREREX
) ESHEEXNTEREFENAZEYRER, B2
—MRKEVE, RASEKRENMIENNE, REMHK
TInAEY), ERESNEBEIEEEHMEIFERIZL, W
B 8 FfriTo

AI{THY SRS B RIFAEN RIZHI A IRBYB], UFE 9 SCEE
SEETRAFNRET AN, RINMERRATIREE
MEN A TERAEBNAG . ARERRNLZNERS
HLUBERER, BHRMAIBEE TR, MIgEZSIIEFTA
BHEHKER LR, BIRENEIT 10 3¢ 20 9%, 0.25 72
HHATERCREEIRE, TA%HE. NiemitEE
E, BERESESMEN LS BRI ERZIBET
. MABREIIBHEXLEHIRS D nEFEIEEE
HITHEER, LUBSREEEE.
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8. EEEIE T MAIERFERRT FFEAZRE, X
BRI (A: 230 °C) Fikm (B: 350 °C) MEBFIFA
E. B=RET (B) WRGRPALETEXRZENMRE
R, RZEMPXEEHTFEMZEFRTENERKR, B
BRI REELME



ENEERNXT, RELEIEZHRNEBIEXHEERIZ
Fo WZIERWBTIEER BT 7THREFRAVRE UK
EFREAEIREPNT K, IREATRNRIESHL
BREEXH, BENEHNUEERER ZFINTXLESEH
HITIRE, ERIARBEMBFRSRNRIFIETYN
HFzel, PEEAXRERETRE2EMNIER. WREE
REXLEEF, WEE SIM, RETEMN LRETEEBH
JUB m/z (<m/z500), B 300 m/z BEMREEHE. &
BRTRIZE N 45 2 50 FRERi,. MBEK 29 (T,
RN REREL 30) X 28 (SQ) FRPAERIRAT&
& NH (m/z 29) WFERREIRIENIS, UBIASRERE
KA. SQ AEREBRZNENZWHAE LY REIE
Hy" (m/z 3)« HeH™ (m/z 5). ArH" (m/z 41) F%F, HER
ENIEEME, SRR E UFEHIEXXHREFRN,
BRI REIERE . B 9 BT HEHBIEN—NR
B, BIEREEENEFREGEILHETF (GF) RE
Z: MREIEN, & NH, WIZEREH GF, RIEFTE
BORE WY EGRE R RS GF.

X
pa
d

D}ﬁ%

REETEF, RPE(NEBENRE. MAMsihFEH
TR, FEXRMEIBESHHTUN, AILUAREER
BYZI EIC NAEX B ERMR T EEIEE, EKEHUEFR
RFMBERRSEN—FE, BFREE 50% &E,
LUEFRIETARERN 20% B, BFREE 80% 555,
Lirt, MBRESHEESEENESEMURATER
BEIGEE (BEEE) Bbf, FEityrEEas,
MAOZEEEATE (FINTE EIC WIERA) . RIFFEC T
IEERSE B X REEERENIER. FREWHER
IR BAEMRYERNY, RAEEBRYFERMY,
MEN S A REEREKEUERR, FMNERKEE
THERKH, MERADITUEEREEREK (B2
AIEEIREIRR) o — MR, BFREEIGM, ARG
FRTHREE—MEL. KEERER m/z RBFRE
SSHMEBFENRERESTeesEMnE (FEF
&), BOBRIXAERIRIE,

m/z 91

m/z 55

m/z 57

)iV
COCO === == NNNNNWWWWWAERREERCICICIOITIRD DD D
NPE OO POONPEOPRONPEDHON P DOONPEDRONPRDOO O

S

03 05 07 09 11 13 15 17 19 21 23 25 27 29 31 33 35 37 39 41 43 45 47 49 51 53 55

57 59

KELRT{E] (min)

9. £ 0-6 min SEEA, 7E Agilent 5977B SQ-HES AR 1R
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B 10 217 RB/IMESRRZEN—M (10 pA) 253
EREENEFNANSREFRLREN m/z57 8
EIC, B¥ELSY EIC F1Y3—1k EIC, 7E4EXT EIC A, BE
HiNEIR—MEFREIK . SSEREENESFREL
RE, FAltt, RARSMENHEETRANBRERE
ZHYIR, BHESRERATIANEL. E3— KBS,
AEIREREIZET EIC SERE 0.25 FrEMEE &
59, X—EERERREETIEM. FIMEEER, EXLE
ZMHT, ZYREBRENLEE (U8, BRemRHA
EEBRAIEBRELZYIR) . HtWREELUER, B
BRI EE B TEIRNGEE T,

BWELFBITNEEBAEHIRE TIC (K EIC) T
%, AEREDLTT (BARANEL) ZAiFELETSE.
XREPTFAREENS FRALESE, BASHRAE
HEBTHERBERE.

12

S5FmpiEEER, BFREESIRERNERERE, A
E#ITIAT. RENBRKAER 2 /M6, —H5ER
RABEMNBRRONEEGE NF 20 9%) , ZEH
F, AEFRE/VNNNRERE (NHEENKEENGE
B o MEHITEMRAENEREERF, it
JURUN B FIRH#ITET. KEREREEREEER
5, REEBFRMEERNADERFHE,

£ SQ R4, XELBEAEMIZIAFS] (W Source-
JetClean.S) HBEEHVTER, XLEFFITIRIBERENIT,
FAMEFERFTRUERERARZFIRZEHRIT,
BAKE s 7E “JIEME" h#HTEE, BINEFEE
BHENZE /9 60 3¢, BN, BIERA SLEEP ap<iE iNeY
iBle Hal TQ RFEAF2HF BAKE 6,

NFERAESEBEFREN GC/MS RE, BRIAFERE
FEBR: methods\default 1, BIINEZFGEHBERS
. BNESSEBEFREEFMALESR, MR
IFRAEEMIS E B, XEBERNTFERERARS UK
BEEEXEMSHIEEEHR. TBNEERAT, aE
REEMR. SRR EM BEFIZE. ETQH, A
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SREBTIE] (min)
%102
1.05+ B

0.954

0.754 sccm H,

0.66

1.00

> 1.33

= 0.55 1.66
0.5 — 2.00
0.45+ — 333

o
r=2
o
I

04 06 08 10 12 14 16 18 20 22 24 26 28 30 32 34 36 38 40 42 44 46 48
SKEEBYE] (min)

10. A) (BB R . ERNNARE H, RIEEE FIRER m/z57 BI EIC (10 yA)e B) TE/NTNAER H, RIRIEEE
TIREM m/z 57 BIIEFELL EIC (10 pA)e RAEEE, I 25% HIXT N LLIEK
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