' MERRUK

CLX

Reporter

Analytix Reporter Issue 7 | 2023 l

» TORIX

LC/MS/MSIC&BBYMIT7LILT V5 h
— PR EEAN BABRIRE FEAEREEREMT FBH R

FOOD & BEVERAGE

—VERDJURY—k. AMPA.
JILRS2—EDFLLILC-MS/MSE
COSMETIC & PERSONAL CARE
BT IES DEE MDD TSRS ? ‘

PHARMA & BIOPHARMA
NILTILEZHBON-Z ROV 7SV OBIE
LC-UV/MS% BB\ i ¥

BlOshell™ A400 Protein C44 > L% AL\ =
BERT/70—FTIILIER SRV IR T D0
ENVIRONMENTAL
RUL—FTILRILER> (PES) £
)T )L 2 —DPFASHE I DD

EPAXYw537.1, 533, 8327ICH1F3
PFAS®DLC-MSZ 1

PFAS®DLC-MS% BB\ /=R 0 B IC DLV T
SCIENCE & TECHNOLOGY INNOVATIONS
1 ) RERNMIMMER T S /BESAR Q
R N £ R HPLC Tips & Tricks:3E A BDOEEL '

N |

The life science business S u e I c 0 ®
of Merck operates as

MilliporeSigma in the .
U.S. and Canada. Analytical Products




ANalytix

TOPIX

3 LC/MS/MSICEBEMT7LILT Y Hth
—MRMHEAAN BARMIRE FXRAMEEREFI BEE R

FOOD & BEVERAGE

8 A—YEARDIVARHY—K AMPA,
TR 22—t DEFLLILC-MS/MSTE

COSMETIC & PERSONAL CARE

13 HETLEDOZEMHIRICHRD?
PHARMA & BIOPHARMA

15 NILHILEZYHRON-Z Y7 IV OHIE
19 LC-UV/MSZRWIHEYSRE

23 BIOshell™ A400 Protein C41 > L%=RALE
BEAT/7O0—FIRENS Y IR TORH

ENVIRONMENTAL

26 RUT—TILRILKRY (PES) &
D)2V T4)L2—DPFASHIEYI DI

30 EPAXYwR537.1,533, 83272817 B3PFASDLC-MST3
32 PFASOLC-MSZRW-mEDBICDULT

SCIENCE & TECHNOLOGY INNOVATIONS

34 RERMFEHET I/ BESER

35 HPLC Tips & Tricks:;3E AED&#EL

AT ARERICRET 26MEa I
TOZAIT—ERAN,
jpts@merckgroup.com

SigmaAldrich.com/Supelco

For your personal copy, sign up at
SigmaAldrich.com/analytix


http://SigmaAldrich.com/Analytix
http://SigmaAldrich.com/Supelco

TOPIX

LC/MS/MSIC K2 BT L)

—RMEEAN BARRRE FRAMEAREFT HH R

ki

1. BM7LIL¥—

EEDTLILE—KREDOEMIFELL BRETEOAERDO2A
ADFRAICIADMETSH DT LILEF—FBICBELTLR LD
NTW3Y, $IC. BRI 2T LIS VT3 T7LILE -8
R FEERETBATEYTLUILE—DEMIZEETH 3. BY
TULE-CIE. BYICEENZRE BYTLILTY) IC&oT
FIEFRITNIMERENAREZHEEEZNLT. £FICLo
TRMBRERDFBREINZIRROCTH O, EF LTSS
EWIgERAHNEE T BIgENEUEBY T LILE— DR HELH
5N%. IGENTEUEBYT7LILE—DBEERIZ. BATIIALRT
7.6%~10%">, 2mRT6.7%’. 3MBETHS%>? . FELUBET
1.3%~4.5%°cINTWV3, BARICHITZ2FHEECIBE
R(F1%~2%EHEINTWVEH. TSI TI%~5%". 77X
HT3.5%~4% L DIMEHL BB, S%. BATHEICESE
BHEZ ZAREMED B B0

IGENEMBYM T LI —DZEE. BYTLILF—DRERM
(1) =B L THE2R U AICERDFER IN SRR KIS
Thd. RRBMD LA EEHHIEIN. FH. KOEE. &,
BREEIFVITNBAENSHERIBOTERREBRZ THIHN
BN, A, NETRIECENBL AORE. BREETIK
ML RAMEVEZE ZSN TV,

BY7LILE—DERIZ. Z2LDHE. OF - & - DEDEHP
STRE. FPRBEEICLEESZN ETTILLBORE. W
R, R, BHRCOEEMERDIEES, FBICRRMN
PEVATIE. BRLIEBMT7 LIS VA TKMETH>TH, I
EETPEHEEZHITFI147F—2avIICEDERICES
D BB, LIchoT BY7LILF—ZHDOAIE. BYTLIL
TrEEURMERBLAVESICTERLAEITNIERS AL,

K= 1.3%
B 1.6%

VN 1.1%
FARR%E 3.3%
REHE3.5%

FOM3.7%
#1591 5.2%

6.1%
& 8.8%
47, 18.6%

ARDELE 13.5%

E1. SRy T LI —0ERE R

2. BT UL —RTHECREE

BYT7ULILT V2B BRORBICLZIBEHEEOREZMIE
TRERNS. ERIIFLIBICEREEE (BBR22FE85233
B) ICE K TUILF B ECRAORTHEDEIRIN.
TR2TEAR DS IFBRMIRTE (FR25FERET0S) ICED<
BRRTEESLIVOEEENEICHVERIN TV, 2023
FARRAETIF. RUITRIHEEMESME L ENICET 320
BENTLILF—RROMRICHEOTWVS,

BT LUILX—RRGIEZMETZHEET (FR2HF8B%T
IFEEFREE) H5id. TLUILEF—REHDEYIIKREINATNS
CEERRET BT DREHENBHIN. RTV—ZVIRE
& LTIXELISA (Enzyme-Linked Immuno Sorbent Assay) &I
LREEREED. BERBLLUIVIRZYTOVNES &
U'PCR (Polymerase Chain Reaction) jAIC &3 EMHRE AR
INTWBY, BB, RERBICEVLTE. &R gl7zbnts
EEMEBRROZNVEEEEH10 pgl LOBHOZFH L
HETRLINTWS,

R1L. BYT7LILF-—RTOMRME

FERE DR

HERME AU MM < BB hE-ZIE -1 BEE (E—FvY)

(RTRDEH)

BEBRMENC T—EYR-BHU -V W B AL YT hAva—FyY-
£F3H0D FIOATIN=Y - FHR - CF-IF-SE- RS -BA-NFF-
(RTDHRE) BAH - £07T-HH - PFEVDL DA -EFFY

3.LC/MS/MSICEBIRMT LIVT 53tk
BYT7LUILFEF—RFHEIZEVWTE. HEEBTHISRINE
EEMBOREZE (REE) CASEXIIEEALOMEZSD
BREZOERIRHOSN TV, BRORERERMEZHR
ELTRIV—ZVIRBCHERBREBEZRAFICITSZENTES
REOIORNIZT—2 > T LEESH (LC/MS/MS, liquid
chromatography tandem mass spectrometry) A WS5 N3 &
SIC%>TE o LC/MS/MSIE. HERERMENCE ENDZNY
BxERERTHEL. =BT - 7ILFILEETORE. NUTDY
THIELTESNAREROEWRTFRZEE - EET3HE
THhd. MEMARSZFIFALELISAETIZ. HETIEEY
RV IRICESTIIRERIBICS D BEEHIEZRITHEHT
EFRVDN LC/MS/MSTIXABZMHHIE ZACCED TSI B7DE
FHEOBWAETH S,
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LC/MS/MSTIE. BEFEMEHIHR T 32 NI EzEERAFE
MBCLTERL. ENZAEICTEVWRNI T VELICET.
ERLIERTFRZLC/MS/MSICEDRIEL. REREZIERT B
L7ch'oT. LC/MS/MSTHEREL DIEZRST-ICIE. EER
BRENBETZENVBOEM. SEEZFOBRIVVETRT
RTH%o

Sz, IKEBY7LILF—DOXERRRARMTHEIHBMNEL
UHFAZAIRRELT BIREIOFABERIVNVEZEE
RARERELIBYT LIV Ut eRELICOTRET %,

3.1. EEREES

R2ITFTESIC. BINIFLED58%HIIA. 31%HINETHE
BINTED., TNBNDOIBALICIEZINIEH11.0%. 17.5%
TOEENTWVWS, IRICEEFNZZNIBLLTIARTIL
7= (Ovalbumin). #7R+Z>X7x1)> (Ovotransferrin) .
ZFAR L3R (Ovomucoid). UV F—L (Lysozyme) % &10%&
HULDPNSNTED, RPBFEENZVWARTILTIVTE
SIRRINTBL2ED54%~66%% 5853 (R3), CNEIEIN
ICEENZZNVBELERICNTZEEICHET 5 £20.8%~
25.4%ICHEET B, ARRIC IIEICEENZZNTEITIET R
E7 > (Apovitellenin) . URETFUY (Lipovitellin) . UXRF>
(Livetin). "RREF > (Phosvitin) HEDHD. RHEEED
ZWTRETUVTIIINIER Y INBREDIT.3%E 58 (RE).

]2, BIMEME OB R L EEMD OMEMR "

BINDEYNIBLEICIRE T 5 L22.9%ICHEEHT 5,

S IITREDIKS (87.4%™) TTETHD, AVNJEDEHEE
133.3% " ENTH B, FADEZVNIEIE. REICRLIZLE
D, EICT9.5%DHEA > E19.3%DABRVINIBTHEEIN
THED. BHEEEDZVaS1I-AET U TIIFALZ VNN IB L1k
030.6%% & 83,

HEEMEOREICAVSIEERZEMBE L LTIEEDO 2N
DBEBWVWEREITTIE. B 3. WTNICBVLWTHLEER
MEHCHET 32 NIBOHEREEZAN—LTVBLIFEL
B\, 22T, BINOAOIZEERICIE. BIIHFRZVNIET
HBARTIVIZD ARNSVRT ARLOACR, DY F—
LoAEE . FASMAOERERICIZ. FAHKEIVNIET
H3htEA1>. a-ZUbFILTZY (a-Lactalbumin). B-ZUb5
A7) (B-Lactoglobulin) d3FE (WFNH I FILRUYF
BIDEREIZEYE) A WBZ e L1z (K6),

BINDTAORERE LTINEBRREIVNIVENAFTE RN
Tefe®. EERATEEBE DRV INVETIFBINARZ >V INIBDH/N—
E(FAT%ICE Fo7=hh IIEARZNVEICHLTIE86% L&
WAON—FMNESND. Foo FAPMRAOZERICAVWSHE
1> (Bos d 8)IZRTICRLI-HED. FHICEFNZHE1V%
WELTED, Z20OHICEE3BEODZNIETFARESY
NTBIZHLTIN%EEWAN—FHESND,

(%)

B e IS BYNIE =] x5
EST 100 65.5 11.8 11.0 11.7
5A 58 88.0 11.0 0.2 0.8
oE 31 48.0 175 32.5 2.0
IRk 11 0.0 4.0 0.0 96.0
R3. 0B DZ /N BHEK" KA. PED LN OB
53,1 SEE (%) 5% EEE (%)
ARTILT =Y 54-66 TREF > 37.3
ARESYRTT)Y 12-13 UREFU Y 40.0
ARLTAR 9.5-11 a-UREFUY 26.7
UV F—L 23-45 B-UREFY > 13.3
ARLF> 1.5-35 YRF Y 22.7
AR1>eEZ— 0.1-1.5 a-URFY 2.7
AR T) > G2 1.0-6 B-UNRFY 4.0
AR G3 1.0-6 V-URFY 2.7
URIZSEVIREGRYNOE 1.0 RAEF > 13.3
TESY 0.05-0.5 EFFUEEEVNVE Tr
FRREF Y 0.5 % Tr : EYE




R5. FHUOE NI ERRES

% BEE (%)
R e 79.5
aS1-h¥+1 > 30.6
aS2-h¥-—1> 8.0
B-Ht1> 28.4
k-HtA > 10.1
ABELVNOE 193
aSURTFLTIY 3.7
B-54rTOTUY 9.8
IOMBEBTILITZY 1.2
ggsaJ) > 2.1
TAFA—ZART k> 2.4
3.2, BiLIEE

T—RIFY-—THBELLEBIC. RERIHE N EERZM
ATRESHE LR, A1YFaxX—bELTELDBEZITL
EBEHBRE LT MIBRICRRELVOOFARLAE—ILE
BRNIZBERZRML, 1>FaxX—kLI, BIZ. I—R7E
EPIRAREMA. A>FaX—kLT, £CIC. MURRER
BLUMITOVARERML. A>FaN—hLTI&. 50%FE
ZAMLTc, BE. EEMHEFICESBER. ERELV28B%Z1T
L RIERRE LT

3.3. MERHF

ik O<T T S7 (HPLC) ICIENexeraX3 (E2BEFREY) %#.
D AT LICIEShim-pack XR-ODS 1l (RE7.5 mm X A{Z2.0
mm. AFEL6 um) (BRREFARE) ZHAV. FA—TVEREI
50°Cr L=, BEHAICIZ. AR 7 R=RUJL. B#& 0.1%FEEICK
2SIV NAER W, BEMEDERIF0.5 mL/mink LTz,

BEPMEHCIZLCMS-8060NX (B2 8RR # AW\ o 14>
1LE—RIZESI(+H)%Z. BIEE—RIEIMRMZAW:, EZFZ—1F
VIFR8ICTHR LT,

R6. EEMFER L LIFREHRENE

BONVE it HEES
FRTINT IV Gald 2 (LoTox) LTN-GD2-1
FRES2ZTT)Y Gald3 NA-GD3-1
FARLAT R Gald 1 (LoTox) LTN-GD1-1
Y F—L Gal d 4 (LoTox) LTN-GD4-1
her1y Bosd 8 NA-BD8-1
a-SURTILTIY Bosd 4 NA-BD4-1
B-Zu~komIv> Bosd5 NA-BD5-1
RT1. 1> (Bosd 8) DA IHERL

0% 28X (%)
aSl-A€-1 > 41.59
aS2-hAE1 > 31.81
B-AEr> 21.99
K-HAE1> 4.34

Z D 2.10

RS DR REVNIEDSERLIARTFROEZZ—1F>

2INIE RTFER EZR—1HF> (m/z)
FRTILTZ> HIATNAVLFFGR 449.4>639.2
FRRSYZTTUY  SAGWNIPIGTLLHR 512.4>906.6
YFGYTGALR 524.4>737.4
FRLIT R VMVLCNR 446.3>661.3
446.3>562.3
DY F—L GTDVQAWIR 523.4>673.3
523.4>545.3
aSl-h¥ A > YLGYLEQLLR 634.5>991.5
aS2-ht 1y NAVPITPTLNR 598.6>285.2
FALPQYLK 490.4>648.4
B-ht—1> VLPVPQK 391.0>568.3
391.0372.1
AVPYPQR 415.8>400.2
415.8>660.5
KAt YIPIQYVLSR 626.5>765.4
ST RFILTIY VGINYWLAHK 401.1>468.3
B-3u kO IPAVFK 337.7>561.3
337.7>464.2
ALPMHIR 419.4>653.3
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3.4. TIRERADXEDER
BEMHRERRICBISSUFALRBEINIHROLESR—O
(EF) BLVTVY ERF) ZAFL. FEICLOTON%E

R9. SR DT OFER (ug/g)

&ZH—0 Iy

FBIERZ VNV E

fAole RERORERBIL. VFhORTFRICBUTH0995 oo = =
MECEFREIFREFTH > FlEL T B2ICARTILIZIOD ARLTAR 337 17
BEBRER L, E3ICEEARONRNAMBFY/OY UYF-—4 P 1
IS5 L%ER LTce RICHLIEEED, LBE5DOFETH. KED a8t 1414 94
DRI B NIBETRTREINTED, BPmRS  F @ Tmsia) L
UNVBBLUHIBERZONVEOEFHEIFVWTNH10 ug/g I BREVINE
WETHBI BB HE L. L S0, FEEE  aSlatry 4316 801
LIS DVWTIZEMERRZ Y /NI BDIL%%E H/N—LTWVBH aS2HEA > 1916 947
BN OV TIFRHDILNE LD SMHBROSV NV EES) L — =
FRRELTVANS 5, BIBRSY SOROBFHENL = - :
Ug/eR B THIBAICIEEBEMICEVTEIBZETEN.  pssroniny o -
PRRBICEVWTUIAZEENHRFETH S, a5t 12938 2650
HE (715 2153
(Z 10 ug/g) (= 10 ug/g)

200000 -
150000 - R?=0.9989

100000 -

E—omR

50000

04

y=123.24x- 5309.1

0 500

1000 1500

BE [/ ng/mL
F2. R 7T I > OREE

aS1-casein YLGYLEQLLR m/z 634.5>991.5 /\
Ovotransferrin SAGWNIPIGTLLHR m/z 512.4> 906.6 '\
k-casein YIPIQYVLSR m/z 626.5> 765.4 ’\
aS2-casein FALPQYLK m/z 490.4> 648.4 I\

Ovalbumin HIATNAVLFFGR m/z449.4> 639.2 \
a-lactalbumin VGINYWLAHK m/z 401.1> 468.3 f\
Lysozyme GTDVQAWIR m/z 523.4> 673.3 ‘\
Ovotransferrin YFGYTGALR m/z 524.4> 737.4 ’\
aS2-casein NAVPITPTLNR m/z 598.6 > 285.2 I\
B-lactoglobulin IPAVFK m/z 337.7> 561.3 il
{\ Ovomucoid VMVLCNR m/z446.3> 661.3
)\ 3-Casein VLPVPQK m/z 391.0> 568.3
N\ B-lactoglobulin ALPMHIR m/z 419.4> 653.3
)\ 3-Casein AVPYPQR my/z 415.8> 400.2
e

3.0 3.5 4.0
RIS / 9
X3. BEABRDME T A > IO T S LA

2.5 4.5 5.0 5.5 6.0



4. FL®

KR TRENLIEBY T LILT Y ODEIR. BmPICEENDLE
EEMBBEROZ NI EBZEEHRTHEB LR, NUVTVHE
LICEDRTFRICEIR L. HEMEDZVRTFR%ZLC/MS/MS
ICEDRMTBZIET. TDEVNVEDEEEZEETSFE
THBo FIETIS6TRE~14FZBEDRTFR%ZLC/MS/MSD 3
WRELTWBTco. MDOEYNIBEDTI/BEEEH c—H LR
BEY BaREMEIMELS. MU LEDAFAUDERT B LICEBT
FVBEODE - BREBETHESITKVWDITETH B, LIch'oTL
ELISNETHARIE - BEMEOHE LR ZEHMDREICEVTED
MHZEFHIBT B, Fleo RN ENZB@LDZVNIBOR
BENDN B, HIRIZRILOEMOEHICLSZ/NIEE
ROEEEE=L2—95HELLTERTZI LN TES,

KERRRKICERORERMBOREZITI O TEEME
NN FETHBoH. THRECEEREICEVWTLIER
TNBEHERFENSD RERTIE. HERMEBRERS N
VBNEHEEMBE L TAFTIZDDIIREN TS, S,
LC/MS/MSDORICE LIAREMED BT, TRINBZEHE
FNdo

ik

BERPEERTRAEBRVIIF - TLILF—{E/EER, VIIF-TLIL
F-NHREERRES (FR23F).

2. Ebisawa M, et al., J Allergy Clin Immunol, 125, AB215 (2010).

Yamamoto-Hanada K, et al., World Allergy Organization J, 13, 100479
(2020).

SHZR, BANRRFEAMEE, 109, 1117-22 (2005).

5. FRSEEFREFICSITIRREEBICETIATEERSEE, (0F) BEF

BIRER (2014).

6. Kanny G, etal., J Allergy Clin Immunol, 108, 133-40 (2001).
7. Munoz-FurlongA, et al., J Allergy Clin Immunol, 113, S100 (2004).

10.

11.

12.
13.
14.
15.

BEERUR, MBETHT, RIS, SHER, NERMTLILE—ICL3R
RREICET22ERERE, SN3EERMTLILF—ICEETIRERTIC
B2 HEMARFWEE, HEET (2022).
BREEEBTRAR VAR VARBOEDFEFICET2ETO—EZHK
ET2EREOMTICOVT (FRI3FIFISB[TITREETISEEHBEE
ERERFRETRE) .

BRERREEIDVWT (FR2TE3A30A[MITEEREIIISHEETAR
AN

TULX—EZECRMOBESEICOVT (FR2FEIR10B[ITHRR
52865 HEE T RREA .

W.J.Stadelman, O.J.Cotterill {5, ZREEL iR, SIOFIF L 3AfT, FR4E (1979).
Y. Zhu, et al., Trends in Food Science & Technology, 78, 188-196 (2018).
BHARSIZERHFR20205hH (\FT), SH2F12A8.

V. Raikos, Food Hydrocolloids, T, 259-265 (2010).
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=

LC-MS/MSER WA DT V)R —h PI/AFILERR
Vg (AMPA). LR R—BMAIEEICDOWTHEFLET, CO
FEGFBEREETHOTICTVRY— 2O REI O RN
AIRET. B> FILIZQuick Polar Pesticides (QuPPe) Fi&ICE
DA TV, BEKREIOY NS 71— BEDHE (LC-
MS/MS) THMLET, H—HRVHTL (H—HRYR—IDHPLC
HNTL) ICED DR EFRIFL. BEEREBTVEZULNY
T7—CTFEbZRIIL D KOBEME. 2T TESIEZG T THE
PWhAA>ZRELE LI, FHEEILSciex 6500 MSZ L.
F—rER—=ZDY U FILTI0 ppbE VWSEWRHERR#RIBL
FlTco BROBMTHRLIER. JUKRY—M AMPA. &
RS —RDBRELARILIEXYVYROBEERAZBZZCh
DD FRLT

IXL®IC

JURY—hE. HATRLERATNTVWBRERIO—DTHD.
EROAR YU ED TR — DR BICERBEINTVETS,
COIEMEOFERAZEIF. FTEODI. KB, BIELREDIE
EFEABERITIUVRY — bSO HBEMHEATNIERIC
EMLELE. KETIE. RERET (EPA) OFEHINXZECode
of Federal Regulations (CFR)-title 40-volume 26T. Bm®H &
UBREYFOI) AT —MINT3HBRMEIRESNTVETS
48 (Crop group 15) IZHFB T VHRY—NREBIZR T SEPAD
HFAREIF30 ppmICHREINTED. COFBEICIFK. KB
FUEOODEEENTVEEA. ARICEVWTTURY -k
—RICAVWSNBEZLDZVWRERITHZ VLR X —bDFR
fliZ. FRETO.4 ppm. KT1.0ppmTY, CDFAEICIFHH
MR EMHEENTED. JURY— OB THSAMPAL
AAFROMRELELE (B, LD BMNES (EU) Tl
FT—FEDRAZEZEEME (MRL) (. JUKRY—EH20 mg/kg.
TR 2% —EH0.03 mg/kg (KDEWEE TIRME) T, XK
DFE. VR —he IR —FDMRLIZ. E1Zh0.1
mg/kgH £ 10.9 mg/kg T3> D7 FIVTr—3>Tld. RY.
RICHBADU7IILOREICFERINS A —FRICEENZ T
FY—bOEEZABTLE LI, JURY—bDAEIE. B
B0FEULICOTS>THEZSHEINT LTce HPLOEISITHIER
HORNZ0- 7L TILT ERTHR M RN EFEARI T EHE
Floo TIALZIXFILAFSAILARZILZOUR (FMOC) %
BAWTHURY — 238 tL. BRARETIHEDRESN.
ELERASINTVES AF. RFIORRENDBELRLC-MS/

Glyphosate AMPA

0

0] H 0]
il
HO—B—/NJJ\OH H.N P/OH
|

29N '\
OH OH

Glufosinate

0

0
H;—PMONW

OH NH,

1. JURY— b AMPA. JILRS X — ~O#EER

MSEBDEA N EAT )R — e 2OREY EFERLET
ICHNT B EHEREICARD E L o BEDIHTR—XD TR —
ERICIE. ChETIAORER. FAKEBEERREIOY
NS5 T4— (HILIC). B—RUHPLCAS LAY, EHDHSL
PMERAINTVET S HILICAR—X A F VAHETISEE M DTS
BETT AT — N ZOEFEERE T B7-DICESI(+H) Z2ER
TBREEDLHNETY, HILICR—ZXD AV RTIFIER I D
SV EIFREDFERRISARIE R L VWSBEENBHD T,
1A UTHETIE. BBICIAFRAAALE—REFERL. B
BBICOTUBEFIZ VT UBIERERALET . CNSDFHME
IFBRETIEAW O, BEDTAICLZBRHICIEBELEE Ao
BAIIMET. REBEERCEAA IR ANTLZRAVWTESI()
FOITURY—bOBRHINARETHZEERRLTLETS,
SEINMERM REKZEEROBZBE L Supel™ Carbon LCHZ
LEFERALELce COASLIE. REDIVIRE—RFHEE
ZELTHED. HILICRHEZRB L ETICRER T OREZ A
EIEBZEHTEED,



RER

)R —k AMPA. LIRS R— K7V EZULIE DT BIE
B E, JVURY—~-2-2C,°N. AMPA-BC, PN, FILARS ®=—
b-DslE R AIZEH L NS IZEY B ZFERLE LT, WERZ
HEYE CIERMAEFIZEN B DARIE. 1 mg/mLDKIZFHE
BL. BYMOIRIYIZRBDRNAIICERBLEL

F=HZWIAF=r,I—IIZTAMMIYIZELTERL. D
EERICERLEL e MTBEDA—HZvIF—bI—)LDE
BTN E. ATFDRTYFTIURY—MMIDOVWTRIU—
Z2PJLELE (B2) o IRTDOA—FI—ILICHBZREDLAIL
DIVEY— b Z2DMDILEMIRHINE LT, SEIDRET

TIUUTIILEEHE T VR Y — %24 ppbZEATULWETH, 3D
DM RMPINTTNYIIZIVRDARHBBEVHDEEVE
Lico COFEDTIRIYIRIE. 80 ppb&800 ppbEEL LS
ICANAOLE Lo ANATEINTEHUTIIIE. ABFRELY
NITF=2a3VRORMRYOEINEZFTMITZ7-HICFERALE
L7

BEOA— I —IILIUTIIEBHGEFRDX—/N—TBAL. 7
URH—RNBRICDOVWTHEET L E LT,

5 gD AR AHIK10 mLE RERIZZEY)E 80 ppbE IR & L30D EHE

1%(v/v)FE&- X2/ —ILiaKR %210 mLZINZ. 3073 fEFHE

15438 1,250 rpm

-80 °C T30 R E

D 4
h 4
b

5,000 rpmT10%3 =050 B

HLB SPEA—KUw130.5 mLD100% AR/ —)L AV T1a=>d L&,
0.5 mL ®0.5%v/vDFEE-7K: XAK2/—JL(50:50) CAVTra=>o

HEID EFEH0.5 MLz h— Uy DISRIIL A HRISBRE

HFILHHER0.5 mLzO—F LA K Z[EIUY ;200 uLz200 pLOBEEATHRIRL THMR

2. 47 ILELER Ty



10

Food & Beverage | #—VZEHRNDI)RY—MAMPA JILR S % —bDFH LLILC-MS/MSE
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HHEAEIE. BNES (EU) TIRESNIEEYCHREXNRE
L. Quick Polar Pesticides (QuPPe) FEICEDE. &i&HE
SBHEIC0.5%FEE-K ¢ X2/ —)L (50 : 50) =ERALELES

Chamkasem and Harmon’h'#ke& L7z /5 A L R#EIC. Supel™
Swift HLBA— Uy WEHRmHE (SPE) 2)—>7vr
ZITWELTe Swift HLBA—RUw2id HHEE— R TIRBLW
AR RYMICERT RN TEET, SEFEATZE BT
EIMEFENLRT28) (FHRE) ICBEO<CHETYT, COAET
& Ho7IMERZHLBA— )y ITEBIE. D070
ICBAHRZEIINTZDHTY, HLBIE. 2—7 v MEEWEDD
BKMEDOBWA M ERIEL. BESHMISEBIEZILH
TEEY,

LC-MS/MS:%

DHrICIESupel™ Carbon LCAS LZFER L. #RIEDZ VAT
K ERIFICRIFI R A TIE LI, KEBERAILRET
DEZVLIBER (pHI) ZEA L. ESI()&E T TEZZ—LIR
xSy (EL) DU VB £ 3R ARV BE S ZBYIC1 41T
IBLSICLEL, oo REBT7VEZVLBERISIERMETH
D, LC/MSICELTWET, BHEBENME[BlIE. 7EhZRUJL 1K
(95:5) & LFL7o R1ICMS DRTTRINTA—EERLET,
B3I, ZEEFADIVOINITLLLCEBD/NTIA—F—%RL
TWEd,

NEREBIRITAEAZEZFERL. 0.25% (v/v) FEE-7K 1 X&2/—
JL=T5:25TCRRABL £ L. REHRDRESREEIE3 ng/mLH5200
ng/mLT. BRI IERIL AW TR 0.99& D BIFTL o IR —
FOREKRMLIREIRIIRAISTLET,

R1. PITHRDOMS/NTA—F—

Compound Q1 Q3 DP EP CcX
Glyphosate Quant 168 63 -30 -5.9 -26

Qual 168 124 -30 -5.5 -16
Glyphosate-2-*C,'SN  Quant 167 63 -30 -6.5 -28
AMPA Quant 110 63 -15 -10.0 -28

Qual 110 80 -15 -10.0 -36
AMPA-13C,15N Quant 112 63 -15 -6.5 -24
Glufosinate Quant 180 63 -50 -6.0 -56

Qual 180 95 -50 -10.0 -24
Glufosinate-D, Quant 183 63 -50 -5.0 -70

1200000

1000000

800000

600000

Peak Area Counts

400000

200000

oL -

0 0.5 1 15 2 2.5 3
Time (min)
——AMPA

—— Glufosinate Glyphosate

LC Conditions

Instrument: Agilent 1290 HPLC with AB Sciex Triple Quad 6500+
Columns: Supel™ Carbon LC, 10cm x 2.1 mm I.D., 2.7 um (59986-U)
Mobile phase: [A] 20 MM ammonium carbonate pH9;
[B] acetonitrile:water (95:5)
Gradient: Time (min) A(%) B (%) Flow rate
(mL/min)
0.0 100 0 0.2
3.0 100 0 0.2
31 0 100 0.5
5.0 0 100 0.5
5.1 100 0 0.2
8.0 100 0 0.2
Column Temp.:  30°C
Detection: ESI (-) MS/MS (RI1BR)
Injection: 20 pL
MS Parameters
Voltage: -4,500 V
Curtain gas: 30
Source temp: 600 °C
Gas1l/Gas2: 50 /70

B3. Supel™ Carbon LCH S Lz BWJ VT — b AMPA. JILEKRS R— D
LC/MSO Rt ERHIDEE S>> 3> 2100 ng/mLF+v 1) T L—
SaVREVH—F

4.0 -
y =0.938x-0.0407

r=0.9947 L4
1/x weighting

w
w
L

\
\
\

=
(63}
L

\{

Peak Area: Glyphosate/Internal Standard

o
(&3}
L

0-0 -. T T T T T T T 1
00 05 10 15 20 25 30 35 40

[Glyphosate]/[Internal Standard]

4. 7)) R — FORRNBRIRER VAT —bDFv ) TL—F2—1F3~
200 ng/mLTHEMEREYERE IS 50 ng/mL


https://www.sigmaaldrich.com/product/supelco/59986u

ok

pariitr 1]

BOZIIEIIBIE A EMEH ZFERLEX L, SPEEY>TFIL
EA—RIYSICBIRITTEWEDI)—2TyTDT7—2R
EFIAREBDELT DR RMIETRTERETH D7D,
Supel™ Swift HLBIZRIFEIN T, BHFHEUNERAHFINE
L7

CORESEEABBRIATY T OB, ARLIHBENEIAT
BN FEIRETY, HPLCAS LD SDBEHIF. BEEEE LK
BAUERBEERTITVWELL, TR 7EFZRILZRAWVT
ATLFFRZTVE LT, HMHIN Y > FIL2#E#(E (n>100)
AALTH BELGREBEOEIZELEFEATLIL, AIZIE
SHEOZABEOBIEZH VW HEEORFRBOLES
IERSD 3.2% THH. CHOLCAYYRDEBFEMZTRLTWVET,

A—AZVIDA—,I—IHEHEHIDOWT, JUFRY—rELT
BELEMDR I -2 7% TVWE LT, ThEDiERZR2
ICRLET, IRTDILEMHY O TIVICEET B EH RS
. COXVYRDEREDZINRINE L. DX RYOE
FREDNZRDHEVY UV TILNE XYY RDORIEICERT I
LFEL7’.

R2. BRA—VZEDONYIIZIOVRDIHER

Glyphosate AMPA Glufosinate
Cereal (ppb) (ppb) (ppb)
Sample S 8.0 38 44
Sample Z 4.8 198 39
Sample N 24.6 <LOQ <LOQ
Water control ND ND ND

SERINIZ3 DO RYDLOQZERIET B8, 6[EITTHN24
ppbAZ /A I INTVET, EINRIF80~120%A. RSD
(F15% U T THAZEHERINEL s LOQIEZS/NLEE10:1T
HELELE.

e Glyphosate 6 ppb
e AMPA 11 ppb
e Glufosinate 8 ppb

SEINIZ. 80 ppb¥800 ppbD S DL AL TIDDHIH &Y
RS2 LE LT 800 ppbR/S14 LIt FILDI Ykt —
FEAMPAO 2V OXR NI SLZESICRLET, EEFERIFRIIC
TLET, 3IDODIRRYIDOIARTH, mHDANATLANILT
BHINEETIECHHERELZ, XVYRDBEEIL. EIUNER
CLTRIEL. BERNDRNTAIETY, 80 ppb&800 ppbd /N
1ODHE. JV)RY—hDEIUINEKIF124%E96%. AMPADI[L]
I¥ZR(13132%. 104%T. JILR SR —MEFIH T80%. 88% TH >
Tco 2HE DT RN THRBKDEINEEADF LT,

1200000

1000000
£
3 800000
o
3
Z 600000
4
3
400000
200000
0
0 0.5 1 15 2 2.5 3 35
Time (min)
B5. 7' Rt — b~ (1) L AMPA (588) 1. 800 ppbTH— F I —JLICZ/N1 Y
IEREDHD

RI. F—HZWIRTOH I - FEEIC80 ppb 800 ppbicX
INADOLTEAVY RN T—2a> DR

Day 1% Day 2%
Spiking level recovery recovery
(n=5) Compound (%RSD) (%RSD)
80 ppb Glyphosate 124 (6) 134(7)
AMPA 132 (6) 106 (13)
Glufosinate 80 (18) 109 (6)
800 ppb Glyphosate 96 (3) 96 (4)
AMPA 104 (10) 91(7)
Glufosinate 89 (4) 111 (5)

PO J)EY—rORELERE
RELICHETRYROT )RS — b O ORERERAUTRLE
To NSO VTVSEHBETHEALIHDT, HVTILN
ICIRTA—HZy I DSNILHEESNTVE LT,

R4. T —bZADIUTILODITHER

Samples Glyphosate % AMPA Glufosinate

n=3 (ppb) RSD (ppb) %RSD (ppb) % RSD
Sample N 24.6 5.0 <LOQ n/a <LOQ n/a
Sample C 178.0 3.0 12 1.4 <LOQ n/a
Sample R 259.0 9.7 41 9.9 <LOQ n/a
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FH

SEIDRFT LIV RY — B L UVBEEICEMD R FIETIE
BEEMPpHEH T TREXRSupel™ Carbon LCAS LAZB W :
LC-MS/MSZERLF L. COATLIE. HMEBBRHEELTXZ
J—ILDOFEETFT. BEDTRRYO+DHRFZRRLEL
feo BENMBICIE. BESWMISES L. BRNABIFLEREE
129320 MMIREE 7V EZ U LNy I 7—EERBLE LIz, A —
FEDIUTIVHTILIZDWVWTIE. AR/ —ILEKDBRERZ
BWQUPPeF EICE DB ZITL. ZD#%Supel™ Swift
HLB SPEZRWO ) —>T7 w7 ZITVWE LTce BERMIAIESR
LI-ASMZEY B ERITZE T, VR —hBELUEE L
EYMDBELNERDFE LT NUFILITYRMSIEHZ BV
COXVYRIZBIFBIUAY— R OTERRA (LOQ) I, 6 ppb
TLlio 7—rEZELTUTILICIE 25~260 ppbDFV)RH—
FEEATWAZ DD ELT,
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Supel™ Carbon LC,10 cm x 2.1 mm, 2.7 ym 59986-U
Supel™ Swift HLB SPE Tubes, 30 mg/1 mL, Pk. 108 57493-U
REME

Aminomethylphosphonic acid (AMPA), analytical standard 05164
PESTANAL®, 50 mg

Glyphosate, analytical standard PESTANAL®, 250 mg 45521
Glufosinate-ammonium, analytical standard PESTANAL®, 45520
100 mg

Glyphosate 89432
Glufosinate-ammonium 49677
Glyphosate-2-"C,”N, analytical standard PESTANAL®, 5 mg 90479
BRGEE. 7YY — (V0T EIRSR)

Acetonitrile hypergrade for LC-MS LiChrosolv™ 1.00029
Methanol UHPLC, suitable for mass spectrometry (MS) 900688
Ammonium hydrogen carbonate, for LC-MS LiChropur™, 5.33005
50g

Formic acid, puriss. p.a., ACS reagent, 33015
reag. Ph. Eur., = 98%

Brand Centrifuge tubes, PP, w/caps, 50 mL, Pk. 300 BR114820
Pyrex disposable culture tubes, rimless, 10 mL, CLS9944513
Pk. 1000

BhESm

Ll HhenJES

N

Methanol for UHPLC-MS LiChrosolv™ 1.03726
Acetonitrile for UHPLC-MS LiChrosolv™ 1.03725
Ammonia solution 25%, for HPLC LiChropur™ 5.43830
Formic acid for LC-MS LiChropur™ , 97.5-98.5% (T) 00940
REME

Glyphosate, certified reference material, TraceCERT™ , 89432
100 mg

Glyphosate-2-13C, PESTANAL®, analytical standard, 5 mg 90007
Glufosinate-ammonium, certified reference material, 49677

TraceCERT™, 100 mg

B8, (spe

Supel- sy o) ER B :

Uwg‘il, Swift HLBA S5,
R

Supel™ Swift
BB h—rIyo
DAhZ2AJICB5H 5
AFAEETY,

m——

https://bit.ly/3ZBZXgs
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https://www.sigmaaldrich.com/product/aldrich/cls9944513
https://www.sigmaaldrich.com/product/mm/103726
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700U VEEIR. BRLBEMDMED R T EMEO—RETT AN
TUREIHOROEMICZEENTED, HFROA 1)L
HMZFICHEFENTUVET, —iRIC. 7OV EDOLFEEE
F. BLIZRTESIC IRV ERE LIS VERZEATVET,

OCH 3 7 \
~ N
Om g b o0 ©
Psoralen Bergapten Xanthotoxin
OCH3 CH3 OCH3
o/\WLCH3 =
= A _~ 0 N
b 0”0 0
070 Y 0”0 0 0
CH3
OCH 3 HOJ\FCH3
OH

Isopimpinellin hydrate

Oxypeucedanin

“ A OCH3 CH3
o
CH3 0 0~ ™0 0
HsC
HsC °
Byakangelicol Byakangelicin Heraclenin
CH
= A P 3 OCH3
CH
o o o /((\/j\ s _ \
“CH4
O\/\(\/\/CH3 o 0”0 0
0] CH
CH CH X 3
0o 0 CH3
8-Geranyloxypsoralen Bergamottin Imperatorin
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CH3 OCH3 CH;

CH 3
O/\/I\CH3 = A o/\/ CH;
0y T LD
0”0 o) OWCH 3
CH3
Isoimperatorin Phellopterin Epoxybergamottin
CHs  H;C OH
o NF CHs
OH
~ N\
070 Y
6°,-7"-Dihydroxybergamottin
B41. Chemical Structures of Furocoumarins
7':'77'}y‘i%%ﬁ?‘:;?fiﬁ'lﬁ{téh\ '%1&%%*@?5: t Product Number 93102
HHO. EUTIFBBITIED T O XEEOEIEERRDOK 2 Product Name Furocoumarin Mix
. 7Oo<V>EHED L mg/kgLX"FT“E FhniFabxtAi. Quality certified reference material, TraceCERT™
Solvent Acetonitrile
EREHERERHS (IFRA) I HPLC-DADICL37OIT) > Concentrations 250 mg/kg per component
DRARPHAEEZBERELTUVET, Supelco®Tld. IFRAE®D Package Size 1mL
TL &')0) WL\DE*%E#@Eﬁ\[/_ F@/J:b = Eﬂ%ﬁ{#\: L/—C Ly ij_o
Components:
Key Features Compound CAS No. HhanJss
= Psoralen 66-97-7 55738*
© NIST SRMIChL—4 7L 2 SREHZ 42 / Sergapten 184208 55991°
TraceCERT™ 2!)—X Xanthotoxin 298-81-7 55992*
_ N . Isopimpinellin 482-27-9 56182*
. CEOTRIE
ISO 17034/ B IT RIS Oxypeucedanin 737-52-0 63346
BE Ig‘,&‘o){-n{-n@%g(gq NMRTCEREE Oxypeucedanin hydrate 24724-52-5 63354*
(ISO/IEC 17025 u:L.\/E@TG) Byakangelicol 61046-59-1 63399*
Byakangelicin 19573-01-4 63503*
o LCEICEZE Y. REAREMHDHR Heraclenin 35740-18-2 63353*
. XA RN SRR E e 8-Geranyloxypsoralen 71612-25-4 56349*
* BN ST UM CIAE TIRH Bergamottin 7380-40-7 56393*
Imperatorin 482-44-0 55996*
Isoimperatorin 482-45-1 56148*
Phellopterin 2543-94-4 56149*
Epoxybergamottin 206978-14-5 56394*
6°,-7"-Dihydroxybergamottin 145414-76-2 56446*

*coming soon also as single component reference material

Note: The components of the mix will also be made available as neat certified
reference materials under the product numbers listed above.

{tHEmICTr b TrEhiL%e
FEALTVEID?

FEMEDOTZMCQCOT-HDIFEYEZHERLE S,
HHOFEME D RENRR— L TAUAZTELESI L,

SigmaAldrich.com/phytochemicals
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Frank Michel, Analytical & Chromatography Scientific Advisor
Sanjay Poman, Application Expert, Mumbai Analytical Laboratory
Sundaram Palaniswamy, Workflow Solutions Manager Advanced Analytical
EC®HIC 7“:*}%""' hicafg. 2%, REEBT-rOVT7IVARMSO

2018FE7H. EEROBHILBIC/NILYTILEZY (B1) BFRIC=k

AV7 IR THZ OV I AFILT I (NDMA) DFEIC
DVWTHREDHOFL S NILYILEVIE, oo FToo o
LWLt 72—70vA—T. allEEDAREICFERAINET, N
IWHIILEVIGE. TSV =ILE GODERLIDDREREIFOR)
ZHBICRHOYIL AV IR ENZEEICEELILEMEHCEL
F3% FO%. MOTILEVREERZPS=F O VEERICN-
—hOVZIFILTEY (NDEA). N-ZhOVDrYTOELTIY
(NDIPA). N-Z;AVIFILAYZFOEILTZ> (NEIPA).
AYSI7FILTZY (NDBA) BEDMOZ MOV T IR DR
ADEESMNMIEDFE Lo FLTNIILYILZVREEZFERLES
mOHFRNAREURDTTHN. NIILHILEVEREFERLICEES
HEENICHIE TRETRBRLARDELT,

N-ZhOVT7IVIEZOVERE (N=0) 212t 5 TY, it
FIRGELERE (WHO) DEEHAAIZEMRS (IARC) IC&Z . =0
VT IO L TEDSAMPETHELHD. Al
WEBRINAMNEDTREMELN DR LTVET, REILUFEER
BEX—H—EZrbOVT7IviE, HETETHEMERG T T2URE
Told3MM 7 I EHEBIE T RISICKDER TR ZHRBLEL
feo FILEUET RSV —ILROFERICERB TN LEREL
L. ZDHFER. N-ZrOVT7IVUNERINZ A HDET, F

N-Nitrosodimethylamine
(NDMA)

N-Nitrosodiethylamine

(NDEA) (NEIPA)

1. SERELEN-Z~OYVY

=
Ny

T

CH3

N-Nitrosoethylisopropylamine

AR HDFT, TN, BUNEBA (Ph.Eur) EEEH
T. BEAO=rOYVTIVICDOWVWTL ppmkEOEERFIEE
SRTE. 2020£E5KI230 ppblcBlEFIFELES

CORETOAEIFEREN OEBERN BN ZERTS
HEHRBDET, I FLAEDAVYRIE. GC-MSETIZHPLC-MS
EERALTVWETY, Z0ODHICIFERDO=-rOVT IV, RE.
HEDH D RHYIRED D IR RHBRENRBERDET,

ARETIE. NILFILZVEEROSEEO OV 7 I VA
(NDMA. NDEA. NEIPA. NDIPA. NDBA) %#. XEBRmEZX
fuE (FDA) OAHARSAUIZHE>T. El MRME—RDGC-MS/MS
THERLF L7, FDA®DOffice of Testing and Research (OTR)
MARLTVBXYYRD1DEXYy REFED N —R LTRER"
Ay RNUTF—=2avIEKEFERF (USP) DEREBIRICESTE
mELEL

EER

GC-MS/MSETId. BLEWVWZ AV T IVICRIGT 3728, RIFE
ANEERBLELIz, OTREZIGHEIC. REDEL (1umTlEA
<0.5um) TYIRASLEERLE LTz, LHL. Thidoaovh
95 74—IZB8FBUSP General Chapter<621>IC¢5H DT,
IOXMIST4—. BLUMS/MSDEHEETLEY (R1~K3),

N/’0 0
l P
HsC._N.__CH3 N
\r H3C _~_N._~_~CHs
CH3 CHj
N-Nitrosodiisopropylamine N-Nitrosodi-n-butylamine (NDBA)
(NDIPA)

1S
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R1. /OIS 71— S EEBORS

Experimental Conditions

Column: SUPELCOWAX 10,30 m x 0.25 mm L.D.,
0.5 um (24284)

Oven: 40 °C (0.5min), 20 °C /min to 200 °C,
60 °C /min to 250 °C (3 min)

Inj. temp.: 250 °C

Carrier gas: Helium, 1.0 mL/min

Detector: MS/MS (& 2. {3 BMR)
Injection: 2 pL - Splitless pulsed injection
Liner: 4 mm single taper liner with glass wool

Dichloromethane

EILAhyEZ—%fEL0 159 DMEDICAY ML, 15mL
DREEICANE T, ZOHSmMLOTIOOXEY
ZARMLET,

RICERE 19RARILT v O X LT%.4,000 rpm T2.5
PRERODBEZITVWET, FELETERY FEAWVT,
Ho2mLooOOX42 > @E%. 0.45 um PVDF 71 )L
R—=HFFT5mLY U DI LET,
#05mLOFEEE 2mML AT TILICABL. Fvv T
#LET,

2.5ng/mL, 5 ng/mL, 10 ng/mL, 20 ng/mL, 40 ng/
mL, 80 ng/mL, and 100 ng/mL each prepared in
dichloromethane (NDMA/NDEA/NEIPA/NDIPA/NDBA)

Sample diluent:

Sample preparation:

Standard solutions:

]2, MS/MSE

MS/MS Conditions

Tuning: Auto-tuning
Acquisition: MRM (EI mode)
Collision gas: Nitrogen @ 1.5 mL/min
Quench gas: Helium @ 4.0 mL/min
Solvent delay: 7 min

MS source temperature: 230°C

Quad temperature: 150°C

Electron energy: 70 eV

Dwell time: 50 ms

FR3.5BEO-_+OVFIVDMRM

Peaks Compound Transition Retention Time
1 NDMA MRM1 T4->44 6.952
NDMA MRM2 T4->42 6.952
2 NDEA MRM1 102->85 7.533
NDEA MRM2 102->56 7.528
3 NEIPA MRM1 116->99 7.784
NEIPA MRM2 71->56 7.787
4 NDIPA MRM1 130->42 7.971
NDIPA MRM2 130->88 7.976
5 NDBA MRM1 158->99 9.497
NDBA MRM2 84->56 9.494

500=hOV7IVEIODUTTHRET 5N K. Z—7Y
FE—OHBEPIMIYIZDE—IDNSSEDBET BN
HkFELEE (B2), BEINIUT>I3>21LIE. FDA OTR
ECHEBLTEDELAS>TED, TNIFGCC T LDEELEW
CEICERLTWREERSNET,

X102 [+EI TIC MRM (**->**)
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®2.40 ng/mLTOY A7 LBESGMAROD IO M Z LO—fl, E—UBSIC
DVWTld. RIZETBELLLT L,

Counts (%)

o

110 115 120

BEVVEHERIFEHOMRMREIRT 37201, 22Dy
ICEBMRMTHEEEL £ LT 220 %=R3IC/OVNI S LTR
LE9 (S/NEE10LLET. 2.5 ppbDIKERE)

102.0->56.0

x10?
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http://www.sigmaaldrich.com/product/supelco/24284

XYy FEEH

NUF— R INTFDA-OTRIETIE. 40 ng/mL DIE%ERK% 6 (Bl
DELUIALIEED% RSDES5%L LTWET, SO ETH
E LR, MMRMTEARTORMMICDNTE%RBE BN E
L7z (R4) o

|4, 40 ng/mL=bOVT7 I URERDOERERLEADIEE

Compound % RSD for MRM1 % RSD for MRM2
NDMA 1.8 13
NDEA 1.1 1.1
NEIPA 4.2 15
NDIPA 0.9 2.2
NDBA 43 3.0

T5IC. ZOMEERE (1) IZ0OBEKFBRERIE. =0.998x 3N,
SEIOKRATIXS DDAV T IVICDVWTHMRMTI NEE
T=9EcRDE LT (]R5),

5. AMRMICH TR =0V T I OMEBEFRE ()

Impurity MRM1 MRM2
NDMA 0.9994 0.9995
NDEA 0.9991 0.9995
NEIPA 0.9995 0.9995
NDIPA 0.9996 0.9994
NDBA 0.9983 0.9981

NILVGILE Y RBIADEBERICOWVWT
HMTOREFBTHEALLHRO/NILFILEZVEENC. HEIROE
FEH'10 ppb (NDBAIZ40 ppb) A2 &SICZhOYVTIVRFH
MEIANAOLE LTz, ZbAOVT7IVOENERZRAELIZE A,
ZNEN94.5~105.7%DEE L HD F LTz, (FR6).

6. ANTIINEERZPO-_OVT I OEINE

Impurity Recovery of 10 ppb in drug product

NDMA 99.0%
NDEA 103.5%
NEIPA 94.5%
NDIPA 103.9%
NDBA 105.7%

FDA-OTRZETIE. NILHIILAVEFFDO_FOVTIVDER
RS (LOQ) 1&8~40 ppbDEHHE THZ L LTWET, DA
ETIE. NILHILEZVBRICEWVWTISICEVWLOQ=REEEL £
L7 (RN o LOQIE. BILEMIDSTFHIL// X (S/N) LE10I
BEOKHRERHISER L. NILTILZVEEIADIZEERINRER
ICE->THREEL & L7z, #RHBRE (LOD) I&. ST FHIL/ /A X (S/
N) LE3TEHEL £ LT

R7. FDA-OTRIE L AL DRERICH 1T BL0Q

FDA-OTRADLOQ MU RERICESLOQ
Impurity [ppb] [ppb]
NDMA 13 3
NDEA 8 5
NEIPA 8 3
NDIPA 8 5
NDBA 40 32

FLH

ZhAOYVT7IOARMY DOTEE IE. FDA-OTREICE D &
SUPELCOWAXH S LZERWMRME—RDGC-MS/MSTAZ I
ERTEIENTEELIe TRTOZ AV TIVIE, BEPY
MUY IRDE—IDSTEFTHRS. BEWMILLLDBES N, X T
LEEEDEHEFBLLTVWELZ, ZOXVYYRIZ, Z+OVT
SYRIHBA LTIV ILZ VBRI DD ICBR T,
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" OMI Tube Holder for use with OMI-2 purifier tubes 23921
U=l ' =
= RN OMI-2 Purifier Tube 23906
GCHAS L - .
Super Clean (Base-Plate Design) Gas Purifier triple trap SU861026
SUPELCOWAX 10 GC Capillary Column 24284 (hydrocarbon, moisture, oxygen)
X 0. .
30m > 0.25 mm, df 0.50 um Super Clean (Base-Plate Design) Base Plate single position, SU861011
P L size 1/8in.
Dichloromethane for GC-MS SupraSolv™ 1.00668 Super Clean (Base-Plate Design) Kit carrier gas kit (includes 28878-U
1= s SU861026 + SU861011)
N-Nitrosodimethylamine Certified Reference Material CRM40059
5000 Li thanol sEEy g
pg/mL in methano ﬁgﬁénn
N-Nitrosodimethylamine USP Reference Standard 1466674
N-Nitrosodimethylamine Pharmaceutical Secondary PHR2407 gyo o HhEOsEe
Standard; Certified Reference Material
- - - — - Valsartan Pharmaceutical Secondary Standard; CRM PHR1315
N-Nitrosodiethylamine Certified Reference Material 40334
5000 pg/mL in methanol Valsartan EP Reference Standard Y0001132
N-Nitrosodiethylamine USP Reference Standard 1466652 Valsartan BP Reference Standard BP1161
N-Nitrosodiethylamine Pharmaceutical Secondary PHR2408 Valsartan USP Reference Standard 1708762
Standard; Certified Reference Material
. N N D-Valsartan (Valsartan Related Compound A), PHR1875
N-Nitroso-ethyl-isopropylamine EP Reference Standard Y0002262 Pharmaceutical Secondary Standard; CRM
N-Nitroso-ethyl-isopropylamine USP Reference Standard 1466685
D-Valsartan (Valsartan Related Compound A), USP 1708773
N-Nitroso-ethyl-isopropylamine Pharmaceutical PHR3609 Reference Standard
Secondary Standard; Certified Reference Material
- " - Valsartan Related Compound B USP Reference Standard 1708784
N-Nitroso-diisopropylamine EP Reference Standard Y0002263
N-Nitroso-diisopropylamine USP Reference Standard 1466663 \slialsnadr;?’giRCeRlal\a/;ced Compound B Pharmaceutical Secondary PHR1876
N-Nitroso-diisopropylamine Pharmaceutical Secondary PHR3607
Standard; Certified Reference Material Valsartan Related Compound C USP Reference Standard 1708795
N-Nitrosodi-n-butylamine Certified Reference Material, 48320-U Valsartan Related Compound C Pharmaceutical Secondary PHR1877
2000 pg/mL in methylene chloride Standard; CRM
N-Nitrosodi-n-butylamine USP Reference Standard 1466641 Valsartan Related Compound E USP Reference Standard 1708810
N-Nitrosodi-n-butylamine Pharmaceutical Secondary PHR3608 Valsartan Related Compound E Pharmaceutical Secondary PHR1878
Standard; Certified Reference Material Standard; CRM
ToEhY - & AR Valsartan Chiral System Suitability Mixture solution V-073
e . .
Millex® HV Durapore and (PFDV) 0.45um syringe filter SLHVO33NS Valsartan for peak identification EP Reference Standard Y0001131
Inlet Liner, Split/Splitless Type, Single Taper FocusLiner 2879905-U .
Design (wool packed), pkg of 5 ea (also available as pkg of 1 Valsartan for system suitability EP Reference Standard Y0001145
ea (2879901-U) and pkg of 25 ea (2879925-U))
Supelco® Helium Purifier SS fittings, 1/4 in. Swagelok (nuts 27601-U BEEHIZEYEICRHTZBERIF. Tiez BTV,

and ferrules included)

Supelco® Helium Purifier SS fittings, 1/8 in. Swagelok (nuts 27600-U
and ferrules included)

SigmaAldrich.com/pharmastandards

GCHASLZYDESICLTEUIIN?

An optimized chromatographic separation
begins with the right column

GCHSLFERHIKRTIZ. UTOBEHRERHELTVET,
® H>LER

@ EEINRI/NTA—4

O X DESHBRAEICEDLSBRIEIELTLSH

GCHEOJIICESDSAFTEET,

https://bit.ly/3J36DgH
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& 2P A—ADEETH
HEMB LR B (E&L) ZiEH
TBGCC/MSKXYYRZBNLE
LTce T5IC. RH—ARAIGIHH
EMEHRNICRE - 2T
7c® IS, GCADTraceCERT™
MEME L CRHYRERE
MWE (CRM) Sy UR%EFERHTS
CEDMEEDEIFLELR,
CCTlE LC-UV/MSICEDKE&LIAZRICED. HiEIOXNI S
—EICHIE T BCRMI Y 7 ROERICDOVWTEBN L E T,

smgle use
component

Single-Use Equipment

BNFMETTE VI IA—RO AT L (SUS) 1. ERRD
BEPHDITWIIEVWT—RIICERAINZEHHETI, CDLS
BREZEOEMIZ. SOFMEBSOHEBADBHICLIERER
DBRICDBEDZ ML BT,

COVRVZEETRIHICIE. MENSBITIZHEEDHS
LEYZRBET S (MR & HBRATTRITIES
ZEZBETSC (FHMER) H'EETY,

BPOG (BioPhorum Operations Group) -1 RS+ >'%USP
<665> guidelines for polymeric components and systems” (R
STMMR) ICHZL5IC. MEYICEIIRAEIF. IEIELAE
PEEREZAVTITV. BEMICSETIE0omAEZERL
THAMTBIHRELNHDET,

AN . RII—mD DRERY GO ERIEH
HHDORICIE. BREIOINI ST —-BADNE/EEDH
& (LC-UV/MS) BMBELTUVWE Y, UVEMSIE. IRIEVEEOHH
MERETBICDITERINE T, —RICED FMRIDOIER
BAEARISRATH B0 BENLCHEYOREEEEZST
I B=T YRR DMETY,

CDESIBDHERFICTBHIC. LC-UV/MSEHERT—ARAIIC
Ron 221 FEOMBYICH T BCRMEGARZRFELE LT
COCRMIY IR, KA DBV ORERREICRILDIENT
T7%<. NIST SRMADRL—HEUTZH5. EEICHFERAT
TET, COREBBRICIIRABYENZTENTWVEcD, B
ENRHEMZRBEIVRIZERT RO, & Dtz
BRITHDICHELTVEY, BRBRICEENS2IEBEOL
EMER2IRLET,

JBH¥ (Leachables):

SRICEMT B (B 22U A—RIRTL) HEE
AlICTBITI 2L EW. TOLAPRERMG T COEREERH
ICEDETH. EXmOEEIIIIMRICHEEZEXSH
BEMED B E T,

¥ (Extractables):
BE. MIFAEET (BEEAAE. BALRER. BF) T
S E D SHE I N3 EY.

SINIA—R R TA(SUS):
EEEEEICERAININAZTTOEIADE
ELVETORE

HESTFT

® Flga:
FEME, EENVT 23 DFRE, KRE. 70X
OAVARAZIR—3>h R0

® SUSD—:
NAFVTIR—, TARR—
THE

YIINTAINE— Fa—
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LUTFTld. LCRHHY BHMR ) —Z 8B BT,
T E—DHEYRERICE TR EERMEYOER EEEET
ST FYTr—a il DWTERBEL £,

LC Method for Extractables Testing

VTN A—RK88 (T1ILE—) DI DM ERICER L7k
B/NSKX—RE RLCFLHTWVET, BPOGTORIILHZRELN
S EEIXC18H 5 Ly (Ascentis™ C18 Column: 15 cm x 2.1 mm,
3um) TEMBL X L7 50% I 4./ —)LERAWL. A —EZRILEER T,
40 °CT4ARFRIMHE L7cg. T ERKELE L COH YT
L ERBEMBEDREARELY—TVATRITLEL

#<1. Experimental conditions

Instrument: Agilent Infinity Il, QToF 6546

9f 11 e
s

o \

o 53 ‘ M ‘ H ‘
o

o] | \ I \ “L \ H‘ ‘\ \\
| o ——4A4A B A W .

7 %8 § ® 06 © B Wb kW B AN Z L BB BT H B
Responss Unis vs, Acauisiton Time (rin)

B1. Extractables and Leachables Screening Standard for LC, UV (220 nm), 10
mg/L in acetonitrile.

21

Column:

Ascentis™ C18,15cm x 2.1 mm, 3 um
(581302-U)

Mobile Phases:

[A] water; [B] methanol

Gradient:

& [1£51 EIC(1360728) Sca Frage175.0V SA_Mox_10ppm_o.0 Smocth
s

Time (min) %A %B
0 100 0
1 100 0
15 0 100
25 0 100
25.1 100 0
30 100 0
Flow: 0.5 mL/min
Columns Temp.:  40°C
Detector: DAD, 191 - 400 nm; MSD, full scan, m/z 75-1500
Injection: 5uL
Samples: 1. Extract of a single use filter (24 h extraction with 50%
ethanol)
2. Extractables and Leachables Screening Standard for
LC (95636), 10 mg/L in acetonitrile
BRLEE

LCARHMEME LV BEMR ) -V IZEYBED IO NS
L%E1.FE3ITRLFET (UVLESI pos. ESI neg. E—Z7IDI3F&R2)
UV-MSIRHE B DA E D EIZED. 21BEDILEMIRTHIZ
IFREICDBLTIRHEINE L, £ 16BEOBRILEY
UV (220 nm). 13EEOBBILEMIZESIRS 717, 145858
DBRBRICAYIIESIR AT T AV THRHETZ A TEX LT

B a & ®x 2 EJ

B2. Extractables and Leachables Screening Standard for LC, ESI positive, 10
mg/L in acetonitrile.

108 [[£51E1C(121.0288) San Frog=175 0V S Mix_i0pom_end Srooh

T S 0 ot o® B B B T % B D B 2 B % B & 8§ B B
Count va Acciaiton Tims (i)

B43. Extractables and Leachables Screening Standard for LC, ESI negative, 10
mg/L in acetonitrile.


https://www.sigmaaldrich.com/product/supelco/581302u
https://www.sigmaaldrich.com/product/sial/95636

RIFREEm/zLbD—UT KD, Pentaerythritol tetrakis(3,5-
di-tertbutyl-4-hydroxyhydrocinnamate) (Irganox 1010) A%
SUUNA-RTINEZ—DHBEROTHHENE LTRESNE
L7c (R4BR), TEN4H LCRHEEY - BHEMXI)—=>
JIZEE R KRB DPentaerythritol tetrakis(3,5-ditert-butyl-4-
hydroxyhydrocinnamate) (Irganox 1010) E— 2259 204k
I&. UV (220 nm), ESI positive £7=IZESI negativeZ7AX ~T'S
LIZEDWTEITENE LT,

#%2. Peak IDs, selected ions, and retention times of compounds

102 [E5/ (1133770 can Frog- 7500 EOH Lo 003 oo

X102 <ES|EIC(1199.70) Scan Frage175 0V SA_Vix_10ppm_ep.d Smoots

: IR VR SR S e G R S TR A W W T R R T R R W R e e
‘Counts (4 vs. Acquisiien Tim (ri)

[B4. Representative sample of a single-use equipment extraction. Top: Extract
Sample of Single Use Filter with 50% Ethanol, bottom: Extractables and
Leachables Screening Standard for LC

uv Most prominent adducts
Molecular absorption
Compound Formula at 220 nm RT [min]

1 € -Caprolactam 105-60-2 C¢H,NO 136.0728 very weak [M+H]+ - 5.43

2 Dibenzylamine 103-49-1 CyHisN 198.1279 yes [M+H]+ - 6.23

3 Benzoic acid 65-85-0 C,H:0, 121.0284 yes - [M-H]- 8.48

. 167.9931 [M+H]+
4 2-Mercaptobenzothiazole (2-MBT) 149-30-4 C;HsNS, yes 9.36
165.9788 [M-H]-

5 Bisphenol A (BPA) 80-05-7 CusH10, 227.1077 yes - [M-H]- 11.1
2-Ethylhexanoic acid 149-57-5 CgH 460, 143.1082 no - [M-H]- 12.1
Bis(4-chlorophenyl) sulfone 80-07-9 C1,HsCL,0,S 308.9519 yes [M+H]+ - 12.5

_Di-tert- 4. 259.1672 M+Na]+

8 3,5-Di-tert-butyl-4-hydroxybenzyl 88-26-6 CLeHaO, yes [ ] 127
alcohol 235.1705 [M-H]-

9 2,4-Di-tert-butylphenol 96-76-4 Cy,H»,0 205.1597 yes - [M-H]- 14.2

-(2- _5- 226.0972 M+H]+

10 2-(2-Hydroxy-5-methylphenyl) 2440-22-4 CLHLNO yes [M+H] 145
benzotriazole 224.0826 [M-H]-

11 Butylhydroxytoluene (BHT) 128-37-0 CysH,,0 219.1754 yes - [M-H]- 14.9

12 1,3-Di-tert-butylbenzene 1014-60-4 CuH,, - yes - - 15.3

. 282.2795 [M+H]+
13 Oleamide 301-02-0 CisH3sNO ——— very weak 15.6
280.2643 [M-H]-

14 Palmitic acid 57-10-3 Ci6H3,0, 255.2331 no - [M-H]- 16.1

15 Bis(2-ethylhexyl) phthalate (DEHP) 117-81-7 Cy4H350, 391.2839 yes [M+H]+ 16.0

16 Stearic acid 57-11-4 Ci5H360, 283.2644 no - [M-H]- 16.5

17 Erucamide 112-84-5 C,,H4sNO 338.3417 very weak [M+H]+ - 16.5

18 TMis3Sditertbutyl-4-hydroxybenzyl) 767665 6 CasHeoN:0s 806.5084 yes [M+Nal+ - 16.1
isocyanurate
Pentaerythritol tetrakis(3,5-di-tert-butyl- ol 1199.7770 [M+Na]+

19 4-hydroxyhydrocinnamate) 6683-19-8 CraHiosOn 1175.7726 yes [M-H]- 16.7

20 Tris(24-di-tert-butylphenylphosphate  95906-11-9 CoHesOuP 0854365 [N+ Nal* 17.8

ris(2,4-di-tert-bu en osphate -11- es .
yiphenyiphosp e 6614378 [M-H]-
_3-(3.5-di-tert- 4. 553.4597 [M+Na]+

21 Octadecyl-3-(3,5-di-tert-butyl-4 2082-79-3 CocHesOs yes 19.8

hydroxyphenyl) propionate 529.4624 [M-H]-

21



PHARMA & BIOPHARMA | LC-UV/MS#Z R\ =it #saZE

FH nEs PackSize ~ HZOJES
SO LCAICH T DY - AEYRI)—=> 8% Bisd-chlorophenylsulfone 100 mg CRM96153
DEAMLMEEZRLTVET, Yo/ I1—2MEh54ELS  BisphenclA 100 mg 42088
BO—RMLHMEY O T, Ascentis™ C18 h5L%&fEA S 2poacan 100 me CRMO1483
L7 LC-UV/MS XYy R T, 21RS0EE koS WEE e Dpenalamine (DBA 100me CRM95728
BHEEET LT 3,5-Di-tert-4-butyl-hydroxytoluene (BHT) 100 mg CRM96857

1,3-Di-tert-butylbenzene 100 mg CRM96659
References 2,4-Di-tert-butylphenol 100 mg CRM00437
1. Ding et al. Standardized Extractables Testing Protocol for Single-Use cis-13-Docosenoamide (Erucamide) 100 mg CRM01374

Systems in Biomanufacturing, Pharmaceutical Engineering, (2017).
https://ispe.org/pharmaceutical-engineering/ispeak/standardized-
extractables-testing-protocol-single-use-systems-0 2-(2-Hydroxy-5-methylphenyl)benzotriazole ~ 100 mg CRM96697
(Drometrizole)

2-Ethylhexanoic acid 3X12ML PHR1914

2. USP <665> Plastic Materials, Components and Systems Used in the
Manufacturing of Pharmaceutical Drug Products and Biopharmaceutical 2-Mercaptobenzothiazol 100 mg CRM96051
Drug Substances and Products, third draft, published on March 1, 2019 by -
the USP. Octadecyl-3-(3,5-di-tert-butyl-4- 100 mg CRM00318
hydroxyphenyl)propionate (Irganox 1076)
R 1) B3 Oleamide 100 m CRM96709
ARG :
Palmitic acid lg PHR1120
Sma hanJEs Pentaerythritol tetrakis(3,5-di-tert-butyl-4- 100 mg CRM96656
Extractables and Leachables Screening Standard for LC, 95636 hydroxyhydrocinnamate) (Irganox 1010)
certified reference material, 50 ug/mL per component, Stearic acid lg PHR1114
ImLor5mL
Tris(2,4-di-tert-butylphenyl)phosphate 100 mg CRM96839
Ascentis™ C18,15cm x 2.1 mm, 3 um 581302-U (Irgafos 168-oxide)
Tris(3,5-di-tert-butyl-4-hydroxybenzyl) 100 mg CRM96737
- 1 = isocyanurate (Irganox 3114)
ﬁg AR
Solvents
HE% PackSize  H4OJES Water for Chromatography (LC-MS Grade) 1.15333
1 ™ illi-O®
Extractables and Leachables Screening 1mLor 01829 :_(Igczlrt?:ot/re ss;t‘g?tseg:mr%h from a Milli-Q
Standard for GC, certified reference material, 5mL P Y
50 pg/mL per compound in Methanol, gradient grade for liquid 1.06007
tert-butyl methyl ether chromatography LiChrosolv™ Reag. Ph Eur

Single Component Certified Reference Materials

Benzoic acid lg PHR1050
Bis(2-ethylhexyl) phthalate 100 mg 67261 SigmaAldrich.com/extractablesandleachables

To see our complete portfolio visit us at

LC-MSHHh T —BLI-RERZFAT-HIC

BOFHS5EsFEFTOLC-MST—2o70—IC
WISLT-REH DD DEL I3V %E
CHBRNALET,

SigmaAldrich.com/lcms : i’fff:/



https://www.sigmaaldrich.com/product/sial/95636
https://www.sigmaaldrich.com/product/supelco/581302u
https://www.sigmaaldrich.com/DE/de/product/sial/01829
https://www.sigmaaldrich.com/DE/de/product/sial/phr1050
https://www.sigmaaldrich.com/product/sial/67261
https://www.sigmaaldrich.com/product/supelco/crm96153
https://www.sigmaaldrich.com/product/sial/42088
https://www.sigmaaldrich.com/product/supelco/crm01483
https://www.sigmaaldrich.com/product/supelco/crm95728
https://www.sigmaaldrich.com/product/supelco/crm96857
https://www.sigmaaldrich.com/product/supelco/crm96659
https://www.sigmaaldrich.com/product/supelco/crm00437
https://www.sigmaaldrich.com/product/supelco/crm01374
https://www.sigmaaldrich.com/product/sial/phr1914
https://www.sigmaaldrich.com/product/supelco/crm96697
https://www.sigmaaldrich.com/product/supelco/crm96051
https://www.sigmaaldrich.com/product/supelco/crm00318
https://www.sigmaaldrich.com/product/supelco/crm96709
https://www.sigmaaldrich.com/product/sial/phr1120
https://www.sigmaaldrich.com/product/supelco/crm96656
https://www.sigmaaldrich.com/product/sial/phr1114
https://www.sigmaaldrich.com/product/supelco/crm96839
https://www.sigmaaldrich.com/product/supelco/crm96737
https://www.sigmaaldrich.com/product/mm/115333
https://www.sigmaaldrich.com/product/mm/106007
http://SigmaAldrich.com/extractablesandleachables
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BIOshell™ A400 Protein C4h > Lz ALV
BERTE/ 70— S Y IR T DS

>R NEE/IO—FILHUE (mADs) DEE - &5

BEFRI

Sundaram Palaniswamy, Segment Lead, Pharma QC; Aditya Pratihast, Application Scientist

=

W THININZEDFDOKRFIF1500 DaATOEETIH A
BRXVNIBR VNI BEMEEERODEETIE. HPLCAS LA
DOMREZA LI EINEEINTFOTVWET, COFTUT—>3
V/=hTR. A2 NGRERE/Z70—FHILIGETHBZ >
AYZAIT DR EFHEE— N TEOFETRERI OBREDS
WZr%RLELT= BlOshell™ A400 Protein C4 hZ L%EERY
3%, SHURICHBEEEENTTEET. THICARM ZEETE
Clep ML E8MzE=R2)>J 5O TEET,

IXL®IC

CIBE. B/7O0—FIE (mAb) IFEESTISETRDTEN
TVWAREERBERD, 2018FICIEFHATROTNTVIEER
by F1I0DSBE8ONEYFEMBF A0 F LI, HADBER
T/ oO0—FILHETSIZ. 20184 IC#1,150E KL T, 2025
FICIF3,000BRILICETHREIDECEDODNTVEY, Fo.
2019128 BT, TOREBEDARERAMAbA K EFDAICELD
RPTHRTBARBINTVETH, Z0HRITSERIBMT 284
HRREFVEINTLET S

DAYR2IEmAbD D ICIE. YA XBEBRI ORI ST —
RAA VIOV ST T T4 —ICKBHPLCA RIS N T L E
9o LHL. %48 (RP) REFDORMAESICLD, 10RINERER
YINTBICRTBDEE LTEEHINTVETS,

2) 12T REMAbIEDFHAIDARIV=0, TARKRT DR

£ZABHFTIRBHHEL DFEENR LSO, &
RAMICHIILIBIZIFEAE B D EFE A,

—ATREZABNFIF. CNSOBEBEZRRLTVEY, O—
REMMELS. BEIEHOBELRESNTVEY, DEEOoaVIT
STIATLIE. A2 8EMADZETENDERICDBM TS
ZEWTEXT,

ZCZ Tl BlOshell™ A400 Protein C4735 Lh'RP-HPLCZ AL\
AYVRIRBIZIRYIARTDER - GOEABEICELTVSILE
ZRIELELTze XYY RORFFESSIUERBEEIIREF T C
DAZLOBEEMENEIEINE LI, I5IC. NATFEREZDQC
TV r—2avilERICELICEEM e EREE b RINE LT,

RER
ARERISERE LC-2010CHT HPLCY R FLTITL. SABRED
FSRYIRTIIMTOERNSEBALE LT

PhEE
BlOshell™ A400 Protein CAHXSLZRWEA VRN EREFSX
WYARTDIARNITZT4—INTA—RZ%ERLUITLET,
R1. b XY XTI TDRP HPLCH#rIC{ERALT=
ORI ZT4—INTA—F—

LC Parameters

Column: BlOshell™ A400 Protein C4,100x 2.1 mm I.D.,
3.4 um (66825-U)
Mobile Phase:  [A] Water +0.1% TFA;
[B] Acetonitrile + 0.09% TFA
Gradient Time %A %B
Program: 0 95 5
1 95 5
2 80 20
6 50 50
8 5 95
8.1 95 5
Post Time: 2 minutes
Flow rate: 1 mL/min
Autosampler 5°C
Temp.:
Column Temp.: 80°C
Detector: UV 280 nm, 20 Hz
Injection 10 uL
volume:
Sample: 1 mg/mL trastuzumab (1:10 dilution of formulation in

mobile phase A)
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https://www.sigmaaldrich.com/product/supelco/66825u
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PHARMA & BIOPHARMA | BIOshell™ A400 Protein C4h 5 L& AWSEERRATE /I O0— LN S XY AR T DR

EiRiE, EETR(LOQ). &R TFPR(LOD)

1~25 ug/mLETDIBED SRV AR TIBERZBVWTIHRE
BREMEMLE LT S/N(Signal to Noise Ratio) >3 %% mAb
EE%ZLOD. S/IN>10CRZEEZLOQrLE LT,

B KR

PRERYMEE=ZR)ITBRHIC. FTTeTELVMBAX S
LATDRZRYIRTDIORNIZT4—TAT7 (I Z LS
LELT, BEDEARTIE. 1 mg/mLDRSRAYZYT% 10
ppm DBEEKE (H,0,) ICIFKEL. ZD% 80 °CT604 RN
BLF LT 10 UL 77U I —F%RP HPLCAMTICHERLF LT,

BRLER

T390 FSRVYXRT SR

HPLC H#7Tld. A7 TILBIF L 400 A OR7H A X %HD
BlOshell™ A400 Protein C4, 3.4 um HPLC A5 LAWVWTA &
IRBRSRAYVARTOBEMEDEVEER - 0B RED#HER
RLELT. NMAEEGORARSLUVREEET ) r—23
VNISELTWAZ AW D ET, BLE.CooaOXcI> 70—
DEHETT. ERAIELIEDDEZEERESZILILDDT, 59K
TENE—IFERZ/ZENTEITVETD,

400 4
Overlay of 6 runs

350 1

300 1 — Intact trastuzumab
250 4

=)

< 200
150
100

.

2 3 4 5 6 7
Retention time (minutes)

1. BlOshell™ A400%Z ALV /= k5 XYW XY 7 DRP-HPLCOH
HPLC# S L : Protein C4,100 x 2.1 mm, 3.4 um

RS8R - @ROBE
R2ELSRVYATTEFADEDRELSFSNTI-FE
Retention Time (RT) ¥Area RSD%ZRL7HDTY, RIFHRM
BLUPE—IEBEDRSDIFENZEN0.1%B L TV0.29%K % TH
D, AFEOEBN-BRECEEZRLTVED,

£K2. FSRY XTI T (1 mg/mL) DIRFFERE
E—VmROEE (n=6)

Mean RSD (%)

Retention Time (min) 4.58 0.1
Peak Area 987268 0.29
BRETREEE TR

FS5ZYXITDLODE L TLOQIFZN210.125 pg/mLE LT
0.25ug/mLTHH. FAFERETHI e RINEL, &
BINFRSRYIITDLODE L ULOQIEERIICRLE LT
e 2BlOF v )TL =3 750 00REFNRIONTS
LzR2ICEREHETRLEL

R3.L0D. LOQ. FHEBRLUT>arF1L(n=3)

Concentration Retention
(ng/mL) Mean Area (n=3) Time (min)
LOD 0.125 9562 4.58
LOQ 0.25 21977 4.58
14 -
12
10 A
5 87
<
€ 6
4 |
Blank
24
0 T T T T |
4 4.2 4.4 4.6 4.8 5

Retention time (minutes)

BE2.2E0F v UTL—>3 > e ISV ORKNEBI/O7 M5 LERCER
TERELELDD

EE

FSRYXITOEMRMEHGIE. 1 ug/mL M5 25 pg/mL £ T\
E—IVmEBCEEZRVTIERLELT, FHE—IEERXRS
ISRLUELT £ bRV AR T OERRIEEERBICRLED,
4. FSRYIAITOERFIEER (n=3)

Trastuzumab Conc. (pg/mL) Average Area

1 95,961
2 194,821
4 394,386
6 593,986
8 791,940
10 984,370
15 1,480,051
20 1,940,216
25 2,447,554
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BE3. SRV XY T D1~25 ug/mLE TOIREDIFERE TOERIEIF. BBz RL & LT

;SR XX T D5 RHER MM HHLEL,
REDRERZTIDESIHNETHET 57, RP-HPLCZAL B4l AL ZEEZTOWAWRSIAYITTERI NI EE R -
'C’l"/’}"ﬁl\c‘:XH/X—F(D I*?X“/Z??’&tt?x“bibﬁ:o Xl‘l/ baz\yxvjw RP_HPLC 7’D77,‘/)L%Lt§§zbj—c:&®—ca—o
ADFER. E—VDORTEIFERICREDNELIBEIE. DE

Without stress After heat stress
400 ~ 400 1
B
. 300 A A 300 A1
E)
<
E
2 200 200 A
(%]
c
]
£
100 1 100 M
0 T T T T \ O T T T T 1
4 4.2 4.4 4.6 4.8 5 4 4.2 4.4 4.6 4.8 5
Retention time (minutes) Retention time (minutes)

(4. BIOshell™ A400 Protein C4, 100 x 2.1 mm, 3.4 um RP-HPLC
BIARLZADBWR S RYIITH Y TILA) ERAI L ADHZ TRV TH U TIL(B)D RP-HPLC 7O7 71 )L

£ References
ﬁ ]

AT EMADD D FIZ. X, BERZEN. FYBEH%D 1. Lu R-M, Hwang Y-C, Liu I-Ju, Lee C-C, Tsai H-Z, Li H-J, Wu H-C. 2020.

Development of therapeutic antibodies for the treatment of diseases.

RPDLARILOEFTHEIEETT, RP-HPLCIZ KB mAbD S i Journal of Biomedical Science. 27(1). https://doi.org/10.1186/s12929-019-
IS, RSBRETHCR. BAMETE. BYAsOTNIS 05922 o
NN _ N N 2. Navas N, Herrera A, Martinez-Ortega A, Salmerdn-Garcia A, Cabeza J,
T4—= XV YRDRMETY, COT7FVr—3>/—hTlE 1> Cuadros-Rodriguez L. 2013. Quantification of an intact monoclonal
N iU NIWAN . SN SOl VJw antibody, rituximab, by (RP)HPLC/DAD in compliance with ICH guidelines.
RILBRIRYARTETGNT BT HD 22 TIIELC-UVXY Y Analytical and Bioanalytical Chemistry. 405(29):9351-9363. https://doi.
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T, AVEIMBISRY AR T EBDBEED DOREICHEET S —
FEEERTA LN TEE L, BRSLURTIERRRIET o
B, EFEOEEEERLEL, F. IEEOEERES

BURBEEIZ. BN-rEEEORERIIEN-EELGESE BlOshell™ A400 Protein C4,100 x 2.1 mm I.D., 3.4 um 66825-U

— [N — — LiChrosolv™ Acetonitrile Isocratic Grade 1.14291
N EDNEENHD DERETHZ_EHRLTVWET, 55X

‘"_\F . ZK A Eij . e 2 R EIESZ Trifluoroacetic acid HPLC grade 302031
/177®LOD£$ULOQHO'125 ug/mL—CE 0. KEIERE Water for chromatography LiChrosolv™ 1.15333

ETHALHRAINELL, I5I0. MAPLRHBRICED. ] ]
BlOshell™ A400 Protein C4h5 L33 LzmAbEE=4—T  HPLCATLOFMIS, FiRzllzeaL,
FBCLARIESNCOFRRREMHRICEATE5Cenh  SigmaAldrich.com/HPLC
HOELT,

25


https://www.sigmaaldrich.com/product/supelco/66825u
https://www.sigmaaldrich.com/product/mm/114291
https://www.sigmaaldrich.com/product/sigald/302031
https://www.sigmaaldrich.com/product/mm/115333

ENVIRONMENTAL

RYT—FILZILRY (PES) B )T 4)LA—D

YD

PFAS:

Lindsay D. Lozeau, Research Scientist; Amy Laws, Product Segment Head - Cell & Analytical Filtration;

Maricar Dube, Technical Marketing Manager

BB

ITE. HRABINIYIRIZEEFNBPFAS(N—7/LAAT7ILFIL
EEMDRAEA RSV EREAEDREEBICI>TRITS
NTVEY, PFASOAICEVWTEERILIE. T—2DIEREM
REBZEZZREEOHZIARADIVEZIX—23VT 3
BARCYVTIIEIIRICHRTZ2D0EENET, COEETIE
EPAXYwR537.11d. Millex®> > PES (RUT—FI)LZILEKY)
#EAR LT T)LZ— Millipore Express™ (J7R7 TIXTLR)
fRlE. PFASHMRH INBD o/ WVWS e ZRLIcHD T,

3]

PFASIE. RUBIUAILTILAOTILFILNEDBRITXED
&ML THS N, £ - BEEST4,000BEN LHZ e
NTVET, BABT4—LPEKEICE ENEPFASHR EZDE
NI CIBLEVARICED. BEPEYRICATENELL
TEBINTEEL. COZLIEADRER. . DA %
BET. SIEERCEENAAOEEEE5ITVET,

1. PFASO XYk

Method E4UP2F 4

NEZIFTT BCROBETIFREEEEZRE CE L. Xhyy
RILLEIE2DDRFIZIRELE LTz PFASILEYTHD/N—
I AOF U2 (PFOA) ELUN—TILAAATEZVRILKVEE
(PFOS) -»23BDEMFE2020FENSBEA L L1z, KERERF
EFDRER (EPA) 1&. 7723y - 752 (1T81EHE) 220194
ICHEE. 2020 DR VEFHRICE L BRI K ERE T 57 HDH
BIRFEERETO ppte LE Lo BMNES (EU) 1&. 2020
IXICPFOADRHIMEE25 (ppb) ICTBZ e HRELE L, Rl
DREPHEBICHG LT KEPONEETIE. IFIHHTH
)y O ZRADPFASZRER « E=RU VI T B1-0 DD EERHR
LELTce CNHSDOHAFIE. AMBEADIZKEPREFROEEZ
BEL. FROFEIIRIITR-DICEBCRDET,

RE. KICEITBDMEDZLIIRR LT BPFAS (B% 20~30
L&) ICOVWTHEIREP YO —MIEZ AL, EHE
I ZfTVLC-MS/MSTRIE S B FIETIo RLICPFASDX VY
FerRLET
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Country

AERE/L>S

USA EPA 533 Drinking water 1.6-16 ng/L SPE LC-MS/MS
EPA 537.1 Drinking water 0.53-6.3 ng/L SPE LC-MS/MS
EPA Draft 1633 Aqueous, soil, biosolids, sediment, 1.6-40 ng/L (typical, SPE; Filtration LC-MS/MS
tissue agueous)
SW-846 Method 8327 Non-potable groundwater, surface water, 10-400 ng/L SPE; Filtration LC-MS/MS
wastewater
ASTM D7979-20 Water matrix (no drinking water) 0.7-107 ng/L (MDL) Solvent extraction; Filtration LC-MS/MS
EPA Draft 1633 Aqueous, soil, biosolids, sediment, 1.6-40 ng/L (typical, SPE; Filtration LC-MS/MS
tissue aqueous)
ASTM D7968-17a Environmental solids: soil, sediment, 25-20,000 ng/kg Solvent extraction; Filtration LC-MS/MS
sludge
FDA Method C-010.01 Food (bread, lettuce, milk, fish) 0.05-5ng/g QUEChERS; Filtration; SPE LC-MS/MS
EU 1SO 25101 Drinking water, groundwater, surface 2-10,000 ng/L for PFOS; SPE LC-MS/MS
water (fresh and sea water) 10-10,000 ng/L for PFOA
I1SO 21675 Drinking water, naturalwater, waste water >0.2 ng/L (LOQ) Filtration as needed; SPE LC-MS/MS

(<2g/L solid particulate material)

E&E: MDL = minimum detection limit; LOQ = limit of quantitation; SPE = solid phase extraction; PFAS = perfloroalkyl substances; PFOA = perflurooctanoic acid;
PFOS = perfluorooctanesulfonic acid; LC-MS/MS = liquid chromatography tandem mass spectrometry



PFASHIEICH T BTN BBDBEN

BRI TER WA YUy IRV TILO—EBE LTS
BEKRBELAWVWCEHNZWTTH. SW-846 XV R 8327,
ASTM D7968. ASTM D79798 KT ISO 21675Tldk. Hikd &
SICEVHRIFEDDEREMDH BTN v IREFATUVNSAEE
MHBDET, ARPOWRLFIE. YO TILDHF. h5LDEFES.
HEBELAEOMEICERETRIFTAREELHDET, ZDD
I, DUV ST EZ—TRDX YT L o EFER LA BN—
FREGICAUVLWSNTWVET,

REDHETIIIEZTIEFRY—X (RERS. N17I). Fa—7
Oftt. EEHIET B TSRAFVIE) NSPFASTERMBERIINT
WETo XVTLYTAINE—RNTI VT BRKRISTERREC RS
AR BHDET, SE. PESEREPPNT I VI ZEPAXY W
537.1THERLELIY COXVyYRIGERFIMEBEZERLTVE
BAD. DUV TAIINEZ—EFE>TAHT BRI EZHERT

BIHICERLELT

EER

YT EBBTBEATATHPFASTERICFEFSLTWVWEHESH
ZHIT B0, EPAS3T.IZAVWTHORMLEL. BIEZ R
L&Ed, 250 mL @ PFAS Z& 4 VKEMICTOS — b EN
17L& LT 0.08 ppbDARFIZER/NAVIE. QCTZ>UICE
BLELfo Y TILRRLEFa—TI1EX2/—ILTHELEL
feo Y2 FILIEE T, PES Millipore Express™iE % B W -IERE
Millex®S > T74)LEZ—TRBL. ZDH. RFLUTEZIILAR
>t (SDVB) SPEA—hRUwITHIH LE LT, PESEETZIER
EMillex®> V> 270l Z2—30v b ZFHEL £ L7z, SPEAHR
1% 96 : 4% (v/v) X2/ —)L : KKT1 mLICE#fEL. C18hSL%EME
BLLC-MS/MSHtrL &% LT,

E1CEBBMEZRLET, R2ICLC-MS/MSE&HERLET,

-~
0]

P

F(F,C), 0]

O

()

} -

=
il
B
EE

—ﬁiﬁ

LC-MS/ MS

e 250 mL K& + Oy —k
o NEBIEAEMIE R /N1 -QCTS>% =0.08 ppb

® 0.22 pm&F7c30.45 pmdDMillex®-GP/HP ) > DT )LZ—T 38

o XFLYTPEZIARIYEVSPEA— M)y THIE (X2/—)L)

® 96:4 v/v (%) : X&/—)L : IKTL mLICiESE

® LC-MS/MSZ3#f7 (C18H5 L)
° NEBIREICL B

BE1. PFASO>BZZ R —2 3> DMERT A DBE

PFASD IR

#Bahens

ZCHELELI

Accuracy
+ Precision

Confidence

https://bit.ly/3UkBFpx
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ENVIRONMENTAL | RUT—FI)LRILKRY (PES) B> T 1)L 2 —DPFASHREMI D

2. LC-MS/MS&14

Column:

C18,100x2.1 mm I.D., 2.7 um superficially porous
particles

[A] Water, 0.1% (v/v) acetic acid;
[B] Methanol (MeOH), 0.1% (v/v) acetic acid

Mobile phase:

Gradient: Time (min) A%  B% Flow (mL/min)
0-0.0 65% 35% 0.4
0-7.0 0% 100% 0.4
7.0-10.0 0% 100% 0.7
10.0-11.0 0% 100% 0.7
11.0-15.0 65% 35% 0.4

Flow rate: See gradient table

Detection: MS/MS, ESI(-), details of MS/MS conditions can be

requested from the author
50.0°C

3-5 pL autosampler injection

Column temp:

Injection volume:

SPE eluate concentrated to 1 mL methanol:
water, 96:4% (v/v)

Sample:

3. EPA537.1 XV R CIEMEPESIEZ ALV T 5B DPFASOIR L

RRER

PESEE % L 7= FEMEMillex® T JL 2 —H DPFASH HE #71&.
EPA Method 537.1IC8>TRIE. BIEXMRICEEFNTULARLK
HAPFASZE L VDL DILEMERNRELE LT, 0.22 um&
0.45 umDPESEEDFE3O Y =R L7 ZA. MDLTPFASH®
BREINZZCIEHDFLATLE (R3). COFERIF. PESEE
B9 3IEHEMIllex®-GP/HP> ) > 2T 1 )L Z—hMEEMENEL.
HUFINDOABIERTIOICEYI THZ L ZRLTVWET, &R
BHROPFASIL &Y= EHEH T2 C T, 2BENREL Y 3IRE
IRy O ZRHDOPFASILEME RIS B LA TEET,

Millex’ PES
0.22 um 0.45 um

Compound Abbreviation

Perfluoroalkylcarboxylic Acids

RL (ppb)

MDL (ppb) Lotl Lot2 Lot3 Lotl Lot2

Perfluorobutanoic acid PFBA 0.0040 0.0020

Perfluoropentanoic acid PFPeA 0.0020 0.0010

Perfluorohexanoic acid PFHXA 0.0020 0.0010

Perfluoroheptanoic acid PFHpA 0.0020 0.0010

Perfluorooctanoic acid PFOA 0.0020 0.0010

Perfluorononanoic acid PFNA 0.0020 0.0010 TR
Perfluorodecanoic acid PFDA 0.0020 0.0010

Perfluoroundecanoic acid PFUNDA 0.0020 0.0010

Perfluorododecanoic acid PFDoDA 0.0020 0.0010

Perfluorotridecanoic acid PFTrDA 0.0020 0.0010

Perfluorotetradecanoic acid PFTeDA 0.0020 0.0010

Perfluoroalkylsulfonic Acids, Perfluorooctanesulfonamides, and Perfluorooctanesulfonamidoacetic Acids
Perfluorobutanesulfonic acid PFBS 0.0020 0.0010

Perfluoropentanesulfonic acid PFPeS 0.0020 0.0010

Perfluorohexanesulfonic acid PFHxXS 0.0020 0.0010

Perfluoroheptanesulfonic acid PFHpS 0.0020 0.0010

Perfluorooctanesulfonic acid PFOS 0.0020 0.0010

Perfluorononanesulfonic acid PFNS 0.0020 0.0010 TR
Perfluorodecanesulfonic acid PFDS 0.0020 0.0010

PFOSA PFOSA 0.0040 0.0020

N-MeFOSAA MeFOSAA 0.0040 0.0020

N-EtFOSAA EtFOSAA 0.0040 0.0020

Fluorotelomer Sulfonates and Next Generation PFAS Analytes

4:2 Fluorotelomer sulfonate 8:2FTS 0.0080 0.0020

6:2 Fluorotelomer sulfonate 6:2 FTS 0.0080 0.0020

8:2 Fluorotelomer sulfonate 8:2 FTS 0.0080 0.0020

HFPO-DA GenX 0.0040 0.0020 EN T
ADONA ADONA 0.0080 0.0020

9CI-PF30ONS (F-53B Major) - 0.0080 0.0020

11CI-PF30UdS (F-53B Minor) -- 0.0080 0.0020

B&S: RL = reporting limit (ppb); MDL = minimum detection limit (ppb); ND = not detected above both RL and MDL.
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B2. (A RVI—FILZILARVEDES  (B)SEE | PESEOIE TR FLAEE
SEFERLEIEREMillex®> > T0IL2— DB FLEIE.
Millipore Express™ PESFETY, R2IIHRIT—DIEDIRLEAM L
ROSEMEHRZRLET, PESIEF I O—XBEOREL LT/
HICERAINTSD. AREM. WA, BY - 7ILOVEER
ADMHETHSNTVWET, COEIF KRABAEISELTED.
BER. B2ERE. BIVNIVEBEEZIRMELET, Millipore
Express™ PESHE(Z. JHE DIEWFEIEICLD. 2i@RENZMA L
TE. EDBVWNIFERFECIVNIEREIIMAZ A TEE
Fo SW-846 XV R TRELIKEEHICEREINH LIz, 8327,
ASTM D7968. ASTM D797. ISO 21675MPFASXYw RIZEHLL
TWET,

PESRET EIEME 33 mm Millex®> > P T )L2—d. NTPY
JHARIZFOEL YT, BIZ7vERLEWMEFEBLTLEEA.

]

ADERICHTZPFASOEBRICHTIB N T E0. KE L
MNTHREEENEENICHEITINDSSICADE LT, E4XT
RISEEIKTTH. PFASZEDZLLETCHDOT NI B
DIREEO>TVWET, MR FICOVWTHIRERAELITHNATL
9, HRIFOZVWHUTILIE. LC-MSOFIICABHNBRET, &
SICEREHICKZ ) -7y 2R Brs3ehHDET,
EPAXYwR537.1% FLWPESIEZER LicMillex®> U > P T 1)L
A=A LI ZAPFASIFIRH SN EFLEATL ., FDT®. &
DEMHNFOY U TILDOABHNBERIZFEDT—IITO—TlE.
PESER & /oidFrOVEE (A AMHTL 7L E2—{FE £l %
L) D3EmEMillex®S ) > 2 71 )L 2 —HEY AEIRE T
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FEE®

Syringe Filters

A

Millex®-GP Syringe Filter, PES 0.22 pm SLGP033N

Millex®-HP Syringe Filter, PES 0.45 um SLHPO33N

Millex® Syringe Filter, Nylon, 0.20 pm SLGNO033

Millex® Syringe Filter, Nylon, HPF, 0.20 um SLGNM25
st B

BER R

SR hEOJES

SPE - Supelclean™

ENVI™-Chrom P 6 mL/500 mg SPE Tube 57226
ENVI-WAX™ SPE Tube, 200 mg/6 mL, Pk.30 54056-U
ENVI-WAX™ SPE Tube, 500 mg/6 mL, Pk.30 54057-U
HPLC column

Ascentis™ Express PFAS 10 cm x 2.1 mm ID, 2.7 um 53559-U
Ascentis™ Express PFAS Delay column 5cm X 3.0 mm 53572-U
Solvents & Reagents

Methanol for chromatography (LC-MS grade) LiChrosolv™ 1.06035
Water for chromatography (LC-MS grade) LiChrosolv™ or 1.15333
ultrapure water from a Milli-Q® 1Q 7 series water purification

system

Acetic Acid for HPLC LiChropur™ 5.43808

BT ABICETZHLWMERFT 1OV T/ Z—IC BT B1EH
IFTBE5Z BTV,
SigmaAldrich.com/pfassamplefiltration

PFASHHTICEAT 2 HZOJ 1326572 BT,
https://bit.ly/3UkBFpx
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PFASDLC-MSH#f

Ascentis™ Express PFAS HPLC Columns

Petra Lewits, Product Manager Analytical Chromatography, HPLC Column; Cory Muraco, Product Manager, Liquid Chromatography

Technology

PFAS ((X=Z)LAB7ILFIL. RUZ)LAOT
ILEIL ME) 1 BRIRRICEEELTVED,
FF. TOEUNEEINTVLED,

KERBERET (EPA) (&, 29FEEDPFASICEE
LT3o0AEZRFE. MIELRRLTVET,
EPA 8327Id#k A<~ by o 25 (17K, Ef&K)
ON=TILAOTILFIMES LRI ZILAO
TILEILEE (PFAS) ZREIOX NI ZT1—/
227 L (LC-MS.MS) THHRL TV ET,

Ascentis™ Express PFAS HPLCAHZ LIS ORIR
FLUVEHREUGRZECEHSLURED
PFASTLEMZ D BET DT HICERFTTNTUVT,
EPAXV W RICEMLTWET,

Ascentis™ Express PFAS T« L1 HZ LDER
T, EBENSFHETBPFASOAVAZIR—3
VNCEBDIANDREE TR TD D AEETT,
RI1D D4 TEPADIBED XYV Y RO
T—REEL1ER2IITLET,

A) EPA Method 533
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[E1. Ascentis™ Express PFASY 7« L ¥ 15 L& L fo 2247 (Peak IDs & 2% B8)



1. LC-MS &%

LC Conditions Flow Rate: 0.4 mL/min

Analytical Column: Ascentis™ Express PFAS, 100 x 2.1 mm I.D., Pressure: 485 bar
2.7 um (53559-U) Temperature: 35°C
Delay Column: Ascentis™ Express PFAS Delay, 50 x 3 mm I.D., Injection Volume: 2.0uL
. 2.7um (53572-U) - Sample Solvent: Methanol (96%), water (4%)
Mobl}e Phase A: [A] 10 mM Ammonium acetate; [B] methanol
Gradient: Time %B Detection: ESI(-) MS/MS
0.0 33.0 LC System: Shimadzu Nexera X2

18.0 98.0 ESI LCMS system: Shimadzu LCMS-8040

18.1 100.0 Spray Voltage: -2.0kv

21.0 100.0 Nebulizing gas: 2L/min

21.1 33.0 Drying gas: 15L/min

26.0 End DL temp: 250°C

EPA 533 EPA 537.1 EPA 8327

Compound Transition t: (min) Peak # t: (min) Peak # t; (min)
PFBA 213.0000>169.0000 1 1.36 1 1.36
4:2FTS 229.0000>85.0000 2 1.89 2 1.89
PFPeA 263.0000>219.0000 3 3.22 3 3.22
PFBS 299.0000>80.0000 4 3.81 1 3.789 4 3.81
PFHpS 279.0000>85.0000 5 3.97 5 3.97
PFPeS 315.0000>135.0000 6 4.79 6 4.79
PFMPA 327.0000>307.0000 7 5.43
PFHxA 313.0000>269.0000 8 5.68 2 5.639 7 5.68
PFEESA 349.0000>80.0000 9 6.10
HFPO-DA 285.0000~169.0000 10 6.34 3 6.307
PFHpA 363.0000>319.0000 11 7.76 4 7.723 8 7.76
PFHXS 399.0000>80.0000 12 7.99 5 7.936 9 7.99
ADONA 377.0000>250.9000 13 8.01 6 7.978
FOSA 427.0000>407.0000 10 9.30
PFOA 413.0000>369.0000 14 9.40 7 9.368 11 9.40
PFMBA 449.0000>80.0000 15 9.51
PFDS 295.0000>201.0000 12 9.70
PFNA 463.0000>419.0000 16 10.75 8 10.715 13 10.75
PFOS 499.0000>80.0000 17 10.79 9 10.762 14 10.79
9CI-PF30NS 530.9000>351.0000 18 11.46 10 11.439
PFNS 527.0000>507.0000 15 11.84
PFDA 513.0000>469.0000 19 11.89 11 11.857 16 11.89
8:2FTS 549.0000>80.0000 20 11.90 17 11.90
N-MeFOSAA 570.0000>419.0000 12 12.336 18 12.37
6:2FTS 498.0000>78.0000 21 12.68 19 12.68
NFDHA 599.0000>80.0000 22 12.85
PFUnA 563.0000>519.0000 23 12.86 13 12.822 20 12.86
N-EtFOSAA 584.0000>419.0000 14 12.827 21 12.87
11CI-PF30UdS 630.7000>451.0000 24 13.33 15 13.311
PFDoA 613.0000>569.0000 25 13.71 16 13.690 22 13.71
PFTrDA 663.0000>619.0000 17 14.435 23 14.45
PFTeDA 713.0000>669.0000 18 15.083 24 15.10
FHRm
PFASSIMI DA — )Lk
Ascentis™ Express PFAS, 100 x 2.1 mm |.D., 2.7 um 53559-U SigmaAld rich.com/PFAS
Ascentis™ Express PFAS Delay, 50 x 3 mm I.D., 2.7 um 53572-U
Methanol for chromatography (LC-MS grade) LiChrosolv™ 1.06035 ZEYEORET 1+
- i ™ . .
g oo % SigmaAldrich.com/standards
system
Ammonium acetate suitable for mass spectrometry (MS), 73594

LiChropur™, eluent additive for LC-MS



https://www.sigmaaldrich.com/product/supelco/53559u
https://www.sigmaaldrich.com/product/supelco/53572u
https://www.sigmaaldrich.com/product/supelco/53559u
https://www.sigmaaldrich.com/product/supelco/53572u
https://www.sigmaaldrich.com/product/mm/106035
https://www.sigmaaldrich.com/product/mm/115333
https://www.sigmaaldrich.com/product/sial/73594
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PFASDLC-MSZFBBWc SR BEICDWT

Petra Lewits, Cory Muraco, Product Manager Liquid Separations
Johanna Simon, Scientist Central Analytics

PFAS UN—7)LA0O/7RUZ)LAO7I)L* WET, THUZED. PFASOAITICEVWTES M CEEEDF L
JLEEY) 1&. BEPBUETAINAREH  HASLEAEDED,

F
AN d o - =
F-C-|C|-R  (EEMTRCGRARICHEELET TDOB  prpooisirvis HPLCLRF LD SRETBPFASP SR T AL
F

FERTZHEMDESDFRIMEIINTVET, TDH. D
ZTLDFEAR—FDFICTA LA AT LEDIFZRIEHHREIN
TWET (E1), Ascentis™ Express PFAS T« L1 hSLIdHk4
BRBEMEDODEHE T T PFASORISFHIEBICEVDOIRRTY, L
PFASIZ—MRMNICRIAI O NI ST —-BE9 5T (LC-MS) T 7=htoT. PFASDNYIT STV RICEDFROLEHIELSL ST
BELET, LC-MS/MSTERAT 305 LIE0DS (C187F L) BWNd7. BEPROPFASZ—HEICH AN TR0 EEITEE
T. ¥t dDAscentis™ Express PFASAOS AIIREZALESUH  HETRETY,

HIF (SPP) R—ZDODST. PFASOEEREAVTTRMINT

HICEATEIRIEODMBZHLICKERM
n EXEME (FDA) . KERERET (EPA)

IEPFASICX T 21T ZzRBAtA L £ LTz
D=, FEEHIE ARBAEAENMBEEINTULET,

s N
SR DPFOA
/ MRM 413.0 > 369.0
E O ﬁ for PFOA.
== =———"T] PFOAIR BRI DB
o PFAS TV TO8— N WL L T— 01
BV B FsLa P;A?Zﬁ C] ”g T:iﬂ_ﬂf/ INTVET
SxH4— ATL c— = IAT
K
e LCY 27 LERDPFOA
235 LEBSHE —— k e
75 10.0
E1. PFASORDRIFEB LY b7y T T4 LA ASLERWERILTZILAOA U 2 VB (PFOA) (MRM 413.0>369.0) D/ O b5 L
\_ J

PFASYTHE®D

Millex® PesfiE )71 72—
o NFIKMBESTH U FILICRE

o RUT—FILRILERY (PES) RO X T LY

o RUZAEL VNI VYT

Millipore.
Prepara paration,
itoring Products

SigmaAldrich.com/onemillex



http://SigmaAldrich.com/onemillex

PFASODLC-MS%#h - 59 T33{L S oHh

PFAS{LS1)

Ascentis™ Express PFAS HPLC 735.4.® Fused-CoredfiTidEPA Retention
537.1. EPA533. #&UEPA 8327 TPFASD3MLAMDMAES Ml Sadul Il dransition Time (min)
N . 1 PFBA 213.0>169.0 0.755
BEREELF L (F2), 2 42FTS 229.0-85.0 1.031
3 PFPeA 263.0>219.0 1.762
1 4 PFBS 299.0>80.0 1.979
550000 5 PFHpS 279.0>85.0 2.035
] 13 6 PFPeS 315.0>135.0 2.273
500000
3 T PFMPA 327.0>307.0 2.454
450000 8 PFHxA 313.0>269.0 2.514
400000 1 9 PFEESA 349.0>80.0 2.599
1 10 HFPO-DA 285.0>169.0 2.670
350000
] 16 11 PFHXS 399.0>80.0 3.013
300000 12 NaDONA 377.0>251.0 3.033
250000 5 13 ADONA 377.0>250.9 3.034
200000 a 14 FOSA 427.0>407.0 3.299
E 15 PFOA 413.0>369.0 3.316
150000 5 16 PFMBA 449.0>80.0 3328
100000 17 PFHpA 363.0>319.0 3.388
50000 A 1 ) 45 18 PFOS 499.0>80.0 3.588
3 A A /3\ Ai /\ Zﬁ/\;\ 19 9CI-PF30NS 530.9>351.0 3.719
O T T T T 20 8:2FTS 549.0>80.0 3.816
Ez.sﬁ—cs?’ﬁ*xﬁa)PFAs%ﬁ%E 21 PENS 527.0>507.0 3.820
22 PFDA 513.0>469.0 3.822
23 N-MeFOSAA 570.0>419.0 3.925
ﬁ*ﬁ%f* 24 PFNA 463.0>419.0 3.942
25 NFDHA 599.0>80.0 4.015
Analytical col.:  Ascentis™ Express 90A PFAS, 10 cm x 2.1 mm, 26 PFUnA 563.02519.0 4.025
2.7 um (53559-U) 27 N-EtFOSAA 584.0>419.0 4.029
Delay col.: Ascentis™ Express 90A PFAS Delay, 5 cm x 3 mm, 2.7 um 28 6:2FTS 498.0-78.0 4.033
(53572-U) 29 11CI-PF30UdS 630.7>451.0 4.110
Mobile phase : [A]10 mM Ammonium acetate; [B] Methanol 30 PFTrDA 663.0>619.0 4.355
N 31 PFDoA 613.0>569.0 4.496
Gradient: . f 0
UL T %B 32 PFTeDA 713.05669.0 4.745
0.0 33.0 33 PFDS 295.0>201.0 4.921
4.0 98.0
K 1] £
4.1 100.0 'I E &IIII
6.0 100.0
6.1 33.0 R hanJEs
75 End Ascentis™ Express 90A PFAS, 10 cm x 2.1 mm, 2.7 um 53559-U
- Ascentis™ Express 90A PFAS Delay, 5 cm x 3 mm, 2.7 um 53572-U
Flow rate: 0.4 mL/min Solvents & Reagents
Pressure: 479 bar (6947 psi) Methanol for chromatography (LC-MS grade) LiChrosolv™ 1.06035
Temperature: 35°C Water for chromatography (LC-MS grade) LiChrosolv™ or tap 1.15333
. o e
Detection: ESI (-) MS/MS; ESI LCMS system: Shimadzu LCMS-8040; fresh fro_m an appropr@te Milli-Q® system
Spray voltage: -2.0 kV; Nebulizing gas: Ammonium acetate smta.at.)le for mass spectrometry (MS), 73594
2 L/min; Drying gas: 15 L/min; DL temp: 250 °C ; Heat LiChropur™ , eluent additive for LC-MS
block: 400 °C
Inj. vol.: 2.0uL Fﬂgﬁgﬁ.
Sample solvent: methanol (96%) water (4%)
LT Hh2OJES
Analytical Standards
Perfluorobutanoic acid, neat 68808
Perfluoropentanoic acid, neat 68542
Perfluorohexanoic acid, neat 43809
Perfluorooctanoic acid, neat 33824
Perfluorononanoic acid, neat 91977
Perfluorodecanoic acid, neat 43929
Perfluorododecanoic acid, neat 92291
Perfluorotetradecanoic acid, neat 80312
Pentadecafluorooctanoic acid, 100 g g/mL in methanol 33603
Heptadecafluorooctanoic acid, 100 p g/mL in methanol 33607
Perfluorooctane sulfonic acid, neat 33829
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http://www.sigmaaldrich.com/product/supelco/53559u
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http://www.sigmaaldrich.com/product/sial/33829
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TI/BIE. BUNTBOBBERD . ZRHEYDESHED
AIBRAE LT, EEFOHFONEREZES>TVEY, e Bm
WY (AT HEREPC RKIEEHE) . EEm. £E9RUETSIFY
. FIIIMEOERBE. TI/BIIKRLGCERICERAINT
WET, TI/BROAIICIF. —REICRTFRESZMKD R
L. MESNIT I /BZBY RO ETHNTEIEHBE
Ty
RIMAIZE 7= /B3, Isobaric-tagged isotope dilution mass
spectrometry (IT-IDMS) AIC &3 7= /B9 (AAA) DRERIZAE
ELTHERATRIENTIET, ITIDMSEIE. RERDAAAEL L
LT HBE. ERS. BRESMBNTLETS

Mrebid. BLAVEEOERERIEEYEZIRMTEISZLOE
HTHED, BHDOIZEYMEDR—FT7+)A1E. T7E20,000L4 £
DEGEERHBELTWVWET, F1>Fv7IESigmaAldrich.com/
standards TCE W2 E T,

B, 2200 LVEREHREME I L — RO 7 I /BESNILLE
DREBABBDR—bTAVFICMDDELTce ChEDEERAR

& 7Z/BERDLC/MSFTIFGC/MSEE FFEMER) HLUE

DtDAFAZETORIPIREL LTERBITBDICELTVET,

Key Features
® TraceCERT™ SRSHIZZEYE. NISTOLRIZEIZNL—HTIL

® [SO 170340 b LI INIcT— I 7O—CTHESNRER
UAHEH TS/ BREER

o SBABKRPDIR—RUMMEGNMREZEE (1SO 1702558 E DIT)
o LCEICELZHEN. RIAREMOHREH
o TIEMAREBAE LMY R
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Product Number: 96378

Product Name:

Stable Isotope Labeled Amino Acid Mix Solution 1

Grade: certified reference material, TraceCERT™
Solvent: HCL (0.1 M)
Concentrations: 1250-2500 nmol/mL
Package Size: 1mL

Nominal
Component CAS No. Concentration
L-Alanine-"C,, ®N 202407-38-3 2.5 mmol/L
L-Arginine-"C, 55443-58-8 2.5 mmol/L
L-Aspartic acid-"C, 55443-54-4 2.5 mmol/L
L-Cystine-*Cq, ©°N, 1252803-65-8 1.25 mmol/L
L-Glutamic acid-"Cs 55443-55-5 2.5 mmol/L
Glycine-*C,,"N 211057-02-2 2.5 mmol/L
L-Histidine-"*Cq 55443-59-9 2.5 mmol/L
L-Isoleucine-*Cg, °N 202468-35-7 2.5 mmol/L
L-Leucine-Cg, N 202406-52-8 2.5 mmol/L
L-Lysine®Cq 55443-57-7 2.5 mmol/L
L-Methionine®Cs, *N 202468-47-1 2.5 mmol/L
L-Phenyl-"Cs-alanine 180268-82-0 2.5 mmol/L
L-Proline-**C, 201740-83-2 2.5 mmol/L
L-Serine-"C,, N 202407-34-9 2.5 mmol/L
L-Threonine-*C, 55443-53-3 2.5 mmol/L
L-Tyrosine-(phenyl-"*Cy) 201595-63-3 2.5 mmol/L
L-Valine-" 55443-52-2 2.5 mmol/L

Product Number: 01428

Product Name:

Stable Isotope Labeled Amino Acid Mix Solution 2

Suffix: certified reference material, TraceCERT™
Solvent: HCI (0.1 M)
Concentrations: ~ 500-2500 nmol/mL
Package Size: 1mL

Nominal
Component CAS No. Concentration
L-Alanine-C,, N 202407-38-3 0.5 mmol/L
L-Arginine-"Cg 55443-58-8 0.5 mmol/L
L-Aspartic acid-*C, 55443-54-4 0.5 mmol/L
L-Glutamic acid-"Cs 55443-55-5 0.5 mmol/L
Glycine-*C,,°N 211057-02-2 2.5 mmol/L
L-Leucine-"Cg, ®N 202406-52-8 0.5 mmol/L
L-Methionine®Cs, *N 202468-47-1 0.5 mmol/L
L-Phenyl-"Cs-alanine 180268-82-0 0.5 mmol/L
L-Proline-**Cs 201740-83-2 0.5 mmol/L
L-Tyrosine-(phenyl-"C;) 201595-63-3 0.5 mmol/L
L-Valine-* 55443-52-2 0.5 mmol/L

T/ EAEENEOIRTDTI Ty ETESNS
SigmaAldrich.com/aminoacidstandards
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HPLC Tips & Tricks:; X AED&iE1L,

Dr. Egidijus Machtejevas, Sr. Technical Advisor, Analytical Chromatography Workflows.

E—IEBISFIAECY U TILEECERBERICHDFT, £k
E—VERIFHILCREBFNMBEFTHEVES. £EAN
BHRICEELTWVWRIEE. E—JEBITEAZE SHEEEIC
HHILET, ATLPEHBICEBEIDD>TEST, FAKIC
NS LEFNZBEBICENNBRELTWRIEES. E—VERE
IFARFEREEICHHAILEY, EN%EEATSIHE. HPLCT
IGEAZICBERL. CNEA— R YT —DREICLOTRE
DET, FRLIENDBE. AREZIECTICHRERR®
REFWETIHED—DLLTEZRDZLHHEET, LHL.
HPLC/UHPLCIZEWTEHELEAZEZEBY TR EICERL
T ROELSBVWKOWEENEIDET, ASLITEFATZEN
Z2YIBZCBEREZRIL. E—UBHHBENZ<RB3IFLE
<KD E—JEDHLIDTO-RICEDET, ThHENBELI-E—
IRICBWVWTHREEEBECLTLES A B D ET, —ARHIIC
AAEZEETDEE—VICEEBERIFLET (ATLDTAXY
Tav-RE. AR RESM7-Z2EILE. RENZSAE. €
JUyy, REE. BREEE. /7O ZT71—E—R &
BFHEBPE—o)T o av-E—IRERY), BRBRAUTIE. 7
AV S 74— XTLDOEE (hF7 LR, B, MR, RIFERE)
& WS LDSBRHTIE—IDRIa—LIFDHRRD, DREE
DETZHSIEDICH U TILEDBSTRENHDET, Thb
[FBRBRBNTA—EZDI=0. CNEDOHERTMITEI_CITBS
TIdH<. DHEHEPHS LY AR, FRAEBRINDDREET
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aheener
Alcernatives

Re-engineered greener
Products

Products aligned with the 12
Principles of Green Chemistry

Products enabling research of
alternative energy

Design for Sustainability (DfS)
Developed Products

SigmaAldrich.com/greener
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