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TERBERETHEHONTWVE T, BPAIZRD@BH < EALYWED
WA HDcH. BEMBDNSBRICBITIZZCICELS. E
HBICHhEZBELARNILORENEIINE T, BmEMARTO
BPAOFERITKEERREERE (FDA) RFIL TED. 2013&F
ICIZEL R ARMMIA OEEMEADOERNMZIEINFE LTS O
DHOBRBEMARICN T ZLEY—T VId. FDAD' INOAEL
("no observed adverse effect level : BEELFENTH SNA
WLARJL, ESME] OBEE) t LTAKRLELR. TONOAEL
I35 mg/kgh B/ BICRESNTED. ChidEIh3Z RS
EWE%IFZMCEED £37% FEIC. BUNES (EU) A
1ABWME ITDIy %#4 ug/kglhE BICKRELE LI BEICK
ZBPANDEEIDVABVEEZSNETH. EPEORNEI— S5IC. FERICHELIMEIR. ok S>RERIC—RICTD
FAH TSRFYIBBRECHDESRBADOBTEIET S NB3HEATy THRICSSICBZICBRESNE S, OC-DVBT 7
HOEEBHAEEITSNTWET, EUTIE. BREHNSBEADBPA 1/N\—%EHLSPMEMEIC5] SHiL\ TGC-MS/MSHZ1TS
DY TEMITIRENE (SML) H°20184E98120.05 mg/kg (MATIZ0.6 CZICKD. RBBRIRHREZRFS Z CHHFKE LT, AT,
mg/kg) ICHESNE LTco LWEPHENEATZ 2B FHEAOHE. &Et. BLUVWAMLLE TR Ty TOHE
CERZBRICEMTIMETIE. O—Fos % =2h60 ZRLET. AH. FMIC DV TIESigmaAldrich.com/Analytix
BPADISITIZE 5 1=-< BHSNTULEHAS (Issue 4) TEIBDA >S40 VhEx BT,

BRAPOBPAZAIE S % -0 Ot A 7EIC I3 A mE (SE) L EtE £ER
¥ (SPE) @A DH D & §H —ARICSPEIFRMASRHC. SEIE
EEEICERSNET. HMAELC. GCOLFhTHFR. X 0C7 7 T/\—ERA L LSPMEORBILS NI RRIIBTIAE
TIREVWTNOAESERINTUVE T, BB~ 2 0L (SPME) RUTL F9, #HERE. 7890/7000C GC-MS/MSY X F LD A
BAROBPARIEICEA SN TS £ LA, RnBES U~ LY PRTT7IA—DSBEL. KUK LTI T
BYRIBREDT My I ARDAORBICEET 37 7 CEDELT
N—DMAMDOEEN 5. BMAY L v I XHROBPARIEICLS %1:885EH5BPAR T3 -0 ORE (LI Ni-SPMEEIE
FRINLICIEHD FEA, : _

sample/ 10 mL vial containing 0.5 g of sample and 6.5 mL of

K7 IV —> 3> 0BMIE. SPMEETREA AR &FDBPA matrix: water at pH 4 containing 25 % sodium chloride
EPRTR-0ORE. BE. I OEREOHFEZERTSZ SPME fiber: Overcoated PDMS-DVB, 23 gauge

Tl ChETERINTVARRAY MY Y RLSPME  incubation: 10 min, 50 °C, 400 rpm

ICEEET AREIC. FER (Overcoated\ J«X—FOC) DHBTE extraction: immersion, 50 min, 50 °C, 250 rpm, vial penetration

34 mm
ZIR>EY (DVB) 77 A N—%F>TRODBEHF LT, R wash: 0.5 min_ 250 rom vial oenetration 34 mm
UXFINSOFY Y (PDMS) 2'5%5 COREMIE, DVBEE — ;_;mcp’ i
s o= o — - esorption: min, °
RN SRELTT 71 N~ OYENEREMEEH TV ET, P
post bake: 6 min, 270 °C

(continued on next page)
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#+2:GC-MS/MS&¥

column: SLB®-PAHmMSs, 30 m x 0.25 mm I.D., 0.25 pm (28340-U)
oven: 100 °C (3 min), 15 °C/min to 300 °C (10 min)
inj.temp.: 260 °C

carrier gas: helium, 1 mL/min constant flow

detector: MRM: BPA: 213/119, 213/91, 119/91

BPA-d16: 224/125, 224/97, 125/97
MSD interface: 325 °C

liner: 0.75 mm 1.D. SPME

D LTcER (EEOHARF v, Ea—LROZV D VEALR.
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Bl £ L7 BHEFHISPMEFRIRKG.5 mL (25wt%dDNaClz &
B BLC-MS/MST L — KiK. HsPOsTpH=4IZFA%) #MA 1=,
NERZAEY)EBPA-d16MD1 ug/mLX & / —Lia&R%ZT ulinz £ L
Too FABRPICHRT 2BPAD/NY I Z Y RZERT B7T=0IC.
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TV,

1B, pHESURRE : BEZRNML TpHZETIE S &, BPAL

BPA-d16mADHENEL CEALEZ L BERIFTLTVWEE

A)o DITLICEHBRIDOREBD IZHEEHD B TH <. SPMEZIT ST

ICHRRTBBEND > fclctd. 25%DIEZZE I BpHADKZR

R LTHERL F LT, BRABEEE BIRRTEERLER.
05g=H/MLTTIMLICT B FHMEL7cTRTDOT M) v I XIS

XL TEYNCHERET S DD X LT, FHELIEY M) YD

R HEEOHARF v, Ea—LROZVD Y JU—LKD

T F Y RA—T RERAKOIFD—RUVIDNGENET

(ZFZ—=FU2TR ERETICOMTSEBDNET),

HHRORER | AFESEMEFHISPMEZ BT ERAT S C
CICRB e, HMBRISHRERT Y T2 HAHAT T EIE GCo
LY FRATOBREICKII>T. 77 N—KREICEEFET SV

MUY IRERETZETEET L e CNETOHRELS. C
DRTY TIE BENLGDVBT 7 A N—K D REBDH DT 71
N—TERIZIAV’ENRILHROENF LT, BARESE
TBEHIC. RAETIEMOEEZERLEL. ENTH
BEFRIGENMES NI, WRLAWVES Rz EmEL
BB L HRT WBBERNEAEOBREREICAT R EZSE
ZBLIFEZSNFEFEFATL

i d & UFEMLSEME © 0.1 ng/mLEZRIN (400 rpmTHFE L T10
DFEE) L7=pH 4D25%8K%E> T 10 ~ 609 DR %
FAELE LIz 10 ~ 500 0BIFISENERICER L. 50~ 605
TRARICBDE L, £07®. HHRBE L T500%&R L £
L7

IS, Ea—LROZVIVBABDESHEVWI L) Y I RT
IO CRENMEREICHER S5 X ZUREMENH 2. HMHE
EDEE%30°C, 40°C. 50°CTHAEL £ L7z BPADMENIIIGE
IFRELCHICER Lo, B FEbD:REL LT50° CE
BERLF L7

BPAD/NY 502K :BPAIXSRICHEET 358/ METH S
e, EDHETHLTHONYIIT STV ROBRDFWAKARE
WERBICED £9, SPMEFEBERARO Ty THR/NRTED
fed. BRI PSPEC LEB L TERIREZER TE £, SPME
BTCNYITSTYRZERTIHICEBZVN DD T Y
FIIE X2/ —=LIC&BERY e AT RBEDT T I A
T 7ILFTOIEILFT MU T LMIR, S IR TOHERAKRE
LC-MS/MSIKDERBREDH D £ LTco GCADFEAIZE 2 TNy
D950 RPN SEQNELTTO. EFRLN—CDREES
~6mL/AFITEPLTINZERLELT, ENTH. SPMEZS
O XSRS BBPANY I TSV RBVWK 6N EFEELEL
f=ht. SRS DEL ANILERIFRRET LT,

FrUJL—>ay SPMERTFERMERETH S, &l
E—07EE > Tt L7RZEERHIN L TR L BT nid
B0 FHE A, BPADBRIFT ) v I AT ITHEZNENE S D
WTWeled, ERICERTBICRI M)y I RFvUTL—
LA EFERIBIBENDD F L. TNTNDIERMERNIT0)
mERCLTEDFE LT,

flﬁll:X@/—)lﬁPlO ppmMiZZESHFIDSLB-PAHMSIC & 5 BPAX BPA-d16 (GE&S \

BiK1E) ODGC-MSHH (TILZAF )
BPA
BPA-d16
. A
1'4 ' 1'6 ' 1'8 ' 2|0
Time (min)




GC-MS/MS%34R : BPADGCHMTIE. S UL E 7 FILL%E
FE> THFEMRTBHEN—MWHTT, ChICL>TE—TF
RemBELRBEL. EECAXEBINE T, KHEATIEI S
U RARRIBDSLBY-PAHMs H 5 LAz EA L e, B1D & S %,
TRHIAO ST ST« —BEL BB ZED LN TE 258K
HIFARET LT

SPMEZD1%8E

s IERMER OO, BELIAEEIRTOI N Y

2 Z TBPAY NERIZ2EYEBPA- 16D A % FH A< METI £

L7ze RBEVWI MUY I RATH 2 IEHEEDHRF v D% E2

ICRLET, B3HSRH B L S5IC. SPMEEIFKRABRT MU Y

AN SBHFAEREZRLE LT, BEIEng/mMLOBERTTH.
CUFDIENICERI0.5 g% FBIR L TRISMAMAREET mLIC L2

EZzRMLTWA7HTHD. TDFHEHIE TN SBPAIZT ~ 140

ng/gicBBEINE T, CNSDEILIY NI Y I IDSDHEED

BECBRMEIE. 10 ppbTHRMLIEMNZ2ITL THEL X LT
NS DFHMERERZRIICTLET. BEIIMBEIRTOY

1)y A T80%MB. BIRMEIF/N—t > MEXHZERZ (%RSD) F

fol3BRBI/N—t > R ZER (%RPD) TI5%KM T L Y hUw

U ARy FIEERZE> TRMERZEEL LTc7o. T0RE

T \IEERIEZ E S TIERMAIC L D A oEZEHRHCE

FELFBPAD LRI ERETEE LTce TNSDOEERRATHKRE

LEd, AFRMICATZ VY BABHTHEH IN/=BPA

&, BES<KAADA—Ta VI INEENSEBELIERTH

~N
B2 EFEDNRFvwIZ10 ppbTHM L I=BPADSPME-GC-MS/MSZ3#T

2.00E+06
L

BPA + IS

0.00E+00

6 8 10 12 14 16 18 20 22

Time (min)

-
-

[ N
B3R A BTNy I IN 5G5S N IBPA/SPMEEDERRE
18.00
16.00
14.00 A
< 12.00
o
o 10.00
& 8.00
“ . 2 =
6.00 / Soup R2 = 0.9977
4.00 Fruit Energy Drink R2 = 0.9995
2.00‘7/ APureed carrot baby food R2 = 0.9871
0.005 . . Pumpkiln R2 = 0.999I2 .
0 2 4 6 8 10 12
N~ J

D, BHINTELARILIK EBEOENMTW=ASZAICADT
I BDR DI TOERICKFE > TVWETS, HEERRTIE. 2
)—LRDFF > X—TTRELANILOBPANVRE I N E LIzHN
CDLANLTHEZEDFF > 2—TORDOAETHEICE SN
BPALNIILETE>TWE LR, Fiow A—THKTHERETIC
BEESFLECCICDIEIRNI T, A—T2HRO T
HATILS5XTIER—F%2KTL: LILHERT Z2HBELRH B 7=,
BPAD L RJLIFEARBNIIS0%ET L .

gil7ekSIC. EVWI M)y I ZXARIZREL TSPMEZ TS
EFFI GCrY Ly FRNTORBERXT Y TORNICFEFFEY R vy
2AEBRETZHDHBRILERT Y THRAXRTE, OCOH
3PDMS/DVB7 7 1 /N\—&. OCD R WIEZE 2 1 7 DPDMS/DVB
T7AN—DEAEEZEDHARF vEBHOWV DOH OB E
BAL. 771 N\—OMWMAME FEDMAMZLLEL £ L, B4
DARFvEkE#RE L. BPA-d16%10 ppbTHRML £ LT
NSZERS —7 A THE L. 6E#HE 3 3 7=TIC1 ng/mLD
BPA/BPA-d16%Z AN L 7=kaEflzimE L £ LTz ZDERZRA4
ICRLET, IWEREQERZRAETTSOHIC. BRATV M E
RDFFEHHHICIERIEL L E L. OCT 74 N\—ZEH L7225
ElOHHTIEREDBEERBETILIESNEFEATL . £l &

R3RMEEHIER LI-SPMEZDRE S JUBIRM

Spike Avg. Amount
Sample Level Measured Accuracy RSD
fruit flavored 10 ng/mL 11.5 ng/mL 115 % 1 % (n=3)
energy drink
baby food, 10 ng/g 11.7 ng/g 117 % 2 %*
carrots
cream of 10 ng/g 8.2 ng/g 82 % 9 %*
chicken soup
(condensed)
pumpkin 10 ng/g 11.0 ng/g 110 % 13 % (n=6)

*%RPD, 2 replicates

RAFERMYZ FERALTEE LIIERMER OBPAL AL

BPA Level - measured in

Sample Container Type unspiked sample

fruit flavored energy  can 0.8 ng/mL

drink

baby food, carrots glass jar with 0.65 ng/g
metal lid

cream of chicken can 12.7 ng/g

soup (condensed)

pumpkin can 1.6 ng/g

(continued on next page)
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R4 R ARFrER O DIR LE D 5185 7-BPA-d 16 DIEERE D \
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= Yenaat
S8 1 felat
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EO.S
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0 —o—std fiber OC fiber
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Extraction #
N J
B — 7V RBICVW S DEBHRD SN E LTIcH, WEN

ICEELERINIAL 77 N—DREIFmEH TRIFT L. —
B BET 7AN—ICLZBHTIIFEBN 7 7AN—0T7H5
TRIHHI NI 18EITHIEL £ LT BALSDD B L SIC,
ISEEEICIET—EBMENRRSNFERATLT, ﬁﬁﬁﬁ'l&*%it%ﬁb\aﬁ%b
NIERIE. FEBNEEHRF YOI L) v I IANDREIC
HEENSHFELTVWE. LU/ FIHKETLY \yﬁx%ﬁ?
ET 3 LETHEBRDORERT Y THOCT 7AN—IZIBIZEM
THD. ODVWITNHNTHZCZRmLTWET, LIeh>T. C
NET 7 A N—DOERZEIZTDICRIIEXT,

BEHCER

BABBRNSELANILOBPAE DT 31-DIC. REBDH
%PDMS/DVBZ 7 1 N— % {E 8 L 728 ASPME-GC-MS/MS% %=
FELEL. RAABT MU v IR (REAKOEE. HEDOH
RFv. Ea—LROZVSVEAB. VU —LROFEX—
7) h 51BN HEADERMIE. 09871 (Z>T ) ~0.9995
(Bkl) OEEFICUNE > TWE LT F7o 10 ppbLAILTHIM
L7 HEDREE & BIEMIZ80 ~ 110%. RSD/RPDE|L15%7 i
Tl7co MAMHRICED, BET 7 N—CHEBELTOCT 7
AN—DADYBNRERICBNA. REO—BUIFEV CH
TINE Lo SPMEZEIIHDIHRITY T TEA. BEEHA
ZTLT. THIC. BERENE . GC- MS/MS?:%H%*A*J'E‘
BLHRRBI M) Y U RERT 2 DICHERERENES
Fl7o
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SPME OC Fiber Assembly (PDMS/DVB), Pk.3 57439-U
SPME fiber holder for use with CTC autosampler 57347-U
SLB®-PAHms capillary GC column, 28340-U
30 m x 0.25 mm I.D., 0.25 pm

Bisphenol A, certified reference material, 42088
TraceCERT®, 100 mg

Bisphenol A-d16, analytical standard, 50 mg 442876

N 1] =3
BER MR
Description Cat. No.

Sodium chloride, ACS reagent grade 746398
Clear vial, screw top, 10 mL, for CTC autosampler, SU860099
Pk.100

Magnetic screw cap, with 1.3 mm septa, for SuU860101
autosampler vial, Pk.100

0.75 mm L.D. direct (SPME) liner for Agilent® 2637501
Molded Thermogreen™ LB-2 septa with injection 28336-U

hole, 11 mm, Pk.50

REBOHBSPMET 71 /N — 0)#%5&:%\1&1\
SigmaAldrich.com/spme-ocfx Z&< 72&

HHOBMREELY—ILICDOVTIE.
SigmaAldrich.com/food-and-beveragez Z& < 723 L\,


https://www.sigmaaldrich.com/technical-documents/articles/analytical/fouling-resistant-spme-overcoated-fiber.html?utm_source=redirect&utm_medium=promotional&utm_campaign=spme-ocf
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I, REMPRRPERROMAICEVWTERREREHTY,
BARTISHENOERDIESDVWTED . THYIORINEES I8
MLTWB7o. EYBEROEAOMBEZEERTZUENHD X
To WEYMD OERLREE C ERLEEMIMEH TEETHD.
EHEEORVVRENEZAF I 5 CHBERINET,

Litid. EYHEEMEOHERE € DORENBEORSOHEHR ) —
4 —Td BPhytoLabtt L {2 L & L 7z R4t Dphyproof “1Z
EYMENHAPTHHD TV T T R—FIDNSAFTEDILSIC
BD. BHOBMEERZRENMED S 1> 7y THKRIRICEML
9, ARIC. HHERO) I EBEHLET (R, I5I1C%
COHBDNEBREATNBZFETT. RIDUIMIDOVWTIE
SigmaAldrich.com/phytolab%z Z& < 723 L\,

LHOENCFMEDORFERGD. ARmz 2 CIREYE, Bt
FEEYE (CRM). WEYMEIE Ty 22 v LA 1L DIREY)
BV 7Y b TIEVWLLEITEY,

CEDRmB. LEWT Z AR X1 I3ERBRICKRRAIREET T,

&1:SigmaAldrich.comDS5AFTEFS &L SICHo7-PhytoLab

HRNEMERROIFEME
Product Name English Qty. Cat. No.
Amarogentin 10 mg PHL80178
Anemonin 10 mg PHL80346
Apiin 10 mg PHL89161
Atropine sulfate 20 mg PHL80892
Bacoside A 10 mg PHL89576
Berberine chloride dihydrate 100 mg PHL89487
Caffeoylmalic acid 10 mg PHL89238
Californidine perchlorate 10 mg PHL89592
(-)-Catechin 3-gallate 10 mg PHL82497
a-Chaconine 5 mg PHL80075
Chelidonine 20 mg PHL89600
Cimifugin 10 mg PHL89387
Cinnamtannin A2 5 mg PHL83372
Convallatoxin 10 mg PHL80834
8-p-Coumaroylharpagide 10 mg PHL89178
Crocin 10 mg PHL80391

(continued on next page)
7


http://SigmaAldrich.com/phytolab

FOOD & BEVERAGE | 771 MM HILZEMBEOH LWS1>T7vT

Product Name English (0] 47A Cat. No. Product Name English Qty. Cat. No.
Cucurbitacin B 10 mg PHL82226 Kahweol 20 mg PHL82293
Cucurbitacin E 10 mg PHL80013 Lasiocarpine 10 mg PHL80412
Cucurbitacin E-2-0-glucoside 10 mg PHL89613 Lasiocarpine N-oxide 10 mg PHL83220
Cucurbitacin I 10 mg PHL89464 Z-Ligustilide solution 10 mg PHL89242
(-)-Curine 10 mg PHL80979 Lycopsamine 10 mg PHL89726
Cyanidin 3,5-diglucoside chloride 10 mg PHL89615 Lycopsamine N-oxide 5mg PHL83447
Cymarin 20 mg PHL89838 Malvidin 3,5-diglucoside chloride 10 mg PHL89727
23-epi-26-Deoxyactein 10 mg PHL89183 Marrubiin 10 mg PHL89830
3,5-Dicaffeoylquinic acid 10 mg PHL80426 Miliacin 10 mg PHL82261
3,4-Dicaffeoylquinic acid 10 mg PHL80425 Mitraphylline 10 mg PHL89736
4,5-Dicaffeoylquinic acid 10 mg PHL80427 Monocrotaline N-oxide 10 mg PHL82629
Digitoxin 25 mg PHL82516 Muscimol 10 mg PHL89495
Echimidine 10 mg PHL89553 Nordihydrocapsaicin 10 mg PHL89254
Echimidine N-oxide 5 mg PHL83590 Pelargonidin 3-glucoside chloride 10 mg PHL89753
(-)-Englerin A 10 mg PHL82530 Petunidin 3-glucoside chloride 5 mg PHL89755
Erucifoline 5 mg PHL83432 Primulic acid I 10 mg PHL89259
Erucifoline N-oxide 5 mg PHL83433 Primulic acid II 10 mg PHL89260
Eupatilin 10 mg PHL80337 Protodioscin 10 mg PHL80522
Europine hydrochloride 10 mg PHL83237 Punicalagin (A + B mixture) 10 mg PHL80524
Europine N-oxide 10 mg PHL83238 Quercetin 20 mg PHL89262
Gelsemine 10 mg PHL80457 Retrorsine N-oxide 10 mg PHL82630
Gentiopicroside 10 mg PHL89512 Ruscogenin 10 mg PHL89268
Ginkgotoxin hydrochloride 10 mg PHL82638 Sabinene 100 mg PHL82342
Ginsenoside Rc 10 mg PHL89210 Sanguinarine chloride 10 mg PHL89327
Glucoraphanin potassium salt 10 mg PHL89215 Sarsasapogenin 20 mg PHL80531
Guaiazulene 100 mg PHL89697 Scopolamine hydrobromide 5mg PHL80046
Harpagide 10 mg PHL89703 Scopolin 10 mg PHL82649
Heliotrine 10 mg PHL80403 Sempervirine nitrate 10 mg PHL83105
Heliotrine N-oxide 10 mg PHL83236 Senecionine N-oxide 5 mg PHL82631
Hyoscyamine sulfate 20 mg PHL82389 Seneciphylline N-oxide 5 mg PHL82632
Indicine hydrochloride 10 mg PHL83234 Senecivernine 5 mg PHL83436
Indicine N-oxide 10 mg PHL83235 Senecivernine N-oxide 5mg PHL83437
Indirubin 10 mg PHL89716 Silybin (A + B mixture) 25 mg PHL89280
Intermedine 10 mg PHL82424 a-Solanine 10 mg PHL80074
Intermedine N-oxide 5 mg PHL83446 y-Strophanthin 20 mg PHL80207
Isorhamnetin 3-rutinoside 10 mg PHL83337 a,B-Thujone 100 mg PHL82669
Isoxanthohumol 10 mg PHL89234 Trichodesmine 10 mg PHL83438
Jaceosidin 10 mg PHL80786 Trifolirhizin 10 mg PHL80547
Jacobine 5 mg PHL83434 Tryptanthrine 10 mg PHL83458
Jacobine N-oxide 5 mg PHL83435 Urushiol (15:2) 10 mg PHL80181
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Classification Number of Isoprene Units

Monoterpene 2

Sesquiterpene

Diterpene

Triterpene

0|0 |d|w

Tetraterpene

TILRVEISEYD SERINZ T v v ILAMIICEF
N, YR ZOF1ILICHHEN AT EEZRE £, fIXIE d-
DEXRVIGFLEY. ALYI F¥TTA. YA TILICE
EL. LEYDESBFEZREBET, Ko LTTFILRY
ETIWR/AREGETA Iy ovILA)LiE7axT>
E—CFEN3EEOARICFIATNTED. AR 5200 F
BRE Vo T iERDERICRIIE £ 2DRH. TN5DLE
MESETIEIDA I, B Py IBREDAGICERS
NdLD2ICHEDF LT

HEMDOREADTIARTOT 7 ILOFER

cannabis sativa (KERE7zld< ) 7 7 7) ##IClE. €/ £X
FoU. UM FILR/ A RICERT ZZHRZOMDIE
YR, 100 BEZBR AFRLBTILRVETILR/ A RHE
ENET, TIRYTOT7AILIIHT LDHAREEOERD
EREEZRLERADN. BEENT TV —> 3 > TrRAGER
ICHBEARBEERETSDOICFATIET !, I5IC. BFOF
EXEAREZFOBABRAMENCNE THREIN T E LA
CNSDEEPAKRIEAMPICEET ZHEDTILRVEDE
DEWICE D £9° Humulus lupulus (—RESAR R Y F) & KM
BWEThH7HRICBLET S Lich>T. FRENHDEET
BZTIRVBICITEUMELNHD £9, TILRVHEIE. EYES
IR BREEE. ABRTREZMAF IRz
FORHMNAFEORMAZR>TVET

RER

Bl RRsRAEHSE. Hari H. Singhtdt CREIEIZYIELBAZET (B
SEEZEEN LE - £1BFE S X T LMEEE IO S LT LY
2—) DCERBICEDAFLEL . 4. BRlomHINRE
IEFRBETY, ARG ERY 7OfEZRy b a v IHoBAL
Fliz Ffoo Ry MESNeART—RECKEI—ILT+
SOBORY TeMTOBERME —ILERFBENSBALF LT
SO M5 T 14— & B9BIFEquity®™-1F v ES 1 — GCH S
LTIV, BEIRRFEESIVARIMLZATI)—D
IYFUTICEDITVE LT, RIEROIESFIZRFICRLT
HHFET,

SPMEEDRBE1L

I Loy ZOEDEE (10 mLN- 7ILHFIC0.2 g) #fEo T
SPMEE%#BIR L % L7co SPMENNS X—2—D#HAEIEC N E
TICARINHARICE DT LS ADHTDGCC/MSOEER
ZR2ISRLET, —ED/NS X—F—DHIHAEICIZ.PDMS T 7
' /N\— 100 um. ¥ X1 g. HHFTDOEERTDFEL60
PREEFERALE L. Z0%. SR X%02gICRBS5 L. F
BLBER40° CICEIFE L1ze FBICKD. BHEEIFETE
FICTFEMEERIN609 D 530D ICEBINE L (B3ELUH
4), RANICIToT-HERREIZ209B TLEA. I5ICEV10SD
BMOMmHEEZFEL £ L. LA L. BRERENBLRDONL
fos. HHBERIZ200 D F FICL £ L7 RIC. DVB/CAR/
PDMS7 74 N—%FHEL £ L7 (B®5), FEED. CDT7 71
N—FERFLEYMELDZHMELELT.e ChH5DESTF
LEMiE. MSIRYI MLO—HICLDEED7ILOA—)LLEET
HBIAEINE LTS

(continued on next page)
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GC/MSZERLI=TILRVEDEE

DVB/CAR/PDMS7 7 4 N—%ERH L. &#E1t IN7=SPMEXT
Ry TEARRRDIRE DL E Lo MSZRY MILEWileys &
UNISTS A 751 —DIBER <Y MLER Y F VI LTE—YF
EEFVE LTz, Fio. RIESECESVTEEERRLE L,
SERPTAESNEBYICH T BRIFEEIL. F—DGCE
BT THRSNIN-TIL A ASEMEE AV CHELE LT
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4 )
E2:82)& LIz TDIED Ay KRR —ZSPME-GC/MSZ3 4 (PDMS:100 pm. [E42ﬁﬁbf:d‘x“/j@ﬁid)’\‘yFZ&—ZSPME—GC/MS%‘*}‘?\ SR T LRE )
kg %558 (PDMS:100 um. #1:0.2g)
Sample/matrix: 1 g ground hop flowers Conditions same as Figure 2 except:
SPME fiber: 100 um PDMS (57341-U) sample/matrix: 0.2 g ground hop flowers
Sample 60 min, room temperature . . X N
equilibration: sample equilibration: 30 min,40°C
Extraction: 20 min, headspace, 40 °C
Desorption 3 min, 270 °C N
process: g x
Fiber post bake: 3 min, 270 °C £ 8_
Column: Equity®-1, 60 m x 0.25 mm I.D., 0.25 pm 'g N
(28047-U) 3 §
Oven: 60 °C (2 min), 5 °C/min to 275 °C (5 min) <y
Inj. temp.: 270 °C 3
Detector: MSD § I |I !
MSD interface: 300 °C T B e e e e e e e e e L e e e e e
Scan range: full scan, m/z 50-500 2 10 20 30
Carrier gas: helium, 1 mL/min constant flow \_ Time (min)
Liner: 0.75 mm ID SPME j
B5: 8 1& LIz Ry TDIED A Y RRR—ZSPME-GC/MSH . SEIEELRE
7 # 58 (DVB/CAR/PDMS. 5#}:0.2 g)
it
S Conditions same as Figure 2 except:
B i’ sample/matrix: 0.2 g ground hop flowers
S w
231 SPME fiber: 50/30 um DVB/CAR/PDMS (57298-U)
~ sample equilibration: 30 min,40° C
o
Q S
+
g _ WJ""’ML‘J‘U“‘“— '-';-—' Small chain acids and alcohols
S T T e L 8
O
e 10 Tii‘loe (min) 30 o % : (—J\ﬁ Humulene should elute here
\ J g8
T ¥
( g B B-myrcene should
BI3: 8212 L 7oy T DTED A Y KRR —ZSPME-GC/MS53#f (PDMS: 100 pm. a4 elute here
#4029 <3 l Caryophyl-
g 7 lene
Conditions same as Figure 2 except: 2
l trix: 0.2 d hop fl w T T T T T DR s
sample/matrix: g ground hop flowers § 1o 70 30
Time (min)
NG J
o DT —RERNRINTE(R2ELVR3) LR L. B6LETICR
~ —- - — 74—
% ? j;jluﬁﬁgﬂi%’f-f\l\i l./TCO
T w
28
— TN — I
< Ry THEROTILARVEE
IR LToRy TOEDEE (B5) OFILR>FO7 71 ILTId.
o - N .
o Ry TRy TFAINICEENZRRNEFFCEMTHBP
w o SEltEY. TLLY. AVF T LUDEHELTWSRIETTE
b3 — I B e _ .
o 10 20 30 LML, AUA T LYBEESINIEHOD, -tV T4
Time (min) LYEWTNEH S TS —RETRETEZIELCHEVLARILT
\ V BBELEFATL FIRYTOT 71 LRy FEOE

ICE2TESE DK e HIENTWS . CORERIFEREE
BICHIT LTcRy TROEWVICEZDDOHD LI EEAY /Ty
T=IICI3EERET BERED DD o T DLy FD
TEOREIIDHID £t A, EBEDTH. RL v MEINT-ER B2
Bory 7EREmBRLTOMLE L. CThsoaiidgex:
2L, EBRLIIELDBVRY THROFEBHNAETDOAHD £ L1
Ns0sEElZERh TS, WeEnHp-ZILtE>. AUF T L
. TLLYHBVWILARIILTEET ZHFENRTILR>TOT 7
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BEINT=Hy TRy FROTILREE R6: 7y TR Ly DAY R ZR—ZSPME-GC/MSH
Peak RT RI RI Refer- The peak elution order is listed in Table 2.
No. (min) Name (calculated) (literature) ence Conditions same as Figure 2 except:
1 8.58 Hexanal — 780 11 -
> 12.84 a-Pinene 939 942 1 sample/matrix: 0.5 g ground hop flowers (hops pellets)
3 13.28 Camphene 953 954 1 SPME fiber: 50/30 um DVB/CAR/PDMS (57298-U)
4 13.71 6-Methyl-5- 966 968 11 sample equilibration: 30min,40°C
hepten-2-one
5 14.1 B-Pinene 979 981 11 a. Cascade (Ground pellets) 1616
6 14.41 B-Myrcene 988 986 11
7 15.32 Cymene 1018 1020 11
8 15.65 d-Limonene 1030 1030 11
9 15.98 B-Ocimene 1041 1038 11
10 16.72 cis-Linalool oxide 1066 1068 11
11 17.49 Linalool 1089 1092 11
12 21.86 Geraniol 1239 1243 11
13 25.28 Geranyl acetate 1363 1364 11
14  25.85 a-Ylangene 1384 1373 8
15 25.97 a-Copaene 1388 1398 11 T
16  27.22 Caryophyllene 1437 1428 11 Min
17 27.4 trans-a- 1445 1443 12
Bergamotene + b. US Golding (Ground pellets)
unknown
18 17.63 trans-B-Farnesene 1454 1450 8
19 28.11 Humulene 1473 1465 11
20 28.41 vy-Muurolene 1484 1475 11
21  28.45 y-Selinene 1486 1472 12
22 28.68 Geranyl 1495 1493 11
isobutyrate
23 28.79 B-Selinene 1499 1487 8
24  28.94 a-Muurolene 1505 1500 11
25 28.97 a-Selinene 1507 1501 12
26 29.31 y-Cadinene 1521 1518 11 —— T
27 29.37 Calamenene 1524 1518 11 10 20 30
28 29.45 A-Cadinene 1527 1524 11 \_ Min )
29 30.93 Caryophyllene 1590 1584 8
oxide
30 31.5 Humulene oxide 1614 1599 12

BT ZIRRRRD A Y R IR —ZSPME-GC/MS

AIERLELE (B6). SPMEEICLD. 2BOFy TETOF The peak elution order is listed in Table 3.
AR>TAT7AIIDEVERETE X LT AIZIE. 77ILx Same as Figure 2 except:

Y (F—218) I3hRT—REDRY FTIEFREINE LI=H sample/matrix: 0.5 g dried, ground cannabis
KED—ILTr >/ BOHR TIMET T THRTITEFEATL . SPME fiber: 50/30 um DVB/CAR/PDMS (57298-U)

ART—REORY FICEENZ T 7ILREDLANILEA )L sample equilibration: 30min,40°C
2ED3 ~ T%EFRINEFITHN. KEI—ILT+ VIETIE1%
FmCHRAINETS, 31

KEFsEIPDOTILR 58 s
AFRER TRESNTILRVE BT 2R3ICRLET, B85
NE7O7 71 ILUECNE TOERARDODH TRENIHDL
FBLULTOWELEY BRTOE—71~271(E—27%2KR<) IFE/
FIRVEE/ TR A RT LI, ZOBDAHE—2IFER 1
FTFIRVEBL, EAXFILR/ A RTHBZHIA T4 LVFF
S RASHEEINTVE LT BBZVWTFIRUIEHUAT oL

STt COBMARELTOEDR, BRLLARERD | [ T I
EBC’: U/iTC‘;?Itl%ﬁLTC%*&%%@%ET%%E{E‘E’&’J‘% D i Time (min)
To CNETOMETIE. EZIRIEZLICL>TIDEID L J

LNILDEDMDTILRUEHETILR/ A RELDEL EBMY

(continued on next page)
11



FOOD & BEVERAGE | Ry Y ARRCE EFNBTILRVEED Ay RRR—ZSPME-GC/MSHHT

BIEDPTRINTVERT, Z0RD BRUENPTVE FTILRY
_hnixH s
BESERINE L. B/ FIRVEEFILR/ A REOHR TR

HETIR A REDOLANILMMEL 25 FRIN.

HEZHo=DiFa-Ex>rd-UEXRITLT

RIIMSARIPSATSV—DIYF I ESVRIFERT
RESNI-FEIFARPDOTILRAE

B

25

Ay R ZR—ZSPME-GC/MSHEEE> T Ry TEKMEADT
IR/ FUR/ARTAT7AILEDHLE Lo TAETIE
BEMARTILRVEBETILR/ A ROVWTNHIREABRETHD.
BRA Ry TBEXRTEF LT,
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ydrate o
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17 17.43 Linalool 1087 1092 11 ! 4 !
Inaloo 8 Fragrance Volatiles by Glass Capillary Gas Chromatography,
18 18.04 d-Fenchyl alcohol 1107 1110 11 Academic Press, 1980.
19 18.82 trans-Pinocarveol 1135 1134 12 12. NIST Chemistry WebBook. www.webbook.nist.gov/chemistry.
2 19. B IL 1161 1164 11
0 2:59 orneo - 6 6 13. Variety Manual USA Hops. Hop Growers of America,
21 19.81 éll,SI-Methandlen- 1168 1173 8 www.USAhops.org, accessed September 22, 2015.
-0
22 19.81 p-Cymen-8-ol 1168 1172 12
23 19.92 Terpinene-4-ol 1172 1185 11 *ﬁ*ﬁ-—cﬁm LT‘:%I:I:EI
24 20.22 a-Terpineol 1181 1185 11
25 24.2  Piperitenone 1322 1320 12 Description Cat. No.
26 24.76 Piperitenone 1344 1352 12 Capillary GC column
oxide
Equity®-1 .2 1.D., 0.2 28047
27 25.85 a-Ylangene 1384 1373 8 quity®-1, 60 m x 0.25 mm L.D., 0.25 um 80
28 25.97 a-Copaene 1388 1398 11 SPME Fibers and Accessories
29 26.76 y-Caryophyllene 1419 1403 12 SPME fiber assembly Divinylbenzene/Carboxen®/ 57298-U
30 27.01 a-Santalene 1429 1428 12 zolydimethylsiloxzre (DVB/CAR/PDI‘I’)I;:?),I
50/30 pm, needle size 23 ga, StableFlex™,
31 27.16 Caryophyllene 1435 1428 11 i uée wlthh autosampler pkgof 3
32 27.36 trans-a-Bergamotene 1443 1443 12
+ unknown SPME fiber assembly Polydimethylsiloxau_’le (PDMS), 57341-U
33 27.49 a-Guaiene 1448 1441 8 d: 100 Hm (nonbonded phase), needle size 23 ga,
for use with autosampler, pk of 3
34 27.56 trans-B-Farnesene 1451 1446 12 -
35 27.98 Humulene 1467 1465 11 SPME fiber holder for CTC autosampler 57347-U
36 28.17 Alloaromadendrene 1475 1478 11 SPME fiber holder for manual sampling 57330-U
37 28.25 a-Curcumene 1478 1479 12 Accessories
38 28.75 -Selinene 1497 1487 8
B - Inlet Liner, Direct (SPME) Type, straight design, 0.75 2637501
39 28.97 a-Selinene 1507 1497 8 mm 1.D. for Agilent® GC
40 28.97 B-Bisobolene 1507 1506 8 Molded Th © LB-2 Sept ith infection hol 28336-U
olde ermogreen -2 Septa, with injection hole, -
41 29.13 a-Bulnesene 1514 1513 12 11 mm, pk of 5?) P )
42 30.12 Selina-3,7(11)- 1556 1542 12 N
diene Headspace Vial, screw top, rounded bottom, 10 mL, SuU860099
43 30.94 Caryophyllene 1590 1595 12 clear glass, pk of 100
oxide Magnetic Screw Cap for Headspace Vials, PTFE/silicone SuU860103
44  31.5 Humulene oxide 1614 1599 12 septum, pk of 100
45 32.48 Caryophylla-3, 1658 1656 12

8(13)-dien-5-0l A
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SAEYIE /CRM)

#1:CANNABIS TERPENE MIX A CRM40755D 53

Compound Concentration = CAS Number
Internal Standard 2000 pg/mL N/A

2 a-Pinene 2000 pg/mL 80-56-8

3 Camphene 2000 pg/mL 79-92-5

4 B-Pinene 2000 pg/mL 127-91-3

5 3-Carene 2000 pg/mL 13466-78-9

6 a-Terpinene 2000 pg/mL 99-86-5

7 (R)-(+)-Limonene 2000 pg/mL 5989-27-5

8 y-Terpinene 2000 pg/mL 99-85-4

9 L-(-)-Fenchone 2000 pg/mL 7787-20-4

10 Fenchol 2000 pg/mL 2217-02-9

11 (1R) (4+) Camphor 2000 pg/mL 464-49-3

12 Isoborneol 2000 pg/mL 124-76-5

13 Menthol 2000 pg/mL 89-78-1

14  Citronellol 2000 pg/mL 106-22-9

15 (+)-Pulegone 2000 pg/mL 89-82-7

16  Geranyl acetate 2000 pg/mL 105-87-3
BT T)r—23> /)= (9~12R=D)THiRFE=&LSIC. T 17 a Cedrene 2000 pg/mL 469-61-4
IR/ A REIFRA BT TEERRAYD T IL—STT, AN 18  a Humulene 2000 pg/mL 6753-98-6
1R, 7AXTIE—. &FF WBYMLEYE TEELR®EIZES> 19 Nerolidol* 2000 pg/mL 7212-44-4
TED, FIZIEKFEDBINBED D TILR/ A RBICLZHD 20 (+)-Cedrol 2000 pg/mL 77-53-2
TYo Floe KRICESNZEMPCERFNEARDOWVWC DHNE 21 (-)-a-Bisabolol 2000 pg/mL 23089-26-1

ﬁi"'é@?‘)b/\"/’l’ FEICERLFT. TIRVEOHRR» 7O

1Y EERALTZEOEBMOIERS] &)5 YA TIE #2:CANNABIS TERPENE MIX B CRM40937D k%

O RALABEEREL. PETIICIETSICEBEEOEVIE Compound Concentration = CAS Number
ﬁ%%‘fh“u‘ég'@?o 2018 HHIRBEOTILRVBEBR Internal Standard 2000 pg/mL N/A
(CRM40755% & TFCRM40937) =RiFE. /o, 60EEZHEX 57T 2 B-Pinene 2000 pg/mL 18172-67-3
IR/ A FERE—RICRMARZHEIILE LT CNODREE 3 (15)-(+)-3-Carene 2000 pg/mL  498-15-7
BABRDIEEIF2000 pg/mL(X 4/ —)LAKRF) T, 4 p-Cymene 2000 pg/mL 99-87-6
o, KSOBEBOY TLJ 1 FEEWE GRRERS) bRt o T
LTWEY, TNH5DZEYEIZ DV TIESigmaAldrich.com/ ©  Terpinolene 2000 wo/mt 086-629

7 Linalool 2000 pg/mL 78-70-6
terpenoidsz CE 72T LY,
8  (1S)-(-)-Camphor 2000 pg/mL 464-48-2
9 (+)-Borneol 2000 pg/mL 464-43-7
10 (-)-a-Terpineol 2000 pg/mL 10482-56-1
11 Geraniol 2000 pg/mL 106-24-1
12 B-Caryophyllene 2000 pg/mL 87-44-5
13 cis-Nerolidol 2000 pg/mL 3790-78-1
14  B-Eudesmol 2000 pg/mL 473-15-4
15 Phytol** 2000 pg/mL 7541-49-3
*RMEEOETR
RO E L UTEREE

(continued on next page)
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FOOD & BEVERAGE | New F7)LR /- RiBAAR GREEIZ#Y)E/CRM)

CANNABIS TERPENE MIX A — CRM40755 ) CANNABIS TERPENE MIX B — CRM40937 )
Column: SLB’-5ms 30 m x 0.25 mm x 0.25 um 60 ° C Column: SLB’-5ms; 30 m x 0.25 mm x 0.25 um df
for3.5min, 3.5° C/minto 155° C,30° C/min 60 ° C for 3.5 min, 3.5° C/min to
t0300° C, hold 5 min 155°C, 30 ° C/min to 300 ° C, hold 5 min
Detector: FID,310°C Detector: FID,310° C
Injection Volume: luL Injection Volume: luL
pA PA
700 500
600
400
500
400 300
300 200
200
100
100
e e L AL O|'"'|""|""|""|""|""|""|'|"'--|
0 5 10 15 20 25 30 35 min 0 5 10 15 20 25 30 35 min
Peak IDs: see listing in table 1 Peak IDs: see listing in table 2
J J
RIB—HRBER
Solution of Qty. Cat. No. Solution of Qty. Cat. No.
(-)-Bisabolol 1mL CRM40763 Lilial 1 mL CRM40184
(+)-Borneol 1 mL CRM40901 (R)-(+)-Limonene 1mL CRM40422
(-)-Borneol 1 mL CRM40456 Linalool 1 mL CRM40437
Camphene 1mL CRM40378 Longifolene 1 mL CRM40481
(£)-Camphor 1mL CRM40393 Lyral 1 mL CRM40911
(1R)-(+)-Camphor 1 mL CRM40374 (+)-Menthol 1 mL CRM40474
(+)-3-0-Carene 1mL CRM40416 B-Myrcene 1 mL CRM42262
B-Caryophyllene 1 mL CRM40483 Nerol 1 mL CRM40744
(-)-Caryophyllenne oxide 1mL CRM40928 cis-Nerolidal 1 mL CRM40743
Cedrene 1mL CRM40482 trans-Nerolidal 1mL CRM40742
Cedrol 1mL CRM40903 Nerolidol 1 mL CRM40906
Cetone 1mL CRM40383 cis/trans-Ocimene 1 mL CRM40748
Citronellol 1 mL CRM40469 Phytol 1 mL CRM40375
p-Cymene 1 mL CRM40419 (-)-B-Pinene 1mL CRM40417
Dihydrocarveol 1mL CRM40914 (+/-)-a-Pinene 1mL CRM40339
Eucalyptol 1 mL CRM40684 (+/-)-B-Pinene 1 mL CRM40433
Farnesol 1 mL CRM40689 Safrole 1 mL CRM40478
Fenchol 1 mL CRM40746 a-Terpinene 1mL CRM40443
(+)-Fenchone 1 mL CRM40747 y-Terpinene 1 mL CRM40431
L-(-)-Fenchone 1mL CRM40762 (-)-a-Terpineo 1 mL CRM40907
Geraniol 1mL CRM40749 a-Terpineol 1 mL CRM40428
Geranyl acetate 1 mL CRM40764 Terpinolene 1mL CRM40929
Guaiacol 1mL CRM40484 a & B-Thujone 1 mL CRM40909
(-)-Guaiol 1mL CRM40917 Thymol 1mL CRM40188
Humulene 1mL CRM40921 Valencene 1 mL CRM40934
Hydroxycitronellal 1 mL CRM40908 Verbenon 1 mL CRM40189
Isoborneol 1mL CRM40471
Isolongifolene 1 mL CRM40391
Isopulegol L CRM40757 SEMIC DWW TIE. SigmaAldrich.com/terpenoids%z Z&E < 723 LY,
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NUTRITIONAL SUPPLEMENTS

Passiflora incarnata~DHPTLCD i

Tién Do, Scientific Support Specialist / Deputy head of laboratory (CAMAG), tien.do@camag.com

Melanie Broszat, Scientific Business Development Manager (CAMAG), melanie.broszat@camag.com

Matthias Nold, Global Product Manager Reference Materials, matthias.nold@sial.com

HIfETlE. ¥ F 37 (Analytix 20165 5HE58). A XUV D
(Analytix 2017 ZE15). FAEEAS (Analytix Reporter 2018458
28) RY . —EOEBEMADHPTLC (BiteERrOv oS
T1—) DIRAEBNANLE LT 5IS{E. A|/TIENTIYY
ICDWTHEMIDHPTLC 7 « Y A=V > F OB Z T 5
ICRLEY, HBHIEOMERCIZEMELZ TIENICREL TS
D, RSBHICEER L 7ERES (TLC/HPTLC L — k., A, 9
WAISEME. HEIZEYE) IV ITNE EHORETT,

Passiflora incarnata (N7 1Y ) I&. ST 27 X ) AEFERHL A
HIRICH DT> THIRATE LB TT, 1Y TIE. AR
1 > ADEEIMonardesiZ & D 1569F ICRIL—TRE I, I—
Ov/N\TiE. BHEMY L LTREMBAIN TSI £ L7, 20tHEE
¥ MAVIIBERXTNS —ORBFTERAIND L SICGD F
L7z #IRDOFVERERIE L TRIATI N, BOZhR P ERIEERM
BHHEF->TVWET, MV IIEEHCHEHERMICBEL.
FICA VR KB (ZOVE). 1R2UT ARA O TEREER
IFICHIBEINTUVWE T,

TICT 1 Y H—=TU > b DI IFLACDERATERDOREE
FELTRESINTVET, MY IOREICIZ. J)avl
CINEBED TSR/ A REFEELE T, CNSDOILEWIE.
FEK LB, ABISRIHPTLC T « > H—F) > b DIRICK D
BUCRHETE XY,

BRHILUVEE
HPTLCIHRUCHE > TREES N AEREE RIS HPTLCT «+ >V H—
7)) > MPIRIC & BPassiflora incarnata D3RR A B EHETBET I
SRTLBEEEHRRE L TIEEMEZ 7 S517 L. BoNTER
DOEE M (RAEDIRE S NT-FFAEHEAR: 0.025 NI E 5 7% 1T
LR D FEA) ZHRL £, I5IC. Passiflora incarnatall

)

10 11 12 13 14 15 16 17 18 19

E1:FEMLATDUV 254 nm (A). UV 366 nm (B). HLUHEN(C) THoO
YRI5 L. NP/PEGTHERLE DUV 366 nm (D). %5 UICNP/PEGTHE
KMt OBEEY (E) TOIOX NS4

N

9 am
or os
o o
o o8
o8 0.5
o o.a
o3 o3
o o2
o a3
1 2 3 4 5 6 7 B 9 10 1 12 13 14 15 16 17 18 19

' £=>-2(03980585. HwhkHWI01702). 3:XATE R (42925, Ovhk
i 1. 5:AZRUD (50162, OwhkBCBT7241). 6:1YF I >F> (78109,

b RITILFI, 91V ETHFI (67135, HwhBCBN8I28V). k35w o10:

o

o 08
o 08
o 03
o o
o3 0
a4 o
o 01
03 03
o 01
1 2 3 4 5 L] 7 8 9 10 11 12 13 14 15 16 17 18 19

1 2 3 4 5 [ 7 8 9

10 11 12 12 14 15 16 17 18 19

FSYILISSTAVAVIVFU. AVETFIY (ReDEIMICHEST) 2:E
BCBP3755V). 4:ET+>>-2"-0-F L./ K (00660585, M ~HWI01189-
v BCBR4394V) . 7:7007%7 % (00500590, M ~HWI01268-1). 8:

E~XOTKR (00180585, OwhHWI00286-2) 11:4 1 T>F> (03810585,
OwkHWI01050-1) . 12:EF¥F> > (49513, OwBCBR8611V). 13:X1
RLF> (38332, OwhBCBS2552V). 14:7>~1)7xO> (54826, Owhk
BCBR1694V). 15:7E4'=> (01760595, 0w ~HWI00086-1). 16:271)> >
(95082, OwkBCBP9460V). 17:A4L 7./—)LE (42515, O ~BCBT0832).
18:a-7)LEFRA—)L (04899, 0w hBCBS7535V). 19:Passiflora incarnatalh
H¥IIZAEY)E (05085001, O ~HWI01280)

J

(continued on next page)
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NUTRITIONAL SUPPLEMENTS | Passiflora incarnataN®HPTLCD5H

FETETU IS NI T SH 1 REOREENE S 2% L
7.

AT LEREEER

(UV 254 nm. ARF 0.025, Minneight 0.010 AU)
AV AUITVF0.15mg/ml) (I TYF 2TV —URH#90.041

« AYVETFL2(015mg/mL) 1TV F T —2R#J0.046

AABR TIIHWIR O HEMIEEYE (5w 019) ZFERALF LT
AHEMICEET DYV —idE. UBLDICEEYEOELEZY
20 AATRIR AVAUIVFU AVETHEIY FUT
VFUETFEU I E—BLELT, Fi. B5NTHPTICT ¢
YH=TIY I TV IOROREICEFNZEFEBOTY
EFFs e BEBILTWE LTS

HPTLCT « A=) Y b OICE D, BEE XM ZET S
A0 ZITHOTICTITL TSROz RRICRAETIT I,
BARLEERIC & B 5HEIS BN DEFIT Y, HPTLCIZHEYHIEDE
EABRIOBELIEAEEEZSNE T,

Reference

1. www.hptlc-association.org: Passion flower herb and passion
flower dry extract identification (version 2018-05-07)

USP<203>|C#HLL7=oAI IS5 T1—

EE+E HPTLC Si 60 Fasa. 20 X 10cm

HEo7 IS ATS4zfERL. HBRARCIZEMESRS uLZ21585 V1,
NYRRE8mm. ~SyIRR11.4 mm. AiHEH 520 mm.
TEEA58 mmOAIBIZ/N Y RIRICET

ERAR BEEE T F)L. FEE. K. TFILXFILY > (50:10:10:30.
v/v/v/v)

;=] HEXHRE33% T, |/ TR UL (MgCL) BRI AR EE
ALTaY7r>a=>y Lk, ADCRTA#EZFERALTE
B Z207 A S €3,

EBREERE 70 mm (FmhH'5)

TL—hEg ADC 2 TS5 fIRzI&

FHEARL NPEEE 5 mg/mLD2- 7=/ IFIL T ZILRUF— (B
BT FILH) . PEGHE 50 mg/mLOARUITFL>S I~
JL400 (rOOX2>H)

FEMRLFIOEE FL—r%E100° CTIDMMAL. BRSH, EEWTEE

FICNPEERYPEG {RME (VXL THERE & BELALIZ, BEAFE:3mb),

HEZRES TL—h 2R R/RR 2o MEIRSE TEERZIREY

(1:10 v/v)
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AOIRTEALER
Description Package Size Cat. No.
Analytical Standards
Chlorogenic acid* 25 mg 00500590
Vitexin 2-O-rhamnoside* 10 mg 00660585
Apigenin 10 mg 01760595
Chrysin 50 mg 95082
Hesperidin 10 mg 50162
Hyperoside* 25 mg 00180585
Isoorientin 10 mg 78109
Isoorientin* 10 mg 03820585
Isovitexin 5 mg 67135
Isovitexin* 10 mg 01120590
Oleanolic Acid 10 mg 42515
Oleanolic Acid* 10 mg 03920590
Orientin* 10 mg 03810585
Schaftoside 5mg 42925
Scopoletin 10 mg 38332
a-Terpineol 250 mg 04899
a-Terpineol* 100 mg 03420590
Umbelliferone 50 mg 54826
Vicenin-2* 10 mg 03980585
Vitexin 10 mg 49513
Vitexin* 10 mg 00840595
Extract Reference Material
Passiflora incarnata extract 500 mg 05085001
Quantified Components:
Isovitexin
Qualitatively Confirmed Components:

Vitexin, Orientin, Homoorientin,

Isovitexin
TLC Plates
HPTLC glass plate silica gel 60 F,, 50 Plates 1.05642

20x10 cm

*HWI reference standard

AFABER TN TOREYEENEDFRREMED ) X MMIDOL
Tl&. SigmaAldrich.com/medicinalplantsz CE< 72& L\,

TN TONEYHEYIREN B OBIZEIC DV T,
SigmaAldrich.com/plantextractsz &< 723 LY,
EHREEEIOY NI 57— 7L — FOKHEOFMIC DL TIE,
SigmaAldrich.com/tlcz CEL 72T L\,


http://SigmaAldrich.com/medicinalplants
http://SigmaAldrich.com/plantextracts
https://www.sigmaaldrich.com/analytical-chromatography/thin-layer-chromatography.html?utm_source=redirect&utm_medium=promotional&utm_campaign=tlc

ENVIRONMENTAL

SPMEZGS/MSICLBKADIEREIEBRIEYID
S RAITE A L ISORRRE 17943

Frank Michel, Analytical & Chromatography Scientific Advisor, Advanced Analytical, frank.michel@sial.com

Yong Chen, Sr. Scientist Gas Separation R&D, yong.chen@sial.com

Robert Shirey, Principal R&D Scientist, bob.shirey@sial.com

KPDEREERCEMIEFTLIH. EOHHVEETY, ]’
EDEDRESETIIRE. ERE. BB EADBERED
FRLTWET, FHETIE. BV 0O (SPME) £ GS/MS
ZEDTHTRISO 17943 E BN L E T, SPMEZES>TE
ERRRIC K > TREBREZTIF3 e TE. HiteFoaHt
HBBICLEDET, Flow GS/MSICE D, BRI BRELER
HHESNE T, FISORMEDEREIIEHBRPAIMERICE > TR
BESNE Lo AAEDSBELIMEEIZEDRERICEK > THRS
nEJ,

e

ERMERIEEY (VOO I3MEMDED B EDKAELRTEL 3D
DHLHHEIH. BENICERIIHELSRELLD, Eh5
DHEBDEGEEIECR) v — HEF. BHL AERm. EEm
NOMHINIED TB1D. TDREBAIIABEIRTT, VOCH
RENBAEICIE. AV ) VRN, BES K OHEFE#H. R
SAU)—ZVJTOFERIETFONE T, VOCOZLIFHEET
HO. BMELIIRVOBHB £ SENAMMETH D7D, AR
DERLEDERD S, AR TKERDBFRNFL BRI B2
TLET,

FDTH. BAK. K #RKPOVOCOKER FIFRS KO
RETZZ<DOEBRENFESNTEE LTe COLSIARE
DHNCIE. KEDZEEFIKE (SDWA) . BRADEEICED
WTVOCY R rE EOHAKOERELEBER RE L7z, SDWAIC

MBS B HFTLEDERNDD £,
4 A ZoMoflL. BREEHHMEC L
DHEZHRENT 2. AWEETSC
CHEBME LIckDEICR S ENIE
ELHEPI8/83/ECT T Hi. 18
4£5200/60/EC*5 165 A DEUK 4R
A% (WFD) IClE. TKEBRAD
THLEEER | PSERSNTWVWE T, 15
£52008/105/EC (EQSIER) YIc &
IE. VOCZ & DERIEE# (EQS) fE
0.4~ 20 pg/LOEHEICTANIL L
TVWET, WFDDMBEV (REMK

l { ]

KliSPME?::THﬁJ‘)L@U

DOERERE) TIE ATERTHNIE. KODIICISOFH & TCEN
FzERAITZ e Z2ERLTVET,

KAVOCEBIE T 21D DEIFEDISOE K UCENFREIZ B I
FIBDFETIEIH D FH Ao 1S0 10301°Tld. &/ (LLE)
EHROOX RIS T74— (GS) & %1 4 1bi&tiss (FID) £
oIS BEFIBIER S (ECD) IC &k B AR DE THEAL £
Fo 1S011423°Tld ANy R RA_—2X (HS) > 71 >4 %GC/FID
F 7 IZGC/ECDLAAEOE THEA L £, EHIBDREPEIR
MDNR+D%BTDH. BETBRHEDVOCTIEF. 5 DISORME
EERALEEIICBERINZBHBRAEZERTI EE AL I1SO
15680"ICid. N—J-hS v BB ARIOX NI ST —-&
=71 (GS-MS) Dz A L GERM CRERRZR ESE 311
BHEDNREINTVWET, 5L, Sy IHERINP TV
. BLUZ0EFHEDERDCCHREETH S - h/N—T-
Sy 7IDEERTIT

HS-SPMEXGS/MSIC & B7KFRVOCHH B AIE:
ISO#71%17943

B8~ - 7 Ot (SPME) ZGS/MSE #lAEHht 3 5EIE. K
VOCZBIE T 3 MM BRREETT, SPMEIF19904F ZJanusz
Pawliszynic K D BRI FE L72° (B1), 2Lk, SPMEDRIH
CICRICET2RROBIIBITITVWRLIIRINE LS
[C. SPMEIFIRIE. EER. BLUBROATICIT SICLLRIT
ANSNTITVWEY, THIC. EBENLKRGCA— YT —
#FALI-SPMED BEMELH 1993 FEICIHFE o 7= BAFEDE
RICHEZEMTE LT SPMEZFIA L TKD SVOCEMHT
ZEHVLKODDFUTY TR SN TVE T Ay RIR—
ZASPME (HS-SPME) (3He3RMDKHVOCRIEE L DEEENE <
BRBABETHZeHINSDFITYTIUEESNE L, &
51C. SPMEISMIDZ < DREZEICHFERINTHRIIZINH TV
ij_l}wo

(continued on next page)
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ENVIRONMENTAL | SPMEXGS/MSICELBKADIBRMBRILAYO HRAIEE: ISOFRELT43

C DT, KEVOCICH T DFT-ARISOMIELTIMIAHRESINE L R1HS-SPMEHH R

Too AFRRRIE. BRARK. HTFZK. HhROK. JUIEFEBKICEEND

NOT AR bR, AV ) VA (BTEX. MTBE. ETBEZY).
ERUEFELEY. STFXI 02 XFILAVRILZA—ILD

LORETDBVMIERY . BOTHLRY T ADHH 5605

%8R BVOCHHS-SPMEX GC/MSIC L B AIEEZTRE LTULWET,

LA RHBERIEFT MU v IR BEDLEY. FIBET3EES
HEsIC &k > TRED FIHN IS0 17943 TOAERD DL VIR LR
F130.01 pg/LA T T AZE(LIFEE B L TR SN BIIREET —

R &L, KA EIKE L DB DEEH0.01 pg/L~100 pg/LT

HZEHEICEBARER D RINTUVET,

FLWISORMMLTIA3D BRI ZRIET 5= Dl
R BRPR R R

CDF L WVISOREDERED—IRE LT, FILWAHEZIRILT S
D DEENLHBRFIRRBRNAREINE L SHBRATIE. 2
TEEOKEE (—FIFHIRK. A IFEEK) ICEEN561FEED
CEYMOREREZITO CCHERINE L, #HFRAKEMHE
ERTHERD TEHE (I 2— L1 L (R1Y) BFNBIL—ILI) b
5. #mBKERHETIBHEKD SIS NE LT WThoER
HaiEBEZEL TEELL. SHRICEMT 2EBRPANH S B LVE
FE (#13R7K120.02 ~ 0.80 pg/L (#350%130.10 g/LK) « BE7K(Z0.05
~ 3.0 ug/L (#950%130.50 g/L3%) DEE) THRML £ L7z, RE
FrEEERICEM L1-ERrIZ. ARERDOAEICRESNI-FIE
ICEEICRE > T Wi LIRS z2BROER enenh 54
BT 2 UBNB D £ LTz X4/ —ILHRICAD LT-61TEED
VOCOSRHEEMEZ ZNENEE T 3. 3KDT7 > FILICF v
D7L—23 BBRoty hEFRELEDDOH TR TOHEERFIC
EHanE L, ChEORRIZThZNOWEE100 ug/mLd
BETEEL. IRTOFIEZRIETZHICAVS. XETS
ZIMEENCARDARICERT2HDTL ., ERIE. HEZ
BERIOHBUAICERETIRELHD F LT

DS (Supelcod SV RDT7 FU—2 3> 5R) I$EERFR
MIEHERICEN L 75 BRFRD1 DT, ISORMEITIA3DES|ZZEH
L. AEBZEEHBE L LTRILITV-dse RUEV-dee Z)LAOR
DU EESTOQEEDKERNESITLE L RLELUR2 E
2)o GCHOMTICIFVOCOLF v ES ) — GCAS LEFERL E LT
CDH T LIKVOCHOBICERFTSTNHEEND S LT, BHT
BRELPTWMELEMISRWMRS I BN D BREETRIBLE T,
HS-SPMEICI&. RERFRRIGRER ICBMN L 1=RERFRDOAZRHD THE
A L7-DVB/CAR/PDMS T 7+ N\—%{EWLZ L7, CAR/PDMS7T 7
-« N—%1{F > 1-3HERFTISDVB/CAR/PDMS % {8 - 1=58E8FR & D D%
Tl aH. ISORMITI3IC L NUE. Carboxen/PDMS (85 um).
DVB/Carboxen/PDMS (50/30 um) 7 7 1 N—DWFNEH ERERTAE
T3,

18

Sample volume:

10 mL

HS-Vial:

20 mL, addition of 3 g salt

SPME fiber:

DVB/CAR/PDMS, 24 gauge

Incubation time:

10 min @ 40 °C

Extraction time:

10 min @ 40 °C

Autosampler:

CTC CombiPAL™ (agitated by circular motion of

the vial, velocity: 250 rpm)

R2:GC/MSOH

GC: Agilent® GC/MS
Column: VOCOL®, 60 m x 0,25 mm I.D., 1.5 ym
Carrier gas: He, 1 mL/min

Injection/Liner:

Splitless, SPME liner w/ 0,75 mm

1D

Desorption/
Injector:

10 min @ 270 °C

Oven program:

35 °C, 1 min; 10 °C/min to 150 °C; 20 °C/min

to 250, 20 min

Sample:

61 VOCs, 1 ppm, in water plus th
standards

ree internal

E2:Agilent® GC/MSIZVOCOL® GCHS L% A LIcHS-SPMERHEICES
N 61RBEDKFVOCHOIOTNI T L

-

Compound Name RT (min) Compound Name RT (min)
Vinyl chloride 5.8  Chlorobenzene 15.975
1,1-Dichloroethene 8.077 1,1,1-2-tetrachloroethane 15.983
Methylenechloride 8.743 p-Xylene 16.573
MTBE 8.819  o-Xylene 16.573
trans-1,2-Dichloroethylene 9.113 Styrene 16.619
1,1-Dichloroethane 9.667 2-Ethyl-5,5-dimethyl-1,3- 16.695
ETBE 9.834 __ dioxane
2,2-Dichloropropane 10.365 _Cumene 16.933
cis-1,2-Dichloroethylene 10.46 _Bromoform 17.162
Trichloromethane 10.649 _1.1,2,2,-Tetrachloroethane 17.175
Bromochloromethane 10.927 _L:2,3-Trichloropropane 17.346
1,1,1-Trichloroethane 11.166 _Propylbenzene 17.386
TAME 11.339 _Pseudocumene 17.544
1,1-Dichloro-1-propene 11.344 _Bromobenzene 17.596
Carbon tetrachloride 11.533 _2-Chlorotoluene 17.688
1,2-Dichloroethane 11.7 _4-Chlorotoluene 17.688
Benzene 11.761 _tert-Butylbenzene 17.966
Trichloroethylene 12.491 _Mesitylene 18.015
1,2-Dichloropropane 12.722 _Sec-Butylbenzene 18.173
Bromodichloromethane 13.073 _P-Cymene 18.32
Dibromomethane 13.21 1,3-Dichlorobenzene 18.577
cis-1,3-Dichloro-1-propene 13.671 1,4-Dichlorobenzene 18.698
Toluene 14.119 _Butylbenzene 18.807
trans-1,3-Dichloro-1-propene 14.267 _L/2-Dichlorobenzene 19.17
2-Ethyl-4-methyl-1,3-dioxolane 14311 _DBCP 20.145
1,1,2-Trichloroethane 14,52 _2-Methylisoborneol 21.087
1,3-Dichloropropane 14.817 1,2,4-Trichlorobenzene 21.257
Tetrachloroethylene 14.946 _Hexachlorobutadiene 21.386
Dibromochloromethane 15.277 _Naphthalene 21.773
1,2-Dibromoethane 15.527 _1.3,5-Trichlorobenzene 22.113
Ethylbenzene 15.945 _Geosmin 26.074
1.2E+07
1.0E+07
8.0E+06
6.0E+06
4.0E+06
2.0E+06 \ h
0.0E+00 4 J l

5 10 15 20 25 30




sl SRR AL 5RO SF il

RPN 5402 B B ERFNFABRALHRICERLE LT
ZD5 5. £ETLTOFERFIHISO 5725-2" IR > 1-FHMET O+
AUTBHBNSHRERE L& Lz, IHBAD 5 I3AOERD
RIEINFLATLI. 6ERMIBRESNLFIENSEL iR
BiLTWereo, SHED SRAE T B EFERATL. L.
B2 DIEROV ONIRBETH o120, RIS BLEN B
D& LT

105HERPADGIEE IR TONST XA —F2—% i L. IFERFAHNZ
IEFIRTDONTA—Z—%D L& L. RFEHEDEHE->TL
1ot 20z 8B X 3 ERFIH61EBEDVOCDIFL A Z DT LT
LD TNHFEFHEO BN ARRICAD £, T4
& BR2FEOTY (BEEZRC). BN BIDEToNE
o). RN (BR2HBPETOIES5DF). #0iRLYE G
ERFINTDIES D) ICDWTHRL £ LT,

FEO—Fle LT, BBIC2-2700MNILIVOERERLETS,
COEEMIDOWTII24HEBRFID S OERZFHMETET £ LT 2
RDFIGE FEDRR) 2D HTENTE (EEDIR) ICHED T
CBO>TWVWET, 24RO KAERFHH TSPMEZIT o 72icH
Mhh 57, EIDHTOENTEICHERS GAEVVERZEMR L £ L7
1o 0%z X BLEWDEIUNEIE84 ~ 116% (1FRIK). 81 ~
118% (BE7K) TL 7o BIRM (AR TOIL5DF) (390%% 8
Z B EYT31%KH (hRK) . 35%KH (BEK) THO. #DiR
L GABRFFATODIESDE) 1390%% B X 31L& T10%KH
(H#13RIK) . 8% (BEZK) TL 7=,

BH

SHERFIAEEER TR o Nl TEN ISR IZ. GC/MSEBAED
B 7-HS-SPMETKHVOCZRIE L= TDEV\EEE. EULMEREM.
SVEBRMEEBREICTIL TWET, HTLWISO 1794314, HRHEE
CFEIRMED R TKHFVOCAIEICH T 2BIFEOREEZRE LD
DIZTED T, THIC. SPMEZLBEIMLTE % Z L idAn izl
H24E5. BTEERY 2 L THEM T,
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volatile organic compounds in water — Method using headspace K -
solid-phase microextraction (HS-SPME) followed by gas Magnetic Screw Cap for Headspace Vials, 100 SU860101
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SPME Fiber Carboxen®/Polydimethylsiloxane 3 57335-U
= . 1) O r
Ao TERALI-®m (CAR/PDMS) 85 um, 24 ga, StableFlex™ fiber,
for use with autosampler
D ipti b .No.
Secupton b Sl SpME fiber Divinylbenzene/Carboxen®/ 3 57298-U
SPME Fiber Divinylbenzene/Carboxen®/ 3 57329-U Polydimethylsiloxane (DVB/CAR/PDMS),
Polydimethylsiloxane (DVB/CAR/PDMS), 23 ga, StableFlex™, for use with autosampler
24 fi ith aut |
ga, for use with autosampler SPME fiber Carboxen®/Polydimethylsiloxane 3 57295-U
SPME Fiber Holder for use with CTC 1 57347-U (CAR/PDMS) df 85 pm, needle size 23 ga,
CombiPAL™, Gerstel® MPS2 and Thermo® StableFlex™, for use with autosampler
TriPlus Autosamplers
VOCOL® Capillary GC Column, 1 24154  SPMERTOFEEAIC DWW TIE.
60 m x 0.25 mm, df 1.50 ym SigmaAldrich.com/spme% ZE < 723 L\,
BRETHIZOVWTIE.
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Romana Rigger, Alexander Riick, Christine Hellriegel, Robert Sauermoser, Fabienne Morf, Kathrin Breitruck, Markus Obkircher

Markus Obkircher, Head of Reference Materials R&D, markus.obkircher@merckgroup.com

TE. FENMR (QNMR) EH. EIEOEEERE LMD

EEMNFMICROLEERY—ILDIDICHRD £ LT, XZARO3

A, BESH. £BRFNRBROMELLE. FILLWEAXHT

gNMRZZEHET DL T OICEMABDF LI AT LDERT 578,
'H-gNMRZfEE T % C L BT L 7=H. ZDIDONMREMNE A

B, FIZIETPPEFERIBT 3 Ic& D HgNMREERY

BREHRLCBEDET,

Lttid. ISO/IEC 17025 1SO Guide 34 (20174 & D1SO 17034)
DREZZ T 7. Buchs (X1 R) OHIERH = TINMRZ
L. SIBZIC b L—H T ILBESEEHRZEYE (CRM) 220094 & D
BELTVWET (FL—YEU Ty —F—2OHZELITLE
)0 HPLCETcIZGCR DB EYMDREHEEYE (CRM) TH

%TraceCERT" S 1) — X DRI AR A ZER L TRIE SN, B
B ER2IY 7I /B STEFH. PAH. MAEYE. FAMER
L2007 BR3E<DBREETRELTVET, I5IC. Hit
TIENIST (ETIZZERMERZTRR. KE) F/IENMI (BEHR S
TFRTEZERE Y2 —) hofTh3—xYyEIC L —
BT ILIBgNMREBZZEYEDY —ILF v FDR/ELTVET,
SigmaAldrich.com/gnmrz CEB < 723 L\ £7c. qNMRAZZY)
BORMBS A VIS A LS. RELIEEDR L 4'H QNMRFA
CRMABHEINTUVWE T, TNSIFEBHDIRYT ML ARE
ZHAN—LTWB . HEEEOEEILESYDINMREREEN 7
It AAEEICLE T,

/

MB=TXX/NS>RiE. FPD=RE = T,

[ Mass fraction of |

Flutamide in
sample

P =99.01%

u. (Flutamide)
= 0.44%

BL: LA RORL—HEUTFr—FT—>, FBEIE. 2,4-DCBTF (TRIRIEME) £3,5-BTFMBA (—XREME) ZLB L. RICHIICSIBEMA LB L TEBLE LT
CAT=BE8REEE

. _ . . Measuring Measuring
Uncertainty (k=2) Quantity Calibrator or Sample Svstem Procedure
¥
( Primary 1( Primary )
measurement measurement
. e\\) system procedure
Mass fraction of Primary y MB, FPD, CAT
u.(3,5-BTFMBA) 3,5-BTFMBA in calibrator (_MB, FPD, CAT ) (" ! J
= 0.06 % primary calibrator 3,5-BTFMBA Ca//bfat . N, \
= [o)
P = 99.96% (NMI3J) e Metrological ISO/IEC 17025
“ weighing, [ 1SO 17034
[ Mass fraction of | Calibrat Ay gNMR qNMR
u.(2,4-DCBTF) 2,4-DCBTF in 5 4—DI' LI or . J J
= 0.26% Calibrator be,nzotlfi q SOF?I i Uy, ., .
P =99.51% \‘%A Metrological | | 1S0/1EC 17025

~

I1SO 17034
qNMR

weighing, —
2555 gNMR

7
\
'
\
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BEICE ST BICEMLREDFOREICE L TE'H-gNMRTIE
RANBD F LT LA L. FILLWEANFTIE. ZLDHEIC
ATORF. PEFHEELEY, £IT HiEsSuc L —
YT ILRAFEE D P-gNMRECRME HER L £ L 1

UTDEIS 3> Tl “FgQNMRTHEER S 2CRMODBIFICDWT
FEAL £, ABIF0ITEICER LB S DRKTT . 38
IZDWTIFZ BB @A B 2T LY,

35-ER (MU ZILAOXFIL) BREEHE (3,5-BTFMBS. NMIJ CRM
4601-a) IEINMIJDEREF% 21T 12 HBE L UVF QNMRTER I 5 —K
CRMTY, “FONMRY 7 hEERIZIEEICAZT LH DD, F gNMR
ICRRERIFHBIE D « > R U IERed TIE <. B0 ENMR
INTGA—=B—ICEASINE T, FILLUNMREROFERAEZ ST,
DL URISHL Y ZEIEISUFNCRRLE LT, TORD. H
ttiE. WOTMEDS 7 MR LTI SISERTE. BERN
BYF QNMREERICF)BAIRERRE L B> 7 MBEIEHICE— U &5,
gNMRAECRMOBIFICEF L £ LTz RH—MRHBIEBEERD S
502013, CRE L BB ERCEMICERES L7 vREF
T3 CRED FDS 7 ME-55~-90 ppmEZICEL B DICH L
T BFERIEAE L7 vRRFO> 7 MEIEIF-110 ~-180 ppm
ICR5NET, ZOMOEEERIE. -70 ~ -140 ppm (CR) F7=
13-120 ~ -240 ppm (B2H & 7z (SR EIFNBEBA TR L EYMIHF D 7 v RIR
F)TOITFINERLET,

B, YHE3EEDER S F QNMRECRMZ R L £ L1z Th
S5OCRMISBRRE. REM. HEM. ME. 27 R Lo T
BRABNTA—F—ICBEOVWTEESINE LT SINO ML —H
BT« — R R MBRME LT, St HIRE %
OMAEZEFONDFZERLE LT 24-2o00XRYY NUT)L
#1) K (2,4-DCBTF. cat. no. 53396) I&/&RIE T H D . 73T (DMSO-ds)
IC& 2 TIECRENM FIRY M LD-612ppmTS > L vy b
E—o%RLET, MEDFEKRTO N VIFHART MILDTS5 ~
8.5 ppm (DMSO-de) THMRIEER > J FILERLE T, 2-7/0O0
-4-7)LA 0 RLI > (QCIAFT. cat.no.80730)HRIEATH D, BE
BICES L7 vERREFIEFARY bJLD-115.3 ppm(DMSO-ds)
TEEEE—V%RLET, £ 3EOFEEHE IO L VIFHIR
2 bILDT.0~ 8.0ppmTE—2 %R L. 2.3 ppm/EiZ (DMSO-ds)
TAFIERIZHTIROE—TBRENET, 44 -27)L40

RV 7T 1/ (4,4-DFBP. cat.no.07563)IXEUATH D HFRHY
BABICHZ2ED T v EREFIFFIRY +LD-106.5 ppm/EiZ
(DMSO-des) THEEEZRL £9, SEOFEHKR IO L 2IET7.0 ~
8.0 ppm (DMSO-ds) =T FILERL 9, 3BEDILEMIEL
FTNH— ML EENMRAEICAR L 9, 9F=213215 g/mol
(2,4-DCBTF). 144.57 g/mol (2CI4FT). 218.2 g/mol (4,4’ -DFBP)
TY, MEME. ILRATFELS. NMRAFEEEGD> 7 . &
MR TDICDOVWTIER1IZE ZEL I,

YF QNMRODF: YA &

PF gNMROD4FIEIZ. NMRI R BLHICTEET BECeCoy T
SAMIE-2TEZBNET, "CELV CE D FOEEERM
FMIANRZ5| S THER. —ATIRIERTTRY T 1 A%
ETIETHY FTII LTVEVWIRY MLDOERE—IDE
DIEBROY TS MHELE T, I5IC. E—IRRISEBEE
BICE>TERDFT, —MRIC. CROE—VIF—ERDLTF
WIRZ—=>% R, BERIEE LI FRFIEZSERO TSI
NEZ—=>%RLET,

*'P gNMRE EIBRIC. °F gNMRT D7 —ZBUSHhIEM S — MMt &
THhHy V2= BRALE L, AIRIE. HOT—MISTHY
TI53—DRODICSDFEEZREDS ENOE (RA —/N—N\TH =%
R) OBEBENR/IRICINZ 5NET, ARRTIZT—ZEEFD
HTHY TV VI EBRT B0 THY TV YT RT v TOR
ICAEVRDFERIEE DL SICBDET, BTy —MIESThHY
TV BRI, ERE—TVORBOHCT T A1
DRIFELET (B2), FHEARZITOSCSIE Y731 FER
M E XA T B7HIC. —BOTHY T DT IR MLEAY
TG ARG bV EERLE LT THY UV % TR
RT MLOTES (E2) 1&. A T51 b "CHTF54 FDHDL
ITNHZZH T £ld. AIETHNIY T 1 FZZHTICIT
WE LT WITNORIEEMZERL TH. #FIRICE L THRBIRE
MES JUEHRMEEMERLAETES LE LT,

BCEEMRIC. “FRDHLWMEES 7 FMEREE - TWVWET, E8
BITAIET 3ICiE. 2R MU TOREREDNERINE T,
NILAFEICHIBTE 3 5 A RBRBE AN T+, >
TFHIVEE. RUOSTFIBEDISRENELP T RBZ LD

R1:°FQNMRACRMT—2 DB ;AR E AR ITTIRONMREE %2 FEA L TR B TRML £ L1z, THEMBFRIIZCRM (c = 10~20 mg/
mL.25°C) IC 93 b DDHEERL FE L7z uc (CRM) IZCRMDEA SNTSAEREDL S d (ppm) IEPFARI ML (k=2) TDTIHILY
ZhTY,

Package
Size

Purity
(%)

u, (CRM)
(%)

Substance

(s) (ppm) (s) (s)

4,4'-Difluoro- 07563 1g 99.82 0.30 -105.8 2.4 -106.5 1.4 -108.1 2.8 -108.3 2.3
benzophenone
2,4-Dichloro- 53396 1g 99.51 0.26 -62.5 2.3 -61.2 1.2 -65.4 3.3 -63.0 2.9
benzotrifluoride
2-Chloro-4- 80730 1g 99.57 0.24 -115.8 4.4 -115.3 3.3 -117.7 4.8 -117.3 4.7

fluorotoluene
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A 1CF12CR =7 B
12CF3-13CR 13C|:3'12CR

B2:A: Ay FIIRRIEIL(F) & THyFU T ZRI ML (F (B0)) TOIILZZIRDPF NMRE T F Lo EVIDEIETRHM TS, Dy FIITARIMLTDY
FIAMNE ERE—IDOEDICIENTRCEBINE T, B:2,4-DCBTF (ROHTIE) £3,5-BTFMBA (RERMZEEE) DESHl. WINDIIFILHABDOYT TS+

N

19F 2,4-DCBTF 3,5-BTFMBA
19F (13C) L 19F (13C)
590 595 '[ppr'n] -61.2 _61.4 -61.6 -61.8 [ppm]
136 Hz 136 Ha &T%s 100.0000
) ¢—>

y

DEd, COFEICLD., [ERBREELHRIL TSI 2 EREEH
(15 ~ 30 kHz. 600 MHzNMR. 90°/%)L R) HLLEAIIR S 20 £ 5,
ZO1®. TR FiaRzERL IR AT MUBE FZ Y
ATy RA—QEFEEA 7y FEERICRE I ZIVNENHD £7,
I 512, BRI ZTTREA R D B < FRE L TNOEAER LW &
SICTBRILHEETYH. BHEFERE (FID) DITEHIDIC&
2 ARY MLRBDEEXZEE T DI+ HRESI THRITNIER
DEHA, TDDH. EEREICHKIL>TFIDE I SICAHT S
RDBEHBHDET, LD FNMREERS. Prodigy TCIZ7O—T v
R % {i& X 7=Bruker Avance Ill 600 MHz NMREB TITWE L1, 1E
#¥Mn7O0—7 CFEROIO-J0RHOID) ZEELTH. B
FRARY MLGRBEERFERTCIE LT, 7O—TAv RELUY
STINFa—TMEICE BNV OISOV RDEH. INILRT
L—=OZI— U ITT7—FIT70 MIZART MILRE.
IIR—=RZA Y (R=ZXZAVD5RD)ICEEZEXFT, N
IE9F, UB. “SITLLKBEBN. EWARY MLIEZRIET R E
ICEALET, CNiE. BMOMER Ty 7 (F—2EHEIICR
DT —R2am%xHIRe 3 ICkBFIDERE) 2EATIH. £/
L RF v VBEZESLT CICE > THAUTEFEXT, HHET
DCRMBIRH D F NMREERTIZ T L X% v MBIEZIEIE L. FID

IFHIBRL £FHATL o TIRRIEREEHERRICKDAIELEL
oo “F NMREECRMOAERMATIERE L. ESYE BEDRBEIC
Ko TL2~48MTHD £, TIRFREICT ~ 10DREE#HITS
¥20 ~ 35 DDIEINESNE T,

F QNMRECRM — —XRCRMZ#EHLTSIND
L—HEUFTs—

BHCRRLPICEAT 2 ERRIC. SIBEfIAD KL—HEY
T4 —%RE L. 'HE LV F QNMREERD LLEATREME. LTh'o
THE SN RRBDRERDIRIMZ R T -DIC. FBHEF gNMR
BCRMD b L—HE)F 4 —ZXF—LEERLE L7 (B3, C).
—RIZEYE L LT, BEERSHEEEEREE 2 —0
35BTFMBAZ #EIRL £ L7co COIZEYEILRD THWHE
(99.96%) &. & TEWLRAEREN T (0.06%. k=2) &#H->
THD. 2DDMFEIECF3EIZ-61.3 ppm (DMSO-ds) T v —
THREFS I FILERLET, 300FERTO L VIE AEIC
& ©7T82~ 8.6 ppm (DMSO-dsH) BB TSI FILE5X T,
3,5-BTFMBAIZ— R AR BEHEARIAR L. 'HE L UF gNMRE VS
ISNMUICE DIEEETNTULE T,

(continued on next page)
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gNMRACRM, W&

B

A H TraceCERT® gNMR CRM — 'H gNMR

—>  Me-DNB BBO
EC
—>  DMSO,
Duroq
=
g g TMXB DMTP - EDAB
<
o0
ad Durene - BA (o)
d TCNB - Thymol
\ CaF
—~ MA .
E DiMA
g /
~ KHP
T
¥4

N

E3:'H (A). **P (B). *°F (C) gNMRAACRMD 7= D L —H EUF 4 —F—>0 EVIEOKRENFH QNMREIE.
EETRLET, FORBORYIRIE—RIZEYE, BLIRBOFRYIRIE'H TraceCERT® gNMRACRM,
BEEVEBORYIRISHRME (VO M5 7¢—FTraceCERT® CRM) ZRL £,

BEOXME'P gNMREIE. ROKENEF GNMRA
BUSBEBVREORY IS PE LU F TraceCERT®

31p TraceCERT® qNMR CRM —>1H gNMR  '=->31p gNMR

BA BA/KHP  KHP  NH,H,PO, BA / KHP
(NIST) (NIST)  (NIST)  (NIST) (NIST)
DMTP Durol \ ; MA

v
l 4 l

19F TraceCERT® qNMR CRM [ SI unit |
—> IH gNMR  =*» 19F gNMR 3,5-BTFMBA
(NMD)
1 t 1 1
TCNB BBO MA BBO
BA / KHP BA / KHP BA / KHP BA / KHP
(NIST) (NIST) (NIST) (NIST)

y

3,5-BTFMBA% fE 5 7=F$ & T"'H gNMRIC & D 2,4-DCBTFO#E(E
EEGEILE LTco HDHETIE. —RCRM BA(NIST SRM® 350b)
ADML—HEUTFs—%2BT312457 500-3-Z+0O
AR > (TCNB. cat. no. 40384) % 1> T'H qNMRIC & > TEREE
LF LT 3DDOMEMBE ZDILRAERED I IFFZRIC—HL
L 7= (SD=0.015. E4), uc (CRM) (k=2) DiED L HERRIT
B9 (0.25 ~ 0.29%),

E—o DT FILFARE ART MIVEENER BT, 2C4FTE
4,4 -DFBPIZBIDJL— h TEREEL & L7zo 2CUFTDSIAND kL —
HE T« —Id 3,5-BTFMBAZfE > 7'H gNMRIC K 32 B85
KRAEICEDERINE LT, B2OHETIE. BEFEBANY
)L (BBO) ZRAERIZAEMB ¥ L THEWE L1z, E3DHKMEIL. 4,4
-DFBP% f# > TF qNMRIC & D RERIE#EME L TEIDHTEL
foo 3ED DEARBZAEN 58S NIHIEMEISHRRAERFEN I L
RTERLTED. PIIHE—HLTLET (SD=0.053. E4),
FEED Buc (CRM) (k=2) H2,4-DCBTFDEN L FRET L7 (0.24
~ 0.41%),

4,4’ -DFBP DA EEEDETEEIE3,5- BTFMBA% &> T'H gNMRIZ&D
1TV B22DFHETIE. YL VB (MA. cat. no. 92816) % RERZ

24

B Y LTHEWVWE LT “FgNMRE 3 385FI2CI4FTEERA L
HRHEOEROIMIIEHL RO TRINE LTz, 3DDEIE
IEWTFNBREEFET. 3DDBERDSDIFNI<KB>TVWET (SD=
0.055. E4), uc(CRM) DfEIZdD2 DD F gNMRFECRM & EERT
HEMNMIELHE>TWET (030 ~0.37%), FHEHNTHERLE
(BIZIE. 2Cl4F2TI30.41%. 4,4 -DFBPTI30.37%) DIFBIEFIE
IC&B2HDTIFH <. WEBIREYE (4,4’ -DFBP. MA) X ¥E DY
BMEDTELNSICIBICKICHFETBR7HTT, HOITARTD
PFEREETlE. 2FMAEIEDRDIE LMD TN S ICRH AT <
F5LTLWET,

B18IC. TraceCERT®7JL2 X RCRMICHIEEZEID XT3 REB
Z{TWE LTz 2,4-DCBTF%E REMZHEME & L TE> 72°F gNMR
IC&k D, BEIII 17=CRM (BBO) %18 - 7='H gNMRIC & B —AREY %
IL—FTOHDIIEHT 2ERNESNZIDZRTEHTESE
L7ce TTTH. 2ENBRAEDRDIRE LEDTHEANSICRD K
ELHEELTED, H FICK BRI RLIESETL oo $lEME
ISERAIEFRENIUATEELTED (B4). 57 vREEY
BOMEREID Y TR LIAELE LTF gQNMRE BERICFH
BTE3Zeh SO THREICRINE LT



zoom L]

B4 : %42 % ZRCRME—XCRM 3,5-BTFMBAD S T b &R T FARI ML, E—JI. BEBR (CRELBEFERIEA LR IR THRLARBEICS TR ET,
BABREIEEYE R EoT. “FHELU'H QNMRICES ZRCRMOME DR ERERERLET, WAL D2 BIEIE (Perv) 13 F DIRFRAIE FHED S ucA A
ICHDEY, 2,4-DCBTF. 4,4'-DFBP. 2CI4FTICN S 258G EZAF TRl STEEDOYMEAICH I 5 —RCRML LTCRM 4601-aZ:EIRL £L7co NMRZRIMLDIE
FITRDRDH. CFICEOEELLEIF2,4-DCBTFOBEICRDATRET L . 4,4'-DFBPL2CIAFTTIE ' H gNMREER T ZHEN HD F LIH 1ZHEYE IZEHRIC
CRM 4601-aTL7co ZILEIREMADHETAETETE L

. O,
| ey
3,5-Bistrifluoromethyl
benzoic acid
u  CHs o
° O 0 X
OyN
2 |9 cl cl F . F -
2,4-Dichloro 4,4’ Difluoro- 2-Chloro-
Flutamide benzotrifluoride benzophenone 4-fluorotoluene
T T T T T T
-60 -80 -100
= 100.0 Flutamide —100.0 2,4-Dichlorobenzotrifluoride = 1003 4,4'Difluorobenzophenone — 100.2 2-Chloro-4-Fluorotoluene
% 99.6 1 %‘ 99.8 1 E‘ 100:1 4 %’ 100.0 4
-g 99.2 ~ g 996 1 g 99.9 g 99.8 A
£ 988 £ 99.4 £ 99.7 | £ 996
g 98.4 1 g 99.2 1 & 99.5 8 99.4
= 98.0 = 99.0 : = 993 = 992 .
IQF 1H 19F 1] 1 lH 1H 19F 1H 1H 19F
2CI4FT BBO 35BTFMBA 35BTFMBA TCNB 35BTMBA MA 2CI4FT 35BTMBA  BBO 44DFBP
Pcm (%) 99.01 98.87 [WCTY] 99.51 | 99.54 | 99.53 (O 99.82 | 99.76 | 99.71 [IWCTY) 99.57 | 99.62 | 99.68
Ucm (%) 0.44 0.46 (7] 0.26 | 0.25 | 0.29 ucem (%) JEED 0.37 0.35 () 0.24 | 0.28 | 0.41
. J
= = . %1 O
fam ASRTEALERR
BHT B L. H P, F72I3°F TraceCERTY CRMZ AT 2qNMR Rl ay Qty. Cat.No.
[FIERICMBEDOH 2HETT . AT TIE. [EMELRQNMREZEEICE | TraceCERT®, certified reference material for °F-gNMR
ETIRFEIRICEE T30 EDH . FEZEJIZAIEOBE  4,4'-Difluorobenzophenone 500 mg,1 g 07563
AN E LT IBRLI—EDH. *P. F gNMRFICRMIZ. I1SO  2,4-Dichlorobenzotrifluoride 500 mg 53396
170345BED N CIREMELEEICKROSNBZEMHZH L. 2-Chloro-4-fluorotoluene 500 mg 80730
MEDHYEY. REHOREM LV TEBMT—22hN—L%E B R
. AR
NoEEINES,
Description Qty. Cat.No.
Reference TraceCERT®, certified reference material for 3*P-qNMR
1. Rigger R, Rick A, Hellriegel C, Sauermoser R, Morf F, Breitruck K, Triphenyl phosphate 1g 05498
Obkircher M (2017) Journal of AOAC International, Vol. 100, No. 5, - -
1365-1375. Potassium phosphate monobasic 1g 92214
Phosphonoacetic acid 1g 96708
Triethyl phosphate 1g 90999
HEOGNMREFRDBIZEICD W TI,
SigmaAldrich.com/gnmrz Z& < 72 &0 I G e
T@ - Deuterated solvents
RIZH) = A58 ~— | Z \
B4 TraceCERT "sREMEAEME (CRM) D2 7R - k74 UFIZDL Chioroform-dé 99,96 151858
. . . —BE ¢
Ti&. SigmaAldrich.com/organiccrmz CE 72 & LY, Dimethy! sulfoxide-d6 99.96 156914
Methanol-d4 99.96 444758
Acetonitrile-d3 99.96 233323
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https://www.sigmaaldrich.com/analytical-chromatography/analytical-standards/application-area-technique/organiccrm.html?utm_source=redirect&utm_medium=promotional&utm_campaign=qnmr
http://SigmaAldrich.com/organiccrm
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CLINICAL & FORENSIC

ENMBEFRDORIRRRILE DA T

LC-MS#fr

M

Hillel Brandes, Analytical Technology Specialist, hillel.brandes@milliporesigma.com

e

BRIEFRILEVIEEECHREH. 2N VEDER. HOREL
Wo e EMIEN 7O A2 RT3 L TEEAREZE->TWE
To $1C.3,3)5,5-F hSA—R-LYrO=>(HrOx>>:T4)
£3,35- ) A—R-L-FrO=> (MU IR OZ> 1 TI) I
WINLEZC EEREEZIRBEOHIFICIN T LN TE
Ft Ao

BERIREE Tld. MTACHRTIOREE. I 5ICIR8EEET4 (FT4)
CWEBET3 (FT3) DT EHNPRIBRBEOSI CBERRICER
TYo I FLAY DEFRRBAETIE. BRERILEORAEICA L
I B FERALET, 1L/ 7yt E2~R—RT3FEE
HEBHEREA IS5 BIEADZIL—Ty bHEW T BENEIC
BLTOWETH. THICKZEN S KIS RFELEZIT. WHR
WEYDTRAZE) T4 —%EZZ2VNIEEDEIZE >
TT7vEAhE#ICRD 97,

MERHAEER G E DEMENT & U w o RIZFET 2 BRIRER
RILEVEAET S LT, RiAoOT NI ST 1« —BE25H (LS-
MS) M1 L/ 7vta LDBNIEEME AE—REF >IN
REINTULET, CIFVR. BESNHEORARFIE (KFE
H7AaH DI K-AihHICHEWV TEEHE (SPE) Z1T5H D) I35
MEBEITZZE<DRT Y TEEH BELICBAVTLEEAY,
ZFIT. AAETIE. EMFEHT L) v I ZIHS5T4 T3, 3,3,5
-RUI-RLYrOz=Yy (iM3) 2RRICAET B DDA S
1 VSPEXLC-MSEMRAEOE BN ARG EERLET,

-
E1: BFRERIR A DL FEE

HO HO
(0] O
|
N N

HO
| i

)

E E I
HN" f “COOH

3, 3', 5'-Triiodothyronine

T X

|
|
HN" | ~COOH HN" |y ~COOH

Thyroxine (T4), 3, 3', 5-Triiodothyronine

C,H,,ILNO,, (T3), C,;H,,I,NO,, (Reverse T3), C,,H,,I,NO,,
Monoisotopic mass: Monoisotopic mass: Monoisotopic mass:
776.686 Da 650.790 Da 650.790 Da

Note T3 and rT3 are isobaric

EER

#4%} © Supel™ Genie C8% & U'RP-Amide (RPA) + > 51 > Hh—k
)y 2em X 40 mmATE). k hinE (Cat. No. H1388). # >
NDERBRE 1% WN) DFETVEZTLEEEIT XA
/=l

AR OWIBFIE : A Z RN & BB AR Z 130T
RILTYIRIXY—ICLK>TREL. FVUNTEZLRIEX
L7co £D%. EEW%Z10,000 X gTIDEEODBEL. F5NIC
EEAHBZEUXL TLCMSICEEEA L THOL E LT

F 254 VSPE-LCMSERE BI2II R & 510 REEIF6R— D
21y F I RILTE2BORY T (—HERROO— k& UM

( A

®2:7#>5+1 >SPE-LC-MS> R T LDIER
column: Ascentis® Express Biphenyl, Analytical ppe—

10 cm x 2.1 mm L.D., 2.7 ym (64065-U) | e e

umj

mobile phase: (A) water; (B) methanol, each with 2 Pump

0.1 % acetic acid k]
isocratic: 70 % B for 10 min g
flow: 0.3 mL/min 3 -

3 Loading

column temp: 35 °C HPLC Loading
SPE online Supel™ Genie C8 and RP-Amide, Pump :upn:fj
cartridge: 2cm x4 mm L.D.
sample Equilibrate in Pos-1: 2.5 min (10 %
loading/ MeOH). Load sample by injecting 2 pl in ‘Analytical Column »[MsMs .
washing: Pos-1. Leave to wash for 2 min. Switch l l l [ Analytical Column |———[ msws |

to Pos-2 for online analytical separation

(70 % MeOH, reverse flow) . . .
sample loading 10 % methanol Position-1: Sample loading/washing Position-2: Online SPE — LC-MS analysis
solvent:
injection vol: 2 pl injection
detection: MS, ESI(+), MRM mode
instrument: Shimadzu® LCMS-8030 with 2DLC setup

N\ J
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R A IEEROBHA) N SBRINTVEY, h—hJy
M5DE—rT7O—- FORREEZRNRICIZ 57coic. HED
H— R/ FRORNAB L TOROBHABISHEICE>TUVET,

BRELUVEE

SPEICK TR (X751 >) OFEBEARICIK. —BMICOT«
azZyy. ERloO— R, K Al RERNGEE CBEE
BRTORHOBERE VWo T, FRCEHEZETZIZELNXR
Ty ITHEENTWVET, Supel™Genie CSERPAA >S5 > H—
cUwPid, SRR IO OB L. FEERBREAAIX
OV, ERIONIBICET 3 2ANGREOEHEEZENE LT
BMRINE LT RAETIE. CBXRPAFT VS VA—R) v
ZLCMSEHAEHLETHAL. £ MMBENSBERIEFRILE> %
WHLELT CBBELURPAT VSV A— R Uy PZFIBLT
Bonhf. B MIAISHRMINATI. (T30 TAORKKRBIALC-MS
IO S LZRBEEAISRLEY, b MUERRHE. FEE
TUBRZUVLEEETEIAR ) —JUIC&E > TRV NIBE RS

R1:C8H— My P ZEALIS A TLOTHA Y

Retention

BIRIFTICICA YT 1 USPEICEA L. LCMSRHTZITWE
L7 &floO— R /ERIEIRTEBTITL. FERBITVE
HFATLI T5IC. KEZEY 2AKEOEZE L BABORT Y
THH< LE LT

E3rEah 59h 3 & S5IC. C8 RPADWET D, EHALE

mEHDSWME (K7 — X TIE100 ng/mL X 2 uL) OERRETILE

VNSV TTEERL SBEORKIITRTHAEICDBESN.
E—o5312TOE—UDEIF6MFRFE. T—U I HEHIL1.4

~18TL7o Fc. MOWMEREIZODURICUNED F LT

b b miEERZ 120EhEFTEA L TR 5Nz, CBXRPALE ST
F>Z A VSPE-LC-MSOMAEZRIE R2ICENZNRLE T,
NSDERISIH B L SIC. C8RRPAZER L 7oiHE DIRIE
DFRFREIFEREIEDH TH < RSDIF0.1 ~02%TL7 F
feo E—JEBEOBRM (%RSD) (C18. RPAOWVWTNTHIEE
ICRIFTHD. ThEN6.2~T7.0%. 51~ 7.7%T L7,

Retention Time Peak Area

Time (Min) Reproducibility Peak Area Reproducibility
Analyte MRM Quantifier (Avg. n = 120) (%RSD, n=120) (Avg. n = 120) (%RSD, n = 120)
3,3’,5-triiodo-L-thyronine (T3) 651.8 / 605.5 4.13 0.1 17711 6.9
3,3’,5-triiodo-L-thyronine (rT3) 651.8 / 605.5 4.53 0.2 22081 7
3,3',5,5'-tetraiodo-L-thyronine (T4) 777.7 / 731.8 4.89 0.1 22233 6.2

R2:RPAD—FIy P ZER LIS AT LDTHA M

Retention Time

(Min)

Peak Area
Reproducibility

Retention Time

Reproducibility Peak Area

Analyte
3,3’,5-triiodo-L-thyronine (T3)

MRM Quantifier

651.8 / 605.5 4.03

(Avg. n = 120)

(%RSD, n=120)
0.2

(Avg. n = 120)
27046

(%RSD, n = 120)
5.1

3,3’,5-triiodo-L-thyronine (rT3) 651.8 / 605.5 4.43

0.2 33723 6.2

3,3',5,5'-tetraiodo-L-thyronine (T4) 777.7 / 731.8 4.79

0.2 23766 7.7

1:651.80>605.50(+) CE: -24.0 1:777.70>731.80(+) CE: -28.0

B3:C8F > Z1h— RIS ZFRALTIESN . EMIEFORRRRILEVORRNBZLS-MSTOT IS L

Peak Width

4750

4500

at 50 % Tailing

Peak Analyte Height (s) Factor

4250
4000

3750 i

1 T3 3.7 1.6

3500

2 rT3 5.2 1.5

3250

3000

3 T4 4.9 1.4

2750

2500

2250

2000

1750

1500
1250

1000

750

500 |

| —

250 \

-250

20 2.5 3.0 3.5 4.0 4.5 5.0 5.5 6.0 6.5 7.0

7.5 Min

J

(continued on next page)
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4 N\
E4:RPAF SV H—RIyPHFERLTESNI. EMEROBIRERILEVORERNALC-MSIAT RIS A
1:651.80>605.50(+) CE: -24.0 1:777.70>731.80(+) CE: -28.0 E——
g‘;gg at 50% Tailing
5500 Analyte Height (s) Factor
5250
5000
4750
4500 1 2 rT3 5.2 1.5
4250 i
4000 3 T4 4.9 1.4
3750
3500
3250
3000
2750
2500
2250
2000
1750
1500 I
1250 |
1000 | ‘
750 1
500
250 \ L
o N "
-250
20 25 30 35 40 45 50 55 60 65 70 75 Min
. J
MWREOAVZAA— M)y DERETZ. BH—MIvY AR CERL-E S
S ORPADTIIIFRS X C OB NRIRIEI- DV BT 7T
L (E—oBEEEVER) HBENSE5TT, COXNTAL ek S
== iz . ° = - Ascentis® Express Biphenyl HPLC Column, 64065-U
IFFREBATIH. RPAIIKEEESZHTH T 2BMEELDZET3HME  10cm x 2.1 mm 1.D., 2.7 pm
ZRIFICRIFTZCEAHSNTVET, 2OM. E—JFIRE  supel™ Genie RP-Amide Online Starter Kit* 55516-U
E—IEROBRMEDRTIZCBERPAD VTN THEKDIERD  supel™ Genie RP-Amide Online SPE Cartridge, pk. of 2 55519-U
HTWET, Supel™ Genie RP-Amide Online SPE Cartridge, pk. of 6  55522-U
Supel™ Genie C8 Online Starter Kit* 55274-U
itw Supel™ Genie C8 Online SPE Cartridge, pk. of 2 55512-U
FEECEEEZETZ Ty T2/ RICIZ T RO R Supel™ Genie C8 Online SPE Cartridge, pk. of 6 55515-U
RIRRILE> ZRRICERH T D 4> T > SPE-LC-MSEZ FF
L& LT C8EKURPAMIded >S4 > h— kU winowdhn BERR
N, 0 3 =X . Sy = plp e
b SUNREIRTERE NSO RHEN
SEmog Z = v R . %
EJHET\EZD < EDURE hi\}io T3, 173, T4@3j§x§@1ﬁﬁﬂi§' Supel™ Genie HybridSPE® Online Starter Kit* 55324-U
N —JLAS LT $ S E— 2 AR A
j;?iit;)bz?ﬁ—c?ifﬁblg‘%iﬁi Z:Lfij%fﬁngﬁ;:%ﬁi Supel™ Genie HybridSPE® Online SPE Cartridge, pk. of 2  55326-U
w5 co S len =L o1l - Supel™ Genie HybridSPE® Online SPE Cartridge, pk. of 6  55327-U
T DORIFREOBEIRMY (%RSD) (FC8.RPAF > 1 > A— KU v e
SOWFNTH01~02%THD. E—UEROBEEE (%RSD) L-Thyroxine (T4), 100 pg/mL in 0.1 N NH, | thanol 7-073
N _ R -Thyroxine , mL in 0. in methanol, -
1351 ~ 7.7%T LTze CHSORSDIG. > 51 VSPELC-MSY 1 ml Ho ’
AT LOENIC A Z A TWS ZEZRLET, 3,3",5-Triiodo-L-thyronine (T3), 100 pg/mL in 0.1 N NH, T-074
in methanol, 1 mL
References 3,3',5’7Triiodo-L-thyronine (reverse T3) 100 pg/mL in 0.1 T-075
1. Kahric-Janicic N, Soldin S, Soldin OP, West T, Gu J, Jonklaas J, N NH, in methanol), 1 mL
Tandem mass spectrometry improves the accuracy of free thyroxine 3,3’,5-Triiodo-L-thyronine-13C, (T3-13C,), 100 pg/mL in T-077
measurements during pregnancy. Thyroid. 2007;17(4): 303-11. 0.1 N NH, in methanol, 1 mL o
2. Susan S-C. Taia, Lorna T. Sniegoski and Michael J. Welch, Candidate 3,3°,5'-Triiodo-L-thyronine-13C, (reverse T3-1C) T-078
’ r 6 6/

Reference Method for Total Thyroxine in Human Serum Use of Isotope-
Dilution Liquid Chromatography-Mass Spectrometry with Electrospray
Ionization. Clinical Chemistry, 2002; 48(4): 637-642.

. Dongli Wang and Heather M. Stapleton, Analysis of thyroid hormones
in serum by liquid chromatography-tandem mass spectrometry. Ana/
Bioanal Chem. 2010; 397(5): 1831-1839.
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100 pg/mL in 0.1 N NH; in methanol, 1 mL

* 1 Holder, 1 cartridge

S DWW TIEL SigmaAldrich.com/onlinespex Z& < 723 LY,
HHDLCMSAEDOBEIZ DWW TIE. SigmaAldrich.com/LC-MS.
SigmaAldrich.com/UHPLC-MS% &< 723 L\,


http://www.sigmaaldrich.com/catalog/product/supelco/64065u?lang=en&region=US
http://www.sigmaaldrich.com/catalog/product/supelco/55516u?lang=en&region=US
http://www.sigmaaldrich.com/catalog/product/supelco/55519u?lang=en&region=US
http://www.sigmaaldrich.com/catalog/product/supelco/55522u?lang=en&region=US
http://www.sigmaaldrich.com/catalog/product/supelco/55274u?lang=en&region=US
http://www.sigmaaldrich.com/catalog/product/supelco/55512u?lang=en&region=US
http://www.sigmaaldrich.com/catalog/product/supelco/55515u?lang=en&region=US
http://www.sigmaaldrich.com/catalog/product/supelco/55324u?lang=en&region=US
http://www.sigmaaldrich.com/catalog/product/supelco/55326u?lang=en&region=US
http://www.sigmaaldrich.com/catalog/product/supelco/55327u?lang=en&region=US
http://SigmaAldrich.com/onlinespe
https://www.sigmaaldrich.com/analytical-chromatography/hplc/lcms.html?utm_source=redirect&utm_medium=promotional&utm_campaign=lc-ms
https://www.sigmaaldrich.com/technical-documents/articles/analytical/solvents/uhplc-ms-solvents.html?utm_source=redirect&utm_medium=promotional&utm_campaign=uhplc-ms
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Connected Reagents

afe
mart
ecure

3SEE — Safe (Z2). Smart(X<¥—Hh).
Secure (FEX)

Metrohm#tDOMNISTHE TS Y b R—LD1:HD. BE
E R
BEAEOIVO—XIRIVRY—IYRHEYYa—3 v

3S adapter technologyid. RFID¥:AiTIC & % BEIT — HERiXIC
Ko THBREEBICT TV MLET,

=
¢ 3SF Yy ITEEINS. TCICHEATIZ2RER[ER
o MEADHAICKZAIZ—IRBEHANZIL

« Fv v T EORFIDF v FIHRROHREDIERE TN TER
s oy AL INRINA—- )y

- B IBEZRIHSHRE —tb

.
-

2

laa

DR 2% FHE
REMOME — MEOEH AN XL TERY 2V ERIME

AY— e T—FERE
FEUPTIOME - SR EEOY 7~y T T OBEEEBIL

X a7 T—REEX
mEOFLE — RFIDFEATICL BT —FEXICK > TEREE I X
3T

Cat. No.
1.50689.1000

Pack size

Description

Silver nitrate solution 0.1 mol/L 1L
for 3S adapter technology

Perchloric acid solution 0.1 mol/L 1L 1.50695.1000
in glacial acetic acid

for 3S adapter technology

Hydrochloric acid solution 1 mol/L 1L 1.50696.1000

for 3S adapter technology

Hydrochloric acid solution 0.1 mol/L 1L 1.50677.1000

for 3S adapter technology

Iodine solution 0.05 mol/L 1L
for 3S adapter technology

1.50690.1000

Sodium thiosulfate solution 0.1 mol/L 1L 1.50691.1000

for 3S adapter technology

Sulfuric acid solution 0.25 mol/L 1L
for 3S adapter technology

1.50692.1000

Cerium(IV) sulfate solution 0.1 mol/L 1L
for 3S adapter technology

1.50693.1000

FHE ETAICDOVTIE
SigmaAldrich.com/3S% &L 723 LY,
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SCIENCE & TECHNOLOGY INNOVATIONS

=D

AR DREICX T BRI RV ) a—23> —

1A VBRIEFvEZ)—GCHT L

Supelco®DEFHMAHRIOINIST4—Y ) a—aY

Lisa Battle (McCombie), Product Manager, GC & Carbons, lisa.mccombie@milliporesigma.com

COTER. HRIOT NI 571 —IFREDOFHEFEIEDIRE
NEDNSFHATNTETE LT, RFFODHDIFIR T —itkE X—
R LTVWETH FILLERECIGADEREZH5TT
FUBREND) ASLOBAICK 2T FHlRIR—IHBEHINE
L7ce RBFBINTVWRAAVREFVYEZ)—HZLD1D
H'Waterco™H S L TH 2 ZCIFEEVWHD EFHA CDOHT L
IC& > T SRl ERZITOBELR L. HKRABRI M)y I XFD
KDZGCTEMR - EEMICRETIZLSICHRD, EObIFH
ZFEBTIERICEFLE T (B,

( )

R1:LPGFDK D& E 25 ppm) DAY NI T Lo EERF (S/N=10). #&H
FR5R (S/N =3.3) IZZ11210.66 ppm. 0.22 ppmETHETI X T (BREMEFR
DTEEICEDFT, Analytix ReporteriE25H8H),

uy

15000 B0
LPG(Main) Water 25 ppm,
12500 RT= 14.3 min, S/N=350+
100004
7500
5000
2500
0
T T T T T T T
2.5 5.0 7.5 10.0 12.5 15.0 17.5 20.0 min
Note: With baseline calibration
Instrument

gas chromatograph: Tracera (GC-2010 Plus A + BID-2010 Plus)
sample injection: Valco Internal Liquid Sample Injector with
Splitter Injection Unit

Supelco High Capacity Gas Purifier

(Cat. No. 29541-U)

gas purifier:

Analysis Conditions

column: Watercol™ 1910, 30 m x 0.25 mm I.D.,
0.20 ym (29711-U)
oven: 35 °C (2 min), 5 °C/min to 150 °C (15 min)
carrier gas: Helium 45 cm/sec (Column flow rate
3.78 mL/min)
inj. volume: 2 pL
split: 5:1

transfer line temp.: 175 °C (After internal liquid sample injector to

GC column oven)
200 °C
50 mL/min (He)

detector temp.:
discharge gas vol.:

30

ASTM D3606 (ATESABEIRDOAR Y E e FILIVE AR IO
I MIST74—Il& > TRAEY JIEENLHERSGE) 2EXD L.
ILH S LDOREZTH BSLB®-ILD3606 L\ FIFEEIRE TS, CDHS
LiF. HEAVI VHOEERL EBRLEWZLIDDNILT
RN TET (F2). COHFLEFBY B OHERNKIE
ICIES N, BRIARESINET,

Supelcold C DICH. BPREEPAHA T DSLB®-ILPAH (H3).
BULWREECAASHE B OEREZF O IZRB IN
iS1)—X (SLB®-IL60i. SLB®-I76i. SLB®-IL111i) ¥ HFEDIL
ASLERELTVET, ChEDIvU—IASLIE. Bl &8
fis (EEDREFRABDBFTHATE, fREENS <CBRED
HBEREDSTEHDTEE T, SLB-IL60iHPEG/WaxiBIC
BOLEEEZET3DICH LT SLB®-ILIILIIFIREAFTE
SRHIBEBENSVCCHEIETSH D FEMEBHEXFILIITIL
(FAME) EEDRIEICHREZH 5T ENTEET,

17V RERKHOER

2005%. Daniel W. Armstrong#i% (7 ¥ H XKZT7—-1 > k>
R & ERANAGGCEIEHE LTSAFAVE, RUAFA B
174V REZHRNICHATEI 3L HD 2 ERLE LTS
NSOFBIFERICK>TU VY Tr—Yan, 74>, &
B7—_A>onwdFhhz) oir—o 3828 EoBAF
AODSERINET, 14 RIEHEIE. RRDCGCETEHEL &
MENICHIEFZMICHERD £,

« 14 VREDEERFODFIE. KE<LBERVWAL>OFYY
RUY— RUIFLYIUI-IILOREELDIEZMMINET L,
EEREROFVILEADFEELEEA. TNOSDRRICKD.
KAPEREDFETTOREEICENTVLET,

A A VRIKITEREZEET B7.DDE < DEMDEIEET I,
BABER S HF A VB IIRIAFF VBNFRETY, %
KDAFFU. #EE. TZAVOEREDHBD £, hFF>
BIV/EIFERIIRVA Y FEZAMT BN TEET,



N " J

GZIZ:&E?J‘“/U)EF@%‘&%%@%@%E& \ (EBIPAH/:b:l!WJEFGJZZEEﬁiCﬁihéx ﬁiEfJ‘l%Eﬁﬂ:A%ﬁaJlLPAHL_J:%\
barid
. ®_
column: SLB®-ILD3606, 60 m x 0.25 mm I.D., 0.20 ym column: SLB-ILPAH, 20 m x 0.18 mm L.D., 0.05 ym
(29691-U) (29799-U)
] o i o i 0o i
oven: 50 °C (6 min), 15 °C/min to 265 °C (10 min) oven: 90 °C (6 min), 20 °C/min to 225 °C,
inj. temp.: 250 °C 5 °C/min to 300 °C (10 min)
detector: FID, 250 °C inj. temp.: 300 °C
carrier gas: helium, 21 cm/sec detector: FID, 310 °C
injection: 1 L, 100:1 split carrier gas: hydrogen, 1.3 mL/min, constant flow
liner: 4 mm I.D., split type, cup design injection: 1 pL, 50:1 split
sample: reformulated gasoline (contains 10% ethanol) with 7 liner: 4 mm I.D., split type, cup design
other oxygenates added (at 2.5-5%) sample: 10 PAHSs, each at 100 pg/mL in methylene chloride
1. C5-C11 aliphatic hydrocarbons 9. Toluene 1. Naphthalene 9. Benzol[a]anthracene 16. Dibenz[a,h]anthracene
2. Methyl tert-butyl ether (MTBE) 10. n-Butanol 2. Acenaphthene 10. Chrysene 17.Indeno[1,2,3-cd]pyrene
3. tert-Amyl butyl ether (TAME) 11. Ethylbenzene 3. Acenaphthalene 11. 5-Methylchrysene 18. Benzo[g,h,i]perylene
4. Ethanol 12. Methyl isobutyl ketone (MIBK) 4. Fluorene 12. Benzo[b]fluoranthene 19. Dibenzola,l]pyrene
5. Benzene 13. p-Xylene 5. Phenanthrene 13. Benzo[k]fluoranthene 20. Dibenzo[a,e]pyrene
6. sec-Butanol 14. m-Xylene 6. Anthracene 14. Benzo[j]fluoranthene 21. Dibenzo[a,i]pyrene
7.n-Propanol 15. o-Xylene 7. Fluoranthene 15. Benzo[a]pyrene 22. Dibenzo[a,h]pyrene
8. Isobutanol 8. Pyrene
1 5 )
N
9 10
i ' ' AﬂfL
Purple peak IDs are aromatic 23 12,13 (14
Green peak IDs are oxygenates 4
L 16 17
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Watercol™ 1910, 30 m x 0.25 mm ID, 0.20 um 29711-U
SLB®-ILPAH, 20 m x 0.18 mm I.D., 0.05 pm 29799-U
SLB®-ILD3606, 60 m x 0.25 mm I.D., 0.20 ym 29691-U
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5. X&%> 7
oven: 35 °C (7.5 minutes) to 250 °C at 24 °C/minute
injector: 200 °C
4
detector: TCD/methanizer-FID, 230 °C
flow: Argon, 3.0 mL/min ‘
valve: 150 °C
injection: 10.0 pL valve injection 23 \ .
J o ! Tco/signal |1 h ||
sample: transformer gas for ASTM method D3612-96 Jl_ J\J N [ — -
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