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ASTM B CDABIC OV TED DFRIEED R UIEEZ LB T
WET, TORRE. 109D 1 ICRT—ILFIVLTH, T—
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4 FEEHB KU Agilent D—IXRYFZRVWCHRUELcF v/ —SI\A4F T« —EBILB VY TILDTF—FHR. INS5OIOX RIS LDSIE.
JutUr. E/JUEUR IJUEY R MUITUEY RHDEEEND 4 DOBEICHIT2—HENBE LBV EDNRTENET,

K1 2BEOINA AT 4 —EILDVWFNICDVNTH., T—IRVFICKDFRUR LIS Y TILORERIE. FEETRILIELIEY Y TILD
BEREEFEFRUTU. D—OXRYF TR LI Y TILOREE (#8DiR URBE) [E. ASTM ARAICTDICIRE > TLIE T,

NLFF4—EBWY YT (F+/—3)

FEEIC & DRINIE YT IVEIET—INYF BDIELFEE (r)
21 S 2 r SR SR 2 r faxs
it AR AV 0.000 0.000 0.000 0.000 0.000 0.000 2.58E-04
E/JUBUR 0.169 0.169 0.168 0.163
JJUEU R 0.282 0.286 0.291 0.286
KUSUEU R 0.533 0.536 0.565 0.554
wouteU> 0.984 0.991 0.007 1.023 1.003 0.020 0.083
NLFF4—EIWLT VI 2 (KE)
FEEIC & DRINE YU IEIRED—INYF BOEUFEE (1)
bar il SR 2 r bar il SR 2 r T
i AR AV 0.008 0.008 0.000 0.008 0.008 0.000 0.002
E/JURUR 0.138 0.144 0.141 0.140
J5UEYU R 0.022 0.023 0.022 0.021
cUSUEY R 0.009 0.009 0.006 0.005
F AV R AV 0.177 0.184 0.007 0.176 0.174 0.002 0.046
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& 8. Agilent D—IXYFZAWVCEEY YV TVERUETIE. BEEZEDFEFFURREZEFSNK Ulc, HBE (BIRMY) . #8AXL—5—ICBELT

EH SN ASTM g7z T2 S LTVWE T,

{E2&E1 {E32% 2 B ASTM R
21 2R 2 RS ) 21 R 2 RS ) (r) {1
BT UEY 0.004 0.004 0.004 0.004 0.004 0.004 0.000 0.007
E/IUEUR 0.107 0.114 0.111 0.109 0.118 0.113
JHULUR 0.032 0.034 0.033 0.033 0.036 0.034
rUSUEUR 0.009 0.009 0.009 0.008 0.009 0.008
wIUEYY 0.152 0.161 0.156 0.154 0.166 0.160 0.005 0.094
{E2&3 {L2E 4 B ASTM R
21 3 2 iy 21 SR 2 iy (r) {1
i 2o AD R AV 0.004 0.004 0.004 0.004 0.004 0.004 0.000 0.007
E/JULUR 0.116 0.114 0.115 0.113 0.114 0.113
JGUEYR 0.033 0.033 0.033 0.032 0.033 0.032
rUSUEUR 0.007 0.007 0.007 0.006 0.006 0.006
wIULYY 0.160 0.157 0.159 0.155 0.157 0.156 0.004 0.091
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Agilent 7696A U > J)VAIMED — IRV FZERA L. IP585 XV wy RICKDIT v b
AR FAME #6828 80 GC/MS DA+ v U T —Y 3 VRS VFT—REGVTIL
DEMEZITVWE Ufco T—INVYF TS FEICKDY 2 TIVATRURIESED 10 7D 1
DHEERAY VST - ROERETHEY. BNIOHBREGDIIEDNTER U,
D—IORVFCREUVCAT VT — REFER L GC/MS v U TL—avd. B
FUICT R TCOMREREERCT fcd. SIMTODMFEZE KIBICERELET. T—2
NYFTHMELcY v MABID VY TIUid. BHDERED FAMERELNILTXY v
ROBEEZEHZ LED X Ufco BEAID FAME JREY Y T)VOEIREICDWVWTH. T—5
NYFZE>TROSNDTERIEFH TORBRIDBRIFC U
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FUHIC

Energy Institute XY/ w K IP585 Tl&k. GC/MS ZERALT. &A
v MBI OMERIEB X FIVIZTIL (FAME) ZEIE L
FI [1]o FAME [CKDEEI(F. LRERHR/INA TS (MPP) Z
FERALTNNAMFTFs—EILEY Ty MRBIOmA Z#ET 5
EICKDEELFET, Y v MNABEERE S I - —THER

ENDEM. I3V AV ART Y 3V T)b—T (JIG) &,

FAME D#S=H=(C 5 mg/kg DFFRZESDE Ule, EDT7 I
Y POFRXIT, XY w R IP585 &R L fc & ED Agilent 5975C
=X GC/MSD ¥ AT LDEWEE HBEDECEH SN TLET [2].

FEAEDHFAELFRIC, FrUTLV—Y3aVRAIVT—R
EUVTIVORMEZEICITS LN BREFERERS
e DEBRIFRENZRCLE T, P58 XV w RTIE. BEETE
YA o0ERY MEFRLTImLOF+UTLU—Y3 VRSV
F—REERLE T, ¥ o0V UV IZERLT. 1000 mg/mL
DNTZFTHVEATF)V-d33 (C17:0-d33) HZF NSRS
BEBREZEINCODFvUITU—Y3VRIVIT—REYYT
JVICINAF T, AEEDMEVcH. TNSOFIRICIEK. XYY
F—REYVTIVDORBZEL LTI HDEVEMIHUNET

T, BLEEELEECYI 70U Y MNUVEOREZDEL.

BEIDKRSICERICREISNIcRSEZER L TY Y TILAIL
BZzEmtT 25507 7O0—F E LTIEEY T,

Agilent 7696A U J)LRTMVBD — O XV F(&. BEIRICH T
JVEIIMBZEIT S e ICERETSNIEEADRAY Y R7OV#ERT
T CDHERRIE 2 DD Agilent 7693A S EAY T —Z{EAL. 2 mL
NAT7IIETEE U BEDOREZBIHUE T, SFTIFHFH
BRIV —R, BUTIWEEDA>DTWLWBDINA7I)LZE 3D
DRIV aY R UAICKRELEFE T, TV TV OVIN—
rXVRICIE. ORY 7 —A. RILTFYIREEAT—Y 3
V. BUTINBART— a VDB FENF T, Agilent T—I X
VFEFERLEF YU I U—YayRIY VS — ROGHLIEIL. F
HCRILEBUERAY VI —REDERBFLF U ITL— 3y
ZERETEDCEDNDDO>TVET, &BIC. T—IXRVFZ

ERALT 2mL\A 7L CRIBUELTe Y Y TIbIE. FEITRIULE
UTeb VIV ERUEERRZERS CEDDDD I U 3l D
FPIUT—2 3> /—bTIE. Agilent 7696A D —O N F7={ER
UT. FAMESEALNRIVDEES 3 DDI Ty MARIYVT)L
EEBICNBEDFYUITU—Ya VRIS — REFIIEL
Flle. BIR. RYVF—RER. ASRERREEDYY—R
DERBZHIRT Bclc. RV —RETVTILDEZ. 1mL
MSZD 10530 1D 100 pL (CHERULE Uz, IP585 XV RD
BEAREERALTC, T—IXYFTHUEUfc EEDDHESR
%, FHICKDAUEDERELELE U,

D—=IONYF=ERUI
BERINEFIEOIER

HRIRICEDRRUI
FrUIL—Y3aVRIVFI—FR

IP585 XV w RTIF 10 EDIERAF+F v YT L—2a VA5
& — K (WCS) ZERALT GC/MS Y AT LZRIELET, &
WCS [CIE. R 1 [T7RT 6 FE%ED FAME BELDRETEZENT
WET. K2 ICHEZRUCBREHERORAF— L. &F WCS
Z1mLE. FETERTDLIICXV Y RICEBHEINTLX
Yo D—ONVFTOEFRNETIF. RIICRULEERATY
5 — RORENEEZ COFBRAF—LD 1 mL 55 100 uL (S
BHRUEI Ul RYVT—ROBETIE, 4 DDYUY—R%
D—ORVFOYIRDITPTERLIU (R4 RFIDY
V—R[&. RENIEWCS ZANDEHICERAT D 10 ADZE/X
A7ITUc. RDUY—XIF. FIRABKEEUVUTERT S
1000 L D 9 % n-RFTAVHZENB/INA7 )L, 3BEEHDY
V—2I&. 1,000 pL DIEERIRERR (WSS) BEEND/IN17
b. REOUY—XIZE. 500 yL ORBEREBRDISEND /A
ZIWTUle. B IS, FYUTL—2raVRIVF—ROBE
AEBEDEDICT—IXRYFY T NI T PTERATDIUY—R
DLAT7 D b ERULET,



K1 Iy MABHRO FAME (S BE0EBICERLIEEY

{Les -8 B2s 2FX HFE
NFYFHUBAFI JULSFUEBAFIL  C160 CiHa0, 27045
NTEFAVBAFI Y—HUVEXFIL  C170 CigHgs0,  284.45
FOITNUBAFIV ZFFUVEXFIL  C180 Cighss0, 298,50
FOIFNIBAFIV AUAVBXFIL  CI8 CioHys0, 29649
FOITAVIVEAFIV  U/—LEAFIL  C182 CigHas0; 20447
FOIFANUIVEAFIV U/ UVEXFIL  C183 CigHn0; 20245

AT T 4 —BIVDESEICERT 2 —MREVEREAD 95 % TINSD 6 BAED FAME hiRH &
nFE Ll

R 2 WABEFRRZEALT 1 ml OREEAFT YU ITL—Y 3 VXI5 — R (WCS) ZHRHE
I RHDFHAF—L

{ERAIRERR n-C12 RIERRE & FAME O
(WSS) D (uL) AIRODE (pL) (ISTD) DE: (pL) HRI&IRE (mg/kg)
1000 0 10 100

800 200 10 80

600 400 10 60

400 600 10 40

200 800 10 20

100 900 10 10

80 920 10 8

60 940 10 6

40 960 10 4

20 80 10 2

0 1000 10 0



K 3.100 pL DIEERAF YU TU—2a YRI5 — R (WCS) ZHRB T BIcHDT7 I LY ND—I RV FOIFFAFE

& FAME

fEERAF¥vyVIL—Yay

RIZRE (mg/kg) RAIVF—F (WCS)

RROFIE
fERRImEER 012 POEBIEAE
(WSS) D (uL) BIRDE (uL) (1STD) D= (pL)
100 0 1

80 20 1

60 40 1

40 60 1

20 80 1

10 90 1

8 92 1

6 94 1

4 96 1

2 98 1

0 100 1

100
80
60
40
20
10

o N B oo @

R4 IP585 FvUTL—Y a3V Ry V5 — ROBEFRUEDTHD

D—=IORVFUYY—=ADULATD b

L7
yy=2 UY—-20947 OfHE ERE
n- RFNEIE TEHLYY—Z 6 1000 L
VESEFRIZEEAIR (WSS) FEAHLUY—2 T 1000 pL
PIBBIEAERR (ISTD) TFEAHILYUY—2 81 500 pL

==k Std 5
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==k Std 3
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B&. RIYT 3 51~60 DZE/\A P IVICITREDRIES 10 IERED
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UY—=RDUVAT7 DT RDFRTHEIC, RIICRTRAYVI—RZE  EXVy ROV TIVEIEFIEOFMEER S LU 6 [TRL
ABTDERSC2DDT7IVY RT—=IRYFAYY REEE  FF, T—IRIYFYI NI T7RFERITDE [RSvITY
LFE UL, RPIDXAY w K "IP585_Low.M" % 2~10 mg/kg DI RROVT] 9574w IA4V5T—RZFRALTAVY R
BEIY VY —RAIC, 520XV vy R "IP585_High.M" %Z 20~ ZERRNDDOBZICHEET DI ENTEXT, K2 [TRIXVY R
100 mg/kg DEEERY VY — RAICERALE L. NS0 IP585_Low.M [, XFRMEXY v ROHITT,

F5.100 pL DIXREOEEEAF v U ITL—Ya VRS VF—R = 6.100 )L OEREDEERAF v U IL—Y 3 V55— K (WCS)
(WCS) ZFHEET BT=DD Agilent T—IRIFDAY w R BEET BI2HD Agilent T—IRUFDAY v R
Agilent Agilent
I—IRYF D—IRUF
FIE IC&BWE  BiE YUYy FIE IC&BME B8 YUYy
1 e 250 uL YU I DRSS 250 pL 1 i 250 uL YU I DRI 250 pL
2 A 100 uL @ n-Cyp ZIERE TS Vo 250 pL 2 gyl 100 )L D n-Cy, ZEHRET S22 250 pL
A7) 12 UAribaic
3 A0 98 pL O n-C;, ZAEKHREE Std 1 250 L 3 S 80 uL @ n-Cy, ZRIREE Std 1 250 L
(A7 5T) VA7 56 IS
4 A0 96 yL M n-Cp ZAEREE Std 2 250 L 4 A0 60 uL @ n-Cy, Z/HREE Std 2 250 L
(J\A 7L 52) [T U775 e
; A0 94 uL M n-Cyp ZAEREE Std 3 250 L 5 A0 40 yL @ n-Cy, ZEHRAE Std 3 250 L
(X4 7)L53) [T (A8 IS
6 i 92 uL @ n-Cqp ZAERE Std 4 250 pL 6 70 (Z/Ut‘lirL gD) C'Séf (’_&%%E Std 4 250 L
(XA 7L 54) I 7 c
7 il 90 pL @ n-Cyp Z{EIREE Std 5 250 pL 7 o 250 uL YU VI DB 250 pL
(XA 7L 55) I g =90 20 uL O WSS ZE5RES Std 1 250 L
8 Hood 25 UL YU VY DRIESS 25 L (XA 7L 56) I
o A0 2 ul D WSS ZEKEE Std 1 25 L 9 Ryl 40 uL @ WSS Z=FiRME Std 2 250 pL
(XA IV 51) I VATILET 2
= 4yl O WSS ZERES Std 2 25 ul 10 60 uL D WSS Z SRR Std 3 250 pL
10 A
(N7 )L 52) [T (I8 77)L 58) (L_._.g
1 A 6 uL (D WSS Z{ERE Std 3 25 pL 1 )| 80 uL D WSS Z =R/ Std 4 250 pL
(\A 7L 53) I (/X1 7 59) (%*. -
= 8 uL D WSS Z1EERE Std 4 25 L 12 =0 109 uL @ WSS_ SiEE Std5 250 pL
12 A (A7) 58) I VA7)l 60) e
P 10 uL @ WSS Z{ERRE Std 5 25 L 13 P 25 uL Y UV I DFRIRSE R 25 pL
13 il P 55 I T
TR NS 25 L o A S 77 e
7757 pL = = Yi=3 L__mg
R 10l O I1STD ZERE TS V2 25 L 15 M z &Eﬁ;ﬂ%ﬁﬁﬁg Std1 25 uL
(XA IV I .
T 1L @ ISTD Z{EEEE Std 1 25 L 16 0 z &Egﬁ;ﬁiﬁﬁg Std2 25 L
(XA 7L 51) I .
N 1L O ISTD Z{ERRE Std 2 25 L 17 A 2 }F\!Ero%;i?eﬁi%ﬁg St 3 25 L
(NA 7 52) I .
I 1 L D ISTD Z{EREE Std 3 25 L 18 ! }‘éﬁr"%ﬁgﬁ?’”ﬁg Std4 25 ul
(J\1 7L B3) [T .
= 1 4L 0 ISTD ZE{EREE Std 4 25 yL gl ! uL O ISTD ZRGRET Std 5 2 uL
19 M e R 5 v (XA 7L 60) [
20 A 1L O ISTD Z{ERES Std 5 25 L 20 g 25 UL U Y DBRIRSS 25 u
(XA )L 55) I A BEEISYI (I\(TIL2) &
21 e 25 0l YU Y I DB 25 uL 1500 rpm T 30 228
NN =] ‘A F7
»  EE EREISYY (A7) & » BB MR S 1 U1 7L 56) =
1500 rpm C 30 7R 1500 rpm T 30 25
BE (2 Std 1 XA PIL51) & 3 E& IR Std 2 ()11 7L 57) =
23 BT =ViRIZ ( ) ] )y
1500 rpm T 30 7/ l?oﬁ rpm 30 ?’Fai
u  EA R Std 2 (/XA 7L 52) % u E& RIREL Std 3 ()11 77 )L 58) &
1500 rpm T 30 #2R4 150&2 rpm T 30 T/FEﬁ
e ESRPE Std 3 (/XA 7L 53) % % E& IR Std 4 (/1 77 )L 59) &
1500 rpm T 30 RS EOO rpm T 30 B
PN ==} C oL
6 BB {ECHRES Std 4 ()X P)L 54) %= 2% BB '1315655% :]tfit 5 3(6 \*TF% L 60) =
1500 rpm T 30 FHR8 -
y  EE R S5 (/51 7L 55) %

1500 rpm T 30 #R3



Setup Method
Aglert 7634 Sample Prep Method | Aglert 7594 Conliguration
[] Process n Balch Mode
Achons

V ° It 3 P B /

M Heat Wt Flag as result Move Wash

Vession 31 36.0

Steps
1. Wash with 20 L. of Front Solvert A5 tmes at Front Towes -
2 Add 100 ul. of Dodecane ko Sample ot Front Towsr [washes. pur
3 Add 98 ul of Dodecane to Low Sid 1 at Front Tower (washes. p
96 ul of Dodecane to Low 51d 2 at Front Tower (wathes, po
ul. of Dodecans to Low Sid 3 at Front Towes [washes, pr
ul. of Dodecane to Low 5id 4 &t Front Tower [wathe: p
ul of Dodecane to Low 5id 5 at Front Tower (washes p
'ach with 2 L of Back Solvent A 5 hmes o Back Tower
9 Add 2l of Working Standasd Standerd 1o Low Sid 1 ot Back Ts
10 Add 4 ul of Working Standard Standard 1o Low Std 2 o Back
11 Add 6 ul of Working Standard Standaed to Low Sid 3 o Back
12 Add 8 ul ol Working Standard Standaed to Low Sid 4 & Back
13 Add 10 ul of Workang Standand Standard to Low S1d 5 of Back
14 Wash with 2 l. of Back Solvent A5 tmes ot Back Tower
15 Add 1 ul of ISTD 1o Sample a Back Tower (washes. pumgps|

it
88

rd i ¥ T i/

16 Add 1 ul of ISTD to Low 56d 1 ot Back Towes [washes, pumps
if :f 17 Add 1 ul of ISTD to Low 5td 2 at Back Tower [washes. pumps

VR SAA T wd o ISTTY b | s Sl 2t Bk Trnsssme smebnme rummene

1 Wash 2 Add 3 Add 4 Add 5 Add

< >
6 Add 7. Add

I Avalsble Resouces Tiacked By Use

Flesouce Name Resource Type  UsesMNial Vil Flarge

4 i B/ T i/

if / Cablbeation Standads Empty Contamer 1 5160

8 Wash 9 Add 10 Add 11 Add 12 Add

13 Add 14 ‘Wash

Y i iy Y i

< »
Avadable Fesouces Tracked By Volume

i "

15 Add 16 Add 17 Add 18 Add 19 Add

20 Add 21 Wash Fesosce Mames Fesouce Type Usable Volume

I 1510 Chemcsl Flesowce 500 ul

Dodecane Chemcel Resowce 1000 pl

22 M 23 M 24 M 25 Mu 26 M

” ﬁ Wotking Standard Standard  Chesrecal Flesousce 1000 yl
Front Sobvent A Tumet Locahon 2000 pl

27 M 2 [y a— Y Ay P i

2.5 DDEREF v U T L—Y a3V RAY VT — REFUET DD Agilent T—IXYFDAY v K IP585_LowM. EXYV v ROFREIE. [RSv T

PYRROYVT] 9574 v 0405 T —RA = ERALTHEELE L

Agilent D—=INXYFDINy FE— R EERL
Jxv MEEIDY Y T IVanE

IP585 XY w RT, 1mLDY v MNRAE%Z 2mL /N1 7ILICE
Ny RNTHIDEXD., TNIC 10 L ODRBERERFHZMA DT
TILEHBZITVWE Uic,. DY TV ZEFECTRIIEY 2
ma. —RMIICEFEY v MARY Y T ILZEESZDINA 7 )VIC
AN Z0%. BYVTIVICAEMEEZNA DK DET—0 T
O—TTW\WE T, COMENLET—oIT70—IF. Agilent 7—2
NYFVIRNI I 7Dy FE— FEBEZFERUTCETITSHT
EDTEFT, N\yFE—RTE. YU TIVaIEREZ R/
RICIIZ BfcIC. IXRTOY T ILDOFEY V TILailEX
Ty IR TUTHSRDFIEICEDE T, VUV IRIETRE
VY —ADZEERHCDHRELTSD. BEFTRAY Y —ZP0EE
TNBHUVY—RBRPLET,

Jv MBS Y TI)VOFHMETIE. T—IXVFICF 2 DD
UY—X, DFEDOEI v MEBEY VT ILHZENDEHDIN
A7ILE. REIEEBRRDZFEND 1 DDA ZILEIFTHHE
TYo, CO7TUr—v 3>y /—RTlE. 10 EOERIDY v
ARSI T —OXRVFOUY—-AEULTEELF U
INSDINAL 7% NUA DRI 3> 51~60 [CEE. BiiLE
ROIORXAVYZR—a VO EEMZEHRT DD, &
INA7IZ 1 BFDERATDHLIRELE Ulc. AERIELE/ 1
PIERUADRI V3 81 ICBEE U, YV TIVEILIET
10 KDZEDF v v IFE2mLINA P )b LA DRI 3
JI1I~10ICEEF LR (B3). NYyFE—RDT—IXRIYF X
YV R, IP585_Samples.M Tl&. 100 uL OFY v MNRARIT >
TIVERERIDZEINA P IVICHEL. RICASHEEEARZ%Z 1 L Bl
ACTREGULF LU, A, Jzw MBIV TILEINY F
E—RTEIETSHZAV Y RZERLET,



RERTE

ERAFYYIL—23aVRAFV5—F (WCS) &
YU IV DOFETORNE

XV R (R 2) [CECE UFIRICHREL). 1,000 L DEREMGEE
Ry hEBULOERY MUV IEERLT, 10 BEOF U
JU—YavRIVI—REBRETS VO 2mL A T)VIC
FHTHRLF U, 3BEORLZY 1Y MINY Y TV E
ZNZNERID 2 mL /\A PILICER Y hT1mLRIDERD, RIS
10 uL ORBIEERZNZ TY Y TILORINEEFE TITNE
Ufze TNBOY Y TIVICIEHBENEEHD FAME HZFENTL
£, LHNERDEUEEZRET D2 Y bOYY
INERBLE U, BRIVI—REY Y TIEFTRDE
. ERICEALF LI

Aglent 7634 S amole Prep Method _ Aglent 7694 Conbgurahon

vV W i 3 P s
Add Mix Heat wait Flag as result Move

Insirument Slalus

o)

Legene
@ a

@ AVTUR Savple 5160

C Fore Salvert 4 ATAE

O Fiort Sobert @ 8184

(O Back Sobvenid  AlAG

O Back SohertB B1E4

) Froek Waste & WATWAT
O Front Waste B WEIWE2
Q) Back Waste & WATWAT
©) Back Waie B WEIWE2

O Pending
@ InPocess
@ Evor
@ Done

30RO Y Ty MY Y T ZBERIIES B/ch D7 I~
T—IRVFDUY—ADUAT Y k. BBRIENTTIDE
I3 1~10 DA FIVICIE. RAEHIC 100 L DEI Ty b
DV TV ERBMRENZEND CEICEDERT

Vermon 31 360

Steps

| |1 Wash with 100 pL of Front Solvent A 1 times at Front Tower

3 Wash with 100 L. of Front Solvent A 1 times at Front Tower

4 Add 1 ul of ISTD to AVTUR Sample 1 at Back Towes (washes, pusr

S Wash with 2 L of Back Solvent A 2 tmes at Back Tower
6 Mac AVTUR Sample 1 at 1500 APM for 0mn § sec

-»{ }e « . >
Begn Gioup  End Group o Teacked B
F y Use
Resource Name Resource Type  UsesAial Vial Range
Program AVTUR Sample Empty Contarer 1 5170
¥4 i 4 W/ F 4 W
1. Wash 2 Add 3 Wash 4 Add S Wash B Mix
< 5
Avaiable R Tracked By Voume
Resouce Mame Resouce Type  Usable VomeNVial &
IsTD Chemical Resource 500 pl
Front Sobvent & Tumet Location 2000 L
Front Sokvert B Tumet Locstion 2000 pl.
Back Solvent A Tunet Locsion 2000 L
T [ — e s -
2.— ik »
JU___tob | Concet || M |

410 EDY v NMERD Y TILZERIUES BTcH DI\ FE— RO Agilent T—IRVYF AV w R, ROAT v T ICHBDHENC, 10BOIXTOHY
TIWTERT Y TZRITUE Ul COMENET—I TO—-[CKDEFEY Y —RDERENR/IRICIIZSNE LI



FrYUIL—=vaVARIII—RE

Y v MEEY Y T IV BENRTLIE
JOYVKYDT—IC250 L DV U I, UFPIT—[C 25 L D
Y IBEFERUT Agilent =IO FZEBRULE Ulcs 250 uL
Y ITIERSERE 500 uL/min EHEHIERE 1000 yl/min %=
FERUFE U, 26 uL U VI TIFIRSRE 100 pL/min EHEH
R 500 ub/min ZEALEULE. FYUVIT, RIFOBEHE
[CZ— RILDINNA ZILDEISEF K K5I, BEHIFERS%Z 0 mm
ICRELE U, CORR. M7 IVICRIFZZEICBEITE
dle. ZEOREHEOSNELIE. SEINER/1 77 LRBBD
vVERIRICK DT GC/MS A— SV TFSH 100 )L EWVWVSDE
DRI VF—REGITIVICTP O BRATEDRS. I TIRID
INA7 IV ERFERLELRE,

D—ORVFDI—5 VI AF1—%ZFERAL. I1P585_LowM SKUV
IP585_High.M XV v RZERLT 5 DDEXRER Y VST —RE
5 DDERERY VY — ROFRZITVE Ufco GC/MSF+ U
TJU—23aVOiEHE. T—IRYFOINYFE-—RAV Y R,
IP585_Samples.M Z{ER LT, EFDHED FAME ZR/\1 T LT
STBEDOIY Ty MIRT Y TILZE 2 By MEBUEL X U,

Y1 v MAFEIS FAME @ GC/MS 53R

Agilent 7693A BENRAT > 7S5 & {H X 1= Agilent 5975C GC/MS
VAT L% IP585 XV w RICED THERLE UIc, CDEHZE
KRTIC, BBOEBERHEER S ITRULET . IRNTOEERE
FeF T TILDORHEIIC Agilent 5975C F— bFa—2T70O5
SLZEFRALT. BEFMRKBZERAELF U FvUTL—
VIAVRIVE—REN-RTFAVBE ISV O ERACHH L.
Iy MABY Y TILOSHEIC. ERBEURNIVEGRELAN
WOF+vUITU—ravDBEREREZFHLE Uz, FvUT
L—yavzEEULKERUEE. 2ty hOY Ty MNRARD Y
ZILDZENZN%Z 1 [EFD GC/MS D LE Uic. B4 D FAME
E—oZzF=2UL. COERID FAME DfERZBETT D ET.
FYVTILD FAME $iZEE228HUF U,

xR 7. I 1w MNEEIH FAME @ GC/MS [C KB DT DHEEERL
avik—x=r b~ A

Agilent 5975C  SEMBF A 4 VAR MBS EE
Y YU—X MSD

Agilent 7890A GC 100 psi ATV w b/ZATYUw U ZEAOBKUER
YRF I DRBA VY T I—AZHATcAHRAOOR NIST

Agilent 7693A ALS 150 /XA 77)U b L % (% 1= Agilent 7890A GC F
BERE( VI oY

F—5DEDIAHB KU DHDI=bD MSD
Chemstation Y 7 kD 7

G1701EA

£ 8. GC/MS HEEsDsRM

GC DR

AAORE 260 °C

EAOE—R 27Uw kLR

EAOSAF TUw RURSAF. YVFILT—IN,
HSZH—IUAD (p/n 5062-3587)

goT7ILE Tul

HS L HP-INNOWAX. 50 m x 0.2 mm x 0.4 ym
FE[Z (p/n 19091N-205)

BN AU L, 0.6mL/min, EFiE

F—Jv7OI5 A

MR 150 °C T 5 73

F—TVRRBL— M1 12 °C/min T 200 °C &C. 17 DEHREF
F—TVREBELV—K2 3°C/min T 252 °C ¥C. 6.5 DEHREF
BESMMEKBEIV5YT1—X 260°C

HEZANT MVOFEMS

A7 ViR 70eVEFA A /L
V—REE 230°C

METRE 150°C

T — B DAFHELE 2053



a5
FERBLTFILY NI—IRVFICEDAETO
FrUJL—Y a3 v HEEDLEE

FETHELUEF YU ILV—Y 3 VRIVI—REFILVY K
D—OXRVFTHRELUEFVYUITLV—Y3aVRIVF—RE
Agilent 5975C GC/MS Y AF LTHOMHMULEF L. D—IXRIVF
CLBDEREBLUBREAYVI—RHh5EB5NEELZD
FAME BRERZER b BLU 6 ICRULFET, @HINICHS 0 Z8
LIcEIRDHD%. CNESDITRTOREREERE UTERR
TNEYT, FHCLDFvrUTL—rarvED—IRIFICK
2FvUTL—YaVDHRZERIICRLET, KEEDF v
UJL—v3vTlE. FEET—oXRYFOFvUTL—3y
DIEEFIEFISEL . MBI (R?) (3. TXT0.985 = LE1%
AVy REHZEFHEUCVWEYT ., EEEDFvUTL—ra Vg,
U/ —)VEEXF)L (C18:2) &V /L VEEXFIL (C18:3) DF+ U
JU—yavzpE. BUMEZRLET. JDBE. 7—7
RNUFTHRBUCRI VT —REXV Y REGEZRZICEEL
FIH., FETHWBULERY VY — RIGFEFEICEUTER
BREEDERT, Leh>T. FHTHAELULIY v MNARY
VINE. BREDRAY VS —REEDEL. FvUTL—
avEEULLKIEEIT DETIIOMTEXRBATLIE. TDFE
R, FHTHRBULLY VT ILDERZE D F TICHEBHKIEIC
BAFEUR, —A. 9—IORIFICLDFrUTL—raviEk
RO SBYITHofefeld. D—IRIFTHRE LYY b
EID YV JIVEEEBICHOMT D ENTEFR U,

354

(R FAME OF v U T L—Y 3y
#(C16:0
3.0 -
oC17:0 ////x
25 ,/133‘
%C18:0 "
201 -
‘e" ’///
18:1 e
Hl 15 aC18 /////‘/ A
2 -z _ -
mC18:2 Y _-A a
1.0 4 ! - _ -
_zZ & B~
oC183 27 _ k- _-@ "~
v 4//‘/,:—~" e - °°
Lz2Z=8----"® """
00 01 02 03 04 05 06 07 08 09 10
B0

5. 7Y RI—IORVFZERAUTHARELE 2, 4. 6. 8. BKU
10 mg/kg FAME R4 >4 — RDEBRERER. AVvy ROTOL
JJLICHEL, BHENICRAZEEIRERE LE UL, SRERIE.
TDOXAYVw ROBEHRUEEHTHD RZ> 0985 # LEIDF LT

30 B FAME D% v U TL— 3y
#C16:0 ,
30.0 -
oC17:0 e /)(.
25.0 o
- ///
%C18:0 O T
5 200 S
S ¥
aC18:1 e o A
150 L8 -7
T Y 2 -
10| 80182 /////,} g7
= - _--"
oci83 g~ _-&_ __--8
5.0 //44t/,/’/,.— __--."""'_.
éiii’iﬂ—%~"'”‘
0 e===-97 , ,
00 10 20 30 40 50 60 70 80 90 100

6. 7ILY ND—IORVFZFERUTHREL 20, 40, 60, 80. HX
U 100 mg/kg FAME R4 > 45 — ROEEERER.
XYy ROTORIJIVICHEV. BHINICERZEDRERELEL
Jeo SREBIRE. TOXY Y ROERUEEHTH D R?>0.985 % L
BIbOFE UL



R 9. FEBKLU Agilent T—INYF THRBUCAY VT — REFEAHL
THER LT BIRTRIE U fc BT S AERIREL (RY) DHEE:

EEBEFvYIL—v3 Y (2~10 mg/kg)

= R?
FAME  F8 D=ORVF FH D—=IRIF
C16:0 2.941 2.941 1.000 0.999
C17:0 2.441 2.544 1.000 1.000
C18:0 2.664 2.684 1.000 0.999
C18:1 1539 1.545 1.000 0.999
C18:2 1.105 1.090 1.000 0.999
C18:3 0.478 0.475 1.000 0.999
EREFYUITL— 3V (20~100 mg/kg)
= R?
FAME &) D—ORVF FE D—ORVF
C16:0 4.962 3.127 0.985 1.000
C17:0 4777 2.606 0.985 1.000
C18:0 4815 2.840 0.985 1.000
C18:1 2510 1.653 0.985 1.000
C18:2 1713 1.184 0.984 0.999
C18:3 0.705 0516 0.983 0.999

C18:2 BK U C18:3 FAME DFEC L 2ERERERE R2 OR/NEH

0.985 ZiEfz LE B Ao

10

FINVFTIRA
%108

30
26 Scan TIC
22
18
14
10
6

2 M

22 24 26 28 30 32 34 36 38 40 42 44 46 48 %

VAP
x10°

SIMTIC

44 46 48 5

7. Agilent D—O R FTHELIHZHE 5 mg/kg D FAME h'E 3
N3y v MY 7LD 585N SIM/SCAN GC/MS F—%



FHET IV NI=IRIFICKD

B JIVaLIEDELER

Jrzw MEABICSEND FAME DD DREMIE GC/MS
SIM/SCAN 20X IS LZR T ICRLET . FEITHIEL
feyxy MRBLE Agilent D—IOXYFTRILEBLEY TV
MEIDODBEROLRZER 10, 11, BKRU 12ICRLET,
2ty FOEYUTIVT. FAMERSEEDEDIRUBEE ) &
StE U, IP585 XV v RTRBIS NIk E B ULE Ui, D
BUBER. BUHICAUEEZERLCRUARNV—FHEU
B IIICDVWTEREBLIE 2 By FOBROEZFIHAUTEE
UTeBEDRIEETY, 5mg/kg D FAME RJ\A I TIl& (F 11).
FEHTRIMIBLIEY Y TILDEDIRUFEEIF IP585 XV v RD
Iz mlcLEBA. LIch>T. CORBRITEMNTT.,. —FH
T, T=IORIFODIXNTDOYVTIVTIE. #EDIRUFBEF X
YV ROAFZEKIBIC EB>TOWE ULE, &5IC. 9=V
FHUYTIVTREBUEERIE. Yo v MRS Y TIVICZINA
2 UTe FAME BZ2HEICKDIEVBDERED E U,

F11. V1w MNRRIC FAME % 5 mg/kg ZJ8A 2 LIz &=, FEICK
DY T)VETIAIEE Agilent D—O XV FICKD Y TIVETHIET
BonfeoiEROLE

Iz v MEEAND 5 mg/kg DRINA T - FHIC K BRI

#=10. Yz v MRBHT FAME %Z 1 mg/kg ZIXA O LTc EEIC, FEIICK
BYVTIVRIMEE Agilent D—I XV FICKD YV TIVERUET
BONEDMHERODLER

Iy MEEAND 1 mg/kg DRINA T — FENIC K DHREGILIE

C16:0 C17:0 C18:0 C18:1 C182 C183 @@=
SF1 08 00 01 03 01 00 13
2 08 00 01 03 01 00 13

gy o 13
r(5t5) 00
r (IP585) 0.7

Jxv MEEAD 1 mg/kg DRINAL T - Agilent T—=IRIF[C KD
AL

C16:0 C17:0 C18:0 C18:1 C18:2 C183 g
S#F1 08 00 01 03 01 00 13
2 07 00 01 03 01 00 12

b ) 13
r(5t8) 0.1
r (IP585) 0.7

F12. I v MARHC FAME 7Z 40 mg/kg /XA T Ufc EEIC, FHIC
KBUVTIVEIERE Agilent D—I RV FICKDY VT ILAETLE
THRSNIEDEROLEER

Jxv MEEIND 40 mg/kg DRINA T - FH)IC K DHFINE

C16:0 C17:0 C180 C18:1 C18:2 C183 s C16:0 C17:0 C18:0 C18:1 C182 C183 @&
M1 11 00 03 04 38 12 6.8 1 44 00 17 79 240 41 42.1
M2 05 00 02 09 26 07 49 M2 47 00 18 83 251 43 442

Ty 59 Fy 431
r(5tE) 1.9 r(5t8) 21
r (IP585) 1.4 r (IP585) 7.5

Jxv MEBEAND 5 mg/kg DRINA D — Agilent DT—=IRNVIF[CED
AL

I v MEEIND 40 mg/kg DRINAL D - Agilent T—=IRNVF[CELD
AR

C16:0 C17:0 C18:0 C18:1 C18:2 C183 s C16:0 C17:0 C18:0 C18:1 C18:2 C183 =
M1 05 00 01 09 27 05 47 o1 48 00 18 83 264 42 414
M2 06 00 02 09 27 06 5.0 SF2 43 00 17 79 240 41 39.1

Wy 49 Fy 402
r (5t5) 03 r (5t8) 23
r (IP585) 1.3 r (IP585) 7.1

"



=
s

IP585 GC/MS XV v RZEERALTY v MAKIFOD FAME Z 8l
EUlc&ETD. Agilent T—IXVFE, FrUTL—23a VR
FUF—REGVTIVORNEZELLBEETED I EDD
MO UI, LEROBER. EREICHEDY VTV EHEZ i
(SRS DHED S DFENICKDINIETIE. BNICOIHER
ZFHONE LW EBDODEI LI, 2O7TUT—Y 3
/J—bhTlE FRNCKDEMEELERULT, D—IXYFHER
BHICEBNICMREZERRTCEDEZETRLE L, TD—IRY
FEERTDE. BAMZDOERT 5 & TRIBFR—BDEREE
b, RREOFEHED 107D 1 [CEDF LI,

BE3

1. “IP585/10 “Determination of fatty acid methyl esters
(FAME), derived from bio-diesel fuel, in aviation turbine fuel —
GC-MS with selective ion monitoring/scan detection
method” , The Energy Institute, London, UK.

2. “GC/MS Analysis of Trace Fatty Acid Methyl Esters (FAME)
in Jet Fuel Using Energy Institute Method IP585" , James D.
McCurry, Agilent Technologies, Agilent Publication Number
5990-6974EN, November 10, 2011.

3. [BatEnet Y JILAMEIC KD T —5 mEDmE k]
Rebecca Veeneman and Dale Synder, 7 YL FERIES
5990-6874JAJP, December 2, 2010.
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AYw N EN14105:2011 Z{EHU T
N1 ZF5 1« —E)b GC DRICHNTD
Agilent 7696A Y 2 JLEiiLMED — o
NIFICEDT T ILaiEDEEME

75— 3>/)—k
i)

RIAIET SNz EU XY w R EN14105 [ClE. B100 N1 A F s —EILICEFENZTUE
O—JLIEHMED GC DICERT 2EES KUYV TIVICDWVT., FEITORINIEF
JEDEEH SN TVET . CNICIFERDRAT v TEBHELFIEBHNZSEFNTVETH,.
Agilent 7696A B T )VRTMUED —OXR VY FZFERT D EICKD. TDAYV Y RICH
(FREESXUOT Y TILOFLEZBEIL T 2 EERKIC. ABROFERESZYED
REZEEZ 102D 1 FTTHIRTDCENTEF UL, T—IXRYF TRIMIE UTAZZEED
FrUTL—YaVHEERAY Y REHZ EED F U, EROINA AT« —EILY
VIIVDEETIE. XV RDFZEAEL LOSEhHTHUEETY Y 7ILDFI
MBNTEDEHDHDF L.

Agilent Technologies
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FUHIC

EU #RHICEEM T 2ETIE. MEICZFNDERBIUHRI UL
O—)bE. B/ Y, BLKUMNITULEY ROEZRET D
ETBIWONA AT —CILDREZERLTWVWET, HRD
OY RIS T 41— (GC) XV w R, EN14105 [&. TNSDEEY
ZEDBE. TETDEHICHRINIEDEDTY ., DXV Y RIE,
GC DfFIC R EREDI U EO—)L. B/, BLUITUEY
RiIEEDEEYZFEHRLL. BREDY S V/ILEWEERT
B DEMEFIEBOBMEZTRULCVE T, 2011 F(CFMMESE
{b#E4E (CEN) (. GCM4EE. Ut ROESE. BLURFHL
RBEZOLITDEHICTOXAY Y REHETLE UL (1], D7
JUS—2 3> /—RTl&. Agilent 7696A Y > 7 )UaEILED —
IRVFEFARALT., FvUTLU—YaviEZESKUT VT
DOFIEZBENET DA ECDODVTHBEALET.

D—=ORVFE. BEITY Y TIVAUEZEIT S TcHICERETEN
ERT Y R7OVKERTY . COREERIE 2 DD Agilent 7693A 3F
AYT—ZERLUT. 2mL /A 7 ILETEESEDRIFZHZE
LET, SFXSFTBTININIY—R, BESKUYVTILH
2ENBNATIVZE I DD 50 RIY 3y hUAITILE T,
YT RUACE, ORy b7 =L, RILT v I REER—
b BUTIIIER— MOZENET . A F T« —EILDHh
Tld. 9=V F=FERALT. EN14105 XV v RITFEEILTE
ASTM XV v |~ D6584 DY TF)LEILIBZEY) ICITLWER LT
2o D—OXRVFTRMELY Y TILOSHTHERIE. FET
LB LIeY VTILD SESNTCEREAFT L,

F 1. XYV v REN14105:2011 (CERA LT S ALY YV —R EF%

Agilent 7 — 2 X >/ F Easy SamplePrep (ESP) YV 7 b = 77 H'
N=93r7yvTU. FZAHILYU Y- EREZE XD NERNIC
ERATEDRIICHEDF U, ESP 3y VT IVIFIRIEM Z IR
LTWBTced. D—IXRYFOZFFEERT RSvITP7 VR
ROvIT7PA OV FERLT. BV TIVEIEXY v RZETR
[CIBEITDIEDTETT, NYFE—REFLENDHFHULE
EE—RICKD., D—=IRIYFRPEIXRTOY VY TIVICT AT Y
TFOHBONEZRDIRULITOTH S, ROULEICEDZ &
DCTEFT. NyFE—RZEHITDIXV Y RTE. VT
AIRREDERICINA T, BEEREBEREOTEZAIE
[CHIRICEET [3. 4]

K573 E

D=IORIFICEBDENINB F+vUT -3y
EEDRNLIE

TJ—IORXRVFIE. TIW—S42 25uL HRAZA U (p/n
G4513-80241) &= )\w O F D —[C. TIL—SA4 > 500 L HAFA
h/U >3 (p/n G4513-60561) & 7O k4 D —ICEA LT
ULFE U, BEEY YT IVORBMEBICER LT ALY Y —
AZER1ICSRLET, BEIT UL RBERZFLIET BT
FERHULE3IDDODUT7L VAT YUtY RIE. Nu-Chek Prep
(www.nu-chekprep.com) "SBALF Uk, Ty AILUY —
R7Z@ERID 2 mL SEIYNA S XA 7 )b (p/n 5183-2030) [C AT,
FIOYSAZYIETH L (p/n 5060-4682) fT=DRAH U 21—
Fry I ZFERLTCERLE Ul

yvy-2

E1LE]

BI514v

NT5Y
JUt0-IVER
J5 NUF—IVBER
MSTFA

BEITUEY NER
E/JUEU RRT i

EUIY

FrESUGCIL—R
EU I d(Z 0.5 mg/mL
EUIH(T 1 mg/mL
UL

THF AR(Z 2.5 mg/mL
EUI>/(Z 10 mg/mL
#|KIL—R

Sigma Aldrich p/n H9629
Sigma Aldrich p/n 44892-U
p/n 5982-0024

p/n 5190-1407

Nu-Chek Prep
p/n5190-1410

Sigma Aldrich p/n 270970



Agilent ESP VT Dz PZERALTT I ALY Y —AD LA
LA7 D REREL. 1A 7 ILH b DEREPI UV IIN
SA—IBEDYEMEZEIDHTE Uice LA 7D MMZDWT
K2THHAL, B ICRZERLET,

K2 B [CRUBRES KUYV TIVOFHRICERT D Agilent D—IXVYFDT ALY Y—R

YY—2% UVES T EE ) ERDY1T & () A7 IVOFEE
NTEY TEAWLYUY—R RUa—L4 1,000 81~95
JUtO0-IVER TEAWYY—R RUa—L4 1,000 61
JEIVRNIA—IUBR  TZALUY—R RUa—L4 1,000 62

MSTFA TEAILUY—=2 RUz—L4 1,000 63
BEIU Y KSR TEAIYUY—R RUa—L4 1,000 64
E/OUURBURRTEE 5ZAHLUY—Z RUa—L 1,000 65

EuIy TEAIYY—R wUa—L4 500 7

=L T 51~55

O A A (e P [ .-
Trap Rlesouces  WashAw aste Vial Assgrimerd
Delaud Spnge Passmeter:
Rosensce tane: | Fou Symge Seom il ..
Fesource Type  Chasscal Rescusce Wash Viokme L]
Purmp Viokume L}
Use Type: ) ByVokme Drawe Speed [yl mn
Usable Vekane pee Vial L} 1500 3 o St ol e
i Cirawe Niedle Diepth Ditset )
Use Neede Depth Dftset for Diapense
i Vicosty Delay f1}
Aa Gap 1% Synnge Soel
Ovedl % Syange Scel
Fesowce Typo Vil Range: Usage
Chwmcl Retouce nes 1000 pb.
Chermic o Fletoace # 1000 oL
Chemcel Fesouce (= 1000 L.
Cheme o Resouce ] 1000 b
540 Gl ewnde: Solubon Chemc sl Retosce =] 1000 pl.
Morogioende: BT Sid Chemcel Resmace = 1000 L
Pyvcirn Chamical Reouce n 500 0L
gy Vials Evwply Conlars 5 1
o = Close:

1. XY R EN14105 Z{EA UTRES KUY Y T IVEIED e H D

Easy Sample Prep (ESP) VI RO T 7DLAT7 D b



EN14105 XV w RTIF. BERBREZERALTEDODFvUT
L— 3 ViEEZRLET 2AEDHDE T, 4 DDORE(TIE,
RERMERDICHDEFDREEDI U EO—-ILEFUREDA
BEETHD1.23- TV NUF—ILHZENET, BHS—D
DFvUTU—YaMFERLRE. 14T 1—EBILICZEND
INSDOILEYMZRET 2IcHICERTSH 3 DDE/JUEY
ROZENET, EN14105 XV v RTIE, #10 mL DFF v U
TU—2a ViEEZERIURT D chHICERT DFIRICDOVTHEE
FHUTCWET, T—IRVYFTE 2mLINA 7 I)VZERT B
. RUI—LZ10ZD1ICRT—=ILFT VYT DHEDSHD
FI[2le RITlE. INSD5DDFvUTL—Y 3 VIEED
HIBICERT S 31 DRTy TZHIALET . TNIXIRER
RTH DI, FEOFBRLUERICIK ESP /Ny FE— RZFERALE
BATUR (B2), BEINASANA7IVEFERL. —— R
REFTEY 2 0ICULT. INSDEFEORIVURICAEIFIE
DEESZEHERICTETITHIENEECTT, c5Ic. YUVIRNT
DTVBDFEECLDEU DTREMDH DREZHRT DIcddIC,
BUY—RZRDETHEEICE % OEFEZFERALI Ul

EN14105 F§ B100 )N/ FF s —EILY VT ILD

D= RV FICEKDAINE

EN14105 XYV w RTIl&E. 100 mg DINA AT —EILB VT IL%E
RISINAFZIVICEHEL. YSVLBZTSISNEDSGDET,
D—IOXRVFOY 2 TIVERBEDZ T —)LH 10 5D 1 [CHIE
INfered. 2 ml OFENRASRINA ZIVICEGTELIEY Y TIL
[FHTFH 10 mg TUT, (EERFEDEWVc, T—IXRVYFT
FHVTIVOBEETERRTEET B, 0mgDINAF T4 —F
VDT EFIEEICHEF D, TvRYRILTIUT7 UV REE
BEEXYS (10~100 ul) ZERAL TV TV EEEULE UL,
10mg DINA AT 4 —EILDEEIF. NS5uL DINAFF 41—
IWZERSAEEZD 2 L BEINA S ZINA P IVICFETER Y
Fa4VIU. BBIEWV0.01 mg DEMIFETCEERSLRI D&
TITLWE LT,

K3 XYy REN14105 DF v U TU—Y 3 ViZEZEFUET BIcHICERTET—IRIYF AV Y R

=—FRILiFE
J—IRIF WMEIEE HhhEE AJtvybh il iB7EiE
ZAFvT [CEBDIMIE  SHEE yyyy (pL/min)  (pL/min)  (mm) FEEEE) %
1 B 5uLDTI Y NUA—ILTY U VY% 3E 25 yL 250 1,000 0
2~6 =yl suL DT H_Jz“—)lﬂ&gl A7) 25 oL 250 1,000 0 ) :
10203, 4 51
7 o= FTEBEATYUY IR 25 pL 250 1,000 0
8 e 5uL DT UEO—VRRTY U VI % 25 pL 250 1,000 0
9 & TuL U EO—VREEZINA 7V 1 [T 25 pL 250 1,000 0 2 5
10 & 4uL DT UEO—VEREZINA 7L 21T 25 pL 250 1,000 0 2 5
1 B 7L YU EO—)VE#E=ZEZINA 7L 3 (T 25 pL 250 1,000 0 2 5
12 & 10 uL DFUEO—VEREZINA 7L 4 (T 25 L 250 1,000 0 2 5
13 B 5uLDE/J Ut RRTEERZENATIU5IC 25 L 250 1,000 0 2 5
14 B 20 uL DIBES U Y REENATPILE I 25 uL 250 1,000 0 2 5
15 Em 0L DEY I EZENAT)L5 (S 25 pL 250 1,000 0 2 5
16 i EEAEATYUYYE 3O 25 L 250 1,000 0
17~21 & 15uL D MSTFA ZZ2/)\A 7JL 1. 2. 3, 4. 5IC 254l 250 1,000 0 2 5
22~26 BE ZZ)\A 7)1, 2. 3. 4. 5% 2500 RPM T
15 ¥/
2 154 15 9/
28~32 & 800 L DANTHUHERINA 7))L, 20 3. 4 5IC  500pL 1,250 5,000 0 2 5
33~37 RS ZZ\A 7)1, 2. 3. 4 57% 2500 RPM T

15 M



Setup Method
Aglent 76964 Sample Frep Method  Agient TEIEA Configuration

X

[] Process inBatch Mode

Wergion 31,260

Sheps

1. %fash with 5 pL of Butanetnol Sokubon 3 imes ot Back Tower

2. Add £l of Butaneticl Sclution to Standard 1 al Back Tower wash:
3. A4dd £ ul of Butanetiol Sclution to Standaed 2 al Back Tower

4. hdd 8 ol of Butanaeticl Solution to Standaed 3 al Back Tower

5 Add € L of Butzneticl Seltion to Standad 4 8t Back Tower

B Add £ L of Butanatiic Seluticn to RT Standsed a1 Back Towe

7. %ashwith 5 pL of Back Sobvent 4 1 times at Back Tower

2. Wash with § pL of Glycerod Slock 1 times 2t Back Tower

9. dd 1 ol of Glycerol Stock toStandard 1 2t Back Tower

10. 28d 4 ul. of Gleetol Steck 1o Slandard 2 2t Back Tower

1. Acd 7 ul. of Gleowsl Steck 10 Slandad 3 st Back Tower

12 Add 10 ul of Ghveerol $lock ta Standad 4 at Back Towes

13 Add 5 ul of Monogvcendes BT Std to AT Standard at Back Towe
14 Add 20 ul of 51d Glycendes Solution by AT Standand at Back Tows
15, Add 20 ul of Pyidine to RT Standad ot Back Tower [washes, pun

16 Wash vth 5L of Back Sobvert 4 3 lines ot Back T ovwei
ﬁf j’ 17. Add 15 ul of MSFTA lo Standaid T ak Back Touwet (wathes, purg:

Actians
W @ G 2 P 0 7
Add Bl Heat nlalt Flag &t tesdl Mlewe Ylath
Plrogeam
PR G/ G/ G/
1. Wash 2. Add 3 Add 4 Add 5. Add 6. #dd 7.Wazh

18, Add 15 ul of MSFTA to Standad 2 at Back Tower
19, Add 15 ul of MSFTA 1o Standand 3 at Back Tower
20. 434 15 ul of MSFTA 10 Standand 4 at Back Tower

I 21, 884 20 ul of MSFTA 10 RT Standand at Back Toweer
22 M Standaid 1 81 2500 RPM foi Qe 15 sec

23 M Standard 2 ot 2500 BPM for Omin 15 sec

e a7 &7 B/ &7

24 Mix Standard 3 at 2500 BPM Tor O min 15 sec
if ﬁj 25 Mix Standsid 4 51 2500 RPM for O min 15 sec
26 Mix T Stardsid 3l 2500 RFM for 0 min 15 sec

& 'Wath 3. Add 10. Add 11, ddd 12 hdd

27 it o 15 min 0 sec
14. Add 28, Acd 800 L of Heplane to Standerd 1 ot Front Towes [washes, pun

13 Add

I 29, A:dd 300 uL of Heplare to Standard 2 &t Front Towes

30 Add 300 ul of Heplane to Standard 3 &1 Front Towes
31. Add 800 uL of Heplane to Standard 4 51 Front Towe:

32 Acd 800 WL of Heplane to RT Standaed 5t Fronl Towes

i e el Fl @/

18, add 19 Add

i;” ﬁ?’ 33, Mix Staredatd 1 a1 2500 RFM lor 0 o 15 sec
) 4. M Standand 2 ot 2500 BFM lor Omin15 sec
25, Min Standad 2 at 2500 RFM lor O min 15 sec

OO W

26 Wi 6. M

20 Agd 21, Add 36 Mix Srandard 4 &l 2500 BPM Tor D min 15 sec
I 37 Mix BT Stardzid a1 2500 RFM for 0 min 15 sec
£ * ]
8 Ef Avalsble Rescurces Tracked By Use
Resource Name Fesowee Type | Uses/ial ial Flange
2. Vi . Add Emply Contane | 1 51-55

I  Emply Visls

3. Add 32, &dd 33 Miw

34, Mix 35, Mix < >

I Aovalable Resowsces Tiacked By Vohme

35 Mix I7. M

Resourca Nams Resource Type Ulzablie Vioheneffial &

Heptane Chemical Resowee | 10004L
Gl Slock Cheical Resowee 100000
Butareiriol Sohdion Cremical Resowee | 1000 pL
MSFTA Chemical Resowrce 1000l
R R B LI S T P L |
P -
| [iTe | [ app [ Ceneel || Help ]

2. XY w REN14105 BDF v U T — 3 ViZEOFKRLE(CFERY % Easy Sample Prep (ESP) VI RO T 7 XYV w R

EN14105 XV v REDOY VT ILEINEF. —EEDTH > KU
F—IVER. BEITUEY RRER. EUYIY. BKU MSTFA
ZYVTIVISEML T, TMERM LG ZEREMET D EIC
KDOITVET, BIMLT 15 DRICNT IV ZEMATEEL. R
F‘WEHH%‘JL;%@“O D—ORVFICIE 2mL A7 IVZERT S
. BT DFHEOEN 105D 1 FTHIBLE LI TD
ﬂ/j)l/ﬁULEECDXj_-‘yjﬁﬁ 4ICRULET, ESPY T RO
PEERUVTINY FE—RXYV Y RZEERL. FREEYY—X
ZHIRUF Ufeo Ny FE—RXYV Y RZER 3 [CRULE T,

EEDOFRLIEE UV T IVEILEBOmEAICRALY Y —A LA 7D
BRI 5h. ESPY I RNIIPDY— U AF1—7Z&F
BULTEADAY v REREFICETITDIENTEEFT., D
PIU—23av/—bRTlEk. KEHEAFRD B100 /N1 7
T4 —CILORIAIEZ 10 EEDIRL. D—IXNVYFCLDTY
TIVETIBDIEE =5l U Uic,



K4 XYV REN14105 ADINAZ T« —EILDOY U TIVEIHIEZIT S 1ebICT— IRV FHMERT DECDRT v 7

=—RILiFE

D—ORVF WMELEE HHHEE FA7tvbh HESE5
27T ICLBDUMIE  HEE >y (pL/min) (pL/min)  (mm) B3R (%) BFEE%
1 =] SuLDIY Y MUA—=)LTIYUVI% 3 [E 25 L 250 1,000 0
2 B 0L DEY I EEY U TIVIC 25 uL 250 1,000 0 2 5
3 B 8uLDTH Y MUA—=)LEZT > TIVIC 25 uL 250 1,000 0 2 5
4 bENI! 20 uL DEBES YUY RESY U T)UIC 25 uL 250 1,000 0 2 5
5 B 20 uL M MSTFA Z& Y > F)UIC 25 uL 250 1,000 0 2 5
6 BE £Y > 7)L7%& 2,500 PRPM T 15 7R3
7 e 15 538
8 D= 200 L DFEFEBFE ATV IZ 1[0 25 uL 250 1,000 0
9 B 800 yL DNTH v =ZY > T)VIC 500 L 1,250 5,000 0 2 5
10 BE FHY > 7)b% 2,500 RPM T 15 #RS

Setup Method

Aglent 78986, S ample Frep Method | &gilert 76866 Configuration|

[ Impost ][ Export ]

%)

Bt »{ e

Move, 'Walt & BeginGroup  End Group

Retuin
Pragram
1. Wash 2. bdd 3 Add 4, sdd 5. Add

&, Mix 7. Wait 8. Wash 3. Add

ProcessinBatch Mode Wergion 3.1.36.0
Aictiong Steps
: o & - 1. Wash with 5 pL of Back Solvent & 3 times at Back Tower
ﬁi ﬁ' ﬁ r g ? ﬁ 4 E‘:/ 2 &dd 20 ul of Pyridine ta Sample at Back Tower (washes, pumps]
b d - 3. Add 2 ul of Butanebiol Solution to S ample at Back Tower [washes, |
Add Mix Heat Wait Flag as result Move ‘wiash 4. &eld 20 ul of Std Glycerides Salulion to Sample at Back Tower [was

5, Add 200l of M5FTA to Sample at Back Tower [washes, pumps]
6. Mix Sample st 2500 RPM for O min 15 sec

7. Wait for 15 min 0 sec

8. Wash with 200 pl. of Frost Solvent & 1 times at Front T aweer

9. Add 800 uL of Heptane to Sample at Front Tower (washes, pumps)
10 Mix Sample at 2500 RP for O min 15 sec

¢ 3

Available Resources Tracked By Use

Resouice Name Resource Type  Usesfvial Vial Range
Eenpty Vﬁls Ermply Condainer 1 51 55

£ | &
Awailable Resources Tracked By Volume

Resource Name Resource Type Usable VolumeMvial 2
Heptane Chemical Resource 1000 pL

Glycerol Stock Chemical Resource 1000 plL

Bastanetiial Salution . Chenmical Resowce 1000 pL
| MSFTA, | Chemical Resouce | 1000 pl

| T v

;?J P O . T TR P .

( oK

] [ pply ] [ Cancel | [ Help

3. EN14105 DINA A F « — BV FILOEIUIE(CERT D Easy Sample Prep (ESP) VI RO T 7 DINY FE—=RXV W R




D—=IONRIFTRUNEBUEES LU TILD
GC 1R

EN14105:2011 DEHICHEMT D K 3 [C Agilent 7890A S X - O
YIS T (GC) ZHERLUE Ulc. HEE3DEBAL M DRIESRM
ZRLHICRULET, 1L DRIEEELRZYVTIZEIDIY AT A
[C1TEFEAUF Uz, 7890A GC DHFlfH. F—FDNE. T—5
fEFTDZRITIC Agilent OpenLab CDS Chemstation Z{FERALE UTc,

K5 T—IRVFCRIMMEUTAREE DY T)L%E XY v K EN14105:2011
ZERALUTHT BT D Agilent 7890A GC DHERL & RIS

HERDIERL
G3440A Agilent 7890A U —X GC
FTa122 EPC THIHENco—IbA VA5 LEAO
F7vava EPC THIHENcF+ESU FID
G4513A Agilent 7693A ALS
abe RN Select Biodiesel for Glycerides

15 mx 0.32 mm. 0.1 pm (p/n cp9078)
F—=IIAT L Agilent OpenLab CDS Chemstation C.01.03
GC DEMESRT
I—=IVvAVASLFEAO
HIEAEA ANUD L, 11.353 psi
IEBEE 50 °C
BETOTS L F—TVRSYvIE—R
NS LRE AU L, 5ml/min. ERE
NS LRE
58 50 °C T 19
FEL—BM1 15 °C/min T 180 °C & T 0 D REARFF
FmL—h2 7 °C/min T 230 °C =T 0 DEHREF
FELU—bH3 10 °C/min T 370 °C & T 10 RIS

IKERA F {etgitizs 380 °C

faREER

D—=ONRFTHIE LTz EN14105 (E8E

3DDE/JUEY REEZEEITULEYU RODUFTVYaVIA A
Z, UFavIA LMEEDT—FICEDRELE L. &
DoOX MSLZERL ICRULET, 4 DOEELAN)LDT Y

EO-LFrUTL—Ya VRENSKROSNT —5ZFERAL
TOULO—-ILOREREERLE Ulce CORERZERS C
RUET . COREROHERIRENS 1.000 TH D, EN14105 X
Vv ROBETHD 09 ZiEmlcLTVERT,

£/-C181(1S)
15.813%
E/-C16:0(19) E/-C180(8)
pA L U3k | 160885
700 /
600
500
4005 £./-C19(15) gggg%s)
T govruz—s) 1691753 ;
] 5197 % M /
300 N RU-C57 (1S)
E 317304
200
100
1] |
[ e e —
0 5 10 15 20 25 30 %

4. 9—=ORVFEERAVCRRUELIEUT V2 a2y 54 LMFEICKLD
BEE. 3DDE/JTUtY RDIFH. 4 DOABIEE (TF MU
F—IJb. €/-C19, T-C38, ~U-C57) BIDEEMICIMAF Lo

0.70

FUY D = (0.9943 * EREL) _0.0004
| A8 1.000
0.60 50 m

0.50
0.40

0.30

FIUV RO

EEL

5 J—ONRYFTRIUELTC 4 DDF v U TL— a VRENBES
N —5ZERUTER UIc J U E0—ILDIREIR. 1HEERE
[&. EN14105 XV v RTR$HS5ND 0.9 DIEZEBITNE T,



D—ORYFTaELT: B100 X1 F 57« —EIb
I

D—ONRIFTRELE 1 DOUVTILDo0ON IS5 LE 10
BOYT7ILo0ONY IS LDEREEZR 6 [CRLET. E
RETHKRRUL10EO O MNSLR. UFVYavsyA( A
EE—IREOVFND 1 DO-OX IS LERFRFE—-TY,
COfERIF. FY VTN ZERECRNETED DIV F
DEENZTRULTCWVWET, B7IC4 DOEEEFHZFHFMICRULE
9. INSOHZOY RIS LH, T—INVFTERUELTZ 10
BDINAFFT 4 =BTV TIVEEREELIHDT. F&h
EA—DERZRLTVWET, JUtO—-ILEE/TUEYU R
DEFHTIF. BESNE—IREITIHEESN. HETNTL
FI. IBRUMIITULRY ROFEETIE. MILT DFEETE
HURIRTOE—IHEEEN., ITUEY RFRFRIUT
UtY RELTRESNET,

BIRMISHERZTESR T DR1(C. ASAMEEDOIY bO—)L%EST
BEIANENHDFT, TOIY RO—JbIE. I-038 ALREL
& MU-C57 AEBIZEDER INERRE (RRF) ZEtE I DT &ICK
DRELFT. FUTUEY RZEERICHEHT DICIE. RRFH
18 RBTHIFNEFEDFEA, X6 ITRTLDIC. D—IXRY
FTRIBUEEY VTIVIE. COAS LMD vO—)b
DFEE=ZEmELTVE U,

E/JUEBURD  ys5ywURD
pA- TR SEd

JUt0—-ILD

6. LD OY RIS AL, Agilent D—I RV F7ZERUCTRIIE LT
B100 BTl 1 @HHLIcBDTY, JUtEO—ILBKIUITY
Y FOBEERFZRCTRULE T, TOI/OV RIS LK. T—
IRVFEFERUCHELIZ 10 DYV TV EEREE LIcH
DTY

JUtO0-ILOfEE T/JVEVROERE

THYRUF—)L(IS) E/-C19(1)

E/-C181. 2. 3
JutO—-)b E/-C16:0

l-1‘:_/-018:0
A L U

R e AR REE R AR EERE SRS
42 44 46 48 50 52 54 56

14 145 15 155 16 165 17

JIVEYROEE rUIUEY RDMEEE

2.C38(IS) ~U-57(1S)

.
——

—_— N

R A e e e e et

24 245 25 255 26 265

29 295 30 305 31 315 32
1.4 DOEEBEFHDIEAR., IN5OIOY SIS AlE. Agilent D—

IRYFEFERUCRUBLIC 10 DY Y TV EZEREE LIcH
DTY

xR 6. ASLMEDOIY FO—ILINSX—%

Y7 Apicss’Mpicss  Awics7”Mrics7  RRF
SRMO1 24.4 16.5 15
SRM02 24.4 16.4 15
SRMO03 24.4 16.4 15
SRM04 24.4 16.4 15
SRMO05 245 16.5 15
SRMO06 24.6 16.5 15
SRMO07 245 16.0 15
SRM08 24.9 16.0 1.6
SRMO09 24.9 16.0 1.6
SRM10 25.0 16.2 15

ASLMREOIY FO—JLELT, J-038 S&U hU-Ch7 RAEBIRE
DI HEFREL (RRF) (& 1.8 R CHEIFNEED T B, T—IRY
FCTHRUELZ 10 B RXTDINA T 4 —EBILT U TIVIEZ D2
ZialcUCWET (A= E—JHEE. M={tEYDEE)



JUt0—-ILOF+UITL—yarvsLUASLMEIY ~
O—ILOEEEEZ UTVDIRET, o U tw0O0—)b. /.
I, NFURY RBRUHRIUEO—-ILE, D—IXRIFT
BB UL WEDNAF T« —EILT Y FILICDWVWTER L
Fllco INSDERERTICRULET, BHPICDOVTEHE
UTEIRLY RSD h'5. INSD 10 BDRIERZER TENICRED
BoNTVBDTEDDNDFET, EN14105:2011 XV w RICIE,
1 ADI—Y—DREEICINA TEHD S RETOREICDNT
bEEELDBDFIT, CO7P7TUT—Y3 Y /—RTlE. 1 AD
A—H—0DFERTHD, TNZEXY Y ROBEELLERULED,

1 ADI—Y—DBERFEDIRURBE () EBMEENET. &b
RUFBEIR. BUEBTEAUTA MY TIVZEERL, @BUS
NU—=FICL>TESNE2DDTAMERDEWNTT,
EN14105 XV v RICIE. YV TIVTARETNDZHD DIED IR
URBEDEE N DD FT. CNZERAVBEIC. RBEDKEL)
2 DDHFEER SRM01 BK U SRM10 EFEARLE Ui, YV TILD
ZRERDOEDEEZED . XV v RTROHNDR/INDEE
H®UFELUR, B8 ICRTKRIIC. T—IXRNYFEFERLTHI
MEBULEYVTIVE. EESNEIRNTDOREZICDOVNTAY Y
RD#g IR UBEREDERZE B LU TVET,

K 7. Agilent D—I RV FZERLU TRILEUTZ 10 {ED B100 )\A Z T« —EILDDHTHER

$UTNO ER%
$YUTI & (mg) BEMSUEO-L E/OULRBUE  YSURUE MUSURUK  @5UtO—N
SRMOT 1090 0.016 039 014 019 0.156
SRM02 1040 0017 0.39 0.14 0.19 0.157
SRM03 1063 0017 0.39 0.14 0.19 0.157
SRM04 9.59 0017 0.39 0.14 0.19 0.157
SRMO5 1112 0017 0.39 0.14 0.19 0.157
SRMO6 993 0017 0.39 0.14 0.19 0.157
SRMO7 1046 0017 0.39 0.14 0.19 0.157
SRM08 9.66 0017 0.39 0.14 0.19 0.157
SRMO9 9.74 0.017 039 0.14 0.19 0.157
SRM10 10.01 0.017 039 0.14 019 0.157
Ty 0.017 0.39 0.14 0.19 0.157
R 0.000 0.00 0.00 0.00 0.000
RSD 1871% 0.00% 0.00% 0.00% 0.202%

& 8. Agilent D—I RV FZFER U CHRME LT 2 D B100 N1 74T « —EBILY Y TILOEDIRUIBE (1) TRUEDTHEE. SHODEDIRUIE

E (rcalc) [& EN14105:2011 XV v RODEEE (r spec) Zlc LTWLE T,

BE%
oI EEIUEO—-IL EJOUERUFR JIUEUR rUSUEUR #Jsuto—-
SRMO1 0.016 0.39 0.14 0.19 0.156
SRM10 0.017 0.39 0.14 0.19 0.157
r calc 0.001 0.00 0.00 0.00 0.001
r spec 0.003 0.04 0.02 0.02 0.020



=
s

ETE NIz EU XV w K EN14105:2011 [CfED T, Agilent 7696A
D—=IORVFRINAFT 4« —EIVICEFENDTU O3k
MED GC AFARES LYY TILOBERINIEZREER <
FTCTEBDTENDMD I Uco T—IXRVYFIE2mLINA7 )L
ZERAT DIch. EN14105 OFBUMED AT —ILH 10 3D 1 FT
WA ULEUC, CORER. CODMZERTI DROHFEDIR
ROREHID . EESNDEFYMEOENRILE U, 77
NYFTHREBUcF v UTU—2 a ViRER, TOXV Y R
[CRDERESNICINTOMBEREERLE LI, T—IN
VFEERULTINAF T« —EBILY 2V TIVORIILIEZ 10 E#ED
BUfeETS. GCAMICKDIERIE ENT4105 XV v ROEH
ZHBADEDHTEVEEZTRULE U,

BE N

1. DIN EN14105:2011-07 “Fat and oil derivatives — Fatty Acid
Methyl Esters (FAME) — Determination of free and total glycerol
and mono-, di-, and triglyceride contents” , European
Committee for Standardization, Management Centre: Avenue
Marnix 17: B-1000 Brussels.
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Agilent 7696A
BB —IN)F RN
IR DI-HDBEIV—-20T v T

7IJUo—3v /—b

BEY > 7)UAjLE

KUY T IV DS (SRIEKFH) DRIETIE. RRHHHEIC Florisil ZAWT
HEHRDIU—27y TZ{TL). GC-FID THHTULE T . Agilent 7696A > J
VBB D — IRV F AT L& EZE. RBBEROY 2V TIVORKED
V=27 v T ZBEETEX Y, INHEN Z520 -7y JIRIEFED
HTHENICTSENTE, e, IVHEZICEAULTEFEVEIREEEN
TEBIRMENMGONET T, MERODDHTICIE GC-FID ZEALE T, LTM (KBS
8) VAT LZAV GC EDEFEDEICLID. GRIL—Tv hOBEEHX
YV RDPRIELET,

Agilent Technologies


http://www.chem-agilent.com/

FUHIC

T« —BIVHWEBRIEEDRIEKES 1 IVICKDERIRES
&, GC-FID ZAWVWTCAIEESNE T, TOXV Y RIE. &
EKFEZAIA VT v IR (HOI). Sl FIcIF2EMRRK
{bK=R (TPH) DRIEICBRAVLSN, RIEZFICHIFDdBo &
BEELG TV TUT—3VDUEDTT . KUYV T LD
WIBTIE, BIZIEANFT VDK SEFHR 36 °C~69 °C D
4 (BRAEKER) BIRIC K DRBHIL (LLE) DS FE T, R
(T, HEBRZHRES NU D LTEHKSEBIZ&., Florisil Z8

gIET, BEEVOEEEYEZREYHL SREL T,

YUTINWEIU—=UTF v TLET. Z0%. HMERICN, /I
A7 RE T TREHE (F72(F Kuderna-Danish 2 fEiEE = Fl)
A) U. GC-FID THHULET (11,

WEROAHSLoOX MIST 4 —PEBMHORDDICS
BUEEE (d-SPE) ZARVLWNIE., JYU—27 v TFIEZRS
{ETDTENTEXT, d-SPE TlF. PEDRERZY T
WISHEMULET . Y hU Y IR (CDBETIE LLE THHH
SNEEEEYE) BIEAIICES L. BRI SHRESNE
To U7 v TOHERZEFDHDICHICIE. d-SPE DEIIC
HMERZRKSEDREDSD XY,

ZD%. fhHE%E GC-FID THOWMULET, —RICIF. K
EDEWN10~30m A5 LZERALE T, oG 30 5
IFETT, WETIK. LTM (BRASE) 77 ./0J—ZFH0nN
F. BTIWAI—Ty SHRIBICALT ST ENEFES
ncTuVxEd (2],

CD7TUr— 3y /)— KTl Agilent 7696 Y2 F)LAE]

WMIBD—IORVFERAWNTC. RIEKFEFAINAVT VIR
DAHAY Y RDS5. BRAKBLUDHERBHFIEZ S

LT DTEZERNULET . D—IXVFZERT BHEIIC,

LLE TESNcHERZ, 1~15mL FEICEBLET (O—
FU—T)URL—5—P® N, HRIFEZEH). TDE. bk
FRIUDLZEFOFRELA— MY TSINAT7ILZRAN
T, EfEUCHERZFRKEEE T, HiULT. Florisil ZFTiE
UIeAZILTOU—07 v TZITVE T . RENICES
nrepEEz. M 72/ 0J—ZRVLcEE GC-FID TH
mLET,

RERFE

(EPME ERRER
SAADIHY Y TIE LT, 7o —LILHE RO 111

EBEY (Y oOANFY B THE 5000 pyg/mL. cat no 31630,

Restek. N)LT7#27. KE) ZHERAHULFE Uz, C10~C40 D
BEOD n-7I)VHVIEEYE (NFY PR TEH 50 yg/mL. cat
no 31678, Restek) . BIRMEHERICAVE U,

AT 7Y VEEZXT 77U (cat no 31860, Restek) ZFALYT. IS0
9377 XV v ROEEHE K> e o U—2 7 v TFIBDMHEEE
EERLFE U, 7EbhYZAEE LT 2,000 pg/mL [CED K
SICAEULF U,

INSDRA Y TBRNS. Fn-F LAY 5ng/uL EXT7
UVEBAT7UIL 80 ng/uL ZZBF v U T L—Y a Viak
EANFUUTHREULEI U, Ffe. 80H 400 ng/uL EXFT 7
UVBAT7UIL 80 ng/pL ZZBF vV T L—Y a3 Viak
ENFUUTHELFUR.

A MYV IBRHS., PEhVZEBEREICHWT 2EED /N
A UBRZEEBUEUIC. F1ORINA IBRICIE. &n-
PILAY 50 ug EXFT T YU VEERXT 7 UL 800 pg DS
NTWET. F2DR/\AIFR&ICIE. #55H 4,000 uyg &R
FFPYUVEERT 77U 800 pg HBNRINENTVERT, DR
INA O78RZKY TV 900 mL IS;RIMUL. NFH > 50 mL
THHUE UTco TurboVap ZAHWT, NFY VHHERZER
[CLED 10mLICERULE L, RERMEOEINEZR 100 %
ERETDE. AFUVHER 10 mLBHDEERFF DT
L—y3avBAREBUICKEDERYT, COHMBRERZEHDIN
ATZIVICTIF. 7696 D—IOXUF XY v ROBIRMH Rz
TWE L.

FOKTRES T U DL (ACS ZJ L— R, catno 23,931-3. Sigma-
Aldrich. R4 VI\A L. RAY) ZAWVWT, NFYUHH
REFKESEE Ulco U—27 v THORESICIE Florisil
(cat no 03286-100G-F. Fluka. Sigma-Aldrich) Z{FBHUZE U,
Na,S0, & Florisil FLVFNE. F 140 °C T—REAMNEAL %
0% FalS

FF. MBS MU DL 20 mg (2 mg) & 1.5 mL ZEINZE/N
A7IVICIAF Ulco TDINA 7 )VIE Dry ESXNILLEFET,
BID 1.5-mL FEINER) A 7 )VICIE. Florisil 30 mg (+ 2 mg)
ZMAE U TDINA T IUIE Clean-up ESRNIVULE T,
IRCDINAPIICRIY 2a—F vy TITEZL. WEZ
BAEF Ul

Y JIVaiLE

KUV TIVDANFH VR Z 1.5 mL SEURER/N1 7)VIC
AN (Sample ESXNIVULET). T—IXRYFD MUAICE
BULF U, KRBT MU DL 20mg ZZ Dry /N1 7
JU) &. Florisil 30 mg Z= O Clean-up /X1 77)U. 200 pL -1~/
Y— 2B ATCZD/NA 7))L (Final ESNILLET) B AU
AICEELFX UT,

JOY MY D—(C500 ppL UV, Ny 5T —(C 250 pL
VI EFRBELF U, YU VIRERICIEANFY U ZR
WE Ul

7696 D—ONRIFDUY—AUVAT7O MIZR 1 ICRULE

9 Dry. Clean-up. Final N\ 7 )LDEBMNEHD RIRENT
WEY,



Tray Resources | Tumet Resources

1. Agilent 7696 Y > JILERUED —IRXYFDYUY—AL AT D b

CDT—=IRIFXVy REeFLEDDE. UTFOKIICE

olelelel | (olelel I 0000
OC000®e ooCee 0000
00000 o0OCee 0000
00000 ooCee 0000
00000 ooOoCee 00000
00000 ooOCee 00000
C000O® (oJoJo) Y 0000«
00000 o0OCee 00O0C
00000 | 00000 000
oooo% 000@® | 00C
141 91 51 41
Vial Range: 51-80
45 Add l)( Remaove [ =  Replace
Color  Name ResourceType Vial Range Usage
EmptyContainer | 51-70 1
EmptyContainer | 71-30 1
EmptyContainer | 51-110 1

DET (VY RZEXF. IXV M7 Cic#).

1.

70 %9 —"T Sample 500 pL %Z Dry [CiFM
(HHEARD 7Y I— bR N D AIZEN)

Dry & 1 3RS

(2,000 rpm. WAM@. 4¥F . 1#F D)
CEEICKD. OV TILENERIZ T (CiEfEE.
KDZEBRE)

INY 9% —T Dry 350 pL % Clean-up [iFRN
(BRI AR D 7 1) J— 7% Florisil (Z37500)

Clean-up Z# 1 7ERES

(2,000 rpm. WAM@. 4F¥A . 1#F D)
CEAICKD. U TILEWESRIZ 9 (CEmS .
Y E ZBRE)

INw 9 49"J—T Clean-up 150 pL % Final [Ci3R0
(OU—27w T&DH &%z GC-FID 247D

I\ 7 )LICFEE))

Final [C$ERT ST EILTH

(BRI T U/ \A 7 )LIDRIBZ TR

AR AR

IHICIE Agilent 7890 GC Y AT LZEFERULEF LI, D GC
[&. SSL:EAO. LIMII A—T > R7. FID ZEHLTWLFE
o PDEEICIF 032 mm x 10 m. 0.10 pm DB-5HT A5 L (BT
&S 123-5701LTM) Z{ERULZE LT,

DRFHEZER T ICTEDTVET (2] BBR).

= 1. DRH
EA Tple AT7YUw MU (IN\—IRAEIERT 0.4 43)
3B0°C ATV Y NRTUY NUASAF
(BURES 5183-4647)
FvU7 ANUD L, 9ml/min JVAY Y ~TJO—
GCA—TVRE 340 °C —%&
LT™M 40 °C (0.5 min) — 200 °C/min —240 °C
—100 °C/min —340 °C (0.5 min)
DA 3 5
FID 340 °C. H, 40 mL/min, ZEST 400 mL/min
EREES

KO T IVhEHDAEDRIIDFIEG. FHRMHTT . —
RIS, BRSO mL (NFU V) ZEVWTKEDY )L (900
mL) ZHEUE T, COFIEIFEHEMETERL S, ERD
FETITVWET, Z0%. BSNcHERZERLET (B
Z 1. Zymark & TurboVap ZEHWVWCERTEBRIEFT).
U YT (1~2mL) Z 2mLA— I TSINA4 7
WICBULIEIE. BDDIIE. 7696 U JILEILEDT —2o
RUFHLEULET,

Agilent 7696 Y > J)VRILIED — O XV FTITOND YT
VAT FIEZE 2 [CRUE T RIYIDAT W TITlE. A
FUHUHMERDO7 Y I— MZEHRES MU DLTHAKESEE
T MEBDKTBRODIV—UT v TOMEZEETEED
Teth. CDARTYTRBREREBEDETT . TOH. BIKHMHRD
7Y 3d— 7%, Florisil ZAN2INA 7 )VICEBULE T, Florisil
MREA&. 140 °C TEME(ES B, REB T DKERET D4
BNHOET . Ffo. HER/I\ROD Florisil DEZHEERT D
TeHDHBRBHRMEUE Ule, ERAED 20 mg KiaDIHE(F.
TREIOU—T7 v THERHFONFTEATUR, Rif%
HT 30 mg (£ 2 mg) WEHLFETHDEHIMTLE LT,



Florisil iR =B Ulctd. 77U I—RrZEZEDINA7IVIC
BULET (200-pL 1 P — hEfE). CDHMHRZ SR GC-
FID THMMUE T, I\ 7ILICIFHEBR 150 pL XA D> TW
B, BECIHEUT, TOXV Y REXEFAEHFED
BT EHTEFT,

70V bh59— Nyo5I— Nyo59—
500 L ZBLT 350 uL EBL 150 L %89
BE TR&A

P Y

$o7b 1m.  Na,S0,20mg Florisil 30 mg
(LLE #(TRBLIcmER)
2mLI\17 )b 1.5 mL EEUEE/ A 7 )L 2mL I\ 7 )b,
200 pl 1 > — NEEf
=Sample =Dry =Clean-up =Final

2. T—IORIFTDERATYICBIFD 2mL N4 7 ILDEE
1. BB ONFY R
2. Na,S0, ~NDHHBRDBEN % (BiK)
3. Florisil ~NDMHERDIEENIE
4. REHHR

HvAY VY JIVTESNIERFRNLEIOY NI SLZE 3T
mUEYT, ERIE. BiK - U= 7w T=RTOTOELY
V7IU (MRS 400 yg/mL) AASESNEIOY NI S A
ZRUTVWETY, ATV TIVICE. —EE2EDAT 7Y VEg
ZAF 7 UL (&P 80 pg/mL) BSEIMENTVET, <D
&Y (KDBEDEVY MU v o ZDEMEIE UTHER)
[&. CBRIBRTAHLET,

BiK - V=27 w T T oYV T (B LIFE 3 EX
ERIURE) TESNIOX S L%ZR 3 FRICRLT
WET, EGRICHULCRUZETOT 71 ILHE5SNTL
BDTENHSHICONDERT . ATFZUVEIT7UIVIE.
FEAE (E—JEBEDRK - JU—27 vy TUTOIEVLWY
V7LD b % Kii) RESNTVE T,

BIRMZFHE T Bfcsd. NFYUARICTILAY (5ug/mL) &
AFTTYUVEBATTUIL (80 pg/mL) ZZE 6 DOY VTV
(C. Agilent 7696 D—I XY F XY w REBEALE Ufc. &
21C. ADDnZIWVAYVBRUTARAT 7Y VEATT7YILD
E—JEBZRLULTWVE T, RSD (FHIRR 1 % AIETULL
(C40 (& 2.5 %)o BEINE (BiK - JU—2TF v T &{TolEYY
TIWET>TLWEWS Y TILOE—JEREL) (& 80 % Z Lk
BIOEXUCe AT FYVERT 7 U)LOEINEL 1.9 % (n=6
DFHI) T, 5% ZRELTFERIDF LTz

R2n-TIVAVBRURAT 7Y VEBAT7YUILOE—IEROBRYE
(n=6) & Bk - JU—27 v TOBREXLE UicEINE

Y RSD ERE
3=t VAKX SD (%) (%)
C10 58.1 0542 093 99.6
€20 62.7 0612 097 99.8
€30 60.4 0.656 1.0 101.1
ZAFFUVERFTUI 160 2792 (175) 19
c40 50.5 1293 256 86.4



VARV _
7500000
7000000
6500000
6000000
5500000
5000000
4500000
4000000
3500000
3000000
2500000
2000000
1500000
1000000

500000
0

VRIKYZ_

7500000
7000000
6500000
6000000
5500000
5000000
4500000 4
4000000 4
3500000
3000000 4
2500000
2000000
1500000
1000000
500000

0

<) AFTPUVBATTUIL
BiK - SU—=27w THi /4% )b: 05-MIN OIL_NO FLORISIL_2.D\FID1B.ch
T T T T T T T T T T
0.80 1.00 1.20 1.40 1.60 1.80 2.00 2.20 240 260 B
D—IXRIF(CKD 24%)L: 06-MIN OIL_3.D\FID1B.ch
BiXK - SU—27w Tt
ATFT7UVEBATT7UI

v —
0.80 1.00 1.20 1.40

T T T T T T T T T T T T T
1.60 1.80 2.00 2.20 2.40 260 BER

3. BHBRA A 400 ng/pL ERFTFUVEEZ T U )L 80 ng/pL @ GC-FID 2707 bI S Lo EB: AFHVMEYIORK - IU—27w Tl
T : Agilent 7696 B> FILAMED — IRV F VX T LITKBNF Y VHMBEYDIEK - JU—27 v T



S (400 pg/mL) ERTFYUVERRAT 7 U (80 ug/mL) %z
SONFUVHBAET. BU LD ICERMEE EURERZ 5T
LEU, BRZERIICETEDFT,

CDTF—FF. SivHE—o DEBNOBRMENEAENI(CE
DHTENTWVND RSD<1%) T&E. RFFUVBATT
UILDZIEREMICERESNTWVDS (FEEINE =23 %, DOF
b 5% K CEZBSHDICULTVET,, FHEDDEINER
(&, 95% = LB D FE Ul (BHEME : 80 % < EUNE < 110 %).

KR I IHBRORT 77U VERAT7U)LOE—IEEOBRME (n=10)
& Bk - U= 7y TOEEZENE UcEIRE

E—JmiE EIURER (%)
277U VE AFFUVE
i AFFUIL  Hih AF7Ulb
ls . I)—=
Hjﬁf{j 7%5 ~9342.0 895.4
1 9760.9 20.6 1045 23
2 9745 4 20.6 104.3 23
3 9602.1 19.7 102.8 22
4 9839.3 16.4 105.3 18
5 98418 23.0 105.3 26
6 97045 18.1 1039 20
7 9800.4 16.6 104.9 18
8 9745.4 23.0 104.3 26
9 9735.6 19.6 104.2 22
10 9658.4 31.6 103.4 35
Ty 9743.4 209 104.3 23
FERE 754 0.8
RSD (%) 0.77 0.77

=
PaEf

Agilent 7696A U J)VEILED — IRV F U AT LZERAN
T, KUV TIVREGHORAEICSIF D7 EERME S U —
VTP TIRXYy REEBELE Ul BRIHICKDNF
YUMEMERKSE. JU-27 v TULER U, B5N K
R % GC-FID THHULE LT,

COXYVy RTIR. IGHEDICBSVTEVEINREEN
BRUDFESNDEAFIC. JU—UT7 v THEDHTH
EW(CTOTENTEFT . LTM (BEBSE) GC EDEHE
hEICKD. BRIL—T vy bOXVy RHRIBLE T,

SEH

1. International standard ISO 9377-2, Water Quality,
Determination of hydrocarbon oil index, part 2: Method using
solvent extraction and gas chromatography, 2000.

2. F David, K. Jacq and R.L. Firor, Agilent LTM Il (Low Thermal
Mass : BB E) Y AT LZAWV/\1 AIb—T v NivH
atr. 972011, 7Y LU b -Fo/09—

ERIES 5990-9104JAJP

SHIlIRER

FIVY MRBEEY—EXDFHICOWVWTIE. 7ILV K
MDY TTA ~ www.agilent.com/chem/jp Z CELTEEL,

www.agilent.com/chem/jp
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FEEEENICEUDBEICOVTHIRBESETVREEET,

ANEICEEHOBER. 5. RBARFFFEELICEBESINDIENGEDET,
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Agilent 7696A
B IVl —INY FeBWV
EEifich PCB ¥ B EiER

7IUor—v3av/—hk
B8 > 7 LBTILE

BHEROFEREER . SVhZSCERFEREY S, RUEEET =)L (PCB) 28
DEENRAESNF T, CODWE—RIC. ASLIZOXNIST«—. EEHE
(SPE). ETcldForEIEIHRHE (d-SPE) [T K D#55H&IC. GC-ECD FTzld GC-MS [ KDt
ENFT VUAR(FEMED U ATDRETIE, PCB [CTFHL. DV RT L7&EFR
I BEREMED D DB D DFRESNET T

Agilent 7696A U~ T)VRIRURD — O XV F VX T LICKD. SiOH/H,S0, TRiEEI7Z L)
Te B SPE XV w REBEELE Ulco CDOXY w RTIE. HB7E=RNICHER L.
BLBRMZSD T ENTEXT, GC-ECD. GC-MS. GC-MS/MS LiHFEDLE. T5IC
Ny oI35y yaZzERINE. BERF PCB OIEEEEHEAIEDRREICIED T T,

Agilent Technologies
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FUBHIC

SivH. ZESH. FEl. BEICZFNSRUEBEET =)L (PCB) D
AEG. BESRT—BNICBTHEDNTVNBI—F V7 TUTr—
Y3V TY. FAIOFRR/BRE. SV TIERICKDT N vy
ADKFZRELERT, BRAV Y RF—HRIC. ERkOAS L0
< NS T« —PEREHIE (SPE) ZR—XICUTWE T, FEM (ShH)
& PCB DAIEICIE. #ED SPE XV v ROEASN. FADA—
Uy UBREEINTVET, feEX I EN 12766 Tl BT UH/
7 =4 3R (Si0H-H,S0,/SAX) & U (SiOH) DEFEDEHE
WBNETY, BTV TILEAF T VBERPTH— N v IICEBE
& PCB 73503 h I ICNFTVEEDBITBHUE T, 1BIED
BBV M) WIS E. SPEA—RU I EICEDED [1],

SREMREZAVNE. BE#HEXY v RER/IROFIRE CREE
{ETBDTENTEXT [2], SPE EDEWF. MRERIZMEARICAM
L. YYD ZERETHTIETT, BIEDY M v o AR IFENE
DEVIRERIEEE L. BEEORERBRPICELETDETFT. @
HO7 TO—F . EEDHTLLALSNS QUEChERS JETHIE
DNTVET 3.

COFTUT—2 3> /—RTlE. Agilent 7696 U~ 7)LRTEED —
IRVFZRWNT. 88 SPE XV v RZEEIMES KUBEENETES T

EERFFLET, F1ILE PCB ZSTHER/BERN S—ENER.

HEDUHEE URERIDA S Tc/\A PIVICHELE T, TDINA
TPIVERH L. YUNDADERIDINA PIVIC EEHZB L. E5IC
BRHUDSE, PCB 735723 VD—EREZZED/ A7 ILICEL
T. GC-ECD. GC-MS. GC-MS/MS THHLET,

COFERFIRTIE. 1 BEDY Yy I AFEDHFRES NS, PCB
MHRICFEBEDY b v I AEDDEENTNET. INS5D
53 (&, PCBAIEICZENIFZERE LI BAD. BICHFEDOKELY
BlE VAT LICBRUED. ASLWAF VFETRLIEDT
BTEDBDFRT, ZDfesd. 7 TUI— 3> /— 1 5989-7601 EN
TRENTWDKIIC, Ny o TSy a%zERTHIEZHEL
X9 4o

E S

i
BCR1Z£EY >V TJIL7Z LT, R XY v R7ZFHMI U & LTz, BCR-449
(IRMM. ~N—=Jb, N)LF—) (&, SRE (mg/kg) D PCB ZZLFEH
YU TIVTY . TDMHS. 100 mg/mL DANFH VARZRAHNUF
UTc,

ASIREME LT A oyo00F7 750 Y II7ILRU v F,
R=7t. NF—) ZERALE L. 10 ppm DA VF I 5 VER
ZEERALE LI

RO 3 EEORERIZEREUE Ule : 4 % HyS0, d—F 4 VI
$3%4°)U (cat no 21334-U. Supelco. N)L T+ VT RV JLNZT M.
KE). Discovery DSC-SAX (cat no 57214-U. Supelco). Fi#2> U HY
JU (cat no 21342-U. Supelco)oe 1 DE®D 2 mL /XA 77 )LICIE. HyS04
Od—F4F U100 mg & SAX 100 mg ZHRIMULE LIE. TINS5
DINA T IVIC SIH EWSSNIVZEED F UTe. 2 DED 2 mL INA 7
JVICIE, %> VA5V 100 mg ZARNMUE Uice TNSDINA 7 )L
ICE SiOH EVWVS SRV ZEBED FE U, IRTDINA P IVICR Y
Vai—FvvITEEZULT, BRHSHFRELF UL, EERFINT
100 mg T, #BElF+5mg TT,

Y27 IvainE

FEHARD—ENEZENY MT 2-mL N/ 7ILICHRLE L (Y
T)e RAERICIE, 100-uL o B — M ANT/I\A 7 )L7ZER U
FT. BV UA/SAXZZL 2mL /A7) (SiH) £V UDZEZD
2mL/J\A77)L (SiOH) S v IICAN, 100-uL 1 VY —hZEANT
ZEDINA 7 ) (RISHHRA) & AFYVBERDIA T IV (T ZAIL
UY—2R). REMEERRZEST/I\A7IL (FZAIYY—X) BEE
ULEFUTeo 7696 D—INYFOREMNZR 1 [CRLE T,



D—IRIFOAV Y REFEDDE. RDEKSICHEDET,
o e (YT e Tl 1 o0y RST—THYTIL 50 uL (NEY U 10 % Bil) &
= SiH [TiFHN
1 (HBYTIDTSIYavE, BEYUNE SAX BSEINA T
Bt b VISR
Usable Volume per Vial (u): [TE00 =]
o5 — 2 70V bFT—=TAFY 1,350 uL %& SiH ICFHN
il S (ESICAFYERETRM)

3 70YBMYT—=TIS 150 uL Z SiH IT;HM

(RBBIZEEZ 0. RISBEIF 1.5 mL, 5 mg BKLY
IS 1,500 ng [CHE)

4 SiH % 4,000 RPM T 5 S RIHEH:
(BHICKD. EBEHEYYTIVDHRICREEEINET)

5 2S3ERE
(CNICKD. BETS IV a VHRERE/EGLET)

6 70 bFD—T SiH 1,000 uL %Z SiOH ITFMN
| (LEH% 2 BEOBR A 7IVICEX)

15 (10 ppm OCN in iC8) 7 SiOH E 4,000 RPM ThH ﬁfé‘]ﬁﬁ
(REICKD. WERIEY Y TILHHRISREEINET)
8 25MKE

(CNICKD., BETSIY a3 VHRERE/EEGLET)
9 70V bF'T—T Si0H 200 ulL ZHR#&I\N 7 )b (Vial final) IC

B 1. Agilent 7696 U > 7 )UEIAUIED — O X F DEESFI a0
(FBEHUCHHRZ. 1 VY — AN/ A 7 IVICEX)

10 BENATIERT




iRERtmAL

SIHTICIE. Agilent 7000 ~U Z7)LIOERR GC/MS VAT L7ZERULE
UTze ZD GC [F. MMIFEAOZEH L TWVE T, DBECIE 0.25 mm
x 30 m. 0.25 um DB-5MS A5 Ls (p/n 122-5532) ZERALE LIz, B
SLDT7I MUY BT, —XEEF] 28 kPa T Quick-Swap AT F %
BHRULEFLE. MS RSVYRT7—35A4DTa2a—XRIUAUR
rJOHE017mx 110 pm TY,

DFEZERTICREDF UL,
xR 1. DM

FEAAR Tule JULARZTU Y RUR
AADRE 85 °C (0 43) — 720 °C/min — 325 °C (5 53)
FrUTPHR AUD L Tml/min V&YV 70—
Ny ISy akE: -2 mL/min
T—TVRE 80 °C (1 43) — 10 °C/min — 305 °C — 7.5 S3#fEHF
MS MRM E— R
CE25V. 1 RSV IY I3 UBIEDDRITIVIA L
100 ms

~NUZzOOEZ =)L :256.0 > 186.0. 258.0 > 186.0

Fh>oO00EZ7xT=)b:293.8 >222.0. 291.8>222.0

N#00E7xT=)b:325.8 > 256.0, 327.8>256.0

AFHo00ET =)l :359.9 >289.9. 361.9>289.9

ATHo00E7T=)b:393.8 >323.8. 395.8>323.8

Fo%o00F7%5L 2 (1S):404.0 > 404.0 (CE 0V)
Ny I5va 2355 THA

RREER

Agilent 7696 &> FILAMED — I RV F THTHE o Y TILVET
WMIBFIEZR 2 ISRUFET . EEIVADBRIE. HEOHDFEIT D
e, VR EZELTWET ., COY Y TIUh 55l 5 mg ICHNT S
5YE%. Si0H/H,S0,100 mg & SAX BRI 100 mg =S/ \A 7)UIC
BoL. BARIBHEZEL. WERIDELLEDFT, ZOFIERE.
R MUY IZRDAERZIRET DIcsh. EOHTEETT .2 BEED
BRFIETIE. BEULTCWD IV ZYED—EZ U HHTRE
LET. RE&IC. 753034 F—MN\AL7ILICBLET,
COBRFBATT . TOBR. BROVENCBI DN
EERLTVET,

0
NN N
-

PBESEALH
(BCR-449)

100 mg Si0,
(H,S0,) + 100 mg SAX

100 mg Si0,

2. Agilent 7696 £> 7 ILRIUET — O N F OEFEHFIEICH(F 2 2 mL
NATIOEE

2 DENSHEDE/NA 7 IVICDNT :

1. AFYVHRFEHDRR

2. SiHADBEEEXE (V5 IYENRIET UA/SAX ICHE

3. SiOH /XA 7 )LD YBRE

4 RISHHR

BESNIcHLRZ GC-MS/MS THMLE Lic, BhdY ~ 7)LAT
EBXYV Y RICHE> TR U AR5 > 7)L BCR-449 D 5 DDFR
ho/ESNcoOY RIS A (MRM D TIC) ZE 3 [CRLTWVET,
ABMZEE(L 22.8 D TEHULTCWVE T, PCB FBZ(CHRET DI LD
TEFI, CO7OXMISLNS. BREDNEDHTRIFCTH
BTEHDHDET,

KR2(C6BEDY—Ty MEEYICHIT RN E— I EEDOBIRE
ZTRUTWVET, RSD % (&5 % AT LTz,

xR 2. BNE—JEEOBIRME

LizFofitid

A=t RT (53) ({E&42/18) RSD (%)
PCB52 15,463 0,027 4,51
PCB101 17,151 0,037 610
PCB118 18,326 0,105 9,76
PCB153 18,731 0.086 454
PCB138 19,246 0.095 5.58
PCB180 20,448 0,026 4,03
OCN (IS) 22,849

GC-ECD 247> GC-MSD i CH. EtRDERDEIFCTEX T,



x10¢ +EI TIC MRM (** -> **) 7969A SAM02.D
112 2|3

—

AR

x104 +EI TIC MRM (** -> **) 7969A SAMO03.D
112 2|3

L

. B

x10¢ +EITIC MRM (** -> **) 7969A SAMO04.D
112 2|3

, NS

«10¢ +EITIC MRM (** -> **) 7969A SAM05.D
12 23

; N

«10¢ +EITIC MRM (** -> **) 7969A SAM06.D

=P

—E
S

o

S
ol

~
3

112 2|3 3|4 415 56
2
2
0- ~ h/\_/\ L_,.KJ M_IL/»\] M ﬂ A ,___J L'_“
135 140 145 150 155 160 165 170 175 180 185 19.0 200 205 21.0 215 220 225 230

DO b vs. BIDAHEERE (43)

3. FEHAR PCB HH&RD MRM E— K GC-MS/MS /R TESNIC TIC /OY MI S L

fefEUs PCB 7350 3 VDIENICIF. RICEEET MY v IR
IHEFELVLCVBEICEBTDUENGDEIT. INSDLE
Y&, SEOWERITIFRESNF E A, GC-ECD . SIM E— D
GC-MS, MRM E— R®D GC-MS/MS EWVVo e B Tld. TNSHE
B CHEENBEFREEINE A L L. 5 LIePER.
FAAOPAS LZEFTRL. RIENICIFREBROBERTDIEDHD
I TDfeth. BERR [4] TRESNTWVBKIIC. Ky I TSy

Y 1DEREHERELE T,



Agilent 7696A U TILRIUETD — IRV F IR T LBV
T. FEZSHEP PCBAIEICHIT D 0B SPE XV v RZEE)
{ELE UTeco SiOH/H,S04 + SAX IRERIZZFAWe 2 AT v T
@ d-SPE DE&IC, ¥ UNIRERZERULE LTz, HEIEsh
RHCHEREN. GLBREDFSNE Uiz, GC-MS Fizld
GC-MS/MS LHHFEDREBICNYI TS vy 1% ERT
UL, BB PCB DIEREEEAIED TRECEDE T,

SEH

1. Information on sample preparation and analysis of PCBs
in waste oils can be found in reference methods DIN EN
12766 and DIN EN 61619.

2. P.Sandra and F. David, The 1999 Belgian Dioxin Crisis:
the Need to Apply State-of-the-Art Analytical Methods.
Chapter 40 (pages 643-652) in A Century of Separation
Science,Ed. H.J. Issaq, Publisher: Marcel Dekker, New
York, 2002, ISBN 0-8247-0576-9

3. For more information on QUEChERs:
http://quechers.cvua-stuttgart.de/

4. F David and M.S. Klee, GC/MS Analysis of PCBs in
waste Qil Using the Backflush Capability of the Agilent
QuickSwap Accessory, 11/2007, Agilent application note
5989-7601 EN

2 o

KECERHDT—FIF, RENEHRTT. 7ILY MRRE
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FILY MME FXECRODERSNBE, Ko, ANEDERICKDARENET(E
EHEMICE U BIBEICOVTHIRELSE TV EEF T,

ANEICEHDOBER. 3. REAKRFFIFELLICERSINDIENGDET ., EfFtE
ETHENTVDBEZIRE, BHEICKDFIDFTLL,. FAXEZER. BN, BRI
ZERELBNTVET,
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Agilent J&W DB-3bms
QILSA4F—MASLE
DB-XLB A5 LZRW:
GC/pECD ICKDIKY VT ILth
ERFRER S LURERD
Y7 ng/L DR

7IU5—av /—k

RIR

Agilent SPEC C18AR JREHH (LSE) T« R ZFRAWT. KUYV TILHDIERFREREIS
FUBRERIEHMB UE Ufce ZD%. Agilent J&W DB-35ms D)L kS F— b (Ul) =&
NS LE DBXIBHESRANS LZBAWET 2 7)UAS L GC/UECD i ST HEWVE LT,
COFEZEZE, MEDFRAEREEUTOERREEMICEVT, BRET—EBL
ERMZETDIEDTARETT . XVy RDF+ U TL— 3 VEEI(E 1~100 ng/mL T,
CNUEFRENDATNRYOHEREICHILUTWLWE T, BE 0.01 pg/L THORRZRY

ZARIUTEK S TV EXKEKS Y TIVERHHBS KURHL. D7 TUTr—3a>vd
EREREELE LT,

FUHIC

RBAILFEAE. BRRBEPEEREC—RNICAVLSNTVEY, BERER. %
< DERBKPHIFRKTIRESNE T, IO UIEBREE. REEERGITD SOFRH®
TEDSOHTKANDRHICELD., KRICBALE Y., RRIFREPERICRZTCREE
EHBKREFTIEND. BRENCREIKDERIC KD AFNDEEDIRIEINTVET,
RENGEEENDOREICKDERMEE LTI, FERE. BOYRXIDLREENTE
?Fﬂ'*ﬂ(?b‘b BOODIFZETIE. AMESICHEITIFEZERE > CVET (1.2l BN

B (EU) BLUKRERBREZET (EPA) (. BREPKPORRXEERE(CET 2HRRIZESD
—Cb\iﬁ' [2.3.4].

Agllent Technologies


http://www.agilent.com/home

BHECEDINRRZ—EULTEDILHICE. A3 LESAT
DTEMEDNEE T, $FC. T RU ¥ DDT IKEDDITRE
BEEE. FAOPAS LDFEUEEMNMIEDEEERADRERS
[FPTLLEDFT [5,6], IRTHRAITKRD SNDHEREDEL
ZERBICBIESYICE. 7O0—/\AD;EMEZR/IRICIIZ
DMENSDET, D7 TUT—2aTlE. Agilent J)L b
SAFT—MASLBRUSAFZREAVNT, B 7)ILbo70O—/(X
DRNEHZEEIRLTVE T,

BRRABEDEEZER. Ta7IVASL7TO0-FZAV
GC/UECD [CK D BTIEVE LTz, Agilent J&W DB-35ms D)L b
SA4FT—bhGCASLZ—RAMAS LEVTERL. —RAS
LEDBEEEDEENEL Agilent J&W DB-XLB 715 LA CTHEER
DFZB TV DITRHRYOREFERZHERLE U,

DB-35ms Ul (&, IBRJIRBREICHITDIEBNCREZRATHD.

EPA508.1 XV w R [7] DR EIED 37 DR RENS KUTRE
Bl R CZNENICHB TEFT T, EPAS81I XV Y RTIF. A
BiFEE L TRYyI00- hOXNVEY, YOS — MEEEL
TALF-ITJTOEET I ZILOFEADNREEINTVET, ZD2D
DIEEYEDTNFYEHBHT DTeth. CLP BED T CT—HREY
[CAWLWSLNS 2 DOOY0O5— MEE (T S 700-m-F2 LY
(TCMX) &FA200ETzZ)V) CEEL. P7TUT—Y 3y
ZIELX Ufco INSOYOS— MEEF. BEENSRIFICH
BENEI,

FrUTL—Y a3 VRAREOTLEICF. ZLOR/EEVY—
AZEBVPIREDECDIEDHDFT, Fie. FEY Y TILAT
SIETIF, TS—DEUPTL. BEEPEENMET TSI LN

HOFT . Agilent 7696A U2 T)VRIMUED — IRV FZEZ (L.

ZLOYVTIVEIREREZBENE L. BEDFERE LI
Bz KIEICHIRS 2 EDHEET T . Agilent 7696A T —I X
FICOWTIF. #ROY VTN T7TUT—oav[CBNT. [F5
DEVPIS—ZREBLEDS. BLEEEBREZRFSNDT
EDSEEENTNE T [8.9.10]0

BEHIEZAWT. KUY TILH SIERRIBRF S KUREH
EWMHULE L. =0y MREEFMELUANILTEELTVS
e, BHAREREOREZHMEB T BEHICIEFAEDOT VTV
DREEEDET ., BITOXV Y RFIEOYVTIVEF 1L TY
. COETEEDA— Ny IHZRANS L. RLEEHD
WD EICHEDFET, Agilent SPEC C18AR 47 mm LSE T« XU &
R, -5y FEEEHENICHRFULEH S, Y7Lk
ZER(ILT DT ENERETT

RBRFE

ZDWETIE. 727U pECD BHB KU Agilent 7683B A4 — ~
B TS EEEH U Agilent 7890A U —X GC Z{EALE LT,
TEMET «— (BF) ZERAL. —XRASLEERASLICINT
JO—=REULFE LI, 1T, aFICAWVEIOXY NI S
TA—FEEFEDTVET, R2(CTO—/VEFER. K3
[CH VT IVEE# AR ZES&E L TLET,

K1.70YNIST 4 —%MH

NS L1 Agilent DB-35ms Ul 30 m x 0.32 mm,
0.25 pym (p/n 123-3832Ul)
HSL2 Agilent DB-XLB 30 m x 0.32 mm. 0.5 pm (p/n 123-1236)
GC/pECD Agilent 7890 U —X GC
J7>5 Agilent 7683 77— bV TS,
5.0 uL F—/C RS U (p/n 5181-1273)
CFT FI\A R AEMSET «— (p/n G3184-60065)
ATUw ke 1:1
UFvvay 5mx032mmid NEET2—XRYYUAFa1—-T
FrvT
AAO 2uLRTYUw U, 250°C
IN—TI R 0.5 %3C 60 mL/min
Fv U7 ANUD L, FHEEE 35 cm/s. 80 °C
F=T 80 °C (0.5 93). 26 °C/min T 80 °C~175 °C.

6.5 °C/min C 175 °C~235 °C.
15 °C/min T 235 °C~300 °C (6 53)
uECD 340 °C.
JAVRIY AT L+ XA TT w7 (Ny) =30 mL/min

x® 2. JO0—-)\REFER

NRATIE MS BEREBI UV T My THSZNA T

v BEUF v T+ I (p/n 5190-2283)

A7 250 yL HS R/IRU—INA 7 IbA Y —

AH—h (p/n 5181-8872)

YUY 5 ul 7—/¢— R (p/n 5181-1273)

N Z N 7RIV R NS U— (p/n 5183-4759)

EAOSAF  DIWNSAF—RYUIINTF—IN—S4F
(p/n 5190-2292)

JISI 05mmid ¥ 3— k.

85/15 NZANIL/ T ST 7 A I (p/n 5062-3514)
CFT Ja4wTa>d 45 —F)LF v b (p/n 62855-20530)
CFT7z3Ib SilTite 7T 5Jb. 0.32 mm id (p/n 5188-5362)
20 fEHKER 20 f&IKER)L— (p/n 430-1020)



X 3. YU TILEEERER
SPEC T4 XY Agilent SPEC C18AR 47 mm (p/n A74819)

SPEC ¥=ik—JU RYZXF L SPEC 6- 1KY 3 < =ik—JU K (p/n AT12)
SPEC 5« & 7RIS (p/n AT13)
SPEC 1L 75X 3 (p/n A714)

HEL(EFYE

IRTOHZEEARE. ACS F/zld Ultra Resi 7 L— RDBD %=
FEHAUF UM, JT Baker DEFEE T F )b (EtOAc). X% ./ —)b
(MeOH). 1&{EXF L > (MeCl,) 2 VWR International (¥ T X b
FIRT— RVVIRZTZH) D SEBALFE U, BB (HCI)
ETRRES NU L (NayS0,) % Sigma-Aldrich (£ MUA R, =
X—=UM) hSEALE U, EPASS.1 DEEPH LU O
5 — NME#E% Ultra Scientific (/ —XF VI A5, O—R7
A5 R hSEBALE L.

AnciRENE
TR 50 mg/mL DIFREAT MUY LEREFRLE LIz, 28
BREETTDIHIC. YU TIVIRBMOBIC I DEREY VT
VICHIULF LTz, SERESETRAL. 111 E0ACMeCl, &
REIERLE LT,

BENZABTKBLZ 22mL B A 0mLEIE TS A TITIE
%25 mL % 1;@FDIZ. 6 NHCUAREIER UE Uc, iBR%E
FRICRLIEDSE, KTEEL2[EVWETHIRL., KEEULE
Lfe,

MEROFNUEEH REFRRZE AV T. SRR DRED 1 pg/mL
ERFDRICHBEITIVTHIRL. DIRRYO—RERITLE
EERULE Ulco COBRZERWVTC. XV v ROADEEKY
VINWEEBRLE Ufco BFEETFILAR 1 pg/mL DIRECTY O
J— MEEZER L. MERIISKY 2V TIVISHRMULE Ulc,

Agilent 7696A U > T IVEIMIBD — O RV FZHAWNT. BE 1~
100 ng/mL QEET, MDY E T OS'— MEED SEFEE T
FIVRTF U TU— a3 VAEEZER ULE LT,

2| V- 15

Agilent SPEC C18AR 47 mm ;REMHIE T « R U ZFRAWLT 1 L DKY
VINWEMHUE U, GC AATRIICHIEYZRZIRS B, RS
BFUle. ®1ICLSE UV TILEUEFRZ TR L TVE T,

K 1L7ZHEL. 50 mg/mL Na,S0, A& 1 mL ZINA. HEBL
TWHiEEBHERZETTLE Ulce 6 NHCI ZEAWT., YLD
pH %Z pH 2 I ISR UFE Ulc. MESEY Y JIVICEEDRI
BRERINML. 2TTERYEED 0.01 ug/L D QC B IV EE
BMUZE LT,

BZEVIR—IVRYRT LZEHIITIeDE. LHODHDIES
DWECEDRIICLTT ALY —LICSPEC T« AT ZERELF
Ufco 1:1 EtOAc:MeCl, 5 mL ZRML. T« XT%Z 1 3R ULIC
D5, EETTOoDERSILE U, RIS, MeOH 5 mL %
TARTISHNL, BURWKDERSILEUIce T« RIDE,
BZB<IEHIC, T4 ATKREICBIEDELIICLF L, ED
#®. HEKOIMLTT 4 R ZHEL. EETFCRIILE LT
ZDEEH, TARAIRAICBIEDLSICLE LT,

MeOH5 mLZXKY YTV 1 LICHML. K<EELER U &
2005 — MEERINBRZRML. YT ERES LK
UTzo #975~100 mL/min DFEE T T « X T (CKY > T )V %
BRIEE U, ZO%. H11008. T« XI[CERZEEES
B, TA RIZEEZBREER U

PBAASABEZROHN L, ILIYIYFa—TDADIkE
TJSRACTRULELE. 7Yy RED RU Y TFv JOREEHE
[CFa—THB 704w FUTWBRT EEERL. 2BEEZBV
HMHILTFE U, YV TILEEE%Z EtOAcH mL THEL. ELE
TERY MERWTT s RIICBULE LU, BRZEZETCE
bHTH>DERSILF LI, MeCl, 5mL ZRHWNT. BaaF
FIEZBEDRLF U, ASRAEDEMETERY hEAWT.
2 K—23® 1:1 Et0Ac:MeCl, 3 mL TABY H—/\—Z%# L
F Ul

FOKRET NU DL 5~T g DA e ASAEERF 1—TIC5
BREBBSEH U, 2/R—2 3D 1:1 EtOAc:MeCl, 3mL T
BRF1—TJZBELE LR, MEYEEEFRERODDBEE(C
£, Labconco CentriVap 3&/IDvERERE (78100 U —X) ZRWLT
FOsmLICEMSEF L. BROE. Foa—JTODAEZE
Et0OAc T 2~3 Ei%FE LK Uic, RIEHIEHREN 1.0 mL [TIED K
35I(C Et0Ac THEIL. GC DITADA— Y TFSINA 7ILICHE
LEF UL,



YT IVHlikLFIE

50 mg/mL Na,S0, 1 mL Z7KB > )L 1 L (TiF0

Y

\]

6N HCI TH )LD pH 72 < 2 [CFRE

EtOAc 5 mL TH Y JILBSREZHRALICDS.
EVETERY hTT 4 RIICET

Y

Y

T —KREEHHILT

. ULhbDB2fAZELEICLT

SPECC18 54 R =T 1 LT —R—X(THA

BETRCTT 4 AI%ZD > DIES|

\]

Y

1:1 EtOAc:MeCl, 5 mL TF « R T &34

MeCl, 5 mL CTFIEZ#EDRS

Y

Y

19=LcD5. BZE

ZETR T oL DIK5|

Y

ELBETEXRY hZEBHWT, 2 R—Y3vn
1:1 EtOAc:MeCl, 3 mL T2BYU T —)\Z%%

MeOH 5 mL ZRINL. T« AIKREICEBZEZT K SICUTRHSI

TRV ERRETERBVI L

Y

Y

MEYZEITXTED T, FKFES FUDIL~Tgh AT
HSARERF 1—TZBEETED

HEK b5 mL TT o« RTZH%.

CITHTARIUREA

[CEBZHRITLSICTD

Y

2 R—2 32D 1:1 Et0Ac:MeCl, 3 mL TF 1— I =58

Y

Y

MeO 5 mL ZH > Z)LICHRIML. K<ES

MY ERFRERDDBEEICED D

Y

vyOs— MREEY T

JVISAMU. K<IRES

Y

Y

EDvEERZ AV TR 21 0.8 mL (CRHE

YUIIET

4 AU0ER

Y

Y

IEDERIC, F1—TJ DAE% Et0Ac T 2~3 Bl

ZEREN 10 DBRTE. T4 RIEER

Y

Y

HHRED 1.0 mL ([CHED K S (C Et0Ac THRED

2BTSZAIDK=ZEZE

JLIYayFa—TJ%EAL. KEZBUOHEMIITS

ICUL. HtzEDD

Y

GC /N1 7ILICBLTHIR

1. KO VTV RERRBERHOT7O—F v— b




AREER

Agilent DB-35ms Ul —% /5 s & Agilent DB-XLB #5305 L2
WC. 7 BEDY—5' v MERFBBRIB KURERZ 23 9K
HCOBECEX Ule, K2 (&, BT FILACHER LTz 50 ng/mL AR
DT 2177 )VHS L GC/PECD 2O IS LZERLTWVWEY,

300N RIS LADIKENSIE, DB-35ms Ul 15 LZZFL)
THH LT 10 ng/mL EPA508.1 FREDE—T U ARV X &3
BEHENTVASIEDRTENTT ., K4(E. DBXLB AS LD
DEEEEIREDEVERULTCVWE T, ZDEVE. EERNSLE
U COARZESRIELTVE T,

EPA 508.1 IERFRIRRAS K UTREHRID 57 5

Hy - L AFY£O00YIORYSITY

] 8 2 INUITY—I
16000 3.oo00x7

11 5 4. RUTILSUY
14000 7 1 5. TCMX*

1 6.70/OL
12000 1517 16 2425 28 Agilent DB-35ms Ul  ~xo700~7e
100007 2 ey

b LIRY

8000+ 39 12 b
] 13.AT550)
60007 A 1. 7520-1
B 15. 6-BHC
40007 g 10 16.70040=)L
] 3 1. 7ILRUY
2000- 6 \"k 38 kg
— U 19. X540
oy — \ L 20.DCPA
" 6 8 10 12 14 18 20 225 . ATssOLIRESAR
z 2.YT7FIY
160001 23. 7550—)U

] 2. y-50LFY
140004 25 a-20LFY

] 26. TYRZILT 7Y

1 27.4.4' -DDE
12000 28. F4ILRUY

E 29. o000V IL—k
10000: 30. TVRUY

] 31.4.4' -DDD

8000*: 3. IVRZIVT 7Y
] 33.4,4' -DDT
6000*: 3. IVRUYTILTER
1 35, TYRZRILT 7V AT T—h
4000 36. XhEFY o0
] 37. cis-N)LX KUY
2000 38. trans-N)LA KU
; 39. F7Ar00ET7Z)L"

bOs—-hMRE

2. Agilent J&W DB-35ms Ul 30 m x 0.32 mm. 0.25 ym 535 L (p/n 123-3832U1) & DB-XLB 30 m x 0.32 mm. 0.5 ym 735 s (p/n 123-1236) ZFWLT
U Te 50 ng/mL BEAZ#EED GC/pECD 207 M S Lo ZHEYE(L Agilent 7696A B> FIVRTHIE D — IR F =W TEEE T F LR TIER.

IO MIST 4 —MHER 1 28R



- - SEH Py B B ° 2 ok LE
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ED) a2 = i
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3. Agilent J&W DB-35ms Ul 30 m x 0.32 mm. 0.25 ym A5 LAZHWVTHH LT 10 ng/mL IERREREZEAED GC/uECD 20O~ bS5 LDILKE.,
0% ST 4 —%MdFR 1 28R



Agilent DB-XLB IC3513 5 EPA 508.1 (RimERIEDE— IR & S RtiEE

T 7 K ; hY
5 ¥ o 2 23 3 Ry
SRS @ = 5 NORwz Ry N
o & £0d b s [NNINFEES a3h R
o Ian = Ay 2350 v N 8K2X N
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o N Q 45 s
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% 2K DY = n
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Ly In n S o
N N A ™ INY
Y i JUCNUUGIL
1 12 13 14 15 16 17 2
HEKE
X I
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4. Agilent J&W DB-XLB 30 m x 0.32 mm. 0.5 ym 75 LZBWLTHH LTz 10 ng/mL IE5RREZEZLED GC/PECD 270~ bJS LDILKE,

J0OX RIS T 4 —MHER1 28R

TIRA Y MRERZEER L. XV v FOERSZFFHELE U,
IREIROERFRS (RY) & UTERSNDERIEZANZ. HX
0% bIS5T4—HA5 LOMREZEFHI CEX T . HARDATLIE
BHEBIFILPEEZBEYICHRL. TOOREDF v U T
L—2 3 VEABREER UE Uco Agilent 7696A U2 T JLRTLE
D—ORVFZHAVNT, EE 1. 25, 5. 10, 25, 50, 100 ng/mL
DFvUTU—Y 3 VREEZEIEL X Ul

D ARY ADIEEREE. FAOPHS AOREEGPIREFEDIE
ZETEDE T, Agilent DB-35ms Ul 15 s & Agilent DB-XLB A5
LTI, CORMDF+UTL— a3 VEHEICBWLT, 0.993 U
L OERIRE (R) EENF LT, BEEDEER 4ITRLT
WEd,



2R 4. GC/pECD ICKX DM LTz EPA 508.1 IRRFREEF v U T — 3 VRIEEDIERRE (R?)

EfREDFmIER
R? {E R% (&

SHFsY Agilent DB-35ms Ul DB-XLB SIS Agilent DB-35ms Ul DB-XLB
AFHrOOY ORI IIY 0.9996 0.9930 ANTZIOIRFEGA R 0.9998 0.9998
IRUIPYI=)b 0.9982 1.0000 ITFIY 0.9994 0.9998
sOO=7 0.9982 0.9981 J&o0—) 0.9990 0.9992
NUTILSUY 0.9976 0.9976 y-20LTY 0.9998 0.9999
TCMX (ss) 0.9997 0.9997 -2 0Ty 0.9998 0.9998
winlias]]) 0.9996 0.9986 IVRRILT7Z VI 0.9998 0.9997
AFHorOooRvtEY 0.9996 0.9991 4,4'-DDE 0.9998 0.9998
a-BHC 0.9998 1.0000 FAIRUY 0.9998 0.9999
7RSIV 0.9941 . 00~V IYb— K 0.9940 0.9985
YTIY 0.9971 . IVRUY 0.9998 0.9996
y-BHC 0.9999 0.9998 4.4°-DDD 1.0000 0.9999
£-BHC 0.9998 0.9999 IVRZILT7ZI 0.9999 0.9999
~AT5o0) 0.9999 0.9998 4.4-DDT 0.9993 0.9996
7S40—Ib 0.9986 0.9989 IVRUYFZILFTER 1.0000 0.9999
5-BHC 0.9999 0.9996 IVRRLVIFZVRAILTI—hH 0.9997 0.9997
£O0040=Ju 1.0000 1.0000 X ROl 0.9993 0.9982
ZILRUY 0.9998 0.9994 cis-RIVA KUY 0.9992 0.9992
XRNYUTYY 0.9997 0.9985 trans-~X)UX NU > 0.9988 0.9995
XS0l 0.9973 0.9987 FHoOOET T (ss) 0.9998 0.9997

DCPA 0.9996 0.9998 (ss)- B 04 — MBS “HHEH

DAYV RTIF, MELUNILDERREREZSVVRE CHRE
TEF U, MMNESIERTIE. BB KPOZEEDSEEMRA
D 0.1 ug/L EBOSNTVET (3], CDREEZEXRCERHT D
feHIClF. REDBHEZAE K FEDIRH TR (LOD) Z{HA fo X
Yy RHROSNFT T, K5 (F. HEHED 0.01 pg/L ANEKEEK
> 7 )% Agilent DB-35ms Ul 715 L& KU Agilent DB-XLB 15
LTHOMUERRERULTVET, DUV TILITHRMUEE
El&. REDRFHEZ 1 I FE2HDTT, Ffc. EPA HERERK
FERZEICEUVTED CTLDERANERRE (MCL) LEEXTH. B
EFXFTEDEETY [1].

Agilent SPEC C18AR /BRI T « R ZRWeHS 2 J)LaLET
(&, WK Y TV DERRERZENERNICREF L. FliREiE
TBRDIEDNTEF Ul BEIED MCL UNIVOWMEEZEEAIET
D56, BEEREUANIVICEET 2chlc. REDODY VT ILH
MB(CEDET, KEWVWATmmC18 T4 AU ZERT D ET.
KTV 1L %Z 75~100 mL/min DFRETHHIT D EDTE
Flleo INICKb, BT ILZEM 10 o TUIEL. YV TILaET
JIBBEEZIEMR U CRIL—T v hE[ LT DT EHTEEICED
FULrc



K TIWTSIOERTMY VY TILD
GC/pECD /07 bS5 LODEEER

1.AF9o0020XYFITY 11.9y-BHC

21.A\THo0JVTiRFYA R 31.4,4-DDD

2.INUIT Y= 12. 3-BHC 2.97FIY 32.TVRZIWT 7Y
3.oo0x7 13.AT7&o0) 23. 74o0-)b 33.4,4-DDT
4 FUTLSUY WPSo0-)L 24 p-Z0LFY 3. IVRUVPILFER
5. TCMX* 15. 6-BHC 25.a-20LFT Y 3B IVRAWIT7VAIVTT—h
6. 70/ 16.20070=)L 26 TYRRLT 7Y 36. XRFU O
1.AFHoOOXRVEY 17.7JLRU Y 27.4,4’-DDE 37. cis-NJLA KUY
8. a-BHC 18. XRUTIY 28. 74JLRUY 38. trans-N)LA KUY
9 7RSIV 19. XRS50 29 ZO0RYYL—h 39. 7008 7T =)
10.Y3IV 20.DCPA 30 TVRUY UOr—hMRE
Hz 5
3000 ® 2293 39
2500 3 o 15-20 e 08 .32 Agilent DB-35ms Ul
] 1 - 272° 37333435

2000 333

1500 1

1000

5007 L 001 pg/LFIB > TN

mMHISVY

0 T T L L L T T T T 1
6 8 10 12 14 16 18 20 53

Agilent DB-XLB

N
o
o
1=

L 0.01 pg/LiFmMMB > I
NEEDL

0 T 1 T T T T T T T T T T T T T T
22 5

5. Agilent J&W DB-35ms Ul 30 m x 0.32 mm. 0.25 ym 735 /s (p/n 123-3832U1) & Agilent DB-XLB 30 m x 0.32 mm. 0.5 ym A5 A
(p/n 123-1236) ZRAWVVT M LTz 0.01 pg/L NIk FILEHME TS0 M GC/uECD 20X M3 L,
1 ERI YV TIVEBUMEFIRICHE > T Y TV ZIES KU UE Ulc, 20V NI ST 4 —%HFR 1 28R

COXV Y RZERAWVT. BREKY Y TILhDBERREZEDDN
ULEUfco KBRSV TIVZEFRIRL, B 1 [CRIY VT IVETN
BFIECE>THREL, ®10D7OY NI ST 4 —%MH4TH
HUEUlco TOKEKGVTILHSIE. TOMEDIREHRED
HDOY—U'y MERRESYFBRHEHEINETEATLUE. DY
V7I)L®D GC/PECD 2 O% IS L7%ZKR 6 [CRLTVET,



iKY TIWT S0 LEREIKY > TIVD GC/pECD 207 IS LDLLER

1LAFH£O0YIO0RYFITY 11.y-BHC 20.ATHHOIIRFYA R 31.4,4-DDD
2. TNUITY—Ib 12. 8-BHC 2. IFFIY 32. IVRZWLT 7Y
3.o00%7 1B.AZHoOL 23 750-) 33.4,4°-DDT
4. FUTILSUY 14.7550—)b 24.y-20LFY 34. IVRUVZILFER
5. TCMX* 15. 6-BHC 25. -2 0)LF Y 35. TYRRIVIT 7V AT T—h
6. 70)\zOlb 16.200%0=J)L 26. TVRRILT 7Y 36. X+ o0l
1.AFHoOOXRVEY 17.7)bRU Y 27.4,4'-DDE 37.cis-RJLAKU Y
8. a-BHC 18. XRUTIY 28. 74ILRUY 38. trans-N)LA KUY
9. 7SI 19. X520 29. 700XV IL—k 39.7hoO00E7z =)L
0. Y9V 20.DCPA 30. IVRUY “HOr— Mg
HZ;
30007 5 3
25005 Agilent DB-35ms Ul
20005
15007
1000; L K&K (YOS — MEERM)
5005 mHTS>
O = ‘ T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T ‘ T T ‘ 1
6 8 10 12 14 16 18 2059
Hz
5
3000
25005
4 39
20005
15001 Agilent DB-XLB
10005
5003 KK (P O5— MEERMN)
E HMEISVY
0 T T T T T T T T T LI - L - LI -
6 8 10 12 14 16 18 20 22 &

6. Agilent J&W DB-35ms Ul 30 m x 0.32 mm. 0.25 pm 735 /s (p/n 123-3832U1) & Agilent DB-XLB 30 m x 0.32 mm, 0.5 ym A5 L
(p/n 123-1236) ZRAWVWTHH LIcK@KY V TILERE TSI ® GC/pECD 20X M S L
1 [GRIY Y TIVAIBEFIRICRE > T Y TV ERMES KUHMH UE Ufc, 707 IS5 T« —RM4FR 1 221

10
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D7 TVr—3y /—KTlk. KV TIVICTH T pg/L X
I TEFNDIERRBZEF B LKURER ZNERNITHHB KU
BHTEDDWHXYV Y RZEBALTLET, Agilent J&W DB-
Bms Ul FvESUARSLZEFEZE. 37EEBDY—I' v MNEET
RCZRFICHBETTEER T, Fe. BNIEREDESNDIEH.
KEECHHEEICEETEETT ., BRRAEEDDBIC Agilent
DB-XLB ZAULWNIE. SR DERZES IS T EHAIRET
ER

Agilent SPEC C18AR 47 mm BB T « ATIC KD, KFV T
IS DEEDHME & FREBENENICBIESITENTE
FUlc, CNICKD. WELEYOBREN T LT D EERIC. U
V7 )VEIBESR F SR TEE Uice Agilent 7696A B> )L
MDD —OXRVFTRIMIBLEF v T U—2 3 VEIEETIE.
EBBDATLICDVTH. COMAFTDEFECHULT 0.993 LI E
DIERIREL R HiEBNE L,

CDRETIE. KTV TIVHEZEICDULT EU B8KU EPA HiES
DRATFREED 1070 1 DREEZEBHTEF UL, BE 0.01
pg/L TR UKD Y T IV RIFICEHMES KOS TERRT
ElF. EBEEEZRREZAFEICSIT D Agilent J&W DB-35ms Ul
NS L& Agilent DBXLB A5 LDBEMMZRLTVWET ., KE
KBV TIWDRRTIE. TDAY v RORE[REBHICHITDE
EFREINFBATUR.

Agilent LSE FIEICEIT DS LIREZS A CLEE o fc Joan
Stevens BT(CEHULE T,

SEH

1. Vos JG, Dybing E, Greim HA, Ladefoged O, Lambré C,
Tarazona JV, Brandt |, Vethaak AD. (2000) Health effects of
endocrine-disrupting chemicals on wildlife, with special
reference to the European situation. Crit. Rev. Toxicol.
30(1):71-133.

2. EPA. List of Drinking Water Contaminants & MCLs, US
Environmental Protection Agency, Washington, DC,
Retrieved October 14, 2003 from
http://www.epa.gov/safewater/mcl.html#mcls.

"

3. ECC Council Directive 80/778/ECC. Official Journal of the
European Communities, No. L 229, August 30, 1980, p 11.

4. EEC. Drinking Waters Directive, Official Journal N229/11,
Directive 80/778/EEC, 1988.

5. Ken Lynam and Doris Smith. Challenging Pesticide Analysis
Using an Agilent J&W DB-35ms Ultra Inert GC Column. (2010)
Agilent Technologies, Inc. Publication Number 5990-6595EN.

6. Limian Zhao and Allan D. Broske (2010) Evaluation of the Ultra
Inert Liner Deactivation for Active Compounds Analysis by GC.
Agilent Technologies, Inc. Publication Number 5990-7380EN.

7. US EPA 1995. Method 508.1. Determination Chlorinated
Pesticides, Herbicides, and Organohalides by Liquid-Solid
Extraction and Electron Capture Gas Chromatography.
Revision 2.0.

8. Agilent 7696A B 7)LEHUED — RV F A O (201).
FILY - FH/09—, BRES 5990-6908JAIP.

9. Rebecca Veeneman and Dale Snyder (2010) Improved Data
Quality through Automated Sample Preparation. Agilent
Technologies, Inc. Publication Number 5990-6974EN.

10. James D. McCurry (2011) Automation of a Complex,
Multi-Step Sample Preparation using the Standalone Agilent
7696A WorkBench. Agilent Technologies, Inc. Publication

Number 5990-7525EN.
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Agilent 7696A Y > 7 JLAiILIE
D—IORIFZHWC EPA XYY R
8270 D thamE R (AQA) BXEDIERL

7IIVor—3v/—hk

B

Agilent 7696A U JIVATIUED — OV FZRWCF v U T L—2 3 VRREORINLE
ZITDTET. EPA XV v K 8270 (W LTS DERE UTe pthmBRIIEE#EZ +77(C
WBIe TR U ARV AT 7 05 —DBREEBIEIMFSNE T,

FU&HIC

DWTRERIE (AQA) (. REMRM. KAFHE. ZMEEZzELT. 5035 RHNE)
[CEBZERIMET BDICHICRAMBIEVNERTY, FFICIRIZRET (EPA) ORFIRRELD
PCBVNTT Y DEFEEIRFEET. TNIBLVSTERFIEZEZICSFDIHNED
PCKDTREDEY . HoLE—MILEFIRDAIE. REROERLE. FMY T
DEINEDRED 2 DT,

MERE. —EDEEYDOREZRR U TERSINE T, ZORESERF. RAYT
IVHRDDIFTREEA DT RERIGEVEEE UE T, ROEGHOEVERICHTHEF
FrUITL—Y3VikaY ROBROESWVESEIC. FvUTL—Y 3V DREEZT
MULET. COREL. EATIREOEMHOREY. FvUTL—Ya VARED
BEDIEE S BIREICEENICEASNET T, BEZRIMUILY Y TIVD SOHHTY
KA DERED. FHOMREFBEZFMIT SEIRCT. 556, ERAIDFrU
JU—2 3 VAREORBICEASNE T,

FrUTLU—Ya VAREL. FERTIUESNDDOH B >EH—MRNTT . O]
IBICIE, EEITREODDDENRY T 4 VIFIENZENTIH. T3 UIcFEED
FIEDHEEF. FXL—F—DRAFILP AN ADTEEMRICKDREZEZITE T, Fc.
FRXV—5—DEHBEEYEICESTNDBENDBHOE T, BEDEVAT LZEER
(F. AN=RZTOCADSHL. F+vUTU—Y 3 VRREILEDIERE S CAEEZ
BRI DT ENTEXT,

- Agilent Technologies
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COF7TUT— 3 /—KTlE. Agilent 7696A U > J)LAETN
BO—ORVFEESTET, REFBESIUEIRELANIVIC
K92 AQA Bt zinlc g BEIRIUEN AIREICTE D C L ZRELL
T, FARBROETILE LT, HERMEERIESH (SVOC) D
RHICBET D EPA XV w R 8270 ZERULE Ui, ZOXY Y R
Tld. 4RO NIST 4 —/BEHDH (GC/MS) ZAWTE
. RIF. [UFTVTIVEDHTL. EPA DIRFEIIRTEH S 90 D
SVOC DEFE=ZRFNE T,

BEFIEXAY v REBWVWDZET. 130FvUTL—Y a3y
#3215 (CCC) DREFFTIIER L ARV X T 7 &5 — (RRF)
DOHEMMEERZICEA LT, HIHRD AQA BER-EiElc TIZENE
S5NFE U, BRIC 13 DIEEYDEIRERICDVTH. FBRE
ATLIE. Ffe. YRATLIMHEEEEY (SPCC) KU CCC LASHD
{EEYMICEAULT. TOXYV Y RTHREINTLSHDTXTDE
HEmzcUE Ul

RERAE

EESLUHE

BEJ— RUEDEBIEXFLUVZRWNT, FvUTL—Y3Y
FAEZEZLZER LE Ui, SVOC ZZ#E(F Sigma-Aldrich 8 KU
Restek WS AFULFE Uz, EEIF 1,000 yg/mL TY . EKFRIEAN
EESRUYOS — MEHED Restek S AFUE UL,

&KE

FvUTU—Y a3V BEZEEOFRLIEIC(E Agilent 7696A T )L

BB — IR FZFERLE LR, T ICRIREZHWVE
UTco PHRICIE GC/MS ZfERLE LT,

2 1. Agilent 7696A U~ JILEUIED — I XU FDER

JOvhyuvy 500 pL

Ry ooyvy 100 uL

[ AN V) 1 AERE
E—5—FTtv b 0°C

R T8 2

RE 400 pL

R5IZE—R 800 (uL/min)
PEAE—R 2,500 (uL/min)

K5I =— RILREF Ty b 0 mm

HMET « LA 4%

F—=I\—T«)b JUIIHALAD 5 %
I7—FvvJ JYIIHLZXD 0%

YU TIVIERF— L T

B IEED — IR F R

FvUJL—Y a3V BIREORNE

D—IORVFZRANTF v UTU—Y 3 VRIEEDRIIE ZER
HICITVEUICe T STESFTLEEDRIEAFLUVZINAT IV
[CHELIEDSE. SFXIFEED SVOC BEEERABRZR U
IAT7IVICINR.. BINA T ILDFEAFREZET XTI mL ELE LTz,
8 DDF+UTL— a VRIREDREE. 0.5~80 ug/mL DFE
EULFXUIe. BEFIROBIC. YUV IZZIBIEXF L 400 pb
TH#ULEI UL,

AR
RER

SVOC v+ YU T —2 3 VRRED GC/MS D TR SNIEE
E—JDEEZRESINE. E—JEREREZREMITST
ENTEFT (K1), REROZFRECUVARY AT 705 —%
SIEIBICIE. E—UEEZEFvUTL—YaVAREDRET
BRELET. TO%. FvUTL—Ya VRAREDLV ARV
T7 09 —ZRFEDVARYRAT 705 —CTREL. RRF Z2&
HUET,

— [N
o titlhirrr v e b v bevrrrvr e b b

—— —

e

|

e

e ———————

——

B

—————

[ |

1. EPA XV K 8270 GC/MS D CRSNICRKRMIE b—F L1 4>
ER(TIC) 7OX NS Le FvUTL—Y 3 VHIEERERE
10 pug/mL T3z



BRERERICAWF v U ITL—Y 3 VAREDIRTORED
RRF D513 RRF ZEtE LE T, Ffc. BREICBVLTKST

K 3.AF v UT— 3 VAZREDLOINE

RRF DFESHERE(R (RSD) ZEH LET. HSRO AQA Bt FrUIL—YaviRikan EMREE (%)
[&. 130D CCCICDLT RSD ZStET BT ENROSNTVNET, TT/—l 11421
RSD [& 30 % KRG CTHEIFNEFEDFEBA. £2HB[EF. D—IX 14- yyOORvEY 97.28
VFERAWVTHEIAELUE CCC D RRF B, I XTI DREEER 22— hkO7z /=) 99.69
BELTVBDTEDDNDET, FHEC. 13DCCCDI5. 8D 194950091 )b 1081
[CDWTIZ RSD 1110 % U FT LTz, A S OOT ST 9853
EW* 4-o00-3-XFILT /=) 96.33
T~ RYFERNTHER UL RERD S, Tl pUTL— 0D ORI s
Y3 VRBEQEIREERELE Lit, SR AQA BigTly, 20 20 VY 9292
FTRTOERED 80~120 % [CINFE BT EDkHSNTONET, —HEVYIT=rsy §7.70
K3INS, TRCOERENT DELEBLTVNDT END  NYF7O07T/—b 115.06
hOFET. AELE 13DIEEYDS 5. 1 DOTENEN 95~ ATy 89.91
100 % DEEANT Uiz COSVEIREF, T—IXRIFEHY Di-n-J 5 ILEEA ZF )L 108.55
AT LTRMBUREN S/EONCRERZAVICEEDRE  AYVEELY 99.05
NIEEERIELTVET,
R 2. REREEROER LU ARV AT 72945 — (RRF). 14 RRF. % RSD

REFOFEE (pg/mL) D RRF
FvYUITL—YaVESRESY 05 1.0 2.0 5.0 10 20 50 80 19 RRF %RSD
Jx/—=I)U 1.581 1.502 1.597 1.722 1.413 1.342 1.053 1.082 1.412 171
14-yoyOoORytEy 1.600 1.618 1.848 1.725 1.710 2.074 1.722 2.030 1.791 10.0
2-ZhO07zx /)b 0.119 0.113 0.106 0.114 0.116 0.111 0.126 0.109 0.114 53
24-yo007zx/—)b 0.330 0.306 0.332 0.330 0.338 0.293 0.299 0.280 0.314 6.8
~FHoOoOJyIIV 0.227 0.230 0.241 0.265 0.283 0.261 0.283 0.312 0.263 11.2
4-o00-3-XF)LT7x /=)L 0.417 0.416 0.420 0.422 0.442 0.379 0.438 0.464 0.425 58
246-cUOO7x./—)b 0.529 0.495 0.476 0.460 0.477 0.451 0.410 0.403 0.463 9.1
EFIOFLY 2.195 2137 1.960 2.012 2.062 1.914 1.962 2.389 2.079 76
N-ZbOVITIZIVTZZY 0.868 0.795 0.721 0.673 0.650 0.646 0.658 0.678 0.711 11.3
~Nv&oOO07zxz./—)b 0.157 0.140 0.129 0.136 0.128 0.118 0.094 0.088 0.124 18.8
WAS VT 1.006 0.961 0.948 0.920 0.956 0.990 0.972 1.147 0.988 7.1
Di-n- 75 JVEEA O F )L 2.038 2.557 2.825 3.159 3.281 3.47 4.018 — 3.050 21.2
RVVlalEL Y 1.092 1.080 1.069 0.984 0.951 0.914 0.987 1.060 1.017 6.6
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FENDEEOEVNF U T L— 3 VREIZEDFIIEIE. &
SEPMSRTCTURFRELERCYT . HIC. RIEEESROD
EPA XV w RTIFEETY, XV R 8270 &, {EZMIICSHRT
ZHADIEEYZEDNT DI, AEEXY v REFO>TULEF
9, Agilent UV JIVEIHMBD — ORI FEES T ET. OFS
MICKOOSNDIBELEEZERL. |METREL EPA XYY R
8270 DOIEREBD I ENTEET ., FEETODFvUT
L—2 3 REERINIR (CH# O EEISEEPRUMESRERE. A
= AZPRTEET,
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www.agilent.com/chem/jp

TILYME AXEBICRDDERENISEE. T, AXEOREAICKDAREREIE
BENICEUDRBICOVNTRBEESETVRERT,
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Agilent 7696A U >/ J LRI LEE
D—=ONIFEERURE
GC/MS/MS ICLBDI X OO

7IJIUg—3v/)—b

A MEEMBEDDNEZ L DR TRENEFT >THD. ZNIFERKEE. EXRE.
BIES KUERIFEFR. XICHISEROCEBEERSRARNBEZSOREINELE. KL

BOBNLD>TVET ., DM, RBEICHNZETIIRTIE. DMEEICMNA T,
YU 7)VaLEBEDEE S KUBREOfRICHERmIhD > TVLWET, D7 TUT—

23> ./—bTIl&. Agilent 7696A UV JIVEILIED —OXRY FICKDBEEMET—T T

O—7%{ER Uz GC/MS/MS BT DVLVTERBALE T,

Agilent Technologies
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IZUSIC =1 GC/MS DEf
GC DRITHEF
ﬂ'l_:!—F7J<\ ﬂﬂﬁﬂ(\ 3’3‘&:0%*47&}?(:%%1’1%17\ ~as>v., 7 DFHS I 15 m HP-5MS Ul (p/n 190913431U|) X2
vrROSY, ZO5RAFY, JVFIXFO4 K, J)L33)b Agilent /$—3J Ultimate =4~/
F A RIFEDA S MBELME (EDC) DIERFDHICH T D> =— (p/n G1472A) ZZ2{EF L CES [CEHE
ZHEES>TVET, BEHOTINSOIEEYIF. EICRSEL AR 2L
ADFRIVEVEBEICEDELDEEMDEDTY, ZLDBE. FAE—R Jd—JLR. ATUw RUZ, JILFE—R
FENSSURBMOHEN. EROFIUETETERE A (MMI) 2258
CRHOWEINFLA. TORBR. INSOLEPHAIIGED  FADER 70°C T 0.01 DRSS )
PATREOND. HABTBITUE T, EDC &, ppt LNILTHSH 450°C/min °C 280 °C FCHE.
GIREBEMERELST, flELT. BESKOTEED ) 280 °C C 3 DR
e . - HZAtE—N\ 3 %I 20 mL/min
REGAR/ AR, REOTENEMI . SREEORSE. (T el 30 L
WHEGDS SBREEL. E¥EY I0EYBEORNGE -7 ey -
B&D. TNEDICEZDECA. BHFEOMEEAIN 5 Jpmeae 70
TEIRR. INSOLANIEDETDICHBLTED. A mmpy 304
NDRERICHITDRELYR T EFODTVET, EDfed. & SALTYMEE 10 9EAY
NSDEEYDIRIEF TOBENB LUEHEDATR G ETDH TER F—TVEE 120 °C T 0.5 D{FRF
TY, COFPFUs— a3y /—KTlEk. RHBEYES R 40 °C/min T 240 °C FTHIB.
DIeHDF v TU— 3 VIZEDIER EFEER DT > TIVA] 240 °C T 0 {FH
MIB% 7696A Y TILENMET — IR FEHER U CHENET 5 °C/min T 280 °C £ TH&E.
BHECDVTHBALET. 280 °C T 3.75 fR¥s
FrUTHR TERBE—R. AUYL
o 735/1:0.8 mL/min
igﬁﬁ;ﬁ 735/ 2:1.0 mL/min
. o pmene FISRE 23.498 cm/sec
RESIUHE hSYRT7—5AY
TZ RO (E1). BSFTA/TCMS (99 %/1 %), A7 R=RU)L. BE 280 °C
#|KE'U I Sigma-Aldrich Corp. (KE) h'SEA LE LTz, E ST 15.256 53
DERRZE K7 ZMNIITHERL, FvUTL—T 3 ViE MS D%
EEER T DIcDICHBILGEESRZER UE L, Fa—=Y atunes.eiex.tune.xml
A AR 50
f&as WORAHNSX—5  TILFIIVUF I3 VEZS UV (MRM)
Agilent 7696A > TILFHIEED —O XY FEERALTE YT JUYIVAX 15 ml/min
L—v avigERL. NRanOEBFEEHETE 7 égzgz E-EZ"U min
UTe. AECAUCHEE, I~ K270y RUZEAST — =HEC th 0
EBILFE— READ (MMI) Z{#X o Agilent 7890A ¥ U—X = IEIEWI;\E)U o
GC &. Agilent 7693A 150 RY Y a VA — MG TSHHED B
Agilent 7000B U ZJVMERR MS TITWE Ulc, HEESDFRME%=
F1BLV2ITRUET, X2 MRM OIS X—%¥
JUH— JO5Y mUDE
Bt M Laws Y47V MMAY FaIl vIz
XV BSR (m/z)  (m/z)  (ms) F—=(v)
1 105 E1 3420 2570 150 15
1 105 E1 3420 2440 150 15



Agilent 7696A U2 J|LRIMIBD —INX Y F &
ALV-RILE

Trinh b (2011) [ 1,000 5C2EE (1.0 L DY LB 1.0 mL <
R ZZEUT. 1.0ng L-1 [TEWVVET O MDL ZRUE UTes
DFHIETIE. 7696A U T ILAIED — IRV FZFERULT 1.0,
2.5.5.0, 10.0. BEXU 50.0 ng/mL D5 DDF+UTL—raViE
HEZFRIBUE Ufc, e, FEMMEICH 7696A U 7)LaTLIE
D= FEFERLE U, 10/10/80 (% v/v) BSTFA+TCMS/
FKEUI /KPR NI EERUEF YU TL— 3
IZHEITHNA T 60 °C T 30 oREmM&ELE LTz,

fAREER

7696A UV JILAIMBED —INIFICEKDI T VI
AR

7696A YV TJILEBMED — IRV FICKDBENEIC K> TV T
VAR [CH BTSN RIEICER SN, YV TILIS—
DRETDAEMENERINT T, TNEEABFIC, FEIDMESE
THESNBHENEREBENHFINETT. COFP7TUT— 3
> /—bBTlE. 1.0ng/mL (1 pg ZAS L) D 3 EEEDIRULDHT
DF—H7ZRAWVDELNEIF 133.37% EIEDF U, Ffe. 5D
DOURIVTZENZENEH UIcBREDFSIL, 5.162 % RSD
(3.32~6.89 DEEHE) EIEDF LT, R IBKLUV 4 [CTNSDRER
ZRUEI 1S 1.0ng/mL (1 pg AHS5 L) D ETITDNT
DEEOBXUTEMF®D SRM (Selected Reaction monitoring) 70O~
NS LZERULET,

%3 1.0ng/mL (1 pg Z VNS L) TOEWVF+UTL— 3 ViEED
S/N B&UEIRE (%)
HBIITILD E1 XYy R E1
2 =S LA REREBE @R REEE S/N
Std_1_1 £vUTp— 1 1.0ng/mL 4818 129 11.20
vav
Std_1.2 +vyUJp— 1 1.0ng/mL 4201 0.94 9.00
av
Std_1.3 +vUTL— 1 1.0ng/mL 4597 1.17 12.40
vav
% BN 113.37
Fb  FvUTL—Y a3 VEED %RSD (5 LU, n=3EDEDIEL)
i YU I IDOERE LRIV REBRRE o ERE
Std 11 FrYITL—varv 1 1 48.18
std 12 FrUIJL—var 1 1 42.01
std 13 FrUIJb—var 1 1 45.97
% RSD 6.89
Std 21 FrUIL—varv 2 25 65.86
Std 22 FrUIJb—yav 2 25 65.75
std 23 FrUuJb—vav 2 25 59.74
% RSD 5.49
std 31 FvUIJb—yarv 3 5 134.20
std 32 FvrUIJL—varv 3 5 147.65
Std 33 Fv¥UIL—varv 3 5 137.09
% RSD 5.07
Std 41 FrUIL—varv 4 10 184.80
Std 42 FrUITL—vary 4 10 167.32
Std 43 FvYUIL—varv 4 10 173.81
% RSD 5.04
Std 61 FrUIL—varv 5 50 931.48
Std 62 FrUIL—varv 5 50 874.49
Std 63 FrUIJL—varv 5 50 887.74
% RSD 332



GC/MS/MS 2#f

CDRERTIF. 1.0~50.0 ng/mL D 5 DDRELANILT 3 EHED
BUEAZTVE U, B2 (S, GE5T 15 EDEFEATESNE
HEREEREY R? = 0.996 DIRERERULE T,

ERR DR TR

Wells fth (2011) &, B FILEw bHY30 KiEmDHBS. Student D
t DA AREZER U THEOBE TR (IDL) ZHETED L
IRRTWVET, 99 % DFEFEEE n-1 DEHEDBES. CDEE
@ Students-t 7—J)VfEl 6.965 TT . IEKF v+ U TL— 3 NE
HED 6.965 DKV 6.89 % RSD %= IDL A2 (X 1) ICRAT D &L
E1 @ IDL DHEESEIE 048 pg AV AT LERFDFET, TDIEIS.
99 % DIEFEEE n =7 EIDIEDRLT 0.7 ng L-1 D MDL ZAIE
LTz Trinh fth (2011) DFERERXLK—HULTLFET,

_ (6.965 x 6.89% x 1.0 pg)
%RSD 100

1. 1.0ng/mLF+UTL—Y 3 ViZEDERE % RSD [(CERT<K
IDL DHEZESE (n = 3)

IDL =0.48 pg

| y =17.380692"x + 26.289739
0.94 R?=0.99600521 :/

0 4 8 12 16 20 24 28 32 36 40 44 48 52
TR (ng/mL)

2. E1 DRERR 5 DOLANVICBIFS 3 BEDFEDRERUEA

x10'7 +MRM (342.0 & 257.0) ‘10-3726 Pl

VAl

ENTFER (%)

B 1.

6.8
6.6
6.4
6.2
6.0
5.8
5.6
5.4
5.2
5.0
4.8
46
44
4.2

98 99 100 101 102 103 104 105 106 107 108
EXDIAFHBFRE (53)

342.0 & 257.0, 342.0 & 244.0
144 =473 (113.3%)

98 99 100 101 102 103 104 105 106 107 108
EXDIAFHBFRE (53)

1.0ng/mL M E1 @ SRM 0~ bS5 Lho A IFEE SRM
342 — 257 =KL, BEEM NSV I3 342 — 244 %
MUFT,. BICBIFTD 2 DORIRET AU T 7 AT LD
AR EEZRUTWVE T, S/N DEHED ./ 1 XEiFE
10.4~106 T



Agilent 7696A U JILRIMEBED — ORIV F(F. FEKEEZO
B#)T—2JO—ICKD>T. TR OYVPZOMORNDHIE
EMEORICBIFDT T, FrvUTL—YaVigZE, B
KUYV TI ZERETCHIIET S ENTEETT, D
PIUG—ay /=Tl SUTIEEREOEELES
&1z GC MU TIVNERBENTREZFER LI TOBM 42
FHHEULTCWET, BNEONEEBENREROREEFETE
5N, WX THRESNTUVD MDL E—E9 D IDL HEHEINFE
Lico

BE3

1. Trinh T, et al. “Simultaneous determination of estrogenic and
androgenic hormones in water by isotope dilution gas
chromatography—tandem mass spectrometry”. J. Chrom A,
1218 (2011) 1668-1676.

2. Wells G, Prest H, Russ CW. [ JF)L./ 1 XthldEEDHET
DUREEEE LTEEBNN ? . 7YV NPTV =3y
J— hERIES 5990-8341JAJP. (2011). I LU -FTT/
OYJ—#Rtt

AR

INHEOT—5 [F—mNFERZERUICBHDTY, 7IL2 D
ALY —EXDFMICDVTIEF. PIYL Y DTTTHA ~
www.agilent.com/chem/jp ZCELEELY,
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PILYMME AXBICERDDERINIBE. T, AXEDORMICKD (N
FeFEENICEUDBEICODVT—YIRBEESETLEREEET,

AXEBICEEHOER. FHA. RBAKRFEIFELLICEEINDIIENHDET.
EREETHINTVDEAZIRE. BHICKDIBNOHFTLL, FANEEER.
Bz, BRI 2T LIBEUSNTVET,
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B TR —I RUF I,
AIEO—RtEBREZH#HREL
ij—o §¥ L < 'i/-k_-lé;’\o_:)é
TEEEL,
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BXIZR3
FIVr—2a v BORBRNZRES

BREOUvITHE. TnREND
DHEBNTAHAXHICO Y TS
_EMNTEFET,

THELEEA SAHTAER T/ —IL A OO . 80
EFICEENDIBEBHEDDIT oo 92
BEY > FILBTEB AR L =94 imh DR
AFIVIRTIV (FAME) DBITE oo 104
Agilent 1260 Infinity LC A L= R T E 7 ¥
DRATEFLVRFEEUVLNAYDCHL R A DEE o 108
BEY Y JILFILBIZ L B4 —TA 4 )L

DAEIAEEA FILT R TIL (FAME) OBITE oo 112
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BELEDSEHTS
EX7x/=IUA DR

77U —3> /)—k

dvya—<O5oY

=

EXT7I/—ILARRBREBFEOTISRAFYIRANSBEHITDHIEN DD, ME, K.
HWTRKEEDETFIETHFEIYNI Y IRTHREEINTEF L. EXTT /—ILAIG, T
AROYVIEEDEFERIVEVEBUUVAERZR DAD MEEME CTHD. BRIC
NAFTADEEZESZDIENSHDFET, CO7TUr—r 3> /—RCld,. HELED
SHHENERT T /=)L A & BENICELLEER T /=)L F ZEET DX
VY RICDWTEHBBULE T, DAY w R(&. Agilent ZORBAX Eclipse Plus C18 15 L
ZEA LT Agilent 1260 Infinity LC Y AT A ETHFELILBNDTT. XV v ROEBHH
NUF—2 3V RRL, BREVUTYYaVvI/LOBERME,. BEME, BEZERL
FUTco Agilent 7696A U T)LETIED — IRV FZERLUTCHIRRINZBEEMICE
MU, oFIEEZERLE L. EXT T /—)U A DEETER (L0Q) H'1.06 ng/mL T
HBAZENDOMDFRUIc, UV TIVEINERDEEETIE. EXTT /—JLAICDWVT 80 %
DEINENBSNFEUE. DXV w R%E Agilent 1290 Infinity LC Y AT LZEER LI
BERRAIOYRT T T 14— (UHPLC) XV v RICEHBRUF U, UHPLC XV R(E.
ERRXERIEIUTID, E—=IDBKDYv—TTHELIED, FHtEES S/N tEhmEL
FUlco VFNDXAV Y RH, BT EBMmBROREEECBIFPERTT /-
ADEEICERATSHCENTEFT,

Agilent Technologies
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FUSIC

EX7x./—)U A (BPA) [&. RUA—IK
R—RFISAFVvIPIRFIVEREOHR
BICERENDE/Y—TTY, ¥ pH
DEIFE, SEFIFTLBREFHEDTT
MEZ®D BPA i NH5DRUD—RR—
NISAFvIDRADSHIFHL., T
NZEREHNICADIERTSZEDDD
F£J, BPA &, FR. HiTFK, MIBEES
BOYRJyIRATRHEINTWVET,
ZTDEZBADEESHDOEENRND
LEWVMENBDEVSREICEDE, #
EIBIS/REM (US EPA) [&. BPA DS
FE (RfD) LT, KE 1 kg b 1 H
[C50 pg EVIEBERELELEE KU
H—MRR—=— IS AFVvIRDIFEIIR
(&, FEBICE>TEENTBIRIED B
h&ET, D7 TUSr—23y/—KT
(. EENICELLERERDIEEY. B
Z7Jx./—JUF(BPF) (B 1) % BPA &£ &
BICERUCHBMEZAELE LR,

Ballesteros-Gomez ftid&. BPA M 73 Bff.
BE. EEICERTIZEBDONAVY
REBRUEURES Ffe. ASTMBRIET
ARXYw R D 7574-09 (&, RIBEKDS
EXTI/—)UAZHE T 5D SPE
[CEDLKAFTSA VAV RZEGHBLT
HDTY BPA [FEXILEYTH DI
&. BYIREES (FLD) HIEZL R D BPA
BEEORHBICEVWKEZRLET, 20D
77U —2a>v/—KTl&. (UHPLC/
FLD #H(C KD SPE R—XADATSA
HEFIEZ=ERLT BPA & BPF Z[EIES
[CEETDAVYRICDVWTEHBEALE T,

RRTE

BEBESKIUOVYIMIT7
RODEI21—ILTHEB TN D Agilent
1260 Infinity /\1-U LC Y AT L%ZEH
LEF UL,

« Agilent 1260 Infinity N/ FUR> T
(G1312B)

« Agilent 1260 Infinity 7— T > T35
BLUOT—ERXF Y
(G1367E. G1330B)

« Agilent 1260 Infinity A5 L3V)I\—k
X/ (TCC) (G1316C)

« 8uL Z7O—t )L Agilent 1260 Infinity
HYCARHER (G1312B)

RDEI1—IUTHERHETNS Agilent 1290
Infinity LC & X 5 s 72 {8 FH LT UHPLC
PnERFEL. EITUFLR,

+ Agilent 1290 Infinity N/ F UK
(G4220A)

« Agilent 1290 Infinity #— Y > TS5
BRUOT—ERFY
(G4226A. G1330B)

+ Agilent 1290 Infinity A5 AL 3)(—b
Xk (G1316C)

+ 8uL Z7O—t )L Agilent 1260 Infinity
HYEMR AR (G1312B)

VIhozI7:
* Agilent ChemStation B.04.02
B T)UEilIE

« Agilent 7696A > JILRILIED — o
NF

3
CH

3

EXTx/—ILA

EXTJx/—=IUF

1
ERTI/—IVABLUVERT T /—ILF DFFIEE



HESKUHHE
FEAUCINTOEREBIFEE HPLC U
L—RDHDTY, fliKlE, Milli Q K5
8325 I\ (Millipore Q-POD Element. K
E) hogonkcbozEFERALF LR,
A—=N\—0SITIRITU—RD7EL
ZhUJLEAXS/—)ULIE Lab-Scan (¥ .
N3 0) S, UVEBZKRFAVUIA
[& Fluka (R1Y) hEBALF L. E
ATz /=LA EERTT /=)L F DIE
#EH T)UIE Sigma-Aldrich (1 > R) H
SBAULFXULU. REROD BPA Z2F
BOHEAIEE. 3BEOELDTSVR
DEERUA—RR—RIFILEZE
AULFUTc,

o03RIST4=INGAX—=H

Agilent 1260 &K U Agilent 1290 Infinity
LC YRTFTLZFEALCERRAS O S
IS574—DHMFRHEZERTICRLET,

INSRX=% Agilent 1260 Infinity LC & X5 Ly  Agilent 1290 Infinity LC ¥ X F Ly
NI Agilent ZORBAX Eclipse Plus C18 Agilent ZORBAX Eclipse Plus C18
4.6 x 100 mm. 4.6 x 100 mm.,
5 pum (p/n 959996 902) 1.8 um (p/n 959964 902)
TCCRE: 40°C
FLD: [hikE : 230, FS: 316
FLD RDiAHL—b 9.26 Hz
T4 15
BTN —EXSvh:4°C
BEMHA: 10 mM UVEBEZKERHAYUDLKBER
TREIMEB: 100 % 7= kUJL
JSITUN: BER (53) %B
0 5
2 5
2.1 35
12.5 35
12.6 70
17 70
18.1 5
23 5
ME 0.9 mL/min
AAE: 0L, BEMBA ZERAL. 75y aR—bC O BEZ—RILEZ
=1

Agilent 1260 Infinity LC 3 & U Agilent 1290 Infinity LC Y AFLTERAT SO HRMG



REORLIE

BPA & BPF ZIEFRICEHELT 100 % X%
J=IVICEBICARL. ZNZNHI 300
ng/mlL DEKZERMLFE LT, KER
B§l% 4 °C TIRELE LI

5% 7tr=kUJL. 95% 10 mM U/EE
ZKFAUDLKBRDHERAEER
[CKDFEHFZHIRULT. BPA KU BPF
D 400 ng/mL BARZRILIELE U, T
2 [T ERELANILIE. 400 ng/mL B
RZEIERFBRITDHETHESNEHD
T, Agilent 7696A T~ F)LEILIED —
IRVFZEFERL. BREARICEOTE
BREURIVZERLE U, RIIDY—
TUATIE, 400 pL DFRBRZEITRT
DINAPIVICMAFLUE. B2 DY—F
JATlE. 400 ng/mL DBEREDS 300 pL
ERIODI—TIADUNIL T DINA
ZILICHA. 15 WEBHULE L. Bl
DLUANILHS 300 uL ZEODH L. DL
N)IVDINA ZIVICTMA TR B RZLT
WEKLUE 2 DDY—5 IV A%ZRITITD
KOS, INBDRTYTZ 1 DDX
Yy RICTOIS=ZI0, 1 BDOY—
TUVAEULCRITITAHIEDHTEFT,
Agilent 7696A B> J)LEILIEDT — I N
VFDERETHERLULEIUIIINSA—
7RI ICRULET. 7I LV RFPTY
r—3v/—K Tk, 7696A BV T
BB D— ORI FDHREICDVNTEH
HICEHBALTWVET Y

B JIVRILIE

2 OFRBAICHEST, RUA—RR—K
HIFFLHENS BPA ZHHULE LT, SPE
FH T4 (p/n 12131001) EHE 3 mm D
F2—T (p/n 5062-2483) EEALT. Y
>~ 7)L7% Agilent Bond Elut Plexa SPE /3
S/,.200 mg.6 mL (p/n 12109206) [CO—
RUZFE U, Agilent 20 ;R— NEZEHH
T =ik—IUR (p/n 12234104) % SPE O
BREICEALFUR. ASTM XYY RT
HEASTNTWLWBDY Y FILOEDIRLIC
BoFERFEICRVELRE RED
ATFv7 (K 2) TBABUICARZY Y
TILathICERERULE L.

250 mL %5 (MilliQ) Z/RUA—R=R—b
KIBFRICINZ D

IEELR7Z 30 DREESICEITD
HFARDHRDXZEEEHICTE T

IRER7ZEFA LT pH 2.0 DERIEICU.
4°C TRETS

6 mL DA% /—)LE 6 mL DKZEERALT
SPEZTILIAVTA43a=II9D

50 mL DERIE(ELITKZINZ 2

2x4mL D100 % X5./—)L%ZERLT
BHTS

60 °C DERAN—LFCTHEFEIE. 1 mL
DOFRBEERICEARETS
2
WELIEM 5D BPA D& SPE ZERALIZY Y TIb
i

BERYE EXIz/—Ib ERT/-I
LUANJL A (ng/mL) F (ng/mL)

AR
E b

xRk SERYT 7ERE

LOD 0.195105 0.195105
1.06224 1.06224

2.478559 2.478559
5.783305 5.783305
13.49438 13.49438
31.48688 31.48688
73.46939 73.46939
171.4286 171.4286

~N oo o1 W N =

R THFIF RO 1
MU a—LA (ul) 50
%5 3R E (uL/min) 1250
S3ERE (uL/min) 2500
——RILREAFTEYE (Mm)  -2.0
TE BT 0
Sy NEE A
I7FvvT (% VUVIKE) 0

1 3

50 20

1250 1250 1250
2500 2500 2500
-2.0 -2.0 -2.0

=2
ERTI/=IVABELVERT/—ILF OFRE

®3

Agilent 7696A B JIVETRBD — IRV FITERTS 500 yL YUV IINSA—H



Fl&

ERSEHZSSHIC. BARULEA
MOMEYZFEAL, BPADBKZD
REZAELR U, BEIHH A DAR
0L ZTSVOELTEAL. RICH
BEfRMELANIVZ 6 BEDIRULE L. &
LRXIVOEBSLUYUTYYavyyA
Ly (RT) EHRZERLT. ERRERE
(RSD) DfEZEHELE UTc. EfREET
FERELVNIVOFYEEZRECK
LTTOY L. RERZERLE U,
BVLWHDERELNILDFEADLS BPA
H&KU BPF DHRHTER (LOD) EEETF
R (LOQ) ZKk&HhFE LTz,

XYy ROBREMZTHT BIcHIT, R
D6 DDEBELFEAV Y RINSA—5 7]
fliLE Lz

cREEX2%

c ASLBE £25%

c FAEX5%

c FESKIUENLKER £3%

c AFVIISITIVN£10%

- BEREE £10%

BEEDE/INSAX—FT. RERE 30
ng/mL O BPA $&U BPF &R%Z 7 [E#E
DIRUTEALE U

BRUEORERZITOHIC, B2 DFHA
[CHEDT. BPA ZZFIEVIHEEIENSY
VI EMHULE Ulco 2OYTIL 50
mL (L. DEXTCIFKED BPA BK
U BPF ZR)\A1ILE Lfco RISATL
fcmB DY T)%E SPE DRRELFK
Ulc. RERZFERALT. B5NYY
TIDOREZERLF U, B LDRE
EERBREZLERUT, OUIEDEZE
(E19: 2=

R&IC. 3 DDELDTSV OB
ZDHU. FED HPLC XV v RZEH
UT. 2 BEOERT T /—ILOBHER
EZAELE L.

RIS, DXV w R7% Agilent 1290 Infinity
LC YRFLICEBL. BUERRGZ
FEEHELT1.8um ASLTHHL. D
AV RDOBEEEREZTANLEL
fco TDORXY Y RTIE., HIEE£D LOD.
L0Q. BLUERMEEAVYRDEBER
EIES KU RT D RSD [CKDEEMLE
Lico

RREER

DS IURE

XYy REREICRESSUERER
Rz ERLT. BPA & BPF D EEZ
C18 ASLTTRARLE LI, XV R%E
ST EREIIC. BELEN SHE UK
YU IWBTAMELR,

ZD%DREER(CIZE Agilent ZORBAX Eclipse
Plus C18 A5 LZERAULE LI, & (35
°C) M TCC ICK > CABERFRI DI LAl
YIH'S BPA ZRBEICHBET D ENT
TFELED, INUYIRB Y TILDSH
HTEFICIE 40 °C DA DEYITH DT ED
DHDOFUEUZPISIIURMIELD
T2DDERTx /=L BtENZEL
fehle XYy REBREUDFHERTIE.
ISITVNEELETEDIEXRETHE
BHRELELUE. CORRRATVIY
SYTVMAYYRZFERL. ZOXVY
RICKO>THEHNBELFERNESN
FUTe. ASTM XYy RTIE., {KETD
EXTI /—JVOREHDHERINTL)
Bic. PifflEA—rF Y TS5%E 4°C
[CEREULFURE 3 (R RBIRIEAY v
REFERALT 2 DOER T /—IL%ESD
BUEoONY NI SLZERLTVET,

7.450

LU

EXTJx/—)LF
30 1

25

20 1

RBRIEAHE4D

11.202

EXT7z/—=LA

10.629

N

SNSRI

10 n 12 73

E3

Agilent ZORBAX Eclipse Plus C18 ASLZEERUILERT T /—ILF EEXTT /=)L A D 30 ng/mL iBFBED
53l 230 nm (BhiE) & 316 nm () D FLD EREZFERALTIOVRISLZEINELE LR




RETER (LOD) B&KY Yo LOD Loa

EETR (L0Q) &S =i ng/mL S/N ng/mL S/N [E#pEEE R’ {E LAILE
S/N LD 3 B AN EES 1 EX7x/—=JLF 019 5.1 0.46 124 1.06-171.43 0.99999 7
LOD. S/N LEDY 10 ZRBZ D RIEEY 2 EXTz/—JLA 019 43 1.06 15.1  1.06-171.43 0.99998 7

BEEZ L0Q EBRBLE LR, /A1 XDE =4

- o, oy 2 BPA B&U BPF O LOD. LO0. B&UEMIE. ¥ TIVIE. Agilent T696A 4 TV AINET — IRV F EER
RISl peak-to-peak XYY RERALE 7 umm gt KUn—f%— MEWIETRSNS BPA OL L EEBBERCRE >TOELE:
Ufzo B4 [T, LOQ LANJLTD BPA D2

OXNISLZTSVT (BEHE) DF
AELEREGDETRLE T, BPA Tl

LOD [& S/N=4.3 T 0.19 ng/mL. LOQ [& LU
S/N =151 T 1.06 ng/mL TUTc, 37
e 36 1 RERTEASE4) EXJx/—)LA
I—l |

Agilent 7696A U J)LRILED — O 351
VFZEFERULC EREEZHDOKRE
R(R2ESR) BERULELRE. 7—0
NUFFOU TN EBZEEELL. —B 33
HDHIERERBELE I, TOTSLA
EBEX{TIDEITIT. BEHDEREH
BERITDENTEET, LOQ LN 31
D BPA ' SBIELTERMEL NI & s ]
FTUEUM, LOD B&LU LOQ DIE%E. B
BHEOREREEDICKR 4 TRULET. F 29 ‘ : ‘ : : : ‘ ‘
l%%iﬁ'\bﬂ'ct—f LOD EBJ:U L0Q @ 9 9.5 10 105 11 115 12 125 b

34

32 1

BZESICFFBCENTESINL & ;7 J=ILA®DLOQ LNV, 1.06 ng/mL (21 pg ZVHS L) BR%ZE 20 plLIEALIEBHDET IEAED
[ o - /- ~Jb. 1.06 ng/m pg AV ASL) B plL e SVU;

D7IVT—23V TR WHAMDSE  gpgz, commT@sn s/N iz 15 TURE

SNICENEREBEAICH DT DD

oW efesh. COBREIFTETL.

UFYvay9«4L (RT) LEHRAD RSD (%)

fRE ¥ 1
ERAEEFERELXILD RSD (%) &
LTRIELE LTz LRIV 1(L1) T, BPA

& BPF [CDVTZNZEN 6.6 % BKU 6 | e E2TIT I
7.2 % ME&RX RSD {EMESNF Ui, @

¥kIC. RT DFEEDETE T, BPA & BPF 5 - ~—W-EXTJz/—ILA
[CDVWTHTFN 014 % & 0.11 % DEX

RSD BN 185 NE LIz, EED RSD f& 41

DIS5T77%H5 ICRLE T,

1
8 BERIELANIL

5
BPA & U BPF DFRELANIVICSIFS 6 EIDIEDIELOD RSD (%) ELTRAERESNI-EEHFE



BRI
AVYRDBREEZTARTDIEHIC,
30 ng/mL @ BPA & BPF B2 ENBIE
ERBREFERLELUR. 6 DDEEHKA
VY RINSA—=% (RE. DILEBE.
AR, BEBLURELER. RTvIT
SITVh, BEREE) ZERIICE
T, TERDIERUVEALTT—5 %R
EULFURE. D 6 ODEDRUTE
SNicitaYoE—omEEE S REIC
EBUE L. BREUTYYavy(h
DHFBREZZFNZFN £5% E £3%
(CBELFUR.

BREETFIANDBERERS ICFEDF
T RVEBIE. BEROFBREZBR
TWBCEZERULET . REN +2% &
{EUE#ER. 2 DOER T /—I)VDE
BHEALELUR BIC. ERTT/—
JWATIE. ASLBRED 25%ELTD
CELK>TE—IEBICNAITADR
ENRETDIENDMDELE, BPA
ERYMEDTBEZLLER T D E (K 3.
RT 10.6 Z&88). BEDLRICKOTHE
RORBEHTHD, BEH 35°CEXTE
TIHE/ERENEET D EDDDFE
Uiz,

B TIVPHICIE 40 °C DA DEYITH
BTENDIDFUCBREMDERIE.
PHBPICHSLBEZHFISHIED
BEUERULTCVETD, FLD kR %E
230 nm [CEREL. FEHFERZ 316 nm [
RETDHDERADE—IERENESN
Blcsh. COREHEENTHDIED
HHhDOELIE. 3nm OEEF;HH->TH.
EEN—tYT—IDREIHSRA
EBIIFELED, 316 nm DEEEED
REFEBFETY, 2L, MiERERIEH]
HITD2HNENGDET, 10% DREIC
&>27T BPA & BPF DlEADE—IEE
RS T DD, EEREEDELD

BEETY, REUHOERIF. DXV
FHBEDEATIEFEVVEHEM ZRM
U, XVYRNSA—5ZBRNICEE
LCTH. BMEDDUNIVETHENTE
ERIFEVWCEZRULCWVE T, 2L,
—EDINSA—FFEETHD. EEIC
HHTD2UEDHDFT,

BRI MY IZADSDOEINEE
BPA ZE2FHEWVWHIEMEZ TSIV
Uy ORELTERALELUR, RIN1AD
a7z 2 E#EEDIRL. BPA & BPF DO
INEKZTFARLFUR, BEEX AT
[C(&. BPA ZEZ FIEULHELHED 50 mL
K RICENZNZINAT LTz BPA
(30 ng) & BPF (30 ng) B'i=ZEFENTULIEL
Teo BIDEIZER INAUE. BPA ZZF
FWEELHED 50 mL K& ICZENZ
NRJNAZ Ui BPA (50 ng) & BPF (50
ng) CEEEINTLFELE. WRIEEY
(F. FHRDKSITKT Y TILHSHEL

FUlco KBRODYUZTPHER ([EHRE]
DE=ZZR) ZEALT. BRZREED
BEICEBRUI U, BBKLUBREEZ
EmEE LR UE Ulc, BIUREDRERE
RZEXR6ICRULE T, BPA (. EREE
T80 % DEINKZETRLELIE.80 % 13,
ASTM XV Y RTHETINDELD S
BUWMETY, COXYV Y RTIE. FHH
FE—DSRT 70 % OEUEHFSN
EED

ERETOD SRETO

4=t7E BIRE (%) EURE (%)

EXTJx/—JLF 1702 75.9
70.1 741

EXTz /=LA 769 79.6
75.1 81.1

xR6

2EEDEBUTRITULRINA I ZIRDEIRED
"R

BPA &
BPF THYED BPA

NSX=%5 5[ % EiE %RT b %EiE  %RT
A2 :0.9mL/min £ 2% =:092mL/min -4.6 1.2 1.9 -5.1 1.2

f:088mL/min 01 19 1.9 19 22
TCC:40°C+25% &S:4°C -4.2 -0.4 1.7 -5.0 -0.6

f§:39°C -3.1 0.9 2.1 -10.0 1.3
AVIITZ:20uL 5% H:21pL 2.6 0.2 1.9 0.0 0.2

f&:19puL -1.6 0.1 1.9 -9.8 0.1
BE: 233~316 -2.2 0.0 1.9 -5.7 0.0
230~316 =3 nm 227~316 -1.0 0.2 1.9 -4.6 0.2

230~319 -3.2 0.1 1.9 -4.5 0.1

230~313 -3.5 0.1 1.9 -3.0 0.1
ATFwITSITUS 5:22% -3.8 2.9 1.9 -4.1 2.0
BIRRA VN2 £10% K:1.8% -3.3 -2.4 1.9 -3.8 -1.5
BEREE: =: 11 mM -4.2 0.2 1.9 -6.0 0.2
10mM £10 % & :9mM -5.9 0.1 1.8 -9.8 0.1
x5

IREE 30 ng/mL [EBIBDBEHFAPAY Y FOBREFEAY Y FEDLER . ROFFOIER. FEHERD
HBRFRS% EVT VYAV ILLDFBRAI% ZBATVNDIEZTRUET



B th

HMEFIEERFE LD AY v R ZEA
UCIHELARD BPA 8K U BPF DSHE
ZRAELE U, TSVYRILTSUR 2
BLUTSUR I DSXILHF LI
iz 2 @EOBERLCOHULE LI &
fiERZ. YTV ORERCHE
BRUCIREIRELBULFE LTz, SPE DY
RELDTSVIDKY Y TILTIE BPA
FRE5NF. CORBRTHERLETSR
FvIh5SIE BPA BVBIFHTLEWT
E'ERLTVEFETS 3 DDT SV RO

DHBH TSR 2 DIFEEIET 250 mL
ZENTSHE. COARGF 1T HICHKE
1 kg 372D 0.1 uyg D BPA ZEIDALC
EICHEDFT, TNIE. EPA [CKDER

ENfe 1 BITIKRE 1 kg Hfeb 50 ug &
WOBSBRHEAEXDBEWVETTH. —
BORBTRFREINREINTVETS,
Tl fERHDS. EDQHELHEN 5E BPF HY
BHENEh ol EBhbhbERLR,

LD SEEZFDED BPA BigHEN - BPF BPA
U (E 6A #8), @EHSD BPA  _CENE (ng/mL)  (ng/mL)
DEXIART MNUEY Y TIVDARS ~ ISVET 0 076
WEBBRTRULELRE. BEFEERDOE 0 0.52
WHE SN, BPA DEFEEHLERINE ISVR2 0 4.26
Ufz (K 6B Z88), EIEDTSVRD 0 4.46
PICKD. BEOEVLBDTIF 4 ng/ JSUR3 0 2.08
mL D, EWLVBDTIE 0.5 ng/mL HiikH 0 2.58
ENFELR (R T EBR), CNSOER. =
Sun fICKDLIFICERENICHE (06 grzysykomsmEns 250 m ok
ng/mL) E—FHULTWE TS, 4KE 10 kg NIz BPA 3 &0 BPF DR
LU 4

e 7.4 53T BPF [FIRHE L) [A] [B]

11.248

ISR 22—

280

300 320 340 360 380 nm

E6

BERT

[A]3DDERBAMHIAEH SESNIz BPA BLU BPF DB IOV I SLOEREERT. B FELETSVR 2DV TILDSES5 NI BPADEXARNI MLOER




UHPLC XYw R

DB ZER 7 ICRLEBDER—IC
HIUIEE. HPLC XV v R%E Agilent
1290 Infinity LC 2 A5 /s UHPLC XV
RICEBUER U, COEHE. 7BEEE
EREOMHRZANRDEHICITVEL
fco UHPLC XV w RTIl&. B UREIHE.
JSIITUM REBBEZFEALFIL
e ATLDYA X IEE—DFETIH.
UHPLC XY w RTFHRFTAX%Z 5 pum
D5 1.8 uym [CFIFF U UHPLE XY w
RTIRE—IHH 1.2 DREBHLEFL
feo TNUE. Agilent 1290 Infinity LC 27X
FTLOADT 4 UARY 2—LhHUNEL
B TY, Ffc UHPLC XV w RDAH
HPLC XV vy RKbBHE—IH Y v—T
T. DEEEEDENTLF U RBEWV
EfRELANID L1 EKRBEVERELAN
VLT EBIFBE—JEE. E—J8T.
E—JiRE. DBtgE. S/NEEDE—T4F
HZER 8 THRUEF L. ZORBRIZE.
BPA D7 BEREDY HPLC XYV wRMD 1.9 H
5 UHPLC XV wR®M 25 @ ELECE
ZRUCWVWET, S/N EBIFIF 2 BT
b, ZOBRRBRED@ LS. LOQ
ELOD DU ZEBERITDIENT
TFRUR,

LU | 8 1260 HPLC XY YRAS L :
E ~ 46 x100 x5 pm
150 - (Al EZJx/—IUF
1004 &
3 EZX7I/—ILA
50 - S S
E < REBYE TEME S
0,
LU | =
1 [B] © 1290 UHPLC XYwRHS L :
150 ERIT/—IUF & 4.6x100x 1.8 pm
1004 =
B EX7x/—IUA
504 & 8
| B N 3
i THOE 5
5 6 7 8 9 10 11 12 %
7

Agilent ZORBAX Eclipse Plus C18 4.6 x 100 A5 LT BPA $3&U BPF DL NIV 7 DIFE=EFFT D HPLC XV
R [A] B&U UHPLC XYy R [B] DIOYMISLOEREERT. HPLC XV Y RT3 5 pm ORIF Y1 X%,
UHPLC XYy RTIE 1.8 ym ZEALE L

HPLC XYy R UHPLC XYy R
ft&¥a =9 -9 E-Z E-Y E-Y E-9
(LAIV) ER  ¥EE S IRfEE S/N EE  ¥EE ST  SEEEE S/N
BPF(L7) 1037.0 0.0 163.7 3683.0 930.5  0.07 199.6 6784.8
BPA (L7) 9341 019 76.3 1.9 1715.7 8258 0.13 96.4 2.5 3276.7

BPF(L1) 75 0.10 1.1 - 274 1.2 0.07 1.4 - 42.6
BPA (L1) 8.1 0.20 0.6 1.8 151 9.4 0.14 1.0 25 31.6

=8

BYOERELNIVEREZDOERELANILD HPLC &Y UHPLE XYy ROE—JER. E—J¥{ElE.
E—OSE. FHMEE. BXU S/N LEDLEE . UHPLC XYy ROFH HPLC XV v REDBREE S REEED
BhTunzy



BAUF+UITL—vavRIL (F2 &
S88) EERLEEED BPA & BPF D
FrUTU—YavhBERTH DT ED
bhbFE Uz (BPF @ R 0.99991.BPA D 35
R% 0.99993), EREB KU RT D RSD (%)
EIRTORELANIVICDVWTEEL 3 - e PZTTI—ILF
FUlz, CORBRIF. ERORED RSD
(%) H UHPLC %Y w K T H 8 B 4§ L) 25 4 —W-E2TT/—)LA
TEERLTVET, B 8 [CRTLSIC,
BPADLAIL 1T 3.0% DENESNZE
U7z. BPA & BPF DWFNICDWTH. 15 -
RT DEA RSD (& 0.1 % KRBT LI,

RSD (%)
4

=
hi=1 | 05 |

Agilent 1260 Infinity LC X5 [n& Agilent
ZORBAX Eclipse Plus C18 A5 A% {EH
LT, ERTz /=LA EERTT /—

)
0 1 2 3 4 5 6 7 8 ERELANIL

\ B4 ——¥—1 — /i 4
tif?iﬁ;giizit;ﬁ;;::jz zHE;.: IC&>T BPF & U BPA O RSD (%) ELTARENI-ERAEE. SBELAITHREE 6 MRDEL
TILaiB D —OX Y FZERUTH
WBULELUE. XV Y RERREL. 25
BINUF—yavERELELE. D
AV R, SEXIXFMHEIIEDS 80 %
DEINREETCERTT /LA EER
Jx/—)LFZEEULFT, COAV YR
X, HELAEDREEEZEHNE U BPA
BKU BPF URNIVDBIEICSEARAT DS
EDTEF T, Agilent 1290 Infinity LC </
ATFLANDAY w REHEF, HHERE A
VY RFEHZR—(CHHIFITDETH
EMICITHhNZFE LT, HPLC & UHPLC O
WFNDXY v REBERINT. SBED
ERIREINF U, I2fE2U. UHPLC X
Vv RODFH HPLC XV Y RKEDHBEN
fenBftgeE SN, Fleyv—TJlaE—
JEEBVLE—IFEIHELNF LR,

10
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RTAICETNSEEHOD I

77— 32/—hk

Bma

mAU 3
160

120
80
40

mAU; 2
150

100
50

BRFEEFALEERE. BRONGEZRITIENTRREVLREORINYELTE
AENTVET, COREKTIE. 10 BEOEREBR ZERICAE T 2/cHDEREL
WHHERAARIOY NI ST 4— (RP-HPLC) XV v RZRFEULEX U, DEEETEE(E.
Agilent Poroshell EC-C18 1S L% fEH LT Agilent 1260 Infinity LC ¥ AT LICKDTT
WEUE. XV Y ROBREHRFBIPNUTF—2avICEDBERLELE. EFEHLDS
DEEBEODTH/RHS. TOAVYRHEEBRITOZVERPFOEREERODE
ECBELTVBDTEDDHDET, REIC. TD HPLC XV w R%Z, Agilent 1290 Infinity
LC YRFLZERALE. 2EEOEVWEBEERAIOY NI ST 14— (UHPLC) X
YV RICHRMWICERL., DBEZE TS FICERANZEITIENTEFR LR,
Agilent 1290 Infinity ¥4 A — R 7L (#4325 (DAD) ZERAL. TFITFERRTOD
AEZTV. BELSEEHZZORAMAEETCEELHF UL FEEHOBRE TR
(LOD). EETFR (LOQ). BE. BE. BLUBERUEZMADAYV Y REFERLTKDF
U7z, LOD. L0Q. BLUEREDREDSHD T TIVEILIEE. Agilent 7696A T
VBB — ORI FERFTDIT—o 7O—ICHFAB T EICK>TEHAELE
LTz

Agilent Technologies
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FU&IC

EERE. 28 a8k FEFemicm
AEEICRBIDIMELLTERIN
TVWET ' ZCHEDFBEYHRD
RABLUEBHBEERDSHDET, F§—
XYy IPYITSUENTNICHLED
FI. AHMBERE. F—HFSIUPIY
VIR VBEDEZEREBHT
T RREBRIDIERFIZLDER
HHOERT, XX, REBBORESRMY
TEUZREBEOHEE. BARICHELETIE
DEEDHIE. BFEORROEELLE
MNZDHTY, RIFIC. TIFICHEIOT
WaHEELAEDBERBMICERRIGE
AENTVWET . —HOHBEZER
PATEEHOERERN. FEBOD
TENREZSITRECTAREMENSDT
EDERHEINTLET . KERRER
@3 (FDA) (&, A NcEBRIEIT%Z
BmICERTSLSEET DM ZER
ELTWET, CORFITIE. BERZ
BEL. EETDHDEEEDIHF
EDEEMZEBLTNE T,

D7 TUT—23/—KTlE. Agilent
Poroshell 120 EC-C18 A5 LZFWTCH
RUERESERFEIONNIST4—
XYY RZBNAULET. BREBRIIK
AU TH DD, i HPLC [FINH5D
MEOEBEBNEONFEELEDET,

XYy R

BESIUVVYIdOI7
ROEI21—ILTHER TN D Agilent
1260 Infinity 74 —%FVU LC Y AT L7%Z
fERLFEL.

+ Agilent 1260 Infinity Z# —%FUR>
TBKUFHyY (G1311B)

+ Agilent 1260 Infinity S EEEA — b
> 75 (G1367E)

+ Agilent 1260 Infinity ASLAO)\—k
X/ (G1316A)

+ Agilent 1260 Infinity ¥4 F—R7 LA
% 28 (G4212B). Max-Light 70—t
JUIHE (FERRER 60 mm) (G4212-60007)

« Agilent Poroshell 120 EC-C18 /15 L.
4.6 x 150 mm, 2.7 pm (693975-902)

FIERDEI 21— IUTHERBETND Agilent
1290 Infinity LC Y A FLZEARALT
UHPLC B#iZzRRFEL. EfTLFE LI

+ Agilent 1290 Infinity /XA F YR 7,
FHwH (G4220A) BKU 100 pL Jet
Weaver SFH{4E

+ Agilent 1290 Infinity S EA — MY
7S (G4226A)

+ Agilent 1290 Infinity ASALTJVI\—k
Xk (G1316C)

+ Agilent 1290 Infinity A4 F—R7 LA
%R 2s (G4212A). Max-Light 70—t
UATE (DBURU2—LA 1.0 pb. R
£ 10 mm) (G4212-60008)

+ Agilent Poroshell 120 EC-C18 /15 L.
AE 21 mm. &E 75 mm. 2.7 ym I
FEFeiE (697775-902)

WFND T AT LH. Agilent ChemStation
J\—332 B.04.02 ZERAULTHIEILE
Lfc,

UZ7UTAHERDIHDBRDERIE.
Agilent 7696A U~ Z)LRIALIED — O X
VFEFERAUCHLELE L.

HESKUHH
FERHUCIRNRTODIEEYELEAEG
HPLC JL—RDHDTHD, BftKIE
Milli Q ZK#E& X 57 L (Millipore Elix 10
EF)I. KE) hoFEBRUEBHDZE
BAUFUR. X5/ —=)VIER—I\—=5J5
JIVRITU—RDHDT, Lab-Scan
(4. IN\>T30) hSBALFLRE. U
VEEKRZFTRUDLB KU o-UVEEF
Fluka (K1) hEBALF LI, IXF
JLR )L+ K (DMSO0) & Qualigens (1
VR)hEBALFLE. 9—K35I 2,
PRISVAAVITAIE RY—
4R. Yty b/ O— FCF. AILEA
VU, TPARNITU—V FCR PYwRT
W—/TUFITZTI 0 RV — 3R,
BLUIVURAOYV B DIZEHE(E Aldrich
(AVE) hSBALFT U, BINERS KX
UEEDIDIEHDEFRISERER
ETEBALF U .



S
WHRAIOY NI ST «—& UHPLC
[CERAT2AMREZR 1 IORLET,

BEeHEEER

F—RSI, PYSVAR. AVITN
W=, IRVY—4R. YUty hAT
O— FCF. AILEA Y. T7ARNTU—
Y FCR. 7YY RIW—/TUATSDY
V. RYY—3R. BLUTIUZAOV VB
DZEFERIE. # 20 mg DIZEEY) %= FT
2L, 10mML XRTFRAICKITIET
ERCHERLE LTz, 300 L 2D DMSO
ZEZISATICHAZ., BEHEABKLUB
%Z 80:20 DILERTHAITREULILAR
ZEHRAEUVTERLF U BE(TH
UCCBERLEBZFIBULELR.

EERSBRLERELANL
W0 L DR EERBZIERICERE
L. BEEHOEED 200 ppm [CHED
2,000 L DIREREREZAR LI UL,
Agilent 7696A U > JI)LaILIED — 5
NUFZEFERL. D 200 ppm DIZHE
BEBARZEEISICEBARULCBRE
AHELU, INZRVWCUZ7UT o=
BLELU. BEZZACERERRIE
0.01~200 ng/pL OEAEICHIHLTWLE
Lz (10fBDLA)VE 6 BDIEDIRU).

Agilent 1260 Infinity 7 #—4%73U

INSA=% LCYRAFTL Agilent 1290 Infinity LC A5 L
N3 L Agilent Poroshell 120 EC-C18. Agilent Poroshell 120 EC-C18.
4.6 x 150 mm. 2.7 pm (p/n N693975- 21x75mm, 2.7 ym
902) (p/n 697775-902)
NILA—TV 45°C 45°C
=N 5uL (75 v aiR—hT5#H Tl (75 y 2 aiRk—hT5 ¥
——RILEE) ——RILHEE)
HBUTIVKUABE 5°C 5°C
#EiE A 10 mM Na,HPO,. pH 7 10 mM Na,HPO,. pH 7
BEHE B X5/—=)b X5/—=)b
J3ITIVhk 05:5%B 093:5%B
453 :30%B 0159 :5%B
109 :40%8B 055:30%B
1445:40%8B 234:40%8B
1893:95%B 26%:40%8B
2245 :95%B 3.2597:95%B
22153:5%8B 4005 :95%B
4.0153:5%8B
RANS VB 593 15 E
me 1.2 mL/min 0.7 mL/min
JO-—t)b 60 mm J6E& (p/n G4212-60007) 10 mm Y58 (p/n G4212-60008)
AIERE 288 nm: A I INILZY 288 nm: A I dAI=ZY

F—5YITUIY
L—b

428nm: y—r35I
484 nm: B wv I O— FCF

511 nm: RV — 4R BKLYV
Ry — 3R

520 nm: PN S VABKLUV
HIVEAVY

530nm: TUXOY VB

626 nm: 77ARITU— FCF BKV

7y RTI—

20 Hz. E— 218 0.013 %3
(0.25 P DI EBSR)

428nm: y—K35I
484 nm: B Ewv I O— FCF

511 nm: RV — 4R BKU
Ry —3R

520 nm: PN S UABKYV
HIVEAIY

530nm: TUROZV B

626 nm: 7 7A NS U—> FCF
BLOTVYRIT)L—

80 Hz. E—21E 0.003 9
(0.062 # DI HFR)

=1
Agilent 1260 Infinity LC & X5 L& Agilent 1290 Infinity LC Y A FLDEE



EEHOEESIUEIRED
RERDI=HDY T )AL IR
TEFETFLEBHERIZENDIEFDH
55 BEOUYIILERAREL. BER
DEELENEEHORRICERLE
Lic.2g DEFICEFNIEERZ
400 uL @ DMSO0 & 20 mL DFRBRZIE
RICMZBDI7IWIETOERICEDT
HEHUF Ulc, BEENIEL. Beckman
Coulter Allegra X22R = iDv#% ¥ XA 5 LI
(C0650 O—# 1) ZfERALT 8,300 rcf
TI10 pEELODEELE. 0.25 um
PTFE Agilent Econofilter ¥ U IJ T« )L
IAV TV TAERZEDBL. DHICHE
BAUFEULR. AINAMD U/ R4 LT
WEWEFT Y JILEERLTENE
DREZITVWE U, NS L ETEEY
N 25ng £BBDKD. BERERZR/N
A7 LFLIC, HEFIRFZNEITOF
IEEE—CTT

EBRIE
BRORETILENERMICKRELT
RIFTBDIC. KEMBICIS, FIME
BEHOINTOBREZIVIHRAITE
H. 4 °C DBBEMICRE L LTz D
BEICIE, AHMENEOF— VTS
TIRE%E 5 °C [CHEIFLE LT

¥FlE

F2IC. 200 ng/uL DEEEEEBRRA =
EOICHERITDIEICKIDIERLIEF v
UJL—2av R ERLET, 20D
#BD2DDY—VATH0 L YUY
Dtz Agilent 7696A B> 7))L
BB —IORYFEFERL. BRME
URIWZERLE UIc. RIDY—4
VATCIREEEDHFREZZ/INA7IL
[CIA. B2 D=2V ATIlE. 250 pL
M 200 ng/uL B RZINA ZILICIMAT
15 MEEHLELE. 2 DDY—5 VR
ZRITIDRDDIC. INSDRFVT
Z1DDXVyRICTOIS=ZVI L.

1DDY—5VAELTEFTTDHED
TEZFXI, BRIOLANILHMS 250/100 pL
ZROHUL. TNZXDODLUANILDINA
ZIVICIMADZET, RENICAREZE
FHIRUTITEFE LT, Agilent 7696A
VZIVEILIBD — O FDERE CIE
BULEIYUVINSA—=FERI TR
L ZE 9, Agilent 7696A Y~ 7 )L ai L 12
T—ORYF OREICOVTIF, 7Y
L7V —vav/—k (BRE
= 5990-6850JAJP) TEEMAICEHRAL T
P

DMSO THIRLIE 5 uL DBR ISV
U BFVYUTLU—avXNIVICD
WT 6 EEDIRUVEALFX L, FLA
IWOEBSLTUFYYavyAL (RT)
BERZEERALUT, BERFZE (SD) 8%
124 RZ= (RSD) DEZETELFE L. &
HiFR5R (LOD) & EEBR5R (LOQ) 1&. &L
FOEHFRELUXNILDFEADSESNE
Lo BEUZ7UTFAUXRILDEEED
E—OmBOFHEZREICHLTT
OvbhL. UZPUTFo A—TZERLE
Ufc,

FIRE D 5plL
REULEEE BE (L) EALRIED
ERE (ppm (pL) (B2 (RAID aitE ARBLERD YYTIVE
FrlEng/pl) Y=5VR) Y=HVR) (ub) iBEE (ng/pul) (ng) LANILE
200 250 250 500 100 500 10
100 100 400 500 20 100 9
20 250 250 500 10 50 8
10 100 400 500 2 10 7
2 250 250 500 1 5 6
1 100 400 500 0.2 1 5
0.2 250 250 500 0.1 0.5 4
0.1 100 400 500 0.02 0.1 3
0.02 250 250 500 0.01 0.05 2
0.01 100 400 500 0.002 0.01 1
=2
FrUITL—2aVUNIVERDTH DFHIRDEEHM
BEE
INSXA—% FiEkR1 2EKS RERIT SEERE
RY THEFEHFEE 1 1 2
SBRU2—L (1) 250 250 50
%5 3R E (uL/min) 500 500 500 500
ERE (uL/min) 2500 2500 2500 2500
——RIVREFTEYE A -1 1 1
(mm)
TR (1) 1 1 1 1
T NBEE A
I7FvvT 0 0

% YUVIBE)

®3

Agilent 7696A U Y JIVEILEBD —IRYF DI YUY IINSA—H



6 DDEEBEPFAVYRINSGA—FIEZLE
L. XYY RORFEHZFMUT L.
BEEHDW 0 ng (AVHIL) BFEN
DIZEEREESRE 6 AEDIRULTEAT
HTET, AVYRDBEHZEEDRLE
UTco 2 g DEFIC 25 ng DEEBRIMES
WMEANAO U TILERINATL
BTWO Y TIVZEEL. EIERDEEZ
TUVELR 10 BEOIRNTOBEEH
EEYDOIRIN AR MUZEFERLT UV
ARV SATSUERERULF LI,
UFooavdALhEEBICIDSAT
SUZFERALT. EFICEFNSEER
ZRIELF L.

CDXAYVY RZEZHEULT. UHPLC BDR
RHWBEAXAV Y REERLE L. BEE
£ D % TBR (LOD). T2 FEE (L0Q).
BRUBEREZTML. XYy ROKBE
ZEEBEUT VY35 AL (RT) D RSD
[CKDIEFELE U UHPLE XV w R%E
FRAULEIRTOEEROREHED
JOvhUFU, UHPLC XYy R%&E(E
FA9d&L. DREBEZR TS B FITIERIC
ERODHZEITITENTEED,

HREER

SRB LUK

Agilent Poroshell 120 EC-C18 (150 mm x
4.6 mm, 27 ym) ASLZFERTDE
T, 0 BEOEERZ 20 DETRIFIC
DECTERXUfc. REDEERITIEEAK
RIGEREBHERZSZEADMDE LR,
10 BEOEEROIOXNIST4—
BH/INY—ZR 1 [CRL. BEROU
ARZEZNZNOBMRFEPEREED
[CFX 4 [T:RULFE T, ChemStation YV T b~
DI7DE—JHIEREZEERLTCE
E—JDHEZFIVvIL. XVYRD
HEMZFFMUR UK. BE. BEiREE.
EE., HE%. QIR BLUREND
KRZETO>CAVYRONUT =23y
ZTWEL,

=2 10
DADT A. Sig=288 #= (LAYS S
. DADI C.Sig=428 — '
mAU 9 1 5—r5IY 7
1 DADT E.Sig=511 2 FRISUR
3 YUTnILE:
10007 D1 6. sig=530 X _T_/j_?éb 7
1 DADT H. Sig=626 ms
800 5 YUty NI O— FCF
1 . 3 6 HNIVEAVY 8
600 228 4 7 TFANIU=VFCF 8 .
] ggas w» 8 TwRTI— o =
] ™ o >
400+ S| E8 9 wou—3k 882 B |3
] K5 10 IUzO0vYB SKT £ |
200 SE SRS ﬂ ) l
i < ~ ©
0 u ‘l 1 A AW A B
o ds 5 T s 10 ‘125 15 115 4
E1

15 cm @ Agilent Poroshell 120 EC-C18 AS LZ{ERLI 10 EHOEEE D2, T DDRBIERD
Po—RZEREEULE U,

)| Urrvay

&S {t&Ma 2FK RFE 1L BEXBINER

1 Y—rSI CisHoN4Na;0,S,  534.36 3.29 428

2 PYISUAR CyHi1N,Na;0,,S; 604.47 3.86 522

3 ’(‘/9“:[“73)[/57 Ci¢HsN,Na,05S,  466.35 4.28 288 BKU 612
(AVIdF) (A% 5.74)

4 RY—4R CyHiN,Na;0,,S;  604.47 5.41 510
(Y —8X)

5 brevhk CisHioN,Na,0,S,  452.37 6.20 482
4 IT0O— FCF

6 HIVEADY CyHi2N,Na,0,S,  502.43 12.83 518

7 7‘7Z|\ C3;H3:N,040S;Na, 808.85 14.04 622
ZJU—> FCF (54 13.52)

8 7w RT)b—/  CyHyNaN,0,S;  792.85 16.32 628
IUATSIIY (F#E4 15.40)

9 R>yY—3R CyoH;gN,Na,0,S  494.45 16.99 512

10 IYXAOYUB CyoHgls05 835.89 18.18 530

=4
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#®RHETR (LOD) B&U

EETBR (L0Q)

S/INED 3 EHPURILAYRES
LOD. S/N Ltht 10 & DRRIEE YR
E% 00 EBHULELR. 8BERIC
DVWTEEREINE LOD B&U LOQ DiE
EREICRLET. fleLT, KRyy—
4R (0.1 ng #VHS5L) @ LOD @OV
NISLETSVIEEREXLTR 2
[CRUET,

EfRE
BILIEEHDINTDEEICDVNTE
A% 6 E#EDRLT. L0Q LNILh S5
KEEURILETODEBEEHRICDWVT,
HENEEREBEDOREFRERDF U,
IRTCOBFBEBICOVTESNZAR
RHMAERS ITRUET,

=% ZVASLD

E—o LOD LOQ LA ER§EE

#5 (E5YB (ng) (ng) (n=6) (ng) REGER R*{E

1 HS—K5YY 005 01 8 0.1~100  y=15.477x-57137 0.9993

2 FISVZA 01 025 7 0.25~100  y=12.686x-5.8682 0.9993

3 A>yd 005 01 8 0.1~100  y=16.723x-5.9163 0.9993
A=Y

4 RYY—4R 005 01 8 01~100  y=13.168x-5.0258 0.9993

5 YUtk 025 05 8 05~1000  y=1.8621x+7.2227 0.9992
A TO— FCF

6 AIVEAYY 025 05 8 0.5~1000  y=10.018x+41.05  0.9993

7 TFAK 01 025 7 0.25~100  y=31.981x-14.22  0.9993
JU— FCF

8 7Y wR 005 01 8 0.1~100  y=36.351x-12.193  0.9994
JIL—

9 RYY—3R 01 025 9 0.25~1000 y=11.324x+39.972 0.9992

10 IUROYYB 005 01 8 0.1~100  y=40.628x-10.168 0.9997

=5

WEHDITNTOEGHE D LOD, L0Q. BLUEMRMEDIER. 0.1 ng/pL DIFEFRZ 2.5 LiIEATS
CT&lCED 0.25ng DF YV ASLRENESNE L.

DADI C,Sig =511, TS5
DAD1 E. Sig = 511.

RV — 4R.LOQ LRIV (0.1 ng)

B2

RYY—A4RD LOQ (0.1 ng) DIYOVRISLETSVIEDERE

ERT




UFoavy/LEAEDRE
XYy RDIBEEZER T BHIC, 1.
10, BKV100ng D (FVAHASL) BE
T BEOIRTCOBEEBRDOUTY
YavH4AL (RT) EEBEOBENIEER
7= (RSD) DIEZFTEULFUlc, BREREN
fcEFEDERA RSD (Bl 1.19% (1 ng DA
JVEAZ V). RT DERA RSD (B[ 0.09 %
(10ng DF—K5I V) TUI, 10 TEXE
DEBRHSESNICEED RSD ED
J>7%K 3(C. RTMDRSD {EZK 4 [T
mUET,

% RSD
) EFED RSD
1.40
1.20 19—h5VY
27IYSVR
1.00 B 3VITHILEY
W 47KY— 4R
0.80 5 YUyh IO—
6 ALESVY
0.60 B 7 JPARNIU— FCF
8 FYYRTIL—
0.40 m 9KVY—3R
m 10 TUZOYYB
0.20
0.00
100 BE (ng)
3
1ng. 10 ng. BKXT 100 ng D (FVHSL) BETINTOBBHEICOVWTESNIEE—-IERED
BiRE
% RSD RT RSD
0.10
0.09
0.08 .
15—h5YY
0.07 B 27R5VA
w3 YYTALSY
0.06 W 47KVY— 4R
55t _
005 B 59U EYh IO
B 6 ALESYY
0.04 w7 IJ7ARNIU— FCF
B8 PYuRTIL—
0.03 m 97KVY—3R
m 10 TUZOYY B
0.02
0.01
0.00
10 100 BE (ng)
4

1ng. 10 ng. B&T100ng D (FVHASL) RETINTORBRICOVWTE/SN YTV YaY

4 LOBRME




EXE P4

6 DDEBLGAXV Y RINSX—5ZEH
HICEILEEBDTET, XV Yy RORRE
MZEFFmLUE Licc BREVUT Y3y
FALTHESNIET—FDIESDEZE
BU. TOXV Y REERULE L 7
EYMEANNATULIEEBRDEGER
Z 6 @EOBEBULTEALE LI UTY
VaVIALEEBDOHFBREZZTNT
N+E3I% & 5% ICRELF U &
DREBRTHERUCBEETASDFRH
ZR6 IC. BEMORBROBERZRS
BRUKE [CKEHFT,

BoIIL INSRX=%
&S (REFD(E) TEDIE EEROE
1 e (1.2) 2% 1.224 mL/min
1.176 mL/min
2 FAAE (5ul) 2% 5.1 L
4.9 L
3 W (288,428, (£)3nm 3B (291, 431, 487, 514, 523, 533, 629 nm)
484, 511, 520, B (285. 425, 481, 508. 517, 527. 623 nm)
530, 626 nm)
4 pH (7.0) (£)0.15 10 mm $E®E%& pH 7.15
10 mm #E &% pH 6.85
5 NSLEE (£)2°C  47°C
(45 °C) 43°C
6 GSITURD ~10% 6.75. 4 )R8 T 5~32, 14.25. 4 DRET 38~95
HIfC (6.25. 4 77 5.75, 4 & T 5~28. 13.25, 4 /AT 42~95
T 5~30. 13.75.
4 3R T 40~95)
£

CORBRTEAULERET A ORM

% =
4 -

N
3 2
o s
2 | < ¥ ;
1 N 19—|:ij
i} H Wm27NSVR
7 ﬁ Ny W3AYYIHLIY
R E m 4R Y— IR
m5YUty b
0 - 4IO—
E| € 2 o w6 HLEAYY
1] b I T o S m7 77N
T4 S = i - U= FeF
Bl = 8 ) 7Yy RI)—
2 4 g _fi‘ m9RVY—3R
in N m10TUZOYY B
R A
-3 4 n
N
o
-4
E5
BRHEFZMOBROF LS (HHF)




WEEOLBEEHOEREDESDE -
. BT ERIRTDINSTA—FD 12

HBERANTHBTEDNDNDEL

fe. Fe. BBHEDORE. FAR. B& 9 s

U pH [CHTRUFYYIVILLDIE B 1o rsus
5DFH. COBEMDEROFER 51 ¥ mresuz
RERNTHIDEDNDHDELR, & 5| A 2giﬂﬁ’
RU. WSLBEDLERNUTY Y3 N Esvoer
FALDFSDEICE5ZDHER. 2D 0 Al |1 SNSRI P
DILEYMTHBRABEEBIE U, z = =177k
NSLEEETFRE 3 DDLEY 3 @ & w
T UFYYavI(LDESDEDH & g m oY~
SRFEEBIF LR UFYYIY 6 - 5 p mioTvanzve
SALCAKEBEBESIDEER/V R
SX—5D1OHISYTVROAR | | °
THdTEDDHDEU. F5YTY P .
RDARE + 10 % B{bTEBE. 6D

U EDEEYHHFBRFABEZEZDY 6

FTAVIALDESDEICEDT BENETFINORROTED (YFVvavy(h)
EDhbhDFUR, BEMDBIFER
&, COXVYRDNBEDFERATIES
WEBEHZREL. \SX—9EER
WICZEBELTH., hIEDODUNXRILET

MEDEEESIEVCERRLTL | mAU _ “DADI D. Sig=484. FLEF HSOHHY YT
5. i T | "DADI D.Sig=484.25 ng DIEREE \

150 4 - DAD1 D. Sig=484, Z) \ Z U FRVEFHS DY 7L
RFACBFNSBREROANE | P A
5 BEDREDERODVICEFICZEN 3 g W
BEFEFHAEHOANENTEE | 9] A Aﬁ
ERIDEICKDITVELIE S TOHH 0: | M
Tl 10 BEOLEEHOEEEAE I e I T T TS
W 25 ng (4 HSL) BALE LR,

EEYMEIINAO LY TV, RINA =7
HSLTOEWY Y TIL. BEUEESO RIAI LT/ ZANAI LTWEVWFVEFOMEY Y IV EEEREROERES
YhISLOBEBHOE—IEEZ
BRICAIEULE U, ZEYZERINAD

LIeB Y TIWERIALTILTVEWY Y
TILDBHEBILEDEVNE, EEoO

NI SLTHEENEREELEL.
EEOEDERELTRLEFLURE E
FICSENDIIXRTOEER DEULER

(& 98 % ZBAF UM, ZEYZE I\

Uk, FlERIACTLTUVIEWVTRL
EFOHMHEY Y TIVEEERESART
B\|REINEoONYNISLZR T ITRU

F9,



RFECEFNIEEHOEE
HEREZERLT, TFIFTLFEDD
WEeEFICSFNIEEHRZAELR
Ufc. IRFEHIIRD OB ONICIRE A1
RNZESEICERLE L €5Ic. #A
TR U UV AN MLS A TS U%
FAL, ARITRLDORY Y FEZFERL
TEEMZRELF UL, b BEDRF
DEFI1gICBFNLIEEBRDEDE
BEZR T ICRULET, RLEFICESF
N3dKRYY— 4R DE—OESATSY
ANT NVEDE THRRBENIZANT b
IWDEREEZH 8 [CRULET,

IEB&S RFoe 7% F1EE (no/)

Sweet_1 B 7y RTI— 447

Sweet_2 H Y—h3IV 61.7

Sweet_3 ®r Y—h35IV 52.5
Py RTI— 10.9

Sweet_4 Tz Yy—h3IV 24.8
Y —4R 26.9
Yty IO— 43.3
FCF

Sweet_5 Ui RYY—4R 275
ey IO— 38.3
FCF
HIVEADY 20.6

=7

19 DEFICEFNIEEHOEDEE

UFUY3YHA L BIIHDIAS Mb, FOEFH SO T
“ARZ MUSA TS UDSHH LT Y — 4R DX ML
Norm. 5
o E-o8S —H IVhU BE BEIDE
80 1 999.947 1 543  7K>Y—4R
60
40—
20~
0
.., e e—we L
250 300 350 400 450 500 550 600 nm
E8

FORFORIY— AR DE—IESATSYANRIMNVEDANI MVDEREE

10




UHPLC XY v R

AT —R7 LA EEDED UHPLC
ZRWZ 10 FEEDEBRODE XYY
FZERFELFUC, TD UHPLEC XVw R
FENfcOBEEZRL. FTERFE 21 2
BODHPLC JSYITVRELHRLTH
81 % DOWMEFEIDEMmE 89 % DAR
HESEDHIFEZERULELRE (K9). 77
AT U—2 FCF DE— O EZF DAY
(B 1T 13526 DITBHTDE—D) &
DOBEED. D HPLC XV v RDIN
TOE—JDHRTRBHEVEL DD
fefesh. UHPLCCT OB ZIEMUTIT
<BEICIK. COBRDHBZEE=5—
TBDIET, 2FNBE—I DD BRER
FEMUFUTE HPLC XV w RTIECD
PDEEE(E 3.71 TURH. DIFEREDE
LY UHPLC XVw RTIlE. CDfEIF 1.8 %
TEIDF UMz UHPLC XY v RTHEIRE
NJfz LOD (W TER). LOQ (EETER).
BLUBEREDHFERZX 8 ICRULET,
XYy RDBEEZFM T DHIC. UTF
VyavdAL O RSD E (ENIZEHER
E)&E10ng DFVASLEEDEER
StEUF U UUEYv b IO—DR
HE—JEBEORSD E. UFryavy
A LD RSDEEBICRPAEL. FNE
No084% & 004% TUIE, COWER%Z
10 [SRLE Y. mEE UTFrvavy
A LD RSD fEH/NEVIEE, ZDAYV Y
ROEBREETHDIEEZRULTVET,
CNSDFERIF.BFE LT UHPLC XYy
ROEBEMEZIBEITDIHDTI, CDA
EEFERTSE BFYUIILICEEN
SEEHNORREENTREICKEDET,

DAD1 A, Sig=288 ‘2 g= [LEWE
(=]

mAU s 1 Y—r3IV

] 2 FISVR

] 3 AV ITAIVEY
150 1 4 R>Y—4R

] 5 Yt k4 ITO— FCF

E 2| & 6 AVEIYY
100 1 18 4 7 T7ANIYU— FCF

E gll 22 9 KoV—3R o~ B 10

50 IS 10 IYZROYVB o 57 Es o 5

1 — < = o N

] <t N oD faelg]

1 A = ) = 5 | ﬂ

0- A SN S A

0 i 2 3 1%
Eq9
Agilent 1290 Infinity LC Y 257 LT UHPLC XYy REERALE 10 EEOBGHO 28

BENE FVASLOD
=2 LOD LOQ LN EiREEH
#S (E5YR (ng) (ng) (n=6) (ng) masER R’ {iE
1 S 005 01 9 0.1~200 y=4.6746x + 2.5573 0.9998
2 TISUR 01 025 8 0.25~200 y=23.7682x+0.585 0.9996
3 AVYIRIVEY 005 01 9 0.1~200 y=4.3278x +3.0266 0.9998
4 mR>Y— 4R 01 025 8 0.25~200  y=23.9616x +1.4427 0.9997
5 AN 05 1 6 1~200 y=0.6479x + 0.8958 0.9993
-« IO— FCF
6 HIVEAYY 025 1 6 1~200 y =3.8231x + 0.5447 0.9996
7 TJ7ANIU—> 01 025 8 0.25~100  y=9.008x +3.0979 0.9998
FCF

8 7w RI)N— 0.1 0.25 8 0.25~100 y=10.083x + 14.681 0.9991
9 Y —3R 0.1 0.25 8 0.25~200 y=4.1461x + 0.4156 0.9995
10 TUXAOYUB 0.05 0.1 9 0.1~100 y=11.354x +11.912 0.9996

e
Agilent 1290 Infinity LC ¥ XA FL%ZFUz UHPLC XYy RTO LOD (R TFIR) 8&U
LOQ (BETR) OfE

RSD % E—SERED RSD UF2avEd4A L D RSD
0.8 0.04
0.6 0.03
0.4 0.02
0.2
0.01
0.0 0.00
15—h5YY W2 PISVR W3 AVYTALIY W4 RKYY— 4R 5 YYgyhIO0—
W6 DVEAYY mT TPANIU—VFCF M8 PYvRTIL— |9 KVY—3R W10 TUROYY B
10

10ng LRIVDOFVASLIRET 10 EEOSEERICDOVT UHPLC DERNS5ESNIcE—-JEE
EUF VY ayF4L0 RSD (HMIFRHERFEE) [H. ZAEIE 1L (6 EIDEDELIEA)

1




ﬁ:ﬁ

Agilent Poroshell 120 EC-C18 S L%
WC 10 BREDEER ZDREL. EEL
F LTz, Agilent 1260 Infinity LC X5 L
T. PTERE 20 D BEDERFE HPLC J
SYIVMYYyRZERFELE LR, C
DAYV Y RICDVWTIF, BR/NUT—
VavEERRL. F—KSI . TFISY
A AVITAIVED. RYY—4R, U
Ytw kA ITO—FCFR AILEAT,
T7ANTG U= FCF. 7Y wRIIL—/
TUFITSDI 0, iRVY—3R. TUX
OYYBHREDEEBHDEEICEMT
HBDTEZIMBALFLUIE, TOAV YR
FVUTIVC, BVREEE. RE. LR
HZEHEATED. BNIAEE. BRI,
BRUONEBLREMLET T, 5 BED
ERDBDODOVEEFHOEERZE
ETDHTET. TDAYV Y RHRIERM(C
ERHEDZENEREINF UIC. TD
#. Agilent 1290 Infinity LC ¥ AT L% fE
BUPTEEE 4 20 UHPLC XV
RICIHAL. #4981 % DD ITIFEDIE iE
& 89% DBFEFERAEDHIRZERLE
U fzo Agilent 1260 & & U 1290 Infinity
LC YRTFTLZFERLEINSDAV YR
&, BEEBBROEEEIL—FoRICER
FBDENTEFT, Agilent 7696A B~/
TIVEILIBD — IRV FICKDOT. BEff
YHZEEERTHREBDICHDY > T)VH]
IR ZERR{IELE UTe, BNICERMED
EERH S, Agilent 7696A B> T ILFTML
BO—IRVFICKO>TELSNIHERIC
KD, TOFEDFEICTHEETHD.
DHEBDRIEDEVICHNRIT HRERE
BT ENHEREINFT U,

SEXER

1.

U.S. Food and Drug Administration.
Food Ingredients and Colors,
International Food Information
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The role of natural color additives
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BEY T VailiEZ{ER LI
YA PROIEEXFILI A5 IV
(FAME) DEIE

PV —av /)—k
B

FUHIC

Agilent 7696A U~ J)LEILBED — OV F=2ER LT, BEEFEE (FA) DFEX L ZEE)
TITWE UTe. MEBEERRERIE AR o0OXY NI S TTT—U VIR Blcs. BEIHEE
ZHERREEAFIVI AT )L (FAME) [CEHR Y D HEDLLERENTVE Y. FHICKD
BT IVOFEREICEFEF—RLGENID., EORUBRENMET IS ENBDFT,
BEMNEFEEMETIE. BREDPAET<ELEL. BEIERINET. HICEERE
HIEHEE T, FEFIEEFEALEEES. RINEEERGBEOODTHEEHH, &
DIRUVBIREICY A T ADEEZESZ D EHHDFET,

T, SMALIFA X A3-3 BB OEBNIBIGECI . 2 DOEEIFEE. OF
DIAOYXRYHITUE (EPA) & ROUAFY I UE (DHA) IR LOEELERE
ULTHRESNTSD. DEDERLTEECAELTVET, EPA BXKU DHA DEEIS.
BrHN T EIVDOEERREEEZECT. CO7FUr—y 3> /—KTlk. Bomh
TEIVICBIF B EPA BKU DHA D Agilent 7696A B> F)LEILIED — I XU F(C LD
FEMEEZDORDAEICDOVTHALTWLET,

-1 Agilent Technologies
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L RERTTE

B F)VEIIETIE. 10 mg DY 5% 2 ml DA — VT
SINA 7 IVITAIDEXD E U, Agilent 7696A U > 7 )L aidLEE
D—ORVFDREDEEY 21— ILEFERLT. YU TILE
500 pL @ tert-TFILAXAFILI—F)U (TBME) THIRUL. BE
ENERILTYIRZFUZFERLUTIOREEGUE U,
FIEZE T o Ie > T)LM 250 pL Z2ZE) A 7 )LICFEL. 125 uL
DRURAFIZIVRZD L ROFY R (TMSH) #8416
Z£ (MachereyNagel. Diiren) Zi1Z . T—IXYFODRILT v
JAZFUEFRHUVTEALE L. N1 7Ibe—5 % {EH
L. COEEYZ 80 °C T 5 72EIMNERLE Uiz, Agilent 7696A
BV TIVEIED — IRV FTOESFINIEO 7 O0—%K 1
[CRULEFT,

HIESFGZR 1 ITRLET,

% 1. GC/FID D%t

E—-JDE

C140 =ZURFVE

C16:0 JOULEFUEE

C16:1  JULE b VB
C18:0 RAFF7UVEE

C18:1 ALAVER

c182 U./—)LE

C20:0 7S+

C18:3 y-U/LAVEg
C20:1 AHRULAVER

c183 U /LA VER

€221 TI)LHEE

C204 TFSFRVE

€205 IAOYRVIIVE
C24:1  RILIRVER

€22:6 RIYNFHIUEE

GC D{F
reas Agilent 6890 > —X GC
AR HP 88. 100 m x 250 pm. 0.20 ym
AANE 2L
AVI1IUY ATV b ZATYUw bUZA,
ATYUw k501
FrUTPHR H,
mEJOJIS L 70 ~ 260 °C
e 1.4 mL/min
#Ritids 250 °C. FID
H, JRE : 40 mL/min

SURE : 450 mL/min

Hd

3

—07 v TRE. N,:45 mL/min

Agilent D—OARVFDTOT S

500 uyL TBMEZ S > Z)LITEARIN
v
Y7L 7ZIVDES :3.000 rpm.
3VAUIL. @AE. 25 F R
15 PO RAfFEE
v
250 uL B FIWEZEINA ZIVISEM
v
125 uyL TMSH %22 )X 7Z)LITE
v
B ZILDES : 3,000 rpm. 3 B o)L, @AE
B> T)VINA 7)L% 80 °C T b 7RIz
v
B> FIVINA 7IVIC Results ({ER) DT ST %ZIITD

1. Agilent 7696A U~ T)VRIAUED — I NV FEER LT
FAME &> Z7)URifiED 70—



EREES 2
S 23,42 % M . . . . . . . . +  EPA%
2 [T Agilent 7696A D — IRV FTH D SBSN I 225
FAME DD BEETRUE T, CDDBEICK DT, IXTD FAME
ZRRICAET 2T ENTERT, EFBL 2 O0ENOY 0 2 . i ] _
TV avHA L&, 36.07%5 (EPA) & 4055 53 (DHA) TI . s . *  DHA%
EPA (23.7 %) & DHA (20.0 %) ZFRE. Y RIS EIFOASEHES
THDFTLUAVE(12%). Y/ —IVE (11%). /UL KAV 15 : , : : ,
B (8% THRANTLET. MAEBRTSS/ ULSFY ’ ? Yonss "
BEATTUVBOSEERELS. ZNZNI%BKLT5% )
S 3. HHIC2ENS FAME DEEAIEDEDEUBRET—%

RO UBIRMOT X hTIE. 10 BDOERIDY Il > TIb
ZFEMEB XU DZTV. BBV TILEINESS OV
IS LOBRYZEBLE L. B3ICRILRSIC. BN
T DIRUBRMENFSNE Ul

EPA & DHA DE—7 DIEMERRIEDIRERZEE 1% KiiC L
2 (EPA 1Y 0.51 %, DHA1%0.78 %), &5IC. EPA & DHA OB
REOEHERELTVE Ulc, 1BRERZEIF. EPA T
0.85 %. DHA Tl& 1.22% ZZRMLE Uic, 10E0YYTILe  BHEPAXFIIATIL () BEU DHAXFIVI AT (&) OHE
REBFREENFEATUR,

Agilent 7696A T~ JIVREIMUED — O X FTODY 7 )LETL
BOGEE”-EIE. Y TILHecbbTh 20 7T L. TN
[C U, FEIC KD FEREDIFEIF S RIXHMTE DEAMIC
KDTEHED., RART2BEEED T U,

pA 2
1=
400 2
€20:5
3 EPA —>
350 3
o o~
S <«— C182
300 &
181 —> S
250 C16:1 S
\ <
200 C16:0 © c18:3
i 2 .
N\ > c201 C22:1
150 C20:4 226
C24:1 <— DHA
C14:0 y
100 - o 8
— o~
0 5 & T B M
i 2 3 =
| L_.LJ_L A M
0- T T T T T T
15 20 25 30 35 40 %

2. Agilent D—2I X F 7696A ZER UL CRRUEL Y ol > 7LD GC/FID 207 IS L

R 2. UUmY > T IVhOBERHER DR

C14:0 C16:0 C16:1 C180 C181 C18:2 C20:0 C18:3 C20:1 C18:3 C22:1 C20:4 C20:5 €241 C22:6
0.71 4.68 7.95 3.54 1295 13.86 0.36 2.61 1.7 3.33 3.35 0.87 23.79 0.36 19.93
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YUTIVOEEFEMKLIF. EREDEL. BH CHE
TY, HICSHMEAEMEREROBNRENLENENY
V7T BEMEICK > TFE KD BIERMEDAIEIC
BELERT,

BE3

1. Animal and vegetable fats and oils — Gas
chromatography of fatty acid methyl esters — Part 3:
Preparation of methyl esters using trimethylsulfonium
hydroxide (TMSH) (IS0 12966-3:2009)

sFHlIASR

INHDT—H [F—REIFERZRULIEHDTY,
TILYFOEBET—EXDEMICDOVTIE. 7Y
> h®D Web B b (www.agilent.com/chem/jp) %= C &
<FEEL

DRI
()
ce0 @ [ X]
LY

www.agilent.com/chem/jp

TILYBME AXBICEDDEREINBE. Koo AXEDEMAICKDBEN
FICFEENICEUDBECOVTHIRBELESETVIEEFT .

AXECEEHDER. 3. REAKREFFFELLICEEINDENGDET.
EREETHINTVIEEZIRE. BHICKDIFMNDFALL. FANEZER.
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Agilent 1260 Infinity LC Z{ERAULT:
ATEP7EHNDATEF Y RE LU
LIN\DIJZIR ADERE

7IVo—=vav/—hk
BRFANBIURE |

D7 TV —3>7./—KTlE. Agilent 1260 Infinity LC ZEARA UL AT E 7 EMEY
ICEFENBDRATEF Y RBRUOUVNTIAYRADEEICDOVWTHBALE T, MFID7
TJUS—23>/—bkh5. Agilent ZORBAX X HSLIF. D 2 DDIEEYDH
BICRBDELTCVWDIENHBALTVE T, EELXYV Y RI\SA—FDREHZ/)(U
F—avllctéh. BEIAFZIvILYIZKDE Ulc. RERDIERICHETIZE
B DOTRICIF Agilent 7696A UV TILAILIEBT — IRV FZFEALE LIz, LWFN
DIEEWH. R’ fE(E 0.9999 Z##BZ. 1~1,000 yg/mL OEE TENCEREERLE
UTze 2 DDIEEWD LOD & L0Q DfElF. WLWFNH 1.0 pg/mL THHZEHDMDF
LUlc, REBHIBUVTH., RFLERBRENESNF U,

FUHIC

ATEFPENSHEBLEITIVRYIUDIVR (RATEF Y RBKLUOUVINDIFTUR)
F. BERCPHEBICSVWCEREERBORBREVTERAEINTLET, INS5DEE
YICFAOU—HEL, RHSEVED (RTFEFIVREYV I FED 300 5. LINDIF
T R(EF 400 BOHEKE), ATFE7EMEYIXGHENICERFREEICHUTEREIN
TEFELRE" W ATE7HEYERROREICASTLEFEESIDTENS. Mt
YHhOFRLEI VIV ROEBNEZERTHENNETY, MAIICRBELEF TV
T—23>/—RTl&. Agilent ZORBAX R ASLZFERLIZINGS 2 DDITFIL
RYGYIVRDEEICDWVT, 70~700 pg/mL DEETHIELTVNE T SEDT
TJUS—2 3>/ —KTlE Agilent 1260 Infinity LC Z{ERULT. &K 1,000 ug/mL DX
TEFYREVNTDIFYR A ZZBRATET7EHEYDINUFT—2 a2V D—EBERE
ECDVTEHBLET,

Agilent Technologies
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b &AMV
BEBIUOVYIMNITIT

RDEI1—)UTHEREIND Agilent LC
AT

+ Agilent 1260 Infinity N/ F UK T
(G1312B)

+ Agilent 1260 Infinity 7wt
(613798)

+ Agilent 1260 Infinity 7 —hJ > T35
(G1367E)

+ Agilent 1260 Infinity b—EX& v b
(G1330B)

« Agilent 1260 Infinity ASLVI—k
X/~ (G1316A)

- Agilent 1260 Infinity DAD (G4212B).
Max-Light 60 mm §=ZE 70—t/
EE

YV 717 : Agilent ChemStation
UET3> B.04.03

SUAIFARY - Agilent 7696A B> )L
AR D — IR F

HESKUHHE

DIKODIZFIRA ATEFTYR. AF
E 77 ZE (Sigma)., BXT7EMZNUIL
(Labscan) ZSE DRI THEALE UL,

oO3IMIST4INGA—=H
Hh3L Agilent ZORBAX #2807 S L
4.6 x 150 mm,
5pm (p/n 843300-908)
%EnE A:7K30%
B:ACN 70 %
AAE 5uL
ALS 6°C
Y—EZ5 vk
RE 1.0 mL/min
(PAVI ST 4w I3
HILRE 30°C
b das) 205 nm. 4 nm BW, B8 : 1%L

PW > 0.25 ¥ (20 Hz)

sl

EEYEZ 30 % K. 70 % 7= KU
JVESRTHABUFLU . ZNZNDIML
BYH 100 pg/mLOBRZEEVNTAY Y
RoONUF—yarvzEiTOWELRE. &
ZEYEDOREED 0.5, 1.5, 2.5, 5. 10.
25, 50, 100, 250, 500. 1,000 pg/mL &
BBHKIIC30% K., 70 % PE=KU
JVEERTHEL. INSEHVWTHRE
BREERLELUR.

LEEDFZEEBRRDARICIE. Agilent
7696A U FIVEIMIBD — ORI F 4 7%=
FARALELE. UINOIAFIR A ERT
EZYRODEEN1.0. 2.5, 5. 10, 25,
50, 100. 250, 500. 1,000 pg/mL &7%%3
&3 2000 ug/mL DAERH% 30 % K. 70 %
PR NUIVESHK CERIEMNICHIRT
27005 LZAVWELE. K11, S
EEARALED—IXRYFDHINSA—H
ERUED,

Y2 J VAL
ATETEZHBL, $101 g DMKRZ
20mL ASANA7IVICEFELF LT,
10mL®D30%K. 70% 7ERZ=RUIL
EBERENATZILICIR. EHLELR,
ZD%. BERNEZ 60 2170V, =i
DBEL. LBEHFEZ 0% K. T0% 7
ZRMUJVEEET 10 EICHERULE L,
10 BICHRULEY Y TILBEHEIC, 2,000
pug/mLOUNTIFIRABRUORTE
ZYRZMA. BmMTRARZETWVE U,
EEMRMOEEICHHDST. 5mL
DiFEFEZE LC ITEAL. BULFEL,

RREEBR

bif

LI HPLC ASLEOORNITIS T4
K72 ET UTc#E5R. Agilent ZORBAX
EDMASLD., UNKDIFIRABK
UATEFVRDOHICRECTHDT
EDbDHbFEULE, 100 pg/mL ZEARR
DoOXYNISLZR1ITRULED,

BRILES Hehiki®  BEHARYT  BEHERRE
i AEE 1 1 2 -
FeigiiU1—L (uL) 100 50 50 -
&5 R E (uL/min) 1,000 200 200 200
BELEEE (uL/min) 1,000 200 200 200
Z—RILFEEFTEY b (mm) 0 -2 -2 -2
MERF SRR (72) - 0 0 0
YLy NEE A -
I7FvvT (% YUY IEFE) 0
=1
Agilent 7696A D— IR Y FDINSA—4
mAU
175 4 2AFEFUR
150 1
125 ] UINDIAIRA
100 ]
75 4
50 1
25 1
01 o~
0 2 2 6 8 P
E1

100 pg/mL EEBROIOTNIS L



R TR (LOD) BLU'E=THIR
(L0Q)

LOD & LOQ DfEIF. E—U5E%# 0.1~
04 7DE—IR /A XTEIDTEICK
DRHEFLE 1 pg/mL [CBIFDRATE
FTIYREUNDIFTIYRADE—ID
S/N tbI& 56.2 & 43.7 TUTE, 0.5 pg/mL
TlRRE=JREEBHENLE L >fclcd.
1pg/mL ZZDAYV Y RO LOD KT
L0Q &LF LT,

BEiRE

Agilent 7696A Y J)LEILIEDT —I N
VFEFEAULCRARULEEREDOR B
T, SEIDXVY ROBEHFRMEZRBLE
Ulc. BEEICWLTTOY UIEEE
ED. MADHRIEEMICTDOVT 1.0~
1,000 pg/mL DEIFE CTRIFEERIEZ T
LFEUEe ATEF Y RBKRUUINDY
FTIYRADFYUITL—Vavr—54%
R 2ICRULET, FHTIFEL 7696A
VBB — IRV FEFERHLT
REFAOHNZHANT DL R’ EHE
tgdzEpbhbFRLRE,

UFYoavy(4LEAERDREE

0.5~1,000 pg/mL DR ERASRK = F
FTHRBUEETD. 0.5 pg/mL OHE
THEATELEVIFEI FEICNSHE—
IhEENF LR, ZOMDERIS
BULTIE. 10 EFEALIESBD. :RED
6 ADEDBRULEADT—FZANT,
E—IomEBEYT Va5 LD RSD
EZEtELUE L. TD/R. IXTOD
BEICBVWT2DDEEYMDUT VY 3
JIALDRSD [F013% LUIFTUS.
2 DDIEEYDE—IEBED RSD (&,
5% Z B>l 1.5 BKU 2.5 pg/mLdD
ATEF Y RZERE. 4% RimC LT,

BRI

TGV Y RERFELUCE. —&D
XYy RINSA—F = EDHCEETE
T XAV ROBEMZHBRULI U,
NSXA—FDEEFNEBERICSZADIRE
ZHERIDEHIC, UTVYavsAL
LE-IJERDOREZEHULE U, N

REN—tEYFT—IZKR3ICTRLET,
UFvavdALDRERF. BESIN
ERRRIETH D 3% LIRICETDILS
A—=—FEZFHICEVNTTRICWREDFL
fco E=VEBDRZE. EREINER
FMETHD 5% UAICKRHERZRRL
ETCOINSA—FEEHICBVTNFDZ

SA—IDEEHLIEETD, WHRbEy - CHHEERTETHLR
YMDUFI3VIALEE—TER-D

taw R? EROR

ATFEF VR 0.99991 EfE =986 x;2E +20.18
LDIN\DIFIR 0.99995 EfE=950x;E2E +13.30
=2

Agilent 7696A YV JIVEIRED — IRV FEERVTRRULATEF Y RELULINOIF VR A RERE

DF+UITL—vav5F—9

ATEFYR LVINOIFIRA

UsFrvay [i:t={0)] UsFrvay [i:1E={0)
EETERINSA—T  FALORE (%) = (%) FLLDRE (%) "= (%)
TRE -2 % (0.98 mL/min) 2.51 1.36 2.75 1.79
TRE +2%(1.02 mL/min) -2.31 -2.55 -2.48 -2.48
NILRBE-5% -0.33 0.33 -0.47 -0.22
(28.5°C)
NSLRE+5% -1.04 -0.73 -1.5 -0.96
(31.5°C)
EAAE-5% (4.8pL) -0.54 -3.81 -0.93 -3.73
AAE+5%(5.2p4L) -0.85 4.33 -1.36 3.76
RHRR -1.16 19.09 -1.78 17.06
-3nm (202 nm)
BRHER -1.30 -31.33 -2.01 -31.40
+3nm (208 nm)

=3

XVYROEBEY: XYY RINSA—FDEFHUTVY

AVIALLEE-IHERICSADRE



RAHTOHRR
2AFETERBYIILEYERMUL
BREFMUTOLEVEROSOT ~
JSL%R 2 ICERTRUET, (L&Y
FMOBEICHBIZHHBEDORES
R4[CTRLET,

S

P s

D7 FUr—23av/—KTlE. AT
E7DENSHHULE 2 DOIFILAN
VOUIAVR (RTFEFIVRBEKLUTUN
DIFIVRA) ODBRHEEEICDODVTHE
SUEFULE EREULRXYV Y RIE, BRZE
TELWRELBEEZRUEUR, B2
BREERTDEDICHEBELZEEDR
RIZAR(TIE Agilent 7696A B> LRI
BO—IORVFZFERLEFLUC. @ED
t&YE—IDETEIE 1~1,000 pg/mL
DEE TEIRICIED. R? DEH 0.9999
ZHBADIENDIDFU, 7696A B
VBB —IORYF(E. mEEE
[CBIFBRIV—FURTICEAZREL.
FHARCLIIRERDREZR /T
BDTENTEFT, ATET7HENICH
WTH. LEMRMDEBERICHITDEH
BEODEBHRIFHFERERLE LR,

SE3H

1. N. W. Megeji, J. K. Kumar, Virendra
Singh, V. K. Kaul and P. S. Ahuja,
“Introducing Stevia rebaudiana, a
natural zero-calorie sweetener”,
CURRENT SCIENCE, 88 (5), 801-804,
2005.

2.N. Kolb, J. L. Herrera, D. J. Ferreyra,
and R. F. Uliana, “Analysis of Sweet
Diterpene Glycosides from Stevia
rebaudiana: Improved HPLC Method”,
J. Agricultural and Food Chem, 49,
4538-4541, 2001.

3. “Isocratic Stevia Sweetener Analysis
using Selective ZORBAX Columns”,
Agilent Application Note, Publication
Number 5990-3933EN, 2010.

4.TAgilent 7696 U~ 7)LaidLIBED —2&
NUFZFERULEAY RAR—IIZH
DOEEBY YV TIVEINE] PILU -
Fo/0J—EMER.. ERNES
5990-9025JAJP, 2011.

mAU
250 ] AFEAUR
300
250 3
200
150 4 LItSUF IR A
100 7
50

Om——__JFWNuUJ AN

0 2 4 6 8 %

2
(LEUFNEDSLVELORFE P EHEMOEREE IO NISL

10 fSICFIRLIE FRMBISHEMLE:  FIEHBICBIS

HEMhORHRE EES BHiRE =EOD

(ng/mL) (ng/mL) (ng/mL) R=
AFEF YR 84.30 100 192.83 108.53 %
UIRGIFURA 2156 100 114.57 93.01 %

=4
(LEMTNEDBLURLOZLENOHLBEL ZORE
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BEY > JIVaEIC KD
ZFY—=TFALIhD
BERREEXFILI A5 )L (FAME) OAIE

7IIVor—3v/—hk

BmT AL

Z A IVHRDBERREL (FA) ZD T BICIEERETLEITED SO ET, COFTUTr—r 3
/— Tl BEMERIGZRVC FA DDHTFES KU Agilent 7696A U2 7)LATILIE
D—ORVFEERLIEY Y T IVAIEBEDFRIC DWW CEHRRLE T,

FU&HIC

FA DHHTIEA V=T A A IVERTIFIFRIC—HRNTH D, BREHRIOY KIS T%
FERULTITVET, FA [FEENEL. HBRIBVe). BREFRIFFEE—-IFRNES
N, BREBELEDTT, COKRITHEZRITDHIC. FEAEDXY Y RT
[FFEMERZEER LT FA ZBERRBEXF IV T A5 )L (FAME) ICUE T, FAME [F FA
KOEDENBET. E—IWRBRIFCTT,

FEMERBICIEEZ K DITEDRSD T, RH—MRMETTED 1 DIMEELERILT
T CORIBTIE AY /—)VITBEUINF Y EXKBEIEAVU D L (KOH) X5/ —)U&E
REFERALEXRT, COXVY RFEETYVTIVTHD .. BNIERIESNITH.
EEBEAEA CIIMERTEX B A,
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RERTE
£

A UTeEE(IL. Baker D n-ANTY Y (NFHUTHE) XY/ —
U (GC L —R). BLUKEILAUDILTT, 11.29 D KOH =
100 mL DA% /—)UICHNA T, KOH 2N OB RZRAELE LT,

glﬂ

7696A U JIVRIUR D — IRV FOFEEERELTINT IV &
KezERULE Lo KOH BRZDIT 22U I D5E(C I3
DBRFEERT DREDGHD I Ul BIICK, RICNT T %
ERLTY UV IESEZEITVE Uico NTYVDORBAYUVY
[F ATFVREITEERUVTHEELE Ul

.| B ]

 hapott Ligout Expert Layacl | Layent Print Peeview | Ressures Libeney

BEFEBHREICKD AU —TF A ILhDIEFEZ DT Y 5BR
DAY w RTIE. 20 mL DFERET 100 mg DTV F)b. 10 mL D
ANTZ, 100 L DKEEAU D LZFERULET . CDEERCTlE
D—ORVFDOEMEERFANE Ulce T—IXRIYFTIF 2 mL I\
FIWEFERT DD ITNTDEZ 109D 1 [CRT—ILFTIL
FUr

COIREMIRRGIE. MOBD 1 BORT v TTITONET,

D—ORVFEERUT.GC/MS YRAT LITEFATHIRNTOY
VI EEENICABLEL X LT,

ERLEXYY F
TOYVIRIITTRE. TRTONATIVERED b1 DF

DHTZERET DYV —ANR—I v DEEED DD FT (B 1 %2
BIR).

Ty Rescumes | Washy Waste \ial Assignmert

|
XA Lal

Defauk Syinge Parametem

Resaurce Type |Chemicel Fesauce 7]

Use Type: @ By Volume
Usable Vilume per Vial (i) 1500 1
7 By L

Uses per izt |1 =

Fer Syringe Size (1i):
Tlzeh Wolume (L) :
Purnip Volure ().
Draw Spesd (ulimin). 100
Dispense Speed [yLimin) 200
Do Needle Depth Offset (el 00
Une Needle Depth Offset for Dispenne: ||
Viscesity Deley (sl 0
sir Gz 1% Syringe Size. [g =
rwerfll (% Syringe Sizel [0 -

ol Ssslavou

1L UY—=ZADLA7T



YUTIVEMBICERLEXY Y RZR 2 [SRULET,

Aglert TE3EA Sarpie Preo Mathed Agient 7EGA Corfigurstion

[ import | [ Expon |

|| Process in Batch Mode

Fae Fent Wit

¥ W s 3 P B /

Flag a5 resulf Mowve VWash

Werzion 3.1.36.0

with 100 L of Back Solverd A 1 limes & Back Tawer
with 8 il of Frort Sofvert A 3 tmes 3l Font Tewer
with & i of Front Sobwerk B 3 fimes ot Fromt Tawer

000 uL of hewano to musstras de acetes 1.4t Back Tower
Dul of potasa te mussms de acetes 1@ Front Tower

dlanatu}l 7000 RPM for B min 0 ssc

with B )i of Frome Sabvert & Jtmes gl Fomt Tower

with 8 ﬁ.dPﬂEdMEB!maPmTew
with 100 i of Back Soheent A Tomes ot Back Tower

N
T

Ag e b gl

E‘\'H:t_

£

B Wach

P

T

[ M T .

| Aesouce Mame Resource Type  Usee Vgl Wigl Range
| T

| muesitas de acsles | Empiy Cortsiner 7 230

Fvalable Resaurces Trcked By Wolume

| Resoucetzme  Fesouce Typa  Usable VolmeMd =
hexzng | onemical Resource. 1500 s
petass ;&m:.!ﬂ.nm 500 1L
;Fmrtsdwrt.k :'lum! Lacation 2000 pL

[Fort Sovert B | Tume locuion | 2000

|
PN Y | Anna s

L] it ¥

] et i)

2. Agilent 7696A U~ J)VETIUEX Y v R

FUAD1DIC2mL A7 )V%Z 35ty FUER UTce ZNEND
BUICIEANTZ > KOH, #9110 L DA YU—TAHAIVH 1 8 (EE=
ERUCHHMENS D) Aole/ A TILHEZENET. VT
AT —ORVF T 2 DOV VIZER LT, BREZN

EE2 (NTHV%Z 1 mL, KOH 7Z 10 pL) MNAF T . mAZEMA &,

A7 )V7% 10 DRERES ULE UTc

N7V ERER. ATV N/ATUw RUZEAO (250 °C) Z
fi8A Tz GC/MS [CRIEY Y TIVBARDLEZEALE Uiz, EH
Lic S AlE. A5 L5RE 1 mL/min @D HP88 (60 m x 250 pym. 0.2
um) TY o A—TBE OIS AlF. 175 °C T 5 535, 5 °C/min
T20°CECHRBIDLDICEREL. BIBZIRLE U &
AOK. AT7Uw 10001 DZXTUw ME—RICEREL. IXT
DZHTIE SIM & SCAN DEFDE— R TERELF UL,

EREER

D—ORVFEERLTESNcOOY NS LOBIRECREE
ZFHET BIcHIC, D—IRYFZERUTRRUE L 10 RD
A7 V% GC/MS [TEALF Ufce R 1 ICZEDHRRZERLET,

D7 IUTr—3y /) —KTld. ZU—TFAILD 4 DOEFE
HILEMDRREZHHRUET, vOY NS LOE—IFRE
K3 IC. E—JEEEZR?2 [CRLET,



BAIC, AV 1 FERINEIC 10 RDIN\A 7 ILZSELE U, INSDOINATIWET—IRYFDRUAICEETF U, T
R1IBESNEZERULET, T. JOJSZVIENCBOEHENBEIIEASNT T,

R1AELEAY—TAAIDOEE BB ZE(T > e B TILIE. GC/MS TRIELE T 3 i
NAL7I FYU=TFALIVEE (mg) BERUET,
12.9

134

14.8

145

14.2

14.7

13.2

14.9

13.8

13.6

— O 0 N O T E W N =

o

" [2] TIC: FAMESmanual03.D\DATASIM.MS

fbundance

000000

4000000

———— iy —— ey T ey ——— ey T — p—————
T v Qh‘l 11 110N 1200 13100 1=m 15 N 1E W 17 00
— — — p— — — — —

3.8SIM E=RTOZOVY NS A

K2 AU—=TFAID 4 DOEEIXMEEYDER

NKIVEFVEXFIV AFFUVEXFIL FLAVEEAFIV U J/—=VEEXAFIL
)| 9.99 % 12128 % 12.804 % 13.83
1 317343837.0 63331226.0 569320584.0 80584679.0
2 373510457.0 74825501.0 660064790.0 94609910.0
3 389137859.0 74174710.0 683431450.0 98106712.0
4 350160186.0 69553324.0 621849766.0 88281829.0
5 350311578.0 69513586.0 622622625.0 88233984.0
6 363692227.0 71973045.0 643859326.0 91639831.0
7 298792007.0 58778562.0 534781631.0 74997383.0
8 376569059.0 74878674.0 666439996.0 95109185.0
9 352698458.0 68424565.0 654254324.0 82569566.0
10 351745852.0 70145747.0 602155656.0 86951448.0
iy 350409359.2 69188856.3 622601967.1 87561952.4
EHES e 27119463.9 5161865.2 46358289.5 7182432.9
%RSD 7.7 75 74 8.2



KRICAYU—=TAAI 1 mg HIcOH DELEYDEBEZRLET,

£ 3. 44U 1 mg leb DEE

NIVEFVEERAFIV ATFTPUVEXFIV FLAVEXFIV U/ —=VEEXFIV

vl 9.99 % 12,128 % 12,844 13.83 %
1 24600297 4 49093974 44133378.6 6246874.3
2 27873914.7 5583992.6 49258566.4 7060441.0
3 26293098.6 5011804.7 46177800.7 6628831.9
4 24155874.9 4796781.0 42886190.8 6088402.0
5 24669829.4 4895323.0 43846663.7 6213660.8
6 24740967.8 48961255 43799954.1 6234002.1
7 22635758.1 44529214 40513759.9 5681619.9
8 25273091.2 5025414.4 44727516.5 6383166.8
9 25557859.3 4958301.8 474097336 5983301.9
10 25863665.6 51577755 44276151.2 6393488.8
Ty 25097420.2 4954369.4 44585290.7 6272059.8
s 1391411.9 284657.5 2430391.6 371694.7
%RSD 5.5 5.7 5.5 5.9

4 |[CB FAME OEBE/N\—tEYF7—I%ZRULE T,

x4. 00V NS LOZE—IOEB/I\—tEYFT—Y

INIVEFVEERAFIV ATFTUVEEAFIV FLAVEXFIV U/ —=VEEXFIL
vl 9.99 % 12128 % 12.844 9 13.83 4
1 308 6.1 552 78
2 31.0 6.2 54.9 7.9
3 31.3 6.0 54.9 7.9
4 31.0 6.2 55.0 7.8
5 31.0 6.1 55.1 7.8
6 31.1 6.1 55.0 7.8
7 30.9 6.1 55.3 7.8
8 31.0 6.2 54.9 7.8
9 30.5 5.9 56.5 71
10 31.7 6.3 54.2 78
Ty 310 6.1 55.1 11
aiEeEs 0.3 0.1 0.6 0.2
%RSD 1.0 1.9 1.0 29



FUIFILDOFEICK DAYV Y R (AL 100 mg) EHEZTL
T FUIFILAYV y RODHTHERZR 5 [TRULE T,

KREFVIFIVDOFEICKD AV Y REFEALEEEDA 1)L 1 mg Hicb OEE

INVEFVEBXAFIV AFFYUVEXFIV FLAVEEAFIV U/ —ILEEXFIV

BoIIL 9.99 43 12.128 % 12.844 13.83 %
1 2674181.8 529275.8 4610749.8 674892.3
2 2562129.3 505970.3 4442449 3 648040.5
3 2596966.1 511187.6 4504510.0 655770.4
4 2388663.8 466760.2 4168008.4 601931.7
5 2721157.8 535230.9 4722598.6 688465.5
6 2789232.0 549999.6 4813189.6 704034.8
7 2330855.0 453164.1 4057061.6 589335.4
8 2645696.1 528725.3 4579552.0 669544.2
9 2650632.8 520264.3 4600138.2 668931.5
10 2660736.3 520639.8 4632201.2 671882.6
Fiy 2594658.8 510416.9 4501404.4 655410.2
EsHE e 142531.1 30276.4 236121.4 361105
%RSD 55 59 5.2 55

CTHhSHOPBDELIIC. %RSD [FT—IXVF=EFERLIEEED
BRIFBLULTVETD,

D—=IRVFER—DY VT IVERUEZFE TITLIE LT,

2mLI\A 7 IVICEHEBH DA A L7 1 BIMZ. 7ILY DY
Za7ZIVUVIZRVT I mLDANTF > E 10 pl D KOH Z X
&/ —=)VICHIMULT, 8EDISEEULE Ulc. DHERZRR 6 IR

LFET.
6. DT—IRVFOEEFALTEHTY Y TIVEEET o cBDA 1)U 1 mg &z b OHEE

NIVEFVEAFIV AFFUVEXAFIV FULAVEXAFIV U/ —=IVEEXFIV
a2l 9.99 9 12128 % 12.844 53 13.83 %
1 24414278.4 4280301.6 34483064.7 5405051.1
2 21953969.5 4385041.9 34340981.7 5496525.8
3 25176754.2 4987565.4 39311102.4 6258162.4
4 23806050.0 4723341.1 36249791.4 5917479.9
5 23413864.7 4659269.7 36103230.9 5862013.3
6 22388861.8 4441774.0 34988087.2 5625015.1
7 233457744 4655270.9 36540218.6 5654628.9
8 21758664.6 4326697.7 31010500.3 5465899.5
9 22268704.8 4448969.7 34833834.8 5598507.6
10 21726270.7 4324528.6 34099881.5 5188441.0
Ty 22970768.0 45134615 35078976.3 5633014.3
EREEEs 1194355.0 226067.9 2129375.1 301856.8
%RSD 5.2 5.0 6.1 54

ZTHSDODBDKIIC, %RSD [FT—IRYFZEFERLICEED
BEREBLILTVETD,



Agilent 7696A U > J)VRIUED — IRV FIX, U2 T )UATLIER
E. SRO—fRMIFRIEO—EZBE LT . IFRICEVLPTL.
TR, B85, ZULUEEROSVLWW—ILTY, COF7TUT—Y3
v/ —hOERIF. D—IXYFEERUTEIT UGG DR
OBFRUZFRAICILTVWEY, T—IXRYFZFERA UL
HTRONERE. TOXAYV Y ROUYV—RETH, 77
NYFRT=)VDETH. FHICKDRMEEIFRICFELILT
WE,

B2 g

INBOT—FF—HBNEERZEZRLICHDTT., PILV
DHEBEY—EZXDFHFMICDOWVWTIE, 7I LMD Web B
www.agilent.com/chem/jp ZZEL &L,
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Frank David, and Pat Sandra D—ORXRVFZEALF U, BEIY 2V JIVERLIEIE. 2 DDEMERD ZSOERIERAD
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Kennedypark 26 nx9. C‘CD 2 DDY— VR ZERL2ICBIMELEF U, CDDTIE. BNEERME
Belgium

Agilent Technologies


http://www.chem-agilent.com/

FUHIC

WeighStation Z&&,9 % Agilent 7696A H > 7 )LEIHIET —o N
VFEAWVT. RIRREICSFEND 2 DOESMD (TFIAFY

vEOOSLTIZO-)) BAELE Ulee THFYXTVY VI,

HoEBWMALIIFIATOA RD 1 DT, L RZVOVD
5~14 &, JILFYVUBKUE RODIF VD 25~T75 ED%
DD DFT, LFEANT NUVIEYETHS 05 LT
D= ETFFUAFIVICMANS, T RURERIEBODNAE (1152
K. TEERER) DBETEVIRNEOSNE T, NIEAEH
DREZEIC(E. EEEDOVWFNH. FEFEADEDIH=ZEND
CEDBDFT, BRI, HMEOSVLKEARRE U TUEEN
F9,

—i%E97E QC DR FIEE. 1) 2K KERENME) [SEERD ZZD0
4 URNJVERIERZERRDIER. 2) K (KIE#EEE) (CKD—F
EOSBEROFERTERINE T, RIATRILSIC, YT
JVEMBIZER,. X2 TSRAITHIEDNET., £F. FFY
XHVYYESOS LT T ZA—IVEZNZNEE 2 DOEREME
RUET. REAEESRICIE. FTHFYXTVUDBEER 16~
84 yg/mL. 705 L7 T =I—ILDIBEIE 80~320 pg/mL DEE
FT. MADEIDSENTVET . U TIVIGER. KB
BHET 25 BICHIRENF T, TV TIVAIIEE. RIEREESR
REY TV HPLC & UV R THUE T, IEEARITTEN
HHELVE®. BEIET Y TIVERH T BIOICEBEER LET.

CO7TUr—r 3y /—KTClEk. RIEARERRDEREY Y
TIVERODEFEICDWVWTEHEALTWVE T, —MRIVIEX Y v RE&
EZRK 1B ICRUTVET, [EETRIEAEESREEDHRE
BT )VDETE(CIE. WeighStation ZERAULE U,

K577 E

=)=

FHY AV EHOS LT T =0—)U% Sigma-Aldrich (N—77
. NIVF—)HhBSAFUF L. KEFERZMUJL (ACCN) &
HPLC ' L— RDBHDZEFEHRULE Ul (BioSolve. F354%), U
VEE EKEE(ET MU L% Sigma-Aldrich S AFULE U,

107

Agilent 7696A U J)LRETAIBD — IO XU F(T. 2DD Agilent
7693A A — UV TS ZERELF Ulc, 7OV M VYITIFIC
&, Ke2YUVIFvUwIEL00uL YUY (p/n G4513-
60561) HEENTWVEFET, N\v oA ITo5(Cld. KBEVUY
JF v UwIEL0uL YUY (p/n 5183-0314) HZFENTLET,

D=IORNIFAXIY R

YY=-ZAL179 b

11E, D=IRVYFDOUY—RAVAT I FERULTVET, B
EMEA(03% U/ERK, KEEEFT RUDLTpH=3 [CFRE) &7
EhZhUILE [TZAHILVY—R] EULT. ENZIURY
23V 81~150 BKU 11~72 [CEEELF Ufc. 70V hBKU
Ny I5T—DINA 7 )L Al XU B1 ROBEIFKTYT . &R
BEBREERTDINTONC 7V, [BZOOAVTF]| EER
TNFET,

D=IRYFXJy RTOTS5 LOFIE

4 DOBIEFRIEEERRIERLDIcHD 7696A U T)LEUET —2
NUFIOIS L%, B2 ICRULTVWET . ZDONA7ILZEE
LicDB. YRAT L7Z—FHEIEL. BHREARZRMUET,
Z0%. BETOCERAZERITDE. BENRMEIN. 4 DR
EORERBRERTRMEREINE T, RIEREICDWVTI(E 6
BORUTIERLE T,



R 1A —RREVIEY > TIVRTAE (USP FTzld EP XV v R)

u B [FRDIERL =5y MNRE (ng/mlL)
BEREERR  DEXSteck  25mL/I\A PILTTFHYXFY 10 mg ZEHE L. 7K 25 mL =70 400
CLO Stck 25 mL/\A ZIL OS5 LT T=0—)L 10 mg ZSHEUL. 7K 25 mL Z=i75H0 400
=5y NEE (pg/mL)
EERBOIERL FEYAYY/o05L7z=a-)b
LVL1 #Eh48 25 mL BT Dex Stck 1 mL + CLO Stck 5 mL 16/80
LvL2 #8Eh48 25 mL F1C Dex Stck 2 mL + CLO Stck 10 mL 32/160
LvL3 #Eh48 25 mL BT Dex Stck 3 mL + CLO Stck 15 mL 48/240
Lvi4 #Eh48 25 mL BT Dex Stck 4 mL + CLO Stck 20 mL 64/320
RIEEY Y IV ORNE
il SAM SRR YTV 1 mL FclE 19 + BENME 25 mL

2 1B. Agilent 7696A U > J)VETIUE D — IRV FIC KDYV TIVETLIE

J—-R [RRDIERE =5y NEE (pg/mL)
RIEAGFERR DEX Stck-1  2mL/XA IV *TTFHFY ARSI dmg ZEHE L. AcCN 1 mL ZF00 4,000
DEX Stck  DEX Stck-1 150 pL + #8&#8 1,350 pL (1/10 THIR) 400
CLO Stck-1 2mL/\A 7L *Cco/OSLTT=0—)U4mg &8 L. AcCN1mL &7 4,000
CLO Stck  CLO Stck-1 150 pL &K UFEENHE 1,350 pL (1/10 THIR) 400
§—=5"y NRE (pg/mL)
FEBRDIERE S¥UASYY/o05L7z=a-)
LVL1 Dex Stck 20 pL + CLO Stck 100 L + #8848 380 L 16/80
LVL2 Dex Stck 40 plL + CLO Stck 200 pl + FSEH#E 260 L 32/160
LVL3 Dex Stck 60 pL + CLO Stck 300 pL + #&Eh48 140 pL 48/240
LVL4 Dex Stck 80 plL + CLO Stck 400 pl + #Eh4E 20 pL 64/320
REY YT IVORINIE
Al SAM REREY VTV 1E" + BEME 1 mL (%9 35~40 mg)

"BEFMAREFHEEDORURIKE. Agilent 7696A U FILEUMED — IR FE—BEEIE U CFEETRIMULE T,

Instrumant Status

Idle BUTWIAT IV W
Legend
© Epty el 5164
) mobde phase B1-150

@ fostorade CHICN) T1-72

@ Foct Schent A A

@ Front Waste A WATWAS
@ Fort Shvert B B

@ Front Waste 8 we-we2
@ Buck Schert A Al

@ Back Wass & WAZWAS
@ Bock Schert® B

@ Back Wans B WEIWEZ

O Pending
@ rPmoens

wEE FER=RUIL
(FAWY—R)  (FZALIY—

[ ]2
@ Dore

STD S&I\A 7L
Z)  (ZDRATI)

1. TFEYIXSYIUBROIOS LT T = I—-ILDEGHRICHILT D
Agilent 7696A B F)VERUED — IRV FOUY—IAL A7 b

Z0%. SHEFIRESBVET.



DEX stck-1 &3&KU CLO stck-1 /N1 7 )LOREKS|E

2 B @ 3 .9
1. Tare 2 Tare 3. Move 4 Wait Comment | <«<—— Agilent 7696A > 7 Ui
| J—o~RVFDIPAUSE (—B5ELE) ]
[ =L AR (%9 40 mg)
& ﬁ) é ﬁ" ﬁ f [START (Baja) ) 248U TRl
7.Flag as 5 Flag as 3
6. Weigh result 8. weigh result 10. Add
4—% DEX stck-1 8&U
l CLO stck-1 /X1 77)LDEHE
= == (ERISAEEARETE)
T S ¥
ﬂ* é ﬁi ‘ﬁ é <« FENCERE
11. Mix 12. Wweigh 13. Add 14, Mix 15. ‘wleigh IEfEICETE
|
l o
P o/ L ¥/ P |
16. Flzg 19. Flag
=5 result 17. Add 18. Add 35 result 20. Add
I
!
V] /Pl /o o]V
22 Flag
2. Add =5 result 23 Mix 24 Mix 25, Add
|
$ “ 5
26 Add 27. Add 28 Add 29. Add 0. Add
|
. _
3/ 3/ i/ Fl 3/
. Add 32 Add 23 Add 24 Add 5. Add
| R

ﬁlf 3/ i §/ &/
TM I T e
al &7 i/ F af
:dﬁ am| lom| lum] lon
F Y Flg 3/ a7

46. Add 47, Add 48, Add 49, Add 50. Add

|

o
F

51. Add

X 2. BIFRIEEARAD Agilent 7696A U JIVERMED — IRV FDAY v RERETOTISZ U JICAWE
JO—Fv—bE



RDI—=T VR, BTN ERRT DICHDHDTY ., ZEDI/N EEREE 1 AN
ATZIVHRESIEEN, Y RAT LDRFHEIREEICIED F T, #hED .
VI BEEINATIVTHEMUET . TNEFEETHTHES
MENDDOE T, YU TIDMEENFLH. YUY ITIRRIE
ZREREVDSTY, ZDK, J—IXRVYFZBERLET, /1
FZILDBefcURt SN (K 3). [E#EFY VY TIVEEHETESIN.
= VAUR— NCHRESINF T, REIC. YV TILHERAD
BIEDRNEINET (K4 DAYV Y REESE).

RERSESROER. Y TILORMEOVFNCOVTE, | L : Eallies ,
120y =7 Y2 LTIOTS LIRESNCNET . ®3 BE31E. YYTILE. Y TLEBOASR R
HUIL Agilent 7696A BT LEINMEDT—O XV FD
}\47)[,0) [PAUSE (—B¥fZLE) 238U, B> 7 )V=Rm (1 78)
w3 _ 1%HFL [START (Bﬁﬁ“)J’éﬂb'CEEﬁ

+{
1Bq:r|

| Group

é — 8 ’_. 9 HUILOstE

roup 4 et | le |8 Weigh

7.Flagss

_1'
%wqa_;

| result 9, Weigh | 28 result
®ane BER
1mL%& ESuvd
Pyl EtE
1. JIL—TJRtA
2. BUIIORKS|E
3. JIL—TKT
4. 143 0 #i5kg
5. 9—OA~RVFDIPAUSE (—BHZLL) | ZH]T U T ILiRE.
[START (Bats) )z g
6. VTILEtE
7. BV 7VZ[RESULT (#&R)IELTTISvF VT
8. JOVNYTJ—TH#EHE 1,000 pL ZH > FIVITHMN (%K)
9. HUJILDEtE
10. 7))L [RESULT (#8R)1&ELTTISvF VT

X 4. 9> 7IUED Agilent 7696A U T ILEIRLBED — ORI FD XY v RERE



HPLC SR DRERSRIF

PHTITIZE Agilent 1290 Infinity HPLC Y A F LAZEERALE U, 9
B#(C (3 Agilent Poroshell 120 735 Lx (2.1 mm x 400 mm. 2.4 pm dp
(p/n 695775-902)) ZFERALF Ui, #BENE A £ 0.3 % U VERK
(KE&(EF RUD LT pH =3 [CFRZE). BEMEB(FFPEZR=NUIL
TY. 20%B(093)~50%B (5 53) DISIIY hEFERALEFL
feo MEIF 05 mL/min TY, FAZEF TuL T, UVICEKD 254 nm
THRHULE U,

mAU
4004 |

350

3004 |

2507

2001 ol

150 I

100 |
50~ il

AREER

4 DOHIELANVICHIFT 2207 S L%ER 5 TERTRL
TVET., REHEN 6 (CRLUTVET, FFYXyYvEIO
SLAT7TZO—)LOVTFNICDVTH. BNIEEREDESNT
WET (R > 0.999),

0 -

0 1 2 3

4 5 4

54 DORELNILDIOSLTT=0—)L (235 5) BRUTFY XSV (355 9) DI/ONY KIS L

(X/Y-#h74 T v NCERKR)

A
20ZL7x=3-)b
7001 Rel.res% (1): —4.134

6001 sepaman: 0.99941
500
1 400 )
= 300
200 1
100

L

0 100 200
i (ng/pL)
B
TEYAGTIY
1601 Rel. res% (1): -3.358
140
120
uz 100

He

f= 80

1EBIFREL: 0.99906

0 20

40
2 (ng/pL)

6. Agilent 7696A U~ T JLEUED — I XY FZ AL c BENERIEA
BERSRIER TH/OSNcoOS LT T =0—)b (2.35 13) KT
THFEYARS I (355 53) DIRSHR



RIEREDY Y T)L7% 6 Ei#EDRUTER L. Y2 T)VETLED
BRUEZERIILE U, B 7I[0RToOXY IS LDOERKTR
&, BNBREZERLCVWET., 70547 =1—)LDRSD
[F1.5%. TFYASIUDRSD IF 2.7% TULI.

RIS, SBREOY YT ZESHLUE Ulc, IOV MISLZ K 8
[CRUTWVE T, BVTIVAICRTFIXTI Y YUTIUBIC
FZ0O05LT7x=0—)b. VT C IKIE@ADZENTVET,

ITBEVLTFNOY Y TIVICDWTH. [ERFEDEERD DR
EINF LIz (IREBREVTFNHRTRED 90 %~105 %), U
V=T VAT U, BEDEGEDYVTILOZHTIE. &
ORBRHOBECBVNCEBASHICED R UL (TFIXTIY
DHEZCYVTIVCEFI/O05 LT T ZI—)UIFRHENT, &
BEER)

mAU 205 L7T=3—)b
801
60-
401
_ Ju
20! TﬁFstu
01—
05 1.0 15 20 25 30 35 40 45 )

7. Agilent 7696A > J)LEIMED — I XY F e AV BEIRIEARERRIER C/ESNco05 LT 20—
(2.35 93) BRUTFYAY Y (355 53) D 6 DORERFEFRDIONY IS LOERKRT
05 LTIZO-VETFYXY I Y DEMFERERF. ZNENI1E% BKV27% T,

A FEYRGIY
2 40 |\
& 201 1
g s J\ -
05 10 15 20 25 30 35 40 45 )
go| B |so567r=0-1L
2 601
< 40 )
201
= : ‘ ‘ ) ‘ ‘ ‘ : — S—
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ol © FEYAGIY
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B TIVEMEOBIRMZR 2 [SRLTWVWET, YV TILEA T
BOI/OSLT7IZI-LDAERE. YVIIEE. RERE
ZEELCVWET, COUVTIVIF 6 @EEDIRUTERLEIL
Tz AEREDOHEMTERE 1% KiaT U,

INSOEENT —IDESNBDEICMA T, EARNIEAEE
HEEDAEICHELEDETT, SIERADHSAGEEZERL
FUL s, BRDIEBKCIEDLFIFEAESD I A

X2 RIRES (T B DYV TIVAEDBER

AERE YUIJLEE ERSEE
(ng/mL) (mg) (ng/mL)
SAM-rep01 124 21.72 459
SAM-rep02 121 26.95 4.61
SAM-rep03 114 25.41 4.61
SAM-rep04 103 23.07 457
SAM-rep05 143 3258 453
SAM-rep06 138 31.27 453
RSD (%) 0.74

.-.. '.

=Dy
PaEf

WeighStation Z&&9 2 Agilent 7696A B> 7 )UEIUE T — o~
VFE. BERIERY Y TIUERS KUY Y JILERICEEZK L
BATDIENTEF U, YV TILOMENZWLESH., YUY
IZRAVWCEEAEICKDHERIFATEET LD, WeighStation
DFERAICKD. EELGYVTIVEENAESINE Ulc, HIRE
[F. JEHERDZIEEICAET 5 EMNTEX LI,

sFHlIAER

INBEDT—FF—MHIERERZRULIBDTT . 7ILV D
HEBET—EXDFHICDOVTIZ. Jl// kD Web B b~
(www.agilent.com/chem/jp) 7&"&"<72_

www.agilent.com/chem/jp

TILYBME AXEICRODERSNIBE. e, FAXEOEACKDHERET(E
EHENICEUDRBEICOVTURBESE TV LEERT .

AERIEEHDER. . MEAREIFELELICEBEINDIEHSHDET,
FIVY - FTo/O09-HHKEH
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W. Dale Snyder

Agilent Technologies, Inc.
2850 Centerville Road
Wilmington, DE 19808
USA

Agilent 7696A 5 > J JLRIIBD — I N F
[C K DEHERIROFINIEREML !

KFERA F /bR gz D ERESTHEICEER T S
B 7ty FOER

7TV —3v/)—k

FUHIC

ERERICKDT Y TILEY FOERIE. PITEZEENRKICER T HHRECI .
EnaRlE. BMREOY Y TILhSEBL. OV Y TILZEFER UL T—EDRR
ZITVE T, BREE. BRICHERSNEY VTV EBREZ—EDEETREL. &
BHREDYVITIEIRMERLE T CORIERF. BEDWRILEWIC K> TH
BOFvUITLV—Y 3 VETONBEDGDIBE. FlFERE. KRE. RHTRIE
(MDL) IF EDIRHZE D4 REZ FHE T DUED H DIHEEICITVE T ERNICKEMNTE
WO VTILOGEIR. BIC—E. FEBHOMLENNETT ., ZLDEE. F
BICKDALED IS —Z&/|RICINZ Blctd. KFFEDOHI DD HRDBEZ
BB T 2. BREYULICZLDOY VYTV ZFNELTVE T, ZDlcsd. FE
FEZEYPPIARDEELTVET,

Agilent 7696A B> Z)LEIMEBED — IRV F(d. EHRAHRZSVVEECEE LT S &
HTE, DECREGATIEOY Y TIEERT BT ENTRETT . EHEFRO
AIMEX Y v RTIE. BHIC—EROBEER/ 1 PILICHEL. RI—EBDY
VINETTICSHNLET. CNERAR. CORREREHULVER/ 1 7ILE
BEALT. COFIEER@DRUET . HIXIE. KENA T VLHREE (FID) A=
EI B BRIOY Y TILE 10 BICERLIEY Y IOy MIBETT . B0
YYUTIIE. n-FUFHY (Cpp) BEDRILKRTT . SRIERE. 90 % DBEE
10 % OBEAIDFIRY > TIL (v/v) THRENTOET. @85 7 {7E2HES 2 FID D&
RECHUTIE, 7 FF 8EEOY Y TILEY MEE T 2 EDNMETY . &7
TUr—v3UT 2 BEICDED. 8 2y ROFR MY TILEERT HEUEE
FOELI. 3 £y NEFET. 5y Ma Agilent 7696A £ 7L FHIET — o XY
FEFEALTTV. BV TILHRD DREGREIF 1 mL Tl 05 mL EFBDKIICL
Flle. 28 Ly hDIEDIRUVBIRMEG. Bty bOY Y TIVEES KU FID M£E5ED
WIFNICBVWTCTHRIFFERZRULE Ul
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RERTE

Agilent 7696A H > 7 )LATMED — I XY FEERE U, Cyy 10 %
BRD 10 BERRZEREENICTL. 8 DORELANIL OBV T)IL
ZER T DRUETOI S L ZERITLE Ulc. =T VRIEE
WOERIC) A 7IVEBEBNDKSIC. 2 DICHBFTITVEL
feo 1 DEDOY—4 YR TIE, &INA PIVIC—EBOEIEED T
I BRRMEZITVE T, 2 DEDOY—TVR(F, BEUCEE/NA

7LD 1 DIC €3 10 % BHRZARMULT 10 fBERRZ L. EHIC,

ZOFRNBRERNDOBEINNATILNTMITBDENDIKDIC, K&
FERYIC 10 BRIRETIRIFCTT . CNITK DT, 8 DDRELAN
WOYVTIVDBRRELET . ZINA 7). BROBFY—T VR
BOYVITIINATIVEEZSEL. RIMENDREDIED IR
UBIRMZERESEUE Uic, LKBODcH. RUY Y T)LaiiEZ
FHTHITLE L.

N—=RO 7 DIER

Agilent 7696A T JJVRIAIRT —I NV FIC 2 &AD Agilent
7693A A — MV TSZEMDFIFE U, IN\wIA4VITIFIC
[&. 500 L YU VY (BBRES G4513-60561) Z12w b UTehik
BTN RO YT I v Uy IZFERLE L. 7
OYhAaIzoFICIE 100 pL YU Y (BRRE= 5183-2042)
Zw FURREEES TV RUV TV IF v Uy Iz
FERLELRE. 1 DEBDY—T VAT IA VI T 05 %E
BHU.2DBOY—FYATRIZOY M YI T OFZERLE
UTco

B JIVEiniE

DYV T)VEiIEE 2 @D DFHETITVE U, 1 DIFERIZR
EH 1 mL (BIE 900 pL + BTV 100 pl) ICED KRS ICHIRT
BFET. B 1Dl BIERED 05 mL (BIE 450 pL + B
JU 50 pL) [CHEDHETT,

Agilent 7696A U JILEMED — O XY FOUY—A AT D
MEEA DY =TV ATECBHDZERLE Ui,

UY—ZLATI
INA7IVEEE 2 47
29 MT XA 7))V Z=av55 1 EfER/ I\ 7 )L
1219 A rEHLUY—2 1 BHER/ AT
BEETED 10 % C,p BRIE, 100 uL D C,y BREA VA I5Y
PYEBA ST 1 mL X2 TSR ITHE, IOV BRET
A VT I ITART v I LTHERLE LI

fER7GE

1 DBEDY—T Y ATIEZ)NA7IVIC 900 L DBE=ZEDELF
T (VU VIDISA—=F[CDVTIIETRZSER), COY—TY
ATl N7 )VEAEIE 2~9 ZIELTCVE T,

2 TERD 100 % {EEWMZRE UTKIR. (RRDNSKIB2 RN S D, )y
TBRIE 100 % TIRERIEL. 10 % hSFHRZRIKELE Llco

F£20Y— VAT LTFOTOTSLICHES>TY Y TILER
ZITVWE U (U VI DINS A —F [CDVTIRTERZESER).

FlE  BME

100 L DY FIL (7O N) BINA )L #2 TR 2
JXA )L #2 % 1500 RPM T 0 93 5 BRIEE T %
A7) #2 5N 7L #3 [C 100 uL ZINZ D
JXA 7))L #3 % 1500 RPM T 0 9 5 WRIREE T %
A7) #3 SINA 7L #4 (C 100 uL ZINZ D
J\A 7L #4 % 1500 RPM T 0 2 5 BRERS T 2
AT )L #4 05INA 7L #5 (C 100 uL ZINZ D
J\A 7L #5 % 1500 RPM T 0 2 5 MRS T 2
INA 7L #5 SN 77)L #6 [ 100 pL ZINZ D

W 0 N o Ol B W N =

10 JXA 7 )L #6 % 1500 RPM T 0 53 5 WREIRE T 2
1 A7 )L #6 B SINA 7L #7 [C 100 uL ZINZX D
12 JXA 7 )L #7 % 1500 RPM T 0 53 5 WREPRE T 2

13 INA 7L #1 BSINA77)L #8 [T 100 pL ZINZ D
14 JXA 7 )L #8 % 1500 RPM T 0 9 5 WREERS T 2
15 XA 7L #8 SN 7 )L #9 [ 100 pL ZI1Z D
16 JXA 7 )L #9 % 1500 RPM T 0 9 5 WREES T 2

uﬂ%

2 BAECDE> T —EDY Y TIVAMLIEZ 8 BiTLWE Ulc, £
DOARD 3 EIFFETITUV (RIERED 1 mL [E 2 @, 05 mL &
1 @), 5ElE Agilent 7696A U2 T IVEIIED — O XV F7Z2{EH
LTIVE L (BRERED TmL X 3 E. 05 mL (& 2 E]).

xR 1.2 DHOY—T VR (ICHBIFDRMNEDERK (8 [@ DFH)
Y47 FE =8 5 71696A 7696A 7696A 7696A 7696A
k1&g 056 10 10 05 10 10 1.0 05
(mL)
ToEE
(9)

%SD * 017 026 011 016 009 006 017

0.6165 0.6151 0.3089 0.6176 0.6195 0.6180 0.3088

CHAELEEATU

2 DHOY— VZADFMEDBEIRE (n = 8) [F. HLHEEH
TmL&E0SMLDEBESMDIBEED £ 1L TUE. YV TIVIC
ANT DREEFENENDREIZE U TH DD, BIEDHIE
TREZ(EDINETNFRENRVWEVWZE T, COREZE(L
DFEF +1 UL EFDF U, COBRRIEEEDY > TILD
AIENEEZEEE L TVET (RIEGKRED 1 mL TIERME
[& 100 pL. 0.5 mL TIFFIMEH 50 uyL TY),

Agilent 7696A Y J)LRIMUED — I FOBRBEEBEDEE
(&, RIZGRED 1 mL DIBFFIF 49 75, 0.5 mL DIFF(EF 41 B TL
Teo FENCKDEPUECE® UIFREIFAIEL TLE B A,



FID 4EEDHIRE

FID DE#RMHE. BRED KURE TBRE (MDL) . ASTM OFIEIC
FIF>TEHUE U [1] ASTM EDXFILEVIE. [idH >
TIVTCRIELFFRY VT ERFERLULERTY . INTORER
BU FID TITWLF Ulc. EfFMHEORER (K1) (&, Y 7)UeiiiE
% Agilent 7696A B J)VEHLIED —OR Y FTITolciBa &
FHTCITOEBETEANICEFZRSNEBAT LI, BED
FHE % SD IF FNZEN 263 & 24 EEHENFT UTe, CDHE
R FID DEEENIERICBIFIFEDTHDEZRITHDTY,
MDL OZ) (& 2) 1. C,; DBEHEHICHF B/ IFIHEZE
B9 BREHICELDENDTT,

2. FID ® MDL

547 FEH FH FH 7696 7696 7696 7696 7696
&% (mL) 05 1.0 10 05 10 10 10 05

RE 272 257 258 268 268 255 266 255
(ma-s/gC)

MDL (pgC/s) 096 114  1.66

092 068 131 123 1.15

FID Linearity

Normalized sensitivity

05

o4

1E-10 1E-09 1E-08 00000001 0.000001 0.00001 0.0001 0.001

Mass Flow Rate (gC/s)

1. BEfEOTOY ~ (£ 8 BDDHZERTERT)

fasm

Agilent 7696A U T ILEHMED — IR FICK D EFHEHIRIC
KDY VTILEY FOERDBERICIED T T DHBHEEC
TIEHICHBELERLT. BEFRICOHFHLWVY Y TILOIER
ZEFRITCTEEXT . TOR/R. MEOA L. ABHEI ADER.
AREAEORS. EEIX MOHIE. #OiRUBREDOG
NEREINET,



BES

500 L YUV IDINSG A= :

R R HEdH HEdH HeH R R
Nvo JLikis1 JLiER2 b 3] ) RE KA NER1 KR Mg 2
AIx10%9
R TE I AP s
FoRRU 2—L4 (ub) 50
&5 [FRE (uL/min) 1250 1250
BEHRE (uL/min) 3000 3000
Z—RIViFEFATEY ~ (mm) 0 0
RS SRR 2 2
YL v hag
I7FvvT (% VUVIHE) 0
100 )L YU IDINSA—=5 :
B i1 HEH HEd HEH B i 1
JOve JLER1 TLix:?2 i w7 SHRE IRA MR 1 KRR Mk 2
409194
NIWAPL 3 bl - 9= 15 1 1 2
BeFRU 1—L (L) 10 20 10
%5 [FRE (uL/min) 300 300 300 300
HEHIRE (uL/min) 6000 6000 6000 6000
Z—RILEEFTEY b~ (mm) 0 0 0 0
ARSI 2 2 2 2
Tl hER A

I7FvvT (% YYUVIHKE)

s8EEH

1. ASTM E594-96 (2006) Standard Practice for Testing Flame
lonization Detectors used in Gas or supercritical Fluid
Chromatography

www.agilent.com/chem/jp

TFILY ME AXBCRODDRERINEEG, e, FAXEDFEAICKD
MBENE I ERBENICE U DEEIC OV THIRBESE TV EEE T,

AXEICEHDOER. FiH. REAFFIFEFLICEEINDZENEHD
T, BEEECTHFINTVDBEZHRE. BEHICKDFMDFTLEL., F
XEZER. BR. BRIDIILBREUSNTVET,

FIVLV - Fo/O0I-HARMT
© Agilent Technologies, Inc., 2010
Printed in Japan

November 10, 2010

5990-6850JAJP

Agilent Technologies


http://www.chem-agilent.com/
http://www.chem-agilent.com/

IV TIVEIEBO — IO FEERAL
QC >R ~DOE#E

[ ] ; ..
oo -:.: e.- FRTIS—OKWQCYYIIEINEEEIRTS
S0 ELPTL. BUEERESS

Agilent 7696A B Y JVEILIBD — OV F

BEVEDOFvUTL—Y3VDIERET. EATESDI L. GC/MS DZERMEL
TWBIRTDSIRICARTIR T, ULTRA Scientific #t(d. IEMEMEEREMEZRIL
FI, Ffc. IREIF 1S0 Guide 34 DESFZFIAT B, BLL OC (MEEE) F
IE7ZR{TUC. SREMEEMEZRHBLTNE T,

ULTRA Scientific DFIRTIF. EBEREAXBROZLENHIE TH DI LZER
U. ZOREDNEUVLWVWCEZERITDEHIC. DHTDIYY T ES VI LITER
TRDUEDSDET, REABPORDREDREICIE. FWDDRERZIERL
TFPUTL—2avUET, FrUTL—raVICE. BELEERICMATREE
HEORMZBBEELET. REBOABRENEZS VI LICERBEINIE/I 17U
[CMAFET. A 7ILADSFEYEDEREREF. FEPEOE—IEBELERN
BFEEOE—IEELZ GC TAET DI EICLOTESNIT T, COEBLZF v
UIL—Y3vTRONSAVEBLELRULET. FrvUTL—YaVDEELL
[F. —&D 0C FIEDOWBHICHEEN. BEEREHTHDZDHAE. \vT—IJD
BREABCZTENT T INUCEKD. A 7ILHDIEEYREZIEBICEVEET
AEUCHERDPESNE T,

CMNE T ULTRA Scientific Tl&. EXY N ZERUCHASIEEZFEICUIETH
ElCEKD. D AC FIEZRITULTWVWE U, 5ECD. ULTRA Scientific (&, EHMEE
FEREMOEAZSTESYZEFEALT, Agilent 2 F)VEIMED —IOXRYF(C
KBDERY MEEDBENEZTAMUE U REAEDBT. T—INVFICLD
NBIFFHICLDUEBEFUD. ZNZELOEDIEESZRUE U, ABBIEEZN
ABDEZFLT—IRVYFHNATZILY—=)VICNRNZRBIFDICEHIDDLSTF. CDORER
FERMEEYBEOEARBNDBSEICHHETIEFDF LR,

S TIVEILEBED —ORYF (&, RERIEBICHITD QC EL\ofe. EHETEREMD
SVERY MEEDREBIE 7 TUS—Y a3V OBEEEICE > THEICEREY—IL
T,

CM3ERIE. ULTRA Scientific M Scott A. Lorimer &7 L2 RM Jared Bushey hiH:E TR
BLIEBHDTY,

FIEFR

cFHICKDELETREFBIFEVIS—0
BJRE M Z BERR

c FEIXV Y REEUD. 21V LEDIERHEE

c D—ONRVFICQC AXV Y RZREFTE
DDT, FELE T AN AHE

CHZPITLV. A-Y—TUYRULBTFVT
L—hZERLEYIRNDTT

BV TIVDEBHBESE/\—I— RHEE
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PIVYRI—=IOXRVFTAC BTN ZERT DICHICERALIEXV Y R

XYy ROFIE =IOV F DB
1. 315 pL DI|IEAXF LY (IREH KL A) KTclEF A5/ —) (1F% JOVRAIToIDIUITIHAL X 100 L

HElB) &, NwIdT—DZEINL TV 1 ICHAFRT, UFAITTIGIDIY I THAL 500 L
2. BULOY I ETOY I T—DZENATIL T ICNAF D
3. 35 )L OE 71 ZJU ((BERBA) EFETLAORVEY N—d—Re=5— 50°C

(Z#EHH B) #AFZEELLTCTOY NI T—DZI)\A T

W1 ICHIRE T,
4. ZZ)\A 7)1 &, TFY—=HEALT 2000 RPM T 5 #.

mABIC 2 BADILIEBLED,
5. ZZ)XAL77)L 1 [T "Results (f&R)" DTS T ={FFFT,
QC BV TILOBHNRIEEYMDEDSTEICERLEIN:

m X (NEBREDRE),. -,

NBEEDERE | +r7—vs>
EE@DSIDOEHULIE/IN1 7LD QC DIEFEMHEDIER
=R El A 1=EEE B
FHICLD DT—IRVF FHICKD T—IRVF
RN =i (%) [CLDEE (%) RERERSD =g (%) ICELDEE (%)
-y -1.1960 0.6202 11-v00I57Y -7.7578 -1.0566
NI/ -3.2765 0.3384 trans-1,2-I00LIF -1.4115 -3.8288
N-=hOVEXRUIY -3.3925 -2.6848 cis-1,2-¥o00IFY 3.0163 -1.6658
aa-IXFILTTRFIVIFILFZY 09115 1.0354 Rty 31771 -0.5289
N-ZbvOJ-nIFIVFZZV -0.2920 0.2560 NUoOOIFY 3.2273 -5.9651
1,245-7 500XV EY -0.8785 0.8129 cis-1.3-Yo0O0070ORY 5.7795 -4.1192
10077490 9.4015 0.1805 NLIY 4.5507 -1.5242
KvgooarvtEy -2.2000 0.7535 trans-1.3-Y 0070 6.4737 -2.8953
JITIZIVFPEY -0.0380 -0.4711 FRSHOOIFY 41876 .4.7692
JrFEFY -2.1165 2.0917 sOoOKkvEY 7.0025 -1.8823
47 /ETIZI -9.6435 5.1187 IFILRVEY 6.4856 -0.9086
AL T u[u bl Nuta 2 o) -2.5130 1.0443 m- BV p-FYLV 6.5132 -1.9300
JOF=R -3.7865 2.5000
p-(IAFILFPZ )T IRV EY 2.1465 3.1419
TI2-IRFIURV X [A| PV RSt -1.5785 0.0849
3XFILASV LY 1.6965 -0.4717
IRV AN FOIUTY 2.2478 1.7602
R—LR—

CERME Y IIVICEENBTENEREINBEORRILANDEL. www.agilent.com/chem/jp
;;;Z\:l;l;;a VORET—FICBDVTHEETBIETOEDE (%) &L AT A5 S

JU—54%)L 0120-477-11

AERICEBDERE. FPELFUICEEEINDIEDHDET,

FPILVL-Fo/O0V-KAEH1
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FUHIC

Agilent 7696A BEND > TIVARMED — IOV FIE. ARXo0OV
hIST 44— (GC) FIelERIFIONY NI ST 1 — (LC) DA
DEL DYV TIRIEY R T ERITT D ENTEXRT T —
IRVFIF 2 DODBRFIES T —, REEED 80°CD 1 DD
NA7Ie—5. 1 DDA ZIVRIVT v I AZFY/)\——

RU—FTEBEEINTVLET (B 1), LIch>T. FR/DE.

RAEODM. U TILOME. &RMmE. 9V TILOREHH
BECY. SvIIRKMERICIE/ SANT DI EETEXRT, DY
VIIVEERE(S. GC [CERET 2 7693A RidA— O T
S [1] EAVE#ESERETIRIERTIDIEDTERT,

1. Agilent 7696A Y > T )LEIIMED — I X F

Agilent 7696A H > T IV EIALIB D — O X U F TIl&. Easy
SamplePrep DYV J MU T PZBRALT. YV TILEIUETOS
SEZVIEKIBICEE{LT DT EHAIAET I, Easy SamplePrep
(ESP) D¥EREICIE. 7OV KkDTOTS=ZTEUY—R
NR2—IvHepbET, RSvIJ FOVIIT 4 Y%=ERT
BCET. SR/ —bDOTORIVPFIBEICRS KSICHYT
JVEILIEX Yy REERR T D EDNTEXT, ESP . VT
IWEILEB AT v TZTF A NTCHRRICTEFRI . ESPI(TIF.
NNy FE—REFENYFE—RD 2 DDBRIEE—RHHBOHFET,
FENYFE—RTIF. EYUTIVE 1 DFDIEEICHIELE T,
DED., INTCDARATY ITZ 1 YU TIVFDRITT B,
ROV TIICHBDRICZEDT Y TIVDRIIENT T UFR T
[C. KyFE—=RTIE. BTN ZEAITUTREULET, DF
b, IRTCOY VI TELZDERT Y TERFTLTHERD
BT IVEHRMER T v (LB DD, TRXTOY Y TILHIFEF
BRFCRETULET,

Ny FE-RENYFE-RO@AEDUNEZERLT. B
BETIATIVET DIcODEIEXY v K [2] ZRITUE LT,
FE—RTR. FEBAROERECMA T, YT ILEBLED
FITRREIC DOV TEEVDSGD XTI,

AREBR

Ny FE—RRIB[CKD, KIBFIFEOETEEY Y —XDHIR
DHBEICEDET (R 1), [2] THHRULEX Y Y RZERALT6
DOY VTR LIcET S, Ny FE— RLETIEY Y
TIVdTe b OFRERE IS 45 9 (6 DDINTDY Y T)L7%ZfE
Y BIC(E 270 7)) TUTc. —7. Ny FE—RZEFERLE
ETD. 6 DDINTOY Y TILORILIEIF 138 DB TR L.
BTV T OFIFREEEIE 23 DT Ufc. BEHKEL
BiEENcDE. IXTOYYTIVEMBARS v IICEEL. 20
DEDORIGERBDEIC. IRXTOY Y TIVETDHRICRT
EDTERHNSTY, TOKRIICNYFE—-RTIE. IXTD
BT ZRBICMAT DI EDNTEXT, INICHL. FE
Ny FE-RRFEYVTIVEMBAT 2DIC 20 3 FDORFEHH
nbEY,

= 1. KEOEREEY Y —XDHIE

NyFYLXn=6 ¥NyF NyF BES
TJOIS=ZVIATy IO 12 12 n/a
TRATV T 9 9 n/a
FOREMDES 54 9 1/n (n @)
BRI EET 45BER  23B%RY  ~50%
YU TS O OFRERE 455 234> ~50 %
HRE 153mL  25mL  1/n(n[@)



BtkIC. HRHBRERAEZLRIDE. Ny FE— FOBMM
(FBASHTT. NyFE—RZEFERALTY VTV BT D L.
HARAT Y TEIELEIFT. BEERAEEEET26mLTL
feo FEINYFE—RZFERALT 6 DOV T ENELIBE
B, EALCRARAT v JOEEIE 9 @TULEA, RO
BEFCHEICED. BFRERAEF 153 mL TURZ. Ny FE—
REFERALTCH YTV EBT DT EICEKD, TP TV —
23 VTR. FHEEEOERAED 6 7D 1 [TEPLE LT

Agilent 7696A U > JLRTIIE D — I RV F@IF [CHAFE S NI
Ny FE-REENYFE-FOUWBZLELT. Ny FE—
REFERALEEEDAY Y FERULE U, Ny FE—RICK
DYV TILH b OFEIREIERESNE T, CITEIFH
Tld. WyFE—RICKDYUTIVE 2 BHERIETED LD
[CIEDE U, &BIC. Ny FE—RZFERTDE. FFEE
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