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iECHIC

HEYRICIE. SEIERTI/EED ppm LU ppb LANJLTHEAELT
WET, EROHIE TRINTWVWAELSIC. HAMREERRE O
b5 74— (HILIC) E—RTE pH BE CROTo TE—R MS B %
FRETHICICED, IEFEMT I /BEBN DRSS VRET
PRTEET, COT7 TV —>3>/—hTlE EPTRO T/ BOEE
PICBVTINSOREEISICRBILLE LT,

RBRFESIUER

FEIFTART. HPLC JL—RU EDHDZEFBAL LT 8 LC/MS
JL—ROT7ErZRUJLIE JTBaker (T>&Z— /L —. RYIILA
ZT7MN. KE) S BALE LT flizkiE. EMD Millipore Milli-Q
Integral System (&)L L>agy b, K1) ZERLEL. F8 (FA
p/n G2453-85060) |& Agilent Technologies "5 AF L £ LT F
7D LB LT I /BIZEE L Sigma-Aldrich (> ML120 =
Z—=UN. KE) hoBALE LI, 7TI/BIFFERFBET-70°C T
FRELF LT

+  Agilent InfinityLab 71w Fr>4

o HSLEE Agilent InfinityLab 1w oax= ok LC
T1vT+ > (p/n 5067-5965)

s ASLE: Agilent InfinityLab 71w o &2—> LC
T1vT1 > (p/n 5067-5966)

« NATIZRDYa— by T R SR BE 2mL
(p/n 5182-0716)

« Agilent EEXVUa—F vy PTFE/FR> A>T H L
(p/n 5190-7024)

. TyRVRILTERY B LI E—5—

+ Vortexer & U Multi-Tube Vortexer (VWR. Z R —.
RUDIARZTM KE)

+ Agilent InfinityLab 78R L. F& . 1,000 mL
(p/n 9301-6526)

+ Agilent InfinityLab £ =77 *vw /. GL45. 3 R—h
AYRALT X1 (p/n 5043-1219)

© BODBE (VWR. SRF— RUTIILARZ 7M. KE)
TR (VWR. SRF—. RUVILAZ TN, KEH)

FEEEA
+ Agilent 1260 Infinity /N1 +UR>7 (G1312B)
+ Agilent 1260 Infinity #— >3 (G7129A)
« Agilent 1260 Infinity  —EX&2YbMIHAZ LD /N—b X2 b
(G1316A)
+ Agilent 1290 Infinity LC >\ —XABIESEF v b (5067-5189)
+  Agilent MassHunter V=27 —>3>V 7017
Agilent 6470 ~1)LIUERR LC/MS
Agilent Jet Stream TL 2O FL—A AV —X

B o7 ILE LR

TI IS IIIREOBEICEBESKERE L. TR EOY Y ZILET
MIBIZTHTICTOMLE LT,

ROEKEBE LV "N-EEREIZE (ISTD) & TV FILICIIZ. &R
B 1,500 ng/mL ICLE LT, A LIEAEMEEIR. 1VO1S >N
XFFZ-dge TSZ-dye TS -d20 FILESVEE-PN,. FINSE
VEE-dy BEUVUS > dg T

F a2 EYHEEREY SN L TOF a2 UEASTRL. 30K
FERTRERAFELE LI AELEF 1Y VEREREAEENTERE
DFARL. BRI ETHIERICLTHS —85°C OBREBEICREL
FL7o HIHETIE. 100 mg O EF 27 VEMFRE 2 mL Ty _VRIL

SRR
HPLC

p— Agilent InfinityLab Poroshell 120 HILIC-Z.

2.1 mm X 100 mms 2.7 um (p/n 685775-924)
BEIHE A 20 MM BT EZ I LACER. pH =3
BEIEB 20 MM ZKMEFEET >V EZ UL pH =30 91 P RUIL/K
P} 0.50 mL/min
NOLEE 25°C
YN 1L
At DR 159

B ()  %B
JSVTUR 0 100

11.5 70

12 100

MS

AAALE—R ESI Ry T+
HZRE 330°C
HAZFRE 13.0 L/min
RIS 35 psi
S—2AAERE 390°C
S—2AARRE 12 L/min
FrESUBE 1,500 vV
JZIVEBE oV




TINELEEFa—TICETEL. TmL @ 0.5 M KM HCl #iNz &£ LT
Fa—713 8,000 rpm T 20 DEARILTVIR L. 25°C KERT 20
DEBERNIELTH S, 20,000 g T 20 EEODBELE L. =&
IZ. 250 pL o BB &A%Y TIC ISTD AMASN TS LC N1 TIL
B L. BEW%E 20 % ACN ACGAKR T 1 mLICHERLELT.

FNELNERAHBTIE. 20 % ACN ACAKRT 1 mL ICHERT 3pi0ihH
L&A ISTD BARE EDICT I /EIEAEREY % LC /N T7ILIC

ZE LT BRBOT I /HEEDEEHENMEIZ. 500, 1,000, BLU
2,000 ng/mL TL 7z,

& ENRRILIE

200 MM ¥E 7V E= I ABEREKTHEL, ¥ET pH 3 ICHELE
Lo FEEIAE A (K1) IZBREKT 91 ICAIRLCEHR L. 818 B (B
) ERETERZRLT O ICARLCHRLE L (AREED
B VB8 = 20 mM),

T—2UNE
BIRESR | R¥v> HFIN=42 | TILE

1TV | (B) 2147 11VE—K Ay EMV | X+7
1 0 dMRM | ESI + Agilent Jet Stream |  BEiA 0 %L
3 25 dMRM | ESI + Agilent Jet Stream | MS A 200 HH

MS NSX—%

Fador14>
VFyoay | FVh—81F> | EEATY ayvay EEAFY  [AVSaYIRILE— TSIRVE
& 21L (%) (m/2z) (m/2) IRILFE— (V) (m/z) V) V)
T/
TJIZITIZY 295 166.1 120.1 13 103 29 80
o> 3.38 132,17 86.1 9 30.2 17 75
cITFRTTY 341 205.1 188.0 8 146 20 80
IYO1>> 3.75 1321 86.1 9 442 25 75
AFAZY 422 150.7 104.0 9 56.1 17 75
N> 495 118.1 721 9 55.1 25 70
oy 496 116.1 701 17 432 37 75
FO Y 501 182.1 136.1 13 91.1 33 85
SRTAY 5.63 122.0 59.1 29 76 13 65
TSy 6.61 90.1 44.2 9 453 40 40
~LA=> 6.72 120.1 741 9 56.1 17 75
RERUY 6.91 120.1 741 9 56.1 21 70
gy 7.00 76.0 303 12 NA NA 35
IINEAZY 7.23 1471 84.1 17 130.1 9 80
> 7.26 106.1 88.1 8 422 24 67
TAINTEY 7.31 133.1 87.1 5 74 17 75
TIAZ B 7.68 148.1 84.1 17 130 5 75
SRLUY 7.89 176.1 159.1 9 70.1 25 80
T AINT X 8.38 134.0 88.1 9 74 13 70
ERFI 9.06 156.1 1101 13 83.1 29 90
TILF=Z> 9.54 175.1 70.1 24 60.1 12 100
oy 10.16 147.1 84.1 17 130.1 9 75
PEBIREE

AVOA >N, 3.75 1331 87.1 8 NA NA 75
AF A=, 426 158.1 1121 8 NA NA 75
FTS5=>d, 6.61 93.1 472 12 NA NA 40
J1)2d, 7.00 78.1 322 12 NA NA 40
JIVEIVEEON, 7.68 1491 85.1 16 NA NA 75
TRNSF VB, 8.37 137 75.0 16 NA NA 60
YDAl 10.16 155.2 92.1 20 NA NA 80
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1. ZTZAT5=Y
28| 500ng/mL DIFAE 7 2. A1y
3. FUFRTTY
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1.2 500 ng/mL ICH 153 73/ EiE
. 15
«102 500ng/mL DR 14
1 3 4 5 6,7 9 10 13 d 1718 19 20 21 2223 o
1.00 1. Z2zZIL75=>
8 12 16
0.95 2. O1>y
0.90 3. KUTRTFY
R
. p—a
0.80 6. AUV
0.75 7. 7Ouy
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0.65 2 9. YRFAY
£ 0.60 10. 75=>
X 055 LB o =
£ .50 i 12 KELY>
0.45 13. JUs >
: 14 L8y
0.40 15. €Uy
0.35 16. 7ANFE Y
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015 20 EXFUY
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B 3. BEO- /YO 1S Y (A) FLA =/ RELUY (B) D58

EED

KT /BOEEIZ. 50 ~ 10,000 ng/mL @ 7 R+ > MEERR . T
LTART 2RMEIZHRANERIZE - D EABASHETEBLELE
(K 4)e LRRYREF > aya21 LOBNIZERZ (RSD) £h. 9
ICHE T2 RIFABREENRINELE (K 2).

A
45 XFAZY
401 y=1.364178*x +0.024666
3.5/ R?=0.99964255
X
3 3.0
§ 2.5
2 20
o
%15
1.0
0.5
0
02 0 02040608101.214161820222426283.03234356
R
B
200 Sy
18] - 5.897078 *x +0.114882
161 R2=0.99968035
14
N 12
g’% 1
X 10
Y
= 8
i
6
4
2
0

-0.2 0 020.406081.01.2141.61.820222426283.032343.6
HARE

B 4. XFH=> (A) &L (B) DIEEZDH

R1.FvUIL—>3>000F)L/ /1L (S/N)

5.8 6.0 6.1 6.2 6.3 6.4 6.5 6.6 6.76.8697.07.172737.47576
B (99)

REHOD R? 50 ng/mL TD

(A=) PIERIEZE (50~10,000 ng/mL) S/N
TJIZIATIZY VBTN, 0.9999 281.2
mE DY VAT YN, 0.9979 244.4
rUTTPY VAT YIN, 0.9999 748.7
EsE Y AYATY YN, 0.9978 379.4
XFAZY AFFZ>-d, 0.9996 2315.6
N> T7Z=>d, 0.9981 349.2
vy T7Z=>d, 0.9983 861.3
FO Y FS5=>d, 0.9987 161.4
SRTAY T7Z=>d, 0.9999 121.8
75=> 75=>-d, 0.9994 94.6
A= T7Z=>d, 0.9987 162.0
REERIY T7Z=>d, 0.9969 336.6
gy g, 0.9999 10.8
IINE=Y g, 0.9993 30.8
> g1, 0.9957 34
TRNZFY g, 0.9994 39.7
TINEZ TINEI VN, 0.9978 53.9
SR> TRINTF U, 0.9997 106.5
TRNGE VB TRNTE V-, 0.9999 32.1
EXFOV TRINZF VA, 0.9961 35.6
TILFZ=> TRINZF VA, 0.9972 184.6
oy U2, 0.9992 372




TRV OZADEFE T COREYERRT 37010, LN RRERE
EMLELT FaTUEBOY Y TILEDIF LR, ALY > TILIC
500. 1,000. KT 2,000 ng/mL O7 = /EEIZ#RER /N1 LE LT,
NBEDERZLALTORINE S, AT EEBENEREDEETRL
F7 (£ 3)s

£ 2.2,500 ng/mL O7 = /BEZINA T LicFas)
HEYREE Y Y > 7L OB R (n=15)

R 3. TI/BIZEREY =R/ U LT F 2 VBB EY) OBV

(95 LZHEYZRSD | RTRSD TLRI1Y % BN % BN % Bl
(2,500 ng/mL) (%) (%) TS/E iR (ng/mL) (500 ng/mL Z/X1%) | (1,000 ng/mL Z/X-1%) | (2,000 ng/mL X/X1Y)
JIIIVTSZY 0.99 0.35 TJITIITS= 1078.36 102 108 102
o> 297 0.43 o> 2216.61 119 117 114
TR T 7Y 0.65 0.24 TR T7> 1218.47 125 126 114
sk 2% 2.08 0.37 sk % 493.07 100 99 96
AXFAZY 0.96 0.35 XFFZ> 223.24 77 81 77
AUM 1.21 0.73 AUM 1445.24 105 111 93
Jau> 1.04 0.58 vy 524.56 91 102 98
FO > 8.77 0.69 FOoz > 704.05 101 105 93
SRTAY 1.25 0.07 SRTAY 336.61 94 109 115
TIZY 3.76 0.00 TIZY 5046.64 70 70 89
cLAZ> 1.51 0.10 cLAZ> 923.93 101 105 96
REEUY 1.20 0.00 REERUY 1567.02 92 105 108
I 1.82 0.06 gy 293.78 101 92 90
A7 0.73 0.06 A7 1861.98 139 120 124
> 1.08 0.08 > 1794.39 110 100 93
N IACE D 1.38 0.00 TRANZEY 1145.53 103 92 93
TIEZVEE 1.19 0.00 TIVEZVEE 7358.15 114 79 92
DAV 1.29 0.05 AN <MDL 87 86 85
TANTE 277 0.13 TAINTE 6465.33 107 91 92
EXFOY 0.70 0.06 EXFOY 4130.88 118 108 127
TILFZY 0.68 0.09 TILEZY 1083.89 96 91 93
W) 1.02 0.06 A7 2380.70 92 92 94
FIL=F> 0.63 0.08 FILZ=F> <MDL 108 138 160

MDL - XV FRHRSF
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