A S FIL, AREBRIEHFICRBIT 2MFHEREE L OO THY | RBRIEDOIHITE L T
B2EZEL LTRSS, 22k, #&é%@%?ﬁk@‘ﬂlit (T EREERIE & ORICHEEE N 5 2581
(T, W EITERRBRIENEE T O 2 L e TRESTZS N,

Wk 22 R

BICEETAEIMKEDR S THHIWME (7 1
F T ) ORERIEHFEEE




TaFY T LARRIE (BKEY) ORGEHER

=
1. HWEROREREDOHR 7

T F YT AT, AR EL D VITEIREAKOMEORT NS ERL SN
2-bromo-thieno-triazolo-1,4diazepine FHEAARTH H, AMEIEL & U CIIMEREAAI S LTSN
TWABNR, B L CRRBRIER 27T 2 LN O BRANREEOMIE 2 B L LTS
. BOREZ T ORCKECTEHERLE LTH LR TV D,

Wopk 15 425 H ORSEAEEO —HWEICEKSE | BRAHPIZERE T2 BEEIZOWNWT, —ED&E
2 CRIEEDNERE T 5BMOBGEELFAIZEILT 2R YT ¢ THIENEA S, R 184S
AICHEAT STz, ZAUSEED, TR F VT ACOWTIEFIEIC S < FRA P ICLE 5 iRy
MRESIND -0, RBRIEZEET 20 END D, € 2T, [HEE - ahFEFRRESRLHEENR
SR - A ERLIAWMEE] ISR SN TV EBEREE B E 2. 7T Y T L0RBRIE
ZEAFE - BT 2L EEME TS, MAEMEEICLY, TaF YT Ao TE, BMCER
ENDHDOTH- IR LRV ETHRMBUEEZRE (oA, FolEN. FONF. 40
i, ORI LOHIEZRLS) TH2ZEREETHDL &SN/, -, BRTIHBRIEOER
PRI D B EE X, 0.0005 mg/kg AN &35 Z LARD LTS,

AEFHIIRBWCIE, FAL B5G. I, Bk R EIC W7 ' R RO n~F i R
Wz D= s, f, IR NI HHDICOWTIET v = h U A Z W GEEZBRE L
oo FTo. BENEL LCEAZ ZT IV MES Y DALV I=ZHTAK RN AFAT I )
BNV ) BN F L DT RN u v Y LY Y DN FEE R = T Lk
2L DR AERE LTz,

Clae==2)|
2-Bromo-4-(2-chlorophenyl)-9-methyl-6H-1-thia-5,7,8,9a-tetraazacyclopenta[ e Jazulene(IUPAC)
2-Bromo-4-(2-chlorophenyl)-9-methyl-6H-thieno[3,2-f][1,2,4]triazolo[4,3a][ 1,4]diazepine(CAS)

[(#:&]
Br
Hy S7 \
N

Cl



ST R BALE Y OB ERIMEE

—fx4s TaF T A

CAS &5 57801-81-7

713K CsH,(BrCIN,S

4y FE D 393.69

2N FEERMEm R~ R

D Ae~FEA AR
ﬂﬁ(‘ﬁiﬁ)” 212~214°C

e Y TRV EE TS

F 7B =R ER S Y 2.79

V=R T VNN oy e

1.01x10* (pH 7.0)

Vi w% 1 g %?Ebw‘@:%ﬂ“é?ﬁﬁ%% (mL)
RS -
v/ u D% KX 6.1~63
AE ) —)L : 62~65
=& ) —) 111
Tt Ry 109~110
2-7% ) 107~109
K = F LT —T )L : 3,700~3,720
7K 110,000 UL _E

AT -

W et g Y pKa : 2.1 (25°C. WRIGEEIE )

Hh : DRI Z ST — 2 o — b (Fotitisk T3k 4t)

2)ChemIDplus Advanced

(http://chem.sis.nlm.nih.gov/chemidplus/, United States National Library of Medicine)

NEHMA LV H Ea—T F— A

3. FYEE
W ERYEME PR 17 4 11 H 29 BfHEAESS
R 0.001 ppm

L RV U8E
(AANR—Y v A A DEERSHE)

A 5 RES 499 Bl kD)

FUEESR (O 18 4 10 A 16 AfHEASEE K AEZEH 1016003 12X D)

FORHA 0.001 ppm
HDRENG 0.002 ppm
DT 0.003 ppm
D B ek 0.002 ppm
ForMHE 0.002 ppm
#o: 0.001 ppm
T DO K H
& RSO B E 0.0005 mg/kg LT




[ BRIk ]

1. &k
LLFOMHIR® 10 &2 H L7,
< O - LU&H
- DR - L
- D - I
=151 I BHRS (HEE)
cOMRE - KOfH A
WAL - A—=N—=w—0y b (972E, LUARLSL) BEAH : HER
A=y Mige (D72 E (FRiR, BRERME) . LUA (EErE))
B O R ALER
FOFHAKRTKOTHA : AlRe72 R0 Mg & bR ¥ —(k L7,
DR D ATREZRBR Y A & bRE . MBI —{b L7z,
4= JiF i MO —{b L7,
=YPi R EE AR AT —{b LT,
IIRE D B2, WA ST n B A e —{b Lz,
L CH& kA BREL, MEE— kL7,
FHR NI BB ckBEBALTH LT,
I CakEBREL, JFALIIEZADLETESIBA L, H—bLT,
2. K - K
1) K
K Birg A =T —
T TV T AEAE, EEIRAR 7 v~ b7 T | TGS T2 (BR)
7 4 —HMH. 100%
Bl 212~214°C
T h=HrUN PRl SREEBR A 300 1% | BAE L (BR)
Mg
n-~F Feid B 300 % | BAB L (BR)
TR
Tk FRBE EARGRBR ] 300 % | BAELE: (BR)
TR
T =KV LC-MS H YR T (BF)
MEKARRET U 7 A ik BAH LT (BR)
b (ol DR AN TR TGRSR T2 (kk)
XMs LC-MS e T2 (BR)
InertSep C18 X =7 7 A JelHE g V=Y A T A (BR)
InertSep SAX/PSA X =71 7 A FedE & 500 mg/500 mg U—z YA =R (BR)
InertSep PSA X =71 7 A FeiE & 500 mg =LA TR (BE)
InertSep SAX 2 =4 7 A FeiE & 500 mg =LA T R (BE)
74 Y0t (BF7 A4 b 545) YR T (BF)




2) Rk
0.1vol% X% X I mL ZKTHRL, 1L & LT,
TER=RU LK Q:1) B : 7EF=FVL (LC-MS H) 500 mL {Z7K 500 mL % i1 x.C
LT,

3) FEVEVSIR

TaFY T AMEMELI0mg ZEFF L. T h= R U UIZEMRE L TI0mLIZER L7 H D% 1000
mg/L FEHEFR & LT, ZOREMEF A 72 b= h UL KROUK (1:1) IBKZ AW CEEARL,
e EARERH 0 0.0005 mg/L~0.01 mg/L FEAETE 2 5L L7-,

723, F OMOTMFEFCRFHI W ARERIRIC DWW T b Z OFERERUK 2 3 U 22 el (%
HEICEHE) ZHWTCHEHEMARN L, ENEIERERE OBEERR Z R L7,

3. Ll
L2 E 0B, ks
UV &
MS % API4000 Applied Biosystems I
FEr—b—HA Ty 7 2t
LC $&E Agilent 1100 TV T/ unY—4E
FESTAF— | wVTFT 4 AN—H— PBI5 (BF) =AT LT —

4. HIESRH

LC &Mt

WIRTANN L-column2 ODS
A X N2 mm, &S 150 mm, R 7S 3 pm
=t () AW E AT e

BEIFREE (mL/min) 0.20

HEAE (uL) 5

717 LR (C) 40

o ENH A 1 0.1vol% X

Bik: 7 =1Vl

75T Rk

I (0) | AR (%) | Bk (%)
0.0 70 30
15.0 30 70
15.1 0 100
20.0 0 100
20.1 70 30
25.0 STOP STOP




MS &

HEE— R BIREUGE=% 1 7 (SRM)
A A AME— R T b AT L—AFUAbE RV T 4 7E—F (ESIH)
Colision Gas 7.00 (HAr7e L)
Curtain Gas 50 psi
Ion Source Gasl 70 psi
Ion Source Gas2 80 psi
IonSpray Voltage 5500 V
TurbolonSpray Source & | 600°C
EmA A (m)) +395—314 (2 Va3 =R /LF—35eV)
EMEA A (m/2) +395—316 (22U ¥ a =R /LF—35eV)
{RFFRFR (min) 12.4
5. &

TaFY T MEEGOTE h=R Y-k (1:1) ¥R (0.00025~0.009 mg/L) % 6 sGHRE L,
FANZEILS UL & LC-MS/MS IZHEA L, B — 7 [fEE CREMAIER LT, ZOMEREZ W, i

SR ERRE CTER LT,

6. ARBRIRIK DT

1) HhiH
O, B5lG. g M EO%5E

P, HFlE R O OGGIE, RB A IS — b L7k, £ 100 g @&V o7z, JiF
BEOBEE, B2 MU L L=, £D 500 g &V -T2, BV -7 BN, BN
BOBRENSHRENZIB T 2 MEEE LRI CREIC2 2 L0 ISR L EmEaiik e, £ 112t
STHR—NVERXy FEHWTHML, K<BALT300ME L2 & W,

ZIWZT B R RO n-~F Y AR (1:1) S0mL iz, 3 0MFAEY A XLz, 7
AV +EK T mm OFE ST ARKE FHCTRS AE LT, A EoEREmARY | Bl
W7 R RO n-~FH AR (1:1) 25mL #z., 3 0MEAEY A X L%, WEl Al
L7z, BbNzAikZzEbE., 40°CLLF TR 15 mL £ TEME L7-, ZHhcfafnftEk 100 mL
M4, BEE=7 /L 100 mL OV 50 mL C 2 [BliE & 5 i U7z, fHRIC KRS R U o A
EINZTHAKL, BKAEET Y 7 L& AR LTctk, 40°CLLT Tl L, WA rE LT,

ZDOEREYIN n-~FH 30 mL X, n-~F Y f@f7E h=hY /30 mL $2C2 A
REHMH L, 7 h=h U VEZAEDYE, 40CLLFTH SmL £ CTHEME L7,

£ 1 KB ~oRmEiE R, BB, IFEL OB

v HEEZR [ AN 35 N

(ppm) (g) (ug/mL) (mL)

FEDORHA 0.001 10.0 0.020 0.5
DG 0.002 5.00 0.020 0.5
D FF i 0.003 10.0 0.030 1.0
S0F 0.0005 (A& H) 10.0 0.010 0.5

PRAS-3 0.0005 (ki) 10.0 0.010 0.5
L U& 0.0005 (ki) 10.0 0.010 0.5
& D 5 A 0.0005 (FFRi) 10.0 0.010 0.5

B WIEIR - 78 b o Tl U 7 YA A IR




10.0g. fEHI : 5.00¢

X IRHE(1:1)25 mL

Faw st frP, APl faardE -
T b RO -~V RIK (1:1) 50mL
REDFA X
[
5| Al
| |
A R
7t KN n-
RETFAX
[
5| Al
[
AR
]
TG 9 15 mL RS (40°CLLT)

—fFnf K 100 mL
—EfE T F /L 100 mL

wE D

HrklE KJE
— W= F 1 50 mL
RE o
|
Hik)E

—HEKBRRET B Y T A

A
|
RIERR s (40°CLUT)
M1 7 e—Fv—1F (WA, BV gk ORI EOSE




—n-~FH > 30 mL
—p-~F T = K UL 30 mL
BE 9
| |
T hr=hFU LB A~
—p-~F T = KU/ 30mL
BE 9
|
T Rr=FrU LB
[
EAE K5 mL I IRAESR (40°CLLT)
fib AR

M1 st 7e—Fy—F o35 (HA, BV IFEEOCRITEOSE

@43, BINK NI HLHRL>OLGE

L BINDOGEIL, B2 — (b L7k, €D 5.00g ZmV o7, (FHAHODEHE
X, BB RS b L%, 20500 & VED, K SmL ZM2 THEN Lz, WG 3
LA, B THE (1XHA DDA KNG ([THIN% ORE N & HBHZ BT
LHEVEEREFCIREICR D X O I U EERRZ, & 2 IZE>ThR— Xy N & H
WTHINL, X<IEAL T30 0ME L b0 % -,

T F=RUA30mL ZMZ T3 oMFAET T A X LIk, 55 2500 [BlH5C 5 45
EODEEL, TE M= NI AVEER ST, BEY (IXLASO5EIIEREM B OKE) 27
T h=hrU L 20mL ZMZ 3 DEBEDSFT A X LI, F5 2500 [BEET 5 4R O BE L .
T r=bhIIVEEE- T, G677 =R I VEEZAEDLE, ZHICEKERT Y ¥
LM THAKL, BAAREET N U D LEARI LIz, 40°CLLUF T S mL & CTlfE L7z,

#£2 AREA~ORIER (R, IR NTHHO)

ek FEVEH R W Ea ISR IR AINE

(ppm) (g) (mg/L) (mL)
49l 0.001 5.00 0.010 0.5
eeL 0.0005 (A& H) 5.00 0.005 0.5
[ECYS) 0.0005 (A H) 5.00 0.005 0.5

) XHHOLSNOWMEERR - 77 b TR L 7o A AR
EHHODOUWIMERE : 7 b= FUAKROUK (1 :1) B TR L 7o AR AETR




. HF, BIP, 1FHAHD 0 5.00¢g
i X HHDODFEITK S mL &Iz T
7% =KUY/ 30mL

RETFAX
I
1m0y B 2500 [al#z/5y. 5 45
| |
V= N = Y (1T b oD%
EIXFRE W e OVKE)
—7ERr=FU/L20mL
REIDFA X
[

AN 2500 [ml#5/%7, 5 5y
[

T =N E
|

— KRR T B U T A
A )

e #9 5 mL I A (40°CLAT)

[
iifanpeodiid

K2 fH7e—Fv—bF (B, BIENIBEALAOOLEA

2) B (k)

B InertSep C18 S =# 7 A (1g). TE:IZ InertSep SAX/PSA X =% 7 A (500 mg/500 mg)
R L, 72 R=FU L 10mL ZEAL, RERITE TR, ZOERD T A2 1) TREh
WEEAL, EBICTE =R 10 mL ZFEA L TERFEHIREZED . 40°CLL T CRfE L CIalt
EERELE, BEMCTE b=FU KO (1:1) {BESmL (V. 43, IIEDNEHHOD
BaiE 2.5 ml) ZINX THEMN L, ThERBIAK E LTz, RBRIER T ICRED D R o =561,
Lyl O CRREE LT,



EitilAnpaRli
[
C18 TN SAX/PSA JHfEH 7 I
ayvF4a=yr 7T R=FU L 10mL
—fh SR A T
7t hr=FU/L10mL

TR

7t hr=FrU-K (1:1) JBH5mL
(MEMG. 3L, BIFKR NE B AODEEIEL 2.5 mL)

BRI

3 KRZ7e—Fr—F

7. < bV w7 ATIEERER TR O R

TRONEIERER (2 31T 5 B ER DS 100% EARE L7- S A IS IR BB SR & 70 D X o | B
Wi 7T 7 AR ORBRIAE (= MU v 7 AWNEEHERIR) KOV (R k) Camil
L. WESEERRIC T2~ N U v 7 ARHIERERIRO B — 7 O Z2 R T, Ak~ ~V
v 7 ADRNESDEBIZ OV TG LTz, FAEMERIROFEMZ UL FIORT,

VA AR MEPRIR K3 TRLEEBEOTE F=MY Lk (1:1) PEUERERK
~ MU w7 ARIMERERR K7 77 RELORBRIANIR 1 mL % 40°CLL T CIEMgRalE L=,

ROV MERS R 22 1 mL IS0 L TR L 7 i

# 3 AB ORI

e VTR IR
P (mg/L)
FOfHA 0.002
DG 0.004
E D ik 0.006
SiF 0.001
PRAS=1 0.001
L U& 0.001
DR A 0.001
3 0.002
N 0.001
IEHHD 0.001

10



[ AERKLOELE ]
1. MESRFEORES (LC-MS/MS)
1) LC 4/

T F=F UKD 01vol%FTBEDIRIE (3:7) /5 (7:3) £FTOEREARZ 15 55T
FEhiTH5MTHE L, 7T F=FUL ek (1:1) BRIECHB L7 0T T LAEURERE
% (0.005 mg/L) D7 v~ 7T LEKAITRT, 7aF YT NI ORIESMETIE 13 204t
e —7 RO 6T,

W XIC of +MRM (4 pairs): 395.000/314.000 Da ID: Brotizolam 1 from Sample 22 (... Max. 8335.0 cps,|
8000 /
» 6000
o
o
Z 4000
(2
o
= 2000
gRO.O 1.0 120 13.0 140 150
Time, min

4 4 BT HERIK 0.005 mg/L @ SRM 7 B~ R 7' F A (m/z395—314)

2) MS &fF

DO~vAZARY L (AF v VHIE)
IonSprayVoltage (ISV) % 4500, 5000 X TN 5500V & L7ZfED, 7 uF Y T LD~ AARY
ML EZENENK 5~TIZRT, & ISV RIFICBWT, RfEr—2 LTy asd Yy 7407
v kAP F[MAH] T D m/iz 395 MR ST, Z DA A% SRM SHTICBIT D7
H—H—AF L L, ISVIZZ DA A0 b mERE TRt &z 5500V & LT,

T +Q1: 0.184 to 0.285 min from Sample 4 (Std 100 ppb 1S=4500) of Data110409.... Max. 1.2e7 cps,|
395.1
1.18e7
1.00e7
,, 8.00e6
o
o
2 6.00e6
2]
c
Q
£ 4.00e6 397.1
2210 3113 11.2
2.00e6 91\ 0 \‘ ] N
0.00 ‘ P R A ..J.L‘\M\JL.\JML‘\. L m‘\ L
50 100 150 200 250 300 350 400 450 500 550
m/z, Da

5 TaFSSADTAART FL
A% i 0 50~550 amu
HIESAE - ESI+, I1SV=4500

11



T +Q1: 0.168 to 0.318 min from Sample 5 (Std 100 ppb 1S=5000) of Data110409.... Max. 1.2e7 cps,
395.1
1.19e7
1.00e7
» 80066
o
o
2 6.00e6
»
c
L
= 4.00e6 397.1 41\7.2
2.00e6 227.0 3113 485.3
0.00 | el i LJ‘\IM\ \m.‘.m.L H.‘H f u[ I ‘\L
50 100 150 200 250 300 350 400 450 500 550
m/z, Da
K6 7uaFVTLhDTAANYT FL
A X EIPH 0 50~550 amu
WIEZE : ESIH+, ISV=5000
T +Q1: 0.184 to 0.318 min from Sample 3 (Std 100 ppb IS=5500) of Data110409.... Max. 1.4e7 cps,
3951
1.4e7
1.2e7
1.0e7
»
S 8.0e
=
% 6.0e6 417.2
Q 3q7 48\5.3
< 4.0e6 1
227.0
9,066 | SU3 355
»
0.0 | R ) \L ﬂ \uhhw‘u‘u\hlw | Ml il ‘u m
50 100 150 200 250 300 350 400 450 500 550
m/z, Da

X7 7TaFSTFEOTARANNT ML
A X ¥ HPH 0 50~550 amu
HIESAE - ESI+, ISV=5500

Q7R " A Ax v AHIE
Collision energy (CE) 10, 20, 30, 35 &% UV40 eV BT D, mz395 %7 U h—H—A A
veELiTaE s hAF U AR Y DY AARY ML EK 8~12 1”77, 4 CE IZBWT,
[M-Br]" & B 2 515 m/z 314 DN b BB E TRt S0, ZoA A 2ERA 4 L L
Toe Fio. HERHAA AL LT [M-Br] ORNAEA A2 THD miz 316 2R L7-, CE L,
&b miz314 NEEETHH-7235eV & LT,

12



[ +MS2 (395.00) CE (10): 0.157 to 0.352 min from Sample 8 (std 100 ng/mL CET... Max. 2.2e6 cps|
395.0

2.0e6
8 1.5e6
>
= 1.0e6
c
Q
£ 5.0e5

0.0*
100 200 300 400 500
m/z, Da

X8 7uFVorDTaLy hAF L AXy AT ML
7Y h—Y—AF > m/z395
HIESAE - ESI+, ISV=5500 V. CE=10eV

[T +MS2 (395.00) CE (20): 0.184 to 0.369 min from Sample 9 (std 100 ng/mL CE2... Max. 1.6e6 cps,
395.0
N
1.5e6
&a
o 1.0e6
>
=
n
c 5.0e5
-—
£
314.1
0.0" N 3410
' 100 200 300 400 500
m/z, Da

X9 7uaFVorDTaLy AT AXy AT ML
T =Y —A A m/iz395
HIE S - ESI+, ISV=5500 V., CE=20¢eV

Max. 3.3e5 cps.|

[T +MS2 (395.00) CE (30): 0.168 to 0.419 min from Sample 13 (std 100 ng/mL CE...
395.0
314.1 h
3.0e5
(72]
o
©  2.0e5
>
=
24 341.1
C .
& 1.0e5 3161978
-—
= 279.2
N 367.1
N
0.0 ‘\ |
100 200 300 400 500
m/z, Da

K10 7uaFy Irnpraly hAF o Axy AT ML
7Y h—Y—AF > m/z395
HIE S - ESI+, ISV=5500 V., CE=30¢V

13



[ +MS2 (395.00) CE (35): 0.184 to 0.335 min from Sample 14 (std 100 ng/mL CE... Max. 4.1e5 cps|
314.1
4.0e5
n
@ 3.0e5
(&)
2 2.0e5 341.1
) N
OC) 39\5.1
= 1.0e5 279.3
282.0
' 100 200 300 400 500
m/z, Da

X1l 7uaFVyoro7add b AFy AT L
7Y h—Y—AF > m/z395
HIESAE - ESI+, ISV=5500 V. CE=35¢eV

[T +MS2 (395.00) CE (40): 0.184 to 0.352 min from Sample 12 (std 100 ng/mL CE... Max. 2.3e5 cps,|
31\4.1
2.3e5
2.0e5
&a
>
279.2
s 1.0e5 \
c
e
€ 5.0e4 -
2453~ -28R.1
0_0’ . Lokl ! Lo
100 200 300 400 500
m/z, Da

K12 7aFVoror7aLy hAF L Axy AT ML
T =Y —A A m/iz395
HIE S - ESI+, ISV=5500 V., CE=40¢V

3) MEHR
13~16 ([27 BT T LOREROHIZ 7R~ LT2,0.00025~0.0015 mg/L, 0.0005~0.003 mg/L,
0.001~0.006 mg/L X% T 0.0015~0.009 mg/L DA IREEHIFH T, £ NZHAER L 7o E#R O A BIR

Hix s 0.995 UL B BAFRERME AR LT,

14



60000
y=33293x +2014.8 ¢

50000 .
R?=0.9963 /

#% 40000

@ /

Ll\ 30000 /

‘U 20000 /

10000 L g

0 : : : :
0 0.2 0.4 0.6 0.8 1 1.2 1.4 1.6

= (ng/mL)

13 LC-MSMS IZ L D7 rTF Y T LRt #lEF(0.00025~0.0015 mg/L)

140000

y=37239x +624.73
120000

R?=0.9977 __*
g 100000 /
g 80000
S e
| 60000
u 40000 5 /
/

20000 A 4
0

0 0.5 1 1.5 2 2.5 3 3.5
= (ng/mL)

14 LC-MS/MS IZ X257 aF Y T AERORIER0.0005~0.003 mg/L)

250000
y=33376x +5271.9 P

200000 3
R®=0.9984 /
.
'Eé 150000
T /
4, 100000 /

50000 r g
0

0 1 2 4 5 6 7
B (ng/mL)

15 LC-MS/MS IZ & %7 T T AEAR oI EH](0.001~0.006 mg/L)

15



o

=
{@ 200000
S

350000

y=36700x - 1024.1

_*

300000

R =0.9987 /0/

250000

150000

100000

50000

0
0

= (ng/mL)

10

4) TERR
AGRERVE Tl 0.0005 mg/kg & BARE &R FIRMEE LTz, TABAEAERIK 0.001 mg/L (E &R

WY) ora~< 7755217 KO 1812~ T, £7-. SN LLOHEKEELFK 4 1T, T&
[ SFFE 24 OTAIAEHERIR D m/z 395—314 (CHEA 4 ) MO m/iz395—316 (EMEA A4 2) 128
TE— 7 SINZ10 DIEE NS BT,

F 4 S/N HLEERE R

16 LC-MSMS IC k27 v T T Al ORIEH]1(0.0015~0.009 mg/L)

T A e e I ol e B A S A R
o i KAE i KAE B/ IME b i N =S "1 SN
A F . N)
(Dmax) (E1) (E2) (0) (D) (S
m/z 393 2055 85 0 43 2038 1996 34.0 59
—314
mz395 1 45 80 0 40 729 689 32.0 22
—316
*] El & E2 OEHE 2 H,
T XIC of +MRM (4 pairs): 395.000/314.000 Da ID: Brotizolam 1 from Sample 43 (... Max. 2055.0 cps.|
2000 ,/
» 1500
o
(&)
,;? 1000
(V5]
o
= 500
Al s At an M ehne aad b WA nispa LA b A At MAA AN,
0.0 11.0 12.0 13.0 14.0 15.0
Time, min

X 17

16

VR IEAE HERRE 0.001 mg/L @ SRM 7 1< ~ 275 I (m/z395—314 (EEA 42))




T XIC of +MRM (4 pairs): 395.000/316.000 Da ID: Brotizolam 2 from Sample 43 (st... Max. 745.0 cps.|

745 /
600
»
o
o
= 400
‘»
c
3 200
£
bl ol l il JUJ A ) 20,

120 130 140 150
Time, min

X 18 IABEAEHERSHE 0.001 mg/L @ SRM 27 1~ k75 A (m/z395—-316 (EMEA 42))

%00 110

2. RBREHGRRE Ot
1) HHFEORKGE
Ot ORE 1 (EARHURL)

FOMmNEREE L, iAo 21772, JS LT ohbEsE. 78 o KO
n-~NF Y ARIR (1:2) WO T ' b BN n-~F V08K (1:1) & L=, RBE My
—b L7k, ZD100g ZEVERY, 78 b2 TR Lo BRI E R—LEXy M &2 H0
TR THIINL, E<EA L T30 0ME Lz, 2 B ofiH L 30 mL Z Z4
ZhNz., 3 HEFETFA X L%, A (No.SB) ZHWTHS| A L7z, Ak Lok
ety . Fi- A 30 mL 20z, 3 oRlAE YA ALtk WElAB L7z, &
SN A% 40°CLLT CEME L AR I O 5 mL FREFR - 72 KB I n-~FH 2 30 mL %
Z, n-~FH T2 b=V 30mL $OT2ERE O i L7, iz e, 2
FUTHEARBEEE T R U U AZ N2 THAK L, KA U o A& AR L7214, 40°CLL T T
5 mL ICJRME L7, DARRIE[ SEBR 1L 16, sBRISIR OFREL & [FERIZHRIE U CRlBRIRIR & 3
L. Zfricfit L7=,

FERZFR SIORT, BINRZI T BB n-~F VA8 (1:2) OFI 0%k L, 7k
by RN pe~F YRR (10 1) 1369 100%TH Y ., T FCOHERFEWVESICEVER
U 7R ARG DT,

&S5 OHEBRRERCR GUE ORI, n=2)

Ry BN (%)
b wm (o) " ~ R~ w7 ZRIEAR" ~ bV > 7 ARFIE
= (1]
i ElES ) ElES -
TR RO 100 104 o4 104 03
R (1:1) 103 103
> KO- . 4
T?ii?U"A%% 103 87.6 88.3 %0 91.1
VIRWE (1:2) 89.0 91.8

¥l v N w7 RAEE <~ N v 7 RARNIREAETA IR O i FEE 2 RS AEPA R O AR E CThr L
7-fElZ 100 23 U CHH LT,
¥ < MU w7 AUSHIERE SR & JEE & U CHE .
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Ot ORET 2 (FEHAED

A OME 1 I2BWTHIHIEEO 7 & b o ORNE ORI XL 0 BAF R EIER
BofTWieZ enn, 7 e itEE e UCTRNEIGERZ L, 7' RO
n-~FEY R (1:1) ZERA LSS L Uiz, MitHEEE LT, LEAKOFDNE
% AT,

FEb 2 —b L=, £ 10.0g (ENIX500g) Z&VE-7-, KalkHZ T & b
VO U A R — L By REAHWTE LICE>THRIML, L<EALT30%
JE Uiz, 23U ERROHERE 60 mL 222Nz, 3 olAE A XLtk A
(No.5B) ZHWTHWE| Al LTz, A EOEREWZED . Hi- AL 60 mL 2%,
3OMARETTA X L%, MBI A LTz, DRI FEBRITIE J6. RBRIEIR OFHERL & [FIERIC
BRE L CRBIER AR L. ofTicft L7,

FERAER 6 IR T, L UA, FORMIICHERE L LT & b2 Hnesa b
PEWFER E 2ot ~ N v 7 ZREAIT - -5 A OREINERIZB W T S, FDEN DY
BRTE M OHICBWTR T Lz, £72, FOEOT & R ik, K19 0
£ D \ZiEEaFn & 72 o 7RG AT LT 28R 0L8 L S dv, Z DA A EIER AT & 2 D5
WA HZ TWHAREMENH D, L UAEEIO~ N v 7 ZM1E L= BEICGRIZEY 96.3% Tdh
D, ZHUK LT~ bU v 7 AHIEETOREIERN 90.9% TH o722 &b, ADRE~ b
Uo7 AZBRRO NI, THHOREENG, IS LT P KDY n-~FH R
W (1) 2EATHIZEE LT,

K6 AhMHTABREHE R (n=2)

FEIEE (%)
o " ~hcU w7 R - = -
ek b HH PR I wa (o) ! ~ bV v I ARER ~ bV v 7 ASHIER
T ElEs I ElEs P
Pl NV 30 93.1 94.8
n-~~F 102 93.2 94.9
R (1:1) 93.3 94.9
L U
95.1 89.9
Tt R 94.1 96.3 90.9
97.4 91.9
Vil NV E0) 96.4 92.5
n-~~F 96.0 96.7 92.8
R (1:1) 97.0 93.1
DR
88.1 85.7
T kv 97.3 88.5 86.1
88.9 86.5

¥ < MY w7 R~ N v 7 AU AER IR O AR AE 2 v AR UEYS I O AR fE CThr L
7-fElZ 100 23 U CHH LT,
) o~ b w7 ARNERE IR A2 BE L TR,
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19 7% brahtic & otk GRER : A oliE)

@?7/1) A1 ﬂt'fq:OD@Fj

ARRFIANC I hE L 72— ORFT TIIW S ABEFCE 7 A4 R 2 AW TW RN T2y, Al
BpE LTHERTOATDEATL2ZLE L. BT A FABEFIZOWTORGHE I LT,
Fo, THETEA L QO EESE O TR &G 1 [ H 60 mL, 2 [HH 60 mL) X%
FHHCTED LTV DAL R L Bp o> Tz, IR E 2 FEhE EREIC e~ 72 1
FH 50mL, 2[AH 26 mLICEE T2 L& L, ARED 2 O%MCHEiE LT,

T R RO n-~FH 08K (1:1) 50mLic7 & Fo Tl L7- 10 ng/mL FEYERE 1
mL 2L, 874 b%ﬁﬁwt%iﬂ*}i (AR OVERR T IEIX TRESR) 2 HV TS| AiE
L. AT A7 T Aa|2% T2, EHICTE R KR nA~FHUEK (1:1) 25mL %
W5 Al L CIRI A7 T 2225, SRR E 4A0°CLUT TilgfiE L. W& BRrEL
7o BEMZTEZ b= UAKOUKIER (1:1) ITEPLTI0mLICER L., REBRIEIK &
L7,

< AR DVERL >
a /K TIERK
No.5B A#kA A 60 mm Offilin— bk FIZEE | R 7 TlE| uma%mtu{aﬁ%(?
TR p-~FH (1 DIRR)THE LT, B4 MO Tgx2E—D—|ZHY, @il
KEMZTHIBLTAZ U —RIZ LD E AR EIZAIL, DT IS LR S
0 — M &K EICERE S TH—2g & Uiz, RIEREAE LR b ETHII L,
AR & ERC LT,
b il CER
No.5B A#kA N 60 mm Offilin— bk FICEE | R 7 TlE| umxfzﬁﬂaﬁd(a!@:(7
T RN p-~FH (1 DIBR)THE LT, B4 MO T7g a2 E—D—IZHY ., fhi
BRI R RN TP o0 DIBIREMA THBLTAZ Y —RIZLELDEA
M EIZAIL, DTG LR bl e — R & KEFMICEiR ST —RE & L,
WFIFHERA D R 70D ETWEI L, ARz 1ER LT,
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cBIA4 ML
No.5B A% NEE 60 mm Ofi[lim— ~ EICE S, RN 7 THRG| LRSS HEET
T b RO T (1 DIRIR) T LT,

FERER TITORT, WTNWOABROERTIEEZHWESETH, BIEOEK T IERD 5
N moi-,

KT 74 bHBFMABEHRIR (n=3)

7 A MM [ (%) W-#)(%) | RSD(%)
100

a /K CTYERK 96.8 98.5 2
106
102

b VI CHERK 101 101 1
101

ckEIA4 2L 100 - -

@ SR DVERKITIEIS £ 2 RILERAE~ O B

OB W T AR DVEITIEIZ X BT ENCROE N IXEED v o 7o ik~ ~ U >

7xffT IBWTIE R 558 2 R ATREE 2 B L, AR OVERRSHIC K 2[Rl
DB LT,

%ﬁﬂ%m@ﬁ mbt&\%®1mm(%%m5mg)%%Dﬁoko%ﬁﬂKTt%
VOB U BRI A R — L Bty REAHWTE LICE->THRIML, L<EALT30%,
HE L7z, ZHUCT 2 PR n-~F 980K (1:1) 50mL 22z, 3 7HAE
A X LIzt%, T4 FEHWTEAEK (No.SB, AIBROIERFTIEITIOZM) 2 HWT
W5 Al LT, AR EDOREWZERY | B lCHMEEL 25 mL #1%2, 3 5RAET A X
Lk%\&aéﬁbkou%ﬂ[iﬁﬁ%] 6. ARERAIR OFRBL & AR EAE U CRRBRIR I
ZAEELL. opricft L7z,

FEZAE R AR 8~14 1T, FINER, = Y v 7 AWEBHIERIRE N~ b v 7 ZEED
FLoEER 15, £ 16 &O\i‘\% 17 12777, BTORB LR OFEMHIZIBNTE LWETERDOK T
IR BT, BRI 70~120%D&HEIFAN TH - 7=, F7=. RSD TV Tkl - S&4FIC
BWTH 10%ATH CTH o7, ARFTRVO@DFER LY | BEHEEE L N~ N > 7 ZFET O
WTHUIZBWTSH, B4 F~DOWEITRD Lo T, %ﬁ*ﬁ@ﬁﬁ}z?ﬂdﬁ KXo RER
ZENTHE ) S T2 RO 2 X N R OBREEAM 28T 5720, KICEL M EEATHZ &
& LTz, FEz, %ﬁ%mEIEHSMﬂlzﬁaﬁmL@*# wf+A W7 aF T A
MNEUL S TWNWD Z & DR ST,
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£ 8 AHMENIT L D ERFE~OZE GLE  FOfA)

) % ‘ ] (%) ‘
tIA4 k W) ~ MU w7 AMHIER ~ MU w7 AfHIERE
o B | ) RSD | ¥R | ¥y RSD
87.9 92.9
K CIERK 106 91.1 | 893 2 96.3 | 94.4 2
88.9 94.0
- 85.8 94.2
ek 110 87.9 | 86.9 1 964 | 954 1
87.0 95.5
88.0 95.0
L 108 03, 906 - o1 97.8 -

¥l < NU w7 R < N w7 AYRHIEERELRIR O TH S 2 VAR YE VAR O TH FEAE Chr L
7-fEIZ 100 23 U CHH LT,
) o~ b w7 ARNERE IR A2 BE L TR,

K9 AHMENIT L D EFRFE~OZE GLE Bl

B R s ‘ (A1 (%) ‘
tI4 k W) ~ MU w7 AMHIER ~ MU w7 AHIERE
o [Ee= | SEYy | RSD | [BUEE | SE¥% | RSD
89.2 88.6
K THERK 99.3 97.5 93.5 4 96.8 92.9 4
93.8 93.2
e 105 101
ek 96.0 104 105 1 100 101 1
106 102
95.1 93.6
L 98.4 100 97.7 - 937 96.2 -

¥l < NU w7 R < N w7 AR RELRIR O TH S 2 VAR YE VAR O TH FEAE CThr L
7-fEIZ 100 23 U CHH LT,
) o~ b w7 ARNMERE IR A2 FE L L TR,
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K10 SWFMFIC L D ERFE~OFE GBI

B Y s ‘ (A1 (%) ‘
tIA4 k ) ~ MU w7 AMHIER ~ MU w7 AfHIERE
o B | ) RSD | ¥R | ¥y RSD
91.7 88.1
K THERK 96.1 92.1 93.3 3 88.5 89.7 3
96.1 92.4
e 109 95.8
ek 87.9 101 107 5 89.1 94.1 5
111 97.4
97.9 93.7
L 98.7 02 100 - 977 95.7 -

¥l < NU w7 R < N w7 AYRHIEERELRIR O TH S 2 VAR YE VAR O TH FEAE Chr L
7-fEIZ 100 23 U CHH LT,
) o~ b w7 ARNERE IR A2 BE L TR,

F 11 AREMHIC LD ERE~OFE G . )

) AV s (%) ‘
tJ4 k ) ~ MU w7 AMHIER ~ MU w7 AFHIEE
e A= | S | RSD | EINER | Ry RSD
85.3 80.5
K THERK 94.3 91.0 91.1 6 85.8 85.9 6
96.9 91.3
N 91.8 87.0
ek 94.8 95.7 95.8 4 90.7 90.8 4
99.9 94.7
94.9 92.7
L 97.7 943 94.6 - 91 92.4 -

¥l < NU w7 R < N w7 AR RELRIR O TH S 2 VAR YE VAR O TH FEAE CThr L
7-fEIZ 100 23 U CHH LT,
) o~ b w7 ARNMERE IR A2 FE L L TR,
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F 12 SWFFIC LD ENRFE~ORE FEE 52 &)

=tz ML) ‘
LER I IS ~ MU s AHIEA ~ B Y AL
o B | SEY) | RSD | [EURER | SEH RSD
91.4 86.9
K THERK, 95.1 100 95.3 5 95.5 90.7 5
94.2 89.6
S 102 96.8
o 95.3 95.1 98.3 3 90.6 93.6 3
98.1 93.4
90.2 87.4
2L 96.9 011 92.1 - oL 89.3 -

¥l < NU w7 R < N w7 AR RELRIR O TH ARSI 2 VAR YE VAR O TH FEAE Chr L
7-fEIZ 100 23 U CHH LT,
) o~ b w7 ARNERE IR A2 BE L TR,

#£ 13 ABEFMHFIC K D EUCEE~OEE G . LEA)

EIESCD)
_ <~ U R s s
A ;jgﬁg,/) ~ N o 7 AR < U o 7 ARER
=70
3 ILE | P | RSD | [MXER | F# | RSD
99.9 925
K TR 92.6 101 | 100 1 38| 929 | 1
99.5 92.4
. 86.9 89.2
TRREC
i 103 953 | 926 | 5 978 | 951 | 5
95.7 98.2
104 96.5
7 92.9 105 ; . ;
s 107 994 | %0

¥l < NU w7 ARE < N v 7 RAUHIEEAELAHR O R E 2 PR A HE R O AR CRr L
7-fEIZ 100 2% U CHH LT,
) o~ b w7 AR RE IR A BRE L TR,
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K 14 S LD ERFE~OFE GLE  ROFA)

) % ‘ ] (%) ‘
tIA4 k W) ~ MU w7 AMHIER ~ MU w7 AfHIERE
o B | ) RSD | ¥R | ¥y RSD
86.1 87.6
K CIERK 102 100 91.0 9 102 92.6 9
86.6 88.1
- 98.4 91.7
ek 93.2 103 97.6 6 96.0 | 91.0 6
91.5 85.3
94.8 88.9
L 93.7 0 98.6 - 95 8 92.4 -

¥l < NU w7 R < N w7 AR RELRIR O TH S 2 VAR VYA O TH FEAE Chr L
7-fEIZ 100 23 U CHH LT,
) o~ b w7 ARNERE IR A2 BE L TR,

F 15 FHEINEEE) LK ONRSD(TE)EEH—~ M v 7 AFHIEH
(HAL : %)

YI4 | 4R | FHEN | IR =7 F7X | LUA | KW
. 89 94 93 91 95 100 91
ARTTHRR 2 4 3 6 5 1 9
NG 87 105 107 96 98 93 98
VERK 1 1 5 4 3 5 6
L 91 98 100 95 92 105 99

# 16 FHBEULR(EBE) MO RSD(FE)E & —~ IV v 7 AHHIEEE

(HAL @ %)
vI4 8| HHA | FIEN | AT 07 ARE | LUA | KA
. 94 93 90 86 91 93 93
ATHRRR 2 4 3 6 5 1 9
UG 95 101 94 91 94 95 91
VERK 1 1 5 4 3 5 6
L 9? 96_ 96_ 92_ 89_ 9% 92_
#1717 ~hM) w7 AEELLD
(HAL @ %)
vI4 b | S | FIEN | 4NTE =37 AE | LUA | BHH
K CHERK 106 99 96 94 95 93 102
UM
. 110 96 88 95 95 103 93
VERK
2L 108 98 96 98 97 93 94
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O ARFE O H

AR B O SRR 21T o 7o, IRIREERD D O IR % S Bl & 72 572,
T = N VERMELEE Ue, 70, B EORETE L THREY T4 it & &V
fEfE R BECHHIEE D25 L, fERE e L7z,

IR OFHINOG AL, R 2L L%, 2D 5.00g & VKo7, 1THAHODLH
I, REEY AL L%, £D500g 2 BVEHY . KSmL 2 M2 TEN LT, Wshiatek e
THEAITIE, BT3B (3B Ao DOBAIFKEINET (THEERIE 2 3 2 1[20E-> TR
— ey FEHWTHEIML, E<EELT300MELZSDOEHWZ,

AT ER=1FU 30 mL ZNZ T3 HAREY T A XIS giliEE O Lictk, &
5y 2500 [E[fi5C 5 pfim OB L, 7T b= RV VEER T, BEY (1THAODEAIR
PR M OUKE) 127 h=hU /A 20mL Z01Z, 3 0HARE DA XL RS 9 L
7-1%. f4y 2500 A5 T 5 RmELDEEL., TR F= MU AEERE-T-, Bon-TE =
MU VB E G, ZHUZEKEEEET MY A ANz THAK L., EAAREET U U A E AR
L7-%. 40°CLLTF ORI 5 mL £ CfME Lo, BARRIE[ FEBRGIE J6. RBRIEIROFHER & [FERIC
BEL CREBAIRZRE L, obricft L7,

FEREZR 18 KO 1918 T, WTHOREIORIES BIEOFHHNTH 7228, IEE 9
M &G LT, BBV A A OEIENROCEWRER &R o Tolzd, REV A Xl
HAaHHEE LCERA L,

#* 18 HRIKREL O TIMENGEURA R (5 20 A XHhi)

B (%)
o ~hJw oA - > - -
St e (o o | TP U Y7 AMEAT | < R U s AMER | R0
o 0
EEVES 25 EEES 25
= 94.2 99.5
E 106 96.5 102
. 98.7 104 al
= 103 97.2
eI 94.0 102 95.7
o 100 94.3 gl
95.0 94.6
S D 99.7 95.4 94.9 L
(5% 95.8 95.3 +

¥ < MY w7 R~ N v 7 ARSI AER IR O AR AE 2 v AR UES I O AR fE CThr L
7-fEIZ 100 23 U CHH LT,
) o~ b w7 ARNERE R A e L TR,

£ 19 KB O IRMNEIGERERR R (R E 5 i)

FIYER (%)
S VFU/ﬁx y ED) T A v
S} s (o) I ~ hU w7 AMIER ~ MU w7 AR | RNEY O
TR ()
EIYE NIA5) [F] X =& NIA5)
_ 95.4 96.0
p: 101 95.3 95.9
AL 95.1 957 al
_ 96.6 91.1
T 94.2 95.1 89.7
Haop 93.6 88.4 Gl
90.1 88.3
15 Lo 97.7 92.1 90.1 7L
o2 94.0 92.0 +

*1 v N w7 RAEE <~ N v 7 RARNIREAETA R O i FEE 2 IS AEYA R O AR E CThr L
7-fEIZ 100 23 U CHEH LT,
¥ < N w7 AUSHIERE SR & JEE & U CHE .
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2) AR ORRET

OHRVE VS AR R
KIS mLIZT & h Tl L7z 10 ng/mL AEYEAIE 1| mL 2N L7z, ZHUZ 10% B K
100 mL X OV 20 (2R TKIASE 100 mL 222z, 5 ofiEE 9 Lz, A% /L
L. KEBIZH7ZICEEEE 50 mL 2% T 5 piRZE Lz, AEEZGOE, Z UK
e N O AEMZTHAL, BKFEEET NV A% AR LTtk 40°CLAT Tl « 72 L
7o BEWIZTE b=V LKOUKIER (1:1) 5 mLZIx TENL, TNFNEREBRIAIR
& L7,
7 20 IR R E R, n-~F Y N OWEEE = T UIRIK & BEiE = T /L CTlE 90% D[R A3 15
BNTWBEN, n-~FTV U TREIRAE SN2 -T2, ZORENS | Hilig— F /)L & iRIRA
L THAT L E LT,

# 20 WRIRIEEERRETRE R (n=1)
LTRASEN/I'S IR (%)
n-~FH <25
n-~F 2 K OWER = VIR (1 1) 90.5
Wz — F L 91.2

Ofafn Ak z - ISR B OB

OIZB T DERIEBIEORIEIL Q0%RE TH Y . o TiEhnEEXL LN, £Z T, #x
ERFICIINT 2 BEK 2 fafi Rk & U, EREBEORIEZ RO, K 15mL 7 &
TR L 72 10 ng/mL AEHERHE 1 mL 23N L, ZHUCEafn &K 100 mL & OWiE = F
100 mL #FFNZ, 5 oMRE 5 Lz, AEEZ /5L, KEITHT-ICH=F L
50 mL /1 zCh ik E 5 Lz, AEZ G, ZHICEKAEET N 7 A2z T
Wik L. BEKFEET N 7 L& AR LT, 40°CLLT Tk - s2[E L7-, W7 b=
MU VKROUKIERKR (1:1) 5mL ZEMECINZ TEN L, SBRERE L,

FERAFK 21 1T, BRI 96.6% & i LT-7-0, EIERHIIINT 2 B KIZfafn&
HAKE L,

# 21 fAMEHKZ HWIZEERROBREHR (n=2)

n IR (%)
1 96.3
2 96.6
W 96.5

@~ MU v 7 AFE T ISR T DA R

1) @QoHBFHIRB W T, = F U v 7 A(FE T2 2HEIRICOW T ORR S Fhi
L7z HIHHEBELE LTT 2 b BN n-~F B (1: 1) ZHAWESMEH L&t o
FERAR 22 ICHBT S, HIH%. £ 15 mL F T LK OfE IR, K5y B iy
2L U & AR BN D W EDIEIF TR D L& 2 B, T D% OERIREMERF O
T DRI A 5. 2 B ATREMED B o 7223 W T ORBHI B\ T b BAFREIENE S
ZEMmH.~ M) v AFETICBWTH 7 B F Y T ANGRRBIEIC L 0 KEN S FHEE
ATAFICHIH SN TWA Z E N SN,
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722 FHHEBERGHRE R (n=2)

Yy [ERLE (%)
RE w0 1 YUY AMIERD | < b o XHIER
T EES T EES )
93.1 94.8
) 102 93.2 94.9
Lba 933 94.9
96.4 92.5
DRE 96.0 96.7 92.8
FORE 97.0 93.1

¥ < hY w7 R~ N v 7 ARSI AER IR O AR AE 2 VR AR UEYS I O AR fE CThr L
7-fEIZ 100 23 U CEH LT,
¥ < N w7 AUSHIERE SR & JEE & U CHE .

3) WifE A E O

O7 % b=tV ~FH o000 (i) Ot
AFHY L 30mLICTE b THE L7 10 ng/mL AEAERE 1 mL 23N L7Z, ZHic~F
FogMmTE =ML 30mL ZMATHEHMIRE D L, 7 F=F U VEZEY | i -
RE[E L7, FREMIC 7' b= MU AVKOVKIEIR (1:1) 5mL # EECINZ THEML, R R
WRE Uiz, BB O~NF Y U EICHic~F o fafr -t h=hrU /L 30 mL T o% M x
T2HELAPSHBOSEEZEmLTCTE M=) VEEZZNZENED . 1 [EH & RERICE
EL CRBRIEIR & LTz,
F# 23 ICHE R A RT, 1[HIH X TONEIZ L VIFIFEENEUIL STV, EBRORER
BETIEREI~ FY v 7 ZOFEEZZE L T, 2RIONEBIEEZITOZEE LT,

# 23 7k b= FUun-~FH UoSERBEHREE (n=1)

orBeEER | BIeE (%)
1 99.0
2 <25
3 <25

@InertSep C18 S =47 4 (1 g
InertSep C18 S =H7 A (1g) 7 Fr=FJ L 10mL Car T4 a=r7L, 7TEh
= N U LTIl L 72 A HE A (0.01 pg/mL) 5 mL Z7EA L CIEHK AR . iR+
IEHL TWA 7 eF Y T AE E L, 0%, 7 h=rU L% lmL $2FEAL, [A
FRICH B LT b 7 F Y 7 A&fllE Lz, fRaeR 24 17T, ARIRE %D
BEH 2mL OEGETTaTF Y T AREHL TN Z72), 2mL LEDEHERBLETH D 2
EDHER S LT,
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<24 InertSep C18 X =7 7 Ah b O I /ARG

] 43 & (mL) Mot (ng) R (%) IR ZE (%)

BT 5 42.5 85.1 85.1
1 1 7.7 15.5 101
2 1 1.3 2.7 103
3 1 <0.5 <1.0 103
4 1 <0.5 <1.0 103
5 1 <0.5 <1.0 103
6 1 <0.5 <1.0 103
7 1 <0.5 <1.0 103
8 1 <0.5 <1.0 103
9 1 <0.5 <1.0 103

4) RERAEORGET

(DInertSep SAX/PSA X =747 A (500 mg/500 mg)
InertSep SAX/PSA X =% 7 A (500 mg/500 mg) #7 & h=hKU /L 10mL TILT 13
=7 L, 7= MU TR U7 ESHE (0.01 pg/mL) 5 mL Z1EA L, &K
EAERYD, WHRPICEH LTS 7Ty T AR E L., 0%k, T M= I L%
I mL AL, FERICEESICEH LTS 70T Y T AERIE Lz, BREE 25 R
T, ARRREE, WH3mL £ TIRT e FY 7 AR SR, FRLIBITRE Sh
Mmool

F 25 SAX/PSA X =H T LD OIRHES S

(K & (mL) foxt & (ng) B (%) IR AR (%)

BT 5 36.1 72.2 72.2
1 1 10.6 21.2 93.4
2 1 3.7 7.3 101
3 1 0.5 1.1 102
4 1 <0.5 <1.0 102
5 1 <0.5 <1.0 102
6 1 <0.5 <1.0 102
7 1 <0.5 <1.0 102
8 1 <0.5 <1.0 102
9 1 <0.5 <1.0 102

@InertSep C18 (1 g) M N InertSep SAX/PSA (500 mg/500 mg) HfEN 7

InertSep C18 S =77 & (1 g) @O FHBIZ InertSep SAX/PSA X =747 A (500 mg/500 mg)
ARG LTmEkE T LT = UV 10 mL Cary s 4va=r7 L, TEr=FU L
TR U7 IR MEARL (0.01 pg/mL) 5 mL Z38##E 0 7 AZiEA L, WHRE ThEh e
RO BHIRPIZER L b7 F Y 7 A% E L, Z0%, #8077 A7k b=
FUVE ImL T OFEAL, FERICKEDICEH L TS 7 eF Y T A&HE Lz, fR%
£ 26 18T, WH T mL OESE TR LTV, =07 208 v METOREHEE
PEDIES X EEEB L, AMERTINE 1I0mLO7® b= Y L THEHETHZ L & LT,
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o3

HifE D Z A (InertSep C18 K TN InertSep SAX/PSA) 7> 5 OVEH H /3 S

] 43 & (mL) Mot (ng) R (%) IR ZE (%)

BT 5 25.1 50.3 50.3
1 1 10.5 21.1 71.4
2 1 8.9 17.8 89.2
3 1 2.6 5.3 94.5
4 1 1.2 2.4 96.9
5 1 1.1 2.2 99.1
6 1 0.9 1.8 102
7 1 0.6 1.1 102
8 1 <0.5 <1.0 102
9 1 <0.5 <1.0 102
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QEEHE 2 FH\ 2845 7 2 (InertSep C18 & OF InertSep SAX/PSA) (2 L 2 &850 B fit

1) @IZH W CENE L= RMNEIGRERICB T 5, Aill(E T A MRE K CERL L /=50
S ORE R 2R RBIER P AR OF B R OGS AOFR L K 27 ICE DT,

B REHRE % O C18 2 =4 7 A K NSAX/PSA 2 =4 T AT HEONRBD L, T AT
Lo TRHEDBERES N TN D Z EAURE SN, ST RO 7 EFEHCITRBRIEITE IR
EMINED LT, mOOBEEIT O EBAEZHIEICH W, £, FOlFlE., AW
L UAREITIIEAR RO, BENRETE TV NI ERRBINTZND, v~ ) v 7 R
AT 96.1, 94.3 KT 92.6%TH V., [T 80.5~93.8% T HIZEOHBAN TH 7=, F
72 ZOMORELOEILRIZ SN T 86.9~96.8%Th V., AFEEZM~ L1z,

# 27 EZ B O USRI R RS R

~ KV EYESCH) St
-l /ﬂiﬂ? ~ M v 7 AMIER ~ ~U v 7 AHIEE who | e
i;j EE | EHy | RSD | [EMUE | EHy | RSD | RE

87.9 92.9

OB | 106 91.1 89.3 2 96.3 94.4 2 7L 2L
88.9 94.0
89.2 88.6

FOREN | 993 97.5 93.5 4 96.8 92.9 4 7L 7L
93.8 93.2
91.7 88.1

EORE | 96.1 92.1 93.3 3 88.5 89.7 3 7L Eﬁ&
96.1 92.4
85.3 80.5

=353 94.3 91.0 91.1 6 85.8 85.9 6 Z &
96.9 91.3
91.4 86.9

572% | 951 100.4 95.3 5 95.5 90.7 5 A 2L
94.2 89.6
99.9 92.5

LUA& | 926 101 100 1 93.8 92.9 1 7L Eﬁ&
99.5 92.4
86.1 87.6

ROMA | 102 100 91.0 9 102 92.6 9 7L 7L
86.6 88.1

¥l v MU w7 RAZE <~ N v U AR REYSHR O AR & T RS AE VAR O i FEAE ChR L 72 1E
12100 U CHEH LT,
) o~ b w7 ARNERE IR A e L L TR,
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@i D BB ERE O AN K D54

1) @OBFHIEBWT, RBRIERHICRE NGO b S RO 2 EREHZ VT
R 2 L0 BR< 7o OOy B EE F2hi L7z, 20 & ERBRIRREBEIC 2%y L, £
IVZIVEIR L ONA EISAE T O DAy BEICAE U CHSRIC I 1T DRI R A ik L BHENC L %
BN LD R & FEhE L7,

FER AT 28 MO 29 ICRT(HIRDORERIZHOWTIEL 1) OOREREDOHEE), F7-. #3011
HIRRIZ 3T D2 RNEM O TR 2 7R3, ST LD 2 EOMEEHT DUV T, FIE|
WTWHIORBITRO b, £7o, O - REF OB H LIRO bR o T=7o D, #Hil
OYBERMEIT IR CE T L L Lz,

%28 mLorBERFOm AP ERE R GUEL . &)

o | YRUY ERED,
tIA R }%ﬁ 7 2 ~ LV v AHIER ~ b U v 7 ARIESE
7 BB | FeE | P [ RSD | MR | 7 | RSD
ey 85.3 80.5
(25°C) 94.3 91.0 91.1 6 85.8 85.9 6
i 96.9 91.3
K
o 84.1 80.5
(;OC) 95.8 92.2 90.0 6 88.3 86.2 6
93.8 89.8
s 91.8 87.0
iy {im
N 94.8 95.7 95.8 4 90.7 90.8 4
@50) 99.9 94.7
VA ' :
o 88.7 85.4
(;OC) 96.3 93.4 93.2 5 89.9 89.7 5
97.4 93.8
gl 94.9 92.7
N 97.7 94.6 - 92.4 -
7L 2570C) 94.3 92.1
A 95.8 92.0
o 96.1 96.8 - 93.0 -
(5°C) 97.7 93.9
1w MU oo AFE < b Y v AURNIREYERE O [ R 2 VAR HEVAR O A TR L7 fil

12100 #3 U CHEE L,

¥~ b U w7 ARIMEERIR 2 L L TR
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# 29 mLOTBERFOm AP EREE R GUEL . 5 &)

ens | T PU Y [ (%)
€74 k k% 7 % ~ U v AREA <~ U v 7 AR
7 wasoy [ Ay | Fry | RSD | BN | FHy | RSD
IR 91.4 86.9
250) 95.1 100 953 5 955 | 907 5
. 942 89.6
AR 90.5 88.3
s . .
é;tg 97.7 987 | 93.1 5 964 | 909 5
90.0 87.9
. 102 96.8
25C) 953 951 | 983 3 906 | 93.6 3
N 98.1 93.4
TR IgEGR
B 101 942
(;°C) 93.6 992 | 994 1 928 |  93.0 1
983 92.0
Asog
R 90.2 87.4
. 2.2 - , ]
L (25°C) 96.9 041 | 91.1 89.3
A 91.8 88.0
j 95.8 92.5 - 88.5 -
(5C) 93.2 89.0

¥l < MU w7 ARE < N v 7 AR AEYSIR O AR % P A MEVR IR O i AE I CRR L 72 ME1Z
100 #5E U CHH L,
¥ = MU w7 ARHIMERERIR & FEE L L CRH,

# 30 AEH O T IR

R DA
s | 2D ps ] HPLC A—
Sy LR | ERES | Yoo b | AR
(i)
o |2 & " " "
e IR = m " "
- D = " " "
v |k & I " "
oy [ = m " "
D = " " "
g | & m " "
) IR = I m I
S iU = I m I
o | o I m I
oy [ o I m I
~5 = I m I

* RO EE TR R BR O T EY
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@i R 2 W2 1E 55 7 2 (InertSep C18 }2 OF InertSep SAX/PSA) (2 L % ks ilsh 5.

1) ®ofHEFHIB W T, HERED InertSep C18 K& U InertSep SAX/PSA (T & % K5 Hi%h
ROMET Lo, MiRER 3 ICHBT D, FEHERIZD C18 X =07 L KT SAX/PSA
=H T NI EODRRBD B, BT DKo THRHEYNREBRESIN TS Z EAVRE I T,
HFLK OFRINEE CIIEBRES I P RE 3780 B AL 7o 13 DB 21T RiE A 2 JHIE
WCHWe, E72 . BINREI CIIEEN Ao, BEPBRETE TWVRN I &R LT,
~ MU w7 AT 957% TH Y, [BIEIL 943 LN 97.2% T HIEEOFHHN TH 7=, &
7=, FOMOFEDOEILERIL 94.6~104%TH V. HIEHEZH7- L=,

31 RIKRUEL O BMENGURRGR R (5 20 A i)

(% "
Ak ;;KU (;)&*;f ~ R Y X%ﬁEg?F?% ( i by 7 AHHIEHE ggﬁ E
A ElES ) Bl 1)
A, 106 zzi 96.5 1325 102 H 7L
P 94.0 133 102 Z:i 95.7 H i
Hhao | 997 zz :‘8) 95.4 2‘5‘2 049 | AL | %L

*1 v MU w7 AEE < N v 7 ARNIEEAREAIR O A E 2 VIR E AR O AR E Chr L 721
(2100 23 U CHRH L7,
¥ < N w7 AUSHIERE SR & JEE & U CHE .

5) TOMOIEMET — ¥
OB AKEAEO KT

1) QOB TN T Al OFEERE DO BRIZERBHHSROK S 08 E~Te, 2D & x|
KEBZETE F= MY~ T B L=, BHC L > TR EEN R D Z &)
O, DEORNRICHEB L HE 2 HeERE X bNZ, £Z T, 7 =MV /~FH 50
BLATIZ KB EZ EE L T, SO LK ERET DEIEL R L=, RekE LTi3Fo
A M OV D BN & V=,

A A MO — (b L7ct2, FOfMNIX 10.0 g, FOfEMIL5.00g Z&VEY, T T
TR TR e R — L By REHWTER LI TIHRIML, K <IRE LT 30 o
L7z ZAUCHIHEVAEE 30 mL 22z, 3 0MET YA X L%, Ak (No.5B)
ZRWTWE| A LTz, AR EOERBEWZERD . Bz \IHHEE 30 mL 2%, 3 /AT
DA XL, WE AL TAKREEDE, 2oL, FOlEVRENSE LN A
WITARBIZ R B D> 7208 EO RN B S ATRICIIAEE L 7K EN RS-,
ZDAMRIZEAREET Y 7 A EIMZTHAK L, IKEEET N U LAZARLIZEZ A,
OFFRFEHT R ST K8 IXTE R Uiz, BKEER O Ak %E 40°CLLAT T L. I A bR
EL. BEDIZ n-~FH 230 mL 2%, n-~FH o7 b=rY /L 30 mL§->T2
MR & 5 i L7z, SR Z2Sbt, Za 40CLLF T/ 5 mL M L7z, DIBRIE 6. 3t
BRIATR OFHEL & RIRRICHERE U CREBRIAIR AR L, obricfit L7,

FER AR 32 1R T, SO TITK 95%D A E S TWD A, FOFE TIEHK 70%
BREDREIETH Tz, 2D D, FOFHAREIOMERIC A SN o8E Li=KE G
BHESRDOKD) ICHE SN TW T v Ty 7 Ak BKBIEICL > THAELTWD Z E2VR
e X7, BREEZ i3 2 aNciniEEEEIT ) 2 & & LT,
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32 PUKEBEOHES (n=2)

B33
e ~ kU7 R : 'E'IEUF %) \
ARk wm (o) ~ MU v 7 AMIER ~ MU v 7 AHHIES
T [ NeZ [ 1
723 72.4
DI s 102 71.1 71.1
FOBA 69.9 69.8
98.2 95.2
) 97.0 99.0 97.5
R 99.7 96.7

¥ < MY w7 R~ N v 7 ARSI AER IR O AR AE 2 v AR UES I O AR fE CThr L
7B 100 23 U CHEI L7,
) b w7 ARSI A RRE L L TR,

@InertSep PSA 2 =% 7 4 (500 mg)

InertSep PSA X =77 4 (500mg) 7 h=hrU AV 10mL CarTsva=r7L, 7
¥ b= b UL TR LR YERE (0.01 pg/mL) 5 mL Z7EA L CRHIRE 28R |
WHKTIZIEH L TCWa 7 aF Y 7 A2 ME LT, 0%, 7 h=FU /L% I mL§2E
AL, FEICEESICEHB LTS 7 a7 A5 E Lz, fERER 33 1R 7, ik
EH#ZEOEH 2mL OBy ETT TV 7 A0NEHL TV,

33 PSA I =71 T ADE OIS

(g% W& (mL) Moxt g (ng) FIEE (%) YRR EF (%)

A itk 5 45.0 90.0 90.0
1 1 4.8 9.5 99.5
2 1 1.5 3.1 103
3 1 <0.5 <1.0 103
4 1 <0.5 <1.0 103
5 1 <0.5 <1.0 103
6 1 <0.5 <1.0 103
7 1 <0.5 <1.0 103
8 1 <0.5 <1.0 103
9 1 <0.5 <1.0 103

(InertSep SAX 2 =74 7 A (500 mg)
InertSep SAX S =#7 A (500mg) #7 hr=RrU L 10mL Cars4a=71L,7
T b= b UL CIRR U2 BHE AR (0.01 pg/mL) 5 mL Z7EA L AR 2 28R |
EHEPIZEH L TwWas 7 aF Yy Z 02 E LT, 20k, 7 =KV /L% I mL 320
AL, FFRRIZEEZIEH LTS T e T Y 7 AE2HE Lz, fREHR 34 177, iR
WHBOBWH 3mL OESETT B F VT ANRE LTV,

34



# 34 SAX =917 Lonb OWHTS

] 43 & (mL) Mot (ng) R (%) IR ZE (%)

BT 5 33.9 67.8 67.8
1 1 11.3 22.5 90.3
2 1 6.7 13.4 104
3 1 0.9 1.8 106
4 1 <0.5 <1.0 106
5 1 <0.5 <1.0 106
6 1 <0.5 <1.0 106
7 1 <0.5 <1.0 106
8 1 <0.5 <1.0 106
9 1 <0.5 <1.0 106

@InertSep C18 (1 g) M N InertSep PSA (500 mg) HFEN 7 4
InertSep C18 S =47 & (1g) @ FHBIZ InertSep PSA 2 =47 A (500 mg) % #4ft L 7238
AT LETER=RFI L I0 ML CarvTqya=r 0L, 7 =M LTHRELL 721
ARSI (0.01 pg/mL) 5 mL Z#fED 7 ACEA L, WHRAZ 2SR Y | WHRPIZHE
HLTWba7mF Yy I a5 E L, 20k, 7 b= U V% I1mL3TOFEAL, R
BEFEH L TWD 7 aF Y T AEAIE Lz, fEREE 35 IR, MHiRaEHg o
3mL OEETTaT VT ANREHL TV,

#£35 HEHAEN T L (CI8 LUNPSA) 76 DA EIA HaEt

[ & (mL) foxt & (ng) B (%) IR AR (%)

BT 5 30.0 60.0 60.0
1 1 9.1 18.1 78.1
2 1 55 10.9 97.0
3 1 2.1 4.3 101
4 1 <0.5 <1.0 101
5 1 <0.5 <1.0 101
6 1 <0.5 <1.0 101
7 1 <0.5 <1.0 101
8 1 <0.5 <1.0 101
9 1 <0.5 <1.0 101

®lnertSep C18 (1 g) M InertSep SAX (500 mg) #fE A Z A
InertSep C18 X =47 A (1 g) @ FHBIZ InertSep SAX 2 =4 7 A (500 mg) % $&fpi L 7=i#
FEHTLETER=RI L I0mML Carssa=vr7L, 7= MU ATHBLZE
BEAEAESHE (0.01 pg/mL) 5 mL ZEA L CEHEZ RER Y . wHEPIZEE L Tns 7
nFV T AEMELE, TO%, TER= R A% ImL 3 2FA L, FERICE B IEH
LCWb 7Ty T LERE Lz, e 36 18T, MHRAEHZOREH 5 mL O#i%)y
EFTTRF YT ANRE LTV,
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36 LT L (CI8 LN SAX) 76 DIRH 4y #ist
s (

] 43 & (mL) Mot (ng) R (%) IR ZE (%)

BT 5 10.9 21.8 21.8
1 1 10.5 20.9 42.7
2 1 9.1 18.2 60.9
3 1 7.8 15.6 76.5
4 1 7.7 15.4 91.9
5 1 1.5 3.0 94.9
6 1 <0.5 <1.0 94.9
7 1 <0.5 <1.0 94.9
8 1 <0.5 <1.0 94.9
9 1 <0.5 <1.0 94.9

®InertSep SAX (500 mg) 3 =4 7 LK N InertSep PSA (500 mg) X =4 7 A2 K DR,

O A B E L, InertSep SAX (500 mg) M X InertSep PSA (500 mg) I =747 AT
K RGN R Z AT LT,

B —E L7, 100 g Z&VERY | B o - lBHIEERIR A % 1 ’?ﬁéof
A= Xy hEHWTEHEML, I<KBALT3I0OOMELZLOEHW-, bl
F BN p-~FH AR (1:1) 60mL ZZNENx, 3 AT A X LTk, 5,1':&

(No.5SB) # MW T A LTz, A EDOEREWEZRY | Hiiciz7 & b KD p-~FH
IRiK (1:1) 60mL ZN%., 3 HIRES T A XLk, Wl A LT, 5oz iK% 40°C
LA CHI 15 mL £ TeMA L7z, ZAUCfafn&EoK 100 mL 201z, FEf2=F /L 100 mL & O}
50 mL “C 2 [ElfliH U CHRIS U7z, fHRICEKAREE - N U o A& N2 THIK L, KRR
FU D LG AR LT 40°CLL T Tlefe L s A2 BrE Lz, Z OB n-~F % 30 mL
EINZ, n-~F M7 h=F U A30mL 3> CT2EHREE 5 HiH L=, itk a2 &b+,
40°CLLF TR 5 mL 12 #HE L 7=,

3R LEEI T LT = UV 10mL ZiEA L, HEITE T, Zhboh
T AIHHEEEAL, EHICRITIORLIEEDT 2 =MV Z2FEAL TEBEHIREZER
V. 40CLL T Cleffe L T2 BrE Lo, ZREMIC 6.0 ng/mL FEHESHE (T h=FU L K&
OVUKIRHE) SmL Z ERECIZ THEN L, ZHaRBRisii s L, LC-MS/MS 74Tt L7z,

fERER 37T 1T, FOFIBICI T % InertSep C18 DA}z X InertSep C18 & X InertSep
SAX #AED T MK DRER T, ~ MY v 7 AT 120%% % 72, InertSep C18
Jo O InertSep PSA #5577 LMZBITH~ MY v 7 BT 94.9% TH Y | FFFHPFHANTH -
72

K37 FHA T LR ERES GUEL - BT

7 I W72 r=hU LR L) | v Uy 7 X8 (%)

InertSep C18 (1 g) 5 146

InertSep C18 (1 g) % TN InertSep

10 126
SAX (500 mg)

InertSep C18 (1 g) &% TN InertSep

10 94.9
PSA (500 mg)
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(DInertSep C18 K U\ InertSep PSA i 1 7 A2 X 258G (EFED

ODFER IV . ORI BN TII 43 2] FIRE T d - 7 InertSep C18 & U InertSep
PSA #ifEH T LI K DR L OFREHC OW T H I T 5 0vat 2 £ Lz, 3 ke L
TILFDORFIELAS D [E TR 2 VN -,

B YY) b L7, 10.0g (FORENIES50g) ZEVERY ., BV o -ilEHIEYE
Wik &R 11> ThR—AEXy hEHAWTCRINL, K<EAL T30 NKELZLDEH
W, THIZTE R KR T ARIE (1:1) 60mL ZEnEiulz, 3 mRlREY
FA X ULi=t%, A (No.SB) #HWTHE| A LT, AR EDEEMERY ., HiilzicTk
F o RO p-~F W ARWE (1:1) 60mL Z A0 %, 3 3MAET A X LTtk WMol A LTz,
BoNTZ AR E 40°CLL F T 15 mL & CTilgfiE L7, ZAucfafnftik 100 mL 200 %, Kz
TF /L 100 mL TN 50 mL T 2 [BfHH U TR U7e, SR KRREE T R U o 2% % C
Wik L. HEKFEET R U D AEARI L%, 40CLL T CiM L. Wik ZRE Lz, Z 0k
WNZ n-~FH 30 mL ZZ, n-~FH @7 h=rJ /30 mL$2CT2EIEE SH
H L7z, fitik A2 S, 40°CLA T T 5 mL IS L7,

BT InertSep C18 T =77 A (1g), FE:IZ InertSep PSA X =% 7 A (500 mg) % i
L. 7 r=FrVU L 10mL Z7FA L, FERIZE TR, 2ok 7 2SR EEA L,
EHIETER=RYL 10 mL ZHEA L TREHKEZRD . 40°CLLUT ClME L T2 BRr 2%
L7, BEEWMICER 3 IR LICIREOEERK (71 =KV VKROKIERK) 5 mL (‘FOE
il 2.5 mL) ZIEFEICIZ TEN L, IRERBRAEK & Lz, RBAKICREM R R o
AT, EOOBEC I ERRE, EEA%E LC-MS/MS ATt L7z,

FERAER 38R T, FOMA, KOFAKOFOIEHIZEBWTIE~ MY v 7 AEEIIR
DI oTeh, ST, LEAKDD RERBHIBIT 5~ MU v 7 B 859, 84.1 &
W90.3% & K& Mo 7= KL InertSep C18 K& U InertSep SAX/PSA i 7 7 1 &
LT EELT,

# 38 CI18 KM ONPSA EAE N 7 L& W=k S GRUEL - 2R D TFE)

Uk <~ Vw7 REE (%)
FOfHA 99.1
DG 99.3
R DA 99.5

S 85.9
PRAS-3 90.3
L & 84.1

@ikt & - iiE 7 7 2 (InertSep C18 & TN InertSep SAX/PSA) 1T & 2 A& S BeAdit
B2 I b L=, 10.0 g(2FDNENHIL 5.00 g) 2 BV ER D | B o il BN HER
WEFR 1K THR—AEXRy hEHWTHEML, I<EBALT30OELZLDE N
oo INDBIZTE R KD n-~FH 81K (1:1) 60mL ZZFNZlz, 3 AT
A X LT2t%. A (No.SB) ZHWTWE|I A LTz, A EDEREWEZERY . #7227 b
YRR p-~FH AR (1:1) 60 mL Z01Z, 3 RIARET T A XA L%, WalAm LT,
BONT-AHiZ 40°CLLTF TR 15 mL £ THME L7z, UIBRIE[ EBRGIE 6. RBRIAIE ORI
& RRRICHEE L CRBRIEIR Z R L. sobricfit L7,
FERAER 39 1R T, FR%LO CI18 2 =1 T AL SAX/PSA X =41 7 MIITEGCHFRD
B, T LK > THREEMNDIRESN TS Z ERB SN, SITRO) R ERECIT
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BRI PICAREDDRRO T Tod, mOSEEEITV., EEAZEICHW =, £72, 4
DOk, ST LU UARETITIEEN RO, ARPRETE TWRNWI EARBI N
N, = FU w7 AT 107, 95.1 KON 102%TH Y . [EULERIL 90.1~94.9% T HAZE DO
WNTHoTz, £72. TOMOREIDEINRIZONTE 924~101%TH D, BAEfEZ w7~ L
776

# 39 EIERCEL OB INBIGER R 5

FEEE (%) HREBRIRIR
e ~h Uo7 R - - -
=kl B (o) - ~ b Y v AIEA ~ b Y v 7 AAHIELE o L
,éiizlc‘ (V] i
. [ 2 St EEs St EN7LY)
94.2 96.7
DI 103 92.2 94.5 7 7
FDFFA %01 924 L 2L
96.4 92.5
)i 96.0 96.7 92.8 7L 7L
RO 97.0 93.1 £ +
85.1 90.8
D T 107 86.5 92.2 7L s
RO 87.9 93.7 + e
943 90.1
| 95.1 96.4 91.9 &
s 985 93.8 fi &
\ 98.0 99.2
57 X 101 98.3 99.4 7
D7E 98.5 99.6 fi sL
93.1 94.8
> 102 93.2 94.9 7 5
Lia 93.3 94.9 s H
98.6 101
DI 103 98.4 101 7 7
K D5 A 931 01 L 2L

¥ < MY w7 R~ N v 7 ARSI AER IR O AR E 2 v AR UES I O AR E CThr L
7-fEIZ 100 23 U CEH LT,
¥ < MU w7 AR RE SR & JEE & U CHE .
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3. WhNEI G
BRIy EBR E UCEM L. o8& 1 408 E—ORIEEE 1 3 2B, 5 BRSO LT,

1) SR
KRB DT T 7R B E O~ Y v 7 ARIMEREREE 1A 1 EFRED ZHE U, BRMEZ R0 U7, R 25 40, £ 41 KOV 42 17T, £
72 B 20~29 IZ KB DORF 2T T 73 Bo SRM 7t~ 75 Axkaad, BN W TIE B — 7 ORI 0¥ & Y@ A LT,

* 40 BRIEOFHMCEORH A, ORI K OV DT

& 1k : Y= O B i
wps | g | S| R T DR . il HERAED
" (ppb) (ppb) SRR S o TIvs | RERET | R | R

(ob) TSR (ppb) | HITEEHE O (2)/(b)

6¢

0 37900 0
27478
26632
37789
37188

DA 0.5 1 1 * | TEEIRN 0.5 < 0.333

145601
133673
138174
138867
139231

226985
213865
213865
214443
225747 0

=D T 0.5 3 3 FEVEAE 3.0 < 0.1

olojo|lo]J]O|OoO|O|]O|O|O|O]|O|O |O

(=) el el ol iel el ==l kol ol Fel Nl H)

1
2
3
4
5
1
2
EONEN 0.5 2 2 FEUEME 2.0 < 0.1 3
4
5
1
2
3
4
5

OO O |C|O|Q|C|C|IC|o|IC |00

O
*1 UG &AM SRR E D R 256 (ERIRS & A & OBfRS, DERERN <AHEHE <ERRA X3) L2RD56) IZid, [*) BERREND,
*2 R OIRFE D FHE GIR RN IS 72 D KO L7~ MU v 7 IR HERS K,
*3 ML, BE B — 7 OFFR#EHOHERLEITEET 2 HEIT TO), HE LAWESIZIE TX] BEREhD,



0¥

# 41

BRMEOFHE(D 22 &, S, LLAKROEDOHA)

B

E
RS
(ppb)

FEYEfE
(ppb)

I

I v — 7 ORI

v— 7 [ffE

(ppb)

AFAI R S (ppb)

I L

A4
A a)

PEYEIR
(b)

i b
(a)/(b)

ARMED
P 3

IR

0.5

AR

0.5

E RS

0.5

A

0.333

0

31335

0

32742

35472

34031

33325

0.5

AR

0.5

i
i
e
7

0.5

A

0.333

33644

32381

34086

36249

39396

L LA

0.5

AR

0.5

E RS

0.5

A

0.333

29265

35800

38415

36110

34354

KD

0.5

AR

0.5

ERRA

0.5

< 0333

33193

35043

34987

34758

S|IO(Q|OC OO |O|QC|C|C|IC || |00 |0|C

N[BR|[W|IN|—mN[AR[WIN|[—R[N[R|W|IND|—~[N AW~

OO Q|OC|O|IC O |O|QC ||| |o|O

36219

0

O|0|0|0|0|0|0|0|0|0|0|0|0|0|0]|0]010]0|0

*1 IINREE & R IR EE N 72 5356 (ERIRA & BB & OBIR, TERRA <FEHEE < EERRX3) LRD56) 1T,

%9 BRI UL HE AT QAR 24 1272 5 L O ISR L 72 b Y v 2 AUSIEMETE,
*3 MRS, 155 E— 2 OFFRIG

PHOYEIEIZHE AT 25E81201F TO), #AE LRWEEIZIE TX] REREND,

*] BFEIREND,




Iy

* 42 EFRMEOFHEGEIN, FALK T HAHD)

o & DR — 5 BER
e | mp | | R R B I o
ooy | PP | 0D ooy | e AR e B

1 0 19523 0 O

2 0 19658 0 O

I 0.5 AN H 0.5 TE =R 0.5 < 0.333 3 0 13797 0 O

4 0 37393 0 O

5 0 39865 0 O

1 0 19558 0 O

2 0 20487 0 O

Sl 0.5 1 1 * | EERA 0.5 < 0.333 3 0 28032 0 O

4 0 27838 0 O

5 0 28991 0 O

1 0 24358 0 O

2 0 24744 0 O

ITHHD 0.5 N s 0.5 TEBIRS 0.5 < 0.333 3 0 34381 0 O

4 0 39865 0 O

5 0 39701 0 O
1 USINIREE & R RIRE DN e 2556 (BEIRR & EEE & OBRS, EERF<EEEEERRX3) L2%E) X, [ BDERIND,

5 BB O AT AT G AR S 1272 5 K 5 IS L T2~ b Y v 2 R RIS,
=3 RIS, 15— ORFRRAOHEREICERT 5 HA10E 10), MA LAVEAICE [X) BRRSAD,



[4%

2) B R OVE BRI O R
1 H21ME, 5 HRSH L7223 To=10)DEHEEEE L Lz, 70, —thEODEOITIC LV HMTRE L ENBELZR N L, ek 43, £
44 TOF 45 12T, Fo, K 20~29 [ZKREORFH 2 USINEE R OMEAERIE D SRM 7 v~ ~ 7 J LERd, B 89~105%, HTHEIT 1
~4RSD%., PG 2~8RSD% & 72V . Wi h BIEE 2w~ LT,
B, FOFHAL FOREN. FORFIEE OFILIZ N T, IINRE L TEBRBRENRR D720, JIREERAOHTEEIT-T2, 2 b ORE
DERPROHETHER 2T 46 12, % SN LLOFEHFE R A2 FK 47 (279, 72, K30~33 ICEEBRAOHTICBITLNENR 7o~ N7 T LERT,
AR SR DRFENT BT SN Hii 48~315 TH Y . SIN=10 Zii7- Lz,

F# 43 B, FBENOEEBRROFTEMEDOHA., 4D 51 K OO fiE)

TR | L. | ek o . BT | =M
i | mR | T e R | g PR PR O8) | B e | SN
wpb) | PO | (ppb) | g | wf | 2 | o=l | 02 | | (RsD%) | (RSD%) | Max. | Min. | i
1| 36094 470| 0997| 88| 96
2 | 35993 | 2577| 0999 84| 87
ofmm |05 1 1 + 3| 35339| 1523| 1000| 87| 90| 89 4 4 ; ; ;
4 | 36840| 652| 0997| 88| o4
5 | 37239| 625| 0998| 87| 85
1| 37059| 770| 0999| 96| 100
2 | 32481| 2238| 1.000| 96| 104
OB | 05 2 2 + [ 3] 353200 673 0999 90| 90| 97 4 5 ; ; ;
4 | 35967| 1183| 1.000| 100| 92
5 | 33376| 5272| 0998 | 98| 101
1 | 36968| 1840| 0999 89| o2
2 | 34906| -105| 0998| 92| 90
ORI | 05 3 3 +  [3] 34906| -105| 0998 92| 90| 92 3 3 ; ; ;
4 | 37501| 3712| 0997| 98| 93
5 | 37599 | 4055| 0994 97| 92

*1 IR ERIRBFURE & R 5551203, MIRRRIND, 2 b OFENCIE SIN OB HIIARETH 208, Bk, EERAOHEE 21T > 72,



(574

44 HE BEKOEERFOFHN( 72X, SiF, LUEAKOKOHA)
TE , win TE & oy % (o OHT EWN
e | oma | EEE e | mee | g PR PR O | HE e | g SN
woob) | PP | opb) | T gx | o | el | ool | 2 | %) | (RsD%) | (RSD%) | Max. | Min. | FHfE
1 30911 657 | 0.998 83 87
2 | 34277 1184 | 0.995 93 93
I E 0.5 AR 0.5 3 35256 1089 |  0.999 86 92| 91 3 5 232 | 210 221
4 | 33413 1804 |  0.998 95 93
5 34580 712 | 0.999 93 93
1 33222 502 |  0.998 84 88
2 | 32038 769 | 0.996 91 93
S0 05 | A | 05 3 31803 829 | 0.999 98 93| 93 4 5 163 | 106 135
4 | 34673 1396 | 0.996 98 93
5 35939 695 | 0.999 92 99
1 30900 1485 | 0.997 95 92
2 | 33221 1746 | 0.996 88 91
L U& 0.5 | A | 05 3 36681 1699 |  0.995 92 87| 93 3 5 237 | 107 172
4 | 33308 1084 |  0.999 96 90
5 32841 1205| 0.997 | 100 99
1 30756 1487 |  0.996 94 94
2 | 34051 373 0996 | 102 98
R D15 P 05 | A | 05 3 30811 2307 | 0.995| 105| 104| 99 2 6 272 | 196 234
4 | 34314 -106 | 0999 | 105| 103
5 33293 2015 | 0.996 93 90

*1 WIMREEDERIRFIREE & B 258120, B8RRI D, 2D OFE T SIN EEORHIIARE TH 508, Jlik, ER&RAOHEE 21T > 72,
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# 45 B KELOEREBROFNGEIN., FHALLNEHHAD)
TE , win TE & ey = (o OHT EWN
Y R FEYEAE mE | ERe | A i AR [FI =R (%) Ei;ﬁ? - i S/N
(ppb) (pPb) (ppb) | #FE" i bR | e | o1 | n2 | P (RSD%) | (RSD%) | Max. | Min. | “F-¥Jfi
1 19028 571 0.995 98 97
2 19040 170 | 0.998 96 97
IR 05 | A | 05 3 15364 561 0.999 | 101 97| 98 2 2 48 141 94
4 | 36451 1444 | 0.997 98 97
5 38305 960 | 0.998 | 101 99
1 17244 12| 0997| 108| 111
2 19338 419 | 0998 | 108| 113
43 0.5 1 1 * 3 24362 257 0.997| 104| 109| 105 4 8 - - -
4 | 25926 709 | 0996 | 102 97
5 | 25553 435 0.997 97 93
1 23368 556 |  0.995 96 96
2 | 22909 1065 | 1.000| 104| 104
X HHD 0.5 | A | 05 3 35944 1791 | 0.998 96 9 | 99 1 4 188 | 277 233
4 | 38305 960 | 0.998 | 101 99
5 37769 1830 | 0.996 97 98

*1 BINRENEERSURE & RRD5EIT. I RRRIND, 2060 TIE SN LOFHIFIARE TH 2203, Bk, ERRROHEEZIT 72,




9%

7 46 TEERIRFOHEE

e ; FEYE v — 7 [HfH PR E
ER | e | P : SN 1t
ek | HRR B |y e ~ b 7 AU VL TG e
wpb) | PP ooy | BE 5y I - B[S
(mg/L) n=1 n=2 A n=1 n=2 S| n=1 | n=2 | (%)
o 05 1 1| 0.001 0 37789 | 36703 | 37246 | 38665 | 38572 | 38619 | 144 | 186 | 96 | 165
HolEl; | 05 2 2 | 0.001 0 35803 | 35624 | 35714 | 38376 | 38060 | 38218 | 133 | 144 | 93 | 138
ORI ] 0.5 3 3 | 0.001 0 32579 | 32674 | 32627 | 36255 | 35763 | 36009 | 95 | 118 | 91 | 106
4L, 0.5 1 1 | 0.001 0 30706 | 30348 | 30527 | 26151 | 26061 | 26106 | 315 | 289 | 117 | 302

*1 PUBHE R RS A Y T 2 A A MER TR IR
*2 T T EEE LIV E,
*3 < b v 7 ARIEERE O BAE YRR 2 B =7 miEO . (%),




%

# 47 S/N ORI
Max, n=1 Min, n=2
SINHAE | oy S/N
£ ih k5 R AR JA R
- (mgL) | p ol le |2l s [N by g le | P S | N [Max |Min
n=1 n=2
DA FEEHE 0.001 | 5250 | 90| O 45| 5232| 5187| 36| 5270 | 70| 0| 35| 5256| 5221 | 28| 144| 186
Ao fiEN FEEHE 0.001 | 4845 | 90| 0| 45| 4827 | 4782| 36| 4940 | 85| 0| 43| 4923 | 4881 | 34| 133| 144
2D i fik FEEHE 0.001 | 4455 | 115| 0| 58| 4432| 4375| 46| 4295 | 90| 0| 45| 4277| 4232| 36 95| 118
I wOEER | 0.001 | 2075 | 105| 0| 53| 2054| 2002 | 42| 2570 | 45| 0| 23| 2561 | 2539| 18 48 | 141
A4, FEUE 0.001 | 5060 | 40| O] 20| 5052| 5032 | 16| 4650 | 40| 0| 20| 4642 | 4622| 16| 315| 289
b Ao | BnEE | 0001 | 3420 | 45| 0| 23| 3411| 3389 | 18| 3345 | 30| 0| 15| 3339| 3324| 12| 188| 277
I X wnEEr | 0001 | 4670 | 50| 0| 25| 4660 | 4635| 20| 3815 | 45| 0| 23| 3806| 3784 | 18| 232| 210
=37 wnEEl | 0001 | 5285 | 80| 0| 40| 5269| 5229 | 32| 3870 | 90| O 45| 3852| 3807 | 36| 163| 106
L U& wINEEE | 0001 | 4780 | 50| 0| 25| 4770 | 4745| 20| 4575 | 105| 0| 53| 4554| 4502 | 42| 237| 107
RO | BnEEE | 0.001 | 4930 | 45| O] 23| 4921| 4899 | 18| 4740 | 60| O] 30| 4728 | 4698 | 24| 272| 196
*] Dmax : B"— 27 O KA C: /A AXDOHIE (E1 & E2 O FEHE A )

El : /A RADOHEKIE
E2 : /A ADx/IME

D:&—7 rvy/
S: B—r&Em&
N: /A Xig
*2 B E N E BB LI X Lic~ MY v 7 ABIIEYETRIR DI E,




Ly

3) @B~ MU v 7 ZDOWIE~D

MEMGRERIZ 35 1T D UL 100%FE SR E D~ h U > 7 ARIEEERIR & AR AR OWER RN O, 3Bk~ U » 7 ZAORE~ DB % 3
L7, MRAER 48, K49 MOE 50T, £, 77 0 7RBONEN A A ER7 n~ b7 T A(TICC) %X 34 12777,

~ bV w7 ARNMEREAIR & RIS YEAR O ¥ — 7 RS 0.89~1.03(2FFLilkl : 1.15) ThH o 7=, ~ b U v 7 AEENLE L KE o =04k
Tho7=2, K34 O TICCIZBWT, 7a8FY 7 L0—JEIZY ) v 7 AOE—I7PNHBEHINTEY, 2O~ M) v 7 ABRFELTWDHLEE
ZHD, 51 KOE 2T~ M) v 7 AEBTHIE LSO BIEZ R~ T, B ORIER OEITEIL 84~98% & 72 1 | Dk & ik LT
FIENE L 2o72 (101~109%) FEIE~ Y v 7 AEBIC LD H 0 LRI NI,

F48 RAE~ MU v 7 2ZOME~OEBECEOH AN, FOIEK OO IR

. - P v — 7 [ffH
ER e | S e
B PR A =353 e | Bl oo ~ MU v 7 ARNEAERIR TR IHEAR VBV IR =7
(ppb) T A/ 7
(ppb) (ppb) ( mg /L) n=1 n=2 qu’/j n=1 n=2 qu.//j @*E =
1 0 72282 | 72956 | 72619 | 72362 | 71855 | 72109 1.01
2 0 71594 | 70506 | 71050 | 71951 | 69754 | 70853 1.00
DA 0.5 1 1 0.002 3 0 71011 | 71086 | 71049 | 71169 | 70746 | 70958 1.00
4 0 74664 | 74951 74808 | 74908 | 74795 | 74852 1.00
5 0 72301 | 71008 | 71655 | 71399 | 72304 | 71852 1.00
1 0 145601 | 144181 | 144891 | 148135 | 145872 | 147004 0.99
2 0 133637 | 136042 | 134840 | 133381 | 136618 | 135000 1.00
D g 0.5 2 2 0.004 3 0 138174 | 136042 | 137108 | 141967 | 140316 | 141142 0.97
4 0 138867 | 138572 | 138720 | 136824 | 137295 | 137060 1.01
5 0 139231 | 141715 | 140473 | 139776 | 135707 | 137742 1.02
1 0 226985 | 212638 | 219812 | 235724 | 208622 | 222173 0.99
2 0 213865 | 214261 | 214063 | 223549 | 223048 | 223299 0.96
2E D F i 0.5 3 3 0.006 3 0 213865 | 214261 | 214063 | 223549 | 223048 | 223299 0.96
4 0 225747 | 228762 | 227255 | 242353 | 244515 | 243434 0.93
5 0 225747 | 228762 | 227255 | 242353 | 244515 | 243434 0.93

*1 ENEGRBRIZ 31T 2 [EIILER 100%4H 4 R,
*2 < b v 7 ARIEHE R O BAR YRR 63 5 B — 7 IR O,




#49 FE~ b U v 7 ZAOMTE~DEE(H 72 &, ST, LUAKLDIKOFHA)

87

o — i E—J HiR
B e | S S
R4 PR T e wny | H e ~ bV v 7 ARIEERERIR TR A HETA IR v—7
(ppb) IR A4 o
(pPb) PPo) | (o) el | o2 | FH | ol | a2 | Py | WEE
I 0 31335 | 30423 | 30879 | 34312| 34797| 34555| 0.89
2 0 32742 | 31290 | 32016| 34411| 32918 | 33665| 0.95
57 0.5 | &R | 05 0001 | 3 0 35472 | 35659 | 35566 | 37822 | 36989 | 37406 | 0.95
4 0 34031| 35734 | 34883 | 38424 | 35999 | 37212| 0.94
5 0 33325 | 33692 | 33509| 35601| 36320| 35961 | 0.93
I 0 33644 | 34039 | 33842 | 35454 | 35379 | 35417| 0.96
2 0 32381 | 33371 32876| 34920 | 34947| 34938 | 0.94
<1 0.5 | F# | 05 0001 |3 0 34086 | 34854 | 34470 | 33382 | 34162| 33772| 1.02
4 0 36249 | 36482 | 36366| 36718 | 35618| 36168 | 1.01
5 0 39396 | 39177 | 39287 | 37876| 38574| 38225| 1.03
1 0 20265| 28796 | 29031 | 30894 | 32085| 31490| 0.92
2 0 35800 | 35995 | 35898 | 39200 | 39213 | 39207 | 0.92
L% 0.5 | &R | 05 0001 | 3 0 38415 | 39678 | 39047 | 38711| 41074| 39893 | 0.98
4 0 36110 | 36393 | 36252 | 34823 | 36580 | 35702 | 1.02
5 0 34354 | 34716 | 34535 | 34968 | 33418| 34193 | 1.01
1 0 33193 | 33122 | 33158 | 33724| 33422| 33573 | 0.99
2 0 35043 | 34464 | 34754 | 35163 | 34538 | 34851 | 1.00
BomH | 05 | AR | 05 0001 | 3 0 34987 | 35464 | 35226| 34920 | 34091 | 34506 | 1.02
4 0 34758 | 34097 | 34428 | 34928 | 34493 | 34711| 0.99
5 0 36219 | 38318 | 37269 | 37632| 37117| 37375| 1.00

*1 EINEGRBRIZ 31T 2 [EIILER 100%4H 4 =,
*2 < b v 7 ARIEHE R O BRI 63 5 B — 7 IR O,




#£50 B~ NV v 7 ZADOMRIE~DEEGEIN, FILL NI HHD)

6%

o ~ P E—7 i
EE | e | ™ — P
Bt PR e L o es A _._. ~ bV v 7 ARIEERERRIR TR IR VBV IR v—
wpb) | PP |y | RET 777 R
(mg/L) n=1 n=2 ¥ n=1 n=2 NI&5) :
1 0 19523 | 21790 | 20657 | 18925| 19589 | 19257 | 1.07
2 0 19523 | 21790 | 20657 | 18925 | 19589 | 19257 | 1.04
o 0.5 EN T 0.5 0001 | 3 0 13797 | 14025 | 13911 | 13833 | 14690| 14262| 0.98
4 0 37393 | 37649 | 37521| 37256| 37110 37183 | 1.01
5 0 39865 | 39038 | 39452 | 38976 | 38112| 38544 1.02
1 0 39737 | 39419 | 39578 | 34841| 35140 34991| 1.13
2 0 46279 | 49166 | 47723 | 40988 | 41955 | 41472| 1.15
3, 0.5 | 1 0002 | 3 0 55744 | 56899 | 56322 | 50212| 50763 | 50488 | 1.12
4 0 54412 | 56158 | 55285 | 48345| 48864 | 48605 | 1.14
5 0 58451 | 57832 | 58142 | 52486 | 52342 | 52414 111
1 0 24358 | 24744 | 24551 25360 24980 | 25170 | 0.98
2 0 23053 | 24247| 23650 | 25597 | 24211| 24904| 0.95
THHo |05 EN T 0.5 0001 | 3 0 34381 | 35488 | 34935 | 35684 | 36768 | 36226| 0.96
4 0 39865 | 39038 | 39452 | 38976 | 38112| 38544 1.02
5 0 39701 | 39171 | 39436 | 39229| 36775| 38002| 1.04

*1 BNEGRBRIZ I 1 2[RI 100%4H 4 1L,
*2 < MU v 7 ATRIEHE IR O TR BUHEAERR IS X 25 v — 7 IR Ot



0¢

#51 ~ bV v AEETHIE L-BEIE
7 VL R ~ MUy A 7 bE
was | PMRE g e mRe | EGEIRE T
(ppb) (%)
n=1 n=2
1 1.01 88 95
2 1.00 84 87
FDA 1 3 1.00 87 90 88
4 1.00 88 94
5 1.00 87 85
1 0.99 98 101
2 1.00 97 104
e 2) =] 2 3 0.97 92 93 97
4 1.01 99 91
5 1.02 96 99
1 0.99 90 93
2 0.96 96 94
=D [Tk 3 3 0.96 96 94 97
4 0.93 104 99
5 0.93 104 99
1 0.89 93 98
2 0.95 98 98
IR 0.5 3 0.95 91 97 97
4 0.94 101 99
5 0.93 100 100
1 0.96 88 92
2 0.94 96 99
= 0.5 3 1.02 96 91 94
4 1.01 97 93
5 1.03 90 9
1 0.92 103 100
2 0.92 97 100
L& 0.5 3 0.98 94 89 96
4 1.02 94 89
5 1.01 99 98
1 0.99 95 95
2 1.00 103 98
K DRH A 0.5 3 1.02 102 102 99
4 0.99 106 104
5 1.00 94 90
1 1.07 92 90
2 1.04 92 93
N 0.5 3 0.98 104 99 96
4 1.01 97 9
5 1.02 99 97
1 1.13 96 98
2 1.15 94 98
43 1 3 1.12 93 97 92
4 1.14 89 86
5 1.11 87 84
1 0.98 98 99
2 0.95 110 109
xHHD 0.5 3 0.96 99 99 100
4 1.02 99 97
5 1.04 93 94
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AMEGAEBRORER 27 n~ b 7T L

A /Av 70 l 77 v ik
80 l 60
[72] [72]
o o
o © 40
B B
B B
E L AR
[ [
| I I “ )x“x}u mm mx x“l““ LM Ilﬂx“ x“ nﬂ” ””l I le
00 110 120 130 140 15.0 00 110 120 13.0 140 15.0
Time, min Time, min
I I WhNEEH
. o URINEE
Bt /"
8000 / {J 3} *’,’
1.5e4
& 6000 a
(&) (&)
2 4000 = 1.0e4
[72] [72]
3 $ 5000.0
z 2000 b= :
90.0 110 120 130 140 15.0 0'%)0.0 110 120 130 14.0 150
Time, min Time, min
| v | I
9990 / 1A 904 / A
8000 1.5e4
8 8
: 6000 ; 1064
@ 4000 >
3 S 5000.0
= 2000 = '
90.0 110 120 130 140 15.0 0'90.0 1.0 120 130 140 150
Time, min Time, min
X120 4OfFKEOSRM 7~ k77 A X121 4OfEMOSRM 7~ 7 A

(m/z395—314)
WINJREE : 0.001 ppm

51

(m/z395—314)
WINREE : 0.002 ppm




I W XIC of +MRM (4 pairs): 395.000/314.000 Da ID: Brotizolam 1 from Sample 53 (e... Max. 140.0 cps]
80 l 7T 7k 100 l 77 7k
60 ®
g g
= 40 5 50
= i
I I “|A i m I l
90.0 1.0 120 130 140 150 90.0 1.0 12 13.0 140 150
Time, min Time, min
I W XIC of +MRM (4 pairs): 395.000/314.000 Da ID: Brotizolam 1 from Sample 57 (... Max. 1815.0 cps|
2804 VAR 1815 S
1500
%2
§ 2.0e4 =3
- - 1000
> =
.a 'a
g 0 g 500
£ £
Oq m ) b aln fuabett N o VYT YY) Ao
00 1.0 120 130 140 150 00 10 120 13.0 140 15.0
Time, min Time, min

I WXIC of +MRM (4 pairs): 395.000/314.000 Da ID: Brotizolam 1 from Sample 54 (.., Max. 2085.0 cps|
G AN W Y R
3 4ed / FRYETA 2000 / FRYETA
3.0e4
@ @ 1500
©  20e4 ©
= = 1000
2 2
09 AMA“. LML A A h Sy AAw pwine Ao AN na Nty NN o
00 M0 120 130 140 150 00 M0 120 130 140 150
Time, min Time, min

22 4OFED SRM 7 v~ 7 F A
(m/z395—314)
WINJREE : 0.003 ppm
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23 BIIOSRM 7~ K7 A
(m/z395—314)
WINIEEE © 0.0005 ppm



TXIC of +MRM (4 pairs): 395.000/314.000 Da ID: Brotizolam 1 from Sample 29 (m... Max. 105.0 cps)

100 A A/ A v

!

(43
o

Intensity, cps

H(Hl Ll W )’ U “ L,

11.0 120 13.0 14.0 150
Time, min

TXIC of +MRM (4 pairs): 395.000/314.000 Da ID: Brotizolam 1 from Sample 107 (... Max. 95.0 cps]

A A /A v
80 l
60
40

2

o

Intensity, cps

l”)mﬂ x{ | )1 Hml“lM ,xn “M

120 13.0 14.0 150
Time, min

ln [

0.0 11.

WXIC of +MRM (4 pairs): 395.000/314.000 Da ID: Brotizolam 1 from Sample 31 |

4000

Max. 4010.0 cps)

VSJIERv s
3000

2000

Intensity, cps

1000

90.0 120 13.0

Time, min

140 15.0

WXIC of +MRM (4 pairs): 395.000/314.000 Da ID: Brotizolam 1 from Sample 109

1815 /

1500

Max. 1815.0 cps)

AR

1000

500

Intensity, cps

i b

120 130
Time, min

00 110

WXIC of +MRM (4 pairs): 395.000/314.000 Da ID: Brotizolam 1 from Samp\e 36 (.

3480
3000

Max. 3480.0 cps)

FEYETRIR

2000

1000

Intensity, cps

90.0 120 13.0

Time, min

140 150

W XIC of +MRM (4 pairs): 395.000/314.000 Da ID: Brotizolam 1 from Sample 114 ...

1920

Max. 1920.0 cps)

PRAEVRI
1500

1000

500

Intensity, cps

peena ahnl | net sy

14.0

AN Nt At

00 110

120 13.0 15.0

Time, min

24 F3OSRMZu~ 7T A5
(m/z395—314)
N : 0.001 ppm
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X 25 1IHHDODOSRM 7 u~< 7 F A
(m/z395—314)

INJEEE  0.0005 ppm




N = Py I Nl EWS N
l 75 vy 00 l 75 e
80
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2 40 z %
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£ ﬂlﬂﬂmﬂ) LR, | 2
i l M “M bl ]ﬂ x HI i k I ”“ xlnn :
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Time, min Time, min
I e
AR WA
4620 / {'J\\le] llih*’,’ 5145 / A "
4000
4000
[72] [72]
S 3000 e
> >
£ 1000 £
900 110 120 130 140 150 ?oo 110 120 130 140 150
Time, min Time, min
| b Y s
Y R FEAEYR IR
5110 K/ PRI 5740 g/ g
4000
a @ 4000
(&) (&)
= =
@ 2000 2 2000
2 2
= =
900 110 120 130 140 150 900 110 120 130 140 150
Time, min Time, min
26 9RXDSRMZua~ 7 J 5 X 27 SIJOSRMZu~ k7T A5
(m/z395—314) (m/z 395—314)
VRINJEEE : 0.0005 ppm INJEEE  0.0005 ppm
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75 kL 77 w7 H
80
2 g 60 l
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ICTLAL | i | Hlml “ ln‘n “lMx l‘ l]]x ﬂ““ “ﬂi m Ml Mllh I
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4945 /M 5460 /
4
w 000 w 4000
S 3000 g
Z Z
@ 2000 2 2000
[0) [0)
= 1000 g
00 110 120 130 140 150 900 110 120 130 140 150
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Time, min Time, min
28 LUARDSRM 7~ k7T A5 K29 KOFAOSRM 7 a~ 7 A

(m/z395—314)
INJEEE : 0.0005 ppm
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(m/z395—314)
INJEEE  0.0005 ppm




QERRAROHEIZBITLREN R v~ F 7T 4

(m/z395—314)

#EFE 0.0005 ppm FH 24

(m/z395—314)

| |
60 l
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FEHES IR TR HMERS IR
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o o
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#EFF 0.0005 ppm F#H 24
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TXIC of +MRM (4 pairs): 395.000/314.000 Da ID: Brotizolam 1 from Sample 29 (m...

Max. 105.0

cps]

80 75 B e 100 l PA /A v s
60 l »
a g
= 40 = 50
=7 =l HH I ) ﬂ HJ !
H“ t “ 0 } } )]l H ‘n} ..
90.0 11.0 120 130 140 150 1.0 120 130 140 150
Time, min Time, min
I WXIC of +MRM (4 pairs): 395.000/314.000 Da ID: Brotizolam 1 from Sample 37 (.. Max. 2265.0 cps|
/ ~hU w2 2265 ~hU w22
4000 TR EYA IR 2000 IR YETA IR
& 3000 & 1500
IT) (&)
Z 2000 21000
@ c
()
£ 1000 £ 500
90.0 1.0 120 13.0 14.0 150 O.SA 11.A ) 120 130 14.0 15.0
Time, min Time, min
I W XIC of +MRM (4 pairs): 395.000/314.000 Da ID: Brotizolam 1 from Sample 38 Max. 1965.0 cps|
5190 / TR 1965 It
FEVEER R FEHEVS IR
4000 ® 1500
2 o
& )
= > 1000
g 2000 @
L ‘GEJ 500
= <
A
gRO.O 110 120 130 14.0 150 90.0 12 0 13.0 14. 0
Time, min Time, min

X 32 FOAFED SRM 7 o~ k7 F A

(m/z395—314)

FEHF 0.0005 ppm FH 24
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@7 7 v 7 EtORFER 72 TICC

I TTIC of +QT: from Sample 6 (honey bk scan +) of Data120125.wiff (Turbo Spray) Max. 1.1e9 cps.
LDRHA 1T HHD
8.0e8 1.00e9
17, w
g 6.0e8 e
Z  4.0e8 l Z 500e8 l
@ 2
£ 20es £
00 5 10 15 0.00 5 10 15
Time, min Time, min
| |
9.5¢8 D REN IR E
8.0e8
8.0e8
w w
S 6.0e8 l g 6.0es l
2 408 = 4.0e8
S S
€ 2.0e8 £ 2.0e8
00 5 10 15 00 5 10 15
Time, min Time, min
| |
1.5€9 2E D 1.5€9 =37
§ 1.0e9 § 1.0e9
Z l Z l
é 5.0e8 é 5.0e8
£ £
00 5 10 15 00 5 10 15
Time, min Time, min
WTIC of +QT: from Sample 9 (egg bk scan +) of Data120125.wiff (Turbo Spray) Max. 5.7e8 cps. I N
_ LU
5.7¢8 I 1.2069
1.00e9
§ 4.0e8 §
= =
2 2068 % 5.00e8 l
5] o
= =
00 5 10 15 0.00 5 10 15
Time, min Time, min
TTIC of +QT: from Sample 1 (milk bk scan +) of Data120125.wiff (Turbo Spray) Max. 6.2e8 cps. I
6.0e8 el I D 55 A
8.0e8
& 4.0e8 l 2 6.0e8
© )
oy Z 4068 l
€ 2068 2 e
£ 2 20e8
00 5 10 15 00 5 10 15
Time, min Time, min

34 77 7@ EO TICC
(ESI+. A ¥ L #iH 50~550 amu)
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4. ZOMORERIERFHC BT 5 95

OFERTHWS ‘“ﬁ7Ai 7y MRORIFIRBSEIC L W IEH BN LT 5855036 5D T,
T OREAES, & D CHERR T
®7H%Y?A®ummmswﬁf\ﬁ%%%%%mﬁ%tt%%y%uTmﬁﬁo

E'A Y (mpz) : 7V I—Y—A 42395 FuXr b4 314

EMEA A (mfz) « 7V —H—A A2 395, FuaX 7 hA 42 316

QBRIEIE I RE S B D5 5E 1w Ly B CBrET 5,

5. BHEFEBIZE T D ENMGERER
BRASEHERE LIS D 2 BEBEIC B\ T BN HRRIERRBR % it L 72, 3ABRIIA 0 0 U SEBR & L C i L,
SR 1 ADE—OWINEEE 1 B 2B, 5 BRSO LT,

1) RABRS:
ORI 1(—UEIEN BB EERT)

a.
LT OO 10 B A H L7,

SR YiiAS! - LUE&

- ZEDREN - EL

0D [l - BBP

- ZUF X BHED (THTT)

CORE - ROFA
A - A—X—=w—lr v b (L UARLSS) B HRTHS

A X =3y MiFE (LUA (kiFEE))

B O RTLER
DA K OWR D A C AIREZRRR Y fEAkE 2 bR . MU —{b L7,
oG D AIREZRIR Y M E A bR X . MU —b L7,
20 JiTfik DRIk L7,
SF D R EE TR Ak LT,
IIRE D B2 Pl E S e rT AR A AN —1b L7z,
L U CakEERE L, MUk L7,
FHRNT BB :i<¥ AL TH LT,
FN BEBRELIIALINEZADETCIRE LT LT,
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B

WS Hik& A= —

T h=hrU PR ERRBR ] 5000 £ | BAH LS (BR)
=3

n-~F Y PR EERRER ] 5000 £ | BAHLE: (BR)
=30

T R PR A LGB 5000 1% | FoYesisE T3 (BF)
=3\

7 h=hrUN LC-MS H BAF LT (BR)

KRR N U o A Kk BAa b (BR)

it |l NURVAVN Rk TG T3 (KR

X LC-MS [ FYCMEE T (B

InertSep C18 X =717 A FeHEE g J—T )P A T A (BR)

InertSep SAX/PSA X =71 7 A

FeHE & 500 mg/500 mg

V=T YA A (BR)

AU+ (BT A b 545)

PGB T (KR)

. PRI
0.1vol% X iz
TER=FU-k (1:1) BIK

CXME lmL ZKTHRL, 1L E LT,
: 7k r=kFU (LC-MS AH) 500 mL 27K 500 mL

EINZ TR L=,
. AR
fEH U7z E oM, A
LA WoE o
MS %EE API4000 Applied Biosystems I
(BHz—bE—H A v A)

LC & Prominence (Bk) S ErT

REDFA Y — | R4 A IFH— BM-=2 (BR) B AIERERERT
. HE SR

LC &M

W IRTANN L-column2 ODS

P X N2 mm, &S 150 mm, B FEE 3 um
=t () AR E R Su

BENEGEHE (mL/min) | 0.20
HEAE (uL) 5
BT LEE (C) 40

BEIH

A ¥ : 0.1vol% X1k
Bk : 7t hr=krVUJ

60




VAN S
R (53) | A (%) | B R (%)
0.0 70 30
15.0 30 70
15.1 0 100
20.0 0 100
20.1 70 30
25.0 STOP STOP
MS St
HEx—F BIREE=2Y 7 (SRM)
A I AbE—F TV 7 b AT —AFAE RV T 1 7E— F (ESIH+)
Colision Gas 8.00 (H{z72L)
Curtain Gas 50 psi
Ion Source Gasl 30 psi
Ion Source Gas2 50 psi
IonSpray Voltage 4500 V
TurbolonSpray Source #HE | 500°C

EBA Ay (mk)

+395—314 (22U 23 = R/LF—33¢V)

EMEA A (mk)

+395—316 (22U 23 = R/LF—33¢V)

PRFFIREE (min)

8.5

D 2N A AR R )

a. #Ukt
PUFOHIRD 10 &2 H L7,
< O - LU&H
- LDREN S b
- D - I
=151 I BHRS (HEE)
RS- - JKDFH A
WAL - A== —y b (H7eE, ZFLUSN) AR w1
A —Fy MRFE (972X (EE), SIFALEERE))
B O FiTALER
DR K OWE O A c ATREZR PR Y BEfE 2 bR & . Ml —{b L7,
ER2)iEN] D ATREZRIR Y N A bR E . M —{b L7,
£ D ik MO —{b L7,
=3} R EE AR A My b LT,
I E D B Wl Z ST Al R A A —{k L7z,
L U DR EBRE L, MUk L7,
FF LRI HHD c KKIEELTH b LT,
I R EBRELINA LIS A A b TLSRA L. B LT,
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AR

e Hik A= —

T =KL PR HGABR A 300 % | FoeAidE T ((BK)
=3

n-~F%H PR AR A 300 i | FOGMIBE T3 (%)
=g

TR PR IR 300 £ | B (BF)
g

TER=FU L LC-MS FOEMSE T3 (BR)

KRR T R U o A Rk RIS (BF)

S (o all NIV ik fliEfbs (BR)

X LC-MS [ FYCMEE T (B

InertSep C18 X =7 7 A FeHEE g J—x LA = A (KR)

InertSep SAX/PSA X =71 7 A

FeHE & 500 mg/500 mg

V=T YA A (BR)

AU+ (BT A b 545)

PGB T (KR)

. PRI
0.1vol% X iz
TER=FU-k (1:1) BIK

CXME lmL ZKTHRL, 1L E LT,
: 7k r=kFU (LC-MS AH) 500 mL 27K 500 mL

Nz TR LT,
. HEE
i L@ oA, s
iU o oo

MS & Quattro Micro 7 F—H — Xt

LC & Alliance 2695 7 F = — At

REDF AP — | XA A4 IFHP— BM-2 (BK) B ARSI ERT
. BB

LC &4

7 A L-column2 ODS

PA X N2 mm, £ 150 mm, R 7R 3 pum
=t () ALY E RIS

BEFEGE (mL/min) | 0.20
HEAE (uL) 5
BT LEE (C) 40

B EhH

A Z : 0.1vol% ¥ iz
Bik: 7Er=FrU L
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VA=A IR
IREfH] (53) | AR (%) | B R (%)
0.0 70 30
15.0 30 70
15.1 0 100
20.0 0 100
20.1 70 30
25.0 STOP STOP
MS 4t
HWEE—R BIRGE=4 U 7 (SRM)
A X MbE—F TV haRTb—A LAk RNYT 4 7E— R (ESI+)
XrY 7 UERE kV) |42
v —2{@E (C) 120
WV (°C) 400

Ji I A7 A

%23, 800 L/Hr

a— A

%3, 50 L/Hr

all) g HA

%=

EBA Ay (mk)

395—314 (a—&EHE 31V, 2V a = RF—:21eV)

EMEA A (mk)

395—316 (2—2FFEMFE:31V, 2 ¥Va = x/F¥—:21eV)

PRFFIREE (min)

11.4
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2) %R
OB
BEREOT T VB R O~ U v 7 ARIEAERIR(E 1 A 1 R ZHE L, SRPRPEZ G L7z, R E &K 49~K 58 1T~ d, F7, X35
~B54 KRB OREN R T T 73 kD SRM 7 v~ F 7 F L, MO REHT I W TIIE ' — 7 OFFA#IFHOHE EEITHE G LT,

# 49 B OFHm (A0 A)

. %E; S | R WiE e — 7 OFF R R I ':Ejf‘*i‘q &Ei;))i‘@
ooy | ©PP | OPD) | g pb) | e S e e
1 0 34390 0 O
2 0 39540 0 O
1 3 0 33710 0 O
4 0 30800 0 O
%; 0.5 1 1 | EERRA 0.5 < 0.333 f g 29222 8 8
2 0 626 0 O
2 3 0 331 0 O
4 0 830 0 O
5 0 880 0 O
TR E & TP SR 7 BT B3 e G R £ JETEA £ oA, (e B < S <RI X8) L2 658) (1T, [+ #EREn5,

%2 SUBFH DRI AS I ST G FERR M1 72 % K D ST L~ N U v 7 A U RV,
*3 WA, BiEE— 7 OFFRFHOHEREICHE ST 255100E TO), #E LARWEAITIE TX) BRREND,

64




# 50 JBIRMOZEAM (G D AENS)

Akt

e = |

JE B
PR SR
(ppb)

FEYEAE
(ppb)

PRI
(ppb)

W% — 7 OFF

AP

A 52 (ppb)

) L E

&R

v — 7 s

A4
AEHa)

RETR
(b)

I EE
(a)/(b)

BRME

2Ef2

LD RERS

0.5

HAE(H

2.0

0

77680

0

67080

66740

62590

62940

1248

1208

1359

1626

N|Bh|WIN|ROWA|W|IN|—

(=) el el ol el el kel el R

1770

O|IO|C ||| |O

O|0|0|0|0|0|0|0|0|0

BESRE D B A (CF D AT i)

Al

E
15373
(ppb)

FEYEfE
(ppb)

TR fE
(ppb)

W% e — 27 OFF

AP

B I (ppb)

e AL e

RS

v — 7 s

A/
ik a)

PR YRR
(b)

[AIFE bE
(a)/(b)

S 3
oz

*3

i

B

2B i fige

0.5

3.0

0

103900

0

123500

101800

95490

103900

1778

1055

2564

2581

N|Bh|WIN[RA|W|IN|—

(=) el fe) el fal el kel fol K]

2592

=l leliel el ol el el el K]

O|0|0|0|0|0|0|0|0|O
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# 52 FIRMEOIAE(D 72 X)

Akt

e = |

JE B
PR SR
(ppb)

FEYEAE
(ppb)

PRI
(ppb)

W% —7 OFF

an

At ek S FZ (ppb)

) L E

&R

v — 7 s

A4
AEHa)

T
(b)

I EE
(a)/(b)

BRME

AL

IIRE

0.5

AR

0.5

it
i
s
7B

0.5

< 0.333

0

17160

0

16240

16320

18680

20280

436

318

442

411

N|Bh|WIN|ROWA|W|IN|—

(=) el el ol el el kel el R

436

O|IO|C ||| |O

O|0|0|0|0|0|0|0|0|0

* 53 BPPEOFHEm (S )

Al

E
15373
(ppb)

FEYEfE
(ppb)

TR fE
(ppb)

W% e — 27 OFF

AP

B I (ppb)

e AL e

RS

v — 7 s

A/
ik a)

PR YRR
(b)

[AIFE bE
(a)/(b)

S
=

*3

i

B

0.5

AR

0.5

it
il
e
7B

0.5

< 0.333

0

20690

0

18940

18170

22140

23240
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322

426
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N|Bh|WIN[RA|W|IN|—

(=) el fe) el fal el kel fol K]

443

=l leliel el ol el el el K]

O|0|0|0|0|0|0|0|0|O
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# 54 JTIRMEOFHM(L UA)

Akt

e = |

JE B
PR SR
(ppb)

FEYEAE
(ppb)

PRI
(ppb)

W% —7 OFF

an

A 52 (ppb)

) L E

&R

v — 7 s

A4
AEHa)

RETR
(b)

I EE
(a)/(b)

BRME

2Ef2

L L&

0.5

AR

0.5

it
i
s
7B
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< 0.333

0

17530

0

18550

19550

21170

20920
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425
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N|Bh|WIN|ROWA|W|IN|—

(=) el el ol el el kel el R
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O|IO|C ||| |O

O|0|0|0|0|0|0|0|0|0

7 55

BRIRME ORI BR D 5 )

Al

E
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(ppb)

FEYEfE
(ppb)

TR fE
(ppb)

W% e — 27 OFF

AP

B I (ppb)

e AL e

RS

v — 7 s

A/
ik a)

PR YRR
(b)

[AIFE bE
(a)/(b)

S 3
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i

B
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AR
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17010

16550

19250
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=l leliel el ol el el el K]
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7 56 BARMEOFHEGEIN)
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FEYEAH
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A e S (ppb) ) L E

1%
%]

v — 7 s

A4
Bk a)

T
(®)

s L
(a)/(b)

BRME

B

0.5

AR

0.5

0

16810

0

16250

16140

19950

19560

RS 0.5 < 0333

it
i

468

366

451

455

N|Bh|WIN|ROWA|W|IN|—
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0
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# 58 BRMEOFHE(LHAHD)

== =N % P % P e 3F P ; S
T B T D e — e I
H B (opb) (ppb) PR eph) | hEke | g | 0| 2777 SRR | mRE | O

(ppb) pp pp ] I = (PP P ?ﬁ‘?{f/l»(a) (b) (a)/(b) ng,ﬂﬁ*g

0 17520 0

20290

15590

18980

17140

[ERZY S 0.5 AFR 0.5

it
i
s
7B

0.5 < 0333
335

316

443

435

N | R [W|IN =N~ [W[N|—
(=) el el ol el el kel el R
S|Oo|O ||| |Oo(Oo|O
O|0]0|0|0]0|0|0|010

469

© B, FBEEOVEERAOFAMN

BB WT 1 B 2, 5 HEOH Lo 2 Tm=10)DFE A2 BHE & Lz, £/2. — i BEOBINIC L0 TR L BNBE2HH Lz,
FER AR 59~68 1T, £, X 35~54 IZHKRELOMREF A 72 TINEEN L OBEHERR O SRM 7 v~ h 7T NERd, BB 1 OBFEIX 79~108%, ff
TTFEEE 1L 2~10RSD% K NEWNHEE 1L 4~11RSD% T~ 7=, F7=. HEEH 2 OEEIL 81~87%. HHTHEIX 3~8RSD% M O=ENKEE 1L 6~14RSD% T
HY., WTNOEEIZBWTHRETOEBIZOWT BEME A Lz,

2B, FOFA, OB, FORFEE OCFFICOW T, IRINEE & ERBRFIBENRLR D720, IRERRBROHEEEZITo72, 25 ORE
DEERAOHETEFEREZFK 69 L N70 12, % SN LLORHPFREREZE 71 KO 72 10T, F72. K 30~33 ICEBBEROHTEIZEIT HFEN 7o~
N7 T NERT, R & b RS E O 2REHI W T SINZ 10 &7 LT,
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# 59 B L OVEBRROFHHCEOTA)
E , mmo|EE |, N % (o0 T EHN
s | oma | B e pme | g R SaON o7 3 [ et INA
(ppb) (ppb) (ppb) | FEAE" P 18 X i)y 2 | n=1 | n=2 | () (RSD%) | (RSD%) | Max. | Min. | “F-2fi
1 26754 1097 0.999 90 90
2 21537 2463 0.998 91 97
1 3 23354 -111 0.998 93 100 94 4 8 - - -
4 13719 -540 0.998 86 83
e 5 12439 -424 0.999 101 106
RO 05 ! ! * 1 343 -6 0.998 76 74
2 336 5 0.999 80 81
2 3 183 -7 0.998 87 90 83 3 7 - - -
4 422 23 0.999 85 90
5 462 2 0.998 83 87
60 ELE R & OVE RO RO IR
T Ul wm- e s TR I (%) | g PEeT =N SIN Lt
‘i BRSR (onb) RE | [RAD - A %) KoL KR .
(ppb) pp (ppb) | FEAE | 7 fiH % i)y r2f | n=1 | n=2 | (RSD%) | (RSD%) | Max. | Min. | J-¥JfE
1 26602 828 1.000 93 103
2 21326 2641 1.000 104 100
1 3 22949 265 0.999 106 103 96 4 9 - - -
4 14037 -1455 0.999 95 93
5 13634 -1090 0.998 82 86
FORaL 0-5 2 2 i 1 338 -45 0.998 91 97
2 311 -7 0.999 84 83
2 3 432 -184 0.993 80 80 86 3 7 - - -
4 442 -42 0.999 84 88
5 497 -18 0.999 89 84




61 HJE R R OVE RBRI O FEA (2 o R i)
s I L S A UCE 96 | g | DFT | %P SNt
B ih FR SR (opb) RE | [RAD - H - - %) K S .
(ppb) pp (ppb) | FEfHE | i = iy r2f | n=1 | n=2 1 (RSD%) | (RSD%) | Max. | Min. | “FHf#
1 26055 1465 0.999 92 96
2 22460 -646 0.998 97 102
1 3 23752 -2595 0.999 101 104 99 3 5 - - -
4 13529 292 0.999 93 95
- 5 12590 -920 0.999 100 105
RO 05 3 3 ) 1 320 -56 1.000 78 76
2 160 7 0.999 72 79
2 3 432 56 0.999 84 74 83 7 12 - - -
4 443 17 0.999 96 99
5 474 -88 1.000 95 81
62 B, FEKOERERBROFHME(S 72 X)
T Ul wm- e s TR I (%) | g PEeT =N SIN Lt
R ihs PR (onb) R | BRAD " H %) 1 ¥ )
(ppb) pp (ppb) | FEAH™ = fH= i) r2f€ | n=1 | n=2 | (RSD%) | (RSD%) | Max. | Min. I fE
1 18704 1 0.999 94 96
2 12957 475 0.999 86 91
1 3 12764 -468 0.999 102 103 98 2 9 69 45 57
4 16121 -282 0.999 110 113
- . 5 17927 -101 1.000 96 95
DIRE 05| AR 05 1 464 2 0999 7| 79
2 348 4 0.999 79 78
2 3 456 -9 0.999 82 73 81 5 7 110 47 78
4 400 19 0.999 82 87
5 456 10 0.999 84 89
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F 63 FLE. KE R OVERRAOTm(S )
s I L S A UCE 96 | g | DFT | %P SNt
B ih FR SR (opb) RE | [RAD - H %) K S .
(ppb) pp (ppb) | FEfHE | i = iy r2f | n=1 | n=2 1 (RSD%) | (RSD%) | Max. | Min. | “FHf#
1 18704 1 0.999 116 109
2 12957 475 0.999 99 105
1 3 12764 -468 0.999 110 99| 108 5 6 48 49 49
4 16121 -282 0.999 119 109
5 17927 -101 1.000 111 106
t . Nid .
si 05 | A 05 1 306 6| 0997] 94| sl
2 336 -2 0.999 80 83
2 3 438 2 0.999 80 85 86 7 7 38 34 36
4 420 -6 0.998 94 90
5 436 -3 0.998 93 80
F 64 EHFE, KEKROERERBROFHH(L T AH)
R Ul ?ﬁj}n R s TR I (%) | g BFA7 EXg SIN k.
R ihs PR (onb) R | BRAD " H %) 1 ¥ )
(ppb) pp (ppb) | FEAH™ = fH= i) r2f€ | n=1 | n=2 | (RSD%) | (RSD%) | Max. | Min. I fE
1 18704 1 0.999 97 107
2 12957 475 0.999 95 89
1 3 12764 -468 0.999 91 95 97 5 6 98 58 78
4 16121 -282 0.999 98 104
. 5 17927 -101 1.000 93 101
LT 0.5 A 0.5 1 441 -10 0.999 83 100
2 326 -5 0.999 83 83
2 3 423 3 0.999 74 85 85 8 8 48 63 55
4 397 6 0.999 90 91
5 446 -10 0.999 85 81
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# 65 EE. FEE K OVEERFOFEAR KOG A)
s I L S A UCE 96 | g | DFT | %P SNt
ek | WA || | R0 | | E T Ty | | ,
(ppb) pp (ppb) | FEfHE | i = iy r2f | n=1 | n=2 1 (RSD%) | (RSD%) | Max. | Min. | “FHf#
1| 18704 1] 0999 87 90
2 | 12057 475 0999 90| 83
13| 12764 -468] 0999 100 101| 91 3 9 55 | 42 48
4 | 16121 282 0999 96| 99
» N 5 1 17927 -101| 1.000| 83| 83
R D5 A 05 | A& | 05 1 359 71 0.999 81 83
2 355 7] 1000 89| 84
2| 3 469 34| 0998] 88| 83| 87 4 6 o1 | 45 68
4 413 3] 1000 95| 87
5 425 30 0999 93] 91
266 EBEFE, R K OVE RR R O (EEIR)
T Ul wm- e s TR I (%) | g PEeT =N SIN Lt
it PR 57 (onb) BE | [RHRO - H %) R ¥ .
(ppb) pp (ppb) | FEAH™ > fiF = i)y r2fi | n=1 | n=2 | (RSD%) | (RSD%) | Max. | Min. SEYIAE
1| 12854 428 0999 87| 94
2 | 12764  468| 0999 105] 86
13| 12700 57 0998 83 76| 90 10 1 47 | 57 52
4| 16121 282 0999 92| 105
_ 5 1 17927  -101] 1000 81| 95
HaoR 05 | AR ) 05 1 448 6| 0999 92| 87
2 363 ol 099 8| 75
2|3 446 3 0999 86| 83| 85 5 6 67 | 48 58
4 432 8| 0999 86| 89
5 439 21 0999 81 88
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67 EHJE OFEE K OVEZRROFHm (4R
s I L S A UCE 96 | g | DFT | %P SNt
Bt PR (opb) RE | BRBAD " H - - %) R S :
(ppb) pp (ppb) | FEfHE | i = iy r2f | n=1 | n=2 1 (RSD%) | (RSD%) | Max. | Min. | “FHf#
1 21537 2463 0.998 86 89
2 23354 -111 0.998 87 90
1 3 13719 -540 0.998 91 88 89 3 4 - - -
4 12439 -424 0.999 92 97
o 5 12546 101 0.998 84 90
L 05 ! ! ) 1 365 103 0.997 95 92
2 385 -43 1.000 77 83
2 3 429 -1 0.999 82 81 86 4 7 - - -
4 466 -10 0.999 89 84
5 478 -39 0.999 87 90
# 68 HJE, HE KL OVERRAOFMm(LH D)
T Ul wm- e s TR I (%) | g PEeT =N SIN Lt
Biht PR (onb) RE | BBRAO - §] %) i S 5 B .
(ppb) pp (ppb) | FEAH™ = = i)y r2fi | n=1 | n=2 | (RSD%) | (RSD%) | Max. | Min. | J-¥JfE
1 22636 1105 1.000 76 74
2 23882 -249 1.000 80 76
1 3 12854 428 0.999 76 77 79 3 6 66 62 64
4 12764 -468 0.999 83 87
5 12700 -57 0.998 82 84
1THHD 0.5 AR 0.5 1 208 o 0.999 3 o1
2 342 -13 0.999 80 84
2 3 474 =27 0.999 103 112 87 8 14 72 45 58
4 445 -6 1.000 81 85
5 450 -8 1.000 86 72
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# 69 EEMRAOHETEHRER 1)

e ; FEYE v — 7 TR SERfE
ER e | L : SIN
s | RRE B | e MUESSAe PR o
wpb) | PP ooy | BE 5y I - B[S
(mg/L) n=1 n=2 A n=1 n=2 S| n=1 | n=2 | (%)
EDREA | 0.5 1 1 0.001 0 16070 | 16820 | 16445 | 16140 | 16350 | 16245 | 50 | 68 | 101 | 59
EORERF | 05 2 2 | 0.001 0 18130 | 18590 | 18360 | 17870 | 17660 | 17765 | 106 | 75 | 103 | 90
ORI | 05 3 3 | 0.001 0 17820 | 18260 | 18040 | 17090 | 16650 | 16870 | 87 | 93 | 107 | 90
3L 0.5 1 1 0.001 0 17510 | 16070 | 16790 | 16560 | 16390 | 16475 | 54 | 43 | 102 | 49

*1 PUBHE R RS A Y T 2 A A MER TR IR
*2 T T EEE LIV E,
*3 < b v 7 ARIEERE O BAE YRR 2 B =7 miEO . (%),

F 70 EERAOHETEFER 2)

. ; P v — 7 mhifg S fiE
ERE e | P v : SIN
g | RR B | e MUEESAe PRI o
wop) | PP | ppby | BE | o5y YR 8 H? | SN
(mg/L) n=1 n=2 LY n=1 n=2 Y | n=1 | n=2 | (%)
EOfFA| 0.5 1 1 0.001 0 456 466 461 434 447 441 60 | 70 | 105 65
FOfEN | 05 2 2 0.001 0 402 422 412 410 420 415 70 64 99 67
O | 0.5 3 3 0.001 0 436 429 433 421 428 425 | 118 | 79 | 102 98
A 0.5 1 1 0.001 0 440 439 440 436 444 440 | 217 | 76 | 100 147

*1 PUBHE R RS A Y T 2 A A MER IR IR
*2 7T R E LG IWIZE,
*3 < b v 7 ARIEERE O BAE IR o B =7 miEO . (%),

75




# 71 S/N B HEEE 1)

SNIE | L Max, n=1 Min, n=2 SN H
eas | kwn | BE? AR P
wg | el p e lmgle | D] S | N Du| [l | D] S | N [ Max, [ Min
n=1 | n=2
£ DfHA FEEHE 0.001 | 3328 | 160 0| 80| 3296| 3216| 64| 3460 | 124| 0| 62| 3435| 3373| 50 50| 68
£ DRE FEEHE 0.001 | 3800 | 88| 0| 44| 3782 | 3738 | 35| 3664 | 120| 0| 60| 3640 | 3580 | 48| 106| 75
2D i fik FEEHE 0.001 | 3676 | 104| 0| 52| 3655| 3603 | 42| 3632 | 96| 0| 48| 3613 | 3565| 38 87| 93
I wOnEER | 0.001 | 3432 | 176 0| 88| 3397| 3309| 70| 1796 | 76| 0| 38| 1781 | 1743 | 30 47 57
43 FEHE 0.001 | 3556 | 160| 0| 80| 3524 | 3444 | 64| 3452 | 192| 0| 96| 3414| 3318 | 77 54| 43
EHAo | WEREE | 0.001 | 1948 | 72| O] 36| 1934| 1898 | 29| 2772 | 108 | 0| 54| 2750 | 2696 | 43 66| 62
I E WOEREE | 0.001 | 3496 | 124 | 0| 62| 3471| 3409| 50| 2072 | 112| 0| 56| 2050 | 1994 | 45 69| 45
=0T wECEE | 0.001 | 4012 | 200 0| 100 | 3972 | 3872 80 | 2204 | 108 0| 54| 2182 | 2128 | 43 48 49
L UH WONEREE | 0.001 | 4004 | 100| O] 50| 3984 | 3934| 40| 2008 | 84| 0| 42| 1991 | 1949 | 34 98 58
BomE | #nEkEk | 0.001 | 2176 | 96| 0| 48| 2157| 2109 | 38| 2940 | 168 0| 84| 2906 | 2822 | 67 550 42
*] Dmax : B —727 O Kl C: /A AXDOHIE (E1 & E2 O FEHE A )
El: /A XD KA D:bv—27 by
E2 : /A XD/ M S: E—rEE
N: /A XtgE

*2 PURHPRENERRFFALIZ R D LT Lo~ MU v 7 ARIMEHERIE OB,
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# 72 S/N B H RS 2)

SNIE | L Max, n=1 Min, n=2 SN H
eas | kwn | BE? AR P
wg | el p e lmgle | D] S | N Du| [l | D] S | N [ Max, [ Min
n=1 | n=2
FDOfHA FEEHE 0.001 | 3050 | 184 | 63| 124| 3026| 2902 | 48| 3410 | 191 | 74| 133 | 3387 | 3254 | 47 60| 70
£ DRE FEEHE 0.001 | 2430 | 151 | 69| 110 | 2414 | 2304 | 33| 2760 | 167 | 65| 116 | 2740 | 2624 | 41 70| 64
25D [T ik FEEHE 0.001 | 2790 | 122 65| 94| 2779 | 2685| 23| 3030 | 157| 65| 111| 3012 | 2901 | 37| 118 79
I WOEER | 0.001 | 2640 | 162 | 69| 116 | 2621 | 2506 | 37| 1840 | 152| 62| 107 | 1822 | 1715| 36 67| 48
43 FEHE 0.001 | 3210 | 98| 62| 80| 3203 | 3123 14| 2620 | 141 | 59| 100 | 2604 | 2504 | 33| 217| 76
EHHo | WEEE | 0.001 | 3420 | 191 | 77| 134| 3397 | 3263 | 46| 1970 | 166| 63| 115| 1949 | 1835| 41 72| 45
IR E whEREL | 0.001 | 2690 | 117 | 58| 88| 2678 | 2591 24| 2110 | 171 66| 119 | 2089 | 1971 42 110 47
=l wEEE | 0.001 | 1800 | 162 | 52| 107 | 1778 | 1671 | 44| 1870 | 199 | 72| 136 | 1845| 1709 | 51 38 34
L UH WOEREE | 0.001 | 2520 | 190 | 67| 129| 2495 | 2367 | 49| 2070 | 142 | 64| 103 | 2054 | 1951 | 31 48 63
KORA | #NECEE | 0.001 | 2760 | 139 | 66 | 103 | 2745 | 2643 29| 2060 | 171 | 65| 118 | 2039 | 1921 42 91 45
*] Dmax : B"— 27 O KA C: /A AXDOHIE (E1 & E2 O FEHE A )
El: /A XD KA D:tv—27 hy/
E2 : /A XD/ M S: E—rEE
N: /A XtgE

*2 PURHPRENERRFFALIZ R D LT Lo~ MU v 7 ARIMEHERIE OB,
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@FBI~ Y v 7 ZADRE DR

WINENGRER 2351 2 [ELER 100%H S IRE O~ b U v 7 ARIMEAREEIK & REAEERIR OWPERE RS B~ N U v 7 2ORIE~O % T
L7, ERAEE TI~RIRT, 7. &7 T 7R OMFEM 7 TICC 21X 63 KON 64 12757,

BERE 1 O STRBHZ B W T E — 7 mFE S 1.16~1.24 L7 @~ R U » 7 AEEREO b3, ¥ 63 O TICC IZBWTIET vesF Y 7 A0 —
I~ B Y v 7 ZADE— 7 3B SN TR o Tz, £ 83~85 12~ MU v 7 ABTHIE LI-AREORINEREZ RS, #B 1 o S TREoMiE
B OREILERIT 80~101%& 72 V) | AERTOEIIEO9I~119%) M E < Ro T RINIE~ N Y v 7 ZABIC L D 6 0 LR Sz,

K73 W~ b v 7 ADMATE~ORBC O A)

R W | Sl A
sougy | V] PEIEIRC ‘\Hw S
B FR SR R I Hl _._. < MU v 7 AN HEIR VA IR HEYR R v—
(ppb) (bpb) (ppb) (mg/L) = 777 i f b2
n=1 n=2 e n=1 n=2 N g
1 0 33020 | 33550 | 33285| 33880| 33720 33800| 0.98
2 0 39540 | 37900 | 38720 | 37840| 38770| 38305| 1.01
113 0 33710 | 33950 | 33830 | 32600 | 32660 | 32630| 1.04
4 0 30800 | 31920 | 31360 | 30690 | 30330 30510 1.03
” 5 0 29440 | 32180 | 30810| 30880 | 32740 31810| 0.97
FOBA |05 1 1 0.002 1 0 632 654 643 665 670 668 | 0.96
2 0 626 645 636 679 688 684 | 093
213 0 331 312 322 354 354 354 091
4 0 830 841 836 867 896 882 | 095
5 0 880 880 880 944 911 928 | 0.5
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# 74 KB~ N U v 7 ZOWPE~DEBECEDIEN)
ER FEUEME ?ﬁm ’%ﬁ%ﬁ 4% - - Fﬁjﬁﬁ% : ——
B ih FR SR (opb) R RN " H P ¢ U w7 AUSHIREHEA R PRI VYRR v—
(ppb) | PP (ppb) | (mgL) |~ 7 n=1 n=2 | V¥ | n=1 | n=2 | T | mifike
1 0 77680 | 76480 | 77080 | 75450 | 73680 | 74565| 1.03
2 0 67080 | 64170 | 65625 | 62360| 65260 | 63810 1.03
113 0 66740 | 75240 | 70990 | 68970 | 69660 | 69315| 1.02
4 0 62590 | 66520 | 64555 | 60500 | 66010 | 63255| 1.02
= 5 0 62940 | 58380 | 60660 | 63130| 62560 | 62845| 0.97
FOMY | 05 2 2 0.004 1 0 1248 1301 1275 1267 1337 1302 |  0.98
2 0 1208 1232 1220 1270 1306 1288 | 0.95
213 0 1359 1618 1489 1501 1789 1645 |  0.90
4 0 1626 1642 1634 1748 1805 1777 | 0.92
5 0 1770 1849 1810 2009 2057 2033 | 0.89
#£75 Eh~ N U v 7 ZAORIE~DEEAO TR
ER FLEME ?ﬁm E‘,—i\i‘@?ﬁi& % - 5 \to:ﬁﬁ% ) S
it 15378 R P E* H| _._. <~ N v 7 AR RESIR VA IR RS R v—7
(ppb) (bpb) (ppb) (mg/L) . 777 _ _ ——s - — — R 2
n=1 n=2 LY n=1 n=2 Sy R
1 0 104000 | 104300 | 104150 | 99320 | 99440 | 99380 | 1.05
2 0 123500 | 120300 | 121900 | 119800 | 111500 | 115650 | 1.05
1]3 0 101800 | 103900 | 102850 | 100100 | 101200 | 100650 | 1.02
4 0 95490 | 96270 | 95880 | 93190 | 93560 | 93375| 1.03
" 5 0 103900 | 106500 | 105200 | 96350 | 109600 | 102975 | 1.02
FORE |05 3 3 0.006 1 0 1778 1904 1841 1868 1809 1839 |  1.00
2 0 1055 1055 1055 948 958 953 | 1.11
213 0 2564 2629 2597 2681 2744 2713 | 0.96
4 0 2581 2509 2545 2681 2679 2680 | 0.95
5 0 2592 2652 2622 2738 2893 2816 | 0.93

~
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#76 B~ N v 7 ZOME~OEB(S 77 X)

ER | ey | W) BRI L
B ih FR SR R RN Hl _._. ~ bV v 7 ATRIEAERIR PRI VPRI v—7
(ppb) (bpb) (ppb) (mg/L) . 77¥7 _ _ ——s - — — R 2
n=1 n=2 LY n=1 n=2 Sy R
1 0 17520 | 17100 | 17310] 17190 | 17660 | 17425| 0.99
2 0 16240 | 17080 | 16660 | 17380| 16980 | 17180| 0.97
113 0 16320 | 17510 16915| 16000| 16960 | 16480| 1.03
4 0 18680 | 18200 | 18440 | 18470 | 16340| 17405| 1.06
e 5 0 20280 | 19600 | 19940 | 19500 | 18450 | 18975| 1.05
D723 0-5 TR |05 0.001 1 0 436 429 433 469 490 480 |  0.90
2 0 318 343 331 351 360 356 | 093
2|3 0 442 407 425 449 456 453 | 094
4 0 411 425 418 413 427 420  1.00
5 0 436 446 441 464 469 467  0.95

#7717 B~ FY v 7 ZAOWRE~DEE(ST)

ER | gy | | BRI Sk L1 S

R ihs 15373 R P Hl _._. < MU v 7 AT HERIR VA IR MEYR R vz

(ppb) (ppb) (ppb) (mg/L) A 77¥7 — — AL _ _ U1 T & HE 2
n=1 n=2 s n=1 n=2 N H

1 0 20670 | 20680 | 20675| 17790 | 17090 | 17440 1.19

2 0 18940 | 19900 | 19420| 17060 | 16360 | 16710 1.16

113 0 18170 | 18130 | 18150 | 15300 | 14070 | 14685 1.24

4 0 22140 | 23470 | 22805 | 18260 | 20290 | 19275 1.18

N 5 0 23240 | 20810 | 22025| 18010 | 18120| 18065 1.22

2 0-5 T 0-5 0.001 1 0 303 284 294 294 320 307  0.96

2 0 322 322 322 334 324 329 | 0.98

213 0 426 397 412 428 443 436| 094

4 0 410 411 411 413 402 408 1.01

5 0 443 423 433 421 432 427 1.02

oo
S




#78 @b~ FY v 7 20[E~DOEE(L L)

ER | ey | W) BRI L

B ih FR SR R RN Hl _._. ~ bV v 7 ATRIEAERIR PRI VPRI v—7

(ppb) (bpb) (ppb) (mg/L) . 77¥7 _ _ ——s - — — R 2
n=1 n=2 LY n=1 n=2 Sy R

1 0 17530 | 18580 | 18055| 17600 | 16850 | 17225| 1.05

2 0 18550 | 17830 | 18190| 17890| 17810] 17850| 1.02

113 0 19550 | 17940 | 18745| 17620| 17930| 17775| 1.05

4 0 21170 | 19680 | 20425| 18580| 18820| 18700| 1.09

. 5 0 20920 | 19470 | 20195| 17650 | 17620| 17635| 1.15

LLa 0-5 TR |05 0.001 1 0 502 462 482 425 410 418 ] 115

2 0 321 333 327 316 315 316  1.04

2|3 0 425 403 414 427 401 414 1.00

4 0 415 438 427 405 411 408 |  1.05

5 0 430 475 453 437 465 451  1.00

£79 W~ b v 7 ADMRTE~OBIR D A)

ER | gy | | BRI Sk L1 S

R ihs 15373 R P Hl _._. < MU v 7 AT HERIR VA IR MEYR R vz

(ppb) (ppb) (ppb) (mg/L) A 77¥7 — — AL _ _ U1 T & HE 2
n=1 n=2 s n=1 n=2 N H

1 0 18270 | 17800 | 18035| 17920| 17680| 17800 1.0l

2 0 17010 | 16470 | 16740 | 16430 | 16280 | 16355| 1.02

13 0 16550 | 17130 | 16840 | 16980 | 16680 | 16830| 1.00

4 0 19250 | 20390 | 19820 | 19330 20680 | 20005| 099

n . 5 0 19740 | 20260| 20000 | 19810 21090| 20450 098

WO | 0.5 | AR | 05 | 0.001 1 0 358 383 371 371 350 361  1.03

2 0 335 327 331 346 352 349|095

2 |3 0 422 408 415 436 408 22| 098

4 0 389 401 395 408 441 45| 093

5 0 457 413 435 424 441 33| 101

oo
—_—




#£80 B~V v 7 ZAOHIE~DEEGEIN)

ER | ey | W) BRI L

B ih FR SR R RN Hl _._. ~ bV v 7 ATRIEAERIR PRI VPRI v—7

(ppb) (bpb) (ppb) (mg/L) . 77¥7 _ _ ——s - — — R 2
n=1 n=2 LY n=1 n=2 Sy R

1 0 17670 | 17390 | 17530| 16080 | 17270| 16675| 1.05

2 0 16250 | 16230 | 16240 | 16420| 16450 | 16435| 0.99

113 0 16140 | 15930 | 16035| 16510| 16500| 16505| 0.97

4 0 19950 | 18670 | 19310 | 20080 | 19990 | 20035| 0.96

e 5 0 19560 | 19760 | 19660 | 20780 | 17770 19275| 1.02

ol 0-5 TR |05 0.001 1 0 468 424 446 430 417 424 1.05

2 0 366 376 371 366 368 367 101

2|3 0 451 454 453 434 430 432 1.05

4 0 455 419 437 447 447 447 098

5 0 433 435 434 449 457 453 | 0.96

#81 Wbt~ b U v 7 AOPE~DFECET)

ER | gy | | BRI Sk L1 S

R ihs 15373 R P Hl _._. < MU v 7 AT HERIR VA IR MEYR R v—

(ppb) (bpb) (ppb) (mg/L) . 777 - - St - - A TR L2
n=1 n=2 s n=1 n=2 N H

1 0 33940 | 33800 | 33870 | 33600 | 33740 | 33670 1.01

2 0 44130 | 45030 | 44580 | 42420 | 41570 | 41995 1.06

113 0 31520 | 32660 | 32090 | 30640 | 33880 | 32260 | 0.99

4 0 29880 | 30880 | 30380 | 30680 | 31620| 31150| 0.98

ss, 05 ) ) 0.002 5 0 33900 | 32600 | 33250 | 34790 | 34170 | 34480 | 0.96

1 0 839 886 863 834 861 848 1.02

2 0 755 753 754 721 773 747 1.01

213 0 868 893 881 868 892 880 1.00

4 0 903 913 908 898 932 915|  0.99

5 0 892 911 902 918 938 928 | 0.97

o]
N




#82 B~ hMU v 7 ZAOHE~DEE(IH D)

ER | ey | W) BRI L

B ih FR SR R RN Hl _._. ~ bV v 7 ATRIEAERIR PRI VPRI v—7

(ppb) (bpb) (ppb) (mg/L) . 77¥7 _ _ ——s - — — R 2
n=1 n=2 LY n=1 n=2 Sy R

1 0 17540 | 16500 | 17020| 17720| 17370 | 17545| 0.97

2 0 20290 | 19540 | 19915| 19270 19750 | 19510 1.02

113 0 15590 | 16870 | 16230 | 15520| 15630 | 15575| 1.04

4 0 18980 | 19090 | 19035 19030 | 18350| 18690 | 1.02

5 0 17140 | 17460 | 17300 | 16540 | 17910| 17225| 1.00

FHH5 ) 05 A )05 0.001 1 0 335 337 336 306 296 301 112

2 0 316 321 319 321 344 333 0.96

2|3 0 443 458 451 441 441 441 1.02

4 0 435 444 440 435 464 450 |  0.98

5 0 469 428 449 444 424 434 1.03

&3




£83 < 1Y s AMECHE LEEGECEORR. 4 OB R 0o ITi)
1« AT
i W | e | gy | €2 R e T
(ppb) ke =1 = (%)
1 0.98 91 91
2 1.01 90 9%
1 3 1.04 90 9% 93
4 1.03 84 81
" 5 0.97 105 110
FOmA ! 1 0.96 79 77
2 0.93 86 87
2 3 0.91 9% 99 89
4 0.95 90 95
5 0.95 83 92
1 1.03 90 99
2 1.03 101 97
1 3 1.02 103 101 95
4 1.02 923 92
_ 5 0.97 85 89
ORI 2 1 0.98 93 99
2 0.95 88 88
2 3 0.90 88 89 923
4 0.92 92 95
5 0.89 100 95
1 1.05 88 92
2 1.05 92 97
1 3 1.02 99 102 95
4 1.03 91 92
N 5 1.02 98 103
FONE 3 1 1.00 78 76
2 111 65 71
2 3 0.96 88 77 85
4 0.95 101 105
5 0.93 102 87

84




K84 <V v s AR

THIEL7ZEINE(D 72 &, SiF. LEAKOEOFA)

1« AT
i W | e | gy | €2 R e | T
(ppb) ke (%)
n=1 n=2
1 0.99 94 97
2 0.97 83 94
1 3 1.03 99 100 9%
4 1.06 104 106
L 5 1.05 92 90
e 05 1 0.90 81 87
2 0.93 85 84
2 3 0.94 87 78 85
4 1.00 83 87
5 0.95 83 94
1 1.19 98 92
2 1.16 85 90
1 3 124 89 80 91
4 118 101 92
5 122 91 87
=S¥ 05 1 0.96 99 85
2 0.98 81 85
2 3 0.94 85 90 88
4 101 93 89
5 1.02 91 79
1 1.05 92 102
2 1.02 93 87
1 3 1.05 86 90 91
4 1.09 9 9%
\ 5 115 81 88
LT 05 1 115 72 87
2 1.04 80 80
2 3 1.00 74 85 82
4 1.05 86 87
5 1.00 84 81
1 101 86 89
2 1.02 83 81
1 3 1.00 100 101 91
4 0.99 97 100
n 5 0.98 84 85
BROTHA 05 1 1.03 79 80
2 0.95 94 88
2 3 0.98 9 84 89
4 0.93 102 93
5 1.01 93 91
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#85 ~ MU v R

THIE L 72 [EERCEO AL, “FO RN KO D AThi)

o SIS 4
VAN 35S , v — 7 g - L
Ny WIHRES | e | g N R e BAR
(ppb) kb (%)
n=1 n=2
1 1.05 82 89
2 0.99 106 87
1 3 0.97 86 79 91
4 0.96 96 109
L 5 1.02 79 93
o 0.5 1 1.05 88 82
2 1.01 82 74
2 3 1.05 82 79 84
4 0.98 87 91
5 0.96 84 92
1 1.01 86 88
2 1.06 82 84
1 3 0.99 91 89 90
4 0.98 94 100
B 5 0.96 87 93
AEE ! 1 1.02 94 90
2 1.01 76 83
2 3 1.00 82 81 86
4 0.99 90 84
5 0.97 90 92
1 0.97 78 77
2 1.02 78 74
1 3 1.04 73 74 78
4 1.02 82 85
5 1.00 81 84
®) .
5% 0.5 1 1.12 70 82
2 0.96 83 87
2 3 1.02 101 109 85
4 0.98 83 87
5 1.03 83 70
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a IINEINGERBRORERZR 7 v~ b7 T L0 1)
n n

24 24
_18 J7“?‘/7%ﬁ*ﬂr S8
Z 2
:
212 AL
8 w

6 6

A A/ A v

LT I

6.0 1.0 9.0 10.0 1.0 6.0 1.0 8.0 9.0 10.0 11.0
Time, min Time, min
] [ ]
9000 J J
2. 4e4 R
— . A —_ AN
5750 wmEEE 2 “
) 2. 8o4
—+
<5000 =
8 B1.2e4
2500 6000
0 0
6.0 1.0 8.0 9.0 10.0 11.0 6.0 1.0 8.0 9.0 10.0 11.0
Time, min Time, min
| | |
T, 5 5 VAR
8000 FEHEVRIR 22. 4ed TEAEVRIR
3 2,
g6000 <
= ol. 6ed
= @
<4000
2
8000
2000
0 0
6.0 1.0 8.0 9.0 10.0 11.0 6.0 7.0 8.0 9.0 10.0 11.0
Time, min Time, min

35 OO SRM 7 v~ k7T A
(m/z 395—314)
WINREE : 0.001 ppm
(B&BE 1)
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X 36 FOAFNED SRM 7 a~ 7T A

(m/z395—314)

WINYREE : 0.003 ppm

(F&BI 1)
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16 TITIREE A/ 5
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o @
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= ~3000
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Time, min Time, min
| | |
2.0e4 J 8000 J
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.5.1 - Ged FEYEVR IR 56000 PRIEAIR
o S
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g 24000
8000 o
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4000 L 2000
0 0
6.0 7.0 8.0 9.0 10.0 11.0 6.0 7.0 8.0 9.0 10.0 11.0
Time, min Time, min
X137 4OHEMO SRM 7 < 77 A X138 4FHOSRM 7 u~ 7T A

(m/z395—314)
WINREE : 0.002 ppm
(PR 1)
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(m/z395—314)
WAINYREE : 0.001 ppm
(B&BE 1)



sdo ‘A11susiu]

o 7w ® 75 Rk
= 9 \l’ 32 ‘l'
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— _1600
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2, 1200
< 800 =
8 2 800
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[ | 1 J
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1600 51600
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800 € 800
400 400
0 0
6.0 7.0 8.0 9.0 10.0 11.0 6.0 7.0 8.0 9.0 10.0 11.0
Time, min Time, min
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Blank beef
Brotizolam_20150508_27 MRM of 2 Channels ES+
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00T Z g 3 400
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00 IR
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8.00e3
11.46 /
<
0 10.00 11.00 1200 13.00 Time
100%STD 2.0ng/mL
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100 fEAEYSIR 8.00e3
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2
0 10.00 11.00 12.00 13.00 Time
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Blank fat
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Blank liver
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Blank egg
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Blank honey
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Blank EEL
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Blank salmon
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Blank clam
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Blank pork
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Blank beef
Brotizolam_20150512_08

Y 75 gk

MRM of 2 Channels ES+
395 > 314 (Brotizolam 314)
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Blank fat
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LC-MS/MS Z W= &/KEMT O T aF VT 5lBRiEZBE L, 70F Y 7052007 b KR n-~FH (1:1) B (F., IIENEH
HODLETT ' F=FrU L) THH L, InertSepC18 S =477 A (1g) & InertSep SAX/PSA (500 mg/500mg) < =1 7 A CHEL (FhR, ABRA. Rl
KOS O G A I IE AT CH R =~ F L~ DR K T & h = R U W/ ~FH SR CORIE A BMNT %) L, LC-MS/MS THllE L7,
MEIGAEROFER, 10 BMIZBIT 57 0T Y 7 AOEKEIFE 89~105%, DHTHEEIX 1~4RSD%., WKL 2~8RSD% Th - 7=, AllRiLDE &
FRALIE, 0.0005 mgkg ThH 5,

BEEARE (42 3HEENIC I 1T D IEEEMEERER D £ & 0% 3K 86 (T, BRI 1T D5 RIZEE 79~108%. DHTHEE 1 ~10RSD%, = NIEE 2~ 14RSD%
OHEPHATH Y, 2 TOHEBIZ OV T HEEZM - L,

Mo T, ARBRIEICL Y, SKEHTOT 0F T L% 0.0005mgke (CEBFEE) CTHRERBS O TLZLNAMMETH D kLT,
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# 86 BEHERAICH T DHGERBRR R E L O

v | o - . B L
&5 B | e | f#n \;m . \ﬁm ”@w . gm \;m . \ﬁm ”@w
(ppb) (o0b) %) ¥ T ) T ¥ %) ¥ T % ¥ 5

(RSD%) | (RSD%) (RSD%) | (RSD%) (RSD%) | (RSD%) (RSD%) | (RSD%)

DA 1 70~120 | 30> 35> 89 4 4 94 4 8 83 3 7
ER2liE ] 2 70~120 | 25> 30> 97 4 5 96 4 9 86 3 7
2D FFi: 3 70~120 | 25> 30> 92 3 3 99 3 5 83 7 12
I N s 0.5 | 70~120 | 30> 35> 98 2 2 90 10 11 85 5 6
AL 1 1 70~120 | 30> 35> 105 4 8 89 3 4 86 4 7
EHHD | AR 0.5 | 70~120 | 30> 35> 99 1 4 79 3 6 87 8 14
IIRE N 0.5 | 70~120 | 30> 35> 91 3 5 98 2 9 81 5 7
=3P N 0.5 | 70~120 | 30> 35> 93 4 5 108 5 6 86 7 7
L L& N 0.5 | 70~120 | 30> 35> 93 3 5 97 5 6 85 8 8
ROA | AR 0.5 | 70~120 | 30> 35> 99 2 6 91 3 9 87 4 6
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