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FEENTEST | 59 mg/kg MEENTEST | 62 mg/kg
X | BIRNES | 20mgkg | 1 X FRURPNTES | 25 mg/kg
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(1) ZhrikomEzE
ML N7 ZaV e o gae iR SEREM T — Y v DICRKGEE 2 1L/min O i T2
(120L) ffifE L. EDTAV YNy 77— CEH, XU X707 e RE2 THREERIL L,
ERLT=_CYT T O~ o Tt L. GC/MS(SIM) Totrd %,

(2) 3K - g E

v KT 2 v —Kiny ORGSR ROk
RUAT VT e R s Rtk

~FH TER=FIL : B R FEEA R

T h=FrU L : R R

TF L VT I U UERE T Kk#E " N Y 7 A (EDTA - 2Na) : f5fk
Jog—F N UL - K : Rk

U R s Kk

Tt : Rk

L(+)-7 A= /)L B R s Rk

TNAT T v -dy : CILA- MY

026Nz + 1% 7 A AN E R A X ) — VIEHK
: BiEE0.75mL M NL(+)-7 A /L B U R lgh A X/ —/VIZEEfR L, 100mLIZ$ %, R
IR D 2 L,

EDTA Y YNy 7 7 —1RHK
:EDTA - 2Na 18.61g Kk OV U filt—7 F U & b« —/KF#13.80g % 75 B4 KIZ A% L. 1000mL
WZL72b DI VEEE AT, pH3.5IZT 5,

Ry RT VT RIRIR
XX T e RImLIZ7 & b= MU &2 TI00mLIZT %, M
RSS2 2 &,

EFH 57— h VU v  Sep-Pak PS-Air : Watersf

(3) ik
[HiEE D]

Sep-Pak PS-Air% A % / —/L5mL T L7214, 0.26NBiR « 1% 7 A /LB A X — Vi
a2mLit L, MERTAZ WAL CHBELELOEMET LT 5, R L-HES ISR L
THIRE T 7 ) 7 ETCRET D, (D

[FUBHAEE]

AR I KRB 2 IL/mindD 7i# T2 (120L) fitE4 5, FEE LT L I R4 L T4
5o WHEBITHEEZER L, RH L TERE~FLIFY . EBICGREAROFAMEZITH, (F
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[BUBRA R D7 L)

R I CERER L72ieHE, @& 7 & W52y HEDTAY VRN v 7 7 — VA 2mL T 10mL7R
BT L RIS X7 07 e R Z2 ImLisn, K <IRE L. EiR T400 MRS S
5, DKk, ~F V2 1ImLE lng/mLNEEERIKIOULZ N2 T, FC2oMIEEWM L <HH L.
T2, 2NEFELDHEL ., ~F Y UBERNZAY— LBy N TH T AN, TS,
REHAIR & 95,

[ Z2 3Bk D)
KA 25 LR WIEE IZHOWT [BEHAKR O] OHOBELITV, 25k & 7
%)O

[ vtk D 7 )
(b FT ¥ MR

b RT Y —Kf156mgA FERE L, 7&K TIOOMLE L, & R7 Y& LT1000pg/mLOHE
YR 2 VERRT 5. 2 A ZRBEK TAIR L C1000ng/mL O EEHEATE 2 VERR T 5, BEYEAT I 0E
RRZAERCT Do
(PR HELRIR)

TN T T 2 -dipS0mgE LR L, ~F Y T50mLE L, 1000pg/mL O~ 3 PRI % VERK
T5, ZNEA~FY U THR LT, lng/mLNEERE & 45,
(b B P AR ME AR

10mLERBRE ICEDTA Y VRN v 7 7 —¥Ei2mLZ LY . ZH21000ng/mLE R T ¥ R AR
A7 my Y P TIUL HS0uLFRE £ CTRIFAICIINT 2, GUEHRIROIRE L LT, 1~
50ng/mLIZAHYS 3~ %,) 7o, & KTV UIRERIKAZ BN L 720 b O REHRAT 7 07 &5,
ID O E [REHRROMRE] O L2 - TOUE L, BERAEERRE T 5,

[AE]
(GC/MSE:AE)
GC/MSHEz= : GC ; HP5890 MS ; IMS-AMS50S 1T
BT A : RESTEC Rtx-1MS (0.25mm X 25m X 0.25pum)
RS : 40°C(1min)—20°C/min—160°C—10°C/min—280°C (5min)
HEAF L AU bR (3= VB AAFE ] 1min)
WA DR : 250°C
A B =T = — A{RE : 250°C
A F P PRIRE : 230C
A F AbEGR : 300pA

T H—A A B RTDUFER (R T UY) EEM208. MERA207
W (7 VAT T v-dyy) 212
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(bR EfR)

AR AR I WL A2 GC/MSIZIEA L bzt R U VB8R0 v — 7 itk & NIEEHED
B — 7 HRE DL & R S AR MERS IR DR EE D DI AR 2 VERLT D,
(E &)

ABHE UL A GC/MSIZIEA L, E— 7 fE O ORENAR T O RT UV REZEET D,
(KRR HRE DR H)

KREAHFoOe RV URECE, RRUTLVEET S,

W—Wb 1000x (273+t) 101.3

C = x x
\% 273+20 P

C: REHFDERFDUVIRE (ng/m?)

W: BRERMNOROT-AIEE (ng)

Wb: RERNORD-ZHERDBIEE (ng)
D RKEREEDL)
ABHRERFF O FRE (°C)

P: HHERIREFOFEYTE (kPa)

-~ <

CEE R TR (IDL))
AAMEIZ W T=GC/MSDIDLE FRIZHRT, (1E2)

mE IDL(ng) HE=L) =&®R=E(mL) HRHAE [E(hg/m?)
ERST 0.26 120 1 22

(HETEORE R (MDL) . £& FIR (MQL) ]
AREFTIEZB T DB TR OVE & FIRE TRIORT, (1E3)

ME ek S8 () RIZREML)  HEHTER0Og/m® EZ FR(ng/m?
] N 2V 120 1 8.3 21
TSR
(7D

0.26NFfER « 1% 7T A )V E VR A X ) — VIRIK &2 &2 ST BRI, MiEET 2 2@mA LT
MR SE D L EERAICE AT D 0MERIIZRER D,

(H2)

§2 [o#riE] GUBHHERL OEE ORIFME] OEIZI R TWD K 912, B ORI X
SBRWOTH TV 7 THRIE, BRI O 2 3l -C i To T &)
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(1:3)

EEOKRE TR (IDL) 1, bW E R FZAETHE LM O Tl X ) CERR7THEFRR) (216> T,
FIDELBVETE L, B, BERAT I v 7RIS E D C— 7 RRD SN T-D, 7
T2 RIR & IngfEYERIRIC OWCIDLZ B H L, BEO K E 0o 72 IngfE HEATR I BT HIDLZ
B|IE LT,

1 ZEORETR(DL) OEH

MEH = N
HABEWDL 120
=& ®RE(mL) 1
EABEE (ng/mL) 1
HEEFTAE(uL) 1
FFE1(nhg/mL) 0.993
fEE2(ng/mL) 0.890
# 8 3(ng/mL) 1.044
#ER4(ng/mL) 0.987
F5 82 5(ng/mL) 0.974
#R6(ng/mL) 1.120
F5ER7(hg/mL) 1.048
#E B 8(ng/mL) 0.967
EH{E(g/mL) 1.003
Z A fmE=(ng/mL) 0.0683
IDL(ng/mL) 0.26
IDLELHHEAE (B (ng/m®) 2.2
S/N 17
CVY% 6.8

XIDL=t(n-1,0.05) X o n-1X2

HiEE —p [212]=9568
ERSOUBER
S . S Wy o
v 206]=6256

l [2071- 28560

14:00 14:00

1 IDLAERFDZ v~ F 7T A
(HF4)

HEHFEORE TR (MDL) ROVEERE FIR (MQL) 1%, bW srby ZrEsH A& 5 o F5 |
T CERRITAEER) I/t~ T, F20 BV EHB LT,
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£2 BIEAZEOHRETREMDL) RUEE TR (ML) DEH
VB4 ERSDY
e REXK
AHE=0L) 120
ZHERME( 25
ARHRERE (ng/m?) 21
&K EmL) 1
FEABRE(ng/mL) 25
HEIAE (uL) 1
BEITSUIFE(ng/m)? 0
RN T (ng/m?)? 0
FH21(hg/md) 12.34
B 2(ng/m®) 11.14
#£ 2R 3(ng/m®) 1453
R 4(ng/m®) 15.11
#EE5(ng/m®) 10.03
B 6(ng/m®) 15.14
R 7(ng/m®) 11.08
EHENg/m?) 12.77
BEREMNg/md) 2.136
MDL(ng/m®) 8.3
MQL(ng/m%) 21
S/N 12
CV% 16.7

HMDL=t(n-1,0.05) X gn-1X2
XMQL=0n-1x10

OBAET T > 78 5Bk~ b U 7 2D BRI 72 REE THUIFEBR OBAEZATVE L 72 B0 85
@RI« MDLEL H A BUBH AR HE 2 RN L TRV NREE CF E 415 R EE O3 E
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[sr#rik]
(Ze—F¥—1]
A&t # ETREEES B
1L/min 2 B WE-7RAOILEVEER  EDTAUVEESFRIDL
Sep—Pak PS-Air K& % (pH3.5)
FEAE i GC/MS
RUXT7ILTER AXHY SIM
Era=v73
REAR O 2 K202~ F, (REEEEPH : 1~50ng/mL, PIAZEYENRE:10ng/mL)
3
Ratio = 0.05643 # Quantity — 0.00710 i
1 Rr2=09998
0 10 20 30 40 ' 50

QUANT [nhg/mL]

2 RER

(w2 AT F L]
t RIUBERY) (R TIVL) O ARART A EBITRT,

100 % ‘

7 ‘

50 % A 104 207

3 TRARYMIL
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A= WAES
BB OR/NEE (Ing/mL) O7 a~< k27T LAEKATRT,

. [212]=18208
niEE —>
EFSUUEEIK
A A A

l [206]=7720

I

I I I I I I I I I
12:40 13:00 13:20 13:40 14:00 14:20 14:40 15:00 15:20

E4 70T T4
(FEA L ORFT)
(1) FHERAEAIEDOTRIMPREL T DN T
EDTAY VN Y 7 7 —{AR2mLICE KT V2 5ngZ L, RV X T ILT b RIRIR DR
Z0.1~4%IZE 2 72 b D& ImLAN A SR T30 MAOG S &, Al E LR Lz, #iRiE. 1%
DB EDOAEREETE L TSITR Lz, 1~2%0D8E T b AR BN EZ 0> 720D T, 459471
WD R ZXT T e REIROREIT1I% E Lz,

0 1 2 3 4
AN XTI TENRRIRE (%)

5 FENELHARDTMEE

(2) FHERILIFRIZ DU T
EDTAY Y H/y 7 7 —iamLIZE KT O sngh M L, 1% X7 A7 & R
ImLAN X B TS5~ 12055 SO S8z, AR, M6 nd & 912305 TARMEDR —E & 72
Sl TAMND, SKEIE405r & LTz,

672



1.2
1 / i -
N 08 ¢
)
EI 0.6
04
0.2
0
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RISEEE (5)

6 FHEARIEERRE

(GRS U 7= 4578 O PRAFIE)

A LMEBE Z2ER L, 7 IRA N TuH, WEBET2HRE L CIRFRF LIS D L
THERZOFMEEICE F 7V 10ngZ N L TENZER6OLA @R L, FINEREZT>72, T
RIRT LB, IHMRFL THHEMICREIZRNZ EnbhroTe,

REFHAR Ef% 28 98
EEIC 73.5 69.1 71.6

(BUBHHSE % DR E ORI

B RT VU 10ngZz RN, BNERO0LEEA L fEE 2B IO LIZGa L, Bk L,
TV ARANTEL, W CRAFE LIRS0 L2356 OBRIGEZ ik L7k R 2 TRIC
R, EHIZHHT Lz OIZH, I4RIRB L7 O THREMEMEF L TnD Z &b,
YT T DI ERB LRI WE S 2D,

RFHART [ERES 140578 2415 RE 48F%[E
EEEICY) 735 58.7 53.9 25.9
EES 73

HEEICE R U 10ngZ2 L, ENZER (KUE22°C, BE46%) % 1L/minDiitiE T120L
WL, FEZRDTZE A, TRO LBV [EILEHEILS6.0% THh o7,

HAHEE FHNE AERH KREHEE [EURE  TERHY
(L) (ng) (ng/mL) (%) (%)
120 10 7 5.60 56.0 19.3
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(EI R AR E RN DT

AOMEIL FEBR T H 2R AR B G O N2 -T2 2 L IOV TE, EFICHEShZe FT
DUNELXIFOT AT NEOEBIZIV ML TV Z ERTRINT,
_ﬂ%ﬁETéﬁ%fﬁ%£®im_DMHﬁ—%)//%@Hf TNAT e REEREL
T KA AEE ICER LT, IRNEINERZ T2 ZATFTRO LB, DNPHU— Y v ¥
EEAT ROV AIC DARENENEESNL T\, ZOZEnD, ZRHPOT LT RiE
DEBZLVENCEMET L TW D HEERS S, LorL, ZRHPOT VT v NEAREL,
o, B RTVUEMET L HENHBTERDPST-OT, BIEEZE LT 5720121,
KRl 7Y 7R E L, MERFFIT2RFHRE &3 2,

&5 [EYRZE (%)
DNPHA—R)wT HY 914
DNPHA—K)wI4iL 57.6

(BRETRRH 34T 1)

WRRIEAT 3 BEERA DO K& & e L7230 e OV B
<~ N T AERNIRT, KREaF»rbiEde

RV Uidmt shied o7,

AEHCE R P ERIMLIERE D 7 1

/L [212]=20784
THEH [208]=8024
=22174
I I I I I I I I I
12:40 13:00 13:20 13:40 14:00 14:20 14:40 15:00 15:20
X 7-1 REEF S HH
[212]=19344

[2081=7784

10ng iZin  —»
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| |
13:00 13:20 14:20 14:40
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12:40 13:40 14:00 13:00 15:20
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§ 3 T IEO RS

AL LT, Wilg - 7 AL E VEEEIRPS-Airh — F U v U E AW TR EZ1T > TE 208,
F 7B EGD ZE N TERDPSTZOT, fitlg « 7 A2V E VBRI Z TI0% Y = A X
J = VERIRZPS-Airh— b U VICER SE - b O & AV TR, B8R LIRS 72 £ 5y
BHEOBFRF 21T o7z, ELMIEEITONTEH, FEMEHE (BIR) OBRFRICFZ
UV DIEENGCMS IR TE A E @V & D> TV AHLCMS/MS%E AV, filfb 21T -7,
(1) BREHER
s FRHAE 0 10% 27 = U FRKIRHE « A X —=9 : 1 OSmLTHIHT 2 02 K biHRN R
HFThoT,
s FHEMALEERIRIE : S% XU AT LT e ROAKX ) — VIR (VIV%) 0.6mL Tl k(b4 5
DD b ISEN Lo T2,
(2) otk
(iR OFRE)
Sep-Pak PS-Air&x A %/ —/L5SmL T L7k, 10% 7 = A 2 ) — VISR A 2mLjiE L |
FEFE N AL BRI L CHIE LTS OEMEER &7 5, iR Ui 38R L CmEE o)
VT ETIRET D,
GRUBHH£E 4]
Wilg « 7 2 a0 v U BRHEIE D A HE LT TIT O,
GRBHAIR O R )
TR ITHIE LT3R 2 10% 7 = U KEEIR - A% 7 —=9 : 1 OSmLTHIH L, 5%~
VATNT R ROAZ 7 —VERIE (VIV%) 0.6mLZ %, IR CIREREILE, /K2mL, ~F
P ImL, 7 Z AT = FL~F Lb-d4 100ng/mLIAKI0pL A N2, 157, FTHML IR
& o Rt %,
AFHUEOS0ULE VA 7 a By N THEBAE v VIEFICRY | EEREATICE
BEFRTE CRM L, A ¥ 2 — A ImLa Nz, @SRRI L 0§ L7 b O ZLC/MSHEHA
wET %,
(23R BRI DR LLIF OIEIX, Bl - 7 A 2L B RS RO SHTEICHE L TIT 9,
(R B AR ME AR
10mLARBRE (210% 7 T U RKISHE : A%/ —/=9 : 1 ®5mLEZHRY ., Zii2100ng/mLt
NI O UNERRR E~A 70y ) P TEREICIRNT 5, £7-, & 8T VU IEERRE IS
MLZBWbDERERHAT 77 &35, ZHUOORREATE GUEBHAIROHRE]) 12 Len
S AR L, WERHIEERKE T 5,
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ot Set)
LC S AgilenttE#L 1100 Series

77 I Waters, XTerra C18 2.1 X50mm

e Bl AK | BAX/—L
0 — 2min A:B=170:30
2 — 8min A:70 - 0 B:30 — 100 linear gradient
8 — 20min B =100
20 — 21min A:0 — 70 B:100 — 30 linear gradient
21 — 30min A:B=170:30

HEAR 10puL

T E HiR (Q2CHRE)

MS  BFE Applied Biosystemsft-#  API3000
A A AkiE APCI Positive
EEA A

ROYTO T h—Y—A A4 12092, T s hAA2 11061
WIEHE ; 7L —H—A A 13954, T hAFr 1 153.0
(s )
B ERIRI0OUL Z LC/MS/MSIZIEA L, b/ KT D VFE RO v — 7 mifg &
PAEAED v — 7 iR D b & B B AR MBI IR O YR EE D D R B A 1FR T 2,
E&
FBHE10uLZ LC/MS/MSIZIEA L, BE— 7 EfEE D GBI T O v KT ¥ U RE 4 E &
T2,
ClEE R TR (IDL)
ARHHEZ AWV TZLC/MS/MSDIDLE FE IR T,

ME IDL(pg) EHE=L) RKRE(mL) ARHAE B (pg /m°)
ERSTY 0.011 60 1 18
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=3 ZEEORETRIDL MEH

WME & Benzalazine (Hydrazine A& {&)
AAEWL) 60
=& KEmL) 1
EAREE(ng/mL) 0.02
HEIAS(uL) 10
#£21(pg) 0.278
R 2(pg) 0.238
#FR3(pe) 0.266
2R 4(pg) 0.223
£ E5(pg) 0.251
#E26(pg) 0.244
2R 70g) 0.246
T 11E(pg) 0.250
2R ZE () 0.018
IDL(pg) 0.071 (0.011)
IDL X E (E(hg/m®) 0.118 (0.018)
S/N 15
CV(%) 7.3

XIDL=t (n-1,005)x 0, X2

4
y = 2.0769x - 0.001
3 R? = 0.9987
A
Y
B2
fed
-I -
0
0 02 04 06 08 1 12 14
Hydrazine#t & D ¥ A 2 (pg)

1.6

X8 DLAIERORER (FREDVYIVLLYEH)

B of +MRM (1 paif: 209.2M06.1 amu from Sample 11 (Benzalazine Z0pg/mL in MeOHMHex 31001 B...

Intensity, cps

2202

Mlax. Z274.0 cps.

2274
2000
1500
1000

500

~23.38
=022 Z2.52 2520
N ” mspnar ! :
o ; . . . ; ; ; : : : : : : . : : : e
4 -] g 10 12 14 16 18 20 22 24 26 28 20 32 34 26 28

Time, min

[X|9 IDLHERFD 7 o~ k7T A
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(UEJ7EORH FR (MDL) . £& FR (MQL)]

10% 27 = AKX ) — VERPS-Arh— hU v UICe KTV ingzilL, £ %

0.5L/minD it iE T2/ (60L) & L7-%.

RO AT U723 - CRUBHR IR 2 i L |

LC/MS/MSHITE 24T > Tz AROHTEIZIRT ZHEFIEOHE TIRE OER FIRITTRISTT

LEBHYThD,
ME HE=L) =& iKR=(mL) BRH T R(g/m®) E2 FR(heg/m?)
ERSTY 60 1 12 31

=4 BAEAZORETRMDL) RUEE TR (MAL) DEH
ME £ ERSTY
By EFRHAR
HEEWL 60
ZHERME(g) 1
HEHRERE(g/m® 17
BIRKRE(mL) 1
FEABRRE(ng/mL) 1
HEEIAE (uL) 10
1BEISU T (ng/m*)Y 3.2
RN (hg/m*)? 0
#FHER1(ng/m®) 8.9
FEER2(ng/m®) 12.7
&R 3(ng/m°®) 16.4
#&R4(ng/m°) 135
#& R 5(ng/m°) 10.5
#&R6(ng/m°) 17.6
#ER7(ng/m°) 14.9
E1{E(hg/m?) 135
EEFZENg/m?) 3.12
MDL(ng/m?®) 12
MQL(ng/m%) 31
S/N 100
CV% 23

XMDL=t(n—-1,0.05) X on-1x%2

XMQL=0n-1x10

OfET 7 > 7 ¥ - kb= b U 7 2D B D220 REE THUZ R D BEZATWHIE L 72 B E

QRN « MDLEH I BUEHIARE 2 79I L TV ZRURIE CF E 2 IRE OFHE, 4L, FEE( LRI

ERTUUNBRESNTZZ LD, BERITAZMLEH LD, Erllid,
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1.0
09 | y = 0.5691x + 0.3852
' R® = 0.9425

08 .
307
ﬁg
5 0.6

0.5

04

0.3 )4

0 0.5 1
Hydrazine iz & (ng/mL)

K10 MDLEIEREDR=HR

A= AN
REAROR/NEE (0.02ng/mL, B 7 VU #5%0.003ng/mL) O~ h7
LEEIIRT,

HAC af *RARM (3 paiE) 2068, 2M106.1 amu Hiom Sampls 186 (R 20pgimL. + CEHP-d 1 ngfmL) of Be
oo | B NRE (Berealazine20pg/mL D OOTEIS L | 7 DEHP-e
% A0
- Berealazire > |
° = = L] o 10 = ‘1# ......... l. E 1= 20 2 Z4
B REKS/NREDOIOTNT 5L
E7 7 7]

MDLAERZIX, MEROY o SCET 7 v 7 MERREIND, XU FF7 oo —7
DR SNT, Fio, TRMRFEE T — N » U0 b OB EL Fiig — iR 7 o E=v
LAKIRIE TAT o2 L &, BH LV BEBEONUVF I OUNBHENTZOT, ToE=T%0
BB HOWTHANT,

FERZ(0.5N) * AiiFE(0.5N) « ZKBI/K, FK4mLIZ, 7 U E =T K « BEET > &= A(0.1ngf2 %)
EMZT, RUAXTLUTE REMUSESETHLMH L, RUFTUUERE L, MR,
T VBT IMFEL TS XU T DU NE B S 20 BIRIMOZR /K THE
Wi, (&s)
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x5 AESNEEFSDVE

NH40H AcONHa4 /A
BEES - BB 170 - 350 pg 130 - 200 pg 160 - 210 pg
7R B K 150 — 220 pg 90 pg 75 - 90 pg

TR =TKBRET =T AORINEE KIBFEI0. 1mgFR )25 & 230pgh> 5 1900pg
FREE L | AERCEDIMN LT,

PS-Airh— MU v VI U EERESELLOL | HiBEFRISEZbOFHEL, B
T =T KA T2 EFHE A 500mL/min T3047 85 L7z, S00pgRifE Dt N7 2 3@ =
i,

=Ko H=YDEFSDUE

VIVERE S 580 - 870 pg
RS 390 - 500 pg

BET 0 7 2 KITA7-DI1213. TV E=TKFICE RTIUNEENDENE S 90,
KO RIPUDIEIT AL, T, TV EBE=T HERNEBR L TWANE 501k 5%
Bt o 0NERH 5,

(3) £&o
IHTED R 21T > TofE 5. LOMS/MSZ W= 04T HIE O TRRIZ, Bl - 7 A =
VEUIBHEIEICS bAREEINTWD LITFEA T BERBEAME T2 Z &I TERD)-
720 F7-. MDLEIEIZH T D RMEICRIZ OV T $61.6%E 2> TEBY . R0k RTh
ST, IHTEEIZOWT, LOMSMSITEERN I Wb DD, 77 7B AT VIRILIZH
D, TOEET T 7 NERMNTIE 2N EnD, KRFDOE KTV OO ITmEE - 7
A 3L e R E VD GOMSIHTIENE L T\ D LB 2D,
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S 4 FHERMEIC LD oiriEORE

(1) FEKbHHEOKRT (F—Y A7 —0)

SRR D HTEBIRMEE TR, KRDE RI DU NHERBHINTEY . 22Tkt
RSO OFERIRIEL LTI T FT—ANMEHER TV,

LMWL, RV —=TAT7 T — ViR EMMAEERE L L THlRS N TR >720
T, B RTPUOFBERIMNRR TV L LTHRENTWD, XUXT AT B RTOFH
RS 2 BET LTz,

(7) B ToORIG

FLT20mL% E— A —IZ A, & KTV —Kfi¥ (240uL) & X X715 & K (980uL)

Mz, AH—F7—TRBOFIREG LI OERY (B RT DV UFEROR T 00) 22

s AL TEBEINCAR, oL, XU T O UAERER L OEEO A A i LT,

FER, NPT U UTHI90%E R L Tz,

E A ORIGERX AT VT e RilFlR (B K72 0(24ul): X X7 L7 B R(980uL))

TITHoTHAIZEZ A, FLLIITHRI0% YTV ERRL T,

(1) HHRE TOIG

(% O P H]

Sep-Pak plus Silica’ — h U » U&7 mm A Z 100l THE L2, 1% AT AT e R/

vrun AL oL AL, EFET ALK (100mL/min, 303FRE) L. W AZFRE

L Citld %, P8 L -EE Iz B LYo 7 ) o i TRREET CRFT D,

[EE o]

% L 7= Sep-Pak plus silica7 — ~ U » % 23#IZ LT, RiEIZE RV —Kiipz e 7

D LT500ngll /e b KO L T (B R ¥ 50ppmukKIEHE. 10ul) WnL., %% %150

~200mL/min"C 2 FEfH ($920L) @R L7z, TDk, fifEE 47 ma A X 2mLCHEH LT

NI AT, R TV DAEREERD -,

FER, NPT UL UCHIBEN B T2~87%, %REDH5S~8%EIL X7z,

1 2 3 4 5 6
BTER 77% 78% 87% 72% 79% 83%
RER 7% 7% 8% 5% 5% 5%

(7) XU Z U OPhnEIR

vruana AR TG LTIZBEFRI0LE ER L 7= Sep-Pak plus silica’ — kU » 2 RUHF
2 21000ngZ WA L. K& % 200mL/min & 500mL/min T24hili% L7z, RoH7 Vv 2R L7
WIHEE CRRRICRR A2 BR Lz bOE2 3y ba— e LTHMBINEEZ RO 2 A, B
7R EMERAMG ALz, £72. 500mL/minif5i L7 H DL, Sep-Pak plus silicaZ 2 #(Z L TAT
ST, BREENL R T VU REIR S e o Tz,

Fio, RRFDLRUF T VI S niznoiz,
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A 5.200mL/min (280L) 87% 100% 103% 87%
KS.500mL/min(720L) 79% 94%

(=) B R7PrORMENR
- ZZFETOEHNEINRL

[HEE ORE] O & FHHE L 7=Sep-Pak plus silica’— b U v U2, & KT Y2 %500ng
F721X100ngiRIN L, %3 % 150~200mL/min T24hifi% L CHSNEIL R 2 Kb 7=,

500ng 100ng
223 200mL/min (280L) 99% 78% 73% 75%

« R CTORIMEIL
[H£EE OFRE] @ &9 FHHR L 7=Sep-Pak plus silica’— h U v |2, & KT Y2 %500ng
F721Z100ngiRM L, K& A500, 200, 100mL/minT24hiik L7z, & KT VU &2iRM LA
HEE CRRICRRZzER L0z har—b & L CTRINEIEZ R DT,
FEER. FEEANE O & AR T35 7289 100mL/min L F OFEHE CHitE T 2 L E R H 5 L
PLivs,

500ng 100ng

K& 100mL/min (150L) 126% 91% 106% | 104%

K&200mL/min (280L) 61% 63% 63% 60% 53% 45% 38% 36%

K5=.500mL/min (720L) 33% 15% 32% 39%

(2) FHEMHEOHT (AT—L AT =)

AIETOMBHERLZ S & 10, LOMSIZ XA 0EE2E 2. mateiTo7-,
(7) Z7a—F ¥ —h

KRBAFH [ | FERKILHEHEE B ESEON LC/MS/MS
100mL/min 24h NUXTILTERER SHOAARY */—)L ESI-Positive
144L Sep—Pak plus silica
(1) ik

[ OFR] miEO L B0,

[GUBHEEE] AR L= — b Y » P 2R 712856 L. 100mL/min O s T4 ] Rk ek
BT D, EBIIT IV IRANIR ETHELT D,

(BB ORITLER] 3B 2 5B L 7= iS4 2mL Dy 7 n o A 2 VTR L, D% AKX ) —)L
TIEREIZIOMLE Lz b O 2 EHAR &5,

[EEERE O] X Z 2 100mgza Y7 v a A X 2 100mLIZE2 L7726 O (Img/mL)
AAEUEIRHG & T 5, FEYERIK A E A X /) — /L THIR L, 0.02~1IngmL (b T2 #k
0.003~0.150ng/mL) ¥ FE &P CHARIE OFEHEA I 2 ST 5,
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Intensity, cps

(e 7 k]

()i A

LC ks Agilentftf 1100 Series

VIR AN bW A AT SE R A
L-column HB, 2.1 X150mm, 3pm

VRIBER AK . BiAK/—L
0 — 3min A:B=70:30
3 — 13min A:70 — 0 B:30 — 100 linear gradient
13 —>30min  B=100
30— 3Imin  A:0— 70 B:100 — 30 linear gradient
31 > 40min  A:B=70:30
EAE 10uL
biThiS iR (22 CREE)

MS  pfE Applied BiosystemsfE#  API3000
A A AkiE ESIPositive
ERA A TUh—Y—AF 12092

(b))~ AART Fv

a7 A A2 106.1

z00.0
9.0es5 \ 209 e 8
2.0e5 N/N
7.0es \
B.0e5
soesd g
4.0es
S.0es5 1571 z1p.1
Zz.0e5 4
o 17a.0
105 [ 11E2LAT70 1281 4321 1493 ez 'y 1248 2004500 ble1a e 2233 23 1.8 230.0 2512
> Mw"‘wmmm m"l-m.l.“n\...h“u i Pt At b b end et o Pbins S s Bl bpdematesat,
100 110 120 120 150 160 170 120 190 zo0 z10 z20 220 240 250 280
miz, amu
S a
K12 ANOYPSDUDMSARIEIL
200.0
208
186
165
198
@
5 1z
el 17
2 aoes \ 79 106
770
5025
40e5 a 108.0
205 104
A..512 o852 Af 1210 16524670 1800
50 &0 70 20 100 110 120 130 140 150 180 170 a0 20 200 210
min 2w ! ! " X113
N S
ROHFSOUDMS/MSARINL
=/
(o) Bl

NPTV 0.02~1ng/mL (B KT 2 #50.003~0.150ng/mL) DR EEFFH T, R EHRIE
EHMTH -7, (10uLiEA)
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25
y = 18.295x + 1.2915
20 R? = 0.9993 %
<
o
<15
P
C
=}
g0
o
s 5
0 1 1 1 1
00 02 04 06 08 10
(ng/mL)

K14 ARUHYSTOUDHRER
(0.02~1.0ng/mL ; ERS U #250.003~0.15ng/mL)

() B/ NBE D~ A7 u~ k7 F 2(0.02ng/mL, 10pLiEAN)

B xC of +hRK (1 pairy 209.2M06.1 amu from Sample 96 (Benzalazine 20pgimL) of Benzalazin... Max. 11128.0 cps.
1112 2309
1000 A
200 4 —
w > -|j- > _—
= G600 4
W
C
o
b= 400 4
200 272 22 45 2625 2542 33.36 3656 37 55
1665, 17 .64
Jy 331 7z _par 1419, -
(WO ot

u]

2 4 =] =) 10 12 14 =] 12 20 22 24 26 22 0 22 4 20 b=
Time, min

15 ROHYFSTCUNDLC/MS/MSHATRTS L 0.2pg

(e)%&(E M TR (IDL)
R TV OEERE FIROEEEZFITORT,  (EAR 0.2pg)

IDL (pe) | HHE L | &&KZE (ML) | AHBREE (ng/m?)

NUHSOVBIEME | 0115 144 10 0.80
ERSUUBEE 0.018 - - 0.12

WEMH TR (IDL) (3, MePWHERERERHAE/ROFIIE ) CERIT4E3H) (I
o THRMH LT,
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#*6 EERHTRRIDL)DEE

ME % Benzalazine ('R [dHydrazinea &)
AHEWL) 144
=& KREmL) 10
FEARIRE (ng/mL) 0.02 (0.003)
ZEEFIAE(uL) 10
#21(pe) 0.166 (0.026)
#ER2(pg) 0.222 (0.034)
#£R3(pe) 0.204 (0.031)
R4 0.189 (0.029)
#£R5(pg) 0.247 (0.038)
#£R6(pg) 0.243 (0.037)
82 7(pg) 0.230 (0.035)
T 11E(pg) 0.214 (0.033)
ZERZE () 0.0297 (0.0046)
IDL(pg) 0.115 (0.018)
IDLE#HR E (B (ng/m®) 0.80 (0.12)
S/N 28
CV(%) 14

XIDL= t (n-1, 0.05)X 0, X 2

6 HEHEOHRE TR (MDL) | E& TR (MQL)

KREOTMEIOFE RN b L 20N & (i) & K&AF 2 SIDLOA-f%LL
EOE RIDURBIHEND Z D, TAHHA T20ng/m B & HIE S KRKEE A
AW TR FRRE AR L7z,

HEE | RKEE BRHE TR EE TR
(L) (mL) (ng/m?%) (hg/m?)
RNUYSOUBIEE 144 10 111 286
ERSOUREE - - 17 44

WEFEOBH TR (MDL) d X OVER TR (MQL) (X, M AW B RERHAEmMOF5| X |
CERI74E3H) 26 IR LT,
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R71 AEAZEDKRETRMDL) RUEE FR(MAL) DEH

WE 4 Benzalazine (F3'vaR [dHydrazinefa &)
v REXK
AAEWL) 144
BERMEZ(ng) 0
ARHAEIRE(ng/m?) 130 (20)
=& HREmL) 10
FEAREE(g/mL) 1.9 (0.29)
HEEFAS(uL) 10
#£E1(ng/m® 114 (17.5)
#EE2(ng/m®) 163 (25.0)
#£E3(hg/m®) 124 (19.0)
#ER4(ng/m®) 146 (22.4)
$5E25(ng/md) 122 (18.8)
#R6(ng/m?) 182 (28.0)
#ER7(ng/m?) 182 (27.9)
EH{E(hg/m?) 147 (22.7)
EZERZ(g/m’) 28.6 (4.40)
MDL(ng/m?) 111 (17.1)
MQL(ng/m®) 286 (44.0)
S/N 100
CV(%) 19

HXMDL=t (n-1,005) % 0, X2
¥MQL=0,,%x 10

() R&HFoxoHI7ow
Sep-Pak plus Silica 7 — h U v U&7 ar A X 10mLCHevgE L7k, X AT VT & RIER
T, EFEHALBER (100mL/min, 305FE) L CREZRE L%, BERE %
100mL/min®DJit i T4k BRI U, [RUBIORTLEE] (290 > TRPLELAAT > 7o ¥ 7V & o3 Hr
L7c, fERIFIE—7 N0 SN, ERmITTERroT,

260 2720

300

200
26.18

Intensity, cps

100

x] T T T T T T T T T T T T T T T T T T T
z 4 g 2 10 12 14 16 12 20 22 249 26 28 20 32 24 26 je=)
Time, min

E16 KEFDORUHFSCUDLC/MS/MSHTATRIS L

() WRINENNERER
100ngi™IN TIXRAF 72 EINRTH - 7253, RIRE(Sng) TIX R TIREIN T, EHEKUT T
TH10ngi™INTORIERITR S o7z,
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A INE (ng/ cartridge) I TE [E1 5 B4R (%) ETHEHRH (%)
10 2% 4 50 46
5 XS 6 15 294
100 A=K 4 105 19

(1) () TMQLIZ44ng/m® (6.3ng/cartridge) & FH L7725, MBI OFERERD &, FE
IZHEE L CE & T X 5 DIX100ng/cartridge 7= 0 nH E B 2 Hivd, L7ch-> T, EEEOMQL
12100ng/144L(KI700ng/m) & LT, TRARMIZBEMETHZ ENR Y L EZ NS,

() BREZEELD 4T3
FHEMEHEICL Y, AEFRFTTRLAEZMELIZLE A, B FTP09~28ngm’ (%
fil) Th-o7T-,

B x| of +hiRM 1 pairk 209.2/105.1 amu from Sample 92 (5/2-9) of Benzalazine1.wiff (Turbo Spra... haz. 1.6ed cps.
16ed 2303
1.4e4 4
1284+ S S =— NN
~
@ NoYs5o0y, —m
= 1.0ed 4
= i
= 2000.0
=
& 5000.0
=
S000.0
20000 4
10,60, =096
K Foh
L] T T T T T T T T T T u T T T T T T T T
2 4 =] a2 10 1z 14 16 18 Z0 22 24 26 =] 20 32 24 26 32

K17 BERHESTEOLC/ MS/MSYATRTS A

(7)) FBEMRCHHEIC LD OIEOE LD

ZOHETIE, REE CTEICRME T 5 206, ERTRE L TIlpgm’ LIV TH S
N, BEIRZEEET, BEEELTE RIDUNMHET H0E O e+ 5 ke LT
TR DOREN B W ZDICHE LTS EEZBND,

(R ]

§ 1. 2(CFRCH L7ofilg - 7 2 2L B U BEEEZ WV 5 GOMSHHTEIL, fifghice RV
VINEZFOT AT e REICE W IGET D EBbILD, 2 OO RMEIILENRS0~60% & +53 732
FEURBF LTV, L7z > T, siEGRITE/ M s s2BEnndH 0, EEL B L
THREICITE S 20 E b S, 10ng/m’ DEFE L~V TRLAHFICE T OUNFET L0 E
NOFEBIITHAND Z N TE 5,

BB, BRI VUFBEETHDHNH T D DIDLIZLC/MS/MS D 7 0ME L | 53 BT 23 AT RE
THHMN, § 3, 4 TORFMOKE., WINEER R+l &, BMET 7 7 Bkthsin, 7
TUUEBN—E LRI LA B LC/MSMS % W T KR EE CTOSMTEmaHE, R#EE & by
L. GCMST LY @VRE L~ L TORTEZ SR Lz,

(#2435 K4 - g ]

Y I A FEFZEAT

R T210-0853 IR i) HeF X H JE5HT 20-2
TEL  044-355-5811 FAX 044-355-5837
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Hydrazine

Summary

An analytical method was developed for determination of hydrazine in air by
gas-chromatography mass spectrometry (GC/MS). A cartridge of Sep-Pak PS-Air coated with
sulfuric acid and ascorbic acid was used for sampling air. Sample air was drawn through the
cartridge at a flow rate of 1L/min for 2 hours. After collection, the sample was eluted with
EDTA phosphate buffer solution. The eluent was derivatized with benzaldehyde. The
hydrazine derivative was extracted with hexane and determined by GC/MS. The recovery

from air sample and method detection limit were 56% and 8.3ng/m”.

Flow chart
Air sample Sample collection Elution Derivatization
1L/min 2hours Sep-Pak PS-Air EDTA phosphoric benzaldehyde
coated with sulfuric buffer (p H3.5)
acid and ascorbic acid
Extraction GC/MS-SIM
hexane
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WE 4 ST m—F v — b (RS
ERTVv GC/MS-SIM

KRG

EERIEEGE

1L/min 2 F#FE

filig « 7 A 2L e g
42 Sep-Pak PS-Air

e

AL

EDTA VU v @)~V

7 LK (p H3.5)

RUAT AT e R

itifas]

GC/MS

~FH

SIM

7 A
RESTEC Rtx-1MS

(0.25mm X 30m, 0.25  m)

TURE 7 1O T RR
MDL : 8.3ng/m’
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