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DigiPREPAR{&X OV A—S
REHAETHENAFT X

Method1: £%¥ K

— Keypad + MS or Jr QA EHE
Method2 : HEK (B#MMNZ W2 T)L)

— Touch screen (BH#MEIE5%LL L7%35) + MS or Jr
— Keypad (B #¥15% K @75 ) + MS or Jr

Method 3: B &+

BHEYMDZN\E

1 15 (7

— Touch screen + MS or Jr
Method 4: 75 XFv9 -3 L
— Touch screen + HT250(250mLA4 ), HT100(“>&

Method 5: £ F - 1=AIX<CEE

— Touch screen + HT100 or HT 250

24)

2= 3% (TKN)
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i B )73 DigiPREP Program Method 1.(8R 7K R)

Temp ,

95

Single step
required

Time

30 120



Key Point of Programming Method 1 (&K R)

FEHE  KEKSIT. IREKD . LIEHE RS
BER7 58 : HNO,

Step 1: #{A50 mL #DigiTUBETit=

Step 2: fHEL 5 mL N0

Step 3: 7527t {KIZDigiPROBE #—#&I-tvhk
Step 4: 95°CIZt b, 25mLIREE TEDEE =M
Step 5: YV ERYUSNL T, Enk

Step 6: SOMLIZEART YT L TR ET 5.



Typical DigiPREP Program Method 2.(3E7K &)

Temp ,

95

Step 2:
Digestion Step

65
/Step 1: Pre-
Digestion

Time

45 90 120



Key Point of Programming 2(#E/K - ;57K R)

TERE  BKSH. FTKEDT, EEXETSMEK

fEF9 %8 :HNO, :HCI % or HNO;, : H,0,

Step 1: HNO,; &M 1stR TV IR (HhiLbHEE)

Step 2: KA. HOILEDREENNEDSE T, 1stDBEZTRE
Step 3: fRRIZ 95°C ETHIELT.R—ILFT S

Step 4: —EERESENE 1 mL H,O, AL THMHALFIRE
Step 5: MBZ#t(+ T:AEEI H,0, Z{E

Step 6: SOMLICBART YT



Typical DigiPREP Program Method 3. (B4 87 %)

Temp ,

3rd Step

Digestion

105

65

2nd Step

Pre-digestion

1st Step
solublize

45 /
Time

45 60 70 120

v



Key Point of Programming 3(E1¥8A%})

TERE  PUAH o REES<ATRREEMT1—T—
{#EAT A : HNO, : HCI & 20X T H,0,
Step 1-tto T, P TILDHHIELAFEE, BT ML ELRISEHY
« KiK 45 HI2fE
Step 1-tat T, /AL B MGG SHE TStepl D IR ZHEFr
o 10 MMBIELNIERE
Step 2-tto T, ATREMEAMELVDY, VGBI NIREL LG E (.
e 2ndRT YT DEECHEHFEL TIE
Step 2-tat T, DigiTUBERNEZV AL T, #fERICHHEDHIIE.
« BLESHD 15 NRRETET
Step 3-tto T, ERMUA—7 VbR DORZTHR/NMEIZHIZ S
« BELT 205 3B HEETLLDT S
Step 3-tat T, CRMGEZRHLTT—2DEAMZELITS
o ANIEYRT—2DIREE
« B&KT 301560 NIEE



Typical DigiPREP Program
Method 4 (Plastic) FREERX TV

Temp ,
1st Temperature Profile
340
Step 2 Chars and
decomposes plastic
170
Step 1
Solublize

25 75 Time



Typical DigiPREP Program
Method 4 (Plastic) &EL/KFRKRATVT

Temp ,
2nd Temperature Profile
240
Step 2: drives
H,SO,

170

Step 1: prevent

violent bumping

25 75 Time



Typical DigiPREP Program
Method 4 (Plastic) fEEERX TV
Temp ,

3rd Temperature Profile

120

Step 1 Digestion

25 75 Time



Key Point of Programming 4(Plastic)
DigiPREP HT100, HT250% L%,
Pb, Hg, Cd, Cr ISERATEEFY , I NTHEIREI0%LLE

FEZEE : WEEE and RoHs Electronic Industry
AT 58 : H,S0,, HNO,, H,0,

Step A

— RAEETSRAFVIHIE DR
Step B

- BEIREOBFRE

— MIREFREIREHE

Step C

- SEEAMYE. BRI



Typical DigiPREP Program
Method 5.(TKN) €% %

Temp ,
380
Step 2:
Digestion
175

Step 1.
Charring

Time

45 90 270



Key Point of Programming 5(TKN)

FEFE  EnEE. YERHOIN\IER. HEY
#ERAY 58 : H,SO,

Stepl: 1g U7 IEHE=E
Step 2: BDBRAFIELIFAREMIET25mLEEZ RN

Step 3: FTEITKIET HFTL75°C [THE
Step 4: EEITEBHICAESHET 380 THEL
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How to remove sulfuric acid and hydrogen
fluoride from your digestion solution

SCP SCIENCE
&
GL SCIENCES



Mechanism : removal hydrogen fluoride (HF)

HE
Boric Acid SS&‘?

SCPS 250-150-200 W HF
HF
O
e >
Normally, this is solid. B>O3

&

95 deg

B203 + 6HF —— 2BF3 + 3H20

This prevent insoluble salts.

Excess Boric Acid — Hydrate



Mechanism : removal sulfuric acid (H2S04)

H202 (30 % in Japan)

Hydrogen Peroxide

Add it at room temp.

450,

gggmsm

30 — 50 %,

It depends on each country regulation.

A

H2S04

H202

Glass Tube 280 deg

DigiTube 105 deg
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(Digiprep HT)



AT HEE

=& ERIEHH,SO,(97%)
E&EBIEAHNO, (60%)
45§k H. 0, (30%)
NaOH (B th F1 )
T SRAFYIIZEEYE (CRM:EC680, 681)
HIEIEEHSTD

‘HghZv 7 Al




SeRL

EHUTIIL=
OB 2T IL05gEHFREICAND,
@H,SO,Z10mIFtEL .. AZREITR#H LGNS oY FMT S, (* 1)

I7509=>
@HSAEIZ10ml H,SO,ZA N3,

RINLOH T )IL=
@HSAEIZ10ml H,SO,ZA N3,
®RIFIEBDSTDZEHMT %, (5 1000ppm Hg 1ml . 1000ppm Cr 1ml)

R GE2)=
®CRMO.5gFHZREICANDS,
@ H,SO,Z#10mIEtEL. AZREITEF LGP oKYRMT S, (*iE1)

*x 1ASAED LE., EEZEEIZAEITHEWESIC
*2) L)y IR TRIINEREZIEZRT 58



HgBURFEDHEIZDLVT

BEITIRAFIIDHRICITERKIBELTHERELT
LD, COIREETH,SO,Z ANSEERLTLED A,
IKERESVTHIZ AN TERZINZ 5,

HgbZw 7RI FHm=
BTE CHREL-EEBRIZSppmELED ELS(Z, 1000ppm HghZv7Hl #MA 5,

C,V,=C,V,

(1000ppm)V,; = {5ppm) <{10ml)
V,; =0.05 ml

. 0.05ml Hgh5 w7 #l 1000ppmZEEHSRAEIZAND
* ZINAOH T IVIZDWTIESTDDEZELTEHET S,

x Hgho w7 BlZRNE. 8ASREIHAEZ3IDANSD,



DigiPrep HT

H,S0,7RJ 3L
5% TE B A 25 min 80 °C
2| PESiS | 10 min
% 7 R 25 min 170 °C
3| PESiS | 20 min
% 7 R 45 min 340 °C
2| PESiS | 65 min
BEICEY. CORTYT (L. LR EE 340°C
\ 170°C 75min
80°C 20min
. 25min : ! :
' 25min " 25min " 45min

*x JOJS LR TRDRADEBITE
* BERAT IOV vy TENTEIE. T L—FBYAF TR E
* B BFTHEL. RORTYITA



H,0, 7045 L

MDH,SO, 7RIS LMK T LIz, ZEFTHHSEET,

@ L 5EI12H,0,(30%) Z5mIF D o< YRILET,
=>ARMEAILE, READBIIE-BRIZHEYET,

QBMALEMNRFEY B ADEIBRIZE->TULEITIL, S5ITH,0,Z5mIMNAET,
=>QN IRBERANERICHDIETITLET,

5% TE BF ] 25 min 80 °C
EBEiEd| 10 min
&% TE B ] 25 min 170 °C
) 32 5 ] 20 min
240°C
160°C 25min
20min .
;20min: | 15min'

@LETOTSLERTER. ERFETTHLAIMLET,
x TOVSLRTEREDREADRBIZIERTI,

BIADLER, TL—DHEE (X, BESMIOH,0,ZHFML LETaJSLERTL
F9,



HNO, 7045,

D H,0,7ATSLETLI-%.. BRFTAHIMIEFET,
QB ASREITEMEEEZLIOMIT D -<KYBmMLES,

=% € B A 20 min 120 °C
FI| 3% B 40 min
120°C
40min
!20min;

R@ITOT S L TR ERFTHHLET,

DFADENEH (BEE) THNIETOSF1—TITHBLET,
OASAFa1—TZH,0T3EE., TOF1—TICHLET,
®H,0T50mIIZEtELET,



TIWE—IVDE AT LIZKDTIRAFIID RG] FERIF. SCPHAIURRIRHT—4

Table 1. FANEI B R

Element (mg/kg)
Cd Cr (Total) Pb Hg
% Recovery 97.37 98.45 99.69 93.23

Table 2. CRM EC 680 D4y#rks&E

Element (mg/kg)
Cd Cr (Total) Pb Hg
Certified Value | 140+/-2.5 114.6+/-2.6 107.6+/-2.8 25.3+/-1
HT Digestion 13197.98+/- 113,05+/-2.09 | 108.3+/-3.23 | 24,6+/-2.52

Table 3. CRM EC 681D43AT#E B

Element (mg/kg)
Cd Cr (Total) Pb Hg
Certified Value | 21.7+/-0.7 17.7+/-0.6 13.8+/-0.7 4.50+/-0.15

HT Digestion 21.03+/-1.52 | 17.73+/-1.62 14.20+/-0.98 4.43+/-0.78
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QLAB 6000(Z&k45CRM%3 fi# {5l

Questron Technologies Corp.

Questron Technologies Corp. QLAB System Data Report
kil > a Wy St gechcorp com _,‘ .r,u:r‘t- {walts)

APPLICATION NOTE

0 200 800
CLOSED VESSEL DIGESTION

( 500
Number P-002
Sample Plastic 630 and 681 o0 100 400
Equipment QLAB 6000 with VHP Vessels and TFM Liners
Number of Vessels Upto 10 50 200
Reagents 10mi HNO;

0 0

Procedure’ 4 8 12 16 20 24 28 32 Time {min)

* Weigh 0.3 grams of sample into each vessel

« Add 10ml HNO; to each vessel Inside a fume hood and allow the sample to outgas before
sealing the vessels

« Load the vessels carousel into the microwave digestion oven and run the following one-step
digesiion program;

Data File: April 20 Japan Plastic 681.dat Graph No: 1of 1
Digestion Erogram Method Name:  Japan Plastic 681.mth Operator Name: Daylee Diaz
Step Type Temp. Press. Power Ramp Dwell TLim® PLim’ Date: April 20, 2004 Time: 14:51:04
e (psi) (Watts)  (min:sec)  (min:sec) re ipsi) i
1 TimetoTemp 210 . Ful | 2000 1000 240 600 Sample Type:  Plastic 681 SamplesSize:  0.3gm
Reagent 1: HNO Volume: 10mi
Note Reagent 2: Volume:
Reagent 3. Volume:
For Please use
10 Vessels (Complete Carousel) 1000 Watts (Full Power) nadgent. & b
5§ Vessels 500 Walts

s PCTENERELI VOB AEEZE—LEA
This procedure is a reference starting point for sample digestion using the OLAB Microwave Digestion Syster Bié(:ﬁ\ﬁgd_éo T:TfL/s ﬁj\ﬁgﬁl:oll\—c{j:\ %

may need to be modified or changed to obtain the required results on your sample

;'-‘::t:mfm" EK*SHZJ:’D—Clis 751‘%%?%5*475U\0T3’5")~ Olg*i
ELNAETELRNIELHD,




TOTLYT V) =X EEEH

1. 7oJLw7 HT250
2. ToOTLyT Jr
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H,S0,7045 3 LMY T )LIREE
(GUTIVIFEBETSRFvI . BEEM;EE(X300°CLLL)




H,S0,7 0% 3 L DERE
GEE(EX300°CLL L)
TS5 XAFvoHE D H

Y JI)LE A£:0.1g H:05g



H,SO,7 BT S LZEDY T ILIKEE
H>J)LE E£:0.1g £H:0.5¢

Y JILE kA£:0.1g H:05g




2/1]\\7]” 1&0)-&/7 )I/'Ik'p\

H>J)LE ZE:0.1lg H:0.5g
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THESARIMER







BB RALL TR EE DTS F1—T DT




THERALIE R | BER{E/KZF TALIE




BEERLKRNIEBIZT, S A HERT




	WEEE, RoHs対象物質および、食品原料などの難分解性サンプルの前処理のための�酸分解装置の使いこなし��分析化学討論会�　�テクノレビュー　ダイジェスト版
	プログラム昇温による湿式分解メソッドの利点
	DigiPREP本体とコントローラー�最適組み合わせガイダンス
	分解ステッププログラムのメカニズム
	典型的な DigiPREP Program  Method 1.(飲料水系)
	Key Point of Programming Method　１(飲料水系)
	Typical DigiPREP Program  Method 2.(排水系)
	Key Point of Programming ２(排水・汚水系)
	Typical DigiPREP Program  Method 3. (動物飼料)
	Key Point of Programming ３(動物飼料)
	Typical DigiPREP Program  �Method 4 (Plastic)　硫酸ステップ
	Typical DigiPREP Program  �Method 4 (Plastic)　過酸化水素水ステップ
	Typical DigiPREP Program  �Method 4 (Plastic)　硝酸ステップ
	Key Point of Programming ４(Plastic)
	Typical DigiPREP Program  �Method 5.(TKN)　全窒素
	Key Point of Programming ５(TKN)
	メソッド開発ガイドのまとめ
	How to remove sulfuric acid and hydrogen fluoride from your digestion solution
	Mechanism : removal hydrogen fluoride (HF)
	Mechanism : removal sulfuric acid (H2SO4)
	プラスチック酸分解手順�（Digiprep　HT）
	使用する試薬
	試料調整
	Hg回収率の改善について
	DigiPrep HT  �H2SO4プログラム
	H2O2プログラム
	HNO3プログラム
	参考資料　WEEE, RoHs　マイクロ波分解
	QLAB 6000によるCRM分解例
	デジプレップシリーズ分解写真例
	参考資料：ケルダールシステム　省スペースでの設置例
	ケルダール分解による米の硫酸処理
	硫酸還流分解最終ステップ　３５０度
	ケルダール食品分析終了例
	H２SO4プログラム中のサンプル状態�（サンプルは標準プラスチック、写真の温度は300℃以上）
	H２SO4プログラム中の還流部分�（温度は300℃以上）�プラスチック試料の例
	H２SO4プログラム後のサンプル状態�サンプル量　左：0.1ｇ　　右：0.5ｇ
	H2O2添加後のサンプル状態
	DigiPREP Jr.の食品原料　応用使用例
	検討した食品試料類
	硝酸添加直後
	１００度近くで還流分解中
	硝酸灰化しているときのデジチューブの様子
	硝酸処理後、過酸化水素で処理
	過酸化水素処理にて、簡易分解終了

